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BBenenue

AKTYaJIbHOCTH

MaccoBasi 107 BOABI B TBEPABIX BEIIECTBAX M MaTepuajiax — MIHUPOKO
pacpOCTPAaHEHHBIM W KPUTHYECKU Ba)KHBIM I0OKA3aTellb, HMCIOJb3YEMbIM IIPU
MPOU3BOJICTBEHHOM, 3KOJIOTHYECKOM, TaMOXEHHOM KOHTpOJIE, TpPU OLICHKE
COOTBETCTBUS TOTOBOM MPOAYKIIUU TPEOOBAHUIM KaueCcTBA U OE30MaCHOCTH.

Onpenenenue BOAbl MPOBOAUTCS MPH KOHTPOJE COCTaBAa BBICOKOYMCTBIX
BEILIECTB, JIEKAPCTBEHHBIX NIPENAPATOB U ChIPbS AJISI UX MIPOU3BOJCTBA, IPOAYKIUN
FOPHOW XHMMHUH, TBEPAOr0O MHUHEPAIBHOTO TOIUIMBA, MHUIIEBBIX MPOAYKTOB H
MPOJIOBOJILCTBEHHOTO CHIPhSl B PA3IUYHBIX (OpMaxX U arperaTHbIX COCTOSAHUSX. B
3aBUCUMOCTH OT TEXHOJOTHM M 00BEMOB MPOU3BOJCTBA, BPEMEHU Ha MPUHSTHE
pelIeHus], ONPEIEIECHNUE BOJIbI B MPOU3BOJACTBEHHOM KOHTPOJIE OCYIIECTBISETCS C
UCIIOJIb30BAHUEM  TEPEHOCHBIX,  IOTOYHBIX  (HENpPEephIBHOTO  JEHCTBUSA),
HKCHPECCHBIX BJIArOMEpPOB, PYTUHHBIX METOJIUK. JlOCTymHBIE YHUBEpCalbHbIC
aHAJIU3aTOpbl COCTaBa M CBOMCTB, JAa0OPAaTOPHOTO WM MNPOMBIIIIIEHHOTO
WCIIOJTHEHHUS, JKCIpeccHbie (He Tpedyrolme MpeaBapuTeIbHON MMOATOTOBKHU
aHAIM3UPYEMOM MPOOBI), MOTYT 00ECIICUUTH MOJIyYEHHE JOCTOBEPHBIX PE3YyIbTATOB
onpeneraeHus: BOAbl TOJBKO MPHU HAIMYUU CPEICTB KaTUOPOBKH, TPayHUpOBKH,
CpPEACTB KOHTPOJISI TOYHOCTH.

B HacTosiiiee Bpemsi TOUHOCTHBIE XapaKTEPUCTUKU CYIIECTBYIOIIUX METOAUK
OTpENCIICHUs] BOJbI CYIIECTBEHHO HIKE, 4Ye€M 3TO TpeOyeTcs COBPEMEHHBIM
MaTepUAIIOBEICHUEM, TEXHOJIOTUSIMU IPOU3BOJICTBA U MIPUMEHEHUS
(dhapmareBTUYECKUX MPenapaToB, BEICOKOUYNCTHIX BEIIECTB.

B nanHoli paboTe B KauecTBe OKa3aTeNsl TOUHOCTHU pe3yJibTaTa ONpeaeaeHus
BOJIbI pacCMaTpUBaeTCsl a0COMIOTHAS paclIMpeHHas HeonpeaenaeHHocTh. Hanpumep,
JUISl KpUCTAJIJIOTUIPATOB COJICH JITAHTAHOUIOB, OIIPEACIICHUE BOABI OCYIIECTBISETCS
030JIEHUEM JI0 BBICHIUX OKCUIOB C MOCIEAYIOIIUM MIEPECUYETOM HA UCXOAHYIO COJIb,
¢ TouHocThIo Ha ypoBHeE (0,2 + 0,5) % (Macc.), mpu BOCTpeOOBAHHOCTH ONPEICIICHUS
¢ touHocThio Ha ypoBHe 0,05 % (macc.). CoaepkaHue BOJbI HOPMHUPYETCS BO
MHOECTBE MUILIEBBIX MPOYKTOB, SIBJISIETCS MMOKA3aTeIeM UICHTU(UKAIIUU, OT HETO
3aBUCAT CPOKHU rogHOCTH. B papmarnieBTrUecKkux cyOCTaHIMSAX MacCOBast 10151 BOJIbI
MeHee 1%, HO M Takoe KOJIMYECTBO SABJISETCA OMACHON MPUMECHIO, MIPU TOM, YTO
TOYHOCTh JOCTYIHBIX METOAMK HaxoauTcs Ha ypoBHe 0,5% (macc.). Ilpu

OTCYTCTBUM CTaHIApTHBIX oOpasnoB (ganee — CO) BO3HHKAIOT CIOXHOCTU C



OpraHU3aIMe KOHTPOJSI TOYHOCTH PE3YyJIbTATOB, OOSCIICYEHUST METPOJIOTHIECKON
MPOCJICKUBAEMOCTU, TIPU COMOCTABJICHUU PE3YJIbTATOB, MOJYUYECHHBIX pPa3HBIMU
METOJaMHU, TIPHU MPOBEICHUHN KATMOPOBKH MHCTPYMEHTAIBHBIX METOJOB aHAJIM3a.
PemienneM mpoGsieM TOBBIIMICHUS TOYHOCTH U KOHTPOJS IPaBWIBHOCTH
pe3ysIbTaToOB ompeaeaeHus Bojibl, arrectanuu CO mo moka3atento «MaccoBas 1071
BOJIbI», MOXET CTaTh pa3pabOTKa KOMIUIEKCA TaK Ha3bIBAEMbIX pedepeHTHBIX
MetonoB (nanmee — PM). C yuerom TpeOOBaHUM, MPEIbABISEMBIX K CpPEICTBaAM
KOHTPOJISI TOYHOCTH, TPaAyMPOBKH M KaJIMOPOBKH, TOBBIIMICHHE TOYHOCTH PM
OTIPE/ICJICHUS] BOJIBI 110 CPAaBHEHHUIO C PYTHHHBIMU METOJaMH, B OOIIEM ciyyae
JIOJDKHO OBITh HE MeHee, yeM 3 — 5 kpaTtHoe — Takue PM B Hacrtosiiee BpeMs
OTCYTCTBYIOT.

Takum 00pa3zom, pazpadoTka komiuiekca PM, koTtopbie OyAyT UCTIOJIb30BaHBI
JUTSE obecrieueHus METPOJOTUYECKOM MPOCIIEHKNBAEMOCTH, OILICHKH
METPOJIOTUYECKUX XAPAKTEPUCTUK METOJIOB U CPEICTB OMNPEACIICHUS BOJbI, IJIA
cozmanug CO cocTtaBa TBEpIBIX BEIIECTB W MAaTEpPUATIOB C aTTECTOBAaHHBIM
3HAYEHUEM MACCOBOM JIOJU BOJIBI, SIBJISICTCS] AaKTYJIbHOM 3aJa4eH.

Leas padorbl. Pa3zpaboTka METOIUYECKOTO MOAXOJa K CO3/IaHUI0 HOBBIX
pedepeHTHBIX METOJ0B OMNpe/IeeHUs] BOJIBI M CTaHAAPTHBIX OOPa3IOB COCTaBa C
aTTECTOBAHHBIM  3HAUEHHEM MACCOBOM JOJM BOABI I oOecleYeHus
METPOJIOTHYECKON  MPOCICKMBAEMOCTH TMPU TMPOBEACHUM aHAIW3a YHUCTHIX
HEOPraHUYECKUX BEIIECTB W MAaTepHalioB, (apMaleBTUYECKUX MPENaparos,
MUIIEBBIX TPOYKTOB U TBEPJOTO MUHEPAJILHOT'O TOILIMBA.

3agauu padoTsbI

1. PazpaboTaTh METONMYECKHUU TOAXOA K JIOCTIXKCHHUIO HAWBBICIINX
MoKazaTejell TOYHOCTU MPH OMNPEACICHUH BOALI B YHUCTBHIX HEOPraHUYECKHUX
BEIlIECTBaX U MaTepuayiax, (hapMalleBTUUECKUX Mpenaparax, MUIIEBbIX MPOIYyKTaxX
Y TBEPJIOM MUHEPAJIbHOM TOILJIMBE, KAK OCHOBY CO3/1aHUS pehePEHTHBIX METOOB.

2. UccnenoBaTh M OIEHUTh MOTEHIHATBHBIC BO3MOXXHOCTH U OTPaHUYCHUS
METOJIOB OIpPEJICJICHUs BOJbI, MPUTOJHBIX JJISI JIOCTHXKEHUS HAUBBICIINX
MokasaTejeld TOYHOCTH TIpU aHajW3€ YHUCThIX HEOPraHWYECKHWX BEIIECTB U
MaTepuanoB, (hapMalleBTUUECKUX MpernapaToB, MUIIEBBIX MPOIYKTOB U TBEPJIOTO
MUHEPAJILHOTO TOIUIMBA, MPEIJIOKUTh UX pallMOHATIbHOE KOMOUHUPOBAHUE.

3. PazpaboTtaTth  000OIIEHHYIO MOJENh  OIEHKHM  HEOINpPEACICHHOCTH

pe3yiibTara OIPCACICHHUA BOJIbI B TBCPAbIX BCIICCTBAX MW MaTCpHalax IJIA



pPa3IUYHBIX BAapUAHTOB KYJOHOMETPUYECKOTO M TPABUMETPUUYECKOrO METOJIOB
aHau3a.

4. Pazpaborath KOMIUIEKC pedEepeHTHBIX METOJIOB OINPEEICHUS BOJIbI B
YUCTBIX HEOPraHMYECKUX BEIIEeCTBAX M MaTepuanax, ¢GapManeBTUYECKUX
npenaparax, MHUIIEeBbIX MPOAYKTaX, TBEPAOM MHUHEPATIHLHOM TOIUIMBE B JUAINA30HE
3HaueHnii MaccoBou jgoiu Boael oT 0,02 % nmo 85 %, oOecneuuBaroniuii
a0COJIIOTHYIO pacIIMPEHHYI0 HeompeaeaeHHoCTh He Oonee 0,02 %.

5.Co3marb  cTaHgapTHble  OOpa3lbl  BBICOKOYUCTBIX  BEHIECTB  —
KPUCTAJNIOTMAPATOB B JIMAINa30HE 3HAYEHU MaccoBOM 107U BoAbI OT 5 % 10 15 %
C abCOJIFOTHOW pacUIMPEHHONW HEOIPEACIICHHOCThI0O aTTECTOBAHHOTO 3HAYEHUS OT
0,05 % mo 0,2 %, a takxke CO nmUIIEBBIX MPOAYKTOB B JWANA30HE 3HAUYCHUU
maccoBoii gomu Boabl oT 0,2 % po 10 % ¢ abconroTHOW paclIMpeHHOU
HEOIPEIeICHHOCThIO arTecToBaHHOTO 3HaueHus ot 0,08 % 10 0,2 %.

Hayuynas HoBU3HA

1. IIpemynoxen METOAMYECKUI MOAXOI K pa3padoTKe pePepeHTHBIX METOIOB
ONpe/eNICHUs] BOAbl B UHCTHIX HEOPraHUYECKUX BEIIECTBAX M MaTepuaiax,
(dbapMalleBTUUECKUX TpernapaTrax, MUIIEBbIX NPOIYyKTaX M TBEPJIOM MUHEPATHLHOM
TOTUIMBE, OCHOBAHHBIN HA UCIIOJIb30BAaHUU apUOPHON MHGOpMAIIK 00 00bEKTaX U
METO/IaX aHajliu3a, B COYETAHUU C DKCIEPUMEHTAIbHBIMU HCCIEIOBAHUSIMHU,
HAIpaBJICHHBIMA Ha BBISBIICHUE, OLICHKY BKJIaJa, MOUCK IMyTeH CHIDKCHHS WU
YCTpaHEHUs BJIMUSHUSI BCEX MOTEHIMAIbHBIX HUCTOYHUKOB HEOMPEIEICHHOCTH, a
TaKKe 3a cyeT 3(PPEKTUBHOTO UCTIOIB30BAHUS IPEUMYILIECTB (UYBCTBUTEIBHOCTH U
CEJICKTUBHOCTH ) MPUMEHSIEMBIX METOJIOB U UX COYETaHUM.

2. llpeqnoxkena u pa3paboTaHa MOJENIb OLEHKH HEONpeneIEHHOCTH
pe3yJibTata OnpeNeNeHrs] BOAbl B TBEPJbIX BEUIECTBAX M MaTepuaiax C y4eTOM
(dbakTOpoB, OOYCIIOBJICHHBIX BJIUSHHEM CBONCTB M COCTaBa aHAIU3UPYEMOTO
BEILIECTBA, METOAMYECKUX (PAKTOPOB M (haKTOPOB, CBSI3AHHBIX C MPUMEHSIEMBIM
000pyIOBaHUEM.

3. Pa3zpabGoTtansl pedepeHTHbIE METONIBI OMpeAeNeHUs BOABI B UYHCTHIX
BEIECTBax, (hapMaleBTUUECKUX CYOCTaHIUSAX, MUIIEBBIX MPOAYKTaX W TBEPAOM
MUHEPAJILHOM TOILJIUBE.

4. Co3na"bl HAYYHO-METOAUYECKHUE TTOAXObI IJIs1 TOJATOTOBKU OJHOPOIHOTO
BIakHOro Mmatepuana. Co3laHbl U OXapaKTepU30BaHbl CTAaHIAPTHBIE OOpa3Ilbl
coliepKaHUsI BOJBI B UYWCTHIX BEHIECTBAX, (PapMaleBTUYECKUX CYOCTAHIMSAX U

MUIIEBBIX MPOIYKTAX CYyOIUMAITMOHHOM CYIIIKH.



TeopeaneCKaﬂ U NMPAKTUYIECCKAA SHAYUMOCTD

1. Pedepentnbie MeToAbl ONpeneneHus: BOJbI, 00JIalalolie HAUBBICIIMMHU
MokazaressiMu  TOYHOCTH B Poccuiickort ®Denepanin W COOTBETCTBYIOIIUE
JOCTUTHYTBIM B BEIYIIUX 3apyOCKHBIX CTpaHAX, CO3/IaHHBIE TIO MPEIIOKCHHOU B
paboTe METOJI0JI0THH, BBEICHBI B COCTaB 1'0Cy1apCTBEHHOI0 MEPBUYHOIO dTajJoHa
€IMHUI] MACCOBOM J0JIM, MACCOBOM (MOJIIPHOI) KOHIIEHTPALIMKU BOABI B TBEPABIX U
JKUJIKUX BeliecTBax U marepuanax ['9T 173.

2. PazpaboTrannbie pedepeHTHBIE METOIbI ONPECIICHHS BOJIBI UCIIOJIH30BAHBI
IpU YCTAHOBJICHUU METPOJIOTMYECKUX XapAKTEPUCTUK BHOBb pa3padaThbIBAEMbIX
crangaptuzoBanubix  MerogoB (I'OCT 8.649-2015, T'OCT P 8.894-2015,
['OCT P 70211-2022) m mnpu KOPPEKTUPOBKE IMapaMeTPOB aHalIW3a paHee
nericteyromux (I'OCT 11014-2001).

3. Pa3paboTtannbie cTaHgapTHBIE 00pa3Ibl COCTaBa BHICOKOYUCTHIX BEIIECTB
(CO maccoBoii goau Boabl B quruapate monudaata natpus ['CO 10911-2017, CO
coctaBa mMoHoruzapara jakto3sl ['CO 11820-2021, CO moHormaparta okxcajara
kasbius ['CO 11444-2019) u CO cocraBa NMUIIEBBIX MPOAYKTOB CYOJIMMAIIMOHHON
cymku (CO mscHbix npoaykros 'CO 11274-2019, I'CO 11275-2019, I'CO 11276-
2019, CO ¢une munaTas 'CO 11687-2021) oTBedar0T COBpEeMEHHBIM TPEOOBAHUSIM
MO0 METPOJIOTMYECKON MPOCIICKUBAEMOCTH U MO3BOJISIIOT CYHIECTBEHHO YNPOCTUTH
MPOIEAYPHl KOHTPOJIS PE3YyIbTATOB aHAIN3a, MOJy4aeMbIX PyTUHHBIMU METOAaMU
BJIATOMETPUU B TMPAKTHKE AHAIUTUYECKHX JIa0OpaTOpHii, a TaKXe TOBBICUTH
TOYHOCTh M KA4e€CTBO KAJIMOPOBKH, TPATyUPOBKH SKCIPECCHBIX aHAJIU3aTOPOB U
BJIArOMEPOB.

4. Pa3paboranHble pedepeHTHbIE METOJbl M CTaHJAapTHbIE 0Opa3ibl
COJICp>KaHUsl BOJABI BHEAPEHBI B J1AOOPATOPHYIO U METPOJIOTMYECKYIO MPAKTUKY
HAallUOHAJIBHBIX ~ METPOJIOTMYECKUX HWHCTUTYTOB, HAy4YHO-HCCIIEIOBATEIbCKUX
yupexaeHnii Poccuiickon akaaeMuu Hayk, HanlmoHanbHOTrO MCCIIenOBaTEIbCKOrO
TexHosiornueckoro yausepcurera « MUCHUC».

Ha 3amuTy BBIHOCSATCS:

1. Enunas MmeToonorus pa3paboTKu U NMPUMEHEHUs peepEeHTHBIX METO0B
ompeneseHus] BOJbI, OOJaJAIONIMX HAWBBICIIMMH TOKA3aTENsIMU TOYHOCTH Ha
OCHOBE TMOJHOW U JOCTOBEPHON MH(POPMAIIMA O XUMHUECKOM COCTaBE U KauyeCTBE
UCCIIeTyeMbIX OOBEKTOB M METOJOB, oOecrmeumBINas 3-5 KpaTHOE YIIydIlleHHe

ITOKa3aTeJIed TOYHOCTH 110 CPABHEHUIO C CYLIECTBYIOIIMMHU PYTUHHBIMU METOJAMHU.



2. O6006meHHass MaTeMaTHIeCKask MOJIEIb JIJISl KOJIMYECTBEHHOTO BBIPAYKCHHUS
HEONPEACICHHOCTH PEe3yJIbTaTOB OMpEACICHUs BOAbI B TBEPIbIX BEIIECTBAX U
Marepuajgax ¢ ydetoM (hakTopoB, 0OYCIOBICHHBIX BJIIMSIHUEM CBOWCTB U COCTaBa
aHAJIM3UPYEMOT0 BEIIECTBA, METOJAMYECKUX (PAaKTOPOB M (PAKTOPOB, CBSA3AHHBIX C
IIPUMEHSIEMBIM 000PyI0BaHUEM.

3. PedepeHtHble METONbI OMpENeSieHHs] BOALI B YHUCTHIX BEIIECTBAX,
dbapMaieBTUYECKUX CyOCTaHIMAX, MUIIEBBIX MTPOIYKTaX U TBEPIOM MUHEPATHLHOM
TOIJIMBE B IMana3oHe 3HaueHUHU MaccoBoi 10au Boabl oT 0,02 % 1o 85 %.

4. CranmapTHble 00pa3ibl BBICOKOUYHCTHIX BEIIECTB — KPUCTAJJIOTHIPATOB B
nUana3soHe 3HAYE€HW MaccoBOM 10U BOIBI OT 5 % mo 15 % c abcomroTHOH
pacIIMPEHHON HEONIPEAEIIEHHOCTBIO aTTeCTOBAaHHOTO 3HaueHus ot 0,05 % mo 0,2%,
a TaK)Ke CTaHJApTHBIC 00pa3Ilbl MUIIEBHIX MPOIYKTOB CYOIUMAIIMOHHOW CYIIKH B
MHara3oHe 3HadyeHui MaccoBoi monu Boawl oT 0,2 % mo 10 % c¢ abcomroTHOI
paclIMpEeHHON HEOIPEAEIEHHOCThIO aTTeCTOBaHHOTO 3HaueHus oT 0,08 % no 0,2 %.

5. Pe3ynbTathl MCCIeAOBaHUN W METOOJOTHUS TPUMEHEHHUS pedepeHTHBIX
METOJIOB MPHU pPelIeHUU GyHAAMEHTAIbHBIX U MPUKIAIHBIX 33]]a4 KOJIUYECTBEHHOTO
XUMHUYECKOTO aHaliu3a B TIPOU3BOJICTBEHHOM, JKOJOTHUYECKOM, TaMOXKXEHHOM
KOHTPOJI€, B OLICHKE COOTBETCTBUS TOTOBOM MPOAYKIIMHU MO MOKA3aTENsIM KauecTBa
1 0€30I1aCHOCTH.

CreneHb 10CTOBEPHOCTH

CreneHb JOCTOBEPHOCTH TOATBEpPKIEHA IMpPEACTaBICHHbIMH B paboTe
pe3yibTaTaMu  JKCIEPUMEHTOB, MPUMEHEHHEM COBPEMEHHOTO JIabopaTOPHOTO
000pyIOBaHUSI M HHCTPYMEHTAJIbHBIX METOJOB aHalii3a, PEAKTUBOB BBICOKOM
YUCTOThI, XEMOMETPUKHU U OOIIEHPUHSATHIX METOJIOB MATEMATUYECKON CTAaTUCTUKH.

Pe3ynbraThl  MpPOBEAEHHBIX  MCCIEIOBAaHWWA  MOJOXEHBI B  OCHOBY
HaIMOHAJIBHBIX cTaHIapTOB Poccuiickon denepanuu:

- TOCT 8.649-2015 Tl'ocynmapcTBeHHass cucTeMa OOeCIeUeHHs €IUHCTBA
u3MepeHuil. Yraum  Oypele, KaMeHHble ©  aHTpanmuT. UWH}pakpacHbIN
TEPMOTrPAaBUMETPUUECKUN METOJ] OpeiesieHHs OOIIel BlIaru

- TOCT P 8.894-2015 l'ocynapcTBeHHasi cucteMa oOecriedeHus eIMHCTBA
W3MEPEHUM. Mouioko 51 MOJIOYHBIE MPOJTYKTHI. NudpakpacHsiii
TEPMOTPaBUMETPUUYECKUN METOJl ONPEACIIEHUsS] MAacCCOBOM JOJM BJard U CyXOro

BCIICCTBA
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- T'OCT P 70211-2022 TomumBo TBeproe MuHepanbHoe. MHppakpacHbIi
TEPMOTpaBUMETPUUECKUI METO/1 ONIpeiesieHus: 001el Biaru

PesynbTaThl IpOBEACHHBIX UCCIENOBAHUN IIPU KOPPEKTUPOBKE I1ApaMETPOB
aHaJIn3a, YCTAHOBJICHHBIX CTAHIaPTOM

- TOCT 11014-2001 VYrnu Oypble, KaME€HHBIC, AHTPAIUT W TOPIOYUE
CHaHUBbI. Y CKOPEHHBIE METObI ONPEAEICHUS BIIarn

TouHnocTs paszpabotanHblx PM  ompeneneHuss BOAbl MOJATBEPKICHA
CIIMYCHUSMM HAMBBICIIETO YPOBHA — CIMYCHUSAMM C Y4YaCTHUEM HALMOHAJIBHBIX
METPOJIOTUYECKUX  HMHCTUTYTOB M BEAYIIMX  HAy4YHO-UCCIIEAOBATEIbCKUX
MHCTUTYTOB 3apyOeXHBIX CTpaH, Takux Kak BemukoOpuranus, Dctonus, JlaHus,
Typums, Pymeinus, Utanus.

Pazpaborannsie PM onpenenenus MacCoBOi 10JIM BOJbI U METOJIMKH pacueTa
HEOIIPEACIEHHOCTH BKJIKOYEHBl B COCTAaB JOKYMEHTAlUM T'OCYJApCTBEHHOI'O
HNEPBUYHOTO JTaJOHAa E€OUHUI] MacCOBOM JOJM, MacCoBOM (MOJIApHON)
KOHIIEHTPAIIMHU BOJIbI B TBEPJIbIX M KUJKUX BellecTBax u matepuanax ['OT 173.

Tunel pa3paboTaHHBIX CTaHJAPTHBIX OOpa3lOB COCTaBa C aTTECTOBAHHBIM
3HQYEHUEM MAacCCOBOW JOJU BOJBl YTBEPXKIEHBI, BHECEHbl B denepanbHbIi
UH(GOpMaMOHHBIN (POHA MO 00ECHEUYEeHNI0 €AMHCTBA U3MEPEHUN 0] HOMEpaMHU
I'CO 10911-2017, T'CO 11820-2021, I'CO 11444-2019, I'CO 11274-2019, I'CO
11275-2019, T'CO 11276-2019, I'CO 11687-2021, cepuilHO BBIIYCKAKOTCS B
YHUUM — ¢pununane OI'VII «BHUUM um. [I.1. Menneneesa» u HalUd IIUPOKOE
IpUMEHEHUE Ha COTHAX npennpustuii Poccun u OnmkHero 3apyOexbs npu
KOHTPOJIE COJIEPKAHUs BOJBI B BEIIECTBAX U MaTepUaJIaX.

CooTBeTcTBHE NACTIOPTY HAYYHOH CHEIUATBHOCTH

HuccepranmonHas ~ paboTa  COOTBETCTBYeT  IMACIOPTY  HAYYHOM
cnenuaibHOCTH 1.4.2 «AHAIUTHYECKAs XUMHS» O CICTYIOIIMM HaIpaBiICHUSAM
UCCIICIOBAHUIM: METOJbl XMMHYECKOr0 aHaim3a (XuMudeckue, (HHU3UKO-
XUMHYECKHEe, aTOMHas U MOJEKYJsIpHas CIHEKTPOCKOMUs, Xpomatorpadus,
PEHTTCHOBCKAs  CIEKTPOCKOMHS, MacC-CIIEKTPOMETPHs,  saepHO-(pu3ndeckue
METOABl W JIp.), METOJIWYECKOe OOCCICUYCHHEe XHMHYECKOTO  aHaju3a,
METPOJIOTUYECKOE OO0CCIeYCHUE XUMHUYCCKOTO aHaliu3a, TEOpHsS U IPAKTHKa
npobooTOOpa ©  MOPOOOMOATOTOBKM B  AHAIMTHYECKOM XHMHH, AaHAJIU3

HCOPIraHNYCCKHUX MATCPUATIOB U HCXOJAHBIX IMPOAYKTOB I UX ITIOJYUYCHHA, aHAJIN3
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NUIIEBBIX TMPOIYKTOB, aHAIW3 MPHUPOJHBIX BEIIECTB, AHAIHM3 JICKAPCTBEHHBIX
Ipernaparos.

JInyHbI#A BKJIAJ aBTOPA

JIM4HO aBTOPOM MpOBEAEH 0030p JIUTEPATYPHBIX HCTOYHHUKOB IO TEME
JUCCepTalMK, pa3paboTaH METONOJOTMYECKMH MOAXOA K pa3paboTke U
npuMeHeHuto PM, skcriepuMeHTanbHbIE HCCIENOBaHUs Mpu paszpadborke PM
ompeNeseHus] BOJIbI B YHUCTBHIX BelIeCTBaX, (hapMaleBTHUUECKUX CyOCTaHIMSIX,
TBEPJIOM MHUHEpPAJIbHOM TOIUIMBE M IMHILEBBIX MpOAYyKTax, npu co3ganuu CO,

CIUIAHUPOBAHO U OCYLIECTBIICHO BHeApeHue pa3padboranusix PM u CO. CoBMecTHO

¢ akagemukoM PAH |Kapl'IOBLIM IO.A.| MOCTaBJICHbl MMM W 3a]ayd palOOoThI.

CoBmecTHO ¢ 1.¢-mat.HayK, mpodeccopom, r.H.c. MIOHX PAH ®dununmossim M. H.
U JI.X.H.,, T.H.c., npodeccopom MOHX PAH bapanosckoit B.b. nposeneHo
000011IeHHE TIONYYEHHBIX PE3YyJIbTaTOB pabOThl U CPOPMYIHPOBAHBI BHIBOBIL.
Pazpaborka wu omnpoGoBaHue OOOOIIEHHONW MaTeMaTHYECKOM MOACIH IS
KOJIMYECTBEHHOTO BBIPAXXEHUSI HEOINPEJEICHHOCTU PE3YJIbTAaTOB OINpPEACICHUS
BOABI, a TaKXe TMOJIXOJAbl K OIEHWBAHHWIO XapaKTEPUCTUK HEOJHOPOIHOCTHU
OCyIlleCTBIEHbl coBMecTHO ¢ K.T.H. MenBeaeBckux C.B. (OI'YII «BHUUM wuwm.
AWM. MengeneeBa»). Yactb 5SKCHEPUMEHTANbHBIX pabOT TMpU  CO3[JAHUU
CTaHAAPTHBIX 00Pa31I0B OCYIIECTBIEHA COBMECTHO CO CIAEAYIOIUMHU COTPYAHUKAMU
7ab0opaTOpUU METPOJIOTUH BJIIATOMETPUH U CTaHIAPTHBIX 00pasnos (241) YHUUM
— ¢umman ®I'YII «BHUUM wmm. JI.U. Menneneea» Cepreepa A.C., llloxuna
O.C., Kacumonac A.B., T'onsimen O.C. OxcnepuMeHTanbHble padOThI IO
MPOBEJICHUIO MEKTYHAPOIHBIX CIMYCHUN CO3IaHHBIX METOJIOB OIPE/IEICHUS BOIbI
B UHCTBHIX BEIIECTBAX, (DapMalleBTHUECKUX CyOCTAHIIMSIX BBIMOJHEHBI COBMECTHO C
Kpamenununoit M.II. (YHUUM - duman OI'VII «BHUUM uwm.
J.1. MeHnneneeBay).
Anpobauus padoTbl

OcCHOBHBIE PE3YIHTATHI M TTOJIOKEHUS TUCCEPTAIIUH JTOJIOKEHBI U 00CYKICHBI
Ha ©XKETOJHBIX COBEIIAHMSIX paboyell TPyNIbl MO HEOPTaHMYECKOMY aHaIu3y
KOHCYJIbTaTUBHOTO KOMUTETA 10 KOJIMYECTBY BEIIECTBA MEXKyHAPOIHOTO OIOpO MO
mepaMm u Becam [TAWG CCQM BIPM (ITapux, @pannus, 2015, 2017, 2019), 11l u
IV MexayHnapoaHOi HaydyHO-TEXHUYECKOW KOoH(pepeHuu «Metposorust Gpu3nuko-
XUMHYECKUX u3Meperuin» (MenaeneeBo, MockoBckas 06i1., 2018, 2019), IV, V, VI

Mexnynapoanoil HayuyHol KoH(pepeHiu «CTaHaapTHbIe 00pasiibl B U3MEPEHUSIX
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u texHonorusx» (ExkarepunOypr, 2020, 2022, 2024), IV Cpe3ne aHaIUTHKOB
Poccun (MockBa, 2022), XXXIII Poccuiickoii MONOIEKHON HAy4YHOU
KOH(QEpEHLIUH € MEXJIyHapoaHbIM yuactueMm «lIpobimembl Teopernueckoil u
sKcnepuMeHTaibHol xumum» (ExarepunOypr, 2023), MexayHapoJHOM HayYHOM
cumnosuyme «HEJIEJIA TOPHAKA» (Mocksa, 2016, 2018, 2022, 2023, 2024),
MexayHapoHOH Hay4yHO-TeXHHYECKOM KoH(pepeHuuu «Metposorus 2024»
(Munck, benapycs, 2024).
IIyoaukauun

[lo marepuanam gucceprauuu omyOiaukoBaHo 36 paboT, B ToM uyucie 25
CTaTeil B PElEeH3UPYEMbIX HAYUYHBIX H3JAHUSIX, COOTBETCTBYIOILUX TPEOOBaHUSIM
[Tonoxenust o npucyxaenun yuyensix creneHeil B ®I'bYH Uucturyrte obuieit u
Heopranndeckon xumun uMm. H. C. KyprakoBa PAH. Ony6nukoBanbr 10 Te3nucos
JIOKJIaJIOB Ha BCEPOCCHMCKUX W MEXKIYyHAPOAHBIX KOH(epeHLHUsX, mnoixydeHo 1

CBHUJIETENILCTBO O PErUCTpaLU NporpaMmel 1t OBM.
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I'maBa 1. Boaa kak 1j00ajJbLHBIM MNOKAa3arejlbh KadecTBAa

BECIICCTB U MaTepuajoB

Conep:xanue BOJIbI SIBJISIETCS OJHUM M3 BaXXHEUILIHUX CBONCTB TBEPJbIX U
CBHIMYYUX BEIIECTB U MarepuaioB. Bojga MOXET SBIATHCS YaCThIO MOJEKYJIbI
KPUCTAIIOTUAPATA, MOXKET MPEJCTABIATH TPUMECH.

Jlnamna3oH BO3MO>KHOT'O COJIEpKaHuUsl BOAbI BAPbUPYETCS OT HU3KUX 3HAYEHUI
(menee 0,001%), nampumep, Bo (pirocax, JIeKapCTBEHHBIX MpernapaTax U B YUCTHIX
BEILIECTBAX, /10 BHICOKMX 3HAUEHUH B MUIIEBLIX NMPOAyKTax (10 85%).

B crangaptHBIX 00pa3nax, JITAJIOHHBIX MaTepHaliax M BBICOKOYHCTHIX
BEILIECTBAX ATTECTOBAHHBIC XAPAKTEPUCTUKHU TMPEJCTABIISIIOTCS Ha COJEpKaHUe
CyXOro BellecTBa J100 Ha HCXOIHOE cozepkanue Boibl. CopeprkaHue BOJIbI CTPOTO
KOHTPOJUPYETCS B MHUILNEBOM, (PapMalleBTUUECKONM W XUMHUYECKOW OTpacisx,
CJIEZOBBIE COJEpPKaHUsA BOJI HEOOXOAMMO KOHTPOJUPOBATH B IMPOU3BOJACTBE
mIacTMacc M B mpoiieccax Tepmooopadotku. ConepikaHue BoIbl B Ta3000pa3HOM U
KUIKOM COCTOSHMM OIIEHHMBAaeTCsl TpU KOHTpOJIE KadecTBa BO3AyXa U
UCKYCCTBEHHBIX Ta30BbIX CMECEH HWHEPTHBIX, MOCTOSHHBIX M YIJIE€BOJOPOIHBIX
ra3oB, IpHU TMPOU3BOACTBE YHUCTHIX Tra3oB, M T.1. Boma HeoOxomuma s
MUKPOOUOJIOTUYECKON >KU3HU U OOJIBIIMHCTBA (DEPMEHTATUBHBIX MPOIECCOB,
MO3TOMY THIIEBBIE MPOAYKTHI 00s3aTEIBHO COJIEPKAT BOJY, KOTOpas, OTHAKO,
3HAYUMO BIUSET HA CTAOWJIBHOCTh WM CPOKH TOAHOCTU MHUIIEBBIX MPOJYKTOB.
VYuuTeiBasi BBIIIECU3IIOKEHHOE, OINpEACIeHUE BOJIbI - OJHAa U3 Hauboiee
BOCTPEOOBAHHBIX U CIIOKHBIX AHAIMTUYECKUX 3a]1a4.

1.1 Copep:xanue BOABI - BAXKHEHIINI KPUTEPUHA NPUTOAHOCTH BelleCTB
U MATEePHAJIOB /Il ONpeleIeHHBIX LeJel

1.1.1 dapmarieBTHUECKHE IpeEnapaThl

dapmMalleBTUUYECKUE BEIIECTBA COAEpPKAT aJCOpOUPOBAHHYIO BOJY WJIHU
ABIIAIOTCS KpUCTaUIOrHapaTaMu. YUpe3MepHOe KOJMYECTBO BOJBI MOXKET B
KOHEUHOM MTOr€ MPUBECTH K COKPAUIEHUIO CpPOKAa TOJHOCTH MU HEBEPHOMY

YCTAHOBJICHUIO aKTHUBHOCTH I[CﬁCTBYIOHIGFO BCUICCTBA IO IIPUYMUHC MI/IKpO6HOFO
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3arpsi3HeHUsI, HeCTAOMIILHOCTH TIperapaTta, 00yCIOBICHHON copOImeii/necoponuei
BOJIBL.

CepbesHou npoOsieMoi SIBJISICTCS TUJIPOJIUTUYECKAS Jerpaganus
YYBCTBUTEIBHBIX K BIare aKTUBHBIX (PapManeBTHUECKUX CYOCTaHIMN mpu
JUIMTEIbHOM XPaHEHUM BO BIIAXKHBIX YcnoBusix. [Ipu mpousBojacTBe TaONETOK,
coJiepKalnX YyBCTBUTEIBLHBIE K BJIare aKTUBHBIE (papMarieBTUIECKHE CyOCTaHITNH,
U3BECTHO W ODMIHPUYECKH TOATBEPKICHO, YTO MX XUMHUYECKas CTaOMIbHOCTH
MOXKET OBbITh 3HAYUTEIBLHO H3MEHEeHa perentypoil. dusznueckuid mporecc,
OTBETCTBEHHBI 3a 3Ty mpoOjeMy, MNOJABUKHOCTh BOJbI, aJCOPOMPOBAHHOMN
dbapmaneBTUYECKUMH TpernapaTaMy, U €€ KOJIMYECTBO CUUTAIOTCA BIIUSIONIUM
dakTopom [1 - 6].

1.1.2 Heoprannueckue BeHeCTBa BLICOKOU YUCTOTHI

HccnenoBanue u pazpaboTka TEXHOJOTHM MPOU3BOICTBA HOBBIX MAaTEPHUATIOB
(MeTa/IOKEpaMUKH,  CETHETORJIEKTPUKOB,  APYTUX  KOMIIO3UIIMOHHBIX U
(GyHKIMOHATBHBIX MATEPHANIOB ISl IIMPOKOTO CIEKTpa MPUMEHEHUMN) SBISIOTCS
JNBIDKYIIEH CHUJIOW JOCTHKEHUW B OOJACTH XUMHUYECKOW HAyKM M TEXHUKH.
[lomaBnsiroriiee  OONBIIMHCTBO ~ HOBBIX ~ MaTepUalOB  CHHTE3UPYETCS W3
BBICOKOYHMCTBIX BEILIECTB, B CTPOrO KOHTPOJMPYEMBIX YCIOBUSX, IIOCIE YEro
MPOBEPSIETCA  XMMHUYECKHM  COCTaB, OJHOPOJHOCTb  MHUKPOCTPYKTYpPBl H
IPaHyJIOMETPUYECKOTO cOCTaBa M T.A. IIpumecu 4acTo SIBIAKOTCS MCTOYHUKAMHU
CHIDKEHUS 3aJaHHBIX JJICKTPUUECKHX, ONTUYECKUX M MEXAHWYECKUX CBOWCTB, a
TaKkKe  TMPUYMHAMH  TPEKICBPEMEHHOTO  YXYAMIEHUS  (DYHKIIMOHAIBHBIX
XapaKTEPUCTHUK.

OnmHOM W3 KOHTPOJIMPYEMBIX IPUMECEN  SIBISAETCS BOJA, 3a4acTylO
npuUMeHsieMas B POIecce CUHTE3a, Uiin abcopOupyemasi U3 OKpy>Karoliero Bo3ayxa
[7, 8,9, 10]. AkryansHOl TIpoOIeMOl SABIIAETCS yJajJeHUe OCTaTOYHOU BOJbI U U3
KPUCTAUIMUECKNX W u3 amMop(HBIX mopomkoB. Tak, Hampumep, MPOBEACHBI
VCCIIEIOBAHUS yAAJEHUsI BOJBl M3 IMOPOLIKA KPUCTAJUIMYECKOTO KpPEMHE3ema U
nopoika aMop(HOro KpemMHe3ema IpHu IMiaBke B BakyyMme. [lokazaHo, 4To jerue

YAQIUTh BOJY M3 MOPOIIKAa KPUCTAJUIMYECKOTO0 KPEMHE3eMa, YeM M3 MOpOIIKa
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aMop(HOro KpeMHe3ema IpH IJIaBKe B BakyyMme. OTiauure MOKET ObITh CBSI3aHO C
bu3nUecKuM ylIepKUBAHUEM BOJIbI BHYTPU aMOp(pHOro marepuana Ipu €ro
CIUTAaBJICHUM B TO BpEMsl KaK KpPUCTAUIMUYECKUH Marepuan AOJbIIE COXpaHSeT
KPUCTAJUIMYECKYIO CTPYKTYPY M C MEHBUIEH BEPOSATHOCTBIO 3aJEPKUBAET BOAY.
Bo3MoxHO, 3TO 00BsicHsIeTCs TeM, uTo Kod(pduuueHT aud@ys3un BoIbI BHIIIE B
KPUCTAJUIMYECKOM MaTepuaie, ueM B amoppHoMm matepuane [10], 00beM exeroaHo
MPOBOJUMBIX paboT MO MpoIleccaM KPUCTAJUIM3AIMK  CTEKJIOKEpAMHUKU U
UCCIIEIOBAHUSIM €€ CTPYKTYpPbl M COCTaBa MpejcTaBiieH B o03ope [11], mpu sTom
npobiieMa yJ1adeHus BOIbI PEIIAETCs] CUTYaTHBHO.

OO01mens3BecTHO, 4YTO aacopOlMs W KOHJAEHCAIMS MOJIEKYJ BOJBI Ha
MOBEPXHOCTH TBEPJIOTO TeJla BBI3BIBAECT €€ HAarpeB, 3a CUET BBIJCICHHS TEIIOTHI
¢da3zoBoro mepexona, a AecopOLHs, COOTBETCTBEHHO, BBI3BIBACT OXJIAXKJEHUE.
OCOOHAKOM  CTOSIT MCCIIEOBAaHUS B3aMMHBIX IPEBpPALICHUN OKCHIOB WU
TUIPOKCUIOB, UX THAPATALINY, BIUSHUS HAJTUYUS TOBEPXHOCTHOM BOJIbI. B paboTax
[12, 13] B mporeccax BbIOOpa TEPMOAMHAMHUYECKUX TMapaMETPOB CHHTE3a
MUKpPOHHBIX YacTHIl] OeMHTa MpU TUIPOTEPMAJIbHON 00pabOTKE B pa3IMYHBIX
cpeaax MCCIeAOBaHbI MPOIECCHI JETMAPATALIMU U BBISIBIIEHO U YCTAHOBJICHBI CBS3U
MOJIEKYJI BOJbI C YAaCTHIIAMHU OEMHUTA.

Cucremarnueckue HCCJIEI0BAHMUS KPUCTAIITNYECKOU CTPYKTYPBHI,
TEIIOPU3NYECKUX  XAPAKTEPUCTHK  KPUCTAJUIOTHAPATOB  COJIEH  METaJuIoB
OTCYTCTBYIOT. [IpOBOASTCS €IMHUYHBIEC UCCIIEI0BAHUS B pAMKaX KOHKPETHO B3SIThIX
3a1a4, HanpuMep, CUHTE3a M HCCIEJOBAHHM XUMHUYECKOW MW MOJIEKYJIIPHOU
CTPYKTYpHI [ 14-18], mpu BEIOOpE HOBBIX METOJIOB UCCIICIOBAHUS 1JIsl OOHAPY KEHUS
W pa3feieHus pas3IMuHbIX KpucTawioruapatoB [19-23], B o030pe [24]
00CYXTAatOTCSl  CTEXMOMETPUUYECKHE  KPUCTAJUIOTHAPATHI, TPUMEHSEMbIE B
dbapmaneBTHYECKON NPOMBIIUIEHHOCTH, a B pabore [25] obOcyxkmaercss BbIOOD
MaTepuajoB — KaHIWJATOB B Pa3pabOTKy CTaHIAPTHHIX OOpa3loB HA OCHOBE

KPHUCTAJUIOTUAPATOB.
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1.1.3 IIumeBast npoayKIisg

Boja — BakHbI KOMIIOHEHT MUIIEBBIX MPOAYKTOB M MPOJOBOJIBCTBEHHOTO
CeIpbs. Boa siBsieTCS pacTBOPUTENIEM OPTaHUYECKUX M HEOPTAHUUECKHUX BEIIECTB,
OTpeeNsieT MPOTEKAHUE PA3UYHBIX OHOXUMUYECKUX M (PUBHKO-XUMUYECKHUX
IIPOLIECCOB, OKAa3bIBAE€T BIUSHHE HA KAYECTBEHHBIE XapPAKTEPUCTUKHU IMPOIYKTOB
MUTAHUS: KOHCUCTEHIINSA, CTPYKTYpa, TEKCTypa, BHEIIHUN BUJI, BKYC, yCTOMUYNBOCTh
pu 00paboTKe, CTAaOMIBHOCTD TIPU XpaHeHuu [26, 27].

ConepxaHue BOABI B TPOAYKTaX IMHTAHHUS KOJEONETCS B IIUPOKOM
nuariazoHe. @pykTel ¥ oBolM cojaepxar a0 (80-95) % Boabl, HEpaBHOMEPHO
pacrnpeiesIieHHON B pa3HbIX KJIETOYHBIX CTpyKTypax. CopepkaHue BOJbI B BaKyOIH
(MOJ0CTH BHYTPH KJIIETOYHOM IUTOIIA3MBbl, OTAEIEHHON MeMOpaHoil) nocturaet 98
%, mpororutazme - 95 %. Haumensinee conuepkaHuE BOABI XapakTEPHO IS
KJIETOUYHBIX 000JIOYEK, TJe OHa 3aMOJHSET MPOMEXYTKH Mexay GuldpuuiaMmu
IIEJUTIONIO3BI U YJIEP)KUBACTCS CHUJIAMU TIOBEPXHOCTHOTO HATSDKCHHS B MEHHCKaX.
YacTh MOJIEKYJ BOABI HAXOJIUTCA B aICOPOMPOBAHHOM COCTOSIHMH HA TIOBEPXHOCTH
GbuOpuIII, COCTABIAIONINX KJIETOUHYIO 0005104Ky [28, 29]. Cpennee coaepkaHue
BOJIbI B 3€PHOBBIX KyJbTypax coctaisier (13,5-14,5) %, 3epH0o00060BbIX — (12-14)
%, cemeHax MmaciauuHbIX KyJaeTyp (7-11) % [30]. ComepxaHue BOIBI SIBISIETCS
BaXHEHIIUM (aKTOpOM COXpaHHOCTU 3epHa. Boma obecrednBaeT CTPYKTYpy
KOJUIOMJIOB IIUTOIUIa3Mbl, oOmpenensieT KoHpopManuio ¢ (QYHKIIMOHAIBHYIO
aKTUBHOCTh (DEPMEHTOB, a TaKXKE CTPYKTYPHBIX OCIKOB KIIETOYHBIX MEMOpaH U
OpraHoOWOB. YBJaXKHEHHWE HU3MEHsAeT (U3MYECKUE CBOICTBA 3€pHA, CHIDKAET
COMPOTHUBJICHUE Pa3/IaBIMBAHUIO, MTOBBIIIAET 3JIACTUYHOCTh 000JI0YEK, 3aTPYIHSAET
IpoOsieHue, TOBBIMIACT 3aTpaThl DIEKTPOIHEPTUHU, CHUKACT BBIXOJ TOTOBOM
npoaykiuuu u ee kadectBo [31, 32]. Myka coxepxutr (12-14) % Bogwl,
xJ1e000ynouHblie u3aenus - ot 8 % (cyxapm) no 47,5 % (xned pxxanoii) [30].

B msice u MscHBIX mpoaykrax coaepxkurcs (52-78) % Boabsl. Oxono 90 %
BOJIbl HAXOJUTCS B MBIIICYHBIX BOJOKHAX, OCTAJbHASI YaCTh — B MEKKIECTOYHOM
npocTpaHcTBe. B coennHUTENbHON TKaHU BOABI cofepkutca meHsblie (50-60) %.

HeOonpimas yacth BOABI HAXOJUTCS B CBSA3aHHOM ¢ OenikaMu coctosHuu (6-10 % x
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Macce CyXOro BEIIecTBa), ocTaidbHas — B cB0OOIHOM [33-38]. ConepkaHue BOJIbI B
MOJIOKE COCTaBJsieT 0Ko0JIO (85-89) %. DTOT KOMIIOHEHT MOJHOCTBIO MEPEXOIUT B
KHCJIOMOJIOUYHBIEC TIPOIYKThI, CAMBIN TBEP/IbIN U3 MPOAYKTOB — ChIp cOAepkuT (30—
60) % BOJIbI, B CyXUX MOJIOUHBIX MTPOAYKTaxX Bojbl ocTaercs (3—5) % [39-41].

K mpostyktaM ¢ HU3KUM COJIepKAHUEM BOJIbI OTHOCSITCSI pACTUTEIbHBIE Macia
u caxap. ConepkaHue BOJbI MPU MPOU3BOACTBE XJIOMKOBOI'O, MOJCOJIHEYHOIO U
coeBoro macen He gojikHa npesbimath 0,1 %. Boga moxer pa3pyuiars CBsi3H, B
OCHOBHOM TPUIJIUIEPU]IBI, C 00pa30BaHUEM MOHO- U JTUTIIMLIEPUIOB U CBOOOIHBIX
KUPHBIX KUCIIOT, YTO HEraTUBHO OTpakaeTcs Ha kauecTBe macel [42]. Conepxanue
BOAbl B KPHUCTAUNIMYECKOM caxape He JoipkHo mnpebimath (0,06-0,15) %.
VYBnaxxHeHue caxapa NpUBOAMT K MOBTOPHOM KPUCTAJUIM3ALUA MUKPOKPUCTAIOB
caxapa B MOBEPXHOCTHOU IUIEHKE MEPECHIIIEHHOIO0 CAXapHOI'0 CHPOIIA, BbI3bIBAs
MOTEPIO CHITyYeCTH ¢ o0pa3oBaHMEeM KOMKOB caxapa [43].

CocTaB M Ka4ecTBO NPOJAYKTOB NUTAHUS, UX OE€30MaCHOCTh 3aKpEIJICHA B
pamkax Crparerns mNuUIIEeBOM mpombinieHHOCTH [44]. B Hacrosiiee Bpems
BOIIPOCHI KaueCcTBa U 0€30MacHOCTH IMHUILEBBIX MPOAYKTOB MPUHUMAIOT CUCTEMHBIN
XapakTep, BKIIOYAIOUIUMNA HEMOCPEICTBEHHO MPOU3BOJCTBO IMPOJAOBOJIBCTBEHHOIO
CBIpbS, 3arOTOBKY, XpaHEHHUE, a TAKKe TEXHOJOTHUYECKHUE TPOLIECChI TPOU3BOCTBA
Y, HAKOHEL], KOHTPOJIb Ka4eCTBa MO 00513aTE€IbHBIM MOKAa3aTEsIM COCTaBA.

O0s3arenbHbIe TPEOOBaHUS K MUIIEBBIM MPOIYKTaM U MPOIOBOJILCTBEHHOMY
CBIPbIO YCTAHOBJIEHBI B JIBEHAALIATH TEXHUYECKHX PEriIaMeHTOB TaMOKEHHOTO
coto3a (TP TC) u EBpa3uiickoro sxonomudeckoro cotosa (TP EADC) [45-56]. Hns
psia MUIIEBBIX MPOAYKTOB JOMOJIHUTENIBHO YCTAHOBICHBI HOPMBI 110 COACPKAHUIO
B HHMX BOJIbI WJIM OOpaTHOM BETUYMHBI (CYXHMX BEIIECTB), KaK MOKA3aTels KauyecTBa
U TIOKaszaTels WJICHTU(PUKAIMY, WCIONb3yeMOro JJii OTHECEHHUS IHIIEeBOU
NpoaAyKIuu K oObekTaM TexHuuyeckoro perymupoBanus TP TC u TP EADC.
[Toka3zaTtenu, xXapakTEepU3yIOLIUME COAEPKaHWE BOABI B OTIEIBHBIX TPYIIAX
MPOAYKIMH, 3TO HE TOJIBKO MaccoBasi OJIsl BOJbI, HO M «CYXHUE BEIIECTBA», «CyXOU
00€3>KUPEHHBIA MOJIOUHBI OCTATOK», «BOJIa B 00€3)KMPEHHOM BELIECTBE U KHUP B

CYXOM BCHICCTBC).

18



[Tomumo  moka3aTenss KadyecTBa W O€30MACHOCTM  BOJA  SIBJISIETCSA
MaKpOHYTPUEHTOM, T.€. OTHOCUTCA K BeIlEeCTBaM, HEOOXOJUMBIM B OOJBIIMX
KOJMYECTBaX OpPraHU3My M HAXOAMUTCS BO BCEX MNPOAYKTaX NUTaHUSA, JAHHbIE
IIPE/ICTABIICHbl KaK B OTEYECTBEHHBIX CIPABOYHUKAX [57], Tak U BO BCEMHPHO
M3BECTHOM CIIPpaBOYHUKE [58].

Bopa mpeacraBnsier co0oii «pacTBOPUTENBY, PETYIUPYIOMUN BCe (YHKIHH
B opranu3me. Tak, O€JIKM CBSI3BIBAIOT BONY, T.€. MPOSBISAIOT TUIAPODUIBHBIC
CBOMCTBA, IPU 3TOM OHHM HAO0YyXaloT, YBEJIIMYMBASICh 10 Macce U 00bemy. HaOyxanue
COTIPOBOXAAETCS YaCTUYHBIM pacTBOpeHUEM. [ uIpohUIbHOCTD OTAENBbHBIX OETKOB
3aBUCUT OT WX CcTpoeHHs. lmeronuecs B COCTaBe M PACIOIOKEHHBIE Ha
MOBEPXHOCTU O€IKOBOM MakpomoseKkyibl rugpoduibabie -CO-NH- (nmentuanas
cBs3b) U amuHHbIe — NH»- 1 kap6okcunbabie Tpynnsl -COOH- nputsruBaior k cede
MOJIEKYJIbI BOJbI, CTPOrO OpPUEHTHUPYS HX HAa TMOBEPXHOCTH MOJEKYJIBL.
Oxpyskaroriasi 6€IKOBbIC TJIOOYJBI TUApAaTHAS (BOAHAST) 000J0YKA MPEMSTCTBYET
arperauuu W, CJIeI0BaTelIbHO, CIIOCOOCTBYET YCTOMUMBOCTH PacTBOPOB Oelka U
IOPENSTCTBYET €ro OCaXACHUI0. Arperanuss MOPOUCXOJUT MpU pa3pyLIEHUU
TUIpaTHOM 0OO0JIOUKH, WX NPHU MOTBITKE 00€3BOKMUBAHNUS, HAIIPUMED, C TOMOIIBIO
ATHJIOBOTO CHUPTA. DTO MPUBOAUT K BBINAJECHUIO arperaToB OEIKOBBIX MOJIEKYJ B
ocaqok. ['uapopuiIbHOCTh OEIKOB, T.€. X CHOCOOHOCTh HaOyXaTh, 0OPa30BHIBATH
CTyIHH, crabunu3upoBaTh CycCneH3uHu, 3MYJIbCHUM M IE€HBI, HUMEET OOJIbLIOe
3HaY€HHE B OMOJIOTMH U IIMPOKO MPUMEHSAETCS B MUILEBOM MPOMBIIUIEHHOCTH.

['upponuTryeckuil pacnaja XUPOB U MACel, JIUIIUJIOB 3€pHA U MPOAYKTOB €r0
nepepaboTKu (MyKH, KpyIbl), Msica, pbIObl, U Jp., SBJISETCS OJAHOW M3 MPUYUH
YXYALICHHUS] Ka4eCTBA MUILEBBIX IPOJYKTOB U, B KOHEUHOM CYETE, JIEKUT B OCHOBE
UX MOPYHU. ITOT MPOLECC MPOXOAUT KaK B MPUCYTCTBUU HEPMEHTOB, TaK U O€3 HUX
— ABTOKATAJUTUYECKUN THUPOJIU3, YCKOPSIETCS C TIOBBIIIEHUEM BIAXHOCTH H
TeMmriepaTypbl. ['MapoiuTHyYecKHil pacnaj JMOUAOB W JIMIHJICOAEPKALINX
IPOLYKTOB IPOTEKAET B XOJE MHOTMX TEXHOJOIMYECKUX MPOLECCOB TEIIOBOU

00pa0OTKH U MpU KyJIMHAPHOU 00paboTKe.
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[Ipu mepepaboTke MPOMYKTOB MUTAHUS YaIlle WCTOIB3YETCS TeMIlepaTypa —
3TO M TPOLIECCHl CTEPWIIM3AIMH, MMAaCTEPU3ALNU, CYIIKH BBICOKOTEMIIEPATYypPHOH,
BaKyyMHON u cyOnumarimonHoul. Ilpu TteruioBoit obpadotke mpu (60 — 70)°C
IIPOUCXOJIUT JAeHATypalusi OEJIKOB C BbIIEIEHUEM BOJABL. B cilyyae KpaxmMaaucThIX
MPOIYKTOB MPOUCXOAUT KIEHCTEpPHU3alusd M YaCTHYHOE pa3pylIieHHe (TUIPOIIU3)
Kpaxmana C o0Opa3oBaHMEM TIIIOKO3bl. TeroBasi 00paOOTKa pacTUTEIBHBIX
IPOJIYKTOB, COJEPKAIIUX 3aMETHOE KOJUYECTBO IMEKTUHOB, (OBOLIU, (PYKTHI,
KOPHETUIOZbI), TaK)K€ HampaBjeHa Ha pa3pylieHUE CTPYKTYphl TEKTHHA U
YaCTHYHOE BBICBOOOXICHUE BOJIBI.

[Ipu Bapke, MOMHUMO TEPMHUYECKOTO pacmaga TEKTHHOB IPOUCXOIHT
HACBIIICHUE KIJIETOK BOJOW (BOJA BHEIPSETCS B OCJKHU, MEKTUHBI, Kpaxmaibl). B
LEJIOM K€, IIPU BapKe MPOUCXOAUT aOCOIIOTHAS TOTEPS BOLI [S9].

W3meHenune copepxaHusi BOJbI BIUSET HA PACUCTHBINA PE3yIbTAT COACPIKAHUS
JPYTrUX KOMIIOHEHTOB, B TAKOM CJIy4ae TOJIbKO MH(MOpMAIUs O TEPECUNTHIBAEMbIX
Ha CyXO€ BEIIECTBO KOMIIOHEHTaX, MO3BOJISIIOT CpPaBHUBATh 3HAYEHUS MUIICBOU
[IEHHOCTH PA3JIMYHBIX MPOAYKTOB. JTa HHPOpPMAIIKS TaKKE Ba)KHA MPU CPAaBHEHUU
Wi 00bEIMHEHUHU JTaHHBIX, TIOJYYEHHBIX U3 Pa3HbIX UCTOYHUKOB. B 3aBUCHMOCTH
OT KOJHMYECTBA BOJBI B TPOAYKTaX THUTAHUS  BBIOMPAIOTCS  METOIBI
mpOOOMOJITOTOBKM M OTPENIEJICHUSI COCTaBa MUIIEBBIX MPOIYKTOB, a TaKKe
COOCTBEHHO cojiep>kaHus BoJibl [60].

YacTh MPOCTHIX YTIIEBOJOB SBISIOTCS YCTOWYMBBIMU KPUCTALUIOTHIPATAMU —
HaAIMpUMEpP, MOHOTUAPAT JIakTO3bl. OTpeiesIeHUuE BOIbI B JIAKTO3€E U CBA3aHHOM C HEl
aKTUBHOCTH BOJBI UMEET BAYKHOE 3HAUCHHUE JJIS OIICHKH €€ MUKPOOHOJIOTHICCKOMN
CTaOMIIBHOCTH, a TAK)KE €€ TEXHUYECKOTO U TOBApHOTO KauecTBa. JlakTo3a siBhsieTcs
OYCHb BAXXHBIM TIPOJYKTOM B MOJIOYHOM, a TaKke B (apMaIeBTHICCKON
npoMbiniuieHHOCTH. ConepkaHUE BOJBI B JIAKTO3€ HEBO3MOXKHO OIPEACIUTh
OOBIYHOW  CYNIKOW  TpH  TeMIepaType  OKOJIO 102°C,  mOCKOJBKY

KpUCTaJUTM3allMOHHAs BOJIa BBIACISACTCS JIMIIL YaCTU4HO [61].
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1.1.4 TBepnoe MUHEPAITHLHOE TOILUIUBO

B To BpeMsi Kak MCIIOJIb30BAaHUE YIJISI B KAUE€CTBE TOILJIMBA COKPAIAETCS BO
pslie CTpaH MUpPA, €ro UCTOJIb30BAHUE OCTACTCS HAJACKHBIM M 4aCTO HEOOXOIUMBIM
MCTOYHUKOM OHHEPIMM U HE3aMEHUMbBIM CBhIPbEM [IJII METaJUTypru4ecKoro u
aHOAHOTO KOKca. OIHOBPEMEHHO BBIPOC HHTEPEC K MCIIOJIB30BAHUIO YIS H
MOOOYHBIX MPOAYKTOB YIJISl B KAUECTBE UICTOYHUKA PEIKUX, B T.4. PEAKO3EMEIbHBIX,
AJIEMEHTOB.

Yroap, OJUH U3 CaMbIX CJIOKHBIX T'€OJOTMYECKUX MATEPHUaIOB, COCTOUT U3
OpPraHUYeCKOTO0 M MHUHEPAIbHOIO BEIIECTBA, BKJIIOYAIONMIETO: KPHUCTAIMYECKUE
MUHEPaJIbl, HEKPUCTAIUNIMYECKUE MUHEPATIOUIbI, 3JIEMEHTBI, PACTBOPEHHBIE B BOJIE,
HaxoJsIIeiics B mopax yris, U sneMeHThl (3a uckimouennem C, H, N, S u O),
CBA3aHHBIE KAKUM-JIMOO 00pa30oM ¢ OpraHMYECKUM BEIIECTBOM B yruie [62].

XuMudeckas XapakTepusalusi yris Bcerja Obula HACyIIHOM, HO CJIOXKHOMU
3a/ayeii, TOCKOJIbKY HEOOXOIMMO YYHUTHIBATh BCE COCTABJISIONIME YIS Kak
OpraHvyYecKue, Tak U Heopranudeckue. Boga B yrisix MOXeT HaXOAUTCS HE TOJIBKO
B MOpax, HO U B COCTaB€ KPUCTAIIOTHIPATOB MHUHEPAIHHOM 4YAaCTH, U B BHUJIE
COpOLIMOHHOM BOJIbI B MUHEPAJIOU/IAX.

Conepxanue BOJIbI B YTIIIX UMEET OCHOBOIIOJIArarolee 3HaueHue JJisl JII0Ooro
UCCIICJIOBAHUSI YIJIs, BCE OCHOBHBIE XAPAKTEPUCTHUKHU COMPOBONKIAIOTCS JHOO
JAHHBIMH Ha BJIATy, TUOO MPEACTABIISIOTCSA B BUJIE PACUETOB HA CYXYIO OCHOBY.

Bojia Ha TOBEpXHOCTH MOXKET OBICTPO M3MEHSATHCS B PE3yJIbTAaTe BBICHIXaHUS
BO3/yXa WU BO3AeuCTBUS Biaru. CoaepxaHue CBS3aHHOW BOJIBI YMEHBILIAECTCS C
NOBBIIIEHUEM  COAEpXKaHUsl yriepojga B yIjie M U3MepseTrcs  Mocie
KOHJIUIIMOHUPOBAHUS 00pa3lia yris MpHu 3aJaHHON TeMIlepaType U OTHOCUTEIbHON
BJIQXKHOCTHU B T€UEHUE 33JIaHHOTO BpeMeHU. Tak, TUrHUTBI MOTYT coaepxkatsh 30% u
0osiee CBsI3aHHOW BOJIBI, Oyphie yriau - 10 25%, kameHHsle yriau - g0 10% wu,
HAKOHEIl, aHTPAIUThI 00BIYHO cojepxkaT 1-2% cBs3anHOM BOJbI [63].

[ToMumMO TOrO, YTO BOJAa B YIVISIX SIBJISIETCS OJHHM H3 OIPEACISIOMINX
nokKaszaTejeld KayecTBa, €lle M TEXHOJIOTMM OYUCTKM U oOoramieHus yris, Mo

OonpIICH qaCTH, OCHOBAHbI Ha HUCIIOJIb30BaHHUHM BOAbBI, 4 3aTCM HCO6XOI{I/IMOCTI/I cC

21



KOHTPOJIMPYEMOro yaaneHusi. TeXHOIOruu 00e3BOKUBAHUS YIJISI — HEOTheMIeMast
4acTh MPOLIECCOB OOOTaleHUs; YIAISIOT BOJAY C NPUMEHEHHUEM BaKyyMa, CHII
rpaBUTALINH, [IEHTPOOEKHBIX CHUJI, IABJICHUS U T. 1., IPU pa3pabOTKE TEXHOJIOTUM
BO3HUKAIOT BOIPOCH K aHAJIU3Y «BO3AYLIHON CYIIKW»: NPU KaKUX YCIOBHUSX
POBOJUTH CYIIIKY Ha BO3/yXe, KaK OMpPEAeNIUTh, YTO OT CBOOO IHAS TOBEPXHOCTHAS
BOJIa yJlaJieHa, BO3MOXXHO, BHAMMAasi MMOBEPXHOCTHAs BOJA yJaJieHa, & B HUXKHUX
CIOAX yIWig, Ha JHE MmTabens, ynajieHa Ju? Kak BbBIOpaTh TeMIepaTypy
KOHJIUIIMOHUPOBAHUS, HE IPOU30MIET JTU 0OOpaTHOTO OOBOJIHEHUSI 1 MHOTUE JPYTHE
BOIIPOCHI, OTBETOM Ha KOTOPBIE SIBJISIETCS B HACTOSIIIEE BPEMSI OJTHO — OIpPE/ICIICHUE
OCHOBHBIX IOKa3aTejeil KayecTBa YIJIEM C MEpPecueToM Ha «BO3AYIIHO-CYXYIO»
npoOy [63].

Bona  sBusiercss  mokaszareneMm, — ONpPENENSIOMUM  O€30MacHOCTh U
3G (HEKTUBHOCTh YTl MPU €ro MCIOJIb30BAHMM B KAaueCTBE HMCTOYHUKA IS
MPOU3BOJICTBA DJIEKTPOIHEPTUU B TEIUIOBBIX DJIEKTPOCTAHIUAX, JIA COAEp KaHUs
BOJbl HCIIOJB3YETCS TEPMHUH «BJara». YBEJIWYEHUE BJIArd yIJisl BIUSET Ha
TEIJIOTBOPHYIO CIOCOOHOCTH YIUISl, MOCKOJBKY MPOLECC UCTAPEHUs] BOAbI U3 YT
noTpedsieT TemIo M, TakuM o00pa3oM, cHUkaeT 3P(HEeKTUBHOCTh KOTia [64].
[ToBbilIeHHE Biaru yrias, KpoMe TOrOo, MNPUBOAUT K IUIOXOM TOJIBHIKHOCTH
YTOJIbHOT'O MOPOIIKA U, KaK Pe3yJIbTaT, YIOJbHbBINA MOPOIIOK MOXET 3a0JI0KUPOBATH
TPAHCHIOPTHBIN TPYyOOIIPOBOJT M HAPYIIUTH pabOTy arperara B IEJIOM.

HccnenoBanusi COOTHOUIEHUSI MEXYy 00bEMOM TOp B yIJie M COAEpPKAHUEM
BJIalM 3aBUCUT OT MHOTUX (PAKTOpPOB, CPEAH KOTOPBIX: pa3Mepa JAOCTYIHOU
IUIOMIAAN TTOBEPXHOCTH, TUIPOPMIbHBIA UK TUAPOGOOHBIA XapakTep, AUAMETP
1op, BO3MOXXHOCTb HaOyxaHus, BeayTcs ¢ 50-x rooB mpouuioro Beka [65, 66]. B
HACTOSILEEe BpEeMsl 3TH BONPOCHl BHOBb AaKTyaJbHbl IO CIEAYIOLIEH NpPUYUHE,
HEHUCIIOJIb3yEeMbI€ YTOJBHBIC MJIACTHI B 3aKPBITHIX MOA3EMHBIX MIAXTaX CTAHOBSITCS
NOTEHIUAIbHBIMA Pe3epByapaMH YTIJIEKHUCIOro ra3a (MapHUKOBOrO Tas3a), u
HA00OpOT, yroib paccMaTpuUBaeTCs KaK TNEPCHEKTUBHBIA Marepuan s
BO3MOYKHOCTH YJIABJIMBaHUSI METaHA B KAYE€CTBE SHEPTeTUUECKOTO rasza [65, 67-70].

[Tpu BHEApEHUU JaHHOW TEXHOJOTUU BBISBICHO, YTO 3(PPEKTUBHOCTh TEXHOJIOTUU
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yJIaBIMBaHUS METaHA B 3HAYMUTEIHHOW CTETICHW 3aBUCHUT OT YCJIOBHH JHOOBIYM, HA
KOTOpBIE BIUSIOT yIJis (COPOLIMOHHAS €EMKOCTb, IPOHUIIAEMOCTh ), XapaKTEPUCTUKU
mwiacta (riiyOuHa, HalpsKEHUE), JaBJIE€HUE Ta3a, TEeMIlepaTypa W BIAKHOCTb
yIroJIbHOTO Tj1acTa [Hanpumep, 71, 72]. [1o MHeHHI0O MHOTHUX MCCIIe/IOBaTeNIeH, BIara
yIis  SBIAETCS OAHUM M3 Haubosiee CHIBHBIX (DAKTOPOB, BIMSIONIMX HA
copOLIMOHHbBIE CBOMCTBA yriid [Hanpumep, 70, 73, 74].

N3BecTtHO, uTO 3(PHEKTUBHOCTDh CBSI3BIBAHUS YIJISI C MOJIEKYJaMU BOJBI U
BO3MOYKHOCTh HAKOIIJICHUSI B HEM BOJbI 3aBUCAT OT COOTHOIIEHUS TUAPO(DOOHBIX U
ruApOQUIBHBIX MUKPOYYAaCTKOB Ha €ro MOBEPXHOCTH [75], COOTHOLIEHUE 3THX
Y4aCTKOB 3aBHCHT OT Mapku yrias. 3a ruapodoOHble CBOWCTBA OTBEYAIOT
YTJIEBOJAOPOAHBIE (PparMEHTHI CTPYKTYPHI YIUIS, B TOM YHCIIEe aln(aTHIECKUuE U
apoMatuyeckue (hparMeHThl, a TaKXKE CTPYKTYpPbI, COJAEPKAIIME aTOMBI CEpPHI, 3a
rUAPOPUIBLHOCTh OTBEYAET COJACPKAHUE MHUHEPATBbHBIX BELIECTB M (PparMeHTOB
OpraHUYeCcKON CTPYKTYphl C aTOMaMu KHUCJIOpoAa W a3zora [76]. Boga u apyrue
MOJIAPHBIE COEIUHEHMSI CBS3BIBAIOTCSA C TMOJSPHBIMU KHCIOPOACOACPKAIUMU
(GyHKIMOHATBHBIMKM TPYIIIIAMH BKJIFOYAIOIIUE, CPEAM IMPOYETO: THUIAPOKCHIIBHBIC,
KapOOKCHIIbHBIEC, KApOOHWIIbHBIE U aTKOKCUIbHBIE. [10 Mepe yBennueHus cTeneHu
MeTaMop@u3Ma yriei Bo3pacTaeT YuCI0 KUCIOPOICOAepKAITNX (DYHKIIMOHATIBHBIX
IPYIIl ¥ TUTPOCKONMYHOCTD yriei [77].

DOToli 0COOCHHOCTBIO YTJICH IONB3YIOTCS IPH OLICHHUBAHUHM O€30MacHOCTH
(B3pBIBOOE30ITACHOCTH) JIEHCTBYIOMIUX U OTPAOOTAHHBIX YTOJIBHBIX IIJIACTOB: MPHU
OJIMHAKOBBIX Ta30COJIEP)KAHUM W COPOIMOHHBIX TMapamMeTpax yris BO BIAKHOM
YyTOJIBHOM IUTACTE PHUCK BBHIOpOCA raza M ropHOM mopoisl OyAeT Bbllie, OypHOE
ra3oBbIICJICHHEC METaHa M YIJIGKUCIIOro Ta3a M3 OOBOJHEHHBIX TOPHBIX IMAXT -
onpeensonuM (HakToOpoM SIBISETCS TOCTETICHHOE MOBBIIICHHE BiIaru B yrie [77].

[IpucytcTBUe BOMBI 3aTPYAHSIET 100BIYY METaHa YroJIbHBIX TIAcTOB [78], o
BO3JICHCTBHEM TPYHTOBBIX BOJI B yTJI€ UAYT MPOIECCHl KOHKYPEHTHOM amcopOnuu
MOJIEKYJT BOJBI C MOJEKYJaMH METaHa, 4YTO B CBOIO OYe€peab BIUAET Ha
Fa30HOCHOCTh YTOJbHBIX IUIACTOB [79-82], M, B 1E€JOM, MNPUCYTCTBUE BOJIbI

3aTpyaHsIeT 100bIuy rasa [78].
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Eme onnoit cdepoit mpumeHeHHs yriis SBISETCS KOKCOBaHHE W JalbHEUIIee
IIPUMEHEHHUE KOKca. 1 BHOBb, OJHUM W3 NPUHIUIIMAIBHO BAXKHBIX MOKa3aTeIeH B
TEXHOJIOTUU SIBJISIETCSl Bjara KOKcCa Iepel 3arpy3koil B meyb KOKcoBaHus [83].
OntumanbHOE Bilara yrisl JiJis KOKCOBaHUS B MEYM COCTaBsieT okoio 6% [84], B
IPOTUBHOM ClIy4ae HEOOXOAMMBI OOJIBIINE YHEPro3aTpaThl, a TAKXKE BO3PACTAIOT
00beMbl U PeHONIbHOE 3arpsA3HeHre CTOUYHBIX BoJ [84]. [Iponecchl yaaneHus: BOAbI
U3 yriiel U3y4eHbl Ha IPUMEPE OJMHOYHON YaCTHIIbI YTJIs, KAK HA MOJIEIIU, OITMCAHbI
NPUHIUINBl HCTIAPEHUSI, MUTpAllMd BHYTPEHHEH BJaru, W3MEHEHUsS MOPUCTOU
CTPYKTYpBI U y/ieJIbHasl IOBEPXHOCTH [84-86].

B uenom, mro0oe wucciienoBaHWe TBEPAOr0 MHMHEPAJIBLHOTO TOIUIMBA, K
KOTOPOMY OTHOCATCS Yyriik Oypble, KaMEHHbIE M AaHTPAIUTHI, HAYMHACTCSA C
UCCIICIOBAHUSI OCHOBHBIX XapaKTEPUCTUK — BJArv, CTPYKTYpPbl MOBEPXHOCTU U
MUKPOCTPYKTYPBI YIJIsl (B TOM YHUCJE CTPYKTYPBI MIOP U COPOIIMOHHBIX CBOMCTB),
30JbHOCTU. B KauecTBe BbIBOJa — KpPaTKO: B YINIAX BOJIa CYUIECTBYET B JBYX
pasnuyHbBIX (¢opMax: CcBOOOJHAS (MOBEPXHOCTHAsl) W CBSI3aHHAS, WMEETCS
YCTOMYMBBIA TEpMHUH — «BJlara». [loBepxHOCTHAas Biara OOBIYHO MPUCYTCTBYET B
nopax " TpeluHax (Me3onopax u kanwuisipax). CBga3aHHasi BOJa MPOSIBIAETCS Kak
azcopOuus BOJbl (DYHKIMOHAIBHBIMU TPYIIAMH YT 32 cueT (U3HUECKUX U
XUMUUYECKHUX CHII, @ TAKXKE KaK BOJa KPUCTAIIOTUAPATOB MUHEPAIBHOM YacTH YIJIsl.

1.2 OcobenHoctu BOAbBI KaK ONpeaeJsieMOro KOMIIOHEHTa B
aHAJIMTHYECKOU XMMUM

1.2.1 IlpuMeHseMas TEPMHUHOJOTHMS W E€IWHUINbBI BEJIWYMH B 00JaCTHU

BJIaroMmCcTrpmumn

Kak 0b110 oKa3zaHo paHee, 00bEKThI BIArOMETPUU — TBEP/IbI€, MOHOJIUTHBIE,
JHMCTOBBIE, ChIITy4He, 1aCTOOOpa3HbIe, )KUKHE BEUIECTBA U MaTEPHAIIbl Pa3IUUYHbIX
rpynn npoaykuuud. Hopmel 10 coAepKaHHIO BOJABI U METOJBI €€ ONpEIEICHUs
HOSIBISTUCH CUTYyaTHBHO, OeccucTeMHO, 0e3 oOpalieHus K CMEXHBIM cdepam
HapogHoro xo3siictBa. U Tompko B 2004 romy Obutl pa3zpaboTaH HOPMATHBHBIN
nokyMeHT PMI' 75-2004 «I'CU. M3mepeHHs BIa)XKHOCTH BEIIECTB. T€pMUHBI U

ompeaeneHus’» [87], B KOTOpPOM TMpEANPHUHSATA TOMBITKA OOBEAUHEHUS
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IPUMEHSIEMBIX TEPMUHOB B 00JAacTH M3MEPEHUN COAEp’KaHUsA BOJBI B TBEPIBIX,
KHUJIKUX U Ta3000pa3HbIX BEILECTBAX, U AaTh UM COOTBETCTBYIOIINE ONPEICICHHUS.
B 2014 rony, manHas pexomeHianus Obuia emie pa3 yrouHeHa [88]. Hwuxke
IIPEICTABIICHBl TEPMUHBI, PEKOMEHAOBAHHBIE I IPUMEHEHUS B JOKYMEHTALUU U
JUTEpaType, OTHOCALIMXCS K 00J1aCTH U3MEPEHUH COCTaBa BELIECTB U MAaTEPHUAJIOB

«Bnara: Boga, Bxojdias B COCTaB JIPyroro BEIIECTBA W CBSI3aHHASI C HUM

(bU3HYECKUMU CBA3SIMU.

[Ipumeuanue — B 3aBUCHUMOCTH OT BHJIa CBSI3U BBIAETSIOT COPOLIMOHHYI0, KAMMIUISIPHYIO U
OCMOTHYECKYIO BJary B TBEPAbIX BEIIECTBAX, PACTBOPEHHYI0 WU 3MYJIbCHOHHYIO BIary B

SKUIKOCTSIX ).

Bnaxxnocts BemiecTBa; BIAXXHOCTh: CBOMCTBO BJIAXXHOTO BEIISCTBA,
KayeCTBEHHAS XapaKTEPUCTUKA €r0 COCTaBa, YKA3bIBAKOIIAs HA COACPHKAHUE B HEM
BJIary.

Benmnuuubl  BmaXHOCTH —  (U3WYECKHE BEIWYUHBI, KOJUYCCTBEHHO
XapaKTEPU3YIOLINUE BIAXKHOCTh BEILIECTB

MaccoBast Joas Biard: OTHOILIEHWE MAacChl BJAard, COJIEpKAIICHCA B
BEIECTBE, K 00IIEeH Macce TOro BIa)KHOTO BEIIECTBA,

MAaccoBO€ OTHOUIEHHE Biaru: OTHOIIEHHWE MacChl BJlard, COAEpkKalICKUCs B
BEIIIECTBE, K MAaCCE CYXOM YaCTH 3TOr0 BIIAXKHOTO BELIECTBA,

MaccoBas KOHLEHTpalus Biaru: OTHOIIEHHWE MACChI BJIard, CoOAep Kalencs B
BEILIECTBE, K 00bEMY 3TOT0 BIAKHOTO BEILIECTBAY.

JlanHasi pexkoMeHAalMs Pa3bsACHWIA MOSBJICHUE TEPMHHA «BJIAXKHOCTHY,
XapaKTEpPU3YIOIIETO CBOMCTBO BEIIECTBA, «BJIara» — ATO KOJUYECTBEHHOE
BBIPAKCHUE «BIAKHOCTH» 0€3 TTOATBEPKIACHUS aHAIUTA — «BOJIBI.

OtnenbHO CleayeT OTMETUTh MCIIOJb30BAaHUE MPU OINMKMCAHUU METOJ0B
aHajdu3a TEPMHUHA: «BO3AYIIHO-CyXas MpoOa», MPeAroJiararmllero, 4ro Mocie
BBIJICP’KUBAHMS HA BO3JyXE AHAIIM3UPYEMOE BEILIECTBO MPUXOIUT B PABHOBECHUE C
OKpY>KalolllMM BO3AyXOM (MapluualbHOE JaBJIE€HHUE BOJBLI HaJ MpoOOIl BelecTBa

IPUPABHUBAETCS K OTHOCUTENIBHON BIAXKHOCTH BO3/1yXa).
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Cnegyer OTMETHTb, 4YTO OCHOBHBIM  aKIEHTOM IIpU  pa3paboTke
MexayHapoaHbix crangaptoB ISO wu  cramgaprax ASTM International -
AMEpHUKaHCKOTro 00IlecTBa MO MCHbITaHUI0 MartepuasioB (American Society for
Testing and Materials) siBnsieTcs komMMepdeckass HEOOXOIUMOCTb B OIPEACIICHUN
TOBApPHOM MaccChl MAPTUH, a TAKXKE B ONPEACICHUU KauyecTBa NpoayKiuu. Kak u B
OTEUECTBEHHBIX CTAaHJAPTaX, TAK U 3a PyOEkKOM, OTCYTCTBYET €IMHOE IOHSATHE
«BJIAXHOCTHY. OAHAKO BBIXOJ U3 TAKOW CUTYAIlMU Yy KaXXJI0W U3 TPy CTaHIapTOB
HalJIcH BECbMa OpPWUIMHAJBHBIA: B craaaprax ISO - paoTcs 4YeTkne u
coJiep>KaTesIbHbIE HAa3BaHUs cTaHaapTam, Hanpumep, «Kode ObIcTpopacTBOpHUMBI.
Onpenenenue notepu Maccol pu 70 rpag C B yCIOBUSX TOHMKEHHOTO JTABJICHUS
[89], a B yacTu BBeJIEHMS K CTaHIAPTY JAETCs MOSCHEHUE O BHIOPAHHOM Ha3BaHUM,
1a0bl HE BBI3BIBATH PA3HOUTEHUS, HAIIPUMED, O BO3MOKHBIX JIETYYHX BEIIECTBAX; B
ctaugaptax ASTM — B KaxkJIoM CTaHJgapTe e€cTh O00s3aTelbHBIA pasjed,
NOCBSILICHHBI MPUMEHSIEMBbIM TEPMHUHAM M PErIaMEHTUPOBAHHOMY METOJY,
Hanpumep, [90] «kom4ecTBEHHOE OIPEeIeTICHHUE Biard METOA0M MoTepH Beca 10 S50
mr/kr (50 ppm)» wnu, Hanpumep [91]: «MeTon CymIKM B NEYM UCHOJIB3YETCS B
clIyyasx, Korga BoJa SBISETCS €AUHCTBEHHBIM JIETYYMM  BEIIECTBOM,
IMPUCYTCTBYIOIIUM B 3HAUUTENbHBIX KOJIMYECTBAX, a 00pa3ell He YyBCTBUTENICH K
HarpeBaHUION.

B cBsa3u ¢ TeM, 4YTO TEpPMHHBI, PEKOMEHJOBAHHBIE K IPUMEHEHUIO B
Poccuiickoii @enepannu, U ycTaHaBIMBAEMbIE B MEXAYHAPOJHBIX CTaHIApTaxX Ha
OTJI€TIbHBIE TPYIIIBI TPOIYKIIUH, HE TPEANOIATAIOT ONIPEAEIEHNE BOIbl, XAMUYECKU
CBSI3aHHOM C BEIIECTBOM (KPUCTATU3ALIMOHHYIO BOJY), TIPU ONPEIEICHUN BOJbI B
KUIKOCTAX TEPMHUH «MAcCOBasl J0Ji1 BJarw» HE MCHOJb3YETCA, B JaHHOM
UCCIIEJOBaHUM OYJEeT HMCIOJb30BaHA €IMHUIA, XapaKTEepU3YyIoIlas CcoJep KaHue
BOJbI B TBEPABIX BEIIECTBAX U MaTepHaax: «MaccoBas J0Js BoJAb». BeiOpaHHbIe
METOJbl AaHajdu3a BKIIOYAIOT B KauyecTBE 0O0A3aTENbHOrO J3Tana (QU3UUYecKoe
OTJZIEJIEHUE BOJBI U IOCIEIYIOLIEE ONPEACIICHNE KOJIMYECTBA BBIJCICHHOW BOBI,

00 AOIMOJIHUTCIIbHYIO CTAAHUIO ITOATBCPIKACHUA, YTO aHAJIMUTOM SBJIACTCA BOAA UJIN
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INOATBEPKACHUS HEU3MEHHOCTH XUMUYECKOU CTPYKTYPBI BEIIECTBA MOCIIE AHAIN3A
Ha BOLY.

1.2.2 ®opMbI CBA3U BOIBI C BENIECTBOM

CrpemiieHrE CUCTEMAaTU3UPOBATh COCTOSIHUE BOJIbI B TBEP/ABIX BELIECTBAX U
IPUPOABl B3aUMOJCHCTBUSI MOJIEKYJI BOJbI C MOBEPXHOCTHIO BEUIECTBA, a TAKKe
MHOTr000pa3ue U 3HAYMMOCTh PEILICHUS Pa3IMYHbIX 33J1a4, CBSI3aHHBIX C BIUSHUEM
cozepxkaHusi BOAbl Ha (UBHKO-XUMHUYECKHE U (DU3UKO-MEXaHUYECKHE CBOMCTBA
TBEPJIbIX TEJI, MPUBEJIO K pa3paboTKe psa kiaccuduxkanuii mo ¢opmam CBSI31 BOIbI
C BEIIECTBOM, NpPH 3TOM, BCE OHHM pa3paboTaHbl HA OCHOBE Kiaccupukanuu
[1.A. Pebunnepa [92, 93]. CornacHo PeGunaepy, BbIAEHSAIOT TpU (OPMBI CBS3U
BOJbI C BEIIECTBOM — (DU3UKO-MEXaHWYeCKasl (KanmuulsipHas, OCMOTHYECKas Hu
CTPYKTypHpOBaHHAs), sBISIOmMAascad HaubOonee ciaaboi, ¢GU3UKO-XUMHUYECKas
(copOIoHHasT MOHOCJIOCB W TOJUCIOEB) M XUMHUYeckas (CHIBHO- U
cinabocBsi3aHHas).

DuU3HKO-MeXaHHYecKas CBA3b

Kanunnapuas 6ooa. ®usnko-mexanuueckas (opma CBsI3U Biiaru Haubosee
ciabasi, TOCKOIBKY 00yCIOBJICHA CITA0BIMK CHIIAMH B3aMMOJICHCTBHSI, KalTWJUIPHO-
CBs3aHHAsl BOojJa OOYCJIOBJIEHA CHJIAMU MOBEPXHOCTHOTO HATSXKEHUS M 3aHUMAET
KaNWUISIPbl 1 MUKPOTpPEIINHBL. J[aBieHre BObI HaJ MAaKpOKaMUJUIsipaMu, TUaMeTp
KOTOpbIX Oosbiie 100 HM, MPaKTUYECKH HE OTIIMYAETCS OT JABJICHUS HACBHIIIIEHHOTO
napa HaJl cBOOOJHON MOBEPXHOCTHIO BOJBL. MUKPOKANUIUISPHI, CPEIHUN THAMETP
KoTOopbix MeHee 100 HM, BOJa 3amOJIHSAET HE TOJBKO MPU CONMPUKOCHOBEHHH C
TBEPIBIM TEJIOM, HO M MyTEM COPOLMH U3 BIAKHOTO BO3]yXa, YTO OOYCIOBJIEHO
CHIDKEHHMEM JaBJICHUsI TTapa HaJl BOTHYThIM MEHHUCKOM B KallWJUISIPE IO CPABHEHUIO
C JaBJIEHWEM Tapa HaJ TUIOCKOW MOBEPXHOCTHIO CBOOOAHON BOABI. B ocTaiibHOM
BOJA, HAXOJAIIAscd BHYTPM KAaNWUIIPOB W OrpaHUYEHHass CBOOOJHBIMU
MCHHCKaMH, HHYEeM He OTJIWYaeTcs OT cBoOomHOM Bombl [93-96]. Ilpu anammse
BEIIECTB M  MAaTEpUANIOB, MUMEKIIMX KaOWUISIPHO-IIOPUCTOE  CTPOEHUE,
NPEANOUYTUTENIbHEE MCTOJb30BaTh T'PAaBUMETPUUYECKUE METOJIbI, MOCKOJIbKY MpHU

MOBBIIEHNN TEMIIEPATYPHI 10 TemnepaTyp A0 okono 105°C Boga nociie1oBaTebHO
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MEPEXOJIUT B ra3000pa3HOE COCTOSIHUE U OTJEISETCS C TOBEPXHOCTU TBEPAOTO Tella
[97-99]. Onnako, B cilyyae TBEPABIX Te€J, UMEIOIINX MUKPOKAWIIAPHI, CIETYET
oOpailaTh BHUMaHWE Ha MPOIECCHl 00paTHOM COPOIMU BOJBI MPU OXJIAKICHUU
poObI TTOCiIe 00E3BOKHUBAHUS.

Ocmomuuecku ceéa3aHHAs BOJA HAXOAMTCS B 3aMKHYTBIX KJIETKax
KOJUTOMHOTO TeJla, CTEHKH KOTOPBIX COCTOST U3 (PpaKiuii BBICOKOMOJEKYISIPHON
MaccChl, HEpacTBOPUMBIX B Bojae. CTEHKM KIETKM MPEACTABISAIOT COOOMU
MOJIYTIPOHHUIIAEMYIO 000JIOUKY, Yepe3 KOTOPYIO MOXKET MPOHUKATh BOJAa BCIICACTBUE
MOJICKYJIIPHO-KUHETUYECKOTO  JBWKEHHUS, OOYCIOBJICHHOTO  OCMOTHYECKUM
JABJICHUEM, BBI3bIBAIOIIMM H30MpaTenbHy0 AU(PQY3UI0 BOIBI M3 OKpYXKarolen
cpebl uepe3 MoJympoHHUIIaeMyt0 000JI0UKY KoJmouaHoro Tena [100].

K cmpyxkmypupoeannou oTHOCST Boly, MIPUOOPETEHHYIO IMPU 0OpA30BAHUH U
pocTe Tena, HapuMep, PaCTUTENbHBIX KIETOK B JAPEBECHHE. DTa BOJA MO CBOUM
CBOMCTBaM HE OTJIMYAETCS OT 00BIYHOM xuakoctu [101, 102].

OtneneHue OCMOTHYECKH-CBSI3aHHOM M CTPYKTYPUPOBAHHOW BOJBI OT
OMOJIOTMYECKUX MATPHUI] CJIOKHEe, ueM KamwuigpHou. [lomumo HeoOXomumMocTu
TIIATEJIBHOTO W3MENbUCHUS TpeOyeTcs TIIATeNbHBIA BBIOOpD TeMIiepaTtyp
00€3BOKMBaHUS, TOCKOJIBKY OMOMATPHIIBI PEAKO 00J1a1al0T TEPMOCTOUKOCTBIO.

DU3UKO-XUMUYECKasl CBA3b

Bonma, oOpasyromas ¢GU3HKO-XUMHUUYECKYI0 CBSI3b C MaTepHajoM —
copOHMpoBaHHAs MOBEPXHOCTHIO B MOpax, MyCTOTAaX U KaMWIIspax BOAa, MOJICKYJIbI
KOTOPOM  yJIEpKUBAIOTCSI CKEJIETOM TBEPAOrO BeElIeCTBA 3a CYET CHII
MEXMOJIEKYJIIPHOTO  B3aUMOJAECUCTBUS. DUBNKO-XUMUYECKAsi CBA3b BIArH C
MaTepuaioM HE UMEET CTPOTO ONPEICTECHHBIX CTEXUOMETPUIECKUX COOTHOIICHUH.
st omucanus copOIMK BOABI HEOPTaHUYECKUMHU BEHIECTBAMU HCIIOJIB3YIOTCS
teopust bpynayepa-Ommera-Temnepa [103, 104] unu apyrue, pazpaboTaHHBIC Ha €€
ocHoBe [105-110]. B opraamueckux BemiecTBaX (yHKIMOHAIBHBIC TPYTIIHI
KOJUIareHa WJIH TOJIMMEPOB COPOUPYIOT MOJIEKYJIbl BOJbI, KOTOPBHIE 3aIOJHSIOT

IMPOCTpaHCTBa MEKAY OCHOBHBIMH LCIISIMHU OeJika — BjIara ruaparamnuu.
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W B 1aHHOM ciy4ae, Kak U [IpU ONPeIeIEHUN MEXaHUYECKHU-CBSI3aHHOM BOJIBI,
JUISl HEOPTaHUYECKUX BEIIECTB UCIOJIB3YIOT IPAaBUMETPUUECKAE METObl. DHEPTHUS
CBS3M BJIAr'M FUJpaTalli HACTOJBKO 3HAYMUTENbHA, YTO BOJA NEpecTaeT 00sanath
CBOMCTBaMM XUAKOW (ha3bl: HE y4acTBYeT B PAaCTBOPEHHUU BEILECTB, CHIKAIOTCA
TEMIIEPATYPbl 3aMep3aHusl, KHUIEHUS, HW3MEHSAIOTCA JJIEKTPUUYECKUE CBOMCTBA,
M03TOMY BBIOOp METO/1a aHAJIM3a CTAHOBUTCS CJIOKHOM aHAJTUTHYECKOH 3a1auei.

Boga, oOpa3yomasi XMuMH4eCKYI0 CBSI3b C TBEPJBIM BEIIECTBOM, HUMEET
HanOOJIBLIYIO PHEPTUIO CBSI3M C MATEPUAJIOM M MOKET OBbITh JABYX THIOB [66, 73,
111-113]:

—  KpHUCTaJUIM3allMOHHAs BoJa (BXOSIas B COCTaB MOJEKYJ MUHEPAJIOB B
Bune nenslx  wmosekyn H>O, 3aHuMaronux — onpencn€HHble  MecTa B
KPUCTAJUINYECKON PEMIETKE), COJEpKaIasics B KPUCTAJUIOIMApATax, HalpHUMep,
BaCl,-2H,0, CaS0O4-2H,0, Na,B4+O7-10H,0;

—  KOHCTHUTYIIMOHHAS BOJa (HAXO/SIIYIOCS B MOJICKYJax B Buje nonos H'
u OH), Belgensronasicss B pe3yJbpTaTe pasyIoKEHHUs BEIIECTBA IPU HArpEeBaHUU
(manpumep, Ca(OH), — CaO + H20, 2KHSO4 — K»S207 + H20).

XYMMHUYECKH CBSI3aHHAsI BOJIAa MOXKET OBITh CTEXHMOMETpUYECKas — B BHUJC
ruapokcunbHbix  rpynn  (Ba(OH)2, ZnSO47H20) u HecTtexuoMerpuyeckas
MOJIEKYJIIpHAsi BOJA, MOJEKYJbl KOTOPOM CBS3aHbl C  COCTaBJISIOLIMMU
KpUCTAJUIMYECKOW pemeTkd. Takas BoJa MOXET 00pa30BbIBaTh KapKacHbIE
CTPYKTYpbl (KJIaTpaThl, HalpUMEp, ra3oBble THUIPATHI) JHOO BXOJUTH B COCTaB
HEKOTOPBIX MUHEPAJIOB B BUJIE MOJIEKYJI, PACIIOJIOKEHHBIX B CBOOOHBIX MOJIOCTAX
KPUCTAINTNYECKON peléTku, He 00pa3ys KapKacHble CTPYKTYphI [18, 114].

dusznueckas 1 XUMAYECKass COPOLUS MOTYT NMPOUCXOIUTh HA TTOBEPXHOCTHU
OJIHOTO M TOTO € BemiecTBa. Harmpumep, KOIM4ecTBO BO/AbI, XEMOCOPOMPOBAHHOM
[JIMHO3EMaMU, IIPOMOPLIMOHAIBHO UX MOBEPXHOCTH: HA JIBA IOBEPXHOCTHBIX aTOMa
KHUCJIOpO/1a TPUXOAUTCS OHa MoJieKyJia BoJibI [ 108]. JlonoHUTENbHBIE KOJIMYECTBA
BOJIbI CBA3BIBAETCSI 00PA30BABIIMMCS MOHOCJIOEM 3a cueT (PU3nYecKoil copOoIuu.

OHEpPreTU4eCcKUe COCTOSIHUS U CBSI3M BOJBI B TBEPJBIX BEIIECTBAX SBISAIOTCS

00bEKTaMH MHOTOYHUCJIEHHBIX pa3pO3HEHHBIX UCCIEA0BAaHUM, Hapumep, [115-120,
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18, 22], HO mnpueMaeMbIX ISl NPAKTUKH H3MEPEHUH U OCBOECHHBIX METOJIOB
oTpeJieleHHs TapaMeTPOB PACIPEIEICHUS BObI IO DHEPTUSM CBSI3H B Pa3JIMYHBIX
BEILIECTBAX M MaTepualiax J0 CUX Mop He pa3paboraHo. [Ipu 3TOM mpoBOIUMBIE
UCCJIeIOBaHMs B OOJIBIIICH CTENEHU HalleJICHbl HA U3yYCHHE KUHETUKH CopOIuu /
JnecopOIuy MapoB BOJbBI Pa3IUYHBIMU BEIIECTBAMM M MaTepUalaMH C LEJbIO
YCTAHOBJICHUSI CPOKOB T'OJIHOCTU, YCIIOBUM XpaHEHUS U KOHTPOJISI HEU3MEHHOCTH
CBOWCTB BJIQXHBIX MIOPUCTHIX U CBHITYYUX MaTepuaoB [8-13].

CucteMaTU3UpOBAHHBIX JAHHBIX MO PHEPTUSIM CBSI3M BOJABI JJIs Pa3TMUYHBIX
BEILIECTB U MaTepUalioB B HACTOSIIEE BPEMs HET, TAKXKE HET U PEKOMEHJALUM 1Mo
UCIIOJIb30BAaHUIO METOOB.

1.2.3 TpeboBaHUI K METPOJOTHYECKUM XAPAKTEPUCTHUKAM OIIPEIACICHUS

BOJbI

O630p HOPMATHUBHO-METOIUYECKHX JTOKYMEHTOB, JEUCTBYIOIIUX KaK B
Poccuiickoit @enepanuu, Tak 1 3a pyOe:KOM, TEXHUUYECKUX YCIOBHUI U TpeOOBaHUM
B TEXHOJIOTHH TIPOM3BO/ICTBA TIO3BOJIHIT 0000ITUTE TPEOOBAHMS K METPOJIOTHIECKUM
XapaKTepUCTHKAM OMPEICJICHUsI BOJBI B TBEPJbIX BEIIECTBAX U MaTepuasax,
OTBEYAIONINX AaHAJIMUTY — BOJIa, HE Bllara, U NPH aHAJIM3€ KOTOPHIX MOTYT OBITh
UCIIOJIb30BaHbl METO/Ibl, TNpuBeIeHHbIe B 1.2.2. J[Mama3oHsl W JOCTHKUMbIE
U3MEPUTEIbHBIE BO3MOXKHOCTH IS TBEPABIX BEIIECTB W  MaTepuUalioB
(meomnpeaeneHHocTs o A u B) npuBenens B Tabnure 2.

['pymimbl BelecTB U MaTepUaioB BRIOPAHbI U CKOMIIOHOBAHBI B COOTBETCTBUU
¢ Knaccuduxaropom OKIIJ] 2 OK 034-2014 (KTIEC 2008) [121], panee [1a] Obutn
TaK)Ke MOJTOTOBJIEHBI TPYMIMbl IS ompeneneHus Biaru. Mnes pacnpeneneHus
BEILIECTB Ha TPYNIbI OJHOPOIHON MPOIYKIIMM HE HOBA, TaK, UICTOPUS HAKOIUICHUS
uHdopMmaruu O cocTaBe muiEeBbIX NpoaykToB B CoeamnenHbix IllTarax
MPOCIIEKUBACTCS OT CAMBIX PAaHHUX TabJIUIl DTyOoTepa U ero KoJuier — paboThl KOHIIA
JEBSITHAUATOTO Beka 10 Hammx AHed [122]. PanHue TaOnuubsl Hapsay c
cojepkaHueM Oemka, JKUpa, 30JIbl, YTIEBOJAOB W DHEPIUH, BKIIOYAINA 3HAYCHUS
BJIard. YTOUYHEHHUE JaHHBIX M TOSBJICHUE HOBBIX MHUIIEBBIX MPOJYKTOB U HX

KOMIIOHEHTOB ~OCYIIECTBIISJIOCH BCJEA 32 HMX OTKPBITUEM H  pa3pabOTKOU
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COOTBETCTBYIOIIMX AHAIUTUYECKHUX poueayp. Y no ceit 1eHp NpoAyKThl (HHTEpHET

pecypc FoodData Central https://fdc.nal.usda.gov/fdc-app.html#/) nenstcs nHa

KaTeropuu OAHOPOJIHOM MPOIYKIMH, OJIU3KUE K MPEIaraéMbIM B KilaccudukaTope

OKIIA2 [121]. AnanoruyHele CHPAaBOYHUKHU [0 COCTaBYy MHIIEBON MPOAYKIUU

cyumecTtByioT U B Poccuiickoit @enepanuu [S57].

KaTeFOpI/II/I XUMHUUYCCKUX BCIICCTB U JICKAPCTBCHHLIX CPCACTB IPHUHATHI 110

XUMHUYCCKHM COCOAMHCHUAM U UX I'PYIIIIAM.

Ta6nuna 1.1 O6o61eHHbIe TpeOOBaHUS K U3MEPEHHUSIM MAaCCOBOM 101U BOIBI

HCOPTaHNYCCKHUX KHCJIOT NN
IICPOKCHUKHUCIIOT

OtHocutenasHast | OTHOCHTEIbLHAS
Maccosas 1ot CTaHJapTHAs CTaHapTHas
BemectBo o HEOTpeIeIICH- | HeompeaeeH-
BOIbI, %
HOCTH TMIIAa A | HOCTH THIIa B
UAo, % UBo, %
BemecTBa XUuMHUYeCKHeE
Kpacurenn n nurMeHTsl 0,60 —0,20 0,60 —0,20 0,1-6,0
Hemeramibl 0,25-0,15 0,15-0,07 0,001 — 10
Cunukarenu 0,60 —-0,20 0,60 - 0,20 0,1 -20
Okcuapl, THIPOKCHUABI U
NEpOKRCIIBL  THAPASHIL ™) 0,60-0,15 | 0,41-0,11 10 -30
TUAPOKCHIIAMUH u ux
HEOPTraHNYECKHE COJIU
Cynbbunsl, Cynb(haThI;
HUTPATHI, docdatsr u 3,0-0,2 2,0-0,3 0,01 —60
KapOOHATHI
CoJin mpoYnX METAJIOB 3,0-0,2 2,0-0,3 0,01 — 60
uaHuapl, UAHUIOKCHIBI U
KOMIIJICKCHEIE HUAHUBI;
CUJIMKATEHI; Oopartsl; 3.0-02 2.0-03 0.01 — 60
nepOoparel; TPOYUE COJIU
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[Tponomxenue Tabauubl 1.1

1 2 3 4
dochuapl, KapOuIbl,
TUJPUJIBI, HATPUJIBI, A3UIbI, 3,0-0,2 2,0-0,2 0,01 - 10
CHJTUIIUIBI M OOPHUIBI
CoenuHeHus
PEIKO3EMEIBHBIX METaJIOB, 2,8-0,2 1,8-0,2 0,001 — 40
UTTPUS WIW CKaHIUs
IIpoayKThl MHHepaJbHbIe HEMETAJLINYECKHE MPoUne
[HemeHThI OTHEYIIOPHBIE,
CTPOUTEIbHBIE  PACTBOPBHI, 0,5-30 0,25-0,15 0,15-0,07
OETOHEBI
IleMeHT, U3BECTh U TUIIC 0,1 -60 0,9-0,15 0,7-0,07
BemecTBa XumMmnuyecKue OpraHnyecKkue OCHOBHbIE MIPOYHe
MbUIO U MOIOIIME CPEACTBA,
YUCTAIINE W TOJHUPYIOIINE 0,05-70 2,5-0,2 2,5-0,2
CpeiCTBa
Cpeactsa mapiomepbie | 505 ¢ 2,5-0,02 1,8-0,01
KOCMETHUYCCKHEC
Knen 0,1 —60,0 2,0-0,2 2,0-0,2
YTau akTHBUPOBAHHBIE 0,1 -20,0 0,6 -0,2 0,6 -0,2
DJrOCHI 0,01 —0,50 3,0-0,6 2,0-0,4
Yroasb
VYromub 0,5-150 0,6 —0,3 0,6 —0,3
Yroab OypsIii (TUTHAT) 0,5-50 0,6-0,3 0,6-0,3
IIpoayKThl NHILIEBbIE
Msico m MsAcHas TNUIIEBas 0.1-70 1502 0.9-0.1
POTYKITUS
Peiba mepepabGoranHas wu
KOHCEpBHUPOBAHHAA, 20-70 0,5-0,2 0,3-0,1
pakooOpa3HbIe U MOJUTFOCKH
OpyKTHI u OBOLIU
nepepaboTaHHbIC u 0,1-90 0,6 —0,02 0,5-0,01
KOHCEPBUPOBAHHBIE
Macna u AUPLLKMBOTHEIC M| 605 60 | 1,600 0,015 | 1,00 0,01
pacTUTEIIbHBIC
Moioxo u MOJIOYHAs 1— 60 0.3 0,02 0.2 0,01
IPOTYKITUS
Hponykumi  MyKOMOTEHO-| 5 »g 025-0,04 | 0,15-0,01
KPYIISTHOTO MPOU3BOJICTBA
W3nenus xne600ymovnHble U 0.5 50 0.08 — 0,02 0,05 0,01
MYYHbIE KOHAUTEPCKUE
Caxap 0,1 -1 0,08 — 0,02 0,05-0,01
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Oxonuanue Tadymuer 1.1

1 2 3 4
Kaxkao, mokonan u u3neaus 10 — 60 0,050,015 0,03 — 0,01
KOHJIUTEPCKHUE CaXapHUCThIC
Yaii u kope oOpaboTaHHBIE 2-20 0,12-0,04 0,07 -0,01
[IpuripaBbl ¥ NPSHOCTH 0,005 - 20 1,600 — 0,015 1,00 -0,01

CpencrBa JeKapCcTBEeHHbIE

Kucnora CcaJIMIIMJIOBAas,
KHCJIOTa O-
alleTUJICATUIIMIIOBAS, 1704
coJIi ¥ 3(UPBI CIOKHbIE
JIu3uH, KHUCJIOTa
IIyTaMUHOBasE M WX COJIH;
COJIM  YETBEPTUYHBIE U
TUJIPOKCHJIBI aMMOHMUSI; 0,005 - 20 3,0-0,2 2,0-0,5
b ochoaMHUHOIUIIHIBL;
aMHJIbl, UX TMPOU3BOJIHBIC U
coIu
[IpoBuTaMUHBI, BUTAMUHBI U
UX TIPOU3BOJIHBIE
I'muxo3uasl, aJIKaJI0U b
PacTUTEIILHOTO
MPOUCXOXKIEHUS, UX COJIH, 0,005 -20 3,0-0,2 2,0-0,5
IIPOCTBIC U CIOXKHBIC I(DUPHI
Y TIPOYNE MPOU3BOIHBIC
AHTHOMOTHKH 0,05 -60 2,8-0,2 1,5-04
[Ipenapatsl IEKapCTBEHHBIE 0,005 -70 3,0-0,2 1,8 - 0,4

0,005 - 20 3,0-0,2 2,0-0,5

0,005 - 15 2,8-0,2 1,5-0,4

[IpeacraBneHHble B TaOyHIlEe 2 JaHHbIE MOKA3bIBAIOT MHOr0OOOpasue 3ajaad
BJIArOMETPUH, BEUIECTBA U MaTEpHabl — PA3IUYHON KOHCUCTEHIIMH, Pa3IUYHOIO
cocTaBa, pa3NUYHbBIX (HOPM CBSI3H BOABI ¢ BemecTBOM. CrieflyeT OTACIbHO yKa3aTh
TaKXKe pa3nuus B Maccax MPEACTABICHHOTO Ha aHAIM3 00pas3la — OT HECKOJIBKUX
JIECSITKOB MUJUTUTPaMMOB ([ papManieBTHUECKUX CyOCTaHIUil), 10 JECATKOB U
OoJiee KwiIorpaMMoB ([Uisl TBEPAOTO MUHEPAILHOIO TOIUIMBA). MHIUBUAYyalbHbBIC
OCOOCHHOCTH YKa3aHHBIX BEIIECTB W MAaTepuajoB TpeOyIOT MNPUMEHEHHUS

Pa3JINYHbIX CII0CO00B HpO6OHOI[FOTOBKI/I N MCTOOOB OIIPCACICHUS BOJbI.
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1.3 COBpeMeHﬂoe COCTOSAHHEC AHAJIUTHYCCKHUX METOAOB OIIpeac/ICHUA
BO/JbI

1.3.1 IlosgBiaenue u pazButTre BIaroMmerpun B Poccun

Bonpoc Bnaromerpun B Poccun Briepsbie Obu1 TOTHAT B 60-€ IT. MPOLLIOTro
CTOJIETHSI B CBSI3M HEOOXOAMMOCTBIO B JKCIPECCHOM M TOYHOM M3MEPEHUHU
BJIQKHOCTH HAa BCEX CTAAMUAX MPOU3BOJACTBA, NEPEpabOTKM U XpaHEHUs 3€pHa U
3epHonpoaykToB. IToctanoBnenuem LK KIICC u Cosera munuctpoB CCCP ot
17.12.1959 r. Opia mnocTaBieHa 3ajJaya OPraHU30BaTh CEPUHHBIA BBITYCK
BJIArOMEPOB, OJIHAKO, IMOCKOJIbKY pa3pabOTKa BJIArOMEPOB Belach 0€3 JTOIHKHOU
KOOpAMHALIUM M OTCYTCTBUSL METPOJIOTMYECKOTOo obecrieueHusi, TpeOyemon
TOYHOCTU AOCTUTHYTO HE Obu10. B 1970 r. Cepanosckuii punuan BHUUM (CD
BHUMM) npoBen cpaBHUTENbHBIE HUCIBITAHUS HECKOJIBKUX OTEUYECTBEHHBIX H
3apyOeXHBIX BJIAarOMEPOB 3€pHA, MPOBEJ AHAIU3 JCHCTBYIOIUX JIOKYMEHTOB,
IPUMEHSEMBIX CPEICTB UBMEPEHUN BIAXXHOCTH, MOJTYUYNII HEYAOBIETBOPUTEIbHbBIE
pe3ynbTaThl M, B KAYECTBE BBIBOJA, ONPEIECIWII OCHOBHBIC 33J1a4d NI PA3BUTHS
CUCTEMbI O0ecne4YeHus €IMHCTBA M JIOCTOBEPHOCTHM M3MEpEHUH B 00JacTu
Brnaromerpuu 3epHa. Cuiamu 4yetbipex wmuHUcTepcTB CCCP  (I'occranpapr,
Munnpu6op, Munsar 1 MuHcenbpxo3) ObUTH peLeHbl 3a/1a4M: CO3/1aHbl BIarOMEphI
Ha HOBOHM 3JIEMEHTHOW 0a3e, OPraHU30BaH WX CEPUIHBIN BBINYCK U BHEAPEHHE B
NPaKTUKY MPOU3BOJCTBA, XpaHEHUS U NepepabOTKU 3epHa; pazpaboTaHa cucTeMa
METPOJIOTUYECKOTO  O0ECHEYEeHMs] DIKCIPECCHBIX H3MEPUTENIed  BIIaKHOCTH;
pa3paboTaH KOMIUIEKC HOPMAaTHBHBIX JIOKYMEHTOB II0 METOJAaM OIpeIeTeHUs
BJIQXKHOCTH, METOJIaM MCIIBITAHNUI U TIOBEPKHU CPEICTB U3MEPEHUH BIIAYKHOCTH 3€pHA
U 3epHONPOAYKTOB. B kauecTBe Hanboiiee MepCHEKTUBHOIO U3 HKCIPECCHBIX ObLI
BBIOpaH €MKOCTHBIA (IUAIBKOMETPUUYECKHI) METOJ W, Kak pe3ynbTar, B 70-e T
NOSIBJISIIOTCS  TIEPBBIE  TMAJIBKOMETPUYECKHE BIArOMEpPhbl 3€pHA € JaTYMKaAMU
3aCBIMHOTO THIIA ¥ CTAHOBATCS CaMOW MHOTOYMCIECHHOW W IOIYJISIPHOW I'PYIIION
npubopoB B crpane. lllupokoe pacmpocTpaHeHue 3T NpUOOpPHI MOIYYWIH HE
TOJIBKO OJ1aro/iaps SKCILTyaTallMOHHBIM CBOMCTBaM, HO M OJ1arosiapsi pa3pab0oTaHHOU

CUCTEMC  MCTPOJIOITHYCCKOIO oOecrieueHus — CTaHJapTHBIM 06pa3uaM -
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UMUTATOpPaM, KOTOpPbIE CTald HJCAIbHBIM W MPOCTEHIINM HHCTPYMEHTOM JIJIsi
HACTPOMKH, TPAIYUPOBKH U TOBEPKHU. DTO OblIIa pazpaboTka MUpoBoro ypoBHs: CO-
UMUTATOPbI BIAKHOCTHU 3€PHA, CO3JJaHHbIE Ha OCHOBE SMOKCUHBIX KOMIIAyHIOB C
HEOPraHUYECKUM HAIMOJHUTENISAMH, HE COJAEPKAIIUMHU BOJY, BOCIPOU3BOISAIINE
¢dbu3nyuecKkue CBOMCTBA 3€pHA, OTIIMYAIOIINECS BHICOKON CTAOUIBLHOCTHIO. Tak ObLI
CO3/1aH KOMIIJIEKC METPOJIOTHYECKOTO 00eCTIeYeHHs N3MEPEHUI BIaXKHOCTH 3€pHA U
3€pHOIPOYKTOB:

1) meToauka omnpenenaeHus BIAKHOCTH MOBBIIIEHHONW TOYHOCTH, B OCHOBE

KOTOPOU OBbLJT MOJIOAKEH METOJ] BAKYYMHO-TETJIOBOU CYIIKH,

2) SKCHpPECCHbIE BIaroMephl,

3) crangapTHbIE 00pa3LbI-UMUTATOPHI.

B nanbueiiiem nannas ujest Obuia mpoAyOIMpoOBaHa CO CTpoiMaTepralaMu
— pa3paboTaHbl BIAroMepbl, CTaHIApPTHBIE OOpaslbl, METOJIUKH H3MEPEHUH,
METOJUKH I'PaTyUPOBKU BIATOMEPOB ISl pa3IUYHBIX MATEPHUAIOB.

B 90-x rr. Ha PpOCCHUHCKOM pBIHKE TMOSBUINCh YHUBEPCAIbHbBIC
TEPMOrpaBUMETPUUECKHE BIaroMepbl HOBOTO MOKOJIEHUS, OCHOBaHHbIE HA METOAAaX
uHppakpacHoi cymku. Haunnaercst pa3paboTka METOAMK ONPEACIICHUS BIQKHOCTH
Pa3IMYHBIX BEUIECTB U MAaTEPUAJIOB C MPUMEHEHHEM METOJUKH CpaBHEHUs (MeToAa
BO3YILIHO-TEIVIOBOM  cymiku). (OCHOBHBIE MOTPEOUTENN BJIArOMEPOB U HX
METPOJOTUYECKOTO U METOJAMYECKOT0 00ECIIEUeHUS — MPEANPUSITHS, CBI3aHHBIE C
IIPOU3BOJICTBOM U NepepabOTKOM 3epHa U 3€pHONPOAYKTOB, MAKaAPOHHBIX U3/1EIUH,
a TaKKe MPEANPHUSATHS TOPHOW XUMHUU — OT JOOBIYM JO TPOU3BOJICTBA, TOMY
NPUYUHON — OCOOCHHOCTHM MPOM3BOJCTBA — CMEHA JTAlOB TEXHOJOTHYECKOM
nepepabOTKM  JOCTAaTOYHO CTPEMUTENbHAs M HET 3amaca [0 BpPEMEHH,
HEO0OXOIMMOTO IS aHaJN3a KAHOHUYECKUM T'paBUMETPUUECKUM MeTooM. Kpome
TOTO, OOJIBIIMHCTBO TEXHOJIOTHMH TMpeaycMaTpUBAaIOT BBEJCHUE B Ipolleccax
IIPOU3BOJICTBA BOJIBI, M MOCJEAYIOIIEE MOCTAANITHOE €€ yAalICHUE.

Hauunas c¢ 2000-x, B Poccun Habmromaercst OypHBIM pOCT MPOU3BOJACTBA
JTUAIIBKOMETPUYECKUX — BJIAaroMepoB  CIEAYIOIIMX Ha3HAYEHUH: TMEpPEHOCHBIX

BJIArOMEPOB 3€pHA U 3€PHOMPOYKTOB, CTPONMATEPUATIOB, TPEBECUHBI, MOSABIISIETCS
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IIPOU3BOJICTBO YCTAHOBOK BO3AYIIHO-TEIIOBOM cymku Thina COII-3M s 3epHa n
36pHONPOAYKTOB, a Takke AMP-aHann3aTopoB M U3MEPEHHH BIAXHOCTH U
MacCJIMYHOCTH MAcCIMYHbIX KYJbTYp U NPOAYKTOB UX nepepadoTku. Ha 6aze 3aBona-
IOPOU3BOJUTENSI BECOBOM TEXHMKM HAUMHAETCS  BBINYCK HMH(PPAKPaCHBIX
TEPMOIPaBUMETPUYECKUX  BJIAaroMepoB, HAa POCCUMCKUHA PBIHOK  BBIXOJIWT
MHOECTBO BJIarOMEPOB TEPMOTPABUMETPUYECKUX C PA3IUYHBIMU HCTOYHUKAMU
HUK-u3nyuenusi. AKTHBHO MpOJOJDKAETCs pa3paboTKa METOAMK ONpeesIeHus
BJIQYKHOCTH PA3JIMYHBIX BEIIECTB U MAaTepUajoB, HayaTa pa3paboTKa CTAHIAPTHBIX
00pa3loB HaTypaldbHBIX BEIIECTB JUISI KOHTPOJS pEe3yJbTaTOB ONpPEAEIEHUs,
II0JIy9a€MBbIX PA3HBIMH METOJIAMH.

Onuncanubie CUTyalluld  WUIIOCTPUPYIOT  MPOLECCHl  TOSIBICHUS
UHCTPYMEHTAJIBHOTO, METOJWYECKOTO M METPOJIOrMYECKOro oOecrnedyeHus B
obnactu Binaromerpuu B Poccuiickoin denepaunn — pa3paOOTKH A OTAENIBbHBIX
TpyHN MPOIYKIUHU, CO3[JaBaeMble MO0 B CUTyallMH KPUTHUYECKOH, MO0 CHUIaMu
I'PYIIIBI DHTY3HACTOB, JKEJIAIOIINX BHEAPSATH HOBBIE METO/IBI U CPEICTBA U3MEPEHHU,
CJIIO)KHOCTH C THUPAXUPOBAHHMEM IOIXOJOB K pa3pabOTKe METOAMK, OTCYTCTBUE
CUCTEMHON pPa3pabOTKH CTaHJAPTHBIX 00pa3lloB, OTCYTCTBHE JEATEIBHOCTH IO
COMOCTaBUMOCTU METONOB (METOAMK) JJs pPa3IMYHBIX TIpPyHNI BEIIECTB U
MaTEepUAJIOB U YCTAHOBICHHUIO UEPAPXUH METOMIOB.

1.3.2 Metoabl onpeneaeHus BOJIbI

[Ipoueccsl  CymIkM M yBIQKHEHHS, (PIOTAIMOHHOrO  OOOramieHus,
KOHIICHTPUPOBAHUSI ~ MPUMEHSIIOTCS  MNPAKTUYECKH  BO  BCEX  OTpaACIsIX
MIPOMBILIJIEHHOCTH, B CEJILCKOM XO3SIICTBE, SHEPreTUKE U CTPOUTENIbCTBE. C OJTHOM
CTOPOHBI — BOJa SBJIAETCS HEXKEJIATEJbHOW MPUMECHIO (XOJOAWJIbHAA U
MOJIYIIPOBOJHUKOBAs MPOMBIIIJIEHHOCTb, TEXHOJIOTMM OPraHUYECKOro CHHTE3a,
Ja3epHasi TEXHHMKA), C JPYroldl CTOPOHBI — YpPOBEHb COJEpX aHUS BOIbI
XapaKTEpPU3yeT NPOTEKAHHE TEXHOJOrnyeckoro mpouecca. CoOOTBETCTBYIOLINE
nyONMuKaMy  OXBaTHIBAIOT  3HAYUTENBHBIA  TMEPUOJ BpPEMEHH U 00BeM
AKCIIEPUMEHTAIIbHBIX U TEOPETHUECKUX UCCIIEI0BAHUI U MOTYT OBITh pa3/iesIeHbl Ha

TPH BEXU.
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CBeneHMsl O COAEpPX AaHUU BOJABI B BEIIECTBE B IEPBYIO OYEPE/b HayalH
MHTEPECOBATh MMPOU3BOJUTEINIEH MHUILEBBIX MNPOAYKTOB, XMMUYECKUX PEArcHTOB, a
TaK)K€ MOCTaBILIUKOB 3epHa U Yriisl. [TocKONbKY CTOMMOCTH Takoi MPOIyKLUHU, KaK
3€pHO, YIroJib, PyJbl YEPHBIX M IBETHBIX METAJUIOB, PACCUUTHIBAETCS 32 BHIUETOM
Boabpl. CoaepkaHue BOJABI B IMHILEBBIX NPOAYKTAX, YHUCTBIX BEIIECTBAX U
XUMUYECKUX PEAaKTUBAX SIBJIECTCA MOKAa3aTeJIeM KauyecTBa, a JUIsl Cllydasl MULIEBbIX
IPOIYKTOB — OTBEYAET 32 CPOKHU T'OJHOCTH.

Jlist onpenenenus BOAbl B OPraHWYECKUX COEIMHEHUSX pa3paboTka MeToza
oTIpeieNIeHuUs BOJbI CBOUIIACH BRIOOPY XMMHUECKOM pEaKkilny, B KOTOPYIO BCTYTaeT
JIMIIb PACTBOPEHHAs BOJA, a CaM METOJI MOKET ObITh UCHOJIB30BaH IS ITUPOKOTO
KJIaCCa OPTraHMYECKUX COCIMHEHMI. DTy 3aJady yaaloch pemuts B 1935 romy
HeMenlkoMy xuMuky Kapny @umepy [123]. DyHaaMeHTaIbHBIM TPUHIUIL
«omnpeneneHus Boasl no duiiepy» OCHOBAaH Ha peaklnu byH3eHa MexXay MOoIIoM,
IUOKCUAOM cepbl U Bomou. M nmo 1948 roma mpakTU4eCKH €IMHCTBEHHBIM
JIOCTOBEPHBIM METOI0OM OIIPEEIICHHSI BOABI SIBISIICS METOJ TUTPOBAHMS PEAKTUBOM
Kapna ®umepa. K apyrum metronam, oCOOCHHO MJisi OPTaHUMYECKUX BEIIECTB,
obpamanuchk peako [92].

[TockoJbKy conep:kaHue BOJbI ONPEIEsAeT KOHCUCTEHIUIO, CPOKU U YCIOBUS
XpaHEHMs MUILIEBBIX NPOIYKTOB M MPOJOBOJBCTBEHHOI'O CHIPbS, HO IMPHU ITOM,
ABJIAETCS. CaMbIM JICIIEBBIM CBIPbEM, KOTOPOE MOXKHO IPOAATH IO CTOMMOCTHU
OCHOBHOr0 mpojaykra. Toproeis TpeOoBaja OBICTPBIX PE3YJIbTATOB, AOCTYIHBIX
METOJIOB M CPEACTB aHajiu3a [HIIEBBIX MPOAYKTOB. Tak MOSBHIUCH
MHOTOYHCJICHHBIE SMIIMPUYECKUE METOAUKH CYIIKH, MO3BOJSIONIME TI0JIy4YaTh
HEKOE COrJacoBaHHOE 3HAYE€HHE, B PA3HOM CTENEeHH ONHM3KHE K HMCTUHHOMY
3HAYEHUIO COJEPKaHUs BOJIbI, OJHOBPEMEHHO C METOJUKAMHU HAYaIu MOSIBISATHCS U
po0IeMbl HECOTIACOBAHHOCTH PE3YJIHTATOB MEXAY PAa3HBIMHU JTa00OpATOPUSIMHU U
ABTOPUTETHBIMU  CHEIHATUCTaMH. MHorue o0030phl KacaluCh  OTAEIbHBIX
KOHKPETHBIX MaTepualioB, Hampumep, mena [124] wiud rpynn HOpoAyKUUH U

KOHKPETHOTO METOJa, HaIlpUMeEp, CYIIKa MUIIEBBIX MPOAYKTOB [125].
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B 1951 romy AMepuKaHCKMM XWMHUYECKUM OOIIECTBOM OBLI MPOBEACH
CumIio3uyM 1O BONpocaM aHajau3a BiaXHbIX BemiecTtB [126], a B 1963 rogy B
Bammnarrone — CuMno3uym no BjaaroMmeTpuu u rurpomerpud [ 127]. B Anrnmiickon
acCOIMallUM I10 HKCCIIEIOBATCIBCKUM IMpuOopamM OBLI clellaH 0030p METOI0B
ONpPENCIICHUS] BIAXHOCTH B TBEpPABIX BeElleCTBax B wu3gaHuu 1956 ropxa,
nopaboranHoe uzganue Beiwio B 1970 r. [128]. U nanee yxe nosiBisitorcs 0030psl,
OXBaThIBAIOIINE BCE U3BECTHBIE METObI U MHOTOUHCIIEHHBIE 00BEKTHI BIarOMETPUU
[92, 93], [103].

N3ydenne npoueccoB M3BJICYEHUS BOABI U3 BemecTB Hadyaro B 40-x romax
IPOLUIOr0 BEKa B paMKaX TEXHUYECKUX W SKOHOMUYECKHX MPOOJEeM CYIIKU
M.IO. JIypee [97] m nanee A.B.JlbikoBbeiM [98, 99]. B kauectBe HaumOoiee
3p(PeKTUBHOIO METOAa Ipolecca IepeHoca BoAbl ObUla BbBIOpaHa CyIIKa,
OCHOBaHHAasl Ha SIBJICHUU TepMHUecKo NudQy3un BoAbl B TBEPIbIX BEIIECTBAX,
0oOyCJIOBJIEHHas  B3aMMOCBA3aHHBIMU IEPEHOCAMHU TeIla M  BOJBI  MpHU
B3aUMOJICCTBUM BJIAXKHBIX BELIECTB C HArpeTbIMH TIa3aMH, C TOpPAYUMHU
MOBEPXHOCTSIMU, @ TAaKXe B MPOLECCAaX HMX TEMIOBOTO MU 3JIEKTPOMATHUTHOTO
ob6mydyenus. Cormacao A.B. JIbikoBy [99], yacTHIIBI BOJIBI B BEIICCTBE HAXOATCS B
PaBHOBECHUHU IIPU PABHOMEPHOM PACTIPEJIEIICHUH BJIary 10 BCeMY 00beMY BEIlECTBA
Y IIPY PABEHCTBE TEMIIEPATYP B PA3IMUHBIX TOUKaX BemiecTBa. Hapymenue oqHoro
13 3THUX YCJIIOBHI IPUBOJIUT K MHTEHCUBHOMY MacCOIIEPEHOCY BO/IbI B BEILIECTBE, T.€.
JIByMsI OCHOBHBIMHU (DaKTOpaMHM MacCONEpeHOCca BOJbl B BEIIECTBE SBIISIIOTCSA
IPaJIMEHT I10 BJIAXHOCTH U MO Temneparype. [Ipyu Hanmuuum rpagueHTa BIaXXHOCTH,
BOJa TepeMeniaeTcss U3 MeCT ¢ OoJibllield KOHIEHTpalreil B MecTa C MEeHbIleh
KOHLEHTpaIMel, NPy HAIWYUU TPaJueHTa TeMIepaTypbl BOoAa MepeMeniaeTcss OT
MOBEPXHOCTEHN ¢ 00Jiee BHICOKOHM TeMmepaTypol K MOBEPXHOCTSM ¢ Oojee HU3KOU
temneparypoi [97-99].

B Hacrosmee BpeMs CyHIECTBYET MHOXECTBO METOJOB OIpPENeICHUs
BIIaXHOCTH [92, 93, 98, 130, 125, 129, 131-140], paznuyHbie aBTOPbl KOMIIOHYIOT
METO/Ibl Ha MPSMbIE U KOCBEHHBIE, BBIJICISIOT HHCTPYMEHTAJIbHbBIE, PU3NYECKHUE U

XUMHUYCCKHUE U T.A.
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B nannoii pabote BbIOpaH MoaX0/ — KiacCU(UKAIUS METOOB TIO JICKAITUM
B HUX OCHOBE NPHUHIHUIIAM, [0 TPHUPOJAE OIpPEACNIIEMOro mapaMmerpa, mo crnocody
pEerrucTpai COOTBETCTBYIOLIETO aHATUTUUECKOro curHana [141]. B coorBeTcTBUM
C YKa3aHHbIM NOAXOJAOM METOAbl pPAa3Jei€Hbl HAa XHUMHYECKHE (B TOM 4YHUCIE
IIEKTPOXUMHUYECKUE) U (Pu3nueckre (OCHOBAHHbIE Ha (PU3UYECKHUX SIBICHUS U
npoiieccax — 00ObIYHO ATO B3aUMOJICHCTBHE BEIIECTBA C TOTOKOM SHEPTHUH).

B ocHOBE XMMHYECKHX METOJOB JIEXKUT XUMHUUYECKas pPEAKUUs, OJAWH U3
YYaCTHUKOB — BOJa. PaccMOTpeHbl TOJBKO T€ pEakiuu, B KOTOPHIX BOJA
MpEeTEePIEBAECT HEMOCPEACTBEHHOE XUMHUUeckoe mpeBpanieHue. Conepkanue BOIbI
pacCUMTHIBAIOT 110 KOJWYECTBY PEAKTHUBA, W3PACXOJOBAHHOTO Ha IIOJHOE
XUMHUUYECKOE MpEeBpalieHue BOIbI WM MO KOJIUYECTBY OOpa3yrONIUXCS MPU ITOM
MPOJIYKTOB pPEaKIUU. Perucrpanus MOMEHTa OKOHYAHMS PEAKIIMH MOXKET ObITh
BU3YaJIbHOM, MJIM HUHCTPYMEHTAIIbHOMN — IO peTucTpalui 00beMa, Macchl, JaBJIEHUs,
IJIOTHOCTH, AIEKTPONPOBOJAHOCTH, TOTEeHIIHANA, U T.1. [130]. 3TO ouH UX cambIxX
MOMYJISIPHBIX METOJIOB. DJIEKTPOXMMHUYECKHE METOAbl — B OCHOBY IOJOKEHO
U3MEPEHUE DJIEKTPOXUMUUYECKUX MapaMeTpoB, TaKUX KaK 3JIEKTPOMPOBOIHOCT,
KOJIMYECTBO 3JIEKTPUYECTBA, MOTEHIMA B 3aBUCUMOCTH OT cojep:kaHus BoJbl. K
ANEKTPOXUMUYECKHUM METOJIaM OTHOCHUTCS K)JIOHOMEmpuieckoe mumposanue —
TOYHBIN U YYBCTBUTEIBHBIA METO/.

K ¢uszmdeckum meTomaM MOTyT OBITH OTHECEH Memod epasumempuu —
MaccoBasi JIOJIsl BOJIbI PACCUMTHIBACTCS IO M3MEHEHUIO OJHOU M3 (U3UYECKUX
XapaKTepUCTUK — MACChl, 00YCIIOBJICHHOW BBIJCICHUEM BOJBI MO/ BO3JICUCTBUEM
NOTJIONIEHHON »Heprun (MO0 TpH HArpeBe TOpPSYUM BO3JYXOB, WU TIOJ
BoszeiicteueM UK nimm CBY uznydeHus, Win 3a CU4ET TEMJIONPOBOJHOCTH IOJIOK
BaKyyMHOTO CYIIMJIBHOTO miKada u T.1.), 3TO OJWH U3 «CTapPEHIINX» METOIO0B, HE
TpeOyeT ocoboro o0OoOpyaoBaHUsA, HO, C Jpyrod CTOpPOHBI, TpeoOyeT
WHIUBUIYAIbHOTO Toaxoaa. Takke K ¢u3mdeckuM metonmam [141] oTHECeHBI
ONTUYECKHE METOJbl — OCHOBAHHBIE HA U3MEHEHUH MHTEHCHUBHOCTH WJIA CIEKTPA
MPOXOJSIIEro U3JIydeHus cBeta (B yhbTpaduosieToBol, HHEGPaAKpaCHOM WIIU

BUJIMMOM JMara3oHe), MpUMEHsSEMbIe U JUIS 3aJad ONpeAeiaCHUs BOJbBI, W JJIA
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HAyYHBIX WCCJICIOBAHUA COCTOSIHHUS BOJIBI B BEIECTBE; sAEpPHO-(DU3MUIECKUE
METOJIbl, OCHOBAaHHbI€ HA MPUMEHEHUW 3aBUCUMOCTH MEXIy IOIJIOIIEHUEM
SJIEPHOTO U3Ty4YeHUs (y- U3TyUCHHUs], J-4acTHIl, HEUTPOHOB U JIp.) U COJIEPKAHUEM
BOJIbI, & TaKX€ MEXJy WHTCHCUBHOCThIO cUTHAIOB SMP Moiiekyna BOJbI U €€
cojep)kanueM. SAnepHo-pU3NYecKre METO/Ibl HE YacTO MPUMEHSIIOTCS i lLenen
OTIPEJICJICHHS BOJIBI B MaTepHaJie 110 MPUINHAM JOPOTOCTOSIIETr0 000pYyI0BaHUS U
cienupuk pabOThl € HCTOYHUKAMU HOHMBUPYIOIIUX wu3aydeHuil. Taxke
MPUMEHSIIOTCST  CIIeAytonue  (U3NYEeCKUe METOMBI:  JUCTHWUISAIUOHHBIE  —
OCHOBaHHbIC Ha OTTOHKE BOJABI W TOCICAYIOIIEM H3MEPEHUU ee o0beMa, U
SKCTPAKIMOHHBIC, TPU KOTOPHIX C IOMOIIBI0 BOJOMOIJIOIIAOIIECH XUIKOCTH
M3BJICKACTCS BOJA U3 aHAJIU3UPYEMOU ITPOOKI, M ONIPEICTICHUN €€ KOJUYSCTBA Yepes
XapaKTEPUCTUKH SKCTPAKTA, 3aBUCAIIME OT €ro BJIArocoAEp:KaHWs — IUIOTHOCTH,
MOKa3aTensl MPEIOMIICHUS, TEMIIEPATypbl KHUIEHHUS, 3aMEp3aHusl. OTH METOMbI
MPUMEHAIOTCS PEAKO, [JIsi HHUX XapaKTePHbI CIOKHOCTH KOJMYECTBEHHOIO
OT/ICJICHUSI BOJIbI, XapaKTEPHbI METOJAMYECKUMH CIIOKHOCTAMH TPH pa3padbOoTKe
METOJYK aHaJIN3a U MOCIEAYIOUIECH OIIEHKE TOYHOCTH U3MEPEHUM.

JlocTonHCTBa y (PU3MUECKUX U XUMHUYECKHUX METOJIOB — OTJIMYAIOTCS, a
HEJIOCTAaTKN OJMHAKOBBI: BIWSHUE Ha PE3yIbTaT aHAIN3A PA3IMYHBIX (DAKTOPOB:
XAMUYECKOTO UM TPaHYJOMETPUYECKOTO COCTaBa MCCIEAYEMOrO BEIIECTBA,
TEMIIEPaTyphl, IJIOTHOCTH M BSI3KOCTH; HEIOCTATOYHAS YYBCTBUTEIBHOCTh; HO K
OCHOBHBIM HEJOCTaTKaM CJIEIyeT OTHECTH HEOOXOIUMOCTh MpEeABAPUTEIBLHON
IpaiydpoBKH (KaJUOpPOBKH) C 1€ YCTAHOBJEHUS 3aBUCHMOCTH MEXKIY
BJIQXXHOCTBIO MaTepuajga U U3MepsieMON BEJIWYMHOW, Hauboyiee pachpoCTPaHEHBI
KOHJIYKTOMETPUYECKUH, TuasibkoMeTpudeckuid, CBY, paguaimoHHblid, ONTHYECKUN
u Tertodusnyeckuit metoasl [92, 93, 102, 125, 129, 130, 131, 133-140]. B cinyuae
MPUMEHEHUSI METOJIOB, TPEOYIOIIUX TPaAyHpPOBKHU, MPU OLEHKE XapaKTEPHUCTHUK
MOTPEIIHOCTH  (HEOMPEACIICHHOCTH) ONpEACICHUsT BOAbI HEOOXOIUMO OyJneT
YUYUTBIBATh BKJIAJ B MOTPEIIHOCTh (HEOMPEACICHHOCTh) HE TOJIBKO OT BIUSIOIINX
BHCIIHUX M BHYTPEHHUX (aKTOPOB M HEOJHOPOJHOCTH MaTepuajga, HO M OT

MOCTPOEHUSI TPALYUPOBOYHON (KATMOPOBOYHOM) XapakTepucTUku. JlaHHBIE
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METOJIBl HE€ pPACCMATPUBAIOTCA B KA4ECTBE BBICOKOTOYHBIX I10 CIECAYHOLIUM
IpPUYUHAM: HEOOXOJUMOCTh CO3/aHMs O0pas3loB JJis T'PAaTyUPOBKH — B CIyyae
MPUMEHEHUSI HATYpaJbHBIX BEIIECTB U MATEPUAIIOB CIIEIYET OLEHUTh HE TOJBKO
colepxkaHue BOAbI B HHUX (a JyUIsi 3TOr0 — TakkKe HEOO0XOIUMO BBIOpaATh
COOTBETCTBYIOIIMI METO]I aHaIM3a), HO ¥ y4eCTh UX MPUPOJIHYIO0 HEOTHOPOAHOCTh
(w1u 10Ka3aTh, YTO OHA HE3HAUMMA JIJIs JJAHHOI'O aHaJli3a), a B Cydyae MPUMEHEHUs
MOJENBbHBIX BEMIECTB — CleAyeT, KaK MHUHHMYM, JI0Ka3aTb MPaBUIbHOCTH
BBIOpaHHOM MOJIEU U HANTHU COCO0 y4yeTa OTKJIOHEHUSI MOJIEILHOTO BEIIECTBA OT
HaTypaJIbHOTO.

YHuBepcaJibHbIE AHAJIU3ATOPHI COCTABA BEIECTB M MATEPHUAJIOB

Coueranue BBICOKOTO TEMIIA TEXHHYECKOTO IMPOrpPecca U BO3MOKHOCTEU
MaTeMaTH4IeCKod 00pabOTKM OOJBIINX MAacCMBOB HH(pOPMAIMHA, B TOM YHCIIC
U3MEpUTEIbHON MH(GOPMAIK, TPUBOJUT K MPUHIMIIMAIBHO HOBBIM PEIICHUSIM B
npubopoctpoennn. Ecnu panee B KauecTBe HHPOPMATHBHOW HU3MEpseMOM
BEIMYMHBI BbIOMpaAach BEJNIMYMHA, (YHKIMOHAIHHO CBA3aHHAs C HCKOMOU
(Hampumep, AUIIBKOMETPUUYECKUE BIaroMephl CTpOiMaTepraoB), TO B HACTOSIIEE
BpeMsi HaOto/1aeTcsa TEHACHIIMS TOCTPOCHUS TPATyHPOBOYHBIX XapaKTEPUCTHK
TOJIBKO Ha KOPPEJSIMOHHBIX 3aBUCUMOCTSIX, OCHOBAaHHBIX Ha 0OJIBIIIOM KOJIMYECTBE
HKCHEPUMEHTANIbHBIX JIAHHBIX (HAMpPUMEP, YJBTPAa3BYKOBBIE KOHIICHTPATOMEPHI
arpeCcCUBHBIX XMMUYECKHX BEIIECTB, TEPEMEIIaeMbIX IO TPyOONpOBOAAM IPHU
MOBBIIIEHHBIX TeMIieparypax). Emie oqHa TeHASHIUS — 3TO COYETaHUE PA3TUUHBIX
METOJIOB B OHOM Tiprbope At oOecrieueHus: O0IBIIETO KOJTUIECTBA U3MEPSIEMBIX
napamMeTpoB (Hampumep, OAHa W3 CTaAuil TOJITOTOBKM NpOOBI I aHaiIM3a
aHaJOTUYHA Ta30BOM xpomarorpaduu, a jgajiee — MOOUYEPEIHBIN aHaIu3 COCTaBa
00pa3oBaBIIMXCA Ta30B IO TEIJIONPOBOJHOCTH W METOJIOM HH(]paKkpacHOU
cnekrpockonuun). KoneuHo ke, s MpoBeAEHUSI KOJUYECTBEHHOTO XUMUYECKOTO
aHalln3a, BBIIOJHAEMOIO Ha  NOPOU3BOACTBAX, IMPEANOYTCHUE  OTIACTCS
WHCTPYMEHTAJILHBIM METOJIaM, 00JIaIaf0IIM HECPaBHEHHBIMH MTPEUMYIIIECTBAMH —

HKCIPECCHOCTHIO U COBPEMEHHBIM IIPOrPAMMHBIM 00€CIEUeHHEM, HE TPEOYIOIUM
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OOJBIIOrO0 KOJMYECTBA XHWMHUYECKHUX PEAKTUBOB, CIOXHOM M JUIMTEIBbHON
IpOOOIOArOTOBKH, PACIIMPEHHOTI'O 11ITAaTa JIJAOOPAHTOB U AHAIUTHKOB.

Ha ceromusmnuii 1eHb HauOosnee paclpOCTPAHEHbl aAHAJIU3ATOPbI
YHUBEPCAJIbHBIC, MO3BOJSAIOIIME OAHOBPEMEHHO C BOJOM OIPEACIATH €IIE Pk
[1apaMeTpOB CBOMCTB U COCTaBa BEIIECTB U MATEPUAJIOB:

—  aHaJIM3aTOpbl, OCHOBaHHBIE Ha MeTo/ie criekTpockonuu B UK u OmmxHei
MK obmactu,

—  TepMOTpPaBUMETPUYECKUE BJIATOMEPHI, OCHAILIEHHBIE Pa3HOOOPAa3HBIMU
cnocobamu mnoasoga temia kK mnpode — MK- unu CBY-uznyuenue, ropsuuii
WHEPTHBIN T'a3 WU BO3AYX,

— 1A JKMJIKUX BEIIECTB HAUUIM LIMPOKOE INPUMEHEHUE AaHAJIU3aTOPHI,
OCHOBAaHHbIE HA PETUCTPALMM HU3MEHEHUS I[ApaMETPOB  YJIbTPa3BYKOBOI'O
W3IIyYEHUS.

Ho mpu Bcelt mpocToTe U IPUBIEKATEIBHOCTU IOCTOSIHHO MOSIBIISAIOIIMECS
YHUBEpCaIbHbIE aHAJTN3aTOPbl COCTABA M CBOMCTB BEUIECTB U MAaTEPHAIIOB TPEOYIOT
pa3zpaboTku Bce Ooyiee TOYHBIX W YYUTHIBAIOIIMX CHEUU(UKY MaTpPULBI
aHAJIM3UPYEMBIX BEIIECTB, CPEACTB KaIMOPOBKH (TpajiyUpOBKH, FOCTHPOBKH) U
NIEPUOANYECKOIO KOHTPOJISI TOYHOCTH, a ISl JIETUTUMHOIO HX IPUMEHEHUS B
KayecTBE  JOMOJHUTEIBHOTO  TpeOOBaHHS  MOSBISETCS  HEOOXOIUMOCTh
IIPOJIEMOHCTPHUPOBATH MPOCIEKMBAEMOCTb MTOIYyYaeMbIX pe3yibTaToB. Hammyummm
BAPUAHTOM pPEILICHUs SBISAIOTCA METOAMWKH, MMEIONIME 3amac 10 TOYHOCTH, U
CTaHJapTHbIE OOPA3IIBL.

B 3axmmouenue kpatkoro 0030pa MpUMEHSIEMBIX METO/I0B OIIPEIETICHHS BOIbI
CIEeAyeT OTMETUTH:

1)  Hepapxus meTonoB (OT apOUTPaXHOTO K PYTHUHHBIM) MOCTPOEHA IS
IPaBUMETPUYECKOTO METOAA JJId CTPOTrO OrPAaHWYEHHOrO0 Kpyra BEIIECTB H
MaTepuaioB (mnas pyd M KOHIEHTPATOB IBETHBIX METaNIOB, 3€pHAa U
3€pHOINPOAYKTOB, TBEPAOTO MHUHEPAIBHOIO TOIUIMBA, JIPEBECUHBI, OTIEIbHBIM

MIPEJICTABUTEIISIM MTUIIEBOM MPOTYKIUH).
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2)  OrcyrcTBHE CTaHAApTHBIX O00pa3slloB — CPEACTB KaTUOpPOBKHU
(TpaxyvupOBKH, IOCTHPOBKM) M KOHTPOJISI TOYHOCTH CHIEPKUBAET BHEJPEHUE
YHUBEPCAIbHBIX aHAIU3ATOPOB, IKCIIPECCHBIX METOIUK.

3) OOopynoBaHue, MNPUMEHSIEMOE  JUIsl  peaju3alud  [IUPOKO
NPUMEHSIEMBbIX METOJIOB TPAaBUMETPUU M THUTPOBaHUS peakTuBoM Duiiepa,
IOCTOSIHHO COBEPILEHCTBYIOTCS. Jis IrPaBUMETPUYECKOTrO MeToaa
pa3palaTbhIBalOTCS  CYIIMJIbHBIE  IIKa(pbl  Pa3IMYHBIX  KOHCTPYKLUMH, C
BBICOKOTOYHBIMHM CUCTEMaMHU KOHTPOJIS U MOACPKAHUS TEMIIEPATYPbI CYILIKH, IJIs
BaKyyMHUPOBaHUS WM MOJAaYM WHEPTHOrO rasa, a s Meroaa duiiepa, IOMUMO
MOCTOSIHHOTO YCOBEPILIEHCTBOBAHUS W3MEPUTEIBHOM CHCTEMBbI — COOCTBEHHO,
TUTpaTOpa, CYLIECTBYET Lejasi MHAYCTPUS PEAKTHBOB — COJEPXKAIIUX PEAKTUB
®uiepa, BCIOMOraTeIbHbIE pEAreHThl, PACTBOPUTEIH.

4)  Pa3po3HEHHBl  HCCIEAOBAHMS, IMOCBAILIEHHBIE  COMNOCTABUMOCTH
METOJ0B (METOANK) ONPEACIICHUS BOJIBI.

1.3.3 MeToabl TOATOTOBKH P00 JUIA OOPEIEICHUS BOJIBI

BaxnelmuMu ctaausiMu ONpeaeseHusT BOJABI SIBJISIOTCS MOATOTOBKA U
XpaHeHue npod s aHanu3a. [IoCKOIbKY Mpy OOBIYHBIX METO/IAaX CMENIMBAHUS U
NepeChIanus BOJA MOKET ObITh yTepsAHA 32 CUET UCIApEHUs WM 3aXBavyeHa, ecliu
Marepuall rurpockonuyeH. Hekoropele wuccinenoBaTeny MBITAIOTCS BBECTH
NONpaBKU Ha 3axBaT WJIM IMOTEPI0 BOJbI (Kak mpu XxoioctoMm ombite) [129]. B
Ipolecce HU3MeJIbUeHUS TBEPABbIX BEIeCTB W MaTE€PUAJIOB HPUMEHAIOTCA
HECKOJIPKO TEXHOJIOTHM, TaKuX KaK OOBIYHBIA TIOMOJI (MOJIOTKOBas,
TapejbuaTas, IITUPTOBas MeJIbHUIIA), CBEPXTOHKUU momos (1apoBasd,
CTpyUHAas, BaJbII0BAasA MEJIbHUIIA), YIIyUIIIeHHBIH OMOJI (KPUOTEeHHBIH, CyXoi
Jlel, TpeABapUTEIbHOE OXJAXKAEHUEe, OXJIAKAEHHBIN BO3AYyX, BOJAAHAA
pybaiika, crynieH4aToe u3MejabueHue), BeAyTCs MOCTOSHHBbIE UCCIIEJOBAHUSA B
YAaCTU COBEPILICHCTBOBAHMS HMEIOIIMXCA U pa3pabOTKM HOBBIX CIIOCOOOB
U3MEJIbYCHUS, TIPU ITOM OJHUM W3 OCHOBHBIX KPUTUUECKUX (PAKTOPOB SIBJISIETCS
coxpaHeHue cojepkanus Boabl [141, 142]. 3auactyro npejuiaraeTcs yepeioBaHue

cymiku W usMmenbueHus [143, 144]. B koHeYHOM WTOTE 3ajada H3MEJIbUYCHUS
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CBOAMUTCS K KOMIIPOMMCCY MEXJy PaBHOMEPHOCTBIO PacHpe/elI€HUs] YacTUll I10
pasMepaM MO pe3yJibTaTaM M3MEIbYEHHS U MOIBITKON MPOBEACHUS U3MEIbUCHUS
0e3 pa3orpesa B Ipoliecce pa3Moia U, COOTBETCTBEHHO, 0€3 MOTEPH BOJBbI.

KonauunonupoBanue BellecTB, copOoumsi / aecopOuusi mapoB BO/bI
TBEPAbIMH BJIA’KHBIMHU BellleCTBAMU

Kak Ob110 onmcano Bbimie, A.B. JIBIKOBBIM OBUIO IPEMIOKEHO ONMHMCHIBATH
IPOLECCHl OTJA4YM U TOIJIOIIEHUSI BOJbI BIAXXHBIM MaT€pUAIOM C MPUMEHEHHUEM
Teopuu Temiomacconepenoca [77-79]. U nanee, B (okyce MHOrOYMCIECHHBIX
uccinenoBarene, [Hampumep, 145], HaxomdaTrcss TEMIOBbIE M COPOLIMOHHBIC
MPOLIECCHI, BOBHUKAIOIINE MEXK/Ty BJIAXKHBIM BEUIECTBOM U OKpYKarouleh cpeaon —
IPOLIECCHl KOHIUIIMOHUPOBaHMs. I3MeHeHne 3HaueHNUsI OTHOCUTEIBHOM BIKHOCTH
ra3a HaJl BJIa)KHbIM BELIECTBOM M COOTBETCTBYIOLIUM UM 3HAYEHHUS] PaBHOBECHOTO
coJiepKaHus BOJIbI B BEIIECTBE MPH 331aHHON MOCTOSHHOM TeMIiepaType, Ha3bIBalOT
U30TEPMON CcOpOIMHU. 3HAYEHHs PABHOBECHOTO COJIEpKaHUS BOJBI B BEILIECTBE
3aBHUCST OT TEMIEPATyphl U BIAKHOCTU BO3/lyXa, a TAKXKeE OT CIIoco0a JOCTHKEHUS
paBHOBECHs] — TPH COPOIMHM 3HAYEHUE COACP)KAHHUS BOJABI MEHBIIE, YeM IMpH
necoporuu. CoOCTBEHHO, MPOIECCHl COPOIMU M JaHHOE SIBICHHUE — THCTEPE3UC
U30TEpPM COpPOLIMHU, UCCIAEAYIOT B paMKaxX OLICHKH (PU3MKO-XMMHUYECKHUX CBOMCTB
BHOBb CHHTE3WPOBAHHBIX OPTaHWYECKUX M JIEKApPCTBEHHBIX CpEeACTB. Tak, A
HEOONBIINX MOJIEKYJ JIEKapCTBEHHBIX CpEACTB, IOHMMAaHHE MEXaHU3MOB,
OTBETCTBEHHBIX 32 COPOLIMIO MAPOB BOJBI, SBJIIETCS HauOOJee BaKHBIM BOIIPOCOM,
IIOCKOJIBKY BOJa, IIPOHHKAas B O00BEM JIEKapCTBEHHOI'O CPEICTBA, MOKET
CYIIECTBEHHO H3MEHUTh €ro (PU3UKO-XUMUYECKHUE CBOWCTBa. Tak MPOBOISATCA
UCCJIEIOBAaHMS TUAPATALMHM IMOBEPXHOCTH Marepuana JEeKAPCTBEHHBIX CPEICTB,
IPOBOAUTCA pa3pabOoTKa HOBBIX JIEKAPCTBEHHBIX CPEACTB C  3aJaHHBIMU
XapaKTepUCTUKAMU PACTBOPUMOCTHU, OMOAOCTYITHOCTH, MOJABUKHOCTH U T.J. [146 -
152].

HccnenoBanue mporeccoB copOLMU BOABI MPOBOASATCS M IpU pazpadboTke
HOBBIX JKOJIOTUYECKH YHCTHIX MarepuayiioB. Hampumep, mpu pa3paboTke HOBBIX

YIHAKOBOYHBIX MATCPHUAJIOB HCCICAYCTCS SABJICHHC COp6I_[I/II/I BOJAbI ITOJIUMCPOM —
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MaTepuajoM YHaKOBKH, KOTOPOE COYETaeT B cebe aacopOIMi0 HAa MOBEPXHOCTU
nonuMepa W abcopOumio BHYTph mnoiuMmepa [153]. Tak, Obulo mNpeaIokeHO
UCIIOJIb30BaTh B KaueCTBE YIAKOBKUM O€3BpeHbIE CbhEIOOHBIE MaTepHuabl,
W3TOTOBJIEHHBIE U3 MOPCKUX PACTEHUH, ITOCJIE BBISBICHHS UX YHUKAJIbHBIX CBOMCTB
- coxpaHeHue (GOpMbl yMaKOBKM NPHU BO3ACHCTBUU BOJSHOTO Mapa, MpHU 3TOM
pacTBOpUMOCTh B Boje. [154], wim B KadecTBE MaTepUaloOB sl YIAKOBKHU
UCCIIEYIOTCSI TOJIMMEPBI Ha OMOJIOrM4eCKON OCHOBE, TaKUE KaK OCJIKHU U YTJIEBO/IbI,
MIOCKOJIBKY ~ SIBJISIFOTCS  BO3OOHOBIISIEMBIMM M OMOpA3iiara€MbIMU  ChIPEBBIMU
MaTepralaMM JJIsl YCTOWYNBOW YIIAKOBKH NMHILEBBIX NPOAYKTOB. OTHAKO OAHOU U3
KJIFOUEBBIX TMPOOJIEM, TO3BOJISIIONIMX HIMPOKO HCIOJIB30BAaTh 3TH MOJIUMEPHI —
CUJIBHOE CPOJICTBO K BOJSHOMY Iapy M BHOBB HMCCIEIYIOTCS MPOLECCH coOpOUUU
BO/JIbI TTOTMMepamu [ 155, 156].

Uccnenyrorcss 3aKOHOMEPHOCTH TOTJIONIEHHS] BOASHBIX MTAPOB yTJIEM, B TOM
YUCJE COACPKAIMMM HEOPraHWYECKME MHMHEPAIBbHBIE NIPUMECH, B  LEISX
NpeAOTBPAICHUSI CAMOBO3TOPaHUs YIJIEH MpU NMEPEBO3KE U CKIIAAUpPOBaHUM [157-

160].

1.4 OcoGeHHOCTH CO31aHMSI M NPUMEHEeHHUsI pedepPeHTHBIX METO/0B
(MeToauK) aHAJIU3A

1.4.1 Wcropus pa3pabOTKH W NpPUMEHEHHS DebhEPEHTHBIX METOJIOB B

KJIMHUYCCKON JUATHOCTUKE U Ha6ODaTODHOI>JI MCAMIIMHC

3ajmaya BbIOOpAa METOAMKH, NPHUMEHSEMON B KayecTBE ONOPHOM NpH
pa3paboTKe HOBBIX METOJIOB M CpPEICTB HM3MEPEHM, YCTAHOBJICHHUE €€
XapaKTEPUCTUK CUCTEMATHYECKOM MOTPEIIHOCTY — 3a/1a4a HEe YHUKAIbHAs!, U MOXKET
ObITh pEIICHa B paMKax pa3padOTaHHOW B KOHLE NPOUUIOrO CTOJIETHS M 3a
IIOCJIEJHUE TOJbl HaUleAIIeld NOCTATOYHO IIMPOKOE IIPUMEHEHUE B IIPAKTHKE
KoiauuecTBeHHoro xumuueckoro ananmu3a (KXA) wupeonorunm pedepeHTHBIX
METOJ10B (MeTOaHUK) (nasiee — PM).

HcTopuyecku  CIOXMIOCH TaK, UYTO OOBEKTHUBHAs HEOOXOJUMOCTb

pa3pabOTKu METOIMK M3MEPEHHI C MpHAaHWEM UM BBICIIETO cTaTyca B (pU3MKO-
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XUMUYECKAX, OWOXMMHUYECKUX W3MEPEHUSX B MEAWIMHE W KIMHHYECKOU
JMAarHOCTUKE, TMOSABWIACH paHee, YeM B TPAJUIMOHHBIX BUJAX H3MEpPEHUN
«pU3NYECKUX» BEJIMYMH, BbIpaxaeMbIX enuHuriamu cucteMbl CHU, mockoibky B
TPAJAMIIMOHHBIX  O0JIACTSX HW3MEPEHHM MPOCICKUBAEMOCTh PE3YJIbTATOB K
HAIMOHAJIBHBIM 3TaJIOHAM, MMEIOIUM IOJATBEPKIACHHYIO MPOCIS)KHUBAEMOCTh Ha
MEXIyHApOJAHOM ypOBHE, 00ECIEUYMBAaeTCS 3a CYET Pa3BUTOW METPOJOTHUYECKON
uHGPACTPYKTYphL. B 001aCTIX MONEKYJISIPHON OMOJIOTHUH, UMMYHOJIOTHH, TEHETUKA
U OMOXMMHH, 3a4aCTyl0 U B KOJIMYECTBEHHOM XHWMHUYECKOM aHaJIU3€, BBUIY
CJIIO)KHOCTH U MHOT000pa3usi 0OBEKTOB aHaln3a, ONpeAeTCHUs KOMIIOHEHTOB B
CJIOKHOM MaTpulle, HAIUYUS B METOJMKE KOJMYECTBEHHOTO aHallh3a 3JIEeMEHTa
UACHTU(PUKALIMK, OTCYTCTBHS 3TajoHa MOJsS, 3aJadya METPOJOTHMYECKOU
MPOCIIC)KUBAEMOCTH €II€ HE peIleHa U B HACTOSIIEE BpEMs SIBISETCS BEChMa
aKTyaJIbHOM.

ITo JTAHHBIM pa3paboTUYHKOB MEXAYHapOIHOIO CTaH/AapTa,
pErIaMeHTUPYIONIETO aHaliu3 OHOJOTUYECKUX OOpas3IoB TMPH  IPOBEIACHHUH
nuarHoctukd in vitro ISO 17511:2003 [161], B 001acTH KITUHUYECKOW JUATHOCTUKH
HacuuThIBaeTcst  Oojee  IIECTUCOT  IOKa3aTesleld  CBOWCTB M COCTaBa,
POCIEKUBAEMOCTh KOTOPBIX K eauHuiaM CH He MOXeT ObITh JIOCTOBEPHO
yCTaHOBJIeHA. Pellienrem nanHoit 3agaun 3aHuMaroTca OObeIMHEHHBIM KOMUTET MO
npocnexuBaeMocTu B tabopatopHoit meauiuue (JCTLM), [IpogoBonbcTBeHHAsS U
cenbcKkoxo3siicTBeHHass opranmsaunn OOH wu  BceemwupHas  opranuzanus
sapaBooxpadHeHuss (BO3). OcnoBHas 3amaya JCTLM — obecrnieunuBaTh
cootBeTrcTBUEe TpeboBanusiM JupexktuBbl EBpomnelickoro Ilapnamenta m CoBera
EBpormbl, KacarIerocsi Cpe/cTB Jad0paTOPHON NTUATHOCTHKHU, pa3pabOTaHHBIX U
npUMEHsIEMbIX pedepeHTHRIX MeTOAMK [162], a Takke pedepeHTHBIX MaTEPHUATIOB
(cTaHmapTHBIX 00pPA3OB), MPUMEHSIEMBIX B paMKaXx JIabOpaTOpPHON THUArHOCTHUKH.
Ha caiite JCTLM [163] pa3memieH mnepedyeHb pePepeHTHbIX METO/IUK,
BKJIIOYAIONINK nHPOpMaluio 00 aHamuTax, 00BEKTaX, pa3paboTUMKax, METOIax
U3MEPEHUN U COOTBETCTBYIOIIUX JOKyMEHTaxX (myonukanusix). Ilepeuenp Bkitoyaer

201 pedepeHTHYI0O METOAWKY, KOTOPHIC TMPETHA3HAYCHBI IS OIpPEACICHUS
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KOMIIOHEHTOB B JTHO(DUIN3NPOBAHHOM, CBEKEH UITH 3aMOPOKEHHOM CHIBOPOTKE WIIH
IUIa3Me uYeloBeKa M B ApPyrux Ouosornyeckux Marepuanax. Ha caiire
MexayHnapoaHoro Oropo 1o Mepam u BecaM [ 164] pa3MeleHbl NOpsIKU U KpUTEpUU
orObopa myOIMKyeMbIX pe(epeHTHhIX METOJWK U CTaHIAapTHBIX OOpa3IoB.
OCHOBHBIM (AaKTOpPOM Ul BKJIKOYEHHMS B IIE€PEUEHb PEPEPEHTHBIX METOJOB
SBJISICTCA  TOJIOKUTEIBHBIA  pPE3yJIbTaT OKCHEPTU3bl, IPOBOAUMOM T'PYNIION
Ha3HAYEHHBIX JKCIEPTOB HAa COOTBETCTBHE MEXAYHApPOJHBIM CTaHAApTaM
ISO 15194:2009 [165] m ISO 15193:2009 [166]. Tepmun PM BBenen
MEXIyHapoAHbIM cTtangaprom [167] «PedepentHass meroamka wu3MeEpeHUs
(reference measurement procedure): MeToauka u3MepeHMs, NpHU3HAHHAs Kak
Jarolas  pe3yJbTaThl, NPUTOAHBIE [UJII HX HCIOJIb30BAHUS TIPU  OIEHKE
IPABUWIBHOCTH PE3YJIbTATOB M3MEPEHHUs, IOJYyYEHHBIX OT JPYTMX METOAMK
U3MEPEHMS 111 BEJIMUUH TOTO XK€E poJia, AJIs KaTMOPOBKU WM JUISl XapaKTEPUCTUKU
CRM (cepTuduuupoBaHHbIX CTaHAAPTHBIX 00pas3noB)». B crammapre ISO 15193
[166] MOJYEPKHYTO  paznuuue  Mexay PM gng sMompudeckux
(zuddepeHMaNbHBIX) U pallMOHANBHBIX BenuuuH. baza pganueix JCTLM s
KJIacCU(UKAIMU BBICIIETO YPOBHS pe(PEpEeHTHHIX MaTepHaloB M pedepeHTHBIX
METOJMK U3MEPEHUN BKIIFOYAECT TPU CIIUCKA.

Cmucok 1. CeprudunmpoBannbie pedepeHTHbIE MaTEepHAIBl U peepeHTHBIE
METOJUKHA W3MEPEHUHN, Ui TOYHO ONPEJEICHHBIX XUMUYECKUX OOBEKTOB WIIU
MEXAYHapOIHO-IIPU3HAHHBIX pePEPEHTHBIX ONPEECIIIONUX METO0B U3MEPEHU.
PedepenTHble MaTepranbl 1 METOJIMKH U3MEPEHMI, BKIIFOUEHHBIE B 3TY KaTErOPHIO,
3TO METOAMKHU, KOTOpblE 00ECIEUMBAIOT 3HAUCHUS, IPOCIEKUBAEMBIE BILJIOTH 10
enuaul; CH; Hampumep, 3J€KTpPOJIUTHI, (PEPMEHTHI, MpPEnapaTbl, METAOOIUTHl U
cyOCTpathl, HEMEeNTHAHbIE TOPMOHBI M HEKOTOPbIE OEKH.

Crucok II. PegepentHbie MaTepuansl, A1 KOTOPBIX 3HAYEHUS M3MEPSIEMbIX
BEJIMYMH HE SBIIAIOTCS MPOCIIEKNBAEMBIMU, HO Ha3HAYEHHBIE UITU [TPOCIIEKUBAEMbBIE
K COINIACOBAHHBIM Ha MEXIyHAapOAHOM YPOBHE NIPOTOKOJAM, HalpHUMep,
pedepeHTHbIE MaTepuanbl Uil TUIMHPOBAHUSA KpPOBU, (HaKTOPBI CBEPTHIBAHUA,

HYKJICMHOBBIC KUCJIOTBI 1 HCKOTOPBIC OEJIKU U YMCTHIE BCIICCTBA.
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Crmucox III. CeprudunupoBannsie pedepentnbie Mmarepuansl (Certified
Reference Materials) i1 HOMUHAJIBHBIX (HEpa3MEPHBIX) CBOMCTB.

[Tpouenypsrl JCTLM, MPEANUCAHHBIE JUTSt Xapakrepusaluuu
CepTU(PUIMPOBAHHBIX PEPEPEHTHBIX MATepUaJIOB M METOAUK pedhepeHTHBIX
U3MEPEHUM, MOJJIeKAIIUX BKIOYEHUIO B CIHCKM, KaK METOJUK BBICHIETO
METPOJIOTMYECKOI0 NOopsAKa, u3oxensl B 1okyMente JCTLM WG1-P-01 [168].
[Ipouiecc TpoBepKHM ¥ YTBEPKACHHS HOMUHAIBHBIX CEPTUHUIIUPOBAHHBIX
pedepeHTHBIX MaTepuanoB U pePEepPEeHTHBIX METOJIUK HU3MEPEHUH - B JJOKYMEHTE
JCTLM WG1-P-02 [169].

[Tponieaypa JCTLM npuszHaHusi METOUKH pedEpeHTHOU SABIAETCS B O0IIEM
clydae TpeaycMaTpuBaeT Mmojady pa3pabOTYMKOM 3asiBKM, Ha3HAYEHUE TPYIIIbI
HE3aBHUCHMBIX JKCIEPTOB, IPOBEICHUE SKCIEPTU3bI, BbIJAYYy PEKOMEHIAINM,
npunsatue pemenuss CekperapuatoMm JCTLM o BriaoueHnn pedepeHTHOU
METOJMKU B mepedeHb. Kpurepuu s TpU3HAHUS METOIUKH pPePEpeHTHOU
COOTBETCTBYIOT mpuBeaeHHBIM B ISO 15193:2009 [166]. Eciu pa3paboranHas
METOJMKa COBMAJaeT IO HA3HAUCHHIO C paHee NPU3HAHHOM METOAMKOH, TO
TpeOyeTCs AEMOHCTpAIIUS CTETIICHU WX YKBUBAJICHTHOCTH B cOOTBeTCTBUH ¢ [170].

1.4.2 Hay4dHbl€ OCHOBBI CO3JaHUS DCd)CDGHTHBIX MCTOJO0B XHUMHYCCKOI'O

aHaJIM3a

Anroput™m  oOecriedeHHs]  MPOCIEKUBAEMOCTH  3aJIO)KEH B CaMOM
(dbopMyIMPOBKE TEPMUHA MPOCIEKHUBAEMOCTB!

Mertponoruyeckass mpociuexuBaemoctb [171] - CBoiicTBO pe3ynbTaTa
U3MEPEHUsI, B COOTBETCTBUM C KOTOPBIM PE3YJbTAaT MOXET OBbITh COOTHECEH C
OCHOBOH [IJIi CpaBHEHHS 4Yepe3 JIOKyMEHTHPOBAHHYIO HEPa3pBIBHYIO IEMOYKY
KaJMOPOBOK, Ka)KJasi U3 KOTOPBIX BHOCUT BKJIaJl B HEONPEIEIEHHOCTh U3MEPEHUSI.

[TocTpoenue 1enu kanuOpPOBOK AJis, HAIPUMEDP, JIMHEHHBIX MU3MEPEHUN WU
U3MEpPEeHHI Macchl — TpUBHANIbHAS 3a1ava. [ ompeneneHus coctaBa BEIIECTB U
MaTepUasoB, BHIMOIHIEMbIX TPAIULIMOHHBIMU METOAAMH aHAJIN34, JJI IOCTPOCHUS
Henu KanuOpoBKH HEOOXOIMMO NMpUMEHEeHHE cTaHAaapTHbhIX obOpa3uoB (CO). Tak,

Hanpumep, CO pacTBOpOB aHamuWTa — I HOCTPOCHUS TI'PagyHpOBOYHOU
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XapakTepucTuKky, U Marpuunsle CO — I NMPOBEPKU BCEU NMPOLEAYpPHl aHAIU3a,
BKJIIOYAsl 3Tan NmpoOonoaroroBku. OTAENbHON aHATUTHYECKOW 3ajaueil B TaKHX
Clyyasix SBJSETCA BbBIABICHHE BIMSIONIMX (PAKTOpPOB Il  OLICHUBAHUSA
COCTABJISIFOLIMX HEONPEIEIEHHOCTH IIPU Iepeaade 3TATOHHOro 3HaueHus ot CO —
TO U HECOOTBETCTBHUE MATPHUIIBI U YPOBHS AUCIEPCHOCTH, U BOMPOCHI MOJTHOTHI
U3BJICYEHUS, U OTPAaHUYECHUS IpUMEHsieMoro metona. B cimydae orcyrereus CO — B
LENOYKE MPOCIEKUBAEMOCTH MOXET ObITh B KauecTBE OJHOM W3 CTYNEHHU
UCIIOJIb30BAaHO KAJIMOPOBAHHOE CPEICTBO U3MEPEHUI WIIM KOMILIEKT 000pY10BaHUs
JUIS peain3alnd MeToauku. Ho m 310 He camas CiokHas I penieHus 3azada.
OcHoBHOM TpoOeMoil siBIsieTCs cOOMI0JeHUE uepapxuu (TpedoBaHMil 3amaca 1o
TOYHOCTH) M TMPOCTEKUBAEMOCTH IO H3MEPSIEMON BEIUYMHE — MACCOBOM J0JI€
(MaccoBOM KOHIIEHTpAIMU) aHAIUTA. (TI0 €IMHUIIE TOTO KE POJia),

Knaccudukanus MerogoB (METOAMK) aHalv3a IO CTENEHU JAOCTOBEPHOCTU

npenacTasiieHbl Ha pucyHke 1.1 [129].

Meronvka CKpUHUHTa B

KOHTpOJII)HaH MCTOJHKA

IIpremouHast meTonuka

ULO0Hd290100Y

CrangapTHas METOJIMKA

HOpMaTI/IBHaH MCTO/JHKa

HWHIALO QUHIAIIITd0II

Pedepentnas metoauka

[lepBuunas pedepeHTHass METOIUKA V

Pucynok 1.1 — MeTonuku aHanu3a ¥ NOBBIIIEHUE CTENIEHH I0CTOBEPHOCTH

JlaHHBIN MOJXO0JI OCHOBAH Ha JOCTOBEPHOCTH — HAa COYETAHUM CJICAYIOIINX
(GakTOB: TOCNEJACTBUN HENPABWIBHBIX PEIICHUH, MPUHATHIX MO METOAMKE, LETU
IPOBOJMMOTO aHaliM3a, BPEMEHH, 3aTpayMBaeMOM Ha aHaju3, HE0O0XOIUMOTO
CHEUAIN3UPOBAHHOIO 00OpYIOBaHUsA, IE€PCOHANIA, CTOMMOCTH aHalIW3a, W,
HAKOHEIl, CTETEeHH NPOopadOTaHHOCTH (Banujanuu) MeToAuKu. be3ycnoBHO, co
CTEIEHbIO JOCTOBEPHOCTH PACTET CTENEHb MPOPAOOTAHHOCTH METOJAUKU U YPOBEHb
ee TOYHOCTH. W 1151 CKpUHUHTA, JIJIs1 KOJIMYECTBEHHOW WIIM KaueCTBEHHOM METOIMKU

KOHTpPOJIA, OJIA oOecreyeHus MMPOCICIKNBACMOCTH MOI'YyT OBITH HaﬁHCHBI CO ¢
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XapaKTepUCTUKOM, AaTTECTOBAHHOW, HAIPUMEp, C HCIOJb30BAHHEM CTaHAAPTHOU
MeToauku. Ho yem BblIllIe 10 uepapxuu, TeM ciaoxkuee pazpadoratb CO, MOCKOIbKY
qutst xapakrepuzauuu CO HeoOxonuma Oosiee TOUHAsE METOJIMKAa U3MEPEHUH TOM ke
U3MEPSIEMON BEIWYUHBI (MAcCOBOM J10M (MAacCOBOM KOHIEHTpAlMK) aHAJIUTa), a
JUISl TPAIyUPOBKH NPUMEHSAEMbBIX UHCTPYMEHTAJIBHBIX METO/IOB, U MOCIEAYOUIETO
YCTaHOBJICHHSI TOYHOCTH METOJMKM BHOBb HEOOXOJUMMBbI HEKHE O0pasubl s
OIICHMBaHUS, U T.A. JlaHHBINA OAXOJ KOHEUYEH B IJIAHE NIPUMEHEHUSI €UHUIL] TOT'O
e pona. [Ipu 3TOM HAICTPOMKON HAL UEPAPXUEU NIEPENAY €AUHULL TOTO KE pOJa B
TOHKE 32 HAUBBICILIEH TOYHOCTBIO MOKET CTaTh METOAMKA, 3aBUCUMOCTb PE3yJIbTaTa
U3MEpPEHUN MO KOTOPOHl yCTaHOBJIEHAa HEKUM (DYHKIIMOHAIOM MpeoOpa3oBaHus,
c(OpPMUPOBAHHBIM  TOJIBKO  OCHOBHbIMM  eauHunamMu cucteMel CU u
dbyHIaMEHTAIbHBIMUA KOHCTAHTaAMU.

B cTpemiieHNH K TOBBIIIEHUIO TOYHOCTH U HAAEKHOCTH (MJIM, MOYKHO CKa3aTh,
HE3aBUCUMOCTH) ONIPEIEICHUS EUHUL BEJIUYHH U KIIACCHYECKHE BUIbl U3MEPEHUI
NEPELIN Ha BOCIIPOU3BEICHNE €IMHMI] C TIOMOLIBIO CIEIUATIBHBIX METOINYECKHUX
pelieHnii, UMEHHO TaK MOTYT OBITb NPOKOMMEHTHPOBAHbl MHOTOYHCIIEHHBIE
paboThHI MO TMEepeonpeIeICHUI0 SIUHUIIBI KUIorpaMma [Hampumep, 0030psl 172,
173]. YHUKa/IbHBIE HAYYHO-TEXHUYECKUE U METOIMYECKNE PEILICHHUS, TIOJIOKEHHbBIE
B OCHOBY NEPEOIPEACIICHHUs] €IMHULl OCHOBHBIX BEJIMYWH, €€ pa3, Hampumep,
Maccy, TpPHUBEIH, TOCIe IJIUTENbHBIX YCHIMH MO0 YCTPAHEHHIO (PU3NYECKUX
apreakToB W3 KanMOpPOBOYHOM IE€NU I KaXIOH M3 €IUHUL, BXOIAIIUX B
YPaBHEHUE CBSI3U 3aBUCUMOCTH 3HAYEHHUSI €MHUIIBI BEJIMYMHBI, BOCIIPOU3BOIUMON
OTUM JTAJIOHOM, K HJEE CO3JaHUs JTaJOHA, MPOCIEKUBAEMOTO TOJBKO MO
OCHOBOITOJIAraloIuX (PU3NYECKUX 3aKOHOB W MPHUPOJAHBIX (PyHIAaMEHTaIbHBIX
KOHCTaHT.

Jns cimywyas aHanM3a cocTaBa BEHIECTB M MAaTEPHAIOB  HUCKIIOYEHUE
apTe(akToB, MPEACTABIAIONUX COOOM UYHMCTbIe BEUIECTBA WJIM HaTypalbHbIE
MaTepuaibl, U MOCTPOCHUE IENH MPOCIECKUBAEMOCTH TOJBKO N0 (PU3MUECKHUX
3aKOHOB M (pyH/IaMEHTAJIbHBIX KOHCTAHT, HepeanuzyeMo. [lockobKy ornpeaenenue

CAWHHNIIbI BCINYKWHBI — COACPKAHUC KOMIIOHCHTA B BCIOCCTBC, IIPCAIIOIAracTt, B
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o01meM cirydae, HeoOX0IUMOCTh UACHTU(PUKAUKU 00BEKTa, BELIOOP METOIa aHAIH3a,
YCTAaHOBJICHHE CTEMEHU W3BJICUEHUS AaHAJIUTa, IMPOBEPKY PABHOMEPHOCTH €ro
pacrpeneneHus B mpo0e, 4TO U SABISIETCSA, MO CYTH, pePepeHTHBIM METOJO0M
(MeToAMKOMN).

CymiecTByeT psii JOKYMEHTOB, YCTAHABIMBAIOMIMX M (WJIM) OIMUCHIBAIOIIAX
CIIOCOOBI U MPOLIEAYPHI OLICHUBAHUSI METPOJOTMUYECKUX XaPAKTEPUCTUK METOIUK
[171, 174-179], oOCHOBHBIC yIOMHHAaeMble B HHUX CIIOCOOBI  OIICHKH
CHUCTEMaTUYECKOr0 CABUTra PE3YyJbTaTOB U3MEPEHUH, MOTYUCHHBIX [0 METOJIUKAM
Pa3HOrO YPOBHSI TOUHOCTH:

- CPaBHEHHE JIOCTUTHYTHIX PE3YJIbTATOB C APYTUMHU METO/IUKAMU;

- UCTIOJIb30BAHKE IAHHBIX BHYTPUIA00PATOPHON BaluJallUi METOIUKY;

- MEKJIA00paTOPHBIE CPABHUTEIIHHBIC UCTIBITAHUS;

- IpUMeHeHne pedepeHTHBIX MaTEepPHAIOB (CTaHAAPTHBIX 00PA3IOB);

- CUCTeMaTUYecKas OILIEHKA BKJIAJ0B OT (DAKTOPOB, BIUSIOIINX HA PE3YIbTATHI;

- OIIEHKa HEOIpPEIEICHHOCTH pe3yJIbTaTOB, OCHOBAaHHAs HAa Hay4YHOM
MOHUMAHUU TEOPETUUECKUX MTPUHIIUIIOB METO/Ia U MPAKTUYECKOM OIIBITE.

Yacth U3 MpEeUIOKEHHBIX MOAXOJA0B MPUMEHUMBI B OOJBINEH CTENEHU IS
METOJMK PYTHUHHBIX, HE TPEOYIOIMUX TMOBBIIIEHHOW TOYHOCTH (KaTeropui
HOpMaTUBHAas METOJWKa W Hike). [Ipu »ToM AeHCTBUTENBHO, MPEAyCMOTPEH
Cly4dail MOpsIMOTO COIIOCTaBIICHHS IOJYYEHHBIX PE3yJIbTAaTOB C pe3yJibTaTaMu
METOAUKH 0OoJiee BBICOKOM TOYHOCTH (Hampumep, pedpepeHTHOTO MeToa
(MeTonMKK)), 4YTO MO3BOJISIET HCKIOUUTh, mnpuMenenue CO. Ho, B ciyuae
HEOOXOMMOCTHU PETYIISIPHOTO KOHTPOJISI TOUHOCTH Pe3yJIbTaTOB pa3zpadbarbiBaeMon
METOJUKH, WA B cllydae HEOOXOAUMOCTH HEKOTOPBHIX YTOUHEHUH, JOMOTHEHUMH,
YIIYUIICHUH TOCJIe HEKOTOPOTO OIbITAa BHEAPEHUS, aHAIUTHK OYAET BBIHYXKIICH
BHOBb OOpaTUThCS K pedepeHTHOMY MeTony (METOIMKE), a MpH paclIMpeHUU
00JIaCTH TPUMEHEHHS CTAHIAPTHOW METOAMKHA — OyaeT BBIHYXKIEH J0padoTaTrh
pedepenTHBI MeTo1 (MeTOANKY). OncaHHbIe MPOOJIEeMbl HE BO3HUKAIOT B ClIydae
W3HAYaJIbHOTO BBIOOpa C€rMoco0a YCTAHOBJIEHHSI XapaKTEPUCTUK METOIUKUA C

ucrojibzoanueMm CO.
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[ToaTomy mpu pazpaboTke pedepeHTHOTO MEeToJa HEOOXOIUMO pEIICHUE
CJIENYIOIIMX OCHOBHBIX 3aJlady: BbIOOpa aJeKBAaTHOrO CrHocoba YCTaHOBIEHUS
XapaKTePUCTHUK, COXPAHEHUsI OajaHCca MEXK]y YMCJIOM 3BEHBLEB MU KATMOPOBOK,
TpeOyeMBbIX TPY103aTpaT U XapaKTEPUCTUK MPUMEHIEMOT0 000PYyI0BaHHUS.

C ydyeToM ocobeHHOCTEN Ha3HAYCHHS PePEPEHTHOIO METO/Ia — YCTaHOBJICHUE
XapaKTEPUCTHK JAPYTUX METOIOB (METOIUK) u3MepeHus wim xapakrepu3aius CO —
JUISl OIICHWBAHUS TMPOCIICKMBAEMOCTH, BO3MOXKHBIMU CIIOCOOAMH YCTaHOBIICHUS
METPOJIOTHYECKUX  XapaKTepUCTUK U3 paHee IEPEYUCICHHBIX, OCTalOTCS:
CHUCTEMAaTHUYECKash OIICHKA BKJIAJ0B OT (PAKTOPOB, BIHSIONIUX HA PE3yNbTAaThl, U
OIICHKH, OCHOBAHHbIEC HA HAYYHOM MOHUMAHUU TEOPETUYECKUX TPUHIIUIIOB METOIa
Y TIPAKTUICCKOM OIIBITE WIIH UX COUCTaHHUE.

Oranamu, MpeaBapsIONIMMUA YCTAHOBJICHUE XapaKTEPUCTHK METOJa aHajIu3a,
SBIIAIOTCS. BBIOOP METO/Ja M COOTBETCTBYIOLIEIO Crocoda MpoOONnoAroTOBKH.
Crnenyer BBIICTUTH €111€ OJUH HEOOXOAUMBINA ITAll aHATUTHIECKON PabOThI — BEIOOD
ONTHUMAJIbHBIX TapaMeTpPOB METO/Ja aHaiMW3a, BHIOOP YCJIOBUIM aHaIu3a,
NOATBEPKACHUE MPUTOAHOCTH JJIS MOCTABICHHOW 3amaun. M, HaKoOHell, dTamowm,
3aBepIIAIOIINM padoTy HajJ pedEepeHTHBIM METOJ0M (METOJIUKOM), JOJKHA OBITH
JEMOHCTpAlMsl Ha3HAYEHUS! — BO3MOXXHOCTU HCIIOJIB30BaHUSA pPa3pabOTaHHOIO
MeToja (METOANKH) B KAYECTBE OMOPHI JIs1 IPYTUX METOJUK (METOJIOB) aHAJIN3a.

1.4.3 TlopssnoK VTBEPXKACHUS W OCOOEHHOCTH METPOJIOTHUYECKOTO

obecrieueHus pedepeHTHBIX METOIUK

[Mopsmox yTBepxknenus pegepeHtHsix MetofoB B PO npusenen B [pukaze
Munnpomropra Poccun [180], Takyke B HEM yKa3aHbl OCHOBHBIE TPEOOBAaHHS K MX
npuMeHeHuto. [loMruMo opraHM3alMOHHBIX BOMPOCOB YTBEPKACHUS pedhepeHTHBIX
U MEPBUYHBIX peEepEeHTHBIX METOAUK, EPEUUCIICHBI CIEIYIOIINe TPeOOBaHUS 1O
METOIMYECKON YaCTH, MOBTOPSIIOIINE, COOCTBEHHO CIIOKHUBIIUIICS MEKyHAPOAHBIN
HOPAJIOK:

- NOJTBEPXKICHUE  OKBUBAJICHTHOCTH  MEPBUYHBIX  PePEPEeHTHBIX
METOAMK (METOJIOB) M3MEpPEHUH aHAJOTUYHBIM TEPBUYHBIM PEPEPEHTHHIM

METOMKaM (METOJIaM) U3MEPEHN HHOCTPAHHBIX I'OCY1apCTB,
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- HEOOXOMMOCTh  JKCIIEPUMEHTAILHOTO ONpPOOOBaHUS IPOLETYPbI
OPUMEHEHHUsI NEPBUYHBIX pPEPEPEeHTHBIX METOAMK (METOJOB) H3MEPEHUH Jis
OLICHKU IIPaBUJIBHOCTH PE3YJIbTATOB U3MEPEHUH, IMOJIYUYEHHBIX C UCIIOJIb30BAaHUEM
JIPYTrUX METOJUMK H3MEpPEHUH, B TOM 4YHCIE€ pe(EepeHTHhIX METOIUK (METOIOB)
VU3MEPEHNUN OJIHUX U TEX K€ BEJINYMH;

- JOKYMEHTAJIBHOE MTOATBEPKICHNE HAUBBICIIEN TOUHOCTH PE3YyJIbTaTOB
m3Mepennit B Poccuiickoit  @enpepamnuu, 00eCHeUYMBAEMbIX —MEPBUYHBIMU
pedepeHTHBIMU METOIMKaMHU (METOJJaMH ) U3MEPEHH 6€3 NX POCIIEKUBAEMOCTH K
roCyJapCTBEHHbIM MEPBUYHBIM JTAJOHAM WM K [EPBUYHBIM  HTaJOHAM
WHOCTPaHHBIX I'OCYJ1apCTB,

- HKCIEPUMEHTAIbHOE ONpPOOOBAaHUE TOKYMEHTHUPOBAHHON MPOLEAYpPbI
KOHTPOJISL TOKa3zaTreled TOYHOCTH (BCEX COCTaBIIAIONIMX HEONPEeIeIeHHOCTH)
pE3yJIbTAaTOB U3MEPEHU.

BoiBoabl no riaase 1.

CnoxXHOCTh M MHOrooOpasue OOBEKTOB BIArOMETPUU JIENAIOT BEChMa
npo0JieMaTUYHONM BO3MOXKHOCTh pa3pabOTKU €IUHOTO0 METOoJa OINpeiesieHus
MacCOBOM O BOJBI U CO3JaHUE YHUBEPCAIBHOIO CPEACTBA U3MEPEHUN JaXe s
BELECTB U MAaTEPHAJIOB OJHOI'O arperaTHOro COCTOSIHHMSL.

OTCYTCTBYIOT pEKOMEHJALMU MO BBIOOPY METO/OB OIpeNeseHHUs] BOIbI B
3aBUCUMOCTH OT YHEPTreTUYECKUX COCTOSHUN U (DOPM CBS3H BOJBI C BEUIECTBOM, OT
KaMWUIIPHO-TIOPUCTON ~ WJIM, HAO0OpOT, aMOophHON CTPYKTYyphl OOBEKTa
BJIaTOMETPUHU.

[Ipu 3TOM pUMEHAEMBIX METOJIOB ONPEIEICHUS BOABI MHOXKECTBO. ClienyeT
BBIJIETIUTH JIB€ OOJIbLIME TPYIIbl — KAHOHUYECKHE METOMAbl: XUMHUYECKUH METOJ
TUTPOBaHUS peakTuBOM Duiiepa u rpaBUMETPUS; pa3HOOOpa3HbIE YHUBEPCAIbHbBIE
aHAJIM3aTOPbI, OJJHOM M3 U3MEPSEMbIX BEJIMYMH B KOTOPBIX SIBISETCS COJECPKAHUE
BJIaTH, ¥ DKCIIPECCHBIC BIIarOMephl, OCHOBAHHBIE HA CIIEKTPAIIBHBIX, JIEKTPHUYECKUX
U IPYTUX METOAAX aHaIu3a.

[IpuHIMI NEHCTBUS YHUBEPCAIbHBIX aHAJIU3AaTOPOB, KaK MPAaBUIIO, IOCTPOEH

Ha HU3MCPCHHUU CBOMCTBA BCIICCTBA, CBA3AHHOTO C COACPKAHHUCM B HCEM BOJIbI,

53



CJIEIOBAaTEIbHO, OHU TPEOYIOT aJE€KBAaTHBIX CPEACTB HACTPOMKH (KaJIMOpPOBKH,
IpagyupoOBKH) TpPH IYCKO-HANAJIKe, a TaKXKe CPEACTB KOHTPOJIA B Tpolecce
JKCIUTyatauu. BpiOOp cpeacTBa HACTPOMKM aHalu3aTopa YHUBEPCAIBHOIO,
OTBEYAIOMIETO PEaJTU30BAHHOMY B HEM METOAy (Hampumep, CBETOMUIBTPHI IS
CHEKTpaJbHBIX METOAOB) HE JocTtaToyHo. Vcnonb3oBanue pabounx mpoo,
MPOAHATU3UPOBAHHBIX APYTUM METOAOM (Kak MPaBUJIO, OJJHUM U3 KAHOHUYECKUX )
JUISl TOCTPOEHHUSI JOCTOBEPHOM TpaJyHMpOBOYHOM XapaKTEPUCTUKH BIIOJIHE
BO3MOXHO, HO TpeOyercsa O0JbllIoe KOJUYECTBO pabouux MpoO, KOTOPbIE CMOTIJIN
Obl OTPa3uUTh BECh BO3MOKHBIM JMANa30H HE TOJBKO COJAEpP>KaHW BOIBI, HO U
M3MEHUYMUBOCTh MaTepuala (Harpumep, AJs MOCTPOeHUs padodeit rpayupoBOYHON
xapaktepuctuku 1 UK-ananuzaropa 3epHONPOIyKTa, KaK MpaBuio, TpeOyeTcs He
menee 50 HabopoB 3Hauenwuii). [Ipobrema crnepKuBaHus BHEIPEHUS COBPEMEHHBIX
aHAJIM3aTOPOB MOKET OBITh PEIlIEHa C MCIOJIb30BAHMEM CTaHIAPTHBIX OOpPA3IOB,
UMEIOIIUX 3amac Mo To4yHOCTU. [  yCTaHOBJIEHUS  METPOJIOTHYECKHUX
xapakrepuctuk CO corjmacHo oOmenpuasTomy moaxoay [181-183], B cBoro
ouepe]ib, He0OX0IUM BBIOOP METO/a ONpeIeICHUs BOIBI.

Kanonunueckne MeTonpl aHaiu3a TPeOYIOT CPEICTB KOHTPOJSI TOYHOCTH
noJiy4aeMbIX pe3yibTaToB. Kpome Toro, Bce dyalle B aHAJIUTUYECKOW MPAKTUKE
BO3HUKACT 3aJaya CPABHEHUs PE3yJbTATOB HM3MEPEHUWA MACCOBOW JOJU BOIBI,
MOJIYYCHHBIX Pa3HBIMH METOJAMHU B PA3IMYHBIX TAOOPATOPUIX, OCOOCHHO B CIydae
OIICHKM COOTBETCTBHSI WJM TMPU OMNpEJEIECHUU TOBaApHOM Macchl maptuu. B
yKa3aHHBIX CIy4yasx HAWIY4IIAM pelieHueM OyneT Ju00 BBICOKOTOUYHBIH METO.
(MeToauKa), OO CTaHIAPTHBIN 00pasel], YTO MO3BOJUT BHIIIOJHUTEL 00s3aTEIIbHbBIC

TpeOOBaHMS 10 METPOJIOTHUYECKOM MPOCIEKUBAEMOCTH.
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I'maBa 2. O0beKTHI HCCICA0BAHUA, 000PYA0BAHNE, PEAKTUBBI

MaTepuaJIbl

2.1 O0BLeKThI HCCJIeA0BAHMI

Jliss  meMOHCTpaluu MHOTO00Opa3usi OOBEKTOB BIIATOMETPUH BHIOpaHBI
CICNYIONIME BEIIeCTBA W MAaTEpHalbl: BBICOKOYUCTHIC COJU JIAHTAHOWJIOB,
dbapmaneBTUYECKHE CYOCTaHIIMU, MHUIIEBbIE MPOIYKTHI, TBEPJAOE MHHEpAIHHOE
TOIUTUBO, KaXJbId W3 KOTOPBIX JEMOHCTPHUPYET pa3IUYHbIE MEXaHHU3MBI
CBSI3BIBAHUS BOJIbI, KAK XUMHUUYCCKHU-CBA3aHHYIO BOAY (BOAY KPHCTAJJIOTHUIPATOB),
Tak ¥ (U3MUECKHU-CBSI3aHHYIO M CBOOOJHYIO BOoAy. BemiectBa pa3sHooOpasHbl 1O
COCTaBy, IMPOWCXOXKICHHUIO, CIIOCO0Y 0Opa3oBaHUS CBS3EH BOJBI CO CKEJIETOM
BEIIECTBA, OTCYTCTBYET KJIIACCU(UKAIIHSI, TIO KOTOPOH BO3MOXKHO (POPMATTU30BAHHOE
00BEIMHEHNE UX B TPYIILY.

2.1.1 Heopraunueckue BENeCTBa BHICOKOW YMCTOTHI

[TonaBnsromniee OOMBITUHCTBO TEXHOJIOTHH TIPOU3BOJCTBA W CHOCOOOB
OUYHCTKHM YUCTHIX HEOPTaHMYECKUX BEILECTB MCIIOJIb3YIOT BOIY, BOJIHBIE PACTBOPHI
u BoasHblie mapbl [184, 185, 186]. MHOXECTBO HCCIEAOBAaHUN MOCBSIICHO U
BOIIPOCaM CIIOCOOOB M TEXHOJIOTHH kpucTtaun3anuu. OT cnocoda KpucTamin3anuu
3aBUCHUT Kau€CTBO MOJIyYaeMbIX KPUCTAJIJIOB, a TAKXKE JajdbHEHIas UX ClIOCOOHOCTh
K ariioMepauuu. [Ipu 3TOM a1 MEIKUX KPUCTAJUIOB XapaKTepHA arjioMepauus u
3axBar Boabl [187, 188]. Ilpum mnpou3BOACTBE KPUCTAIIOTHUAPATOB pPA3IUYAIOT
CBOOOMHYIO (COpOMPOBaHHYI0 Ha TIOBEPXHOCTH TBEPABIX YACTHI[ WJIH WX
arJiIoMepaToB WM 3aXBAYEHHYIO C MATOUYHBIM PACTBOPOM B XOJI€ POCTA KPUCTAILIOB)
U XHMHYECKU-CBSI3aHHYIO BOJAY, HaXOJAIIYIOCS BO BCeM OObEMe BellecTBa.
M3BecTeH moaxoa K pa3fedbHOMY OMNPENEICHUI0 BOJbI METOJAOM THUTPOBAHUS
peaktuBoM Puiiepa [130], Takke U3BECTHO MCIIOJIb30BAHUE TPABUMETPUUYECKOTO
METOJ]a, BO3MOXHO, CTYMEHYATOM CYIIKH, JIJIi TTOOYEPETHOTO BBIJICICHUS BOJbI
CHadala ¢ 6ojiee c1abbIMU CBS3SIMH, a 3aT€M, C XUMHYCCKUMH [92].

JIJIsl OLIEHKH YUCTOTHI COJIeH JTaHTAaHOUJIOB UCIOJIb3YIOTCS METO/IbI aTOMHO-
SMUCCHOHHOW  CIIEKTPOCKONIMU U  MACC-CHEKTPOMETPUU C  Pa3IUYHBIMU

HNCTOYHHNKaMH B036y}K,ZICHI/I51 CIICKTPOB, PC3YJIbTATOM HCIIOJIB30BAHHUA KOTOPBIX
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SIBJISICTCS] DJIEMEHTHBIN COCTaB BemiecTBa. Tabmuma 3.1, WnTocTpupyer pe3yibrar
ompeJeseHus] MOJHOrO MPUMECHOTO COcTaBa OpoMHMJia JIaHTaHA, MOJYYEHHOTO B
HcnpiTaTeTbHOM aHAIUTUKO-CEPTU(DUKAIIMOHHOM LIeHTpe [ upeamera,

Tabmuna 3.1 — IlpumecHslii cocTaB OpoMmaa JaHTaHA, OMNPEIEICHHBIN
METOJIOM HCKPOBOM MAacC-CIEKTPOMETPUM HA MAaCC-CIIEKTPOMETPE C JBOMHOMU

(hOKYyCUPOBKOM, pe3yabTaThl MIPEACTABICHBI B YACTSIX Ha MUJUTHOH (ppm)

DneMeHT ppm Macc DnemenT ppm mace DiIeMeHT ppm macc
H ND Zn 0.06 Pr 1
Li 0.03 Ga <0.003 Nd <0.05
Be <0.001 Ge <0.003 Sm <0.05 |
B 0.05 As 0.03 Eu <0.05
(& ND Se < 0.005 Gd <0.05
N ND Br OCHOBA Tb <0.05
O ND Rb <0.005 Dy < 0.05
F 2 Sr <0.01 Ho <0.05
Na 2 Y <0.01 Er < 0,05
Mg 0.3 Zr <0.01 Tm <0.05
Al ND Nb* ND Yb <0.05
Si 1 Mo <0.01 Lu <0.05
P 0.1 Ru <0.01 Hf <0.05
N 1 Rh <0.01 Ta* ND
Cl 60 Pd <0.01 W <0.06
K 4 Ag <0.0] Re <0.06
Ca 10 Cd <0.0] Os <0.06
Se < 0.003 In <0.01 Ir <0.06
Ti < 0.003 Sn <0.01 Pt <0.06
V 0.1 Sb <0.01 Au <0.06
Cr 0.1 Te <0.01 Hg <0.06
Mn < 0,003 I 1 Tl <0.06
Fe 0.1 Cs <0.01 Pb <0.06
Co <0.003 Ba <0.03 Bi <0.06
Ni < 0.003 La OCHOBA Th <0.06
Cu 0.4 Ce 3000 U < 0.06

B kadecTBe OOBEKTOB HCCIIEIOBaHUS BBIOPAHBI KPUCTAJLUIOTHAPATHI COJEH

JaHTaHOUJ0B, BeIyckaeMble OO0 «JIAHXWT».

2.1.2 @apmMmaneBTHUECKUE IPENapaThl

AHanmu3 (apManeBTHYECKUX CYOCTaHIIMI Ha COJEP)KaHUE BOJbI HMEET
cleAyrolme OCOOCHHOCTH: COpOMpOBaHHasE BOJa MOXET MPUBOJUTH K
HEXKEJIaTeIbHBIM H3MEHECHHUSIM MUKPOOHOJIOTHYECKOTO cOCTaBa hapMaIieBTUIeCKOn
cyOcTaHIMH, BOJA SIBIISIETCS OJHUM M3 OCHOBHBIX NMPUMECEH TpPU ONpEeICHUU

MacCOBOM J0JIM OCHOBHOT'O BEIlleCTBAa MeToJla maTepuaibHoro Oamanca «100 %

56



MHUHYC CyMMa IpUMecei», OCHOBAHHOI'O Ha pacyere M0 pe3ysbTaraM U3MEpEHU
oTaenbHbIX rpynn npumeceit [189, 190]. Conepxkanue npumeceii, B TOM 4uCiie U
BOJIbI, CBS3aHO C YCJIOBUSIMU CHHTE3a, TPAHCIOPTUPOBKHU, XPaHEHHUS U BIIMSIET Ha
dapmakonorudyeckoe aeiictsue [191-194]. Kpome TOro, mmpoko mpuMeHSEMbIM
METOJIOM OMpEJIEJICHUSI MACCOBOM JIOJIM OCHOBHOTO BellecTBa (hapMaleBTUYECKUX
cyOcranmmii  siBsieTcss  xpomarorpadwus, 60 TUTpuMetrpusa. OrpaHuydeHUe
XpoMarorpaduueckoro MeTojaa CBSI3aHO C HEOOXOJIMMOCTBHIO MCIOJIb30BAHUS IS
kanmuopoBku CO YUCTOro BEUIECTBA, KOTOPBIA B MOJABIIAIONIEM OOJBUIMHCTBE
ciIyyaeB OTCyTCTByeT. HegocTtaTkoM HMCIONb30BaHUS TUTPUMETPUUECKOTO METOJA
SIBJISICTCSI €T0 HECENIEKTUBHOCTD [195, 196]. B 3aBUCMMOCTH OT cOCTaBa U CBOMCTB
(dapmaneBTUYECKONH CyOCTaHIIMM HEpPEIKO BbIOMpaeTcs XpoMarorpaduueckuit
METOJ U cTaBUTCA 3ajada pazpadbotku CO uucroro BeuiectBa. U, HakoHer, eie
OIHOM  3ajaued, ABIAETCS  OJHOBPEMEHHOE  OMNpEJEIeHHE  OCTATOYHBIX
OpraHUYEeCKUX PpaCTBOPUTENEH (3TO TaKK€ OTHOCUTCA K OJHOW M3 OCHOBHBIX
IpUMECEii) U BOJIBI.

Oco0OeHHOCTH onpeeneHus BoAbl B (DapMalleBTHUECKUX CYOCTAHIIUX:

- 3aJla4yM, pelaeMble PY aHAIN3€ — OJHOBPEMEHHOE OIPEAEIIEHNUE BOIbI
U OCTAaTOYHBIX OPraHUYECKUX PACTBOPUTENICH (TEMIIEpaTypbl KUIEHUS KOTOPBIX
HWDKE WU TIPAKTUYECKU PABHBI TEMIIEPAType KUTIEHUS BOJIbI);

- HaJIM4YKE€ B COCTAaBE KPUCTAJUIM3ALMOHHOU BOIbI;

— MHOroOOpazue  (apManeBTHUYECKHMX  CyOCTaHIMI,  3a4acTyio
HEU3BECTHOTO (MIEPEMEHHOT0) COCTaBa.

2.1.3 Ilumesrsie IPOIVKTEL.

Onpenenenne cojepKaHue BOJbI B NMUUIEBBIX NPOAYKTaX MPOBOAUTCA IPU
YCTaHOBJICHUH COJAEP>KaHUS TOKCHUYHBIX KOMIIOHEHTOB (Yallle YCTaHaBIUBAIOTCS B
IIepecuyeTe Ha CyXO€ BEILECTBO), ONPENEICHUU YCIOBUM M CPOKOB XpaHEHUs,
COZIEp’KaHUE BOJIbI BIIMSIET HA PEOJOTMYECKHUE CBOMCTBA TECTA, BOAA BIIMSET Ha
OpraHoJIENITUYECKHE CBOMCTBA MPOAyKTOB. KpoMme Toro, Boga sIBIS€TCS OAHUM M3

OCHOBHBIX (l)aKTOpOB, OTBCTCTBCHHBIX 3a HCXKCJIAaTCIbHBIC IIPOLCCChI
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CII)KMBAEMOCTH W CIIMIIAEMOCTH TOPOIIKOOOPA3HBIX MHUIIEBBIX MPOIYKTOB, IS
ATOTO MCCIIETYIOTCS U30TEPMBbI COPOLIMH BOJIBI.

NHTepecHO OTMETUTh, YTO CYyXHE€ MOJIOUHbIE MPOJIYKThI PAacCMaTPUBAIOTCS
KaK CMECh H30JI5iTa CBIBOPOTOYHOTO O€lika, BBICOKOMHUIICIUISIPHOTO Ka3eWHa U
MOPOIIKOBOTO KOHIIEHTpAaTa MOJIOYHOTO caxapa. VcciemoBanus mpoBOISATCA Ha
AMO(DUIN3UPOBAHHBIX  JIAKTO3bI/KAa3€MHA/CBIBOPOTOYHOTO  Oenka, a  3areM
MaTeMaTudeckas O0Opa0OTKa TIONYYEHHBIX pEe3yJIbTAaTOB HM30TEPM IO3BOJSET
MIPOTHO3UPOBATh MOBEJACHUE CYXOT0 MOJOYHOTO npoaykrta [197]. Unes pa3znenutsb
CyXH€ MOJIOYHbIE MPOAYKThl HAa COCTABJSIONIME IPU HCCIEAOBAHUU PATUUHBIX
CBOMCTB U (WJIM) MOBEACHUS TIPU BO3ACUCTBUSAX — HIUPOKO MPUMEHSETCS MOTOMY,
YTO COCTABJISIOLIME — Pa3HOOOpa3Hbl M Pa3IMYaIOTCs M0 CBOMCTBAM, MOTOMY, YTO
IIpU U3MEHEHUH COCTaBa HEaIIUTUBHO U3MEHSIOTCS CBOMCTBA, TOTOMY, UTO B CyXHX
MOJIOYHBIX TPOJIYKTaX pPa3IMyaeTcs IMOBEPXHOCTHBIM M BHYTPEHHHH COCTaBBHI,
KOTOpBIE OMPEACNAOT (PU3UKO-XUMHUYECKHE CBOWCTBA U  (YHKIIMOHAJIHHOE
noBefeHue. [Hampumep, 198-202]. WM3ydaroTrcsi u 0OpaTHbIE TMPOIECCHl —
Jeruaparaluy, NpUHIMIHATIbLHBIE KaK B JIa0OpaTOpUsiX, TIPU OIEHKE CBOMCTB U
cocTaBa IpH pa3pabOTKe HOBBIX MHIIEBBIX MPOTYKTOB MU OIICHKE COOTBETCTBUS
W3BECTHBIX MHUINEBBIX MPoaykToB. B pabdote [203] mpeacraBieH 0030p crnocoOoB
peruaparaiuu  MOPOLIKOB MHUIIEBBIX MPOJAYKTOB, HCIOJIb3yeMbIX Kak B
IIPOMBIIIVICHHOCTH TaK ¥ IIPH IPOBEICHUN JTA00PATOPHBIX UCCIIEIOBAHUIA, C 0COOBIM
aKLIIEHTOM Ha MOJIOYHbIE TIOPOIIKH, COCTaBJIAIONIME OCHOBHYI  4YacTh
KOMMEPUYECKHUX THUIIEBBIX MOPOMIKOB. HMEHHO MO3TOMYy B  HACTOSIIEM
UCCJIEIOBAHUU B KQUECTBE MIEPBOT0 00BHEKTA BEIOPAHBI MOJIOYHBIE TTPOTYKTHI.

Bona B MONOYHBIX MPOAYKTax SBJISIETCS HEMUTATEIbHBIM KOMIIOHEHTOM,
KOTOPBIN, OJHAKO, SBISIETCS OMPEACTSIOMmUM (HaKTOpoM (PUBHKO-XUMUYECKHUX
CBOMCTB M CTaOMJIBHOCTH MOJIOYHBIX MPOAYKTOB. Boga B KUAKUX MOJOYHBIX
NPOAYyKTaX, HalpUMEp, SBJISIETCS OCHOBHBIM PAacCTBOPUTEIEM BOJOPACTBOPHUMBIX
KOMITOHEHTOB, TAKUX KaK JIAKT03a, OCJIKM 1 MHHEPAJIbI, & TAK)KE BOJOPACTBOPUMBIX
BUTaMHUHOB, 0O0JIe€ TOro, BOJa B JIOCTATOYHON CTENEHU OMNpPENENseT BSI3KOCTb,

CTPYKTYpPY 3MYJbCHUM WM TEPMHUYECKHE CBOMCTBA, U HAKOHEI], BOJA BHOCHUT CBOU
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BKJIAT B OOJBIIMHCTBO TEXHOJIOTHYECKUX TPEeOOBaHMWIA TpU TMPOU3BOJICTBE
MOJIOYHBIX TIPOTYKTOB.

B chimyunx u macTooOpa3HBIX MOJIOYHBIX MPOAYKTaX BOJia HUMEET
PEIIAoIIYI0 POjIb B IIPoIieccaXx MUKPOOHOTO POCTa, YCTAHOBJICHUH CPOKA TOJTHOCTH
MPOAYKTa M BKYCOBBIX KauecTBaX. OJTHUM U3 BaXXHBIX CBOMCTB BOJbI SBIISIETCS €€
PaBHOBECHOE OTHOCHUTEJIbHOE JIaBJICHUE TMapa WM aKTUBHOCTH BOJIb. Boja Takxke
SBJISICTCS TUIACTU(UKATOPOM M MOXKET IMPUBOJIUTH K HM3MEHEHHIO (PHU3HUYECKOIO
COCTOSIHUS, MOJICKYJISIPHOM MOJBUKHOCTH U CPOKA FOJHOCTH MOJIOYHBIX MPOIYKTOB
C HU3KUM COJIEPKAHUEM BJIarv U 3aMOPOKEHHBIX MPOIYKTOB.

2.1.4 TorumBo TBEPIOE MUHEPAIBLHOE

N3BecTHO, YTO TOIJIMBO TBEPIOE MUHEPAIBHOE — YTOJIb KAMEHHBIN U OypbIi,
aHTPAIIUT, COCTOUT U3 YIJIepojaa, TUAPOGOOHBIX YIIEBOJAOPOIHBIX (PparMeHTOB, B
TOM 4Hucie andpaTrudeckue U apoMmaTuieckue GparMeHThl, a TAKKe TUAPOPUITBLHBIX
MUHEpaIbHBIX BEUIECTB M (PArMEHTOB OPraHUYECKOW CTPYKTYpbl C aTOMaMu
Kuciopoza u azora [76]. CoctaB yriieil 3aBUCUT OT CTENEHU MeTaMopdu3Ma yTiieH,
Tak, C pOCTOM MeTamop(du3Ma pacTeT TUIPOCKONUYHOCTL W BO3MOXKHOE
coaepxkanue Bojibl [77].

Jlist yrined xapakTtepHa Boja CBA3aHHas (BoJia MOPUCTOTO MPOCTPAHCTBA,
BOJbI KPUCTAJUIOTUAPATOB U MUHEPAIIOUIOB), a TAKXKE NOBEPXHOCTHOM Biaru [63].
[Ipu osToM Boma B mopax W Kamwuisipax - (U3MUECKHU-CBSI3aHHAS, BOJA
KPUCTAJNIOTUAPATOB U MUHEPAIOUIOB — XUMUYECKU-CBA3aHHAs BOJA.

XapakTepuCTUKH OOBEKTOB MCCIIEJOBAHUI MIPUBEIEHBI B COOTBETCTBYOLIUX
paszienax HACTOSIIIEr0 MCCIEOBaHUs, MOTOMY YTO MH(GOPMAIIMOHHBIA TMOUCK U

0630p IMOJIYUYCHHBIX JaHHBIX ABJIACTCA OJHUM M3 3TAIIOB p33pa6OTKI/I MCTOJUKH.

2.2 O0opynoBaHue, peakKTUBbI 1 MATEPHAJIbI

JUis  peanuzalMM  TEPMOTIPAaBUMETPUYECKOTO M KYJOHOMETPHYECKOTO
METOJIOB OIPEAEIICHNs] BOABI UCIIOIb30BAaHbl STAJIOHHBIE YCTAHOBKHU, BXOJSAIINE B
coctaB ['ocyaapCTBEHHOro NEPBUYHOIO JTaJOHA EAUHMII MACCOBOM NOIM H

MaccoBOM (MOJISIpHOM) KOHIIEHTPAIIMK BOJIBI B TBEPABIX U KUJKHUX BEIIECTBaX U
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matepuanax ['OT 173-2013 [2a — 8a], XxpaHUTENEM KOTOPOIO SIBISETCS Y panbCKui
HAy4YHO-UCCJICIOBATCIILCKUM ~ WMHCTUTYT  MeTpojorun —  ¢umuan  OI'VII
«Bcepoccuickuii  Hay4YHO-UCCIEA0BATEILCKUNA HMHCTUTYT METPOJIOTUM HMEHHU
J.1. MeHnnaeneeBay.

YcraHoBKa JUIS pealiM3alii TEPMOIPABUMETPUYCCKOTO METOAAa HAa OCHOBE

BO3AYIIHO-TSIIOBOM CYIIKH B COCTABE: CyninjibHas KaMmepa, OCHalllCHHAasA CUCTEMOM

perynupyemoii BeHTwisiiun FEDS53 Binder, cymmnbHas kamepa ¢ CUCTEMOM
BAKYYMHUPOBAHUS U KOHTPOJS YPOBHS BaKyyMa B IPOLIECCE U3MEPEHUH, MOJa4u
MHEPTHOTO raza B Kamepy cymkd VD53, KOMIIEKTHI aTlOMUHUEBBIX OIOKC
pa3nuuHoil BMecTuMocTU. Kamepsl OcHalleHbl KaauOpOBaHHBIMU YCTpPOMCTBaMU
3a1aHUS U KOHTPOJISI TEMITEPATYPBI.

IIponecc ompeneneHuss MAaccOBOM JOJIM BOJbI TEPMOIPABUMETPUUYECKUM
METOJIOM 3aKJIK0YAETCs B BHICYIIIMBAHUY BELIECTBA [IPU ONPEICICHHBIX YCIOBUAX B
TE€YEHUE 3aJJaHHOI0 BPEMEHHM M B3BEUIMBAHWU J10 W mocie cymku. C ydyeroMm
0COOEHHOCTEH aHanM3a — HeOOXOIMMOCTH UCTIOIb30BAaHUS Taphl 1JIs BHICYIIMBAHUS
— Maccy Tapbl M TOpOLEAypYy B3BELIMBAHUS Tapbl C aHAIM3HPYEMOM MpoOoii

BKJIFOYAIOT B YpPaBHEHHE, TOT/Ia (PaKTUUECKOE YpaBHEHNE TPUHUMAET BUJI:

=T,

m,—m
TJIe m; — Macca Tapbl ¢ HABECKOM J10 CYILIKH;
M2 — Macca Tapbl ¢ HABECKOM I0CIIe CYLIKH;
M3 — Macca Taphl.

YCTaHOBKI/I, PCAINIYVIOMNWEC XUMHYCCKHUC MCTOABI OITPCACIICHNA BOABI.

ABtomatnyeckuil Tutparop C20, 1BOMHOMN IIIATUHOBBIN AnnekTpoa DM 143-
SC, Becnl I (cnenuanbHOro) Kjiacca TOYHOCTH, MI€Yb JJI HarpeBa npood U MmojBoja
BBIICIIAIOIIECHCS TApOra30BO CMECH B STUEUKY JIJII THTPOBAHMSL.

ABtomarnueckuil Tutpatop T70 Mettler Toledo ¢ ABOMHBIM MIATHHOBBIM
anekTpogom DM 143-SC.

Merox BEICOKOTEMIIEPATypPHOM KYyJIOHOMETPUN B TOHKOH IIJIEHKE IIEHTOKCUAA

dochopa peanmzoBaH Ha  aAHAIM3ATOpPE  KYJIOHOMETPHUYECKOM  BJaromep
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kynonomerpuueckuii LMA400PE Sartorius ¢ TpyO4artoii medpio il HarpeBa
Marepuala, BO3JYXONPOBOJIOM C PETYJUPYEMBIM IOTOKOM TIa3a-HOCHUTENSA IS
TPAaHCHOPTUPOBKU MapO-ra3oBOl CMECH, U3BJICUEHHOM M3 MaTepHalia, B CUCTEMY
perucTpauvu — KYJOHOMETPUYECKYIO JJIEKTPOXMMHUYECKYIO SUYEHKy (nmanee —
yctanoBka WDS). Hcnonb3oBan Binaromep kynoHomerpuueckuii LMA400PE.
Ananmusupyemast po6a [lapsl BOAbBI, BRIIEISIOMUECS U3 aHATU3UPYEMON TPOOBI
NoJ, BO3JICMCTBUEM BBICOKOW TEMIEpPaTypbl, ra30M-HOCHTEIEM IEPEHOCATCS B
U3MEPUTENIBHYI0 KYJIOHOMETPUUECKYIO0 SYEHKY, B KOTOPOM MPOUCXOAUT HX
yJIaBIMBaHUE TEHTOKCHIOM Qochopa © FAUIBHEHIIUM DJICKTPOIU3OM C
OmnpenesicHheM Ha OcHOBE 3akoHa dapanes KONMMYEeCTBAa BBIAEIECHHBIX MOJIEKYJI
BoAbl. Ha cragum HarpeBa BiaromMep TMO3BOJIAET 3aJaBaTh pa3jIU4HbIC
TeMIiepaTypHble TPOGUIN 711 TOOYEPETHOTO BBIXO/Aa MOJIEKYJ BOJABI, NUMEIOIINX
pa3UYHbIE YHEPTUU CBS3H C BEIIECTBOM — CBOOOAHOM BOABI, PU3NUECKH U (PUBHKO-
XUMHUYECKU CBSI3aHHAsA M XUMHUYECKH CBSI3aHHBIX MOJEKYJ BOJBI (BOBI
KPUCTAJIOTUAPATOB). MaccoBas A0J1 BOAbl PACCUMTHIBAETCS B COOTBETCTBUU C
3akoHOM Dapazes 1o ypaBHEHUIO

M -0Q-100

z-F-m,,

W =

rae M — MolleKyJsipHasi Macca BOJIbL;

O — KOJIMYECTBO 3JIEKTPUYECTBA;

Z — YUCJIO YYaCTBYIOIIMX B MIPOLIECCE IJIEKTPOHOB;

F —nocrostnaas ®apajes;

Muas— MACCA HABECKHU.

Cunxponsblii Tepmoananuzatop STA 449 F5 Jupiter u KBaJIpynoJbHBIMA
Mmacc-criektpomerp QMS 403 D Aéolos mpousBoactBa «NETZSCH-Geratebau
GmbH» [6a]. B xoge TT'A/JICK MC ananu3a neTydne BEIIECTBA, BBIIACIISIONIHECS
U3 aHAIM3UPyeMOW MpoObl TOJ BO3JCHCTBHEM BBICOKOW TEMIIEPATypHI,
NEPEHOCATCS] Ta30M-HOCUTEJIEM Yepe3 CUCTEMY CONPSHKEHHSI B MOHHBIA MUCTOYHHK
Macc-CIEKTPOMETPA, TJ1€ MOABEPIratoTcsi 00MOapIUPOBKE MyUYKOM IEKTPOHOB. [Ipu

9TOM MOJICKYJIbI paCllaJatOTCA Ha 3apsaKCHHBIC (bpaFMeHTLI. BI/I,II N KOJIMYCCTBO
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Takux (parMeHTOB, a TaKXKE€ MEXaHU3M pachaja MOJIEKYJ XapaKTepHU3yloT
ONPENICIICHHOE COEANHEHNE. 3a CUET AEUCTBUS KBAAPYIIOJIBHOTO 3JIEKTPUYECKOTO
MOJIsI TPOUCXOIUT Pa3/IeICHUE HOHOB MO MaccaM (TOYHEE MO OTHOIICHUIO MAacChl K
3apsimy  (m/z), Ha3bIBaeMOMY MAacCOBBIM duciioM). OOpaboTKa MOJyYeHHBIX
pe3ysIbTaTOB OCylIeCTBiIsIach npu nomoinu nporpammHoro NETZSCH Proteus
Analysis.

JIOOOJIHUTENBLHOE  00MIEIa00paTOPHOE  00OPYIOBAHUE, DPEAKTUBHI W

MaTCpUaJibl

JIisi TOATBEpKACHUS TOMIMHHOCTH aAHAIM3UPYEMBIX BEIIECTB, a TaKXKe
IPOBEPKM  XUMHUYECKOM  LIENOCTHOCTH  BEHIECTB, IMOABEPTHYTHIX  CYIIKE,
ucnions3oBan Meton HMK-®Dypee cnexkrpomerpun ¢ ucnoiab3oBaHueM Pypbe-
criekTpomeTpa uadppakpacHoro Nicolet iS5 nmpousBoacTBa Thermo Fisher Scientific
C IpUCTABKOM AU(P(HY3HOTO OTPAKEHUS.

YcTaHoBNIEHHE ~ POJACTBEHHBIX  MPUMECE  MPOBEACHBI  METOAOM
BBICOKO?((EKTUBHON KUAKOCTHOW XpomaTtorpaduu ¢ TMOMOIIBI0 MOJYJIbHOU
cucremsl 111 BOXKX «Masctpo-14» ¢ nocienyrouien peructpauneii KOMIIOHEHTOB
poObl peppakTOMETPUIECKUM JIETEKTOPOM C HCIOJIb30BaHMeM KojoHku Hi-Plex
Ca (Duo) (300 x 6,5 mm).

VYcTaHOBICHUE HAJIUYMsI OCTATOYHBIX OPTAaHMYECKHX PACTBOPUTEICH M WX
uaeHTUDUKAITIS IIPOBEICHBI METO/IOM CTaTUYECKOTO napo¢a3HoOro
ra3oxpomMarorpapuieckoro aHanm3a C MacCC-CIIEKTPOMETPUIECKUM
nerektupoBanueM ([IOA-I'X-MC) na xpomaro-macc-cnekrpomerpe GC/MS Triple
Quad 7890A/7000 npousBojactBa ¢pupmbl Agilent Technologies. KonmnuectBenHoe
COJIep’)KaHUEe OCTATOYHBIX PACTBOPHUTENCH OIEHEHO C TNPUMEHEHHEM MeEToja
«TOTEpsl B Macce MPH BHICYNIMBAHUIY, KaK BKJIAJ] B CYMMAapHOE COJIepKaHUE BOIbI
M OCTATOYHBIX OPTaHUYECKUX pacTtBoputenei [204].

DnexTponeus corpoTusienus gadoparopuas SNOL 8,2/1100.

Becwl maboparopusie snexktponnsie LE 225 D Sartorius ¢ IMCKpPETHOCTHIO

orcueta 0.01 mr.
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Jnia peanu3anuy KyJTOHOMETPHUECKOTO TUTPOBAHMSI HCIIOJIb30BAHBI CEPUITHO
BBITTyCKaeMble peakTuBbl mpousBocTBa Fluka, Sigma Aldrich: Hydranal-Formamid
dry (pactBoputens), Hydranal-Coulomat AG-Oven (ananur), Hydranal-Coulomat
CG (xatanur).

O6opynoBanue 1751 IPOOOIOATOTOBKH: MENbHUIIA HOXKEBAS C OXJIAXKIECHUEM
paboyeil Kamepbl, NOJyaBTOMaTUYECKUH BHOpPALMOHHBIM CHUTOBOW IIEHKEp C
KOMIUIEKTOM CHUT, TepMOCTaT oxyaxaaromuii ;uist xpanenus ['CO u npob o6pazuon

BJIQXKHBIX MaTepHalloB, kiuMatuyeckas kamepa KBF115 Binder.
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I'maBa 3. MeroguyecKuMid mMOAX04 K CO3AAHUI0 pedepeHTHBIX

METO/I0B OIpeaeJeHUs BOJAbI HA OCHOBE BHIOPAHHBIX METO/10B

[Tpu pa3zpaboTke pedepeHTHBIX MeTOA0B (nanee — PM) onpenenenus Boabl B
TBepbIX BemiecTBax [176, 178, 179] yunTbiBaIuCh OCOOCHHOCTH U pa3zHOOOpa3ue
00beKTOB Biiaromerpuu [9a, 10a, 11a].

HeonpeneneHHocTh pe3yibpTaTa aHaIM3a MOXET BO3HUKAaTh BCIIEICTBHE
BJIUSIHAS ~ MHOTOYHMCJICHHBIX  MCTOYHHUKOB,  BKJOYas  mpoOooTOop U
pOOOIMOATOTOBKY; YCIOBHUS XPaHEHHS aHAJTHU3UPYEMOTO BEIIeCTBa; MPHOIMKEHNU,
IPEANOIaraéMyr CTEXMOMETPUIO U JOMYILIEHUs, SIBISIOIMECS YacTbl0 METOAa U
IpoLEaypbl U3MEPEeHUM; dPPEKTbl MATPULBI M MEIIAIONIUE BIUSHUSA; MOJIHOTY
U3BJICUCHUS AHAJIMTA; YCJIOBHS OKPYKAIOWIEH CpeIbl; HEONPEIAEICHHOCTh
OPUMEHSIEMBIX  CPEACTB M3MEPEHUH W  HUCHBITATENbHOTO  000pYIOBaHUSA,
HEONPEIEICHHOCTH, OOYCJIOBJIICHHbIE BBIYMCIUTEIBHBIMU 3(PQPeKTamMu, a Takke
CIy4JaifHbIC KOJIcOaHMS.

B o0uiem ciyuae, Bce MCTOUHUKH HEOTPEIEICHHOCTH MOTYT OBITh pa3/ieJIeHbI
10 MOPSAKY BBISIBJICHHS B IPOLIECCE MTOATOTOBKY U ITPOBEICHUS aHAIIN3A!

- (hakTOpBI, O0YCIIOBJICHHBIE BIUSHUEM CBOMCTB U COCTAaBA aHAIM3UPYEMOIO
BELIECTBA,

- MeTonYecKue pakTopbl — HapaMeTpbl METOIUKHU aHalIn3a,

- akTopbl, 00YCIOBIEHHBIE MPUMEHSIEMBIM 000PYI10BAHUEM.

C yueToM OCOOEHHOCTEW BIArOMETPUHU KaK OJIHOIO U3 CJIOKHBIX BapHaHTOB
KOJIMYECTBEHHOTO0 ~ XMMMYECKOro  aHanu3a, paspabotrka PM  Bximoudaer
00s3aTeNbHBIA ATall XapakTepu3alMh OO0bEKTa, OOOCHOBAHHBIA BHIOOP METOIa
aHaJIN3a, YCTAHOBJICHUE MTOJIHOTHI U3BJICYEHUS AaHAINTA, IPOBEPKY PABHOMEPHOCTH
ero pacnpeeneHus B mpooe.

B oTnnuue oT pyTMHHBIX METOJUK, NMpU pa3zpadoTke PM He nmpuHHUMarOTCs B
pacdyeT BONPOCH YHHBEPCAIBHOCTH JIA IIMPOKOTO Kpyra 3KCIEPHUMEHTATOPOB,
TpeOyeMbIX BpEMEHHBIX U TPY103aTpar.

B Ttabmuue 3.1 mpenactaBieHbl NpeasioKeHHbIE 3Tamnbl pa3pabotku PM u
COZIEp’KaHUE UCCIIEA0BaHUMN.
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Tabnuna 3.1 — Dtansl pazpaborkun PM

HaumenoBaunue »Tama

Conepxanue padoT/ucciae0BaHUN

O06o00menne u cucreMaTusanus HHGopManum 00 00beKTe UCCIACTOBAHUS

peanmmzanuu PM

O0600uIeHNE - aHanuTH4yeckas Gopma
arpuOPHOM - XUMUYECKUN COCTaB
HH(popMALUK 0 - TeIJIO(U3HYECKUE XapaKTCPUCTUKH
BEIIIECTBE
- (hpopma CBsI3M BOJIBI C BEIIECTBOM
Beibop wmeroma s | OG30p MPUMEHSEMBIX METOJIOB aHAIW3a I JaHHOTO

00BEeKTa UCCIIENOBAHUI

Br16op MeTona ananuza

PaCCMOTPGHI/Ie YPaBHCHUA CBA3U BBI6paHHOFO MCTOJda

aHaJIn3a - ITPOBCPKA IIOCTPOCHUA OCIIn
IMPOCICIKUBACMOCTH K OCHOBHBIM CAMHUIIAM CHu
Brissnenue BO3MOXKHOCTH ITPUBJICUCHHA

JOITOJIHUTCIBHOI'O MECTOda

3KCHepl/IMeHTaJILHl)Ie HCCJIedJ0BaHUA

[IpenBaputenbHbIe
HKCIIEPUMEHTAJIbHBIC
UCCIIeI0BaHUS

N3yuenue ciocoba mpoOONoaroToBKH

[IpoBepka KauecTBa MPOOONOATOTOBKH

UccnenoBanue aHaAIUTUYECKUX BO3MOKHOCTEH U
OIIEHKA MPUTOJHOCTU BHIOPAHHBIX METOJIOB

BriOop u onTumuzanus

BrisBrienne Biusronmux (pakTopoB

IIPOBEPKA MPUTOAHOCTH

ycnoBuii.  Paspaborka | [IpoBepka HEOOXOJMMOCTH YdY€Ta HEOTHOPOIHOCTH
PM BEIIECTBA
Br16op 1 onTuMH3aIus napaMeTpoB aHAINU3a
IIpoBepka MOJHOTHI yJalE€HUs BOAbI
YcranoBienue OueHka HeolpeAeICHHOCTH Pe3yJIbTaTOB aHaIN3a
MCETPOJIOrHICCKNX VY CcTaHOBIIEHUE METPOJIIOTUHYECKUX XAPAKTEPUCTUK
XapaKTCPpUCTUK [ToaTBep K aeHnE 3asBIEHHOM TOYHOCTH
paspadotanHoro  PM,

Pa3paboTka crioco6a KOHTPOJISI TOYHOCTH

[TpoBepka npumeHuMocTH paspadboranHoro PM

3.1 O06o00meHnune

HCCJIeaJ0BaAHUA

u cucremaruzanuss uHpopmamum 00 o0bekTe

B pamkax sTtama o060bwenus anpuopnoii ungopmauuu o eewiecmee

paccMaTpuBaeTCs

XUMUWYECKUU

COoCTaB BEIICCTBA, numeBas OCHHOCTD

(COOTHOIHCHI/IH 30JIbI, JKHpa, GCHKa, YIJICBOJA0B, BOJbI B CJIOKHBIX COCTAaBHBIX

onomaTpuIax,

IPUPOAHBIX

OuomMarepuanax WIM THUIIEBBIX MPOAYKTax),
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COOTHOIICHHS] OPraHUYECKOW M MHHEpPAJTBbHOM 4YacTel BeulecTBa (IJIsl TBEPIOTO
MUHEpaJIbHOrO0 TOIUIMBA). Bkymne co 3HaHMSMU O TemIo(pU3MYECKUX CBOMCTBAX
BELIECTBA, 0 (pOpMe CBSI3U BOJIBI C BEIIECTBOM, OHHU SIBJISIIOTCS ONPEAESIOIUMU MPU
BBIOOpE METO/1a aHAJIN3a U MTPOBEPKE OrPAHMYCHUN XUMUYECKUX METOJ/IOB aHAJIN3A.
VYuuThIBaeTCH TaKKE€ KWHETUKA HAKOIUIEHUS UJIU MIOTEPH BOJIBI BEIECTBOM, a TAKKE
bu3nUecKne U XMMHUYECKHE H3MEHEHHS, B KOTOPBHIX OMOCPEIOBAHHO Y4YacCTBYET
Boja. [Ipu 3TOM He Bcerja M3BeCTHa CTPYKTYypa BEILECTBA, I/l COpOoUpyeTcs Boja
(MOBEPXHOCTh, PEIIETKA WM MOPbI) U HE BCErjaa M3BeCTHa (popMa CBSI3U BOJBI C
BEIIECTBOM. M3BECTHO, YTO BO3MOKHOE B3aMMOJEUCTBHE BOIBI C NMOBEPXHOCTHIO
BEILIECTBA B COYETAHUM C I[IOBBIIICHUEM TEMIEPATypbl MOXET IPUBECTU K
HEXEJATeIbHBIM  W3MEHEHMSIM  XUMHUYECKOM  CTaOMJIBHOCTH, TaKUM  Kak
JeHaTypalus Oelika Uiy BhI3BaHHAsI BOJIOM Jierpajaiius KpUCTAIUTHYECKUX TBEPIbIX
BemlecTB. [Ipu 3TOM mpocTast NONbITKa KOHTPOJIUPOBATH BIAXKHOCTh OKPYKAOLIEH
Cpeasl BO BpeMs IMPOBENEHUS MPOOOMOATOTOBKM M aHaln3a HE SBISETCA
MPAKTUYECKA  OCYIIECTBUMOMW. YUWTHIBAeTCA, YTO MOp(HOIOTrHYECKue U
CTPYKTYpHBIE OCOOEHHOCTH BEIIECTBA, TAKHE KaK aMOP(PHOCTh I BI3KOCTh MOTYT
3aTpyAHUTH MPOOOIIOATOTOBKY BEIIECTBA, HAIPUMED, TyTEM HU3METbYCHHUSI.

Takke Ha camMOM HadajlbHOM JTamne pa3paborku PM koHkpeTusupyercs
ompeelsemMasl BeJIMUMHA — BOJIa COPOMpPOBAHHAs, UM KPUCTAIITU3AIMOHHAS, WU
obmas Boja. [Ipu onpeneneHnn BOIbI B COMSX KPUCTAILTIOTUIPATOB MOXKET OBITh JIBE
3alayd  — OIpeJAelieHHEe COPOMPOBAHHOW BOABI M  KOJUYECTBO MOJIEKYII
KPUCTaJUIM3alMOHHOM BOABI B CONM. B mnOuIEBOM MNpPOAYKIUU  SBISIETCA
OOILIENPUHATHIM XapaKTEPUCTHKA «BIIAXKHOCTBY, pacCUMThIBaeMas IO MOTepe
MacChl HABECKM BEIECTBA IIPU 3aJaHHOW TeMIIepaType, OTHECEHHON K HayajlbHOU
Macce HaBecku. [Ipu aHanmmse TBEpJOro TOIUIMBA OINpEAENsIeTcs «oOIas Biaray:
NOTEPST Macchl MpPHU  3aJaHHOM  TeMmmepaType ¢ 3aJaHHbIM  YPOBHEM
pOOOIOATOTOBKH (M3MENbUEHUE 0 33aJaHHOTO pa3Mepa YacTHUl]) K HadaabHOU
Macce HaBECKHU.

Buvioop memooa ona peanuzayuu PM

PM, 1o onipeneneHnio U Mo Ha3HAYECHUIO, TOJKHA UMETh 3aIiac 1o TOYHOCTH,
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yTOOBl BO3IJIABUTH 1IETIOYKY TMpociexuBaemMoctd. [lo 3Toli mnpuuumHe He
paccMaTpHUBaIOTCS METO/Ibl, TpeOyroiue IpagyupoOBKH, MIOCKOJIBKY
WCIIOJB30BaHHBI Uil  TIOCTPOCHUS  TPayMPOBOYHON  XapaKTEPUCTUKHU
CTaHJAPTHBIN 00pasel] BO3MIABUT IEMOYKY MPOCIC)KHUBAEMOCTH, KPOME TOTO, 3TO
OPUBOJUT K JOMOJHUTENbHBIM BIUSAIOMIMM (PaKkTopaM U, COOTBETCTBEHHO, K
JIOTIOJIHUTENBHBIM, MO/1JICKAIIUM CYMMUPOBAHUIO COCTaBJISIOIINM
HEONPEICICHHOCTH, OOYCIIOBJICHHBIM HEMOJIHBIM COOTBETCTBUEM MAaTpPHIIBI,
Koa(dduiieHTa u3BICYEHUS, CTAOUIBHOCTH M JIMHEWHOCTH TPagyHMpOBOYHOU
XapaKTePUCTHUKU U T.JI. ¥ JJAXKE €CJIU 3TU BCE 3a/1a4U yAACTCS PEIIUTh, TO B KAUECTBE
OCHOBHOM MP00JIeMbl BO3HUKHET HECOOTBETCTBUE TPEOYEMON TOYHOCTHU, IOCKOJIBKY
Oyner HEoOXOoAMMO TPOCYMMHpPOBATh BCE  YCTAaHOBJEHHBIE BKJIAJbl B
HEONPEAECICHHOCTD.

B nacrosimeli pabote mpeiokKeHO OTIaBaTh MPEANOYTEHHE METOJaM, He
TpeOyromuM oOpareHus K eIrHAIIaM ToTo e poaa [171, 179], T.e. He TpeOyromum
rpagyUpOBKHU, UTO COKpAIIAEeT LEMOYKY MPOCIEKUBAEMOCTH U COKpAIAET YUCIO
OIleHMBaeMbIX BiMsOMMX (pakTopoB. CoriacHo mpotokosly KoHCyIbTaTUBHOTO
komHuTeTa no KojuuectBy BemectBa (CCQM) [205]: «mepBUYHBIM METO.
U3MEPEHU — 9ATO METOJ, MMEIOIUNA HAUBBICHIME METPOJIOTHYECKUE
XapaKTEPUCTHKH, JEHCTBHE KOTOPOTO MOXKET OBITh MOJTHOCTBHIO OMUCAHO W IS
KOTOPOTO HEOMPEeICHHOCTh MOKET OBbITh yKa3aHa B equnuiiax CH». YpaBHuenue
CBSI3U METOJIOB, HE TPEOYIOIIUM OOpaIlleHUs K €JMHUIIAM TOTO K€ PoJa, COIACPKUT
TOJILKO OCHOBHBIE eInHUIIbI cucTeMbl CH — Macca, TemnepaTypa, BpeMs, cujia ToKa,
KoJu4yecTBO anekTpuuectBa W T.a. Crnenuanuctet CCQM B my6nukanuu [206]
Ha3BaJu METOJIbl, MOTCHIIMAIBHO OTHOCSIIMECS K MEPBUYHBIM METOJAaM aHaJIU3a:
MacC-CIEKTPOMETPHUSI C U30TOMHBIM pa30aBiIeHUEM; KyJIOHOMETPHS; TPABUMETPHS U
pAI APYTHX.

Jlnst peanmzanuu PM B o6macTu BllaroMeTpun BRIOPAHBI METOIBI, YPAaBHCHUS
CBSI3M KOTOPBIX COJEpKaT TOJBKO OCHOBHbIE BenuuuHbl cuctembl CU (macca,
TeMmIeparypa, BpeMms, cuwia TOKa) U (yHIAaMEHTaJbHble KOHCTAHTHI. BBIOpaHBI

MCTOAbI, OTHOCAINUCCS K IICPBUYHBIM, d MMCHHO MCTOJ XUMHUYICCKOI'O OIIPCACIICHHA,
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OCHOBAaHHOI'0O HAa XHWMHWYECKOM peakliuyd B3aUMOACHUCTBUA C BOJOA —
KyJOHOMeTpuueckoe TuTpoBaHue peaktuBoMm Dumepa (manee — meron Kd) u
METOJl, OTHOCSIIUUCS K (PU3MUECKUM — TEpMOrpaBUMETpPHs, OCHOBAHHBIM Ha
BBIJICIICHUH BOJIBI U3 BEIIECTBA IIPH 00€3BOKMBAHUYU U pacueTa COACP>KaHUS BOIbI
10 MOTEpe Macchl 0 U nocie BoicymuBanus (ganee — TT meton).

HUcTtouHuku HeonmpeAeseHHOCTH BBIOPAaHHBIX METOJIOB aHalau3a s
COCTaBJICHUS YPABHEHUSI CBSI3U U IPOBEPKH MOCTPOCHHUS LIETIH TPOCIICKUBAEMOCTHU
K OCHOBHBIM eiHUIIaM CU BBISIBJICHBI CJICTIYIOIINE:

- (hakTOpBI, 00YCIOBIICHHBIE BIUSIHUEM CBOICTB M COCTaBa aHAIU3UPYEMOTO
BEIECTBA (XapaKTEPUCTUKHU OJJHOPOJHOCTH U CTAOMIBLHOCTH),

- MeToandeckue (GakTopbl — HapaMeTpPbl METOIA aHAIN3a,

- (haxTOpBI, 00YCIOBIECHHBIE MPUMEHIEMBIM 000PYI0BAHUEM.

st moATBepKIAEHUSI MPAaBUIBHOCTH BBHIOOpAa METOJa W €ro napameTpoB
NpEJIOKEHO  MPUMEHEHUE  JOMOJHHUTENbHBIX  METOJOB. B KauecTBe
OONONIHUMENbHBIX Memo0o8 B JaHHOW paboTe TMPUBICYEHBI CIEAYIOIINE
UHCTPYMEHTAJIbHBIE METOJbl, HWCIOJIb30BaHHBIE JUIsl HCCIEJOBaHUS Mpolecca
00€3BOKMBAHUS M KOHTPOJISL TMOJHOTHI OOE3BOKMBAHMS, OIICHKM XWMHUYECKOU
COXPaHHOCTH BBICYIIIMBAEMOTO0 MaTepHalla — OPraHUYeCKOW MAaTpHIlbl, WU
COXPAaHHOCTH COJIM, TIOCJI€ YJaJ€HUus KPUCTAUIM3ALMOHHON BOJBI: METOJ
CUHXPOHHOTO  TEPMHYECKOTO  aHajiu3a C  MaccC-CHEKTPOMETPUUYECKUM
nerexktupoBanueM (manee — meroq TI'A-MC), cnektpockonusi B UH(PpaKpacHOM
(manee — UK) nuamnaszone, B TOM uucie ¢ npeoopazoBanueM Oypbe, KyJTOHOMETPUS
B TOHKOM IJIeHKe TTeHTokcuaa docdopa (manee — meron KII).

TI'A-MC B uHepTHOM aTMOc(hepe UCTI0Nb30BaH JIJIsl IPOBEPKHU MPABUIBHOCTH
BbIOOpa Temmeparypbl mpoBeaeHus aHanuza. T['A-MC B atmocdepe Bo3mayxa
o0ecreunBaeT MOJEIMPOBAHUE TMpoliecca CYIIKM BEUIECTBA MPH €ro Harpese.
Cnengyer OTMETHTH, YTO JAHHBIA METON B OOJBIIMHCTBE CIy4acB MOXKET OBITh
MPUBJICYEH TOJIbKO B KayeCTBE JIOMOJHUTEIBHOTO MO MPUYMHE MAJIOW MaccChl
HABECKM, KOTOpasi MOKET OBbITh B3sATa JIJIsl aHanu3a (He 6osee 0,5 r.). boabmHCTBO

BCIICCTB — 00BEKTOB BJIAarOMCTPHH XapaKTCPU3yCTCA HCOAHOPOJIHOCTBIO COCTAaBa, U
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HEOJHOPOJIHOCTBIO PAaCIpeesieHHs] BOAbl B BEILECTBE, COOTBETCTBEHHO, Majlas
Macca HaBECKU HE MOKET OBITh PACCMOTpPEHA B KAU€CTBE MPECTAaBUTEIBHOM.

JIns MONHOTHI yAaJIeHUs] BOJbI M KOHTPOJISI OTCYTCTBUSL XUMUUYECKOTO
VM3MEHEHUs aHAIM3UPYEMOTO BellecTBa Takxke IpusiedeH meron MK @ypee
CIIEKTPOCKONIMHU C HAarpeBaeMOM MPHUCTAaBKOW HAPYUIEHHOI'O MOJHOTO BHYTPEHHETO
OTPAXKEHUS, KOTOpasi MO3BOJSET CMOJEIUPOBATh MPOILIECC CYIIKH BEIIECTBA —
CHUMas CrIeKTphI B 06act ot 500 10 4000 cm! (oa0Ckl mapoB BOIbI, KaK IPABUIIO,
oxupaior B obnactu okono 3700 u B gmamaszone 1500-1700 cm!). CpaBuenue
CIIEKTpa BEIECTBa JO M MOCJE HArpeBa, MOJCIUPYIOIIETO CYILIKY, MOXET OBbITh
BBITIOJIHEHO CJIEYIOIMM 00pa3oM: B KaYeCTBE KPUTEPHUSI COOTBETCTBUSI CIIEKTPOB
paccMaTpUBaEeTCs pacCUMTAHHOE 3HaueHue kKodpduuueHta koppensuuu. s
BBICOKOTOYHBIX H3MEPEHHI 00paszel] CYMTAeTCsl HE MPETEPIICBIIMM H3MEHEHUS,
€CJIM pacCUUTaHHOE 3HauUeHue Kodduimenta koppessuuu npessimaet 0,95.

3.2 DKcnepuMeHTAJIbHbIE HCCJIeIOBAaHUA NpU pa3padoTrke PM

3.2.1 Be10op ¥ ucciaenoBanue cnocoda nmpooonoAroTOBKH

Bormpoc Bb1i60pa cnocoda mpoOOnoAroTOBKM peliaeTcsi aHallOTMYHO BBIOOPY
MeToJa — H3Y4yaloTCsi IPHUMEHSEMbIE  CIOCOObI  MPOOOMOATOTOBKM U
paccMaTpUBalOTCS BO3MOXKHOCTH J1a00paTOPHOTO 000PYAOBAHUS I U3MEIbUCHHS
M TOMOTCHHM3aIMM BEIIeCTB MW MarepuaynoB. J[ns mpoBepku KauecTBa
IpOoOOIOATOTOBKY NPUMEHSIOTCS CTaHAAPTU30BAaHHBIE WMJIM YK€ HMEIOLIUECs B
HAJIMYUU METOJIMKH OIpPEACTCHUS BOJABI, KpUTEPHUEM KadecTBa MPOOOMOATOTOBKU
BBIOMpAeTCst OAHOPOJHOCTH BEIOOPOYHBIX TUCTIEPCUI pPe3yIbTaTOB aHAIN3A.

3anaueii, pemaeMoll IpyU TOMOTCHHM3AlMUM B paMKax MPOOONMOATOTOBKH K
TEPMOrPaBUMETPUYECKOMY AHAJIU3Y, SBISIETCS JOCTYIMHOCTh IOBEPXHOCTU
BEIIECTBA JUIS BBIXOJA MOJIEKYJ BOJBI, T.€. COKpAalllEHHE PACCTOSHHUSA, KOTOPOE
JOJDKHA —TIPEOAOJETh BBIJACTUBIIAACA MOJEKyJa BOJBI, YTO JOCTHTaeTCs
yBEJIMYEHUEM MMOBEPXHOCTH BEUIECTBA ITyTEM U3MENIbYCHHS, B CIIy4yae 3aTpyAHECHUS
TOMOTEHHU3AlUY TyTEM NPUMEHEHUS pa3IMYHbIX MEJIbHHUIL — JJIs CIIy4ast aMOp(HBIX
BEIIECTB — YBEIMUYEHUE MOBEPXHOCTHU JOCTUTACTCS MPUMEHEHUEM CICIUATBHOTO

00E3BOKEHHOTO HOCHTENsl TUHa pedHod mecok. Kpome Toro, Bo wu3bexanue
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BO3MOXKHbBIX IIOTCPb BOIHI, O6YCJIOBJ'I6HHI>IX Harp€BaHuEM BCIICCTBA IIpHU €TI0
pa3MoJIiC, IIpHU YCTAHOBJIICHHHU MACCbl HABCCKH, KAaK OJHOI0O H3 IIapaMCTPOB
MCTOJUKH, CO6J'HOIIEICTCSI KOMIIPOMHUCC MCKAY CTCIICHBIO M3MCIBUCHUA U Maccou
HaBCCKH.

3.2.2 IIpoBepka KauecTBa NpOOOIIOATOTOBKHA

Cnenyer BBIACIUTH 3ajady, pPEHIaeMyl0 MPU TOMOIEHHU3AllMU BEIeCcTBa —
NMOBBILIEHNE OTHOPOIHOCTH BEIeCTBA, IPEJICTABUTEILHOCTH MacChl HABECKH JIJIS
ananu3a. [Ipu oneHke OJHOPOJHOCTH TBEPABIX CHIMYYUX BEIIECTB U MaTepUaIOB
IIEJI€CO00Pa3HO MPUMEHSITh METOJBI AWCTICPCHOHHOTO aHajin3a, IMO3BOJISIONINE
CEJIEKTHUBHO OIICHUTh TUCIIEPCUM, OOYCIOBJICHHBIE HEOTHOPOIHOCTHIO BEIIECTBA
[9a, 10a]. Ognako mjig psia BEIIECTB W MaTrepuasioB ObUT BBISBICH d(PdekT
MOBBIIICHUS JUCIEPCUU CPEIHETO IMpPU YBEJIMYEHHUM 4YHCIA TOCJIEA0BATEIBHO
MIPOBEJICHHBIX ONPEACIICHUH, CBBIIIE HEKOTOpPOro 3HadyeHus. JlaHHwii 3¢ dext
HETUIHMYEH, TIOCKOJbKY YBEIMYCHUE 4YHCIA MapaJyIeIbHbIX AKCIEPUMEHTOB
TPAJUIIMOHHO PEKOMEHAYETCA JJIi CHWXXEHHMS  JIUCIEPCUM  TOJYYEHHBIX
pe3yJbTaTOB, HSTO OJIMH W3 M3BECTHBIX CIIOCOOOB TIOBBIINICHUS TOYHOCTH
pe3yJIbTaTOB aHaJM3a.

HeonnopomHocTs BelecTBa 1O MAcCOBOM  JI0J€ BOJABI MOXET OBITh

0XapaKTCpU30BaHA ,Z[PICH@pCHCfI OT HCOOHOPOIHOCTH Oy

0i1=li(x,- -%,)’ . (3.1)
NS
Mogens pesynbrata OnpeaeneHus BOAbI X, HMEET BUJL
X, =Xy +0,+E;. (3.2)
B (3.1) u (3.2) 6, - nucnepcus, XapaKTepH3yIlas HEOIHOPOIHOCTb

pacipcaciaCHus BOAbI B BCIICCTBC,

&; - Clly4aiiHasi BEJIMYMHA, XapaKTEpU3yolas HCONPEAEICHHOCTh PE3yIbTaTa;
X, Ux, - EIMHUYHBIN PE3YJIbTAT ONPEAECICHUS BOAbI U CPEIHEE 3HAUCHUE;

YUCJIO MPOBENCHHBIX n3MepeHun i =1 ... N.
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B nmanHoil paboTe MNpeaIoKeHO OLEHHUBATh IO OTACIBHOCTH AUCIEPCHUU,

00yCJIOBJIEHHBIE HEOJHOPOIHOCTBIO BELIECTBA U CIIyYailHBIMU OLIMOKAMH O U O,

, KOTOpbIE MOTYT OBITh MCITOJIb30BAHBI JJII IPUHSITHS MPEABAPUTEIIbHBIX PEIICHUM
0 KauecTBe NPOOONOArOTOBKH U OLIEHUBAHUS XapaKTEPUCTUK HEOJHOPOJHOCTH Ha
OCHOBE MOJIEJIM CIy4ailHOro mnapaMmeTrpa (HOpMajbHOE paclpeleseHue, ¢
BBISIBISIEMBIM BIIUSIONIUM (DaKTOpOM, pe3ysibTaThl M3MEPEHHN HE3aBUCHUMBI) U
MOJENH CIy4alHOTro Ouy>KJaHusi (HOpMajJbHOE pPACHPEICIICHUE, C BbISIBISIEMbIM
BIUSIOIIUM  (DaKTOpoM, pe3ysbTaThl HM3MEpEeHUN 3aBHCHMBI). boiee Toro,
NoJlydyaeMble B paMKax MPEIOKEHHOTO MOAX0Ja pe3yJbTaTbl MOTYT ObITh
WCIIOJb30BaHbl /IS YCTAHOBJIEHUS ONTHUMAJIbHOTO 4YHUCJIA [apajulesIbHBIX
W3MEPEHUM.

bonee moapoOHas wHpOpMAIHS, C BRIKIAJIKAMU O MPEIMTOIOKEHUIX MOJICIH,
BBIBOJIC 3aBUCUMOCTEH nipuBeeHa B [Ipunoxxenun 1, a Takxe B padote [10a].

B o6miem ciydae, eciau He BBISIBJICHO HETUIIMYHOTO TTOBEACHHUS, TO TPOLIETypa
MPOBEJCHUS SKCIEPUMEHTAIBHBIX HCCIIECIOBAHUN U COOTBETCTBYIOIIMX Pacu€TOB
IIpU MOATOTOBKE MaTepuala K aHajdu3y IyTEM H3MENbYEHUS U TMOCIEAYIOLIETO
BbIOOpA OTNIENBHON (hpaKIUH, TAKOBA:

—  U3MeNbYCeHHE MPOObI (TIpU HEOOXOAMMOCTH);

—  OIpejesieHUe IPaHyJIOMETPUUYECKOTO COCTABA;

— OIpejAesieHHe BOJAbI B HMCXOAHOM Marepuaie, MaTepuayie KakIou W3
dbpakiuii, pacdyeT CpeIHUX 3HAYCHUN U JTUCTICPCUI;

—  BBIOOp HaWMEHbILIEH JUCTIEPCUH U COOTBETCTBYIOLIEH el (pakuuu;

— TPOBEPKA FMIOTE3bI O HECITYUYAWHOM PACXO0KACHUU MEKY AUCTIEPCUSIMHU
Uil pasHbiX ¢pakumii 1o kputeputro KoxpeHa, pacxoxieHUE SBISETCS He
CIIy4alHbIM, €CIIN

G>Ga, m, n-1 (3.3)

rae G a,m,n-1 —xodddunment Koxpena ¢ ypoBaem 3aaunmoctu a=0,05, mpu
YHUCJIe TUCTICPCUE 7711 B YUCJIe CTeTeHe cBoOoabl f =n — [ ;

— TPOBEpPKA TMIIOTE3bl O 3HAYMMOM OTJIMYMHU HAUMEHBIIEH TUCIEPCUH MO
CPaBHEHMIO C JIUCIIEPCUEH peallbHOro MaTepuaia (10 aejaeHus Ha gpakuun). Ecnu
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2

S ea
F=-22>F (P, n, m), (3.4)

2
min

TA€ Spear — AUCIIEPCUS PE3YJIBTATOB U3MEPEHUN BJIarv B peajibHOM MaTepuale;

Smin — HauUMEHbIAS W3 JUCIEPCUNM pe3yJbTaTOB M3MEpPEHHIl BIaru,
MOJTYYEHHBIX JJISI pa3HbIX (PpaKiinii;

F (P, n, m) — tabnuyHoe 3HaueHue F-Kputepus A 3aJaHHOTO YpPOBHS
BEPOSITHOCTHU M YUCJIA CTeTICHEH CBOOOIbI (MCXOs U3 YKCIia U3BMEPEHUH B peaJbHOM

MaTepuaiie ¥ Bo Gpakuusix), TO pa3indyue 3HaYuMO.

I[Ipumeuanue — Moxer ObITh BBIZCTICHA HE OTAeNbHas (pakius, a cymma (hpaxiui
(HampuMep, B cirydae HEOOXOIUMOCTH MCKIIIOUUTH TOJIBKO (DPAKIIMIO MAaKCUMAJIbHON KPYITHOCTH
Y MEJIOYb ), B TAKOM cliydae, (hpakiny, BEBIOpaHHBIE [Tl aHAIN3a, CIeAYeT O0BEAMHUTH U IPOBECTH

IIPOBEPKY I10 ONIMCAHHOMY QJITOPUTMY.

[Ipn mpoBepke OTHOPOAHOCTH MOJATOTOBJIEHHOTO BellecTBa (0e3 ero
AejdeHuss Ha ¢pakuMu) METOAOM OAHO(MAKTOPHOTO IHCIIEPCHOHHOTO aHaln3a
poIeIypa MPOBEACHHUS SKCIIEPUMEHTAIBHBIX UCCIICIOBAHUIA M COOTBETCTBYIOIIHNX
pacdeToB, TaKoOBa:

— U3 BCEro o0bema MoAroTOBICHHON MPOOBI OTOMPAETCS YEThIpe 00pasiia;

— M3 KaxJ0ro o0pasiia oTOUparoT JUIsl aHAIIM3a YE€ThIPE HaBECKU;

—  OompejelieHre BOJIbI B K&XK/IOW HaBECKe K101 (ppakuuu;

— TOJy4Y€HWE YEThIPeX TPYNI pe3yJbTaTOB, pacyeT CPEAHUX 3HAUYCHUU U
JTUCTIEPCHI B TPYTIE U MKy TPYIIIIaMH;

— TMPOBEPKa THITOTE3BI O TOM, UTO PACXOXKICHUS MEXK Iy TPYIIIIaMH He OoJee

PAcCXO0KIC€HUM BHYTPH IpymIibl. Ecim

2

F _ vaemcepynn > F (P’ n’ m), (35)

2
GHympuzpynn

TA€ Spean — AUCNIEPCUS PE3YJIBTATOB U3MEPEHUI BJIaru B peaJibHOM MaTepuale;

Smin — HAUMEHbIIAs U3 JUCHEPCHM pe3ylbTaTOB W3MEPEHHUI BIary,
MOJIYYCHHBIX JIJIS Pa3HbIX (PpaKIuii;

F (P, n, m) — TabnuyHoe 3Ha4YeHHE F-KpUTepus I 3aJaHHOTO YPOBHS
BEPOSITHOCTH U YHCJIA CTENEHEN CBOOOIbI, TO pa3Inune 3HaYUMO, TOATOTOBICHHBIN
K aHAJIN3y MaTepuajl HEOJHOPOAEH.
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3.2.3 UcciaenoBanyue aHAJIUTUYECKUX BO3MOYKHOCTEN U OIEHKA IIPUTOTHOCTH

BBI6DaHHBIX MCTOJAOB

JInsi 4MCTBIX XMMHUYECKUX BEILECTB, COCTaB U CBA3b BOJbI C BELIECTBOM
KOTOPBIX YETKO OIUCBIBAKOTCA, MPENTI0KEHO MMEPBOHAYAIBHO PACCMOTPETh METOJ
TUTPOBaHUS peakTuBoM Duiiepa, ero 0COOEHHOCTH UM OIPAHUYEHHUS U, B Clydae
YCTAHOBJICHUSI IPUTOAHOCTH, BHIOOP OCTAHABIMBAETCS HA TUTPOBAHUMU PEAKTUBOM
@dumepa. Merton TuTpoBaHUA peakTuBOM ~@Dwumiepa o0JamgaeT  BBICOKOUH
YYBCTBUTEIBHOCTHIO (OCOOCHHO MpHU KYJIOHOMETPUYECKOM CIOCO0E perucrpauuu
aHAJUTUYECKOTO CUTHAJIA) MO3BOJISIET ONPENEsATh COJIEPKAHUE BOJbI B YHMCTHIX
XUMUYECKUX BEIIECTBaX, COCTAaB M CBSI3b BOABI C BEIIECTBOM KOTOPBIX YETKO
onuckiBaoTcsA. [Ipu 3TOM uMeeT orpaHuyeHusi, OOYCIOBIEHHBIE XUMHYECKOU
MIPUPOION COEAMHEHUN, BXOISIIUX B peakTuB Duiepa:

- COEMHEHMS], B3aUMO/ICUCTBYIOIINE C KOMIIOHEHTaMu peakTruBa duiepa c
BBIJICJICHUEM BOJBI,

- COoeuHEeHUs, 00aaroNnue CUIbHBIMA BOCCTAHOBUTEILHBIMU CBOMCTBAMHU
Y, KaK pe3yabTarT, pearupyronMy ¢ HOA0M,

- COeNMHEHHMs, O0ONajaronue CUIBHBIMU OKHUCIUTEIHHBIMH CBONCTBAMH,
BBIJIEJISIOIINE WO U3 HOAUCTOBOAOPOJHOMN KUCIOTHI, BCErAa MPUCYTCTBYIOMIEH MpU
TUTPOBaHUM peakTuBoM Dumepa.

3aKkiIr04eHrue 0 MPUroAHOCTH MeTona durnepa st 0Opas3IoB BEIIECTB U
MaTepraioB, MPEACTABILIIOMINX CMECh COCAMHEHUN 3a4acTyl0 HEU3BECTHOTO
COCTaBa, a TaKXKe JIS BEIICCTB C HOBBIMU (DYHKIIMOHAJIHHBIMHU TPYMIIAMHU WA
IPUPOAHBIX U OHOMaTepuanoB, GOPMHUPYETCS HA OCHOBAHUM HKCIIEPUMEHTAIbHBIX
WCCIIEIOBAHUM M, TO BO3MOXXHOCTH, HAa OCHOBAaHMM CPABHEHHUS MOJIYUYEHHBIX
pPE3yJIbTATOB C IPUBJICUCHUEM JIOTIOJHUTEIBHBIX METOJIOB.

[Ipy MOTHOM OTCYTCTBUH TEPMOCTOMKOCTH aHAJIM3UPYEMOTO BEIIECTBA U ITPU
HaJUYUU XUMUYECKH CBSI3aHHOM BOJBI OJHO3HAYHO BBIOMPAETCS TUTPOBAHUE
peaktuBoM @Duiiepa, Npu HEU3BECTHOM XHUMHYECKOM COCTABE BEILIECTBA WU

HEMOJIHOM MH(pOPMAIMHU O HEM, CJIeIyeT BEIOMPATh IPABUMETPUUECKUE METO/IBI.
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JIisi  TIUIIEBBIX TPOAYKTOB W MPOJOBOJIBCTBEHHOTO CHIPHS, TBEPIOTO
MUHEPATHLHOTO TOIUTMBA — MHOTOKOMIIOHEHTHBIX U CIIOXKHBIX TI0 OMOXUMUYECKOMY
cocTaBy, MOPGOJIOTMM M arperaTHOMy COCTOSHHMIO BEIIECTBA — BBIOMpaeTcs
IrPaBUMETPUUECKHUI METO/I C TIIATEILHBIM BHIOOPOM TEMITEpaTyphl 00€3BOKIUBAHUS.
3HaHUA O TeIIO(PHU3MYECKHX CBOWCTBAaX BEIIECTBA, O €r0 COCTaBe, W, B MEPBYIO
ouepenb, 0 (opMe CBS3M BOJBI C BEIIECTBOM, B CYIIECTBEHHBI TPH BBHIOOpE
Temriepatypbl. KpoMe Toro, mpu mpoBEACHUN TPaBUMETPUUYECKOTO aHAIM3a, IS
yIaaJIeHUs BOABI HEOOXOIMMO MTOJI0KEHHOM B OCHOBE METOa IMIPUHITUIIA — IaBJICHUE
BOJISTHBIX TIAPOB HAJI MOBEPXHOCTHIO 00pasia JTOKHO MPEBHINIATH TaBIICHUE TApOB
B OKpY’Karomiei armocdepe. ITo yciaoBHe, B 00IIEM TOBOPSI, MOXKET BBITIOTHATHCS
IIPY JTFOOOM TeMIIepaType, 3HaYUT, MOKHO IPOBOIUTH MPOIIECC U MPU TEMIIepaTypax
HUKE TOYKHM 3aMep3aHusi BOJBI (3TOT 3PhEeKT U HCHOIB3YyeTCa TP JTUOPHIBHON
cymke). OgHaKO CKOPOCTh CYIIKH MPSIMO MPOTIOPIIMOHATBHA Pa3HOCTH yKa3aHHBIX
TABJICHUH, ISl YBEIMUCHUS W (WIJIM) TOJICPKAHUS 3TON Pa3HOCTH CIEAYeT 0O
MOBBINIATH TEMIIEPATYPy CYIIKH, TUOO OTBOJAUTH U3 30HBI aHATU3A MaPhI BOJIBI.

B xauecTBe KpaiftHeTo cirydast BO3MOXHA aanTaIis CYIIECTBYIONMEr0 METO 1A
MyTeM BHECEHUS HE3HAUUTEIbHBIX M3MEHEHHUH, KOTOPhIC MO3BOJSIOT MPUMEHUTH
ero /ISl pelIeHus HOBOW 3amayn. Hampumep, mopaboTka METOAMKHU ONpEAeIICHUS
TOJIyoJJa B BOJAC HA OCHOBE MOAW(PUKANNK CTaHAAPTA30BAHHOTO METO/a
ompeneneHuss OeH30ja B BOJE, BIIOJHE BEPOSITHO, YTO MPHUHIUIBI OTACIEHUS,
UACHTU(DUKAIIMN W KOJWYSCTBEHHOTO ONpEICTICHUs, MPUMEHIEMbIe K OCH30Iy,
MOKHO TaKXe MPUMEHUTH K Toiryoury. [Ipu aToM, ecii Hy>KHO OnpenessiTh OCH30T
B TIOYBE, aJamnTalysi METo/Aa ompeiesieHuss OeH3ola B BOAC — HENpHeMIIeMa,
MTOCKOJIBKY PaIuKaJIbHO Pa3IMYalOTCs OOBEKTHI aHAIH3a.

BriGbop MeTonma aHamm3a OCYIIECTBISETCS C Y4é€ToM 0030pa HaydHO-
TEXHUYECKOH JTUTEepaTyphl © HOPMATHUBHBIX JOKYMEHTOB. HanmpumMep, Ha OCHOBaHHUH
pEe3yNIbTaTOB 0030pa TEXHUYECKUX YCIOBUA Ha BEIIECTBO, WU IPYTOE BEIIECTBO U3
TPYNIBI, PACCMOTPEHUS] METOJIOB, PEKOMEHAYEMbIX B HAyYHO-TEXHUYECKOU
JUTEpAType WU WCIOJIB30BAHHBIX I JPYTUX BEIICCTB JAHHOW TPYMIIBI

IMPOAYKIINH. I[aHHBIe 00 MCITOJb30BaHHBIX MCTO/JAax OIPCACICHNA BOAbI MOT'YT OBITh
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B3AThI U3 [[acOPTOB MM MHBIX COMPOBOIUTENHHBIX JOKYMEHTOB Ha CTaHIAPTHBIC
00pa31ibl Pa3IMYHbIX KATErOPHUil, B TOM YUCJIE KOMMEPUYECKHX.

W, HakoHeII, Ha OCHOBaHWH alPUOPHBIX 3HAHU 00 YPOBHE COJICP KAHUS BOIbI
B aHAJIM3WPYEMOM BEIIECTBE, C YUYE€TOM OCOOCHHOCTeW Meroaa u (Wim) crocoda
pEerucTpalui aHaJTUTUYECKOTO CUTHAJIA, MOXKET OBITh cllejlaH MepBOHAYAIbHBIN
BEIOOP: KYJIOHOMETPUUYECKHE METOABI (Kak 00Jiee UyBCTBUTEIBHBIC) — MMPU HU3KHUX
coziepkaHusAX BoJbI (MeHee 5% Macc.) ¥ rpaBUMETpUYECKre — IpH 00Jiee BBICOKHX
coaepxxkanusix Bojbl (He meHee 0,5% u no 80%, MOCKOIBKY B JaHHOM METO/IE
HE0OX0aUMO coOoAaTh OallaHC MEXIYy COOTHOIIEHWEM MAcChl HAaBECKH W
U3MEHEHHMEM MacChl B TIpolecce 00€3BOKMBAHMS Uil CHW)KEHHUS BKJIaja B
HEOMPEACTICHHOCTh, 00YCIOBIECHHOTO HEOIPEEICHHOCTHIO B3BEIITUBAHMUS).

TI'A-MC u xynoHOMETpHs B TOHKOHM IUIEHKE MEHTOoKcuaa ¢ocdopa, Kak
JOTIOJTHUTEIbHBIC METObI, TPUBJICKAIOTCS I BRIOOpA TEMITEpaTyphl CYIIKH MPH
BBEIOOpPE B KA4eCTBE OCHOBHOT'O METOJa TPAaBHUMETPUH, a TAKXKE IJII KOHTPOJIS
BBIXO/1a OTJIMYHBIX OT BOJIBI JIETYIMX KOMIIOHEHTOB.

Takke Ha caMOM HayagpbHOM JTane paspabotku PM  crienyer
KOHKPETH3UPOBATh OINPEACIAEMYI0 BEIIMYMHY — HJIH 3TO BOJia COPOMPOBAHHAS, WK
KPUCTAJUTM3AIMOHHAS, WM OOIIasi cyMMapHasi Boja. Tak, HampuMep, B MUIICBON
NPOAYKIIMM B KAueCTBE MAaCCOBOM JOJNM BOJABI (ITOKAa3aTelb «BIAKHOCTDHY)
IIPUHUMAETCSl COTVIACOBAaHHOE 3HAYCHHE MOTEPH MAcChl BEIIECTBA IPH 33JaHHOU
temneparype. [Ipum aHanm3e TBEpPIOTO MHUHEPATBLHOTO TOILIMBA OMPEICIIICTCS
«oOmias Biraray. [Ipu onpeneseHIH BOBI B COJIAX KPUCTAIIOTHAPATOB MOKET OBITh
JBE 3aJauyd — OIpeesicHne a0COpOIMOHHOW BOJMBI M KOJHYECTBO MOJICKYII
KPHUCTALUTU3AIMOHHON BOJIBI B COJIH.

Eme omHO 00CTOSTENBCTBO, Y4YUTBIBAEMOE mpu paspabotke PM, 5310
KOJIMYECTBO MaTepHuaia, KOTOPBIM pacrojiaraeT XUMHUK-aHAIUTHK, H COOCTBEHHO,
00bEM aHATM3UPYEMOT0 MaTepualia — €CTh 3aJa4yd ONpeJCNICHHs BEIIeCTBA B
TEXHOJIOTUYECKOM TIIOTOKE, MepeMeIIaeMoro Ha KOHBeWepe, eCTh 3a/a4yu
OTIPENEIICHUsI BOJBI Pa3oBble — I YHUKAIBHBIX BHOBb CHHTC3UPOBAHHBIX
XUMHUYCCKHUX BEIIECTB M (hapMalleBTHUCCKUX CYOCTaHIIMMA, MPEIOCTABIICMBIX B

HC3HAYUTCIIbHOM KOJIHMYCCTBC, 3a4aCTyrO0, HCAOCTATOYHOM I IIPOBCIACHUA

75



TEPMOTPaBUMETPUYECKOTO aHau3a. M 3TO HE TOJNBKO HAKJIAJbIBAET OTPAHUYCHHUS
Ha BbIOMpaeMbIe METOJIbI, HO U ompesenseT HazHaueHue PM — He nis pa3zpaboTku
CTaHJIAPTHBIX OOpa3loB, a JJIsi MPOBEACHUS BBICOKOTOUHBIX U3MEPEHUN W s
YCTAHOBJICHUSI ~ XAPAKTEPUCTUK  PYTHHHBIX  METOJAMK  HM3MEpeHuil  (mpu
HE0O0XO0MMOCTH). JIOTIOTHUTEILHBIM TUTFOCOM JaHHOTO mojxoaa (orcyrcrBust CO)
SIBJIICTCSI  JOIOJIHUTEIBHBIM 3allac MO TOYHOCTH, BO3HUKAIONMMA 3a CYET
WCKJIFOUCHUS OJIHOM W3 CTYNEHEH LENHU MPOCIEKUBACMOCTH.

3.2.4 BpigaBieHne BIUSIONMX (HAKTOPOB, BHIOOD M ONTUMH3ANUS VCIOBUU

aHaIn3a

Jlis PM ananusa, B OTJMYKE OT PYTUHHBIX, HEOOXOJUMBI BBISIBICHHE BCEX
BIMSIOMMX (PAKTOPOB I UX MOCIEIYIOIIEr0 y4eTa, B CilIydae CIOKHOCTEH ¢
BBIJIEJICHUEM OTJIEIbHBIX (PAKTOPOB, IpyNIibl PAKTOPOB MOTYT pacCMaTpUBATHCS B
coBokynHocTd. Ilpu paspaborke PM Bce ycunusi HamnpaBieHbl Ha IOBBIIICHUE
TOYHOCTH IIPU YCIOBUH MOATBEPKICHUS MOJHOTHI 00€3BOKUBAHMS U XUMHUYECKOU
COXpPAaHHOCTH  BbICyIIMBaeMoro wmatepuana. Kpurepuem sddextuBHOCTH
(MpaBWJIBHOCTH BbIOOpAa ONTUMAJBHBIX IAPAMETPOB H3MEPEHMI) BBIOMpaeTCs
JUCIEPCHUS PE3yJIbTAaTOB IApAJUICIbHBIX ONPEACICHU M BEIETCA IIOUCK €€
MUHUMYMA.

BBI6OI) OIITUMAJIBHBIX  MMAapaMCTpPOB oponecca  OonpcACJCHHUA  BOJbI

TCPMOT'PABUMECTPHUYCCKHUM MCTOJ0M

OOwuii BUJ KPUBBIX MOTEPU MacChl HABECKH B MpPOIECCE CYIIKU (4acTo
HA3bIBACMbIC «KPHUBBIC CYIIKH), UMEIOIINI TOYKY TMepernda MexXIay HaKJIOHHBIM
Y4aCTKOM U BBIXOJIOM Ha IUIaTO, XapaKTEPU3YIOLIUM 3aBEPILICHUE MpOLiecca CYIIKH,
JUIsl petIeHus 3aj1a4y BIOOpa mapaMeTpoB MpoLEcca ONPEeIeHHs] MaCCOBOU 101U
BOJIBI (CKOpEe, MpU BHIOOPE KPUTEPHS TTOJTHOTHI MPOBEJICHHOTO BHICYIIIMBAHMS, HIIA
BbIOOpa TeMIlepaTypbl, OTBETCTBEHHOTO 3a CKOpPOCTh CYIIKH) [O3BOJSET

MpUBJIEKaTh MaTeMaTUYECKUE METO/IbI ITOMCKa IKcTpeMyMa (puc.3.1).
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Macca HaBeckM, 1

Bpewma aHanuia, c

a) KpuBas IOTCPHU MACChl HABECKHU B IPOLECCC CYIIKU

1 * 51 % m 8 151 1 2 E-] Eo m

Bpema ananusa, ¢

0) KpuBas BbIXOJA 110 TOKY

Pucynox 3.1 — OOmmii BU SKCIIEPUMEHTATBHBIX JAHHBIX, TPUTOIHBIX IS

MaTeMaTU4YecKor 00paboTKu

OO1uMii BU KPUBBIX BbIXOJA MO TOKY AJI KYJOHOMETPUYECKUX METOJIOB —
aHAJIOTWYEH, C y4YacTKaMH PaBHOMEPHOIO pOCTa, CHaja MU Jpeida okojJo ocu
abcuucc. OOpaboTKa MCXOJHBIX AKCIEPUMEHTAIBHBIX JIAHHBIX C OOpallleHHEeM K
METO/IaM TIOMCKAa S3KCTPEMyMa IO3BOJISIET OINPENENIUTh, NMPU KAKUX 3HAYECHUSX
HE3aBUCHUMOI1 epeMeHHOMN (3TO MOXKeET ObITh TEMIIepaTypa CyIIKH, Macca HaBECKH,
BpEMsI CYIIKH — JIJIsl TPAaBUMETPUHU U OCTATOYHBIN TOK, & TAKKE Macca HAaBECKU — JJIs
KYJIOHOMETPUYECKOT0  METOJa) IpOMU3BOJIbHAS  3aBUCHMAasl  IEPEMEHHas,
BbIOMpaeMasi B KadecTBe Kpurepus 3PGEeKTUBHOCTH, MPUHUMAET MaKCHUMAaJIbHOE

VI MUHUMAJIBHOE, B 3aBUCUMOCTH OT yCJIOBUM 3a/1auu, 3HaueHue (pucyHok 3.10).
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Metoapl nocIe0BaTeIbHOIO MAaTEMAaTUUECKOTO MTOMCKA MOTYT OBITh TaK»Ke
WCIIOJIb30BaHbI U TIPU 00pabOTKE MOTYUYECHHBIX PE3yJIbTATOB (METOMBI JUXOTOMUH,
«30JI0TOTO CEUYECHUS» npu BBIOODE ONTUMAJIbHBIX napaMmeTpoB
TEPMOIPABUMETPUUYECKOTO aHAIN3A).

BriOpan MeTox IMXOTOMUM — OJIUH U3 METOJOB MOCJIEI0BATEILHOTO IMOUCKA
[207]. PaccmatpuBaercs dynkuus y = f(x;), rae y — CKO pe3ynbTaToB H3MEepeHHsI
MacCOBOM JI0JIM BOABI IIPY TEMIIEPATYPE CYIIKHU X, [ — UHIEKC SKCIIEPUMEHTA.

O6o03HaueHus:

Xo U Xy — TIpaBasi 1 JieBasi IPaHMIlbl HICXOJITHOI'0 UHTEpBaia COOTBETCTBEHHO;

€ — HaWMEHBIIUWA CIBHUT OKCIIEPUMEHTa, MpPH KOTOPOM CTAaHOBUTCS
BO3MOKHBIM OOHAPYKUTh OTJIMYHE MEXKAY Pe3yJbTaTaMu U3MepeHun y(x;) u y(x2).

[louck MeTOaOM JUXOTOMUM JJIg Ciiydas IIECTH OSKCIEPUMEHTOB

IPOWJLTIOCTPUPOBAH Ha puc. 3.2.

) 1
B2 =3 12
— & |.<_
\
1
1
L (1+£)
nepaan napa '
gy | e (Itad —>
L}
T
1
[ (1+3e)4 —>
GRIOPNA Rapa
82 3 & (1438
L
1
'

mpembA napa

Puc.3.2 — Ilonck METOO0M AMXOTOMHUH JIJISl CIy4dasi IIECTH IKCIIEPUMEHTOB

B kauecTBe HaMMEHBIIIETO CABUTA HKCIIEPUMEHTA € BIOUPAETCS TEXHUYECKas
XapaKTEPUCTUKA KAMEPBl CYHUIKH — HEONPEAECICHHOCTh MOJJEPKAHUS 3aJaHHOU
TeMIIEpaTypbl B Te€UEHHE BpeMeHH aHanu3a, € = 2°C. [IpaBas u jieBas rpaHuLbl X —
BIOpanbl Temmepatypbl 160°C u 80°C COOTBETCTBEHHO, IOCKOJBKY IpHU
temneparypax Huxe, yeM 80°C g yaaiaeHus BOAbI M3 BJIAXHBIX MaTEpUAIIOB
UCIIOIB3YIOT JIONOJHUTEIRHO BaKyyM, a IMpU Temieparypax Bsiiie, yeM 160°C
BO3MOYXHO OKHCJICHHE KUCIOPOJOM BO3/yXa, OCOOCHHO JUIsl CITy4asi OpPraHuYeCKUX
MaTepHaJIOB PACTUTEIIBHOIO U KMBOTHOTO MPOUCX0xkaAeHUs. OcTalbHble (PaKTOPhI

— TapameTpel TPOUEAYypbl HM3MEpEeHHH — 3adUKCUpPOBAHBI, BBHIOMpas HX Ha
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OCHOBaHMM HMH(pOPMAIMK O THapameTpax HM3MEpPEHHs] BOJbl CTaHJIAPTHU30BAHHBIM
MeToaoM [208].

3.2.5 IlpoBepka MOJHOTHI VIAJIEHUS BOIbBI

[TunotHOM paboOTOM MO MPOBEACHUIO TOMOJHUTEIBHBIX HCCICIOBAHUN TI0
NOATBEPKACHUIO OTCYTCTBUSL JECTPYKIMM M KOJUYECTBEHHOIO W3BJICUYCHUS
MacCOBOM J0JIX BOABI B 3epHE ObLIM paOOThI, TPOBEJAEHHBIE B paMKaX MOJATOTOBKHU
K MEXyHApOHBIM CIIMUYCHUAM [3a].

COBpeMEHHBIMU  MHCTPYMEHTAJIBHBIMU  METOAaMHU, KOTOpPbIE MOXKHO
NpUBJICYb [JISl UCCIEOBAHUS Tpollecca OOE3BOKUBAHUS U KOHTPOJS TMOJHOTHI
00€3BOXKMBAHUS, a TAKKE XMMUYECKON COXPAHHOCTH BBICYIIIMBAEMOT0 MaTepHalia-
OpPraHMYeCKOM  MaTpHIlbl, WIM COXPAaHHOCTH COJM, TIOCIE€  yJaJeHUus
KPUCTAILTN3A[MOHHON BOJbI, METOAbl CHHXPOHHOTO TEPMUYECKOI0 aHAJIN3a C Macc-
cnekrpomeTpuueckum jaerektopom (manee — TIA-MC), cnektpockonus B
nH(]ppakpacHOM Auarna3oHe, B TOM YKCIIE ¢ nmpeodpazoBaHueM Dypoe.

Hcnons3oBanne meroma TIA-MC B wuHepTHOM arMmocdepe IO3BOJISICT
MPOBEPUTH MPABWIHLHOCTh BHIOOpA TeMIIEpaTyphl aHain3a (10 U3MEHEHUIO MacChl
aHAJIM3MPYEMOI0 BEIIECTBA, a TAKXKE MO MAaCcCOBBIM YHUCJAM, JETEKTHPYEMBIM Ha
Macc-IIETEKTOpE TPU  COOTBETCTBYIOIIMX  TeMIepaTypax Harpera). Tak,
XapaKTePHBIMHU TSI BOJIBI SIBJISIFOTCSI CUTHAJIBI MACC-JE€TEKTOPa, COOTBETCTBYIOIINE
MacCOBBIM yHciiaM (m/z), paBHbIM 18 a.em.; 17 a.em., u 16 a.e.m. IIpu copOrmu BoibI
TBEpAbIMU BELIECTBAMU M MarepuajlaMd C AaKTWBHOM IIOPUCTOM IIOBEPXHOCTHIO,
o0Jazaroniel BRICOKMM CPOACTBOM K BOJIE, KOHKYPEHTHBIM IIPOLIECCOM SIBIISIETCS. COPOLIHSI
YTJIEKKUCIIOTO Ta3a, MIPU PELLICHUH BOMPOca pa3pabOTKH METOAMKH CIIeTyeT YOSIUThCS, UTO
Npy TEMIlEpaType CYIIKH YIasieTcsl TOJBLKO COpOMpOBaHHAsl BOJA, CHUTHAJAMH Macc-
JIETEKTOPA, XapaKTePHBIMU JIJIs1 YTIICKHUCIIOTO ra3a sBisiercst m/z=44 a.e.m. JlaHHbIi MeTO
TalkKe TIO3BOJIMT M TPOKOHTPOJMPOBATH LIEJIOCTHOCTh COJe — KapOOHAToB,

THIPOKAPOOHATOB, OKCATIATOB — OIISITh XK€, 10 OTCYTCTBUIO CUrHasa 44 a.e.m.
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3.3 YcTraHoB/IeHHe METPOJOTHYECKHX XaPaKTEePUCTHK Pa3padOTAHHOIO
PM, NMpoBepKa MPUTOIHOCTH. O0001meHnas MOJeNb OLICHKU
HeoNpeaeJJeHHOCTH pe3yJIbTaTa onpeaejieHUsl BOAbl B TBEepPAbIX BelleCTBAX U
MaTepuasax

Jlist ynoBieTBopeHus TpeboBaHuM, mpeabaBisieMbix K PM, cuctematuzanuu
COCTABJIAIONIUX HEONPEACICHHOCTH, a WMEHHO, OObEIMHEHUs TpeX OJOKOB
COCTaBIIIIOIIUX HEONPEIECICHHOCTH, KOTOPhIE MOTYT BHECTU CYLIECTBEHHBIN BKJIA]1
B HEOINpPEACICHHOCTh:  HEONPEJEICHHOCTH,  OOYCIIOBJICHHBIE  BIUSHUEM
METOJUYECKHUX MTapaMeTPOB (3aBUCAIINE OT BHIOPAHHOTO METOAA U YCTaHOBJICHHBIX
napamMeTpoB METOJIa, HCIOJb3yEMOro O0OOpYIOBaHHUS M €ro BO3MOXXHOCTEH),
HEONpEJECICHHOCTH,  OOYCJOBICHHOM  HEOJHOPOJHOCTBIO  Marepuana U
HEONPEAECICHHOCTH B YCIOBUSAX OBTOPSIEMOCTH U3MEPEHUN

Mopenb pe3yibTaTa HU3MEPEHHH MOXXET ObITh BBIpAXKEHA CIEAYIOIIUM
o0Opazom:

W=W +85.__+06.__ +¢

METOI. HEO/JIH. 9

(3.6)
rae W - oOiee cpeaHee 3HAUYEHHE PE3yJIbTaTOB OMpPEACNICHUS MacCOBOM

JIOJIA BOJIBI;

) - BKIAJ B HEONPEIEIECHHOCTh, OOYCIIOBICHHBIM  BIHSHUEM

METO/I.

MCTOANYCCKUX ITAPaAMCTPOB,

o - BKJIad B HCOIIPCACIICHHOCTD, O6yCHOBHCHHBIﬁ HCOOAHOPOAHOCTBIO

HEOJIH.

MaTepuaiia mpo0 U BIUSHUEM ONEpaTopa, KOTOPble MOTYT ObITh pa3/ieieHbL;
£- BKJAJ B HEONPEIEIECHHOCTh, OOYCIIOBJICHHBIN ClIy4ailHbIM paz0pocoM

pEe3yJbTaTOB U3MEPEHUM B YCIOBUSIX TOBTOPSEMOCTH.

Takum 06pa3zom, METPOJIOTUYECKUE XaPAKTEPUCTUKH, KOTOPBIE TOJKHBI OBIThH
orieHeHb! 41t PM, ipeacTtasiensl B Tadauie 3.2.

BriBo 06001meHHOM Moienn onyOJimKoBaH B pabdote [17a].
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Tabmuna 3.2 — Bkiagsl B HEONIPEACICHHOCTh U METOJIBI MX OIEHKH

Cocrasasromue
MeTon oLleHKH UX BKJIaJa B HEONPEIEIEHHOCTh
HEONPEEICHHOCTH
HeonpenenenHocTs, CyMmMupoBaHue BCEX UCTOYHHUKOB
CBSI3aHHAS C BIUSHUEM HEOTPEACIEHHOCTH, BXOSIINX B YPAaBHEHHUE CBSI3U.
METOIMYECKHUX MapaMeTpOB OneHka METOAMYECKHX MapaMeTpoB — C
IIPUBJICYEHUEM MHOTO()aKTOPHOTO (v
MOOYEPETHOr0 OAHOPAKTOPHOI0) FIKCIIEPUMEHTA.
O6paboTKa — perpeCCHOHHBIN aHaJU3.
Heonpenenennocts, Omnpenenenne CYMMAapHOT0 BKJIa/1a
CBsI3aHHAs C (HEOAHOPOJHOCTh ~ MaTepuana U BIHUSHUE
HEOJTHOPOIHOCTBIO orepaTopa) — C INpPHUBJIEUYEHUEM OJAHO(PAKTOPHOIO
maTepuaia npod JUCIIEPCUOHHOTO aHan3a
[Ipu HEOOXOUMOCTH BBIJICTICHUS
HEOJHOPOJIHOCTH MaTepuana — HCIOJIb30BaHUE
MOJIEJIH C pa3eIeHHbIMH YPOBHSAMU
B cnydasx, ecnu JMCHEPCUOHHBIA aHAIU3
HEIIPUMEHUM, 00paboTKa JaHHBIX — MO MOJEIHU
CIIy4aliHOT O rnapamerpa 158105 CIIy4aliHOTO
0Ty K aHus
Heonpenenennocts B OnHo(aKTOPHBIN 1UCIIEPCUOHHBINA aHAJIN3
YCIJIOBUSIX TIOBTOPSIEMOCTH

HeonpeaeneHHOCTh, CBSI3aHHAs C BAUSHUEM METOAUMYECCKUX NapaMeTpOB

OueHka nokasaTesisi MPaBUILHOCTH MPOBOJUTCS IMTyTEM TOCTPOCHUS MOJIHOTO
OroKeTa coctaBisronux HeomnpeaenaeHHocTH [178]. CoracHo ypaBHEHHUIO CBS3U
IpU  OMNpEACICHUU BOJABl TEPMOTPABUMETPUUECKUM METOJOM HCTOYHHUKAMU
HEONPEACICHHOCTH, HEMOCPEACTBEHHO BXOASUIMMU B YPAaBHEHUE HW3MEPEHUM,
SIBJIIFOTCSI Macca MPOOBI U OIOKCHI 10 CYLIKU, Macca MPOoObl U OIOKCHI MOCTIE CYLIKH,
Macca OIOKCBI.

CwmenieHue, CBA3aHHOE C METOJIMYECKUMH IapaMeTpaMH, OLEHUBAETCS KaK
HEONpPEACICHHOCTh TUIa B, myTeM npoBeaeHuss MHOTO(AKTOPHOTO SKCIIEPUMEHTA,
pe3ynbTarel — 00padaThIBAIOTCS PErPECCHOHHBIM aHAIU30M (Hampumep, C
nomoIipio nakera ananusza Microsoft Excel). [Topsiaokx dopmupoBanus UCXOTHBIX
JAHHBIX JUIsi MHOTO(AKTOPHBIX AKCIIEPUMEHTOB MpHUBEAeH B pabdore [214], B
tabmmie 3.3 TpeAcTaBleHbl TMOAXOABI IS  3aJaHusl MCXOJHBIX JTAHHBIX
(o603nauenHbIX B Tabauie X0) Ha npuMmepe PM omnpenenenust MaccOBOM J0JIU BOIBI
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B BEILECTBE, MTPEIOIAraloieii pa3Mosl, OCHOBHYIO CYIIIKY U JOCYIIIMBaHUE (OLIEHKU

XapaKTePUCTUK MYTEM MPOBEACHUS MHOTO(AKTOPHOTO SKCIIEPUMEHTA).

Tabnuua 3.3 - [lapameTpbl BapbUpOBaHHUSI MHOTO(PAKTOPHOTO SKCIEPUMEHTA

Nudopmarius st Nudopmarus mis
YCTAHOBJICHUS BETUYUHBI YCTaHOBJICHUSI
®akTop BiausHUsA | X0
X0 BEJIMYMHBI
BapbUPOBAHUS
Macca HaBecku, T mQ yCTaHaBJINBAIOTCA 10 0,1-m0
pe3yibTaTaM ONTHUMU3AIUU XapaKTePHCTHKA
napamMeTpoB Ipoiiecca HECTAGHIIEHOCTH
CYIIKHA MOJJIEPKAHUS
Temneparypa
o T TeMIIEpaTypbl B Kamepe
cyuku, °C
CYIIIKH, yCTAaHOBJICHHAS
AKCIEPUMEHTAIIBHO JIJIs
JTaHHOU Kamepsbl, AT
Bpewms cymiku, mun | 10 0,3 -0
BbIOMpaeTCst paBHOM
Db PEeKTUBHOCTH
oD (70 ... 80)% ot Max,
BO3JIyX000OMEHa B
®0 00ecIIeunBaeMoro 0,2 - w0
KaMepe CYIIKH, KOHCTPYKIIMEN KaMephI
00/MUH Py p
CYIIKU
yCTaHaBJIMBAIOTCS 110
Bpewms pa3zmona,
MU t pe3yJibTatam BbIOOpa 3
YCJIOBUM MPOOOIIOATOTOBKU
BBIOMpPAETCS UCXOS U3
CKOPOCTH OXJIAXKJICHUS
Bpems ; OIOKC C HAaBECKaMH OT 10

OXJIaXXaACHUA, MUH

TeMIEePaTyphl CYIIKU J0
OKpPY>KarolIero Bo3ayxa,
qgarte ot 20 1o 40 Mmun

HeonpeneneHHOCTh, CBA3aHHAs C HEOMHOPOIHOCTHLIO MPOOLI M BIIMSHUEM

orepatopa ( S,)

HeomnpeneneHHOCTh, CBSI3aHHYIO C HEOJHOPOJHOCTHIO MPOOBI U BIUSHUEM

oreparopa, OOCHUBAKOT MCTOJ0OM OI[HO(i)aKTOpHOFO JAUCIICPCHOHHOI'O aHalln3a B

COOTBETCTBUM C QIrOpUTMOM [215], mpuBEeIEHHBIM HWXKE [JIs MSITh CEpUi

I/IBMCpCHI/Iﬁ B IIATH IMAPpAJJICIIBHBIX OIIPCACICHUAX.
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PaccuunthiBaroT CpeaHCC 3HAYCHHC MacCOBOM JOJIM BOABI MJIA KaxAO0I'o

obpa3zia

W, =2 (3.15)

BbIuncnsior cyMMy KBaIpaToOB OTKIIOHEHUH MS, ., pe3ylbTaTOB U3MEPEHUIl
OT CpEAHUX 3HAYCHHM JIJIs1 KaXK 0 MpoObI
N J
17 \2
Z Z (an -,

MS R n=l j=1 )
within N(J—l) (3 16)

U CYyMMY KBaJpaTOB OTKJIOHEHHMN MS, = CpEeIHUX pe3yJbTaTOB JJI KaXI0H

among

poOBI OT CPEeTHEro apu(PMETUIECKOTO BCEX PE3yIbTATOB

JY W, -W )
MS,,,,, =—" : (3.17)
& N-1

CranaapTHYIO HEONPEAEIEHHOCTh OT HEOJAHOPOAHOCTH MaTepuaia MpoObl U

BIUSIHUA oniepaTopa (U, %) OLEHUBAIOT

ﬂ — \/ (MS among _MSwithin)

3.18
y (3.18)
Ecm MS,,,, <MS,,,,, TO OJaraot
MS, .. 2
= — . 3.19
fo= (3.19)

within

CraHmapTHOE  OTKJIOHEHHE HEONPENENEHHOCTH OT  HEOJHOPOJHOCTH
MaTepuaiia mpoObl MPUHUMAIOT PABHBIM CTaHIAPTHOM HEOMPEAEIEHHOCTH:

S, =U,. (3.20)

CranapTHOE OTKJIOHEHUE BHYTPUIA00PATOPHON MPELIM3UNOHHOCTH ( Oy )

CnyyaliHyio COCTaBIISIIOUTYIO (HEONPEACIEHHOCTh MO A) OLICHUBAIOT B BUJIE
noKasareyiied IMOBTOPSIEMOCTH W BHYTPUIAO0OPATOPHOM NPEHU3UOHHOCTH B
COOTBETCTBUHU C [216].

OueHka MoBTOPSIEMOCTH
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PaccuuthiBaroT cpesnee apupmerndeckoe M, n BHIOOPOUHYIO IUCTIEPCHIO

2
Sm,l PE3YIBbTATOB CANMHUYIHOI'O aHAJIN3a COACPKAHUA B 171-OM O6p33H€, IMOJIYUYCHHBIX

B YCJIOBUSIX TOBTOPSIEMOCTHU (IapaJlIeIbHBIX ONPEAEICHUI):

N
2 W i
i=1

Wm,l ZIT7 (3'21)
X 2
Z (W m,l,i - W m,l)
S, =+ 3.22
m,l N _1 9 ( )
m=1, .., M;I=1, .., L (3.23)
o o 2 2
Ha OCHOBC HOqueHHBIX 3HAYCHHUU BI)I6Op0LIHBIX I[I/ICHepCI/II/I Sm,l 9 cves Sm,L B

m-om 0O0pa3le MPOBEPSIOT TUIIOTE3Y O PAaBEHCTBE TIE€HEPAJIbHBIX JUCHEPCUH,
ucrions3ys kpurepuii Koxpena. 3nauenme kpurepus Koxpena Gm(,mx)

PacCUYUTHIBAIOT IO popmyiie

(S;, )max
oy = e : (3.24)
ZSm,l
1=1

Y CPaBHUBAIOT €T0 C TAOJIMYHBIM 3HAYEHUEM KPUTEPUS G, paBHbIM 0,841.

Ecit G > G, TO cooTBeTCTBYIOMIEE (S, )10y M3 NATBHEHIIMX PACUETOB
HCKJTIOYAOT.

HeHCKIIOUCHHBIE M3 pacdeToB S., CUMTAIOT OJHOPOXHBIMH M 110 HHM
onernBaoT CKO, XapaKTepu3yIOIMe IOBTOPSEMOCTh pE3yJIbTAaTOB AaHANM3a

(mapasinenbHbIX ONpeeneHuit) S, ,, PacCUUTHIBAIOT MO (GOpMYIIe

(3.25)

rJ¢ B 4YHCJEC CcJaraeMbIX HET OTOpOIICHHBIX 3Ha4YeHWH u L' - dgucio

HEOTOPOILEHHBIX TUCTIEPCUH.
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ITokaszaTens nosropssemoctu B Buge CKO - O, ycTaHaBIMBarOT, IPUHAMAS
paBHBIM Sr,m

G ~S,, (3.26)

Ornenka mokaszaressi BHyTpUIa00opaTOPHON MPEIU3NOHHOCTH

[IpoBomaTr mnpoBepKy cpenHux 3HayeHUM. I[lOJlydeHHBIX B YCIIOBHUAX
MOBTOPSAEMOCTH (MM B YCIOBHAX BHYTPHIA60paTOpHOI npenu3uonHocty), X, Ha
HaJu4yue BHIOPOCcoB mo kputeputo ['paddcea.

Jlns pe3ynbTaToOB aHalu3a Kaxaoro oopasia {W l=1,...,L} HAXOIAT

m,l>
MAKCHUMAJIBHOC I/Vlv:m’max 1 MUHHUMAJIBHOC VK"m,mn 3HAYCHUA.

PaccuntsiBaroT me - 06H_I€€ CpCAHCC 3HAUCHHUC PC3YJIbTATOB aHAJIMN3a,

MOJIYYCHHBIX B YCIOBUSAX BHYTPHJIA0OPATOPHOW MPEIU3UOHHOCTH M UX CPEIIHUE

KBaJIPaTUYECKUE OTKIIOHCHUS S, 1o dbopmynam

L
2 i
_ 1=l

Wo=="7", (3.27)
L
Z (W ml W m)2
S, =\"—73 (3.28)
PaccuutsiBatot cratuctuku ['pabbca:
w, —W, w. -Ww,.
GR,, s = Fm’mg —" u GR,, Z% M CpaBHHMBAOT HX C

kputiaecknM snadennem GR ;. pasrbiM 1.72 (uist cepun m3Mepennii L =>5)

Ecmnm %m >GR . wi/n Gle,m-n >GR,,;,, TO COOTBETCTBYIOIIUE PE3yIbTaThI

X pmax WA/ X, 5 M3 TATbHEHIIMX PACUETOB UCKITIOYAOT.
PaccuuteiBator CKO pe3ynbTaToB aHanmmuza m-20 o0pasiia, MOTYyYEeHHBIX B

YCIIOBUSIX IPOMEKYTOUHOM IPEUU3UOHHOCTH, Sk, 1O (HopMyJIe
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Ix
Z (WFm,l - WFm )2 1 1

S — /=1 + (___
o L'-1 2 N

)S: . (3.28)

I7ie Cpeid pe3yJIbTaTOB HET OTOPOIICHHBIX;

L' - gncio HeoTOPOIIEHHBIX PE3YIbTaTOB;

1

X, -cpennee apupMeTHUIECKOE HEOTOPOILIEHHBIX PE3YIHLTATOB;
N' - 4ucno HeOTOPOIICHHBIX PE3YyIHTATOB U3MEPEHUH, BHITTOTHEHHBIX JIJISI 771~

20 oOpasIa.

Xapakrtepuctuky BHyTpuinabopaTtopHoi mnpenuszuonHocty CKO - O,
yCTaHaBJIUBAIOT, IPUHUMAS PABHBIM Sp ,

GR,m ~ SR,m . (3 29)

Ha ocHoBanumn PaCCUYUTAHHBIX COCTABJIAIOINUX HCOIIPCACICHHOCTU THUIIA An

Tuna B, cyMMapHas CTaHIapTHYIO HEOIPEAEIEHHOCTh PABHA
2 2
u, = u +u, . (3.30)

PacimpenHyo HeonpeaeIeHHOCTh pe3yJibTaTa ONpeAesIeHUsl MAaCCOBOM 10U

BOJIbl PACCUMTHIBAIOT 1O (hopmyJie
U=k-u., (3.31)
rae k — xodpuureHT oxpaTa, YMCICHHO PaBHbIM 2 MpPU JOBEPUTEIHLHON

BepositHocTh P=0,95.;

3.4 OueHuBaHMe HeONPeAEJEHHOCTH Pe3yJbTATOB ONpeaeeHUusl BObI,
MOJIy4eHHbIX BBIOPAHHBIMY BBICOKOTOYHBIMHU METOAAMU

B oOmeMm ciywae, kak ObUIO NOKa3aHO B pasjenie 2.4 ajaropuTM OLEHKH
pe3yiabTaTOB ONpPENENeHUsT MacCOBOM J0JIM BOABl OJWHAKOB — OLIEHUBAHHE
CTaHJAPTHOM HEONPEAECIEHHOCTH MO A 4Yepe3 [UCIEePCHI0 MOJyYEHHBIX

PE3YJIbTATOB, OLICHUBAHUC CTaH,HapTHOﬁ HCOIIPCACIICHHOCTHU 110 B IMPOBOAUTCA C
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y4eTOM BIUAIOIMUX (PakTopoB. s kaxmoro m3 BbIOpaHHBIX METOAOB (DaKTOPHI

Pa3IMYHbI U IPUBEJCHBI B Ta0IUILy 3.4.

Tabnuua 3.4 — VICTOYHUKH, YYUTHIBAEMbIE ITPU OLIEHKE HEOINPEAEICHHOCTH

Meton (MoguduKanus
METO/1a)
Y ypaBHEHUE CBSI3U

UcTounukn
HEONPEIEIEHHOCTH,
BXO/ISILIAE B YPABHEHHUE
CBSI3U

Hcrounnku HeonpeneneHHOCTH, He
BXO/JISIIINE B YPABHEHHUE CBS3U
MeTtoanyeckiie UCTOYHUKA

TepmorpaBuMeTpUYECKAN
BosnymHo-tennosas
CyIlIKa

" — macca mpoObI 1
OIOKCHI JI0 CYIIKH, T;

T - Temnepatypa cymku, °C,
t - BpeMs CyIIKH, MUH,

tutpoBanus o Kapmy
Oumepy

I/MOJIb,
() — KOIMYECTBO

_m—-—m, M — macca nmpoobI U ¢ - BpeMs OXJIAXCHUS B
B m, —my OIOKCHI MOCJIE CYIIKH, T, 9KCHUKATOPE, MUH,
m, $- KOJIMYECTBO BO31yXO0OMEHOB B
— Mmacca OIOKCHI, T. o
Kamepe, %
¢ = BpEMs Pa3MoJla, MUH,
MIPU JOCYIIUBAHUH JI0 TOCTOSIHHOM
MAacCChI — pa3HUIIA MEXK]TY IBYMs
MOCIIeI0BaTEIbHBIMU
B3BEIIMBAHUSIMH
Meron M — monexkynsipHas Macca KOHEYHasi TOYKa TUTPOBAHUA,
KYJIOHOMETPUYECKOT O BOAbI, paBHas 18,01528 KOppeKIus apeida

IIPY UCIIOJIb30BAaHUM MEYH:
TeMmIepaTypa HarpeBa oopasia,

TuTpoBaHus 1o Kapmy
duiepy ¢ neybko

W= M -Q-100
z-F-(m —m,)

I/MOJIb,

O — KOIMYECTBO
AIEKTPUYECTBA, MOIIEIIICE
Ha anekTpoaus, K,

Z — YUCJIO YYACTBYIOIIUX B
MPOLIECCE DIEKTPOHOB,

F —nocrosanas ®apanes,

"1 — Mmacca Tapbl ¢

HaBECKOM, T;

"> — macca Tapsl, T

W M -Q-100 AJIEKTPUYECTBA, MOMIEIIeEe | BpeMs HarpeBa oOpasia,
T LF. m, Ha 3neKkTpoaus, Ki, CKOpOCTh Harpesa o0pasia
Z — 4HCII0 y4aCTBYIOUIUX B
IIPOLIECCE DIIEKTPOHOB,
F —nocrosunas ®@apajes,
" — Macca HaBeCKH, T
Meron M — monexynsipHast macca KOHEYHAas TOYKa TUTPOBAHU,
KYJIOHOMETPUYECKOT O BOJbL, paBHas 18,01528 Koppekuus aperida

IIpU UCIIOJIb30BAHHHU TICYH:
TeMIepaTypa HarpeBa oopasiia,
BpeMs HarpeBa o0Opasiia,
CKOpOCTh HarpeBa o0pasia
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Oxkonuanwne TadmauIe! 3.4

Meton (MoguduKanus
METO/1a)
Y ypaBHEHUE CBSI3U

HcTounuknu
HEOIPEIETICHHOCTH,
BXOJSILLIUE B YPABHEHHUE
CBSI3U

Hcrounnku HeonpeneneHHOCTH, He
BXOJISIIIIME B YPABHCHHE CBSI3H
MeTtonnuyeckue UCTOYHUKA

Merton
BBICOKOTEMITEPATYPHOI
KYJIOHOMETPUU B TOHKOU
IJIEHKE MTEHTOKCH/IA

docdopa

M — monekynspHas macca
BOJBI, I/MOJIb;
Q — KonHMuecTBO
anekTpuuecTna, Ki;
F — nocrosinnas ®@apanes,

CKOPOCTb (pacxo/1) MOTOKA raza
HOCHTETS,
OTKJIOHCHHE MaCChl HABECKH OT
ONTHMAIBLHOH,
TeMIiepaTypa HarpeBa oOpasiia,

TEPMOIPaBUMETPUUECKOTO
aHaJu3a ¢ Macc-
JNETEKTUPOBAHUEM

OIOKCHI IO CYIIKH, T;

> — macca npoObl U

OIOKCHI TTOCJIE CYIIKH, T,

M3 — macca OIOKCBI, T.

W M-Q-100 paBHas; BpeMsi HarpeBa oOpasiia,

T . F-m Z — YHCJIO YYaCTBYIOIIUX B CKOpOCTh HarpeBavOGpawa,
Iporecce IEKTPOHOB; aTMocdepa, B KOTOPOil POBOAUTCS
™ - Macca HaBECKH, T. aHajms,

OTHOCHUTEIIbHAs BIAXKHOCTh
BO3/yXa.
Meton M\ _ Macca mpoObl 1 Temneparypa Harpesa, °C,

ckopocTh HarpeBa °C/MHUH
CKOpPOCTb IMOTOKA ra3a-HOCUTENS

3.5 IlloaTBepskaeHNe HAUBBICIIEH TOYHOCTH METO1a

besycnoBHo, Hamdayudmuid crmoco0 AoKa3aTh TOYHOCTh M MPABUIBLHOCTH

MPUMEHSIEMBIX U pa3pabO0TaHHBIX peEepPEHTHBIX METOJIOB — YYaCTHE B CIMUCHHUAX
WM, WHAYE, MEXKJIA00PATOPHBIX CPABHUTEIBHBIX HCHBITAHUSX, MPOBOAUMBIX IS
Pa3TUYHBIX IEJIeH: TPOBEPKHU KBATU(UKAITUHY JTA00PATOPHH B 1IETIOM U KOHKPETHBIX
MIEPCOHANIMN B YACTHOCTH, MMPOBEPKHU MPABUIBLHOCTH pa3pabOTaHHBIX METOOB, WU
B paMKaxX HEOOXOJUMBIX MPOLEAYpP CHUCTEMbI KOHTpPOJS KauecTBa pPe3yJbTaTOB
u3Mepenuid. Paszpaborannele PM  onpeneneHus BoAbl BXOIST B COCTaB
rOCyJapCTBEHHOr0 TMepBUYHOro staoHa [ODT 173 — »sranoHa ogHOTO U3
HallMOHAJIbHBIX MeTposiorudeckux UHCTUTYTOB (HMU). OCHOBHBIM OpHUEHTHPOM
JUIsl YCTAHOBJICHHUS CTeNeHW dKBUBasieHTHOCTH HMMU u oGecrniedenusi B3aMMHOTO
NpU3HaHUS CepTHU(PUKATOB KaJIMOPOBKM M HU3MEpeHUi, BblIaBaeMbix HMMU, B
pamkax Cornamenuss o B3auMHoM mnpuszHanuu (MRA) [221], sBistores
MEXIYHapOJHbIE ClIHueHus. B nurepaType MOKHO HaWTHU MHOXKECTBO paldOT IO
MaTeMaTuyeckol oOpaboTke pe3ynpraroB ciaudennit HMU, a wumenno, mno

OIIPCACIICHUIO OIIOPHOI'0 3HAYCHUA H CBSI3aHHOM C HHUM HCONIPCACIICHHOCTH.
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be3ycnoBHO, HawIydymIMM BapuaHTOM IOATBEPKIAECHUS BBICIIEH TOYHOCTH
pa3pabOoTaHHBIX METOAMK, SIBISIETCS INPOBENCHUE CIMUYEHUN Ha MEXKIYyHapOJIHOM
YPOBHE.

IIpr >TOM, NOATBEPKAECHUE TOYHOCTH METOJA U OIKCIEPUMEHTAIBHOE
onpoOoBaHUE TMpoUeaypbl IpuMeHeHHs PM 118  OLeHKM NpaBUIBHOCTU
pe3yabTaTOB aHalM3a MOXET OBITh OCYIIECTBICHO TAaKXe B XOJ€ pealn3aluu
payHIa MexJ1aOOopaTOPHBIX CIMYUTEIbHBIX HCIBITAHUH, a TakKe MOXET ObITh
IIPOBEJEHO CaAMOCTOATENIBHO, ITyTEM CPABHEHUS PE3YJIHTATOB AHAIN3A, II0JyYEHHBIX
1o pazpaboranHoMy PM 1 1o pyTUHHBIM METOJUKAM.

VYuuThiBas HECKOJBKO TPUMEHSEMBIX B JAaHHOM paboTe METOMAOB,
NOATBEPKIACHUE TOYHOCTH, a TAaKXKE BO3MOXXHOCTb IIOCTPOCHHS  LIEIHU
IPOCJIEKUBAEMOCTH OT pa3paboraHHOro PM MoxeT OBbITh MOIYy4eHO MyTeM
CpPaBHEHUs pE3yJIbTaTOB aHaln3a, MOJYyYEHHBIX IO pa3zpaboranHHoMy PM u mo

APYTUM MCTOJAUKAM, KOTOPLIC yAAJIOCh ITPUBJICYDL B Ka4CCTBC AOIMOJIHUTCIIbHBIX.

3.6 PazpaGoTka cnmocoda KOHTPOJISI TOYHOCTH METO1a

B nporiecce nmpuMeHeHUsT METOAA MTPOBEACHNE MEXTYHAPOIHBIX CIUUYCHUH C
4acCTOTOM, HEOOXOAUMOW IS TOJACP)KaHHUS YBEPEHHOCTH B IPAaBWIBHOCTH €€
pe3yNbTaTOB — MPAKTUYECKH HEBO3MOXKHO, Ja W HemelecooOpaszHo. KoHTpoib
TOYHOCTH METOJa HEOOXOJMM Ha PEryJIsIpHOM OCHOBE, a TaKXe B CICTYIOIINX
CydasiX — CMEHbI MapTUU MPUMEHSEMBIX PEAKTUBOB, MPOBEACHUS TEXHUYECKOTO
0o0CllyKUBaHUsI O00OpYJOBaHUS, Ha KOTOPOM pEaM30BaH METOJl, CMEHBI
MUKPOKJIMMATa MOMEUICHUS U T.I.

CnocoObl KOHTpodsi TOYHOCTH PM B 4acTW KOHTpOJS IOKa3aTeneu
MPEIU3UOHHOCTH HE OTINYAIOTCS OT CIIOCOO0B KOHTPOJIS PYTUHHBIX MeTOoauK. [Ipu
ATOM IMOJXO0/Ibl, MPUMEHSEMBIE JJIsI KOHTPOJIS TOUHOCTH (TTPaBUIIBHOCTH) PYTHHHBIX
METOJIMK, TaKHe Kak pa30aBieHUE, T00aBKH WU X COYETAaHUE — HETPUMEHUMBI 110
MPUYUHE TOTO, YTO BBISABIAIOT JIMIIL MYJbTUIUIMKATUBHYIO COCTaBJIAIOIIYIO,
OCTaBJISISI BHE TOJISI 3pEHUS TTOCTOSIHHYIO COCTABIISIFOILYI0 HEOIPEAEIEHHOCTH TUIIA

B (cucremarnueckoil TOTPEIIHOCTH); TMPOBEICHUE KOHTPOJBHBIX MPOUETYP
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BAPbUPOBAHUEM HABECOK — TAKXE€ HEMPUMEHHUMO, IOCKOJIbKY Macca HaBECKHU
BBICTYNIAET B KA4€CTBE OJHOIO M3 ONTHUMAJbHBIX MMAPAMETPOB METOJUKUA U €€
W3MEHEHUE TPUBEIET K HEKOHTPOIUPYEMOMY H3MEHEHHUIO HEOIpeeIeHHOCTH
(morpenrHocTH) pe3ybTaTa.

Takum 00pa3oMm, OCTaeTCsd HECKOJIBKO CIOCOO0B KOHTPOJIS TOYHOCTHU
pesynbTratoB PM, Hambosnee EMKHMI M3 HHUX — 3TO MPOBEACHHE Pa3BEPHYTOTO
HKCIIEPUMEHTA C OLICHUBAHUEM HEOIPEICICHHOCTH, aHAJTOTMYHOTO YKCIIEPUMEHTY,
MPOBOJAMMOMY TIPU OLICHHMBAHUM XapaKTEPUCTUK METOAMKU TPHU €€ pa3padoTKe,
OnUCaHHOrO B 3.4, BO3MOXHO TAaKXe€ NPUBJICYEHUE JI MPOBEPKHU IMOITHOTHI
MIPOBEJICHUS aHAIN3a JIOMOJTHUTEIBHBIX METO/IOB; ISl BHICOKOYUCTHIX CTAOMIBHBIX
BEIIECTB — BO3MOKHO UCIIOJIb30BaHUE XHUMHYECKUX PEAKTUBOB BBICOKOU
KBaJTM()HUKAIIUH, aHATOTHIHBIX 110 COCTAaBY 00bEKTaM METOJIMKHU.

Crnoco0 koHTpoJisg TouHOCTU PM ycTaHaBIMBaeTCs ¥ TPOXOIUT ONPOOOBAHNE
B mporecce pa3padotku. [lomydueHHbIE NpH €€ pealu3aluy SKCIEPUMEHTAIbHbIC
JAHHBIE TIPEACTABISAIOTCA B KOMIUICKTE C MaTepuanamMu pa3paborku PM Ha
yTBEPXKICHUE.

BbiBoabI 1O IJ1aBe 3.

1. IlpensnioseH HOBBIN METOAMYECKUN MOIX0 K pa3padboTke PM onpenenenus
BOJIBl B Pa3IMYHBIX BEIIECTBAX W MaTepualiaX, OCHOBAHHBIM Ha COYETAHUU
aIPUOPHBIX 3HAHHMH O BEIIECTBE, MPOOOMOJATrOTOBKE M KOHTPOJIE €€ KadyecTBa W
3 PEeKTUBHOCTH, pAIMOHAIHLHOM BBIOOPE METO/a OMNpPEACNICHUs BOJAbI (MpH
HEO0OXOIMMOCTH, BHIOOPE JIOMOJTHUTEIBLHOTO METO/Ia), BBIICIICHUN COCTABJISIOIINX
HEOIpPEeIeIEHHOCTA U MUHUMU3AIMUA UX BKJIAJIOB B HEONPEICIEHHOCTD pe3yjbTara
Y, HAKOHEIll, MOATBEPKICHUU HAWBBICIIEH TOYHOCTH. JlocTurHyto 3-5 KpaTtHOE
MOBBIIICHUE TOYHOCTH MO CPABHEHUIO C PYTUHHBIMU METOIUKAMM.

2. IlpemnoxkeH crmoco® BO3MOXXHOTO  TOBBIIICHHS  OJHOPOJHOCTHU
BBICOKOUYMCTBIX BEILIECTB IMyTeM BbIOOpa (pakuuoHHOro coctaBa. [ns psana
MPUPOHBIX, CJI0XKHBIX 110 COCTaBY MaTEpHaJIOB, CKIIOHHBIX K MEpepacipeiesICHUIO
BOJIbI TI0 00bEMY MOATOTOBICHHONW MPOOKI U K TIpolieccaM copOiuu / 1ecopOoiuu ¢

OKpYXXalolllUM  BO3yXOM, MPEIJIOKEH  HOBBIM  CIOCO0,  CcoudeTarouuid
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POOOTOTOTOBKY M MPO0O00TOOP, TOTYYCHHBIE 10 KOTOPOMY PE3yJbTaThl MOTYT
OBITh ONMHCaHBl B paMKaX TCOPUM BPEMEHHBIX PSIJOB — MOJCNICH CIydailHOTO
napamMeTpa Wid ciiydyalHoro Osyxaanus. B menom, npeniokeHHbIE MOACIH MOTYT
OBITh HCIIOJB30BaHBI B TIPOIEAYypax KOHTPOJS KayecTBa IPOOOIOATOTOBKU
BelllecTBa pH pa3padbotke PM u, B ganpHelIeM, Kak 3JIeMEHT KOHTPOJISI TOUHOCTH
PM, npu 3TOM NPUMEHHUMOCTh NPEAJIOKEHHOTO COUYETAHUSI MPOOOMOATOTOBKU U
nmpo60oTOOpa W TEOPUH BPEMEHHBIX PSAIOB JOJDKHA OBITH AKCIEPUMEHTAIBHO
JIOKa3aHa Juisl KaKA0r0 KOHKPETHOTO BEIIECTBA.

3. Pazpaborana 00001eHHAs MOIETTh OIEHKH HEOTIPEISTICHHOCTH PE3yJIbTaTa
OTIPEJICJICHHS BOJIbI B TBEP/IBIX BEIIECTBAX M MaTepHajaax BEIOpAHHBIMU METOIAMU,
BKJIIOYAIOIIAs y4YeT BKJIaJa OT HEOJHOPOJHOCTH BELIECTBA, COCTABIISIIOIIMX U3
YPaBHEHHS CBS3U, COCTABIISIONINX, O0YCIOBICHHBIX METOIMUYCCKUMHU (PaKTOPaMHU H
COCTAaBJISIIONIINX, XapaKTEPU3YIOUIMX TEXHUYECKUE BO3MOKHOCTH MPUMEHSIEMOIO
000pyI0BaHUSI.

4. MWccnemoBanus u paspabotrka PM 1omkHA OCYIIECTBISITHCS HAa
«MPENeNbHBIX BO3MOXKHOCTAX» METOJOB — O3TO OJHA W3 NPUYMH BbBIOOpA
KaHOHUYECKUX METOJIOB — TpPaBUMETPUS U KYJOHOMETPUYECKOE TUTPOBAHUE
peaktuBoM Duiepa, XOpOUIO U3YUCHHBIE U MIPUTOAHBIE ISl YCTAHOBJIEHUS BCETO
KOMITJIEKCA BIHUSIOMUX (AaKTOPOB U BO3MOXXHOCTH WX Y4e€Ta, HMPUMEHSIEMOTO
o0opynoBaHus, pabOTHl C aHANM3UPYEMbIM BemiecTBOM. [Ipu 3ToM, B mporiecce
pazpabotkn PM mpemyiokeHa wuaes coOmoAeHus OalaHca MeEXAy OOBbeMOM
AKCIIEPUMEHTAJIBHBIX MCCICAOBAHUMN, MPHU3BAHHBIX ISl TMOBBIIICHUS TOYHOCTH, U
COOCTBEHHO, IICJICBBIM YPOBHEM TOYHOCTU co3ngaBaemoro PM. B rtabmumne 3.5
CBEJICHBI TpejJiaraéMble CIOCOOBI MOBBIIIEHUS TOYHOCTH IO KaXKIOW W3 TPYIIII

dbakTopoB.
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Tabnuma 3.5— CriocoOb! MOBBIIIEHHS] TOYHOCTH NPH pazpadotke PM

Jranel aHAJIN3a U UCTOY-
HUKH HEONpeAeIEeHHOCTH

[Ipenmaraempie criocOOBI MOBBIIIIEHUSI TOYHOCTH

OCHOBHBbIE METO/IbI

Tepmoepasumempuueckuii memoo 1o Tekcty —TT" u TI" BakyymHOM cyniku

IloaroroBka K aHAJIU3Y:

- IIOBBIIIICHUEC
OJIHOPOJAHOCTH MPOOBI
IIpoBegcHME aHAIM3A:

- ICTOYHUKH U3 YPABHEHUS
CBSI3U

- MeToanYecKue GaKTopbl

- HHCTPYMEHTAJIbHBIE
dakTopbl

- IpOBEPKa U BbIOODP (PpaKIIMOHHOTO COCTaBa

- yueT BBITAJIKUBAIOIIEH CUIIBI BO3yXa IIpH OIIPCACICHUU
MacCChbl HAB€CKH

- Macca HaBeCKU

- TeMIepaTypa U BpEMEHH CYIIKU

- BpeMsl OXJIaKJEHUS B 3KCUKATOpe

- BO3yX000MEH B KaMepe CYILIKU

- INIyOMHA Bakyyma

- IIPH CYIIKE /10 MTOCTOSTHHON MacChl — pa3HULIA MEKIY ABYMS
MOCJIEI0BATEIbHBIMU B3BEIINBAHUSIMHU

- KaTMOpOBKa BECOB B MOJIIMANIa30HE MAaCC HABECOK

- TOYHOCTb MOJ/IEPKAHUSL TEMIIEPATYPbI

Memoo kynonomempuyecko2o mumposanus peakmueom Puuepa

(mo texcty — Meron K®D)

IloaroTroBka K aHaJIU3Y:
- IOBBIIICHUE
OJTHOPOJHOCTH MTPOOBI

IIpoBenenue ananusa:

- HICTOYHUKH U3 ypaBHEHHUS
CBSI3H;

- METoMuYecKue (PaKTopbl
- HTHCTPYMEHTAJIbHbIC
(baxTopsl

- HCKJTIOUeHHue 0osiee MEIKUX U CaMbIX KPYIHBIX (hpaKiuii.
- IPEeJIBAPUTEIILHOE PACTBOPEHHE MTPOOBI U yUET CONEPIKAHUS
BOJIbI B paCTBOpUTEIIE

- y4eT BBITAJIKUBAIOIICH CHJIBbI BO3YyXa MPH OINpeaeTICHUN
MacChl HAaBECKHU
- Macca HaBECKU pacTBOpa JIJIs aHalu3a

- KaTnOpOBKa BECOB B MOMANAa30HE MAaCC HABECOK
- IOA/Iep>KaHUE TEMIEPATYPhI

JOINOJIHUTEJIbHBIE METO/IbI

MeTtoa BrICOKOTEMITEpAaTypHOH KyJIOHOMETPUHU B TOHKOM TUICHKE TIeHTOKcHAa docdopa (1o

tekcty — meto]1 KIT)

IloaroroBka K aHAJIU3Y:

- IIOBBIIIICHUEC
OJIHOPOJAHOCTH MPOOBI
IIpoBecHUE aHAIM3A:

- ICTOYHUKH U3 YPABHEHUS
CBS3U,;

- MeToanYecKue GaKkTOpbI

- HHCTPYMEHTAJIbHBIE
dakTopbl

- HCKJIFOUEHUE CaMbIX MEJIKUX M CaMbIX KPYIHbIX (ppakiiuid.

- YUeT BBITAIKUBAOIIEH CHIIbI BO3AYyXa IIPHU OLPEACIICHUN
MacChl HaBECKHU

- Ta3-HOCHTEJb U €0 Pacxo/l
- Macca HaBECKH

- TeMIiepaTypa HarpeBa oopasia
- BpeMsi HarpeBa oopasia

- CKOpOCTb HarpeBa oOpasia

- KaJ'II/I6pOBKa BCCOB B 11oAAHAIIa30HC MaCC HAaBCCOK
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OxkoHuanue Ta0IUIbI 3.5

Jranel aHAJIN3a U UCTOY-
HUKH HEONpeAeIEeHHOCTH

[Ipenmaraempie criocOOBI MOBBIIIIEHUSI TOYHOCTH

Memoo mepmozpasumempuuecko2o aHanusa ¢ Macc-CneKmpoMempuieckum
oemexmuposarnuem (1o Tekcty — meron TI'A-MC)

IloaroroBka K aHAJIN3Y:

- TIOBBIIIIEHUE
OJTHOPOJTHOCTH TIPOOBI
IIpoBeacHUE aHAIM3a:

- ICTOYHUKH U3 YPABHCHUS
CBSI3U,

- MeToIn4YeCKHEe (PaKTOpPHI

- HHCTPYMEHTAJIbHBIE
(bakTopsl

- IpOBEpKa U BBIOOP (PPaKLMOHHOTO COCTaBa

- y4eT BBITAIIKUBAIOIIEH CHIIBI BO3/TyXa ITPH ONIPEACTICHUH
Macchl HABECKU

- Macca HaBeCKH JUIs aHaIn3a

- MaKCHMaJIbHAs TEMIIEpATypa CyIIKU

- CKOPOCTh HarpeBa HaBEeCKH

- aTMoc(epa aHau3a

- KaTMOpPOBKA BECOB B IOIMANIA30HE MACC HABECOK
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4 Pa3pa0oTrka pedepeHTHBIX METO0B ONpeaeJeHUs] BOIAbI B

BCIIECCTBAX U MaTepuajiax

4.1 YucThble BeniecTBa

4.1.1 OHDGI[GJIGHI/IG BOJbl B KPHUCTAJUIOTHJApPATaX BBICOKOYHCTBIX COJICH

JAHTAHOU OB

OnpeneneHne BOABI B KPUCTAUIOTMAPATAaX  BBICOKOYHMCTBIX  COJIEH
JIAHTAHOWJIOB ITPOBOJIUTCS € LEJIBIO MOATBEPKIACHUS CTEXUOMETPHUUECKOTO COCTABA
KpUCTAJUIOTHApAaTa M  ONPEIEICHUs KOJMYECTBAa  CIIa0OCBA3aHHOM  BObI,
BBICTYIAIOIIECH B KAYECTBE OJHOM U3 OCHOBHBIX IIPUMECEH.

O06001menne n cucremaTuzanust HHpopmMauuu 00 00beKTe HCCIETOBAHNS

AHanmuTuyeckas (opma BeElIecTBA — MEJKOKPUCTALNIMYECKUE MOPOIIKH,
CUHTE3UPYEMbIE METOJIOM OCAXJICHUS B HEOONIBILINX KOJUYECTBAX.

XUMHYECKUM COCTAaB aHAJIM3UPYEMBIX BEIIECTB: KPUCTAJUIOTUAPATHI COJIEH
JAHTAHOUJOB C  M3BECTHBIM M  HEU3BECTHBIM  COJIEPKAHHEM  MOJIEKYJI
KPUCTAJUIM3aIMOHHOU BOJIBI.

CBoOomHast Boja MOXET ObITh cOpOMpOBaHa Ha MOBEPXHOCTH TBEPIBIX
YACTHULl WM UX arJioMepaToB, MOKET OBbITh 3aXBau€Ha C MAaTOYHBIM PAacTBOPOM B
X0JI€ pOCTa KPUCTAILIIOB.

O630D IIPUMCHACMBIX MCTOAOB aHAJIN3a

B pamkax o6o06menus anpuopHoit nHdopmanuu o coiisix P3M, tounee, ux
TEIUIO(U3UYECKUX XapaKTEePUCTUKAX (Temneparypax pa3pyLIeHus
KPUCTAJUIOTUAPATOB) OBbLI BBISBJICHO, YTO MH(GOpMAIIHS 00 YCIOBUAX ETHApaTaAIIUN
KPUCTAJUIOTUAPATOB COJIEH JAHTAHOMJOB, B CIIPABOYHOW JIMTEpPAType 3a4acTylo
OoTCyTCTBYET [223-229], HOCUT OTPHIBOYHBIN, HHOIAA IPOTUBOPEUMBBIA XapaKTep
(tabnuma 4.1). OTCyTCTBHE YETKOM M OJIHO3HA4YHOM WH(OpMamuu 00YyCIIOBICHO
HEBBICOKOW PacrpOCTPaHEHHOCTHIO cosieil P3M u, COOTBETCTBEHHO, CIIOKHOCTSIMHU
WX CO37aHMs, BEIOOPA YCIOBUM KPUCTAIUIM3AIUH U JETUPATAIINN, HEBO3ZMOKHOCTHIO

KOHTPOJIA MTOOOYHEIX IMponccCCoB.
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Ta6muma 4.1 — Jleruapartanusi KpUCTAIOTUIPATOB COJICH JIAHTAaHOUIOB

Bo3moxxHOE yncio Hcrounnk
Coenunenue YcnoBus geruaparanuu Peakuus
MOJIEKYJ BOJBI, N
NdCl3-nH20 6 105°C (-5H20) NdCl3-6H20—-NdCl3-H20+5H20 NdCl3-H20— [223]
130-160°C (-(1-y)H20) NdCl3-yH20 + (1-y)H20
160°C (-6H20) NdCl3-6H20—NdCl3+6H20 [224]
LaBr3-nH20 6,7 783°C He nmpexacrasnenst [224]
HarpesaHue B Bakyyme 10 600°C B [225, 226]
LaBr3;-nH,O+NH4Br—LaBr3;+HBr+NH3+nH20
npucyrcrsun NH4Br
YbBr3;-nH20 6, 8 HarpeBaHue B Bakyyme 10 600°C B [225]
YbBr3-nH20+NH4Br— YbBr3+HBr+NH3+nH20
npucytctuu NH4Br
Ce(SO4)2:nH20 4,8,9 630°C (-8H20) Ce(S04)2-:8H20—->Ce(SO4)2 + 8H20 [224]
78°C(-4H20) Ce(S04)2:8H20—Ce(S04)2:4H20 + 4H20 [229]
150°C(-3,3H20) Ce(S04)2:4H20—-Ce(S04)2:0,7H20 + 3,3H20
200°C(-0,7H20) Ce(S04)2:0,7H20—CeOS04
BhIre 300°C 2Ce(S04)2—> Ce2(S04)3+S0O3+0 [223]
Pr2(SO4)3-nH20 5,6,8,12,15 75°C (-3H20) Pr2(S0O4)3-8H20— Pr2(S04)3-5H20 +3H20 [224]
(600-650)°C(-8H20) Pr2(S0O4)3-8H20—Pr2(S04)3+8H20 [223, 228]
140°C (-4H20) Pr2(SO4)3-8H20— Pr2(S04)3-4H20 +4H20 [229]

155°C (-6H:0)
230°C (-8H20)

Pr2(S0O4)3-4H20— Pr2(S04)3-2H20 +2H20
Pr2(S04)3-2H20—Pr2(S04)3+2H20
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O630p MeTOmOB  aHanW3a  KPUCTAJIOTHAPATOB,  PEKOMEHIOBAHHBIX
CIIPABOYHHKAaMHU U HCIIOJIB3YEMBIX IpPU IPOBEACHUM HAYYHBIX MCCIIECIOBAHUM,
IIOKa3aJ OrPAHUYEHUSI KAHOHUYECKOTO TEPMOTPAaBUMETPUYECKOIO METOAA — METO1A
BO3JYIIHO-TEIVIOBOM CYIIKH, HE MO3BOJIAIOIIETO OTAEIUTh XUMUYECKU-CBA3AHHYIO
BOJly OT CBOOOJHOM.

Marepran kpucrautoruaparos coied P3M — Menkokpucramimdyeckoe
BEIECTBO, OoJjiee TOro, MmapTHs MaTepuaia, OJHOBPEMEHHO cO3JaBaeMas —
HEBEJIMKA, JOIMOJHUTEIbHOIO HM3MENbYeHUs1 He TpeOyeTcs, MpuU 3TOM MPUHATO
peuIeHre IOBBICUTH OJHOPOJHOCTH BEIIECTBA IIyTEM MNPOBEACHUSA CUTOBOIO
aHaInM3a U UCKIIOUNTh ¢Qpakiuu 6osee 800 MKM (s yJalieHusl arjoMepaToB C
BO3MOYHO, 3aXBaYE€HHBIM MAaTOYHBIM PacTBOpoM), U MmeHee 200 MkM (AJ14 ynaneHus
OCKOJIKOB KPUCTAJUIOB U aMOpP(HOM YacTH BEILIECTBA).

CoOpanHas anpuopHas H”HpOpMaIus O BELUIECTBE CBeJleHa B Ta0uie 4.2.

Tabnuna 4.2 — AnpuopHasi ”HGOpPMAIUS O COJISAX JIAHTAHOU OB

Xapakrepuctuka | MMerommecs cBeieHus
AHanutuueckass | MeJIKOKpUCTaIMYeCKue MTOPOIIKH, ocakJ1acMbIe B

dbopma HEOOJIBIINX KOJTMYECTBAX
Monekymnsipusie | Kpucramnorunparst C M3BECTHBIM (NdCI3-6H-0,
dhopmyibl Ce(S04)2:4H20, Pry(S04)3-:8H20) M HEU3BECTHBIM YHUCIOM

MOJIEKYJl KpucTtanzaiuoHHod Boabl (LaBr3:xH:O (roe
x~6,5), YbBr3;-xH>0)
®opmsbl cBa3u | Bonma kpucramioruaparos

BOJIbI c | Hammume cmabocBsi3aHHOW BOXBI:  COpOMpPOBAaHHOW Ha

BEIIECTBOM MTOBEPXHOCTU TBEPHABIX YACTHUI[ WM HUX ariiOMEpaToB, WIIU
3aXBAYEHHOM C  MATOYHBIM  pPacTBOPOM B  XOJ€
KpHUCTaJUIU3aluN

Br10op MeTona aHanmnza

[Ipyaumass BO  BHMMaHHUE, 4YTO pa3pylICHUE KPUCTAIIIOTUIPATOB
(BBICBOOOXK/ICHHE KPUCTALIM3AIMOHHON BOJIbI) BO3MOXKHO HE TOJIBKO TMpHU
HarpeBaHWM, HO W TIPU MX PACTBOPEHHUM, 3a CYET COJIbBAaTAllUM WIIH
KoMIuiekcooOpazoBanust [225, 230], wuCHoOJb30BaH XHMHUYECKHH METOJ —
TUTpOBaHKE peakTuBoM Duiiepa. M3BecTeH noaxoa K pa3ieIbHOMY OMpPEAEICHUIO

BOABl METOJOM THUTpoBaHHs peakTuBoM Dumepa [130], Obuia mpennpuHsATa
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ITIOIIBITKA

HCIIOJb30BaHUA

IPAaBUMETPUHA  CO

CTYIICHYATOMN

CYyLIKOW, JJIS

MMOO4YCPCAHOI0 BLIACICHUA BOAbI CHa4dalla C Oosice ciaaOBIMHU CBiA3sIMH, a 3aTCM, C

XUMUYECKUMH [92].

B KadyecTBe

JOITOJIHHUTCIBHOI'O

MeETOo1a

BBIOpaH METOJ

BBICOKOTEMIIEPATYPHOI KYJIOHOMETPUU B TOHKOHM IUIEHKE NeHTokcuaa docdopa,

COUYETAIOIINNA KYJJOHOMETPHIO C 3JIEMEHTAMU TEPMOIPABUMETPHH.

Kynonomerpudeckrne MeToapl aHaIM3a TPEOYIOT CPABHUTEIHHO HEOOIBITNX

Maccbl HaBecok (meHee 1r1). IlockonbKy aHamuM3UpyeMble COJU  SABISIFOTCSA

TOHKOAUCIICPCHBIMU MaTcpuajiamM, B PACHCTC MACCbl HABCCKH YYHTBLIBACTCA

BBITAJIKHMBAIOIIasa CHUJIa BO3ayXa.

ITpu BBIOOpE TeMIepaTypHOro mpoduis MeToAa BBICOKOTEMIIEpATypHOMH

KyJIOHOMETPUH B TOHKOHM TUJICHKE MEHTOKcHaa Qgocdopa MpUHATHI BO BHUMAHHUE

TCMIICPATYPHI PA3JIOKCHUA KPUCTAJILUIOTUAPATOB, IIPUBCACHHLBIC B CIIPABOYHHKAX C

Y4E€TOM OTPaHUYEHUI UCIIOJIB3YEMOI0 000PYI0BaHHUS.

YpaBHEHUE CBA3U U €r0 aHaAIN3

BJ'II/ISI}OH_II/Ie Q)aKTOpBI OCHOBHOI'O M1 JOIIOJIHUTCIBbHOI'O METOAA IMPCACTABJICHBI

B Taommie 4.3.

Ta6nuna 4.3 — CpojHas Tabiuia ¢GakTopoB MO BHIOPaHHBIM METOIaM

Merton u ypaBHEeHUE

CBA3HU

Hcrounukn HCOIMPCACICHHOCTH,

BXOIAIIHUEC B YPABHCHUC CBA3U

MGTOI[I/I‘IGCKI/Ie HUCTOYHHUKH, HE

BXOIAIIUC B YPABHCHUC CBA3U

Meron
KyJIOHOMETPHUYECKOTO
tutpoBanus no Kapmiy
duiepy

Merton
BBICOKOTEMITEPATyPHOI
KYJIOHOMETPUU B
TOHKOM IIJICHKE
neHrokcuaa gpochopa

M-0-100
z-F-(m—my) .

W =

MOJIEKYJISIpHasi ~ Macca  BOJBI,
paBHas 18,01528 r/moms [226],

() — KOJIMYECTBO DJJIEKTPUUYECTBA,
MouIeuee Ha 3IeKTpoaus, K,

Z — UYHCIO YYacTBYIOIIUX B
IIPOLIECCE IIEKTPOHOB,

F — nocrosannas ®apazes, paBHas
96 485,3321 [227],

mi — Macca Tapbl ¢ HaBECKO, T;
m2 —Macca Tapsel, T

KOHCYHAs TOYKa TUTPOBAaHUA,
KOppekuus apeida

pacxon raza HOCHUTES,
OTKJIOHEHHE MacChl HaBECKH OT
OITUMAaJIbHOM,

TeMIlepaTypa HarpeBa oopasiia,

BpeMsi UM CKOPOCTh HarpeBa
obpasiia,
atMocdepa, B KOTOpOH

IMPOBOAMTCS aHAJIN3.
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HMctounuku HCOMPCACIICHHOCTHU, BXOAIIME B YPABHCHUC CBA3U, SABJIAIOTCA

OJHOBPCMCHHO H3MCPACMBIMHU MW HC3ABUCUMBIMU OPYyI' OT AOpyra, HMX OLCHKH

IIPHUHATHI

00yCJIOBIIEHHON HEOTHOPOHOCTHIO MaTepraia — HeT.

HEKOPPEIUPOBAHHBIMH.

3amaun

BBIACIICHUA

COCTAaBJISIFOIIECH,

BBGI[GHI/IC CTagun pacTBOPCHUA IIPHUBOAUT K H€O6XOI[I/IMOCTI/I yucTa

AOIIOJIHUTCIIbHBIX HCTOYHHWKOB HCOIPCACICHHOCTU. HpeﬂﬂaraeMHe CIIOCOOBI

IMOBBIICHUSA TOYHOCTH IIPCACTABJICHLI B Ta6J'II/IHe 4.4,

Ta6nuna 4.4 — CiocoObl MOBBINICHHUS] TOYHOCTH 110 BHIOPAaHHBIM METOIaM

Meron u ypaBHeHue

DTarnbl TPOBEACHUS aHAIN3a U

CnocoOBI TTOBBIIEHUS TOYHOCTH

tutpoBanus no Kapmy
Ouuiepy

poOBI
- pacTBOpeHHE TIpoObI B
OpPraHUYECKOM PACTBOPUTEIE

[IpoBeneHne aHaIM3a:
- WCTOYHUKH U3 YpaBHEHUS
CBSI3H,

- MCTOAHNYCCKHEC (l)aKTOpBI

- HHCTPYMEHTAaJIbHbIE (PaKTOPbI

CBSI3U HWCTOYHUKHU HEOMPEIAEIECHHOCTH
Meton IloaroTroBka K aHaAJIN3Y:
KYJIOHOMETPHUYECKOTO - TIOBBIIIICHUE OJIHOPOJHOCTH | - MUCKJIIOUEHUE OOJiee MENIKUX U

caMbIX KPYNHBIX (Qpakuuit

- BBIOOp pacTBOpUTENS

- Y4eT HEIOJHOTO PACTBOPEHHUS
- KOHTPOJIb COJIEP’KaHUs BOJbI B
pacTBopuTene

- y4YeT BBITAJKUBAIOUIEH CHIIBI
BO3/yXa 10 ONPEACICHUNA MacChl
HaBECKHU

- BbIOOp  Macchl
pacTBopa JAJIs aHaIM3a
- KaIMOpOBKa BECOB

HaBCCKH

Meton
BBICOKOTEMITIEPATY PHOI
KyJIOHOMETpUU B
TOHKOM IIJICHKE
neHTokcuaa dpocdopa

IToaroroBka K aHAIU3Y:

- TOBBIIMIEHUE OJHOPOJHOCTH
poObI

IIpoBeaecHNE aHaIM3A:

- HMCTOYHUKM U3 YpaBHEHHUS
CBSI3U;

- METOAM4YECKUe (PaKTOPHI

- HHCTPYMEHTAJIbHBIE (haKTOPHI

- WCKJIIOYEHUE CaAMBIX MEIKHUX U
CaMbIX KPYITHBIX (PpaKIuii.

- y4ueT BBITaHKHBaIOIHCﬁ CHIJIBI
BO3yXa I10 OMMPEACIICHUN MaCChbl
HaBCCKHU

- YTOYHEHHE M BBIOOp pacxoja
ra3a-HoCUTeNs

- YTOYHEHHE H BBIOOD MaccChl
HaBECKHU

- YTOYHEHHE 51 BBIOOD
TeMIepaTypbl HarpeBa oopasla,
- YTOYHEHHE W BHIOOp BpEeMEHHU
Harpesa o0Opasia,

- YTOYHEHUE U BBIOOP CKOPOCTH
Harpesa o0Opasna,

- BBIOOp aTMOCQephl, B KOTOPOii
MPOBOJUTCS aHAJIU3.

- KaIMOpOBKa BECOB
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Br10op v ontumuzaims veiaoBuid. Paspaborka PM

Meton onpeaeJeHust MaccoBOil H0JIH BO/IbI MeTOI0M
KYJIOHOMETPU4YeCKOro TUTpoBaHus no meroay Kapiaa ®@umepa

Br100op pacTBopuress. BeiencrBue mioxoil pacCTBOPUMOCTH UCCIEAYEMBIX
KpUCTAJIOTHIPATOB B peakTuBe Kapna dumiepa nepes npoueaypon THTPOBAHUS X
NOABEPraJiv MPEeABAPUTEILHOMY PACTBOPEHUIO B OPraHUUYECKOM KUJKOCTH C IENTBIO
pa3pylieHus] KPUCTAIUIOTUIPATOB M M3BIIEUEHUSI BOJBI. TakuM 00pa3oM, aHamu3
NPOBOJAWIM B JIBE€ CTaJUU: MEPBOHAYAIILHOE PACTBOPEHHUE KPUCTAUIOTHIpaTa B
OpTraHUYECKON >KUJIKOCTH, 3aT€M TMPSIMOE BBEJCHHUE AJIUKBOTHI MOJYYEHHOTO
pacTBOpa B KyJIOHOMETPUUYECKYIO STUEHKY.

BBumy oTcyTcTBHS B HAayYHO-TEXHUYECKOW JIMTEpAType JOCTATOYHBIX
CBEICHUI O pacTBOPUMOCTH KPHUCTAJUIOTUAPATOB COJIEW JIAHTAHOWUJOB B
OpPraHUYEeCKUX PACTBOPUTENSIX OBLIM MPOBEJICHBI IOMOJHUTEIbHBIE UCCIIEIOBAHUS
UX PAcTBOPUMOCTH B PAJE€ OPraHUYECKUX IKUAKOCTEH, HMMEIOIMIHNX pPa3HYyIo
MOJIAPHOCTH (METaHOJ, ITAHOJ, W3OIMPOMAaHOJ, H-OyTaHod, (opMamMuia, TEeKCaH,
U300KTaH, ASTWJAleTaT, AlUETOHUTPUJ, TOJYyOoJ M Jp.) YCTAaHOBJIEHO, YTO BCE
UCClelyeMble KPUCTAJUIOTUIPAThl B pa3HOU CTENIEHU PACTBOPUMBI B popMamu/ie, B
KaueCcTBE PaCTBOPUTEIIS BBIOpAH popMaMu/I.

Bpi0op KOHUEHTpPauMU HCCIeAyeMbIX PpacTBOpoB. J11 mnpoBeacHuUs
U3MEPEHUH MacCOBOM JIOMM BOABI B KPHUCTAUIOTMApPATaX TOTOBWIM HX
dbopMaMuIHbIE  PAcTBOPHI  Pa3HBIX  KOHIIGHTpAUMi.  YCTaHOBJEHO, YTO
ONTUMAJILHBIMU JIJI1  aHalW3a SIBJISIOTCS PacTBOPbl C MaccoBOM  joJei
kpuctamioruapara =10 %, a 115 mI0X0 pacTBOPUMOTO B popMaMuie OKTaruapara
cynbdara mpaszeoguma ~1 %. Mcmonp3oBanue OONBIIMX HABECOK MPUBOIUIO K
HETMOJIHOMY PACTBOPEHUIO KPUCTAIIOTHAPATOB. PacyéTr MaccoBoil Ao0id BOABI
IIPOU3BOJIAIIN C YYETOM COJIEPHKAHUS BOJBI B pACTBOPHUTEIIE.

Ilpouenypa aHaam3a @NPH HCHOJb30BAHMH KYJOHOMETPUYECKOTO
TUTPOBAHMSL.

VYcranaBauBany caeayromuye napaMmeTpbl TATPOBAHUS:

Bpems nepememmBanus 180 c,
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MHHMMaIbHOE BpeMs TutpoBanus 300 c,

MakcuMaiibHoe 3600 c,

MpepbIBaHUE 10 OTHOCUTENbHOMY Apeidy 1,0 MKr/MUH.

[lepBoHAUanbHO ONpEAEISUIM  COJIEPKAHUE BOJBI B  PaCTBOPUTEIIE
(popmamu ). 11 3TOro TOYHO B3BEIICHHYIO AIMKBOTY PACTBOPUTEIII 00BEMOM 2,5-
3 MJI IpY MOMOIIY HIIPUIA BBOJWIIU B STYEHKY ISl TATPOBAHUS Yepe3 CIEUaAIbHOE
OTBEpPCTHE, 3aKPHITOE C LENbI0 OOECIEeUeHUs TePMETHUYHOCTU SUYEUKH CEeNTOM.
CopeprkaHue BOJIbl ONPEIEISUIH 10 KOJIMYECTBY AIEKTPUUECTBA, U3PACX0JOBAHHOTO
Ha 3JIEKTPOJIMU3, B COOTBETCTBUM C 3akoHOM Papaned. [IpoBoaunu He MeHee Tpex
M3MEPEHUM.

AHANOTUYHO H3MEPSUIM COJEp)KaHHe BOJAbI B (hOpMaMUAHBIX PACTBOpPAX
KpuctamoruapatoB. OO0beM BBOJUMOW aUKBOTHI OMPEACISICS E€MKOCTHIO
KyJoHOMeTpUuecKor ssuerku u aist 10 % pactBopoB coctasist 0,3-0,5 mut, a 1%
pacTBOpa oKTaruzapara cyibdara npazeoauma — 1,0-1,5 mur.

Pacuer comepxkaHusi BoAbI B KpuUcTaJaoruaparax. Pacuér comepkanus
BOJIbI B KpUCTAJIOTHIpaTax mpoBoawiu 1o popmyse (1):

m
__ """pacmesopa
WH o, - (WH o

2% sewecmsa m 2% pacmeopa
HaeecKku

- WHZOp ) + WHZ Opagmeopumam (4' 1 )

acmeopumeis

JlanHas ¢dopmynia Takke NpUMEHHUMA IS ONpENeNIeHUs BOJALI B JIPYTHUX
BEILIECTBAX, XOPOILIO PACTBOPUMBIX B OPraHUYECKUX PACTBOPUTEIIAX.

Jnst pacuéra cojliepKaHus BOJbI B KPUCTALIOTHIpATax, MI0X0 (YACTUYHO)
PaCTBOPSIONIMXCS B OPraHMYECKUX PACTBOPUTENAX, MOXKHO HCIOJIb30BATh
dbopmynel (4.2) unu (4.3). Pacder B gaHHOM ciydae TPOU3BOIUTCA C Y4ETOM
HEPACTBOPHUBILICHCS YaCTH BEIIECTBA, UCXOIS U3 JOMYIICHUS, YTO MPH YaCTUYHOM
pPacTBOPEHUM MPOUCXOJIUT TMOJHOE pa3pyIlICeHHE KpUCTALUIOTHApaTa, TO €CTh
BBICBOOOXKICHUE KPHUCTAJUIOTHIPATHON BOJBI, a HEPACTBOPHUBIIASACSI YacTh

BEILIECTBA MIPEACTaBIsAET CO00M O€3BOIHYIO COJIb:

pu m
+Wio W (4.2)

pacmeopumeist  pacmeopa

W _ mpacnwopa W W

H,0, - H,0 - HZO icmeopumesst

2M6ewyecmsa 2% pacmeopa pacmeop!
HAaesecKku Hasecku
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m m 77
WH ) _ WH ) 1—Mocaina |, " pacmsopumenn (WH20 — WH20pacmmnw ) (4.3)

2%Y6ewecmea 2% pacmsopa ‘pacmeopa

HAaeecKu mHaSECKM

O6o3nauenus B popmynax (4.1)-(4.3):

rIe: Wﬁzommm - MaccoBast JIOJIS BOJBI B UCCIIEyEMOM
KPUCTAIJIOTHAPATE;
Wﬂzopmwpa - MaccoBas JI0J1s1 BOJbI B pACTBOPE KPUCTAJUIOTHIpATa;
WHZOPWO,,W, - CcpeaHee 3HAYCHUME MACCOBOM  JOJIM  BOJBI B
pacTBopuUTEE;
M aemsopa - MAcca pacTBOpA;
M, eecru - Macca HaBECKHU BEILIECTBA.
My caora - Macca 0cajJika (He pPaCTBOPUBLICHCS YaCTH) BELIECTBA.

MeTtoauka onpeaeJeHus MAacCCOBOM JOJIHA BOJbI METO10M
BbICOKOTEMIIEPATYPHOIl KYJOHOMETPHM B TOHKOHM IVIEHKE TMEHTOKCHAA

docdopa.

BriGop  TemmneparypuHoro mpodung. MeTon — KyJIOHOMETPUUECKOTO

tutpoBanus 1o Kapny ®uiuepy sBisieTcs HE NPUMEHUMBIM [UJIsl BBISBICHUS
HaJU4usl TUTPOCKOMMYECKON BOJBI, MOCKOJBKY IPU PACTBOPEHHUHM BEIIECTBA
MIPOUCXOJUT IOJIHOE M3BJI€YeHHUE BOJbI. YcraHoBka WDS mo3Bossier 3aaBath
pa3IMuHbIe TeMIepaTypHble pexuMbl (TeMreparypy (makcumanbHo a0 400 °C),
BpeMsI €€ MOACPKAHUS U CKOPOCTh €€ U3MEHEHHUSI) 11 OOYEPEAHOTO BbIJICICHUS
MOJIEKYJ BOAbI, UMEIOLIUX PA3JIUYHBIE SHEPTUU CBSI3U C BELIECTBOM.
OnTumMu3anuio TEMIIEPaTypPHO-BPEMEHHOTO npoduis Harpesa
KPUCTAJLIOTUAPATOB cosierd P3M npoBoauiiv Ha OCHOBE U3y4EHUS KPUBBIX BBIXO/A 110
TOKY, COOTBETCTBYIOIIMM IIMKaM BbIXxoAa BoAbl. Ha mepBom »3Tame 3agaBaiiu
IUTABHBIA HArpeB HABECKH HccieayeMoro kpucramioruapara 1o 250°C u orMeuanu
MOSIBJIEHWE MAaKCMMYMOB Ha KPMBOM BBbIXOJa MO TOKY. Jlanee, OpueHTUPYSCh Ha

TEMIIEPATYPBI, COOTBETCTBYIOIIME MAKCUMYyMaM Ha KPMBOM BBIXOJA IIO TOKY IPH
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IJIAaBHOM HAarpeBe, 3ajJilaBajil CTyHeHYaThlil HarpeB mpoOsl. [Iponenypy moadopa
TEMIIEPATyPHO-BPEMEHHOTO PO BBITIOIHSUIHA 10 TEX TOpP, TTOKa HE JJOCTUT AN
YETKOTO Pa3/IeICHHS TTMKOB BBIXO/IbI BOJIBI.

Ha pucynkax n3o0pakeHbl KPUBBIE BBIXOA MO TOKY (MKW BBIXOJ1a BOJIBI) —
BBEPXY, TEMIIEpaTypHO-BPEMEHHBIE TPOQIIH MTPOBEICHUS aHAIN3a - BHU3Y.

[Tpouenypa aHanu3a 0Opu  Mcnodb3oBaHWM ycTaHoBkW WDS. Hasecky

HCCIIeIyeMOTo BellecTBa Macco 1,5-2,5 Mr B cnenualibHON HUKEJIEBOM JIOJOYKE
NOMELIaJIM B II€Yb, IJI€ IPOUCXOJWJI €€ HarpeB B COOTBETCTBUU C 3apaHee
BBIOpaHHBIM ~ TEMIIEPAaTypHO-BPEMEHHBIM mpoduiieM. Bpiaensiomascs npu
HarpeBaHUM I1apo-ra3oBas CMeCbh C TOKOM Ta3a-HOCHUTENSA IOCTynajga B
VU3MEPUTEIIBHYIO DJIEKTPOXUMUYECKYIO 4elKy. B suelike Boaa, conueprkaiascs B
BBIJICIIMBILIEHCS I1ApO-Tra30BOM CMECH, B3aMMOJEHUCTBOBAJa C IEHTOKCHIOM
¢docdopa, HaHeceHHbIM Ha AaT4yuK. [Ipy 3TOM IO KOJIMYECTBY 3JIEKTPUUECTBA
BBIJICIIMBILIEIOCS B XOAE€ NPOTEKAHHUsS PEAKIHM OINPEHEIsad  KOJIWYECTBO
BbIJICTIMBIICHCS BOABI U (PUKCHUPOBAIN U3MEHEHHE MAaCcChl HABECKH.
Pe3yabTarthl, moJiy4eHHbIE IPU pa3padoTKe METOAUKH ONpeaeseHust

BOJbI B cyJb(parte nepus 4-soguom Ce(SO04)2-4H>0

Ce(S04)24H>0 (meopemuuecxasa W(H>0)=17,82%

PesynbTaTsel U3MEPEHUN MacCOBOM JI0JIN BOJIbI METOI0M
BBICOKOTEMIIEPATypHOIl KYyJIOHOMETPUU B TOHKOHM IUIEHKE NeHTokcunaa Qocdopa
npuBelieHbl B Tabnuie 4.6 (MaccoBas J0Jisi BOAbLI paccudTaHa IO YPaBHEHUIO
dapagest), TemnepaTypHbIii MpoduUiab MPOBEACHUA aHanu3a — B Tabmuie 4.5,
OIO/IKET HEOIIPEIETIEHHOCTH — B Tabmuie 4.7.

OauH U3 mody4yeHHbIX pe3yibTaToB (pe3ysabrar Nel u3 tabnuisl 4.6) B
rpaduyeckoM BUJE TpEACTaBlieH Ha pucyHke 4.1, Ha KOTOpOM BepXHUU Tpaduk
IPEICTaBIISIET KPUBYIO BBIX0/a MO TOKY (IIMKU BBIXOJAA BOJABI), HUKHHUM rpaduk —
TEMIEPaTypHbI Tpodwib NPOBEACHUS aHalu3a (3aJaHHBIA M (PAKTUUECKUIN).
JlonosHuTENbHASI MTH(POPMAIHS [0 TIOJTYyUYEHHOMY pe3yJibTaTy MpUBEcHa B Ta0IuLIe
4.8 — mokazaHbl Pe3yJbTAaThl BBIXOJA BOJbBI Pa3au4HbIX (OpM CBsI3U — crnado

CBA3aHHOU BOJbI (1pu Temneparype HarpeBa A0 100 C u XMMHYECKH-CBSI3aHHOM,
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npu temneparype Harpesa cBbimie 100 go 250 C), paccunTaHHBIX HA OCHOBaHUU
COOTHOIICHMS TUIOLIAZel MUKOB Bhixoaa Boabl (puc.4.1) npumepno 80 % k 20 %

COOTBETCTBCHHO.

Tabnuua 4.5 — TemnepatypHo-BpeMeHHOH TPOodUITb TPOBEACHUS aHAIIA3a

Pexum ananuza
Macca HaBeCKH, MT'
Bpewms, mun Temnepatypa, C
00:00:00 20
00:02:00 100
00:22:00 100
2+4 00:24:00 200
00:44:00 200
00:45:00 250
00:59:00 250

Tabnuia 4.6 — Pe3ynbpTatsl onpeeraeHuss MaCCOBOU JTOJIH BOJIBI

Ne /il Macca HaBecku, [Macca BOJbI, MaccoBas 1015 BomL, %
MT MKT

1 2,930 623,045 21,2643

2 3,540 752,731 21,2636

CpeaneapudmeTrnieckoe 3HaueHue, %o 21,2640

CpenHeKkBaJIpaTUIYeCKOe OTKIOHEHHE, %o 0,0005

Tabnuma 4.7 — BroKeT HEONPeeICHHOCTH PE3YIbTaTOB ONPEICIICHUS MacCOBOM

J0JI1U BOJbI

Hcrounnk 3HaveHUs En.m3m. u(xi) u(xi)ci u(xi)2ci2
i 21,264 % 0,0004 3,73E-04 1,39E-07
M 18,0153 T/MOJIb 1,82E-04 2,05E-04 4,21E-08
mH 0,0032 r 2,89E-04 5,85E-03 3,42E-05
F 96485,3365 Ki/mMomb 0,0021 4,41E-07 1,94E-13
Q 7,0205 Kn 0,1255 3,62E-01 1,31E-01
CranpapTHast HeonpeaeIeHHOCTh Tuna A, % 0,0004
CrannapTHas HeomnpeaeaeHHocTh Tuna B, % 0,13
CymmapHasi cTaHgapTHasi HEONpeaelIeHHOCTh, %o 0,13
Pacmupennas aeonpeaenennocts (k=2), % 0,26
OTtHocuTenbHAS pacuIMpeHHas HeonpeaeaeHHocTh (k=2), % 1,23
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Pucynok 4.1 — Pe3ynbTat onpeiesieHuss MacCOBOM J10JIU BOJIbI, MPEICTABICHHBIN B
rpagu4ecKoM BUEC

Tabnuma 4.8 — JlonoaaurensHas HHPOPMAIHS IO PE3yIbTaTy, IPEACTABICHHOMY
Ha pucyHke 4.1

MaccoBas 10151 BOJIbI, BBIICJICHHOW Npu Temneparype, %
100 °C Cspize 200 °C
Ne /11
(COOTBETCTBYET NEPBOMY MTUKY (COOTBETCTBYET BTOPOMY MHUKY
BBIXO71a BOJIbI) BBIXO01a BOJIbI)
1 16,39 4,87
16,59 4,68

Conb Ce(S04)2:4H20 nHe pacTtBOpsiercst B peaktuBe dDuiliepa, B KauyecTBe
pactBoputensi BbiOpaH dopmamua. Ha mepBoM 3Tame TOTOBUTCS PacTBOP
Ce(S04)2-4H>0 B hopMamme, mociie 4ero OCyIIeCTBISACTCS IPSIMON BBOJI MTPOOBI
pactBopa B siueiiky Juisi TutpoBanusi. MaccoBas noist Ce(SO4)2:4H20 B pactBOpe
coctaBisieT 8,74 %. Macchl HABECKM YYHMTHIBAIOT MOMPABKY HA BHITAIKUBAOLIYIO
cuty Bo3ayxa. [lis BO3MOXHOCTH yueTa COAEpXKaHUS BOJbI B PACTBOPHUTEINE
IPOBOANTCS aHAU3 PACTBOPUTENS — pE3yibTaThl MPHUBEACHBI B Tabmuie 4.9,

OrOKET HeoIpeAeIeHHOCTH — B Tabnuiie 4.10.

104



[Tocne 4ero ocyiecTBIsUIM ONpPEEICHUEe MaCCOBOM J10M BOJABI B pacTBOpE
COJIM, PE3yJIbTaThl MpescTabieHbl Tabmmax 4.11 u 4.12, okoHYATENbHBIN OIOJIKET
HeonpeaenEHHOCTH aHanu3a — B Tabnuue 4.13.

Tabnuua 4.9 — PesynbTaTsl onpeneneHust BoAbl B popmamu/ie

Ne /i ml, T m2, T m p-Jisl, T \;/J(;l,z‘g) Q, Kn mH20
1 10,7123 7,7638 2,9485 0,0259 8,171 0,76
2 10,6004 17,7747 2,8257 0,0252 7,641 0,71
3 10,6183 7,7683 2,8500 0,0256 7,801 0,73

Tabnuma 4.10 — bromkeT HeonpeneIeHHOCTH ONPeIeTICHIS] MAaCCOBOM 10JIM BOJBI B

dbopmamuie
HUctounuk 3HaueHus En.usm. u;) u(x)e w(x)ier
w (Hz(?) 0,0256 % 0,0002 1,63E-04 2,67E-08
p-1s1, %
M 18,0153 T/MOJIb 0,0002 -2,58E-07 6,67E-14
my 10,6437 r 0,0003 -2,57E-06 6,59E-12
m3 7,7689 r 0,0003 2,57E-06 6,59E-12
F 96485,33 Kin/monb 0,0043 1,14E-09 1,3E-18
0 7,871 Kn 0,0299 -9,71E-05 9,43E-09
a}i‘ilf’qg’jf‘ZZz_m 1,50 % -0,0005 -5,22E-04 2,72E-07
CrannapTHas HEONpeAEeIeHHOCTh TUMa A, % 0,0002
CranmapTHast HEOpeAeIeHHOCTh Tuia B, % 0,001
CyMMapHas CTaHJapTHasl HEOIPEAeIeHHOCTh, % 0,001
PacmimpenHas HeonpeaeaeHHoCTh (k=2), % 0,001
OTHOCHUTENbHAS pacIIUPEHHAsT HEOTIPEICICHHOCTD, %o 4,34

Tabmuma 4.11 Pe3ynbTaThl onpeneneHus BOJIbI B pAaCTBOPE

Ne /it ml, r m2, T | mp-pa, T | Wp-pa,% | Q,Kn mH20 | WsB-Ba, % X

2 4,1730 | 3,9287 0,2443 1,9258 | 50,397 | 4,7048 | 21,7561 5,1
4,2431 | 3,9244 0,3187 1,9157 | 65,398 | 6,1052 | 21,6406 5,1
4 4,2571 | 3,9245 0,3326 1,9071 | 67,947 | 6,3431 | 21,5423 5,1
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Tabmuma 4.12 bromker HeompeaeIeHHOCTH PE3yJIbTaTOB OMPEISICHUS MacCOBOU

A0JIK BOABI B paCTBOPC

HcTounuk 3HaueHus En.n3Mm. ;) u(x)e, w(x) e
W(H:0) 1,9162 % 0,0054 5.40E-03 2,92E-05
p-pa, %

M 18,0153 r/MONb 0,0002 -1,93E-05 3,74E-10

mj 4,2244 r 0,0003 -1,85E-03 3,43E-06

m3 3,9259 r 0,0003 1,85E-03 3,43E-06

F 96485,33 Kin/moms 0,0043 8,54E-08 7,29E-15

0 61,247 Kn 0,2327 -7,28E-03 5,3E-05

afe‘;?g;’(%:m 1,50 % -0,0050 -5,02E-03 2,52E-05
CrannapTHasi HEONPEAEIEHHOCTh TUMa A, % 0,005
CrannapTHas HeolpeaeaeHHoCcTh Tuna B, % 0,009
CyMMapHas CTaHJapTHasi HEOIPEAEIEeHHOCTh, % 0,011
IPactmpenHas HeonpeaeneHHOCTh (k=2), % 0,02
OTHOCHTENbHAS pacIIMPEHHAs HEOTIPEIEICHHOCTh, % 1,12

Tabmuma 4.13  OxoHuaTeNnbHBIN OIOKET HEOMPEIECICHHOCTH Pe3ylIbTaToOB

OTIPEJICJICHHUS MAaCCOBOM JIOJTM BOJBI B HCCIIEYEMOM Mpooe

HWcTounuk 3HayeHusa Exuzm. u(x;)
u(x,)c, u(x;)c’
w 21,65 % 0,0618 6,18E-02 0,003819
Mp-pa, 2 2,4381 r 0,0003 2,56E-03 6,55E-06
Myas, 2 0,2132 r 0,0003 -2,93E-02 0,000857
V;’_ngizg)) 0,0256 % 0,0006 -5,93E-03 3,52E-05
Vl;’_(pliﬁ)) 19162 % 0,0107 1,22E-01 0,014946
CrannapTHasi HEONpeAEeIeHHOCTh TUMa A, % 0,062
CranmapTHast HEOpeAeIeHHOCTh Tuia B, % 0,126
CyMMapHas CTaHJapTHasl HEOIPEAeIeHHOCTh, % 0,140
PacmmpenHas HeonpeaeaeHHOCTh (k=2), % 0,28
OTHOCHUTENbHAs paclIMpeHHAas HEONPeIeIeHHOCTb, %o 1,30
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Tabnuma 4.14 — CBogHas Tabnuia pe3ybTaTOB ONMPEIEICHUSI MAaCCOBOM OITU

BoJibl B Ce(S04)2-4H20

TATpOBaHMs peakTnBoM Kapna dumepa

Meron W(H20), %
Teopernueckoe 3HAYEHNUE 17,82
Pe3ynbTaT, NOIy4eHHBIN METOAOM
BBICOKOTEMIIEPATYPHOM KYJIOHOMETPUU B TOHKOU IVICHKE 21,26
neHTokcuaa ¢pocdopa
Pe3ynbTaT, NOIy4EeHHBIN METOAOM KYJIOHOMETPHUIECKOTO 21,65

Paznenennss cBOOOTHOW M XMUMHUYECKU-CBA3AHHOW (KPUCTALIU3AIMOHHON)

BOJbI OOCTHYb HC YOAJIOCh, PC3YJIbTATbI OIIPCACICHUSA MaCCOBOM JOJIN BOJBI,

INOJIYYCHHBIC KYJIOHOMCTPUYCCKMMHU MCTOAAMMU,

coriacyrores. Ilpu  otom,

pe3ysbTaT, MOJYYECHHBIH METOAOM BBICOKOTEMIIEPATYPHOU KYJIOHOMETPUU B

TOHKOM IIJICHKE IICHTOKCH A (1)00(1)0pa, 3aHM)KXCH, BO3MOKHO, 3TO O6YCJIOBJ'I€HO

TEMIICPATYPHBIM HpO(l)I/IJ'IeM, HC ITO3BOJIAIOINUM NOCTUYb TCMIICPATYP, JOCTATOYHBIX

JUIS TIOJIHOTO Pa3pyLIeHUs KPUCTAILIOrMAPATOB. Bce momydeHHbIe pe3yJibTaThbl

CBeJIeHbI B Tabnuiy 4.15.

Tabmuma 4.15 - Pesynbratsl

KpucTayuioruaparax coyueit P3M.

onpeesICHUs

MacCOBOM JIOJIM BOABI B

MaccosBas 1oasg Boasl, %

Kpucramnoruapar
Teopernueckoe Metox WDS Meton KFC
3HAUCHUC

NdCl;-6H20 30,135 30,37 30,77
LaBrsxH0, 23,622 2343 26,50

riue x~6,5
YbBr;-6H20 20,753 23,12 26,95
Ce(S04)2+4H,0 17,823 21,26 21,65
Pr2(SO4)3-8H,0 20,181 21,69 21,87
LaClyxH:0 33,96 39,88 39,91

rae x=7
GdCls-6H,0 29,10 ; 33,09
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N3 tabnuuet 4.15 BUAHO, UTO UCHOJIB30BAHUE METO/A BHICOKOTEMIIEPATYPHOU
KYJOHOMETPUU B TOHKOW IIJIeHKe TeHTokcuaa docdopa (B Tabmume 4.15
o6o3Hauenue WDS), peanusymoonieli KOMIUIEKCHBIM TOAXOJ, COYETAIOIIUN
TEPMOTIPABUMETPUYECKUNA M KYJIOHOMETPUYECKHI METOJbl, [JIsl OIpeeTCHUs
MacCOBOM JIOJIM BOJbI B KPUCTAJUIOTHApPATAX JlaeT Ppe3yJibTaTbl OJU3KUE K
TEOPETUUYECKUM. Pe3ynbTarhl, HE3HAUUTEIHHO MPEBBIIIAIONINE TEOPETUUYECKHUE,
MOTYT  OBITh  OOBSICHEHBI  TE€M, 4YTO  JAHHBIM  METOJIOM, TIOMHMO
KPUCTAJUIM3alMOHHOM, OMPEAENSAETCS €1IE U TUTPOCKOMMYECKAst BOIA.

N3 ykazaHHOW TaONMIBI BUIHO, YTO 3HAYEHUS MACCOBOM JOJIM BOJIBI B
KPUCTAJUIOTHAPATAX, IOJTYYECHHBIE METOAOM KYyJIOHOMETPHUYECKOIO TUTPOBAHUS
peaktuBoM Kapna ®umepa (B Tabnuie 4.15 o6o3nauenue KFC), cpaBHUMBI WK
BBIIIIE, YEM pE3yJbTaThl, I[IOJIYYEHHbIE METOAOM BBICOKOTEMIIEPATypHOU
KyJIOHOMETPUHU B TOHKOM IUIEHKE MeHTOoKcHuaa ¢ocdopa, 4To CBUAETEIbCTBYET O
0oJiee OJIHOM U3BJICUEHUU BOJIbl U3 KPUCTAIIOTUIPATOB IIPU UX PACTBOPEHUH, YEM
IIpU HAarpEeBaHUH.

Takxe K JOCTOMHCTBaM JBYXCTaJUHHOIO croco0a MCCIeOBaHUS BEIIECTB
METOJOM KYJIOHOMETPUYECKOT0 TUTpoBaHUs peakTuBoMm Kapna dumiepa mMoxHO
OTHECTH BO3MOKHOCTh UCIIOJIb30BAHUS JOCTATOYHO OOJIBIION (MTPeACTaBUTEIHHOMN )
HABECKH BEUIECTBA U TOMOT€HHOCTh PACTBOPOB, YTO MO3BOJISIET MOMYyYaTh JYUIIYIO
BOCIIPOU3BOJIMMOCTh PE3YJIbTATOB, U, B L[EJIOM, MOBBICUTh TOYHOCTh MOJTYy4aEMBbIX
pe3ynbTatoB. be3ycioBHO, nmpeamaraeMbiii Ciocod UMEET OrpaHUYEHUs, CBSI3aHHBIC
CO CTEIMEHbI0 PACTBOPUMOCTH BEIIECTB B OPraHUYECKUX PACTBOPUTENSAX, YTO
CHUYKAET MOJHOTY U3BJICUYECHHUS BOJBI.

O0600111ast TOJIy4EHHBIE PE3YIbTAThl, MOKHO CIETaTh CIAETYIOIINE BHIBOIBI

1) dns xpucramnoruapatroB coneil P3M, pacTBOpUMBIX B OpraHHMYECKUX
KUJKOCTSIX, MPEANOYTUTENBHEE HCIOIb30BaTh METOJ KYJIOHOMETPHUYECKOTO
TATpoBaHus peaktuBoM Kapma @umepa. s HEPACTBOPUMBIX B OPraHUYECKUX
KUJKOCTSIX  KPUCTALNIOTHAPATOB,  NPEANOUYTUTENIBHBIM  SIBISIETCS  METOJ

BBICOKOTEMIIEPATYPHOU KYJJOHOMETPUHU B TOHKOH TUIEHKE TIEHTOKcuAa gpocdopa.
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2) B ominume OT MeToAa KyJIOHOMETPHUYECKOIO THUTPOBAHUS PEAKTUBOM
Kapna ®wuiepa, pe3ynbrar aHajiv3a M0 KOTOPOMY IO3BOJISIET OMPENEIuTh 001iee
KOJMYECTBO  BOJLI B  aHAIM3UpPyeMOWl  mpobe  BemecrBa,  METOJ
BBICOKOTEMIIEPATYPHOM KYJIOHOMETPUH B TOHKOW IUICHKE MEeHTOKcuaa docdopa
SBIIIETCSI TEPCIEKTUBHBIM JUIsl  pa3elIbHOrO  (ITOOYEPEHOr0) OmIpeeeHus
KOJIMYECTBA BOJIbI C PA3JIMUHBIMU SHEPTUSMH CBA3U — KaK MUHUMYM, pa3jeicHus
TUTPOCKONMUYECKON H KPHUCTAIUIM3AlIMOHHON BOJBI, Ojarojgapsi BO3MOKHOCTHU
3aJIaHus Pa3IMYHBIX TEMIEpPaTypHbBIX Tpoduiiei aHaau3a.

C yueroM 3akoHonatenbcTBa Poccuiickorr ®enmepaunu B obnactu
obecrieuenus eanHCTBA u3MepeHuit [217] pazpaborannbie pedepeHTHbIE METOIbI
BOLIJIAW B KOMIUIEKT OJKCIUTyaTallMOHHOM aokyMeHTauumu Ha [DT 173 [2a];
YCTAHOBJIEHUE METPOJOTHUYECKUX XAPAKTEPUCTUK MPOBEACHO B COOTBETCTBUU C
paszenoM 3 HACTOSIIErO0 AMCCEPTAlMOHHOTO HCCeNOBaHUs U OGOPMIICHBI B
JTIOKYMEHTAaX:

—  MPH-06-I'2T-173-2013 «I"CH. Meronnka pacuera
HEONPeICICHHOCTH €JUHUI MAaCCOBOM JI0JIM, MACCOBOM (MOJISIpHOM ) KOHIIEHTpALlUU
BOJIbI B TBEPJIBIX U KUJKUX BELIECTBAX U MaTepuaax Ha dTAJIOHHON yCTaHOBKE Ha
OCHOBE BOJIFOMOMETPHUYECKOTIO TUTPOBAHUS IO MeToAy Duiiepar

—  MPH-07-'DT-173-2013 «I'CH. Metoauka pacuera
HEOMNPEACICHHOCTH BOCHPOU3BEIICHUS] E€IWHUI] MacCOBOM JOJIM, MacCOBOM
(MOJISIpHOI) KOHLIEHTPALIMKU BOJIBI B TBEPABIX M KUJKHUX BEIIECTBAX U MaTepHUaliax
Ha STAJIOHHON YCTAHOBKE HAa OCHOBE BBICOKOTEMIIEPATypHOU KYJIOHOMETPHUH B
TOHKOM IICHKE ITeHTOKCcHaa dhochopar

IIpn pacuerax pacIIMpPEeHHON HEONPENEIICHHOCTH M €€ COCTaBIISIOIIUX B
yka3aHHelx PM u 1aHHOM paboTe B 1EIOM HCIOJIb30BaHbl IPU3HAHHBIC
MEXIYHapOIHbIE TOIXO/bI, TIponucanHbie B pykoBoacTBax EBPAXVMM/CUTAK
[176-179].

Pesynbrate paspaborku PM omyOimkoBaHbl B padote [12a].
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4.1.2 Onpenenenre BOAbI B hapMalleBTUYECKUX CYOCTAHIIUAX

4.1.2.1 OnpeneseHne BOAbI B MOHOTHIPATE JIAKTO3bI

JlakTo3a (MOJIOUHBIN caxap) MpeACTaBIsIET COO0N BaKHEWIWNA AUcCaxapu,
OTIPEIEISAIONUN MUIIEBYIO IEHHOCTh MOJIOKA M MOJIOYHBIX MPOIYKTOB U HIUPOKO
OpUMEHSIEMbII B QHAIUTUYECKOW XUMHUH, MHIIEBOW  MPOMBIIUIEHHOCTH,
MPOU3BOJCTBE KOMOWKOPMOB, KOPMOBBIX jJ00aBok. CojaepkaHue JaKTO3bI
KOHTPOJUPYETCS TPHU OIEHKE OE30MaCHOCTH psJa IMUIIEBON MPOAYKIIHMH, B TOM
yuciae s Aerckoro nutaHus. CTaHIapTU30BAaHO MHOXKECTBO  METOJIOB
OTIpENIeTICHUST  JIAKTO3BI:  pedpaKkTOMETpHsi, MOSIPUMETpHUs, WHpaKpacHas
CHEKTpOCKONUsl, (PEepMEHTATUBHBIM aHANM3, KaOWUIAPHBIN  3nekTpodopes,
xpomatorpadusi.

Paspabotka PM ompenenenus Boawl mpoBeneHa mans arrectamuu CO
MOHOTHJpATAa JIAKTO3bl, HEOOXOJIMMBIX JJII TOCTPOCHUS KaJIUOPOBOYHBIX
(TpaxyupOBOYHBIX) 3aBUCHUMOCTEM, a TaKke JJIs BO3MOXHOCTH COIOCTaBJICHUS
pe3yIbTaTOB, MOTYYAEMbIX PA3TUYHBIMU METOAMHU.

TeopeTnueckne ncciaen10BaHNUA

B kauectBe Marepmana BbIOpaH BBICOKOYUCTBHIM PEAKTUB [D-JIAKTO3BI
MOHOTHUAparta st Ouoxumuu npoussoactsa pupmsl Merck (I'epmanus), ocHOBHBIE
CBOMCTBAa KOTOPOI'0, B TOM YMCJE, B COOTBETCTBUM C MACHOPTOM IMPOU3BOIUTEIIS,
npejcTaBiieHbl B Tabuie 4.16.

Ta6nuna 4.16 — AnpuopHast uHGOpMaIUsi O MOHOTHAPATE JIAKTO3bI

XapakTepuCTHUKa HNwmeronuecs ceenenus

Anamutnueckas popMa | Benpli Wiy IOYTH GBI TOHKOAUCTIEPCHBIN
KPUCTAJUTMYECKHUH MTOPOIIOK MITH O€ITbIe KPUCTAIIIIBI

mﬁ;{ﬁ PR C12H2011 - H20

®DopMBI CBSI3H BOJIBI C Hanuure KpucTalIM3aliMOHHON BOIBI U

BEII[ECTBOM TEOpEeTUYECKOe 3HaUeHUEe coaepkanus Bojabl 5,00 %
ob1iiee conepxxanue — He Oomee 5,5 %

Temmneparypa 202,8 °C

IJIaBJICHUS Hayaso JIeCTPYKIUU npu Temieparype okoiio 70 °C
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Jlnist  monaTBepkKACHUS TOMJIWHHOCTH MaTepHalia HCIojiab30BaH Dypbe-
criektpoMmeTp MHPppakpacHbiii Nicolet 1S5 ¢ mpucraBkoit B pexxume aud@py3Horo
OTpaXeHHA. Y CTAHOBJICHO, YTO TOJOCHI MOTJIOUICHHUS aHAIU3UPYEMOTO BEIIeCTBa
10 TTOJIOKCHUIO M MHTCHCUBHOCTU Ha 94,5 % cOoOTBETCTBYIOT BemiecTBy «lactose
powder (hydrous)» u3 6ubnmorexu «Georgia State Crime Lab Sample Library, 120»
0a3pl JaHHBIX IporpammHoOro odecrneueHust cnekrpomerpa «OMNICy (pucyHok

4.2).

Lactose monohydrate
0,30 (Lot.NeFN1432060 918)

o
(]
o

0,10

1,0 LACTOSE POWDER (HYﬁRQUS) IN KBR (Georgia State Crime Lab Sampﬂbrary)
CosnageHue: 94,54 % e

\

OnTuyeckas NNOTHOCTb

o
(4.}

4000 3500 3000 2500 2000 1500 1000 500
BonHosoe uvcno, cm™!

Pucynok 4.2 — UK-cniekTp uCX0AHOro MaTepuaia JakTo3bl MOHOTHApaTa
(BBepXy) U OMOIMOTEUHBII CIEKTP CpaBHEHUS (BHU3Y)

0630]3 INIPUMCHACMBIX MCTOAOB dHAJIM3a

B nureparypHbIX JaHHBIX TPUBEICHBI PE3YyJbTAThl HUCCIAEJOBAHUM IO
OTIPEICTICHUIO0 MACCOBBIX JOJEH COpOMPOBAaHHOM M KPUCTAIUIU3AIMOHHONU BOJIBI B
MOHOTHJIPATE JAKTO3bl BO3AYIIHO-TEIJIOBOM CYIIKOW, a3€0TPONHOW OTTOHKOM C
OEH30JI0M U TOJIYOJIOM, U3YUalucCh U30TepMbl copouuu [61, 92, 152, 200, 201, 233].
B ykazaHHbIX paboTax MPOBOIUTCS OMpEneIeHne MacCOBOM J0JU OOIIel BOABI U
c(hopMyIMpPOBaHBI BBIBOJBI O TOM, YTO JIJIi MOHOTH/IpATa JAKTO3bI 3aTPYIHUTEIIHLHO
pa3ieNuTh KOJIMYECTBEHHO COPOMPOBAHHYIO M KPUCTAIM3AIMOHHYIO BOAY. DTO
CBSI3aHO C HAYaJIOM JECTPYKLMHU JIAKTO3bl MOHOTHJIpaTa y»€ IpH TeMIepaType
okoso 70 °C, a Take ¢ HU3KOW TeMIEPATYpPOH TUAPATALINH.

Br100p MeTo/1a aHAIU3a

Hu nns ogHoro m3 MerofoB aHaiw3a, BHIOpAHHBIX B JIAaHHOW paboTe, He

YCTaHOBJICHO SIBHBIX orpaHmdyenuil. B tabnume 4.17 mpencraBieHbl BHIOpaHHBIC
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MCTOJblI aHaJIn3a. MaTepI/Ian MOHOIUApPAT JAKTO3bl — MGJIKOKpHCTaJIJIH‘IeCKI/Iﬁ,

TOHKO,Z[HCHGpCHbIﬁ.

Tabnuua 4.17 — BeiOpaHHble METO/bI aHATTN3A

Meton (MoguduKanus Hcrounuku HcTouHnKM HEOTIPEIEIEHHOCTH, HE
METO/1a) HEOIPECIIEHHOCTH, BXOJSIIIVE B YPABHEHUE CBA3U
U YpaBHEHUE CBS3U BXOJISIIME B ypaBHEHHE MeTtoauueckre HCTOUHUKH
CBSI3H
TepMorpaBuMeTpHIeCKHit | M, _ wacca mpo6sr u | [ - Temmepatypa cymkw, °C,
BosayurHo-TerioBas OFOKCBI /IO CYIIKH, T; ¢ - BpeMsl CYIIKH, MUH,
Cymika My _ Macca mpoOB W | ° -  BpeMs OXJaXACHHUS B
=T OOKCHI IOCJIE CYIIKH, T, 9KCHKATOPEC, MUH,
m, —m; ™ _ Macca GIOKCH, T. ¢- KOJHMYECTBO BO3IyXOOOMEHOB B
Kamepe, %
IpU JOCYIIMBAHUU J10 MOCTOSHHOM
Maccel — pasHULA MEXIy ABYMs
MOCJIEI0BATEIbHBIMU
B3BCILHMBAHUSMHU
Meton M — monexkynsipHasg Macca | KOHEYHas TOYKa TUTPOBAHMS,
KYJIOHOMETPUYECKOT O Bozibl, paBHast 18,01528 | xoppekuus apeiida
tuTpoBaHuss 1o Kapiy | r/mous,
Oumepy 0 - KOJINYECTBO
M -0Q-100 3IIEKTPAYECTBA, TOIICAIIEe
W= ?’”1 Ha syexTponus, Ki,
Z — YHUCJIO0 Y4YacTBYIOIIHX B
IIPOLIECCE DIIEKTPOHOB,
F —nocrosunas ®@apajes,
" — Macca HaBEeCKH, T
Merton M — MmonekyisipHas Macca | CKOpOCTh  (pacxoi) IOTOKa Tasa
BBICOKOTEMIIEPATYPHOM BOJIbI, I/MOJIb; HOCHTEIS,
KyJIOHOMETPUU B TOHKOH | O - KOJIMYECTBO | OTKJIOHEHHE MacChl HaBECKH OT
IUICHKE NIEHTOKCHUA | 3JeKTpudecTsa, Ki; ONTUMAJIbHOM,
docdopa F — noctosunas @apanes, | TemnepaTypa HarpeBa oopasua,
W M-0-100 paBHas; BpeMsi HarpeBa oopasiia,
- m Z — 9UCII0 YYACTBYIOIIUX B | CKOPOCTh HarpeBa odpasiia,
IIPOLIECCE DIIEKTPOHOB; aTMocdepa, B KOTOPOH NMPOBOAUTCS
" - Macca HaBecKw, T. aHams,
OTHOCHTEJIbHAS BIAXKHOCTh BO3/1yXa.
Merton M _ Mmacca npobGbl u | TeMmieparypa Harpesa, °C,
TEPMOTPABUMETPHYECKOTO | GrOKCHI 4O CYIIKH, T cKopocTh HarpeBa °C/MHUH
aHajmsa Y Mace- |\ m, _ acea npo6sr  u | CKOPOCTH IOTOKA ra3a-HOCHTCIIA
JICTCKTHPOBARMEM OIOKCHI TIOCIIE CYIIKH, T,
"3 — macca GIOKCHI, T.

[Ipu stom Mmetonbl TT'A-MC u BbICOKOTEMIIEPATYPHOU KYJIOHOMETPUU B

TOHKOM IJIEHKe NeHToKcuaa (pocdopa BbIOpaHbl B KaU€CTBE JOMOJHUTEIbHBIX: C
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LCJIBIO IPOBCPKU PCIKHMA CYIIKHW TCPMOIPABUMCTPHUUYCCKUM MCTO/OM, ITOJIHOTHI

yAaJCHUsS BOJBI U T.I.

OmpeneneHue MaccoBOM JIOMM BOJbI MOKET OBITh BBINMOJHEHO TaKXKe

PACUCTHO-OKCIICPUMCHTAJIbHBIM MCTOOM (HO CTeXI/IOMeTpI/II/I), IJIA 9TOIr0 CICAYCT

OIIPCACIINTE MaCCOBYIO JOJIFO OCHOBHOI'O BCIICCTBA (MOHOFI/II[paTa J'IaKTOSBI) OJHHUM

U3 CJIEYIONINX CIIOCOOO0B:

— MeTo10M HOAOMETPHUECKOTO TUTPOBAHHUS (MIPSIMOM CIIOC00);

— Metonom mMaccoBoro 6anaHca (CTO MUHYC CyMMa IpuUMeceit).

YpaBHEHUE CBI3U U €70 aHAIU3

Tabmuma 4.18 — CriocoObI MOBBIICHHS] TOYHOCTH 110 BEIOPAHHBIM METOIaM

TCIJIOBAA CyIIKa

IIpoBenenue ananusa:

- ICTOYHHUKH U3 yPaBHEHHS
CBSI3;

- METOJMUYECKUE (PaKTOPHI

MeTton u Drarnsl NpoBeICHUs JlocTynHble cIOCcOObI MOBBIMIEHUS! TOYHOCTH
YPaBHCHHE CBA3U aHaJIn3a U UICTOYHHUKHN
HEONpeAeIeHHOCTH
TepmorpaBumetpu | [loaroToBKa K aHaIU3Y:
qyeCcKUi - IOBBIIIICHUEC | - HCKIIFOYCHHUC 601166 MCJIKHUX UW CaMBbIX
BoznymHo- OJTHOPOJTHOCTH TIPOOBI KpYITHBIX (ppakituii.

- yUYeT BBITAJKUBAIOMICH CHIIBI BO3IyXa IPHU
OIIpEeICIIEHUN MACChl HABECKH

- BEIOOp Macchl HABECKH JIJIsl aHAJIN3a

- BEIOOp TeMIIepaTyphl CyIIKH,

- BBIOOP BPEMEHH CYIIKH,
- BbIOOp  BpeMeHH
IKCUKATOPE,

- BO3IyX000MeEH B KaMepe CyIIKU

- TIpY TOCYIIMBAHHUH JIO TTOCTOSTHHOM MaccChl
— pasHHIA MEXITy IBYMSI
MOCJIeIOBATEIHHBIMH B3BEIIUBAHUSIMA

- KamuOpoBKa BECOB B  IOJIUANAa30HE

OXJTaXICHUA B

- ICTOYHUKY U3 ypaBHEHHS
CBSI3H,

- MeTouYecKue (PaKTopbl
- MHCTPYMEHTAIbHbIE
(hakTopsI

- HHCTPYMEHTAJIbHBIC 0TOMpPAEMbIX MacC HABECOK

(bakTopsl - TOYHOCTb NOAJICPKAHUS TEMIIEPATYPbI
MeTton IloaroToBKa K aHAJIU3Y:
KYJIOHOMETPUYECKO | - NOBBIIICHUE | - WCKIIOYEHHE OoJiee MENKUX M CaMbIX
rO0 TUTPOBAHUA IO | OHOPOJHOCTH NMPOOBI KPYIHBIX (ppakiuii.
Kapny ®uwepy IIpoBencHue ananusa: - y4eT BBITAJIKHUBAIOLIEH CUJIBI BO3yXa IIpU

OTIpEICIICHUN MacChl HABECKH
- BBIOOp MacChl HaBECKH pacTBOpa IS
aHam3a

- KanmuOpoBKa BECOB B TMOJIUANA30HE
0TOMpaeMbIX MacC HaBECOK

- IO/IJIEPKaHNE TEMIIEPATYPBI
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3KCHCDHM€HT&J’IBHBIC HUCCIACAOBAHUA

C 1enbio MpoOBEPKHU U3BIEKAEMON U3 MaTepHalia Mpyu HarpeBaHUM apora3oBoi
CMECH Ha HaJIM4YMe / OTCYTCTBUE OTJIMUYHBIX OT BOJbI JIETYYHUX KOMIIOHEHTOB, a
Tak)ke BIOOpa TeMIEpaTyphl BO3AYIIHO-TETUIOBON CYIIKH BBIMTOTHEHBI U3MEPEHUS
meronoM TI'A/MC. Tlpu HarpeBaHuM HCCIEIyEMOr0 MaTepuaia BBIIEISETCS
KpUCTAJUTM3AIMOHHAS BOJIA C XapaKTEPHBIMU MAaCCOBBIMU YncliaMu m/z =17 a.e.m.
u m/z =18 a.e.m. pu Temneparypax ot 120 °C no 180 °C, npyrue coeauHeHUs HE
nerekTupoBanbl (pucyHok 4.4). Ha ocHOBaHMM TOJYYEHHBIX MAHHBIX IS
ompeencHus: COpOUPOBAHHON M KPUCTAITU3AIMOHHON BOBI METOJIOM BO3IYIITHO-

TETUIOBOM CYIIKHM YCTaHOBIICH TeMIiepaTypHblil pesxxum — 130 °C.

- JTA,  Hounii Tok
IT, % MEB/MT 107, A
Max: 146,25°C 1 230 L1.4

-0.05
F1.2

Looo 1.0

+-0.05

+0.6

--0.10
+0.4

L 015 [02

100 120 140 160 180 200

I'emneparypa, °C

Pucynok 4.4 — TepmorpamMmma MOHOTHIpaTa JIAKTO3bI
C menpr0 MPOBEPKH OJHOPOJHOCTH M MPOOOTOATOTOBKH OBLI YCTaHOBJICH

(bpakMOHHBIN COCTaB MOATOTOBJICHHOIO K aHAJIU3Y MOPOIIKA JaKTO3bI (puc.4.3).
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Pucynok 4.3 — Wmmoctpamusi pe3yibTaToB ONpeAeNeHUs (PpaKIHOHHOTO
COCTaBa MPEJICTABICHHOTO HA aHAJIN3 OPOUIKA JIAKTO3bI
Jlnst mpoBepKM OJHOPOAHOCTH MCIOJB30BaH JUCHEPCUOHHBIA aHAIIU3.
BuiOpanbl qis ananuza ¢gpakiuu cbime 200 mxm g0 600 mxm. HMcciaenoBanus
MIPOBEICHBI METOAOM BO3YIIHO-TEIUIOBOM CYIIKH, ¢ TeMrnepaTypoii cymiku 130 °C.
MaccoBas 10715 BoJbl (CyMMapHO, COpPOMPOBAHHON M KPUCTAIIM3ALUOHHOM),
Ompe/ielIeHHas: METOJOM BO3IYILIHO-TEIJIOBOM CyliKHu, cocTaBuia (5,25 + 0,04) %,
BOJJIOMOMETPHUYECKUM TUTpOBaHUEM 10 Metoay Kapna dumepa — (5,35 £ 0,13) %.
OnpeneneHne MaccOBOW JIOJIM OCHOBHOTO BEIECTBA MOHOTIMPATAa JIAKTO3BI.

MeToa  MOAOMETPUYSCKOIO THUTPOBAHMS OCHOBAH Ha CITOCOOHOCTH ﬁoz[a B

HIEJIOYHOW CPEIe OKUCIIATH allbJlocaxapa B COOTBETCTBYIOIINE YPOHOBBIE KHCIIOTHI.
B xauectBa TtHTpanTa wucnons3oBamu 0,1 M pactBop TuOcynbdar HaTpus,
CTaHAapTU30BaHHBIN 1o CTaHAAPTHOMY oOpasiy cocTaBa Kanus
JIBYXpOMOBOKHUCHOro (Ouxpomara kanusi) 1-ro paspsga I'CO 2215-81.

MaccoByto n050 ocHOBHOro BemiecTBa Wop, %, B ucmbeiTyeMoi mpo0e

BBIYUCIISLIN IO hopMmyJie:
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CNa2S203 ’ (VNa25203 0, 0o uneepcuu VNa2S203 do uueepcuu) ’ MC12H22011-H20 VM'K.
Wop = . 100, (4.4)

1000-m,,, -2

al

rae — MOJsipHas KOHIEHTpalMsl pacTBOpa THOCYJb(dara HaTpus,

Na,$,04
U3PACcXOI0BAHHOIO HA TUTPOBAHKE, MOJIB/ M,

% — o0beMm THOCyNnb(aTa HATpUs, H3PACXOJOBAHHBIA Ha

Na,$,0, 0, 0o unsepcuu

TUTPOBAHUE M0/, OCTABILETOCS IIOCTIE PEAKIIMHU C XOJIOCTOM poboii, cm?;

v — o0bem THOCynb(aTa HATpUs, H3PACXOJOBAHHBIM Ha

Na,8,05 0o uneepcuu

TUTPOBAHUE HOJa, OCTABIIErOCs IMOCIE PEAKIUHM C MOHOTHAPATOM JIAKTO3bI, JO
MHBEPCHUH TIPOOKI, CM>;

M — MOJIsIpHasd MacCa MOHOTHUApPATaA JIAKTO3EI, I / MOJIb,

C1yH5,0,,-H,0
V. — obbeM MepHO#l KonObI, B KOTOpPOIl pacTBOpeHa HaBecka HpPOOLI
(250 cm?), em?;

V, — 06beM alMKBOTEL, B3AThIA HA THTPOBAHHUE, CM>;

m . — Macca HaBECKHU HpO6I>I, B3dTas Ha aHaJIU3, T',

2 — YUC0, YYUTHIBAIOIIEE CTEXUOMETPUICCKHIE KOIPPUITUCHTHI B YPaBHCHUH
peaxiuu;

1000 — mepeBon am°® B cm>;

100 — nepeBoa noneit equHu B %o.

OmnpeneneHue MacCcOBOM JOJM OCHOBHOI'O BEIICCTBA BBIIOJHECHBI METOJOM

MaccoBOro Oajianca («CTo MPOIEHTOB MUHYC CyMMa IIPUMECEi») B COOTBETCTBUU C

MU 3561-2016 [190], koTOpblii MpeanoJiaraeT OINpPEACICHUEe B UYHUCTOM
OpraHMYEeCKOM BEILECTBE BEPOATHBIX I'PyNI Mpumeced (POJICTBEHHbIE NMPUMECH,
OCTaTOYHBIE  OPraHUYECKUE  PACTBOPUTEIM,  HEOPraHWYECKHE  IPUMECH,
copOupoBaHHas BOJA).

Jis  ompeneneHuss MaccOBOM JONH COpPOMPOBAHHOM BOJABI HAWIYYIIUM
00pa3oM MOAXOAUT METO]I BAKYYMHOM CYILIKH, TOCKOJIBKY K BEIIECTBY HOJBOAUTCS
HEOOJbIIOE KOJMYECTBO TEIUIOBOM HSHEPruu, KOTOPOrO JIOCTATOYHO s
paspylieHus] TOJbKO (PU3MKO-XMMUYECKUX CBsi3ed, oOpasyroluecs Ha YpOBHE

MCIKMOJICKYJISIPHOT'O B3aHMOHCﬁCTBHH BOJAbI C BCHICCTBOM. DU3UKO-XHUMHUYECKUE
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CBSI3U SIBJISIIOTCSI HanbOojee ciabbIMU MO CPABHEHHUIO C XMMHYECKUMH CBSI3SIMU,
XapaKTepHBIMU U1l KPUCTAJUTM3AUMOHHOW BOJABI, JUIsl pa3pylIeHUs KOTOPBIX
TpeOyeTcst MoABOA OOJIBIIEro KOJIUYECTBA TEIJIOBOM IHEPTUH.

MeTtonoM TOC/IENOBATEIBLHOTO TOHWCKA (METOJIOM  JMXOTOMHH)  OBLI
OCYILIECTBIEH IMOUCK TEMIIepaTyphbl CyIIKM. B KkadecTBe HaMMEHBIIETO CIIBUTa
SKCIEPUMEHTA € BBIOMpPAEM TEXHHYECKYIO XapaKTEPUCTHUKY KaMephbl CYIIKH —
HEONPEeEICHHOCTh MOJAEepKaHus 3aJaHHOW TeMIepaTrypbl B T€YEHUE BPEMEHU
aHanuza, € = 2°C. [IpaBas u neBast rpaHuiibl X — BeIOpaHbl TemiepaTypbl 120°C u
40°C  COOTBETCTBEHHO, TMOCKOJBKY O BO3MOHOM YyAQJIEHUM BOJABI IPH
TemriepaTypax Huxe, ueM 40°C, naxke B yCIOBUSX BaKYyMUPOBaHUS, OTCYTCTBYIOT
JuTEepaTypHble JaHHble, a Mpu Temneparypax Bseimie, dyem 120°C BbicOoKa
BEPOSITHOCTh BO3HUKHOBEHHUs 3 (dexTa cropaHusi (MM OKUCICHHS KUCIOPOIOM
BO3]lyXa) JIAKTO3bl MOHOTHAPATA, KPOME TOT0, TO HUKE TEMIIEPATyphl IJIaBIECHUS
M Ha TpaHULE Juana3oHa TEMIEepaTyp BbIXOAa KPUCTAILUIM3ALMOHHOM BOJBI,
BbIsiBIICHHBIX MeTogoM TI'A / MC (ot 120°C mo 180 °C = pucyHok 4.4).
dukcupoBaHHble mapameTpbl — mMacca HaBecku (1,00 = 0,05) r, Bpemsi Cymiku
120 munyT, Bpems oxnaxnaeHus 20 muHyT. [lomydeHHble pe3ynbTaThl BbIOOpA
TEeMIIEPaTyphl CYIIKH TIpeCTaBiIeHbI B Ta0uie 4.19.

Tabnuma 4.19 — Bei6op TeMmiepatypsl CyIIKA METOJIOM TUXOTOMHH

[Tapa Temneparypa Pesynprar OtH. CKO pe3ynbTaToB
pE3yJIbTAaTOB cymiku, T;, °C | onpexaenenus, % | onpenenenus, %, npu 7;
ITepBas napa 40 0,007 6,32
(40°C u 120°C) 120 1,26 43,39
Bropas napa 40 0,007 6,32
(40°C u 79°C) 79 0,84 12,01
TpeTbs napa 59,5 0,12 15,97
(59,5°C u 79°C) 79 0,84 12,01
Buvibop 70 0,363 7,05
memnepamypol
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Br16op Apyrux napameTpoB mporecca U3MEepEeHUN OCYIECTBIEH aHAJIOTMYHO.

Maccos IO JOJIIO OCHOBHOI'O BCIIICCTBA Wog, % paccuutbiBaiu o popmyiie
2

Wy, =100 (W W +W W eps)

poocme. + ocmam.ope. Hneope.
npumecu pacm—au npumecu 600a

TIE w —MaccoBasi J0Ji1 POACTBEHHBIX IPUMECEH, MOJy4YeHHas METOJI0M

poocms.
npumecu

BBICOKOA((HEKTUBHOMN )KUJIKOCTHOW XpomaTorpaduu;

—MaccoBasi JIOJS OCTAaTOYHBIX OPraHUYeCKHX PacTBOPUTENEH,
ocmam.ope.
pacm—au

MOJIy4eHHas:  METOJIOM  Ta30BOM  xpoMarorpaguu B COOTBETCTBHH  C
O®C.1.1.0008.15 [204];

— MacCCOBaA A0JIs1 HCOPIraHUICCKUX HpI/IMeCeﬁ (MeTaHHBI, X OKCHIbI U
neope.
npumecu

COJIM), IOJydYeHHAass METOJOM MacC-CIICKTPOMETPHH C HMHIYKTHBHO-CBSI3aHHOM
mIa3Mou, %;

w — MaccoBasa JOJA COp6HpOBaHHOﬁ BOJbI, IIOJY4YCHHAsA MCTOIOM

copb.
600a

BaKyyMHOU CyLIKH, %.
Boisiee netanpbHO Moay4YeHHbIE pe3ybTaThl onKcansl B [13a, 14a]

PacueTHO-3KCIEpUMEHTAIbHBIA _METOI noapasyMeBacT OLCHKY YKMCTOTBI

Marepuaia CO 1o 3HaYeHUSIM MacCOBOM J10JIM KPUCTAIIU3ALIMOHHOMN BOJIbI

prucmaj. = W[IZO - W('opé. 2
600a 600a

race W oo — MaccoBasa J0JIA COp6HpOBaHHOﬁ BOJbI, ITOJYYCHHAA MCTOIOM

600a

BaKyyMHOU CYLIKH, %.

w, — MaccoBas J10Ji1 COPOMPOBAHHON M KPUCTAJIIN3ALMOHHOMN BO/BI, IIOJyUEHHAs

H,0

BOJIIOMOMETPUYECKUM TUTpOBaHUEM 110 MeTtoay Kapna @umiepa, %.
PacueTHO-dKCIEpUMEHTAIIBHOE 3HAYCHHE MacCOBOU JIOJIU

KPHUCTAJUIM3alMOHHON BOJbI B MOHOTHIPATE JIAKTO3BI jr (4,98 £0,15) %.
Kpucmai.
600a

Teopernyeckoe 3HAUYEHHE MACCOBOM JOJIM KPUCTAJUIM3AIMOHHOM BOIBI B
MOHOTHIpATe JAKTO3bl ([0 CTEXMOMETPUYECKOMY COOTHOIICHHUIO, C YYE€TOM
peKoMeH0BaHHOM K npuMeHeHuto HomeHkinatypsl MIOITAK [231], — 5,00 %.
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CpaBHeHUE pe3ysIbTaTOB OIMPEEICHUS MACCOBOM J1I0JM OCHOBHOT'O BEIIIECTBA,
MOJTYYEHHBIX Pa3IMYHBIMH METOJIaMH, IPOBE/ICHO B COOTBETCTBUH C PYKOBOJACTBOM
KOHCYnbTaTUBHOTO KOMUTETA 1O KOJUYECTBY BEIECTBA B 00JACTH METPOJIOTUU B
xumun 1 ononorun (CCQM) [234] k1acCHYeCKUM METOI0OM OILICHUBAHUS CPEIHETO
apudMeTraeckoro 3HadeHus. [lomydeHHbIE pe3ysIbTaThl COIIACYIOTCS B IIpejeiax
3asIBJICHHBIX HEONPEIEICHHOCTEM.

Pazpabotanst PM KomuW4ecTBEHHOTO oOmpeneraeHus: COpOMPOBAHHOW U
KPUCTAJIM3AIMOHHON BOJbI B JIAKTO3€ MOHOTHJpaTe, COpOMpOBaHHAas BOJA
HEOOXOJMMa TMpU OIEHMBAHUU YHUCTOTHI JAKTO3bl MOHOTHApPATA METOJIOM
MaccoBoro OanaHca (B 9TOM cllydae cOpOMpOBaHHas Boja OyJeT OJHUM U3
OCHOBHBIX TTpUMeECEH, HApsSy C OCTATOYHBIMU OPTraHUYECKUMHU PACTBOPUTEIISAMH U
HEOPTraHUYECKUMH TPUMECSIMHU), oO0Iee cojepkaHrue BOABI (M, COOTBETCTBEHHO,
COJICp)KaHUE KPHUCTAUIM3AIMOHHOM BOJBI, KaK pa3HUIIA MEXIy OO0ImuM
COJICp’)KaHUEM U COPOUPOBAHHOW BOJIOM) OyJeT MOJE3HO MpPHU COMOCTABICHUU
pe3yJbTAaTOB, TOJYYCHHBIX pPa3HBIMH METOJAMH, a TakXke IIpu pa3padoTke
CTaHAAPTHBIX 00Pa3IOB.

Pazpaborannbsiec PM Bonuim B KOMIUIEKT SKCILTyaTallMOHHON TIOKYMEHTAIIUN
Ha [DT 173; ycraHOBIeHHE METPOJOTHYECKUX XapaKTePUCTHK TMPOBEIACHO B
COOTBETCTBMHM C pa3/ieIoM 3 HACTOSIIEro JUCCEPTAIMOHHOTO HCCIEAOBAHUS U
0(OpPMIICHBI CIICTYIONMINE TOKYMEHTBI:

— MPH-04-'DT-173-2013 «I'CH. Mertoauka OIICHUBAHU
HEOMPEACICHHOCTH BOCHPOU3BEICHUSI E€IUHUIIBI MAacCOBOM JIOJIU BOJBI IS
ATaJIOHHBIX YCTAHOBOK, PEATU3YIOMINX TEPMOTPABUMETPUUECKUN METOI,

— MPH-17-1'9T-173-2017 «I'CH1. Metoauka pacyera HEOIPEIeICHHOCTH
BOCIIPOU3BEJICHUS  €IUHMIIBI MacCOBOM  JOJMW BOJbI MNpHU  peau3aluu
TI'A/ACK-MCy,

[Ipu pacuerax pacHIMpPEeHHON HEOMPEACIICHHOCTH M €€ COCTaBIISIONIUX B
YKa3aHHBIX METOJIMKaX W JaHHOW paboTe B 1IEJIOM MCIOJIb30BAHBI MPU3HAHHBIC

MEXIYHapOJHbIE TOIXO/bI, TIponucanHbie B pykoBojcTBax EBPAXVMM/CUTAK

119



[176-179]. B kauectBe npumepa metoarka MPH-17-'9T-173-2017 npuBeneHa B
[Tpunoxenuu 2.
Pe3synbraTel pa3paboTku npuBeAeHbI B myOnukanuu [13a].

4.1.2.2 BeiOOp METONOB M VCJIOBHI aHAJIW3a B IPUCYTCTBUU OCTATOYHBIX

OPraHMYECKHUX PACTBOPUTEIICH

Pa3paboTka METOJIHMK COBMECTHOTO ONpPEACICHUS BOJBl W OCTAaTOYHBIX
OpraHUYeCKUX PACTBOPUTENEH.

OrpaHuyeHuss TEPMOTPaBUMETPUUYECKOIO METOJA OMNpEeeNieHUs] BOILI B
dbapMareBTUYECKNX CYOCTaHITUSAX TIPU HAIWMYAHA OCTATOYHBIX OPTaHUYCCKUX
pacTBopuTEener [295], CBs3aHBI C BO3MOXHBIM, OJHOBPEMEHHBIM C BOJOM,
BBIJICJICHUEM JPYTUX JETy4YMX KOMIIOHEHTOB NIpH HarpeBanuu. OnpenesnsieMble
JeTy4yne KOMIIOHEHThI MOTYT COCTOSITh M3  OCTATOYHBIX  OPraHMYECKUX
pacTBOpUTENIeH, KOTOpbIE BKJIIOUEHBl B TEPEYEHb KOHTPOJUPYEMBIX COIJIACHO
(ODC.1.1.0008.15 «Ocrtarounble opranudeckue pactsoputenan» [204]), Tak u He
BKJIIOYEHBI, HO HCHOJB3YIOUIMECS MPU MPOU3BOJACTBE CyOCTaHIMU (Hampumep,
ATWJIALIETAT, OOHAPYXEHHBI B CyOCTaHIIMU TJIMKJIAa3uja), a TakKe JeTydue
HEOPraHUYECKUE COCIUHECHUS (HampuMep, XJIOPOBOAOPO, Kak MpaBuUIo,
BCTPEUAIOIIMIICS B TUAPOXJIOpUIax). Bo-BTOPBIX, BEICYIIIMBAHKUE HA BO3/IyXE TAKKE
MOXXET MPUBOAUTH K PA3JIOKEHUIO WM OKHUCICHHUIO BEIIECTB (Hampumep, K
00pa30BaHUIO M BBIJICICHUIO OKCHUIOB yriaepona u cepsl) [193, 235].
[lepeuncneHHbple TPUUYUHBI MPUBOAST K 3aBBIINICHHOMY PE3YyJIbTATy ONpPEACIICHUS
BOJIbI B (hapMalleBTUYECKON CyOCTaHIIMU METOIOM BO3AYILIHO-TEIIOBOM CymiKu. B-
TPEThUX, HEKOTOphIE CYOCTaHIMU HMEIOT HU3KUE TEMIEPaTyphbl IUIaBICHUS
(manmpumep, uoynpoden ot 75 °C no 78 °C (®C 2.1.0100.18 «HM6ynmpoden» [204]),
ouconponona ¢ymapar or 101 °C go 105 °C (®C 2.1.0071.18 «bucomnponona
dbymapar» [204]). Tlpu wmarpeBanmu mo 105 °C mpoucxoauT WX IUIABICHUE,
BEpPOSITHA YaCTUYHAsl ECTPYKIUs. B 3ToOM ciiyyae mpuUMEHSIETCS BBICYIIMBAHUE B
BaKyyMe, 4TOOBl CHHM3UTh TemmepaTypy cymku ao 60 °C. Omnako cyOcTaHIus
MOXKET COJIep>KaTh MOMHUMO BOJABl U OCTATOYHBIC OPraHUYECKHE PACTBOPUTEIIH,

MMEIOIIME HU3KHAE TEMIEpaTypbl KUIIEHUS, UCIAPEHUE KOTOPBIX IIpH
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BBICYIIIMBAHUHM, OCOOCHHO B BaKyyMme, TaKXe€ MOPOUCXOAUT (HAmpuUMmep, B
cyoctaniuu 6ucomnpoiiona ¢ymapara meroaoMm [KX-MC 6butn 00HapyKeHbI 2-
NpOMaHoJI U TPOMaH-2-OH, UMEIOIIUME TEMIIEPATyphl KHUIIEHHS COOTBETCTBEHHO
82,40 °C u 56,24 °C [236]).

[Ipu ompenenenun BoAbl B (dapMalEeBTUYECKUX CYOCTaHUUAX (HAIpUMED,
azuTpoMuIMHa auruapara [18a, 19a]) metonom tutpoBanus peaktuBoM duiiepa,
OB TMOJy4YeH 3aBBIIICHHBIA (a4 HE 3aHMKCHHBIA, KaK ObUIO OBl OXKHIAEMO) TIO
CPaBHEHUIO C TEPMOTPABUMETPUUYECKUM METOJIOM PE3YJIbTAT. ITO MOXKHO, C OJHOU
CTOPOHBI OOBACHUTH TEM, YTO MIPU UCCIIEAOBAHUN KPUCTAIIIOTUIPATOB XUMUYECKHUX
BEIIECTB CIIOXKHOIO cocTaBa MeTojnoM duiiepa Helb3s UCKIIOYUTh MPOTEKAHUS
nobouHbx peaknuit [148], a ¢ Apyroil CTOPOHBI, 3aBBIINICHHBIN pe3yJbTar,
MOJYYEHHBI  METOJOM  THUTpOBaHUs  peakTuBoM  Duiepa,  MOXKer
CBHJICTEJILCTBOBATh M O TOM, 4YTO TpejuiokeHHas ['ocdapmakomneeit [237, 238]
temmneparypa cymku (105 °C) HemocTtaTouHa aJisg pa3pylieHUs KPUCTAILIOTHApPATA
Y TIOJIHOTO BBIJICIICHUS BOJBI.

Pazpaborka PM ompenenenust BoJbl B JIEBOOYNMUBAKAUHE THUAPOXJIOPUJIC
MOHOTHpaTe ObUIB IPOBEJIEHA B paMKaX OINPEACIICHUS] MaCCOBOM JIOJIM OCHOBHOTO
BEIECTBAa METOJOM MacCOBOIo OanaHca.

TeopeTnyeckre ucciaeI0BaAHUS

Ananutnyeckass (GopMa — MEITKOKPUCTAJUIMUECKOE BEIIECTBO, MOJIyYaeMoe
METOJIOM OCKJICHUSI.

XUMHUYECKUM COCTaB aHAJIM3UPYEMOTO BEILECTBA:
(2RS)-1-bytun-N-(2,6-numeTundeHn ) munepuanH-2-kapookcaMmu,ia
THIPOXJIOPH]I, MOHOTHIPAT

CH,

H
N HCI H,0
N

(0] K/\
CH; CH

3
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Ceenenust 00 anpuopHoii nHGopmaIuu 006 00bEKTE UCCIICIOBAHUS TPUBEICHBI B
tabnuue 4.21.

Tabmuua 4.21 — AnpuopHas uHopmanus O JeBOOYNMBAKAWHE THUAPOXIIOPHUIIE

MOHOTHJIpaTe

XapaKkTepUCTUKA Nwmeromuecst CBEICHUS

Ananutudeckas popma MeNKOKpHUCTATUINYECKOE BEUIECTBO, MTOIy4acMOe
METOJIOM OCAXKJICHUSI
(2RS)-1-ByTtun-N-(2,6-

XUMHAYECKHUM COCTaB TUMETUII(EHUT ) TUTIEPUINH-2 -KapOoKcaMu1a
TUAPOXJIOPUJI, MOHOTHIPAT

bpyTTo-hopmyina CisH2sN2O-HCI-H>O

@opmbl  cBsI3M  BOAbl ¢ | Hamune kpucTamin3alMOHHOW BOJIBI,

BEILIECTBOM Bo3moskHO Hanuuue copOMpOBaHHOM BOJIbI

Temnoduznueckue

cBONCTBA HewussecTHbl

O630D IMPUMCHACMBIX MCTOA0B aHAJIM3a

DapmMaKOIEenHON CTaTbU HET.

Br100p MeTo1a aHaHU3a

Kanonuueckuii  TepMOrpaBUMETPUYECKUA METOJ HE MOXET ObITh
WCIIOJIB30BaH, Macca MPEACTAaBICHHOTO HA aHAJIU3 BELIECTBA — MEHEE 5 rpamMM.

Meron ®@umepa HenpuemiieM, Mo MPUYUHE OTPAHUYEHUN METO/Ia — HAJIMYUE
OCTATOYHBIX OPTAHMYECKUX PACTBOPUTENEH (B TOM YHCIIE€ KETOHOB), KPOME TOTO —
OTCYTCTBYeT MH(OpMaIMsl O BO3MOXHOM B3aUMOJEHCTBHM JIEBOOYNHBAaKauHa C
peareHTamMu peakTrBa Ouiiepa uir O BO3MOXKHBIX TOOOYHBIX PEAKIIUAX.

JIutepatypusiii 0030p [301] BbIsIBUII, UTO JIEBOOYNMBAKAWH MOJyYEH MyTEM
BbleTeHUsT U3 cMecd R m S sHaHTHOMEpOB OymnMBakaWHa JIEBOBPAILAIOIIEIO
crepeonzomepa. [IpUHATO MpeAnooKeHHe, YTO JIEBOOYNMBAaKAMH HUMEET
Terio(u3NIecKue CBOWCTBA, aHAJOTHYHble OymuBakanmHy. B cooTBercTBUU C
dapmakoneiiHoil cTaThel, Temmeparypa IUIaBieHHs OyNHUBaKaWHa HAXOAMUTCS B
nuamna3oHe ot 253 mo 255 °C.

Ha ocHoBaHuU TPOBENEHHBIX TEOPETUUECKUX HccienoBanuid Beiopan TI'A-

JACK-MC ananuz. Ilpumep NOJYy4YeHHOM TepMOrpaMMbl TIpU  HarpeBe
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neBoOynuBakauHa 10 200 °C B Toke a30Ta npejacTaBiieH Ha pucyHke 4.5. CuHuM u
roayObIM LIBETOM Ha pPUCYHKE 4.5 IOKa3aHbl 3aBUCHMOCTH HOHHOTO TOKa MJis
YacTHI] C MACCOBBIMU YHMCIaMH m/z=18 a.e.m. 1 m/z=17 a.e.m. XapaKTepHbIE IJIs
Bbiienenus Boabl (H20). 3enensiM — KpuBas motepu Maccbl. PaccMoTpeHue
TEPMOrpaMMBbI IMO3BOJISIET CHIEJIATh BBIBOJ, YTO BOJA IOJIHOCTBIO BBIACIAETCS NPH
HarpeBannu npu 110 °C, a npu Ttemneparypax cbimie 140 °C mpoucxonur
YMEHBIIEHUE MACChl, HE CBSI3aHHOE C BbIJCJIICHUEM BOJibl. Bpems aHann3a BbIOpaHo
paBHBIM 2 yaca M MOKa3aHO Ha PUCYHKE — 3TO BBIXOJ I'PUBOW MOTEPU MACCHl HA
IUIaTO, IPU ATOM 3TO BpeMs, 3a KOTOPOE HE HayMHAeTCs TEIUIOBOM 3(QeKT,
0003HAYEHHBII KPACHBIM ITYHKTHPOM.

OIHOBPEMEHHO C BOAOW MPOUCXOIUT BBIAEIECHUE OCTATOYHBIX OPIraHUYECKUX
pactBopuTesnieil. B cyOcTaHIIMu BBISBICHBI CJIEIOBBIE OCTATKU (MOHHBIN TOK Ha MAThH
nopsakos /B 100000 pa3/ Menbiie HOHHOTO TOKa Bojbl) arietoHa C3HeO (oTmensHO
NOKa3aHbl U3MEHEHUSI OCHOBHOTO HOHA 43 a.e.m. (pUCYHOK 4.6) U MOJIEKYJISIPHOTO
noHa 53 a.e.m.(pucyHok 4.7)). IlpuBneuenne meroma [KX-MC He mo3Boauio
OOHapyX HUTb OCTaTOYHBbIE PACTBOPUTENM B NPEJICTAaBICHHOM Ha AaHAIU3

JICBO6yHI/IBaKaI/IHG.

ATA (wsBiur)
TrI% okkibi

-----

100 44

miz=18 a.em.

100
Bpemn /mun

Pucynok 4.5 Tepmorpamma JieBOOyIMBaKanHa ¢ TOKa3aHHBIMU Ha Tpaduke

WOHHBIMM TOKaMH, XapaKTCPU3YIOIIHUMHU BOLY
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OTA {piar)
% Mokrbii Tok *108 /A
L —— )
Lo
100 015
99 4
Los
010
9 -
Los
005
97
Fos
9% -
000
Loz
e
005
94 4 — 0
T~ m/z=58 2 e m (C3HEQ)
[ 2 20 60 80 100 120 120 180 180
Mreseoe 20220008 1411 Morssosamans: cm Bpewst /i Mles0fiyrsacansa rUIRCXTOPA BSTANANME BLSTONS Ngi-iaa

Cosdewo mpoepammm oBecneuerusm NETZSCH Proteus.

Pucynok 4.6 Tepmorpamma JieBoOynuBakanHa ¢ MOKa3aHHbIM Ha rpadvke HOHHBIM

TOKOM 43 a.e.m., XapakTEepU3yIOIIUM alleTOH

OTA imBir)
T % Wonkein Tok *10-12 /4
o] TNesoBynusakans .
" 0.15
6.50
99 4 8.00
r0.10
Wamerenne macce: -5.1432 %
550
98 4
5.00
0.05
97 4
450
—— e e e e e e e e e e
96 4 400
r 000
350
___—m/z=58 a.e.m.(C3HBO)
95 1
300
F-0.08
[2l
1 250
0 20 40 6 80 100 120 140
Fnasvos 202206001408 Morssosarens: cm Bpsu ik

Pucynok 4.7 Tepmorpamma jieBOOynMBakanHa ¢ MOKa3aHHBIM Ha rpadurke HOHHBIM

TOKOM 58 a.e.m., XapaKTepu3yolUM alleTOH

Takum oOpa3om, BbiOpaH pexxuM BeicymmBanus (110 °C, 2 wyaca) s
ONpEACNIEHUsI MacCOBOM JIONM BOJAbl B JIEBOOyNMBAaKaWHE T'HUAPOXJIOPHUIE

MOHOTIUApare. Macca HaBecKu omnpcacicHa METoa0M IIOCJICA0OBATCILHOIO ITOHUCKA
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(aMIIUTY 1@ IPU BBIOOPE MAcChl HABECKH — OT 25 MT 10 MaKCUMAJIbHO BO3MOXKHON
3arpy3ku Turis 150 mr) u cocrapmna 100 mr. IlonydeHHoe ciie10Boe KOJIUYECTBO
OCTATOYHBIX OPraHUYECKUX PACTBOPUTEIICH MPUHATO PELIEHUE paCCMaTPUBATh KaK

BKJIaJ B HCOIIPCACICHHOCTD OIIPCACIICHUS BOJLI.

P33Da6OTKa MCTOJMKH OIIPCACICHHNA BOJbI B a3UTPOMUIIMHEC JUTHUAPATC

TeopeTnyeckue ucciaeI0BaHUS

Ananutudeckasi popma — MEJIKOKPUCTATUTMYECKOE BEIIECTBO
XUMHUYECKHUI COCTAaB aHAIIM3UPYEMOTO BEIIECTBRA!
9-neokco-9a-aza-9a-metmin-9a-roMmo3puTpoMuliuH - A 9-neokco-9a-aza-9a-

METHJII-9a-TOMOIPUTPOMULIMH JUTHAPAT

Bpytro-popmyna C3sH72N2012
MonekynsipHas macca 749,0 a.e.m.
[ToMuMO  XMMHYECKHU-CBA3AHHONH  BO3MOKHO  HAJIU4YUE  CBOOOIHOM
(copOupoBaHHO) BOIBI.
Temnepatypa mnaBinenus 126 °C.

BI)I6OD MCTO/J4a aHaJIn3a

Meronom I'X-MC 06bUIO YCTaHOBIEHO, YTO CyOCTaHLHMS a3UTPOMMIIMHA
JUTHIpaTa, COJAEPKUT B KAdyeCTBE OCTATOYHBIX OPraHUYECKUX PACTBOPUTENIECH

allCTOH W HU3O0IIPOIIaHOJI. HOTCpH B MAaCCC IIpU BbICYIMBAHUU ,HaHHOﬁ Cy6CTaHHI/II/I
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JIOHKHA OBITH OOYCIIOBJICHAa CyMMAapHBIM BBIIEJICHHEM BOJbl M OCTATOYHBIX
OpraHUYEeCKUX PaCTBOPUTENCH.

Boiopan meroq TI'A-MC. Tepmorpamma cyOCTaHUMH a3UTPOMMIIMHA
JUTHIpaTa IPUBEAEHA HA PUCYHKE 4.8, MOKa3aHbl 3aBUCUMOCTH HOHHOI'O TOKA JIIS
YaCTHI] C MACCOBBIMM uMcliaMu m/z=18 a.e.m. u m/z=17 a.e.m., MOATBEPKAIOIIHE
BblesieHne MoJieKyJibl Boabl (H20). [IpoBeneHHBIM UCCIEI0BAHUEM OBLIO TaKKe
YCTaHOBJIEHO, 4TO B Auanazone temmepatyp (ot 55 mo 110) °C nmerektupyrorcs
M3MEHEHUsI HOHHBIX TOKOB MacCOBBIX yucen 43 a.e.m. u 59 a.e.m. (cM. pucynku 4.9
u 4.10), a Takke 58 a.e.m. (cM. pucyHok 4.11), 4TO CBUAECTENLCTBYET O BBIJCICHUU

u3 wucxogHoro wmarepuasia CO pactBopuTeneil: 2-mpomaHojia U aleToHa,

COOTBCTCTBCHHO.
WMoHHbIi Tok *10-8 /A
Tr /1% OCK /(MkB/mr)  Temn. /°C
T aK3¢ 0.3
104 - A3UTPOMMLWH, Macca HaBecky 19,976 Mr i b | p Loo L110
Temnepatypa oSpa3sua -~ 0.2
102 - - 100
1.5 %0
100 -
WMamenexune macce: -4.24 % E 80
98 1 L 1.0
- 70
96 | o o OCK-vpusan (angoTepmudecii apdert) . [ 60
/// L-02 |05
94 - ~ 50
i3 L-0.3
10 15 20 25 30 35 40 45
Bpems /MuH

Pucynok 4.8 - TepmorpamMmma asuTpoMULIHA TATHUAPATA
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WoHHBIR TOK *10-11 /A

4.0

35

3.0

25

2.0

3navenue: 87.0 °C

AUTPOMULWH

40

60 80 100 120 140
Temnepatypa /°C

PI/ICYHOK 49 — KpI/IBaH HOHHOI'O TOKa A 49aCTull ¢ MaCCOBBIM YHCJIIOM

m/z=43 a.e.m. (C3H7-), oOpasyrommxcs B pe3ysbrare (pparMEeHTAllUA MOJIEKYIIbI

H30IIpOIIaHOJIa B IIPOICCCC BHGKTPOHHOI\/JI HMOHU3allNnN1

WMoHHbIA Tok *10-12 /A

1.600

1.550

1.500

1.450

1.400

1.350

1.300

1.250

1.200

QHS‘{EHM/EZ 879°C

A3NTPOMULIMH e

m/z=59 a.e.m.

—

50

"60 70 80 90 100 110 120 130 140
TemnepaTtypa /°C

Pucynok 4.10 — KpuBasg MOHHOrO TOKa JJIl YaCTHI] C MAacCOBBIM YHCIIOM

m/z=59 a.e.m. (-C3He-OH), oOpasyromuxcs B pesyibrare (QparmeHTanuu

MOJICKYJIbI U30IIPOIIaHOJIa B IIPOLICCCC BHCKTpOHHOﬁ HOHU3allNN1
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MoHHBIN TOK *10-12 /A

3nauenve: 87.9 °C
7.0

6.0 1

m/z=58 a.e.m

5.0

AIUTPOMULIMH

40 60 80 100 120 140
TemnepaTtvpa /°C

Pucynok 4.11 — KpuBasgs MOHHOTrO TOKa JJIsl YaCTUI[ C MAacCOBBIM YHUCJIOM
m/z=58 a.e.m., uro xapakrepHo s arietoHa (HeC3=0).

AHamu3 TtepMorpaMmbl (pUCYHOK 4.8) IOKa3al BbIJIEICHUE BOABI U3
cyOcTaHIIMM a3uTPOMHUIIMHA AuruapaTa npu temneparypax ot 50 °C mo 110 °C, To
ectb Temreparypa 105 °C aBuseTcss He1OCTaTOYHOM.

Kak BunHO u3 pucyHkoB 4.9 - 4.11, BelMUMHBI HOHHBIX TOKOB JIJIs1 YaCTHI] C
MaccoBBIMU uynciiamMu 43, 58 u 59 a.e.m., cocrasistor nopsaka 1,5x10712-4x10 1 A,
4TO HECKOJILKO BhILIE cpeaHero yposHs myma (0,1x1071?) u cBumeTenscTByeT 0 TOM,
YyTO 2-IPOMAHOJ M alETOH, SBISAIONIMECS OCTAaTOYHBIMH OPraHUYECKUMHU
pacTBOpPUTEINISAIMH, COJEpKATCSs B  a3UTPOMMIIMHA JAUTHApPATE B  CJIEJOBBIX
KOJIMYECTBaX (OMPEACIISIIOTCS HA YPOBHE UyBCTBUTEILHOCTH METO/1A).

Takum oOpa3om, BbiOpan pexxuM BeicymuBanus (110 °C, 2 wyaca) s
ONpeIeJICHUs] MACCOBOM JIOJIM BOJABI B a3UTPOMULIMHA AWTHUapare. Macca HaBeCKU
BbIOpaHa M0 CPAaBHEHMIO C aHAJIOTAMHU C Y4E€TOM 0COOCHHOCTEW KOHCTPYKIIUU TUTJIIS
JUIS aHAJIM3a U ChlnydecTH Marepuana, pasHou 100 mr. IlomydenHoe cnemnoBoe
KOJIMYECTBO OCTATOUYHBIX OPraHUYECKUX PACTBOPUTENIECH ObUIO YUTEHO KaK BKJIAJ B

HEOIPEICIICHHOCTD OIpeIesieHus Bobl [ 18a].
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4.2 OnpeneJieHue BOABI B TBEPAOM MHUHEPAJIbHOM TOILINBE

Yronp o0OnazaeT pa3BUTON IUIOMIANbI0 TOBEPXHOCTH M OTHOCUTCS K
BELIECTBAM C BBICOKOH a/icopOUpyrolIeil CHOCOOHOCThIO, €r0 BIarocoepx aHue B
nporuecce J00bIuH, MepepadOTKU U XPaHEHUSI MOXKET CYIIECTBEHHO U3MEHATHCS, U
Ha KaKJIO0M M3 MEpPEUMCIICHHBIX CTaaui TpeOyeTcs KOHTPOJIb BOJbI B yrie. s
Oyporo yriis BJIarocoiep:KaHue sIBJIAETCA MOKa3aTeseM 0€30MaCHOCTH, MMOCKOJIbKY
00JIbII0€ COJIepKaHUE BOJIbI, BKYIIE C MHBIMU (pakTOpamu (030H, TeMriepaTypa u ap.)
MOXET CIIPOBOIIMPOBATh CAMOBO3TOPaHHUE.

3agada — pa3paboTka pe)epeHTHOr0 METO/1a, MPETHa3HAYECHHOTO JJIsl OLIEHKHU
NPAaBWJIBHOCTH U CONOCTABUMOCTH pE€3YyJIbTATOB M3MEPEHHM, IOJIy4YaeMbIX B
COOTBETCTBUM C  POCCUHWCKMMH M  MEKIYHAapOJHBIMM  CTaHIApTaMH,
perJaMeHTHPYIOIMIMMHU OIPEeIeJIeHUE BOJbI B TOM YHUCIIE, B YIVISIX OypBIX BHICOKOTO
Brnarocoaepxanus (6onee 40 %), BO3MOXHO, OIIEHKa CHCTEMATHYECKOTO
OTKJIOHEHHSI PE3yJIbTaTOB U3MEPEHUH, MOIYyYaEeMbIX PYyTUHHBIMH METOJAMH JHOO
YTOYHEHHUE NTAPAMETPOB CYLIKH.

B mpakTuke yroyibHOW NPOMBIIUIEHHOCTH MOKAa3aTeNb COJICPHKAHUS BOJIBI
TPaIUIIMOHHO UMEHYETCS «MacCOBOM JI0JIeH Biarm». Bo3aMokHO, 3TO 00yCIOBICHO
MHOTO00pa3leM COCTOSIHUW BOJIbI, HAXOMSIIEHWCS B YIiasiX — B BUJIEC Karlelb,
NOJINMOJIEKYJISIPHBIX IIJIEHOK U MOJIEKYJI, aICOPOMPOBAaHHBIX HA IOBEPXHOCTH yTJIA,
B BUJIC KallWUISIPHOM BJaru (B OTKPBITBIX U 3aKPBITHIX MOPAX), @ TAKKE BXOJUT B
COCTaB KpUCTAIIIOIUAPATOB. Ha BHELIHEN ¥ BHYTPEHHEN IOBEPXHOCTAX, HA CTEHKAX
TPEIIMH M TOp YIS NPUCYTCTBYET IUICHKA, COCTOSIIAasi W3 aJCOPOIMOHHO-
CBSI3aHHOM BOJIbI. JTa TUIEHKA 00pa30BaHa U3 HECKOJIBKUX CJI0E€B MOJIEKY BOJBI (10
5 cnoeB). Ilpu 3TOM TEpBBIE MOHOMOJEKYJISIPHBIN CIOW MPOYHO YAEPKUBAECTCS
CUJIaMH MOJIEKYJIIPHOTO B3aUMOJEHCTBUS, B TO BPEMs KakK CBA3b IOCIEIYIOLIMX
CJIOEB C MOBEPXHOCTHIO YIIIA MOCTENEeHHO ocnabeBaeT. Kpome Toro, B Henpax, rie
IUTACTBl YIJIE OOBOAHEHBI, TPEIIMHBI U MOPHI 3aIIOJHIIOTCA BOJOH, Ha3bIBaEMOU
KalWJUIIPHOW BJIArOM. YTOJIb B 3aJI€KU HACBIIIACTCS BOJOM B TEYEHHUE BCErO
npolecca yriepukalud, MO3TOMY B KYCKE CBEXKEIOOBITOrO Yrisi HE TOJBKO

OTKPBITBIE, HO W 3aKPBITHIE IOPHI 3alOJHEHBI BOAOW. Biara 3akpbITBIX mOp
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yAaIsieTcss TOJBKO MOciie HW3MeNbueHHsl yriia. Takxke BoJila BXOJIUT B COCTaB
MUHEpPAJIbHOW 4YacTU YIVIEM B BHJAE KPUCTAJUIOJOTMAPATOB, HANPUMEDP, TJIUH
(asmromocunukathel coctaBa xS102:yAl,O3-mMeO-nH>0) u runca (CaSOs:2H20).
Eciau yronp BbICylIMBaTh IPU KOMHATHOM TeMIlepaType, TO MOC]e HCHapeHus
BHEIIHEH BJarv, mnpoda MNpUIeT K BO3AYLIHO-CYXOMY COCTOSIHHIO, JJI 3TOTO
TPAJUIMOHHO UCIIOJIb3YETCS TEPMUH «BHEIIHSIS Biaray. OJIHaKO B COCTABE MOPO/IbI
€lI€ OCTAeTCid 3HAYUTEIBbHOE KOJMYECTBO BJArv, KOTOpas YJIEpKUBAECTCS
KaNWUISIPHBIMU U COPOITMOHHBIMU cujiaMu. J[J1 ee yaaJieHust yroJib HarpeBaroT J10
105°C. Yactb BOAbI, KOTOpass UCHAPUTCS MPU HArpe€BaHUM NMPOObI U3 BO3IYLIHO-
CYyXOr0 COCTOSIHUS — 3TO «BJara BO3yIIHO-CYXOro TOIMBa». CyMMapHO BHEIIHSSA
BJlara M BJjara BO3/yIIHO-CYXOr0 TOIUIMBA Ha3bIBaeTCs «oOuIiel Biaroity. [{aHHbie
TEPMUHBI TPUMEHSIIOTCS JIJISl YTIIsl KPYMHOCTH MeHee 3 MM. M3menbuenne mpoObl
TOIUIMBA 1O KPYMHOCTH 3epeH MeHee (0,2 MM NPUBOAMT K CIEAYIOLIEH TpyIIe
TEPMUHOB — «BJlara aHATUTHYECKON mpoOb». [loCKONMbKYy W3MENnbUYCHHE 0
kpynHocty 0,2 MM (IIpU COXpPaHEHUHU BJIAry Yriisl) TEXHUYECKU BO3MOXKHO JIMIb U3
BO3JIYLITHO-CYXOI'0 COCTOSIHUS, TO «BJIara aHAJTUTUYECKOU MPOOB» - 3TO CYMMAapHO
BHEIIIHSS Bjara M BJIara MocJje BhICYIIUBaHUA. TeM He MEHee, [0 TEKCTY JaHHOIO
noApaszena UCIoJIb3yeTCs TEPMUH «MACCOBAs JOJISI BOABDY.

TBepnoe MUHEpaIbHOE TOILTMBO, K KOTOPOMY OTHOCSTCS YT OyphIe, yIiu
KaMEHHbBIC U aHTPAIUT — Pa3HOOOPa3HbI MO CTPOSHHUIO M CTaJAuH MeTamopdusma,
JMana3oH cojepxkanus Boasl oT 1% g0 50%.

O0630p NMpUMEHSIEMBIX METOJIOB aHaIK3a

B kauecTBe n1a0OpaTOPHBIX METOJIOB ONpPEEICHUS MAaCCOBOM JIOJIU BOJIBI B
YIJISIX UCIIOJIB3YIOTCS TOJIBKO BO3YITHO-TEIIOBBIE METObBI, 1JIS TPOMBIIIJIEHHOTO
ompeneseHNs] — Ha KOHBEHEpHOW JIeHTE M B OYHKEpax — paguoOU30TOIMHBIMU
MeTonamu. BreicymuBanue npo0 TOIUIMBA Kak KPYNMHOCTH MEHee 3 MM, Tak U
kpynHoctn MeHee 0,2 MM apOUTpaKHBIMA METOJAMU MPOBOJUTCS TIPHU
temneparypax (ot 105 no 110) °C go mocTostHHON Macchl, Aig OpoO KPYMHOCTH
MeHee 3 MM CYHIECTBYIOT 3KCIIPECCHbIE METOJUKHN — CYIIKa OFPAHUYEHHOE BpEMs

npu 0oJsiee BBICOKOM TeMmeparype.
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CBogHass TabiMua anpuopHOM WHGOpPMALMUM O TBEPAOM MHHEPAIBLHOM
TOIUUIMBE MpUBEcHA B Tabaule 4.22.

Ta6nuna 4.22 — AnpuopHast uHdopMalus 0 TBEPIOM MUHEPATIHLHOM TOILIUBE

XapakTepuCTHUKa Hmeronmecs cBeaeHus
AHanTHYeCKas TBepnas opranndeckas nopojaa pa3Horo CTpOeHus U
dbopma MPOUCXO0XKJICHUS C BKIIOYEHUEM KPUCTANIMYECKUX (a3

- MUHEPaJIbHBIX KOMIIOHEHTOB, CTPYKTYPHBIX
AJIEMEHTOB rpaduta U amopdHbIX popM

Omnucarb MOXKHO JIMIIb 10 KOMIIOHEHTaM COCTaBa:
- OTZI€JbHBIM XUMHUYECKUM AJIEMEHTaM

XHUMHUYECKHUI COCTaB - CJIOKHBIM OPTraHUYECKUM COCIUHEHUAM
(metporpadusi)
- MUHEPAJIbHBIM TPUMECSIM
Bbpytro-popmyna OtcyTcTBYET
®opmMbl CBSI3U BOAbI ¢ | Hamnmuune kpucTamim3auroOHHON BOAbI B COCTABE IJIMH
BEIIISCTBOM (Hampumep, aTFOMOCUITUKATHI

xS102:yAlLO3-mMeO-nH>0 u runca CaSO4-2H>0)
Hanuune copOupoBaHHOM BO/IBI HOBEPXHOCTSX, HA
CTEHKaX TPEIINH, B OTKPBITHIX U 3aKPBITHIX MOPAX,
KaIlmuisipax

Hamnuue cBo00O HOM BOIBI

TemnepaTypsl JlocTaToO4YHO HU3KHE, HAIPUMED, JJIT OypOoro yris
CaMOBOCIIAMEHEHHS okomo 130 °C

Br10op MeTona aHanmnsa

CnoxxHbIl cOCTaB yrjied omnpenensieT BbHIOPAHHBIA METOJ| aHalIu3a —
TepMorpaBuMeTpudeckuii. Meroael ¢ HuU3koil maccor HaBecku — TI'A - MC u
KyJIOHOMETpHUSI B TOHKOW TUICHKE MEeHTOKcHuaa ¢ochopa Takke HE MOTYT OBITh
PEKOMEHOBAHBbI, OCKOJIBKY yTOJb — MaTEpUail HEOJIHOPOIHBIN, U3MEIbYEHUE J10
KpynHocTH Menee (0,2 MM MPUBOAUT K U3MEHEHHUIO COCTaBa (Ppakimii — pa3eieHue
OpPraHMyYecKO M MHUHEPATIbHOW YacTH, T.€. MOBBIIIEHUE OJHOPOJHOCTH IyTEM
yAAJIEHUs MEJIKOJIMCIIEPCHBIX YacTull, HejomyctuMo. Kpome Toro, mpu Harpese
TOIUIMBA BO3MOXKEH 3aXBaT TBEPJBIX YACTHUIL[ C MOBEPXHOCTH YIJIS MAapO-ra30BOU
CMEChIO, BBIJICISIONIECHCS MPU HarpeBe (B MPOMBINUICHHBIX YCTaHOBKAx JJis
JaHHOTO A(deKTa UCTIOIb3YETCs TEPMHUH «30J1a YHOCA»), MPU ATOM KaNWLIAP AJIs

IIEPCHOCa F&3006pa3HBIX IMPOAYKTOB BBICYIIIMBAHHNA U ITOCIICAYIOIICTIO CIrOpaHuAa HC
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UMEET COOTBETCTBYIOMIETO (PMIIBTPA M TBEPABIMH YACTHIIAMU MOXKET MPOCTO OBITH
MIOJIHOCTBIO MEPEKPBIT U BBIBEICH U3 CTPOSI.

B pamkax aHanu3a TNpPUMEHSEMBIX METOJOB BBISIBICHBI CIEAYIOLIUE,
JeCTByIOIME HA BpeMsl pa3pabOTKH METOJUKH, OCHOBHBIE METObl BO3JYIIHO-
TeI10BOM cymiku u cymiku B Toke azota: ['OCT P 52911 [239]u T'OCT 11014 [240].
Cornacuo ['OCT P 52911 [239] BeicymuBanue npod yrieil mpoBOJsT J100 B TOKE
azoTta, 1M00 Ha Boszayxe mnpu temmeparype (105-110) °C. [IpomomkuTensHOCTh
OCHOBHOM CYIIKH COCTaBsieT He MeHee 90 MUHYT, JOCYIIUBaHusA — HE MeHee 25 %
IPOJOJKUTEIBHOCTH OCHOBHOM cymiku, HO He MeHee 30 munHyTt. CoriiacHo
I'OCT 11014 [240] BbicylIMBaHME MPOBOJASIT HAa BO3AYyXE IIPU TEMIIEPATYpeE
(160+£5) °C B Teuenue 30 munyT. O6a cTaHgapTa AOMYCKAIOT CIEIYIONINUE JIBa THUIIA
OIOKC: CTEKJISIHHBIE IUaMETPOM OKOJIO 6 CM U aTIOMUHHUEBBIE JUAMETPOM § CM.

DKCIEpUMEHTAIbHBIE UCCIEA0BAHUS

C 1enpro U3y4yeHus BIMSHUSA BPEMEHH aHaIN3a Ha IPOLIECC U3BJICYEHUS BOJIbI
ObU1a coOpaHa cieayromas KOHCTpYKIus: mpoda maccort (10+1) r pasmeniena Ha
N0JIBECE B CYLIMJIBHOM LIKa(Qy, MOJBEC 3aKPEIUIEH MOJl aHAIUTUYECKUMHU BECaMH,
€KECEeKYH/IHO MEePEeNAI0IIMMU PE3yJIbTaThl B3BEIIMBAHUS;, ISl TUHAMUKHA Harpena
poObI BO BpeMs Ipoliecca CYIIKH B KaXAblid OIOKC B LIEHTP 00beMa MOMEIICHHOU
IPOOKI YIS 3aKPETUISIICS TEPMOMETP COMPOTUBIICHUS TIATHHOBBIN BHOPOTIPOYHBIN
[ITCB-2 B KOMIUIEKTE C M3MEPUTEIEM TEMIIEPATyphl JIBYXKaHaJbHBIM
npenu3noHHeiM MUT 2.05 115t €2KeMUHYTHOT'O CUUTHIBAHUSI TEMIIEPATYPBI POOHI.

KpuBble cymiku, cHATbIE g MpoO B OFOKCaX pa3sHOrO0 HCIOIHEHUS IpU
temneparype, pekomenaoBanHoi B 'OCT 52911 [239], npencTtaBiieHsl Ha puc. 4.12
(xpuBbie [ u 2). Pe3ynbTaThl IMHAMUKY HarpeBa npoo /s y100CTBa BOCIPUITHS U
BO3MOXXHOCTH COOTHECEHHSI CO CKOPOCTBIO ITOTEPHU MACChI 332 CUET BBICYLIMBAHUSA,

TaKke n300pakeHsl Ha puc. 4.12 (kpuBbie 3 U 4).
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Puc. 4.12 — Kpussle cymku yrias Oyporo (/ — sl CTEKISTHHOW OIOKCHI
TUaMEeTpoM 6 cM, 2 - JUIsl ATFOMUHHUEBOM OFOKCHI IMaMETPOM 8 CM) U 3aBUCHMOCTHU
TeMIlepaTypbl IPOObI OT MPOAOIKHUTENBHOCTU CyIKU (3 U 4 — COOTBETCTBEHHO),

noytyueHHsle Juis ogHoctynenuaroro metona no FOCT P 52911 (107°C) [239].

JlaHHbIE O TeMIIepaTypax NPoObl CHUMAJIX 10 MOMEHTA JOCTUKEHHUS LIEIeBOU
temneparypsl — 107°C, T.e. 10 MOMEHTa BBIPABHUBAHUS TEMIIEpPATypbl MPOObI C
TEMIEPaTypoil B cymuiapHON Kamepe. Habnrogaemble pa3nuuusi CKOPOCTH Harpesa
IS TIpo0, pa3MEeIeHHBIX B pa3HbIX OIOKCaX, 00YCIOBIIEHBI, BEPOSTHO, PA3IUIHON
TEIUIONPOBOJHOCThIO MaTepuaia OroKca, M KakK CIEICTBHE, COIJIACHO TEOpUHU
TeriomaccooomMena [97] u psaoM TpoOBEAEHHBIX ucchenoBanuii [241, 98]
pa3nnuHoi 3(pPEeKTUBHOCTHIO MPOIIECCa CYIIKH.

13 puc. 4.12 takxe cienyer, 4TO IpUMEHEHUE OIOKC ¢ OOJIBILIUM IUaMETPOM
IpeaNoYTUTENbHEE, TOCKOJIbKY KPUBAs CYIIKH UMEET ApU€ BHIPAKCHHYIO KPYTU3HY
U ObICTpee BBIXOAUT HA TOPU3OHTAIBHBIN Yy4yacTOK (ObIcTpee AOCTUTaeTrcs
IIOCTOSIHHAasi Macca), COOTBETCTBEHHO, JIET4Ye MOAJNAIOTCA MaTeMaTH4EeCKON
0o0paboTKe, HEOOXOAMMOW TIpM BBHIOOpE MApaMETPOB HU3MEpPEHUM, MpHU

YCTAHOBJIEHUH XapaKTEPUCTUK HEOMIPEIETIEHHOCTH (ITOrpeHoCcTH) [242-245].
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AHanornyHele pe3yJbTaThl, MOJIYyYEHHbIE 411 OJHOCTYIIEHYATOr0 METO1a 10
I'OCT 11014 [240], npenctaBnenbl Ha puc. 4.13 — kpuBble cymiku (/ u 2) u rpadguku
HarpeBa npoOsl yris (kpusble 3 u 4). Ha puc. 4.13 ormeueno Bpemsa 30 MHHYT,
KOTOpOE COOTBETCTBYET BpeMeHHM aHaiu3a, ykazanHomy B ['OCT 11014 [240].
[Tonyuyenusie pe3ynbTathl (KpuBbie / U 2) CBUIIETEILCTBYIOT O TOM, YTO JJIs MPOO,
pa3MEILEHHbIX B OIOKCax JuaMeTpoM Kak 6 cM, Tak U 8§ CM, COOTBETCTBEHHO,
MPOJOJKUTENBHOCT CYIIKU 30 MUHYT SIBJIIETCSI HEIOCTATOYHOM, T.K. MPOLECC
yaaneHus Biaru He 3asepiueH. Kak u B cirywyae ¢ uzmepenusimu o 'OCT P 52911
[239] (puc. 4.13), nabmomaeTcss 3aBUCUMOCTh CKOPOCTH HarpeBa OT maTepuaia
orokchl. [Ipoba, pa3MmeliieHHas B allFOMUHUEBOM OIOKCE AUAMETPOM 8 CM, JOCTUTAeT
Tpedyemoit Temnepatypbl 160 °C Toibpko uepe3 25 MUHYT MOCJIe Hayajaa CYIIKH, a

npoba B CTEKJISHHOM Orokce BOOOIE HE YCIEBAeT HArpeThCs 10 3aJaHHOU

TCMIICPATYPBhI.
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Puc. 4.13 — Kpussie cymku yras Oyporo (/ — Juisl CTEKISIHHOW OOKCBHI
JUaMeTpoM 6 cM, 2 - 1JIs aJJFOMUHHUEBOM OIOKCHI TUAMETPOM 8 CM) M 3aBUCHUMOCTH
TEeMIEepaTyphl MPOObI OT MPOJODKUTEIHBHOCTH CYIIKU (3 U 4 — COOTBETCTBEHHO),

noytyueHHble Jyis onHoctyrnenuaroro metonaa nmo 'OCT 11014 (160°C) [240].
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B Tabnuue 4.23 npuBeaeHbl pe3ybTaThl ONPEAECICHUS] MACCOBOM JI0JIH BOJBI.

Ta6mmma 4.23 — Pe3ynbTaThl onpenesieHns: MacCOBOM JTOJIH BOJIBI

HopMaTuBHBIN 1OKyMEHT FOC?ZI;S] 2911 I'OCT [240]

JlnameTp OIOKCHI, CM 6 8 6 8

Pe3ynbTaT e AMHUYHOTO OMpPEICIICHUS
44,12 | 44,37 | 32,08 | 42,32
MaCcCOBOH J0JIH BOJBI, %o

Honyckaembie o 'OCT pacxoxxaenust
MEKy pe3ybTaTaMHU MMAPAIIIETbHBIX 0,50 aoc. 3,00 otH.

onpeaeiaeHuit, %

[ToryueHHOE pacXOkKICHUE MEKTY
0,25 a6c. 27,55 otH.
pe3ynbTaTaMyu €IMHUYHBIX OnpeneneHui, %o

CoOoTBETCTBUE MOITYUYECHHBIX PE3YJIHTATOB

TpeOOBaHUSIM

be3ycrnoBHO, 000CHOBaHUEM TOJIyYaeMBIX PE3YIHTATOB SBJISIETCS HE TOJIBKO,
BO3MOXKHO, M HE CTOJBKO JuaMeTp OIOKC M, COOTBETCTBEHHO, TOJIIIMHA CJIOS,
KOTOPYI0 HEOOXOJMMO MPEOJI0JIETh BBIICIUBIIMMCSA U3 MAacChl HABECKH BOJSHBIM
napam, CKOJIbKO HEBEPHO YCTAHOBJICHHBIE PEKHMMbI U3MEPEHUN — MPOOBI YIIIEH,
UMEIOIIUX BBICOKOE COJICp’)KaHME BOJABI, Hampumep OypbIX yrienh, He
BBICYIIMBAIOTCA 3a Bpemsi u3dmepeHuid (30 MUHYT), U, OYEBUAHO, YTO YEM BBIIIEC
UCXOJIHOE COJEpKaHWEe BOJABI B YIUIAX, TeM 0OoJjiee HEBEpHbIE MO a0COJIOTHOMY
3HAUYEHUIO PEe3yJIbTaThl OYyAYyT MOJYy4YEHBI MPU CYIIKE B TEUEHHE OTPAaHUUYEHHOIO
BpeMeHU. Ha OCHOBaHMHM TOJYYEHHBIX pe3yJbTAaTOB OBbUI CJENaH BBIBOJ O
HEO0OXOIMMOCTU KOPPEKTUPOBKHY MTapaMeTPOB aHaN3a, YKa3aHHBIX B CTaHIapTax, B
YaCTH YBEJIMUECHUS BPEMEHU CYIIKH MPU U3MEPEHUH YTIIEH BBICOKOTO COJIEPKAHUS
Bo1bI (00see 40%) mo 'OCT 11014 [240].

CrnemyeT OTMETUTh, YTO YTJIM HU3KHUX CTaauil MeTamopdusma, K KOTOPHIM
OTHOCHUTCA OYPBIN YTOJIb, MOTYT OKUCIISTHCSA KUCIOPOJIOM BO3/1yXa, B TAKUX CITydasx

IMPOBCIACHUC I/ISMGPGHI/Iﬁ OCYHICCTBIICTCA B TOKC HHCPTHOI'O I'a3d, 4allC — B CYXOM
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azore. B T'OCT P 52911 [239] Taxxe npeaycMOTpeHa BO3MOKHOCTb MPOBEACHUS
aHaM3a B CYIIWJIBHOM 3JJIEKTpUYECKOM Ikady, o00pyJ0BaHHOM YCTPONCTBOM
10/1aYu MOTOKa a30Ta B CYIIMJIbHYIO KaMmepy (CO CKOpPOCTbIO OKOJio 15 00beMoB
CYIIUIILHOM KaMephl B yac). B Tabnutie 4.24 npuBeaeHbI pe3yabTaThl ONPeaeIeHUs
BOJIbI B yriie 0ypoM B cooTBeTcTBUU ¢ ['OCT P 52911 [239].

Tabmuua 4.24 — Pe3ynbrathl onpeaeseHus BoJbl B yrie OypoM

Temneparypa BeicymmBanus 107 °C

B aTMOcdepe a3oTa | Ha BO3IyXe

Pe3ynbTaT onpenenenus Boabl, % 47,125 47,227

CpenHekBaIpaTH4eCKOe OTKIOHEHUE, %o 0,077 0,076

[TonydeHHble pe3yJIbTATBl IO3BOJISIIOT CHIENATh BBIBOJ O JOCTATOYHOCTH
NPOBEJCHUS M3MEPEHUIN METOJOM BO3IYIIHO-TEIJIOBON CYIIKM U 00 OTCYTCTBUU
3HAYUTEIIBHOTO OKUCJIEHMsI KUCIOPOJIOM Bo3ayxa yris Oyporo. U neiictBuTensHo,
METOJI BO3JYIIHO-TEIVIOBOM CYIIKM TMpOIIE€ B pealu3auud B JabdopaTopuu
OpEeInpUsITUA W OpraHu3aluil, BOBJIEYEHHBIX B JIEATEIBHOCTh IO JI0ObIUE,
000raileHuIo 1 NPUMEHEHHIO TBEPI0I0 MUHEPATIBLHOTO TOILIUBA.

IIpu srom mpemnaraemas ['OCT P 52911 [239] ckopocTe moTOKa a3oTa
ABJIAETCS SBHO HEAOCTAaTOYHOW JUIi YHOCAa NapOB BOJABI, BBIICIAIOLIEHCA U3
aHAJIM3UPYEMbIX MPOO, YTO JAEMOHCTPUPYET MpeACTaBiICHHBIM Ha puc. 4.14
BHEIIHUW BHUJ] OKHA CYLIWJIBHON KaMepbl, HOKPBITOM KOHICHCUPYIOILLIECICS HA CTEKIIE
BOJION B NIEpHOJ HAUOOJIBLIEN CKOPOCTH MOTEPU MACChI ITpodamMu yrist — Mexay 15
u 20 MmunyTamu ananusa. [IpoBenenne uamMepeHui B TOKE a30Ta ClIeyeT IPOBOAUTD
JUTsl yTiei ¢ copepxanueM Bojbl Hibke 20 % Bo m3bexaHue MpekIeBPEMEHHOTO
BBIX0/Ia U3 CTPOSI CUCTEM BaKyyMHPOBAHMS CYIIMJIBHOW KaMephbl, a TAKXKE MOJAYN U
OTBOJIa ra3a-HOCUTENs a30Ta. JlaHHbIE HMccaeAoBaHUs OCBELIEHBI B cTaThix [15a,

16a].
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Puc. 4.14 — BHewHuii BUJT OKHa BaKyyMHOM CYIIMJIBHOM KaMephl B MIPOLIECCE

CYIIKH B TOKE a30Ta

JInsi KOpPPEKTUPOBKU MapaMeTpPOB CYIIKH CTaHJAPTU30BAaHHBIX METOJIOB
BEISIBJIEHA HEOOXOIMMOCTh PpPa3pabOTKH METOJMKH TIOBBIMIEHHOW TOYHOCTH
onpeeseHus] BOJAbl B TOIUIMBE TBEPJOM MHUHEPAIbHOM. YUHTHIBAs BO3MOXKHOE
OKHCIJICHHE KHUCIOPOJOM BO3/lyXa, MPUBOMSIICE K 3aHMKEHHBIM pe3ysbTaTaM
(OTHOBpPEMEHHO € TOTEepel MAacChl 3a CUET yAAJICHUS BOJBI MOTYT HAOIIOAATHCS
MPOIIECChI, HAMPUMEP OKHUCJIECHHUS, COMPOBOXKJIAEMbI€ MOTJOIICHUEM KUCIOPOIa
BO3/lyXa M YBEIIMYECHHEM MAacCChl), BO3MOXXHOE YJAJICHHE OTJIHUYHBIX OT BOJbI
JeTy4YuX TMpHU TeMIepaType aHanuza komrnoHeHTtoB (meton TI'A/MC nenoctyrieHn
JUISl TOTO, YTOOBI OLICHUTH XOTSI Obl KAUECTBEHHO COOTHOIICHUE BBIJICIIEMOM BOIBI
U TPOYUX JIETy4YMX BEIECTB), NPHUHATO pEUICHUE MPOBECTH H3MEPEHUs
XUMUYECKUMU METOJJaMU — CEJEKTUBHBIMM IO OTHOIICHHIO K BOJE —
KYJIOHOMETPUYECKUM TUTpoBaHUEM peakTuBoM Durmiepa (peanusanus ¢ Meybto, B
KOTOPYIO pa3Melaercs aHalIu3upyeMas mpoda, Mociie Yero rnaporasoBasi CMEcCh,
BBIJICJISIONIASICS IPU HATPEBE U ITEPEHOCHUMAsl TOTOKOM T'a3a-HOCUTENS B SIMEUKY TSt
KYJIOHOMETPUYECKOTO  TUTPOBAaHUA) M  METOJOM  BBICOKOTEMIEpaTypHOU
KyJIOHOMETPHUH B TOHKOM IieHke nentokcuaa pochopa (WDS).

Jns m3mepeHuid, BbINOJHEHHBIX MerogoM WDS mpu temmeparype nedyu
107 °C (Ttemmneparypa, pekomennoBarHas ['OCT P 52911 [239]), nabmromaercs aBa
NMKa Ha KpPHUBOM TOKa BO BpeMs aHajdu3a: NEpBbIA MUK COOTBETCTBYET

BBICBOOOKICHUIO CBOOOHOM, C1a00-CBA3aHHOW BHEITHEH BOABI U3 MPOOBI, BTOPOU
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— XapakTepuszyeT BOAY, KOTOpas yIEpKMBaeTcsi B MpoO€ KaMWUIAPHBIMU H
copOumoHHbIMH cuiamu. [IpuMep moiydaemblx pe3ysabTaTOB OMpPEAeNCHUs BOIbI

npeAcTaBiieH Ha puc.4.15.

Tare offset corvected - Calibrated

T T T T T T T T T T T T T T T T T T T
0000 00000 Q0200 0300 Q0400 (0500 (0R00 QOTO0 00800 UOS?O u[‘h?-m (HIIUJ 01200 01300 01400 01500 QG000 01700 Q1200 01200
ime [hhumm 3]

00:19:44;  34.662 mA

Time fhhmencss]

Puc. 4.15 — Ilpumep pe3ynbTaTa ONPEACICHUS MACCOBOM JOJU BOJIBbI,
BEPXHUI rpaduk — KpuBas CyLIKH (J1Ba MUKa BBIXOJA BOJIbI), HIXKHUM Tpaduk —
TeMIIepaTypHbIi MpodUiIs TPOBEICHUS aHan3a (3a1aHHBIA U (DaKTHIECKU).

Konctpykuun ycranoBok WDS U KyJOHOMETPUYECKOTO TUTPOBAHUA C
NeYbI0 MO3BOJSIOT B3BECUTh MPOOY MOCIE CYLIKH JUIsi BO3MOXHOCTU CPaBHEHUS
pe3yiabTaTOB M3MEPEHUN KYJOHOMETPUYECKHM METOJAOM (perucTpaunus 1o
ypaBHenuto Dapamess KolMuecTBa  BOJBI, BBINICANICH U3 TPoOBI) W
IPaBUMETPUYECKMM METOAOM (KJIacCHYECKHM — IO morepe macchl). IlomydeHHbie

pe3yibTaThl IpuBeeHbI B Tabnuie 4.25.
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Tabmuua 4.25 — Pe3ynbpTaThl OnpeaesieHus MacCOBOM JOJM BOJBI B YIJIE

OypOM KyJIOHOMETPUYECKUM METOIOM

Kynmonomerpuueckoe | BricokoremnepaTypHas
TUTPOBAHME MO METONY | KyJIOHOMETPHUS B TOHKON

Kapna ®uiepa mieHke P2Os
Pe3ynbTaThl onpeneneHust

Pacuer nmo |Pacuer mo| Pacuer mo | Pacuet mo

YPaBHEHUIO | TOTEPE | YPABHEHHUIO | TOTEPE

®Dapanes MacChl dapanes MacChl
Pesynbrat onpenenenus, % 46,11 47,79 46,90 48,31
CpenHekBaipaTuuecKoe
0,38 0,60 0,69 0,91

OTKJIOHEHHUE, %

[TonydeHHble pe3yiabTaThl MOJITBEPAUIINA BBICOKYIO HEOJHOPOJIHOCTH YTJIf,
pu nepexoje oT Macchl HaBecku 10 T (rpaBUMETPUYECKHUE METObI, PE3yIbTaThl
npencraBieHbl B Tabmuie 4.24) k macce HaBecku 0,05 T (XuMUYECKHE METOJBI,
pe3yabTaThl peICTaBIeHbI B TabnuIie 4.25) CTaHAapTHOE OTKJIOHEHHUE PE3YJIHTATOB
U3MEpPEHUN YBEIUYMBAETCA MMOYTH Ha mnopsaok. [lpw 3TOM MOXKHO craenaTh
OJIHO3HAYHBIN BBIBOJ O TOM, YTO IPH ONPEACIICHUH IPABUMETPUUYECKUM METOJI0M
NOTEPS MAacChl, MPUHMUMAEMas IPU pacyeTax CoOJAEpKaHUS BOJbl B YIUIX,
OCYLIECTBJISIETCS HE TOJBKO 3a CYET MapoB BOJbl, HO M JAPYIHX JIETYy4YHX
KOMIIOHEHTOB.  [IpWHSATO  pellleHHe XUMHYECKHE  METOJbI,  SIBJISIOIINECS
BBICOKOCEJICKTUBHBIMU [0 OTHOIIEHHWIO K BOJAE, NPUHUMATh JUIsl OLIEHKU
NPaBWJIBHOCTH BBIOOpA MapaMeTpoB CYIIKH, IPHU 3TOM pa3paboTaTh METOIUKY
BO3JIyIIIHO-TEIUIOBOM CYIIKK (IUIsl yried ¢ BBICOKUM BJIAroCojepKaHUEM — 0
NOCTOSHHOM MacChl) M PacCMOTPETh BO3MOXHOCTh pa3pabOTKU METOAUKU
ONpeleieHus] BOABI METOAOM KYJOHOMETPUYECKOIO TUTPOBAHUS C IEYBI C
yYBEJIMYEHHON HaBECKOM (110, BOBMOXKHOCTH, JI0 5 TpaMM).

s pa3paboTKM METONWMKH ObUTM BbIOpaHBl MPOOBI pa3IUYHON CcTanus

MeTaMop(u3Ma U pa3IuIHOTrO BJIaroCOIep KaHus, yKazaHHble B Tabnure 4.26.
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Tabnuma 4.26 — [1po6s1, BeIOpaHHbBIE A7 pa3paOOTKH METOAUKH

Yronb 1o XapaktepHoe Touku nrana3ona
KJIacCU(UKALIUU BJIAarocojiepxanue, % MAacCOBOM J10JIU BOJIbI, %
Bypsliit yroias, TUrHUT (ot 20 10 50) % 8,4, 31,6, 47,2
KameHnHnsiit yroyib 10 50 % 42, 64, 8,9, 14,0,
16,5, 23,3, 34,6, 46,1
AHTpanuT o 15 % 2,5, 5.2

OcobenHoctu pa3pabOTKM METOAOB TEPMOIPABUMETPUYECKOIO aHaIu3a:
II0CJIE TOTO, KaK B IPOLECCE MOBBILICHUS] TOYHOCTH HCYEpHaHbl aHAJUTUYECKUE
BO3MOXXHOCTH TPaBUMETPUYECKOTO METO/a (BHIOpAHBI ONTHUMAJIbHBIE MapaMeTphbl
CYIIKM, Macca HaBeCKH), CIEAYIOIIMM IIaroM SBJISETCS IMPUBJICYEHUE
MaTEMaTUYECKOro anmapara — CHWJKEHHE BKJIaJa BIUSAIOMUX (PaKTOpOB,
OTPAKAIOUIMX COCTABJISIOIINE HEONpENENeHHOCTH Tuma A u thuna B myrem
y>)KECTOUEHUsI TpeOOBaHUI K MOJAJEPKAHHMIO MMapaMETPOB CYLIKU (TeMIlepaTyphl,
pekruMa BEHTHJIAINH ), K TOYHOCTH B3BEIIUBAHUS, K BEIOOPY YMCIIa MapauielbHbIX
onpeneneHuil. Cieayer OTMETHTb, UTO MPHU pa3padOTKe METOIa ONIPEIeTICHUs BIaru
B TBEpJOM MHUHEPAJbHOM TOIUIUBE HEOOXOAWMO TMPHUHATH BO BHHMAaHHE
TPaJMIIMOHHBIN CIOCO0 MPOOOMOATOTOBKU: KpymHOCTh He Oosee 0,2 M. [1pu aTom
JOTIOJTHUTENBHOE H3MENbUYCHHE C IIEeJIbI0 TOMOT€HHM3allMd HEBO3MOXKHO. 3aToO B
KOJIMYECTBE MaTepuasa, KOTOPbIA MOKET ObITh B3SIT JIJISl aHANIN3a, TPAKTUYECKH HET
OTrpaHUYEeHUI, TOITOMY MOXKET OBITh CHUKEHO CPETHEKBAPATHUECKOE OTKIOHEHUE
NyTEM YBEIWYEHHUS 4YHWCIa MapajulesibHbIX onpeneneHui. Ilpu 3ToM criemyer
BHUMATEJIbHO OTHOCHTCS K KauecTBY HpPOOOMOJArOTOBKM W K IPOBEPKE
OJTHOPOJHOCTH TOIIMBA, TOCKOJIBKY BO3MOYKHA CUTYyallusi, ONMCAaHHAs B pasjeie 3

npuBe/icHHas Ha puc.4.16.
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VYroas Oypblii, conepkanue Boabl 46%
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Puc. 4.16. O6paboTka 1 UHTEPIIPETAIHS PE3yJIbTATOB ONPEICICHUS
MacCOBO¥ 10U BOJIBI B yTiie Oypom

W3 npeacTaBiaeHHBIX SKCIIEPUMEHTAIBHBIX IAHHBIX (BBITIOJIHEHBI ISTh CEpUi
M0 BOCEMb IIOCJIEIOBATEILHO MPOBEICHHBIX OMNPENENeHU BOJbI, C OTOOPOM
HAaBECOK MaTepuayia M3 OJIHOW MOJrOTOBJICHHOM E€MKOCTH) IOKa3aHO HaJl4uue
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cnenyromero dddekra: 3HadeHus Tekymero CKO pesynabTaToB HW3MepeHUN
BO3PACTAIOT C MOBBIIIICHUEM YHCIIa SKCIIEPUMEHTOB (pUCYyHOK 4.16 (0)).

Takum  oOpazom, OBUIO TMOKa3aHO, YTO  TPAJUIMOHHAS  CXema
pOOOTOTOTOBKM B BUJIE TMEPEMEIIUBAHUS, PACCHITAHKS HAa TMPOTUBHE U OTOOpa
HABECOK [UIsl MapaJUIeNbHBIX OINpPENeICHU W3 pPa3HbIX YacTeld MPOTHBHS, IS
OIICHKH HEOJHOPOIHOCTH MPENAINOoiaraeT WCIOIb30BaTh CTATUCTUYCCKUNU METO
0JIHO()aKTOPHOTO JIMCIIEPCUOHHOTO aHaIM3a HE MO3BOJSET OOECIEUYUTh CTEIEHB
OJIHOPOJHOCTH TpOo0 BEIIECTBA, HEOOXOAUMYIO JUISl TMOJYYEHUSI TOYHOCTHU
U3MEpeHH, TpeOyeMbIX peepeHTHbIM MeTOoAOM. JlaHHbIl 3(PdeKT MOXKHO
OOBSICHUTH CIEAYIOIIUMUA TNPUYMHAMU: TepepacrpesesicHue BOIBI 10 00beMy
MOJITOTOBJICHHON TIPOOBI, OOYCIIOBICHHOE KOATYJISIHMEH TEPBUYHBIX YaCTHI[ U
U3MEHEHHEM COJIepKaHUsl BOJBI BO BHOBH 00OpA30BAHHBIX arperartax, cernaparuen
BOJIBI 10 00BEMY TPOOBI TIPU COXPAHEHHUU OOIIETO BIIATOCOACPIKAHMS, TEIUIO- U
MaccoOOMEH C OKpyKalollleld cpeqoll M CBA3aHHAs C 3THUM HECTAOMIBLHOCTH
pacmpeneneHus BoJbI 0 00beMY U 10 BPEMEHHU.

JIisi  TIOBBINICHHSI CTENIEHW OJHOPOJHOCTH, ITO3BOJISIONICH YMCHBIIHUTH
HEOTPEICTICHHOCTh U3MEPEHHI CPETHETO PE3yIbTATOB OMPEICICHUIN BOIBI TPYTIIIHI
HABECOK BEINECTBA, MOJTYYCHHBIX B YCIOBUSIX MOBTOPSEMOCTH, TPEIIOKECH HOBBIN
BO BJIArOMETPHUH CIIOCOO COUeTaHMs MPOMOATOTOBKH B IPOO0OTOOpa rPpyII HABECOK
BEIIECTBA JIJIsl aHAIM3a BOJIBI B YCIOBUAX MOBTOPSIEMOCTH - CIIOCO0 MEpEMEITHNBAHUS
B 3aKPBITOM €MKOCTH C MOCIEAO0BAaTEIbHBIM OTOOPOM MPOO M3 OJHOTO U TOTO K€
MeCTa €MKOCTH. B 3TOM ciy4ae pe3ylnbTaThl U3MEPECHHI TaKWX HABECOK HENb3S
pa30uTh Ha TPYMIIBI C LIEThI0 OIICHKH METOJIOM JAMCIIEPCHOHHOTO aHaIHn3a BKIIAI0B
B HEONPEIEICHHOCTh CPEIHEro pe3yibTara OT HEOJAHOPOAHOCTH MaTrepuaia U
omuOOK M3MepeHui. [ ommMcaHHBIX CaydaeB OBLI MPEITI0KEHO CIEAYIOIIee
coueTaHue MPOOOMOATOTOBKH U TpoO00oTOOpa — TepeMenIMBaHue B €MKOCTH U
MOCJIeIOBATEbHBIM OTOOP MPOO M3 OJHOTO W TOTO XK€ MecTa B eMKocTh. J[is
CTaTUCTUYECKOTO OIMCAaHUSA PE3yJIbTaTOB OINpEJCICHUs] BOJALI B TMpodax,
OTOOpaHHBIX TIO0 OMHCAHHOMY CIIOCOOY, B paboTe MPEenoKEHO HCIOIb30BaTh

MOJIEIIA U METObI TEOPUU CIYYAUHBIX MPOLIECCOB: MOJEINb CIIy4alHOr0 mapaMeTpa
142



IpU TOJATBEPKICHUU CTAIMOHAPHOCTA M MOJENb CIy4alHOro OMyXAaHus — AJis
ONMCaHUs HECTAllMOHApHOro mporecca (Oojee MOAPOOHO ONUCaHHBIE B
[Ipunoxenuu 1 u ony6nukoBanHsie B [10a]).

[To uToram npumMeHeHus AJis TAKOTo HAOOpa pe3yIbTAaTOB ONPEAEICHUS BOIbI
METOJaMHU JIUCIIEPCUOHHOIO aHalu3a IoJy4yeHbl 3aBbllieHHble oueHkun CKO,
xapakrepusytomero HeogHOPOAHOCTb (CKO weomnop.), 1 CKO, o00ycnoBieHHOro
npuMensemoit Mmeroaukon n3mepeHun (CKO yeron) (TabI1. 4.27).

Tabmuua 4.27 — CBojHbIE JaHHBIE MO YCTAHOBJIEHHUIO XapaKTEPUCTHUK

MNPCOU3NOHHOCTU SKCIICPUMCHTAJIBHBIX JaHHBIX IIO OIPCACIICHUIO BOJbBI B YIJIC

KaAMEHHOM
Marepuan MeToapl qUCIEPCUOHHOTO Mogaens cirydaiHoro
(BelecTBO) aHam3a Oy K aaHus

CKOuxeossop. CKO yeron. | CKOxeonsiop. CKO weron.
VYroabp KaMeHHBIN 0,110 0,060 0,050 0,050

Tak kak skcrepuMeHT mnokaszai, yto obmee CKO cpemnero pesyibTara
OTpesiesIeHUs] MacCOBOM JI0JIM BOJIbI 10 HOBOMY CIIOCOOY NMPOMOATOTOBKH MEHbIIIE,
YeM MO0 TPaJULHUOHHOMY U YJOBJIETBOpsET TpeOOBaHUSAM K pa3padarbiBaeMoin
METOJUKE, TO JJI yris Oyporo ObuT BEIOpaH HOBBIN CIOCOO MPOOOTIOATOTOBKH.

Tunuunsle OOHKETHl HEONPENEIECHHOCTH  PEe3yJIbTaTOB  OIpPEACIICHUS
MaccoBOM J101M BOJbI B yrie OypoM MeTOoAamMu BO3AYLIHO-TEIJIOBOM CYIIKH,
KYJIOHOMETPUYECKOT0 TUTPOBAaHUA peakTUBOM Puniepa u KyJIOHOMETPUHU B TOHKOU
mieHke neHtokcuaa docdopa npureneHsl B Tabnumax 4.28 — 4.30. CpaBHeHue

pE3yJIbTATOB MPEICTABICHO HA pUCYHKE 4.3 1.
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Tabnuua 4.28

IMOJTYYCHHBIX MCTOJ0OM BOSHymHO-TGHHOBOﬁ CYIIKHN

— bromxer HeonmpeneNeHHOCTH pe3yJbTaTOB aHalu3a,

OtHOcuTeNnbHAs pacmmpeHHas HeonpeaenaeHHocts (P=0,95k=2), %

Pa3smep- Koad . Bun
Hctounuk | 3HaueHus HOCTb Ui yyBcT. C; | pacnpen u;C; u’C?

W 34,6486 % 0,038 1 N 3,80E-02 1,44E-03
ml 16,0432 r 0,0003 20,34 N 5,87E-03 3,45E-05
. 17,0432 r 0,0003 79,65 N 2,30E-02 5,29E-04
3 16,8398 r 0,0003 -99,99 N -2,89E-02 8,33E-04
T 110 °C 1,800 0,015 R 2,70E-02 7,29E-04
; 30 MHH 0,290 0,0023 R 6,67E-04 4,45E-07
" 1 r 0,0003 -0,5006 R -1,69E-04 2,85E-08
& 30 % 0,170 0,0006 R 1,02E-04 1,04E-08
¢ 0,015 %/°C 0,0011 2 R 2,20E-03 4,84E-06
c; 0,002 %/MUH 0,0006 1 R 6,00E-04 3,60E-07
s -0,5006 %/ 0,0311 0,01 R 3,11E-04 9,67E-08
5 0,0006 %/% 0,0001 1 R 1,00E-04 1,00E-08

CrangapTHasi HEONPEIEICHHOCTh THNa A, % 0,038

CrangapTHas HeonpeaeaeHHocTs Tuna B, % 0,060

CyMMapHas cTaHJapTHasi HEONPEAEIEHHOCTb, %o 0,071

Pacmmpennas HeonpeaeneHHocTs (P=0,95, k=2), % 0,142

0,409
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Tabmuma 4.29 — bBromker HEONpPeNeNeHHOCTH pPe3yJbTaTOB aHalIu3a,

IMOJYUYCHHBIX MCTOJOM KYJIOHOMCTPUICCKOI'O TUTPOBAHUA PCAKTUBOM @Hmepa

Pa3zmep- Koado. Bun
Uctounnk | 3HaueHus | HOCTH Ui ayeer. Ci | pacmpen uiCi u’C?
w 33,9958 % 0,0713 1 N 7,13E-02 | 0,00508266
M 18,0153 r/MOITb 0,0002 1,0826 R 1,97E-04 3,88E-08
mj 0,5011 T 0,0001 -181,2430 R -1,81E-02 0,000328
m; 0,6087 r 0,0001 181,2430 R 1,81E-02 0,000328
F 96485,33 | Ki/mons | 0,0043 -0,0002 R -8,69E-07 7,55E-13
0 224,82 Kn 0,8543 0,0868 R 7,41E-02 0,005490
Koppexyus 3,00 % 0,0418 1,0000 R 4,18E-02 0,001748
Opeligha,
u}cm.m
CrangapTHas HEONPEEICHHOCTh THa A, % 0,07
CrangapTHas HeonpeaeaeHHocTh Thuna B, % 0,09
CyMmMapHas cTaHAapTHasi HEONPEIeIeHHOCTh, %o 0,11
Pacmmpennas neonpenenennocts (P=0,95, k=2), % 0,23
OTHOCHUTEIbHAS pacuIMpeHHas HeonpeaeneHHocTh (P=0,95,k=2), % 1,17
Ta6muma 4.30 — bBromker HEONpeneNeHHOCTH pe3yJbTaToB aHalIu3a,
IMMOJTYUYCHHBIX MCTOJOM KYJIOHOMCTPHHU B TOHKOM IIJICHKE IICHTOKCHa (I)OC(I)Opa
Pa3zmep- Koagd. Bun
Uctounuk | 3HaueHus HOCTb U uyscr. C; | pacpen | w,C; u’C?
w 32,285 % 0,1996 1 R 2,00E-01 3,98E-02
M 18,0153 T/MOJb 0,0002 9,74E-01 N 1,78E-04 3,15E-08
my 0,0028 r 0,0001 6,20E+03 N 7,16E-01 5,12E-01
F 96485,3365 | Ku/mons | 0,0021 1,82E-04 N 3,82E-07 1,46E-13
I; 1,00E-04 A 5,77E-08 | 3,30E+00 N 1,90E-07 3,63E-14
) 1,00E-04 A 5,77E-08 | 3,30E+00 N 1,90E-07 3,63E-14
Iz 8,00E-05 A 4,62E-08 | 3,30E+00 N 1,52E-07 2,32E-14
100 0,00006 A 3,46E-08 | 3,30E+00 N 1,14E-07 1,31E-14
t 1 c 5,77E-05 | 3,30E-04 N 1,90E-08 3,63E-16
12 1 c 5,77E-05 | 3,30E-04 N 1,90E-08 3,63E-16
t1800 1 c 5,77E-05 | 1,98E-04 N 1,14E-08 1,31E-16
CrangapTHas HEONpeAeaeHHOCTh THHa A, % 0,200
CrangaptHas HeonpeaeneHHocTh Tuna B, % 0,179
CymMmapHas cTaHAapTHasi HEOMPEIeICHHOCTh, %o 0,268
Pacmmpennas HeonpeaeneHHocts (P=0,95, k=2), % 0,536
OTtHocutenbHas pacmuperHas HeonpeaeneHHocTs (P=0,95.k=2), % 3,049
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Tabmuma 4.31 — CBognas Ta0nuia MOJNYYEHHBIX pPE3YJIbTAaTOB OMPEICIICHUS

MacCOBOM A0JIK BOABI B YIJTIC KAMCHHOM

BosaymHo BricokoTemmiepa
Cymka B | Kynonomerpuuec
-TeII0Bast TypHas
TOKE a30Ta | KOE TUTPOBAHHE
CyIlIKa KYJIOHOMETpUs

MaccoBast 1oist BozsI, % 34,649 34,443 33,996 32,385
OTH. pacimpeHHas
HEONPEIeIEHHOCTh 0,409 0,422 1,166 3,049
(P=0,95, k=2), %

B menom, ucnonp30BaHHE MPEUIOKEHHBIX B padoTe MOJENEH TeopHuu
BPEMEHHBIX PSAIOB (MOJETH CIIy4alHOTO OJIYKTaHWS W CIIy4ailHOTO TapameTpa)
MOATBEPIUIH CIIETyIOIIee:

—  DKCIEepUMEHTAIbHO MTOKA3aHO, YTO CTATUCTUYECKUE MOJIENIN PE3YJIbTaTOB
aHaNM3a, TOJYYCHHBIX MPEAJIOKEHHBIM  METOJOM  MPOOOMOATOTOBKA U
mpo0ooTOopa ¢ 00pabOTKOM PE3yIbTATOB MOJCIISIMU CIYYaWHOTO TapameTpa Wiu
CIIy4aiiHOTO OJy>KIaHusl, MO3BOJISIOT Moaydarh olleHKku CKO oT HeoHOPOIHOCTH
Ooniee JOCTOBEPHBIC, O CPAaBHEHUIO C OIEHKaMHU, MOJYyYaeMbIMH B paMKax
IPUMEHEHUSI MOJIEIM U JITOPUTMOB OJHO(GAKTOPHOTO AUCIEPCUOHHOTO aHAJIU3a.
JlaHHBI ~ pe3ynbTaT OBUT  TakkKe KOCBEHHO TMOJTBEPXKIECH  YUCICHHBIM
AKCIIEPUMEHTOM 110 MeToay Monte-Kapo.

— Bo03MOXHOCTP SMNHUPUYECKHU BBISIBISATh HAPYIIEHUS CTAIIMOHAPHOCTH
npoiiecca 0TOOpa HaBECOK OT MOATOTOBJIEHHOTO 00beMa BEIIECTBA, UYTO SBIISIETCS
CUTHAJIOM K HEOOXOAMMOCTH IIEpexo1a 00pabOTKH Pe3yIbTaTOB ONPEACICHUS BObI
C IPUBJICUCHUEM TEOPUH BPEMEHHBIX PsIIOB, U, HAOOOPOT, OIIECHUTh MAaKCUMAaJIbHOE
KOJIMYECTBO OTOOPOB HABECOK MPH TJIAHUPOBAHHUH (DAKTOPHBIX IKCIIEPUMEHTOB TN
pu oreHke ogHopoaHocTy MaTeprana CO nist paboThl B paMKax AUCTIEPCUOHHOTO
aHaIM3a.

— [IlpuMeHHMOCTH,  MPEUIOKEHHOTO  Ccrmocoba  MPOOOMOATOTOBKA |
npo6ooTOopa W 0O0pabOTKH TMOJMYYEHHBIX PE3YJIbTaTOB OMpPEACNECHUS BOJbI

HCO6XOI[I/IMO OKCIICPUMCHTAJIbBHO  AOKAa3bIBATb I  KaXXAOI'0  KOHKPETHOI'O
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BeI€CTBa, H, B I[ﬁJ'IBHCfIIlIGM HCIIOJIB30BAaTh B pPaMKaxX KOHTPOJ TOYHOCTHU

pa3zpaboTaHHOro pedepeHTHOrO METOIA.

36.0 A

350t ----- B Fommmmmmm e J(-———————————-' ——————— -

e L] -

33.0 A

MaccoBasi 1014 Boabl, %

BosaymHo-Terriopas  Cymka B TOKe a30Ta  Ky/JTOHOMeTpHYecKoe BhICOKOTeMIIepaTypHas
CYIIKa Ha BO3IyXe THTPOBaHHe KyTOHOMETPHA

Pucynok 4.17 - CpaBHeHME pe3yIbTaTOB OMPEACICHUS MaCCOBOM /1011 BObI B

YIJIC KaMCHHOM, ITOJIYYCHHBIX PA3HBIMU METOAaMU

IIpu 3TOM XOpOIIasi CONMOCTABUMOCTD PE3YJIbTATOB ONPEAEIECHUN MAaCCOBOM
JIOJIA BOJIBL, JIJIS1 YIJIeH apyroi craguu metamopdusma (1, COOTBETCTBEHHO, APYTHX
MapoK), He BCerja JOCTHraeTcsi, B Tabmuie 4.32 mpeacraBieH psija MOTyYEeHHBIX
pe3yIabTaTOB, JEMOHCTPUPYIOIIMX CIEIYIOLIEE: IS psAJia MApOK yIJIel pe3yJIbTaThl,
MOJIYYEHHbIE METOJOM BO3AYIIHO-TEIIJIOBOM CYIIKH, SIBJISIOTCS 3aBBIIIEHHBIMH T10
CPaBHEHUIO C XMMHYECKUMHU METOAaMH. Pe3yibTaThl, HECOIIOCTABUMBIE C YUETOM
HEONPEAECICHHOCTH, BbIICIIEHBI KypPCHBOM.

OOBSICHUTh TMOJYYEHHBIE PE3YJbTAThl MOXHO CJIEAYIOIHUM 00pa3oM:
BO3MOXKHO IMPOTEKAHHWE MOOOYHBIX XMMHUYECKUX PEaKIUil ¢ ydacTUeM peaKTHBa
®uiiepa, U NeHTOKCUIOM (Gocdopa U, HA0OOPOT, BOZMOKHO YJaldeHUE U3 MPOObI

TOIINIMBA OTJIMYHBIX OT BOABI JICTYYUX KOMIIOHCHTOB.
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IIpu pa3zpaborke PM mpuHSATO pelleHHEe OpPUEHTHUPOBATHCSA Ha MPOBEACHHE
aHaJau3a METOAOM BO3IYLIHO-TEIUIOBOM CYIIKH, MPUYEM OPUEHTHUPOBATHCS HE
TOJIBKO Ha KpuTepuu 3P (HEKTUBHOCTH MPUBIEKAEMOT0 MaTEMaTUYECKOI0 anmnapara,
HO ¥ Ha MapaMeTpbl U3MEPEHUI, PEKOMEHI0BAHHBIE apOUTPAKHBIMUA METOIAMH, a
pe3yJIbTaTbl XMMHUYECKUX METOAOB NPUHUMATh BO BHHMAHHME TOJIBKO B CJIydae
HEO0OXOMMOCTH.

YuuTeiBass MHOrooOpa3Me MapoK TOIUIMBA TBEPIOTO MHHEPATBHOTO H
IIUPOKUHN AUAna3oH COoAep KaHUM BOJIBI B HUX IpHU pa3padboTrke PM HemocTaToduHO
IPOBENCHUSI 3KCIEPUMEHTOB B TpEX TOYKaxX JMana3oHa (KJIACCHYECKH),
HE00XO0IMMO MPOBEPUTH pa3pabOTaHHYIO METOJIMKY Ha BCEM aCCOPTUMEHTE MapOK
yIJied U OY€Hb YETKO MPOIMKUCHIBATH 00J1aCTh MPUMEHEHUS.

Tabnuna 4.32 — CBoaHast Tab/MIIa pe3yabTaTOB OMPEICTICHUS MACCOBOM JTOJIM BJIaru

Pa3JINYIHBIX MAPOK YIJIA, IIOJIYYCHHBIX PA3HBIMU METOAdAMU

Bozaymso- K Koe | Beicok a a
VoL TeILIOBAS yJIOHOMeTpHuueckoe | BeicokoremmneparypHas
TUTPOBAHHE KYJIOHOMETPHS
CyIlIKa
Yronb Oypsrii b1 47,227 46,113 46,913
Yronb Oypsriit b2 8,436 8,321 8,745
Yroi K;[MGHH““ 14,006 13,562 12,784
Yroim kaMeHHEBIN 6.415 3.807 3.869
KO
YT0oJIs KaMEeHHEIHI
WATIK 6,987 5,879 4,375
AHTpanuT 13,636 9,835 7,728
roi KJ"_}[MGHHH“ 16,549 15,873 14,744

4.3 OnpeaejieHue BOAbI B MACHBIX POAYKTAX CyOJMMALMOHHON CYLIKH
PM ompenenenus mMaccoBOW JOJIM BOJbI B MPOJIYKTax CyOIUMaIlMOHHOM
CYLIKH HEOOXOAMMBI JUIsl YCTAHOBJIEHUSI aTTECTOBAHHBIX 3HAYEHUH CTaHJAPTHBIX
00pa3LoB U MPU UCCIEAOBAHUAX CyOJIMMAlMOHHOMN CYIIKH KaK CaMOCTOATEIbHOTO

MCTOAA OIIPCACIICHUA BOIBI.
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000011eHE ATPUOPHON MHMDOPMALTUU

N3nauanpHO CyOMMMAIIMOHHAS CYIIKa MPUMEHSIACh UCKIIOYUTEIHHO TpU
MIPOU3BOJICTBE  JICKAPCTBEHHBIX CPEACTB, TIpemaparoB kpoBu. Ilo mepe
COBEPIIICHCTBOBAHUS TEXHHKAa TMPOMBINUICHHOW  JHODWIM3AIMN  yCHEIIHO
BHEJpUJIach U B TIMINEBYIO MPOMBIIICHHOCTh, TPEOYIONIYIO yIMapuBaTh THICSYU
JUTPOB BOJABI M OOJIBIINE OOBEMBI TTPOTYKTOB, JJIsl TIOJYYCHHSI CYIICHBIX OBOIIICH,
GpyKTOB, pPAacTBOPUMOTO Ko(e, CYIIEHOTO CBEXero Msca ¥ T.A. K OCHOBHBIM
MPEUMYIIECTBAM METO/a JIMO(DUILHOM CYIIIKH, KaK MPaBUiI0, OTHOCST:

- oOpa3oBaHu€ B TMpolecce JTUOGUIN3AIUA MEJIKOKPUCTATUTMYECKUX
MPOYKTOB, TIOCKOJIbKY 00bEM CMECH MPHU yHapUBAaHUU MEHSETCS OYCHb MAJIO;

- COXPAaHHOCTh HCXOIHOIO TPOAYKTa, TMOCKOJIbKY TPH HU3KHX
TeMIlepaTypax ¥ B OTHOCHTEIBHO TJIIyOOKOM BaKyyMmMe HET OITaCHOCTH
MUKPOOMOJIOTUYECKOTO  3apaKeHWsl,  OKHUCIEHUS  KUCIOPOJAOM  BO3/yXa,
(epMEeHTaTUBHOE PaCIICIJICHHE CBEJICHO JO MUHUMYMa,

- TMO(PWIM3UPOBAHHBIC  TMPOMYKTHI  XapaKTEPU3YIOTCS  HU3KUM
coJiepKaHUEM BOJIbI, OJ1aroiapsi 4emMy yBEIUYHBAIOTCS UX CPOKH XPaHEHUSI.

OmHOPOIHOCT, COXPAHHOCTh CTPYKTYPHI, CTAOMILHOCTh 00JIee JITUTEIbHOE
BpPEMS — OTH K€ CaMble TPEOOBAHMS MPEABSBISIIOTCA M K MaTepUATy CTaHIAPTHBIX
oOpasnoB. Tak poaunack uaes CO3JaHUS CTaHAAPTHBIX OOpPAa3IOB MHIIEBBIX
MPOJIYKTOB M TPOJAOBOJBCTBEHHOTO CBIPhS, IOABEPTHYTHIX CYOJIMMAIIMOHHON
cymke. OmnpeaeneHne MacCOBOW JOJU BOJBI B JTHODUIU3UPOBAHHOM IMPOIYKTE —
cneruduueckas 3agada, peIIeHHEe KOTOPOW HEOOXOAMMO [UIsl YCTAaHOBJICHUS
aTTECTOBAHHOTO 3HAYCHUS CTaHIAPTHOTO o0paslla MHINEBOrO0 MPOAYKTa W TPHU
YCTaHOBJICHUH €T0 CPOKA TOJTHOCTH.

PaccmatpuBasi anpuopHyro HHPOpMAIMO 00 aHAIU3UPYEMOM BELIECTBE —
KypUHOM MsCE, MOKHO YTBEpXKIaTh CIEAyIoNIee: aHanmuThdeckas Qopma —
MEJIKOKPUCTAIUNTMYCCKUN TIOPOIIOK, CIIOKHOTO OHOXMMHYECKOTO COCTaBa, C
HEU3BECTHBIMH  TEIUIOPU3NYSCKUMH  XapaKTepUCTHKaMU. M3 muTepaTypHBIX
WMCTOYHUKOB W3BECTHO, YTO NPHUHIMIHAIBHO BAXKHBIMU SIBISIIOTCA: CKOPOCTH

3aMOpPa’)XMBaHUs, KOHCYUHAA TCMIICPATYpPa 3aMOPOKCHHOI'O IIPOAYKTA M YCIIOBHUA
149



TEIJIOOTBOJA BIMSIOT Ha pa3Mep U (GOopMy KPHUCTALUIOB OOpa3yroIIerocs Jibla 1
MoJIy4aeMoro CyOJMMHUPOBAaHHOTO TMPOJYKTa, U HAa KOJMYECTBO YJAJICHHOU
(BeIMOpOKEHHOMW) Biaru [246-254]. IlpumedatenbHO, 4YTO CYyOJIMMHUPOBAHHBIC
MSICHBIE IPOAYKTHI B OOJIBIIIMHCTBE CIy4aeB UMEIOT Pa3InvHbIe ()OPMBI CBSI3H BOIBI
C BEIIECTBOM — BO3MOXKHA CBSI3aHHAs BHYTPHUKIETOYHAs BOJA, a TaKXe BOJa
HEJIOyJaIUBIIAsICS COPOMpPOBAaHHAS CBsI3aHHAS CIA0BIMH (DU3UYECKUMU CBS3SIMU
(cremyer OTMETUTh, YTO B TIOJIABIISIONIEM OOJIBIIIMHCTBE CIIy4aeB 00pa30BaBIIHIICS
Jie[] HAaXOJIUTCSI BHE KJIETOK M yjaaiseTrcs: ()a30BbIM MEPEX0JIOM Jie] - map, BHyTpH
KJIETOK OCTAE€TCsl HE3aMEP3IIHi pacTBOpP, BOAA U3 KOTOPOT'O y1aJse€TCsl UCTIAPEHUEM )
[254]. Tabnuna anpuopHoi UH(pOpMaIUK MIpuBeIeHa B Taomuie 4.33.

Ta6numa 4.33 — AnpuopHas uHdopmalus o Mice CyOIuMaIiMOHHON CYIIKU

XapaKTEepUCTHKA HNmerommecs cBeaeHUs
Hcxonnslit MmaTepuan bonbmas rpyanas meimna xkyp (Musculus pectoralis
major)

AHanutnyeckas Gpopma | MoaouH0-0emblii TOHKOAMCTIEPCHBINA MTOPOIIOK
OmnucaTh MOYKHO JIMIIIB IT0 KOMITOHEHTaM COCTaBa,

XHUMHUYECKHUN COCTaB TPAAULMOHHO HPEICTABIACTCS COOTHOLIEHUEM

O€JIOK : JKUPBI : YIIIEBOJbI
BbpyTTo-hopmyia OtcyTcTBYET
@opMbl cBsI3u BOABI € | Bo3MOKHa CBA3aHHAs BHYTPUKIIETOYHAS BOAA, & TAKKE
BEILIECTBOM copObupoBaHHas BoJa
IToaroroBiieHHBIN Hcexoanplii Marepuall, NOABEPTHYTHIM HECKOJIBKHM
Marepual HUKJIaM  [IyOOKOM  3aMOpO3KH,  JUO(QHIM3ALUH,

U3MeJIbYEHHUs, KOHTPOJIsl (PPAKIIMOHHOI'O COCTaBa

YuuteiBass 0COOCHHOCTH JNHO(QUIM3UPOBAHHOTO BEIIECTBA — MsACa Kyp —
IPUHLUANKAIBHO BAXXKHBIM SIBJISETCS NPOBEPKA OJHOPOJHOCTH IOATOTOBJIECHHOI'O
MaTepuaia.

[Ipu BBEIOOPE METOIa ONPEICIICHHS BOJIBI B JIMO(PUIU3UPOBAHHOM MSCE KYP, C

y4eTOM  KpHUTEpHEB  BbIOOpa  METOJOB  aHajiu3a, OCTAHOBWIHCh  Ha
TEPMOTPaBUMETPUUYECKOM METOJE, pealu3alMyd BO3AYIIHO-TEIUIOBOM CYLIKH, IO
CIICIYIOIINM IMPUYHUHAM:

— nuoduiu3anusg — 3TO OJHA M3 PA3HOBHIHOCTEH TIPaBUMETPHYECKOIO

METO/Ia,
150



— CJOXHBIH OMOXMMHUYECKHH COCTaB MPOAYKTa, HE MO3BOJISIOLIUN
IIPOBECTH IIOJIHOLICHHBIM aHAJINW3 HAa HAJW4Yue KOMIIOHEHTOB, KOTOPBIE MOTYT
IPUBECTH K MOOOYHBIM WJIHM JIONOJHUTENIBHBIM pPEAKUUsM IpU pealn3aluu
XUMHUYECKUX METOJIOB,

— Macca HaBeCKH I aHalinu3a JOJKHA ObITh HE MeHee | rpamma.

9KCH€DI/IMCHT8.HBHBI€ HCCJICAOBAHU

HcxomHbIM MatepuanoM siBIsieTcs Oombimas rpyaHas mbima («Musculus
pectoralis major») — marepuan HH3KOW >KHUPHOCTH, OJHOPOAHBIA (0€3 KUl H
wieHok). Cnoco0 MOAroTOBKM MsAcCa — pa3pe3aHue Ha KYCKH, MepeMEelIMBaHue,
OXJIAKJICHHUE, W3MENbUCHHE, JUOPWIM3AIUs, U3MEIbUeHHEe, TMOBTOpHAs
auoQuiIn3anus, U3MelbYeHUEe U MPOBEpKa Ha MPoXoxkaeHue yepe3 cuto 500 Mxm.

Pexxum wm3MepeHui i aHaimM3a KadecTBa MPOOOIMOATOTOBKM BBIOpaH B
COOTBETCTBUM cO cTaHgapToMm [255]. C yyeToM KOHCTPYKIMU HKCIIOJIb30BAHHOIO
anmnapara JuoQuiIN3alud — HAIMYME TPeX MOJIOK JJis MPOJYKTa, MOJYyYeHO TPHU
npoOBl MaTepuasa, KOTOphle ObUTH MCIOJIB30BAHBI ISl CO3MaHUSI OOHEIMHCHHOU
poObl. BUTH 0TOOpaHBI YETHIPE IPYIIBI HABECOK (M = 4) M0 YeThIpe B rpymnme (n =
4) ¥ TIPOBOAWIIM ONpPEEICHNEe MACCOBOW JONH BOABL. Pe3ynbTaTel ompeseneHus
MacCOBO# J10JIM BOJIbI MPEICTABIIEHBI COOTBETCTBEHHO B Tabnuiie 4.34.

Ta6muna 4.34 — PesynpTathl aHaau3a 00beIMHEHHOU MPOOBI

Ne Ne HaBeckn Cpennee,
CKO, %
TPYIIIIbI 1 2 3 4 %
1 3,39 3,49 3,47 3,52 3,45 0,063
2 3,45 3,22 3,39 3,27 3,36 0,137
3 3,43 3,47 3,69 3,47 3,50 0,130
4 3,54 3,27 3,46 3,30 3,39 0,124

OO0paboTka TMOJIyYEHHBIX pPE3yJbTaTOB OMNpPEICICHUS MpOBEIEHA B
COOTBETCTBUU C QJITOPUTMOM, H3JIOKEHHBIM B 3.2. Pe3ynbTaThl pacuyeToB — B

tabmuue 4.35. PaccuuthiBasiu  BenuuuHbl  cpenHue  3Hauvenus, CKO,
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BHyTpUrpynnosbsle aucnepcuu. I[lo kputepuro Koxpena nposepsieTcsi rumnoresa o
PaBEHCTBE AUCIIEPCHIL.

Tabnuua 4.35 — Pe3ynbrarhl aHaiuza 00beAMHEHHOU MPOObI

['pynna Cpennee 3HaueHue BryTpurpynmosas Kosr-o .
JIUCTIEPCHsT M3MEpCHUN
1 3,45 0,00402 4
2 3,36 0,01892 4
3 3,50 0,01701 4
4 3,39 0,01545 4
PacuérHoe 3HaueHune TabnuuHoe 3HAYEHUE
Kpurepnii Koxpena G
0,34152 | 0,684
Kpurepuit Gumepa F
1,13748 | 3,4903

Ecnu runoresa o paBeHCTBE JUCHEPCHI HE MPUHHUMAETCS, TO HEOOXoauMa
Oonee TmaTenpHas MpoOomnoAroBka. Eciu rumore3a o paBeHCTBE IUCHEPCUU
OPUHUMAETCS, TO BBIYUCISIOTCS CPEJHUE 3HAUEHHUs MO BCEM Tpymmam, CpellHue
BHYTPUIPYNIIOBbIE JUCHIEPCUH U TUCIIEPCUS MEXKAY rpymnaMu. Eciau BeInoaHsAeTCS
kputepuil @uimiepa, TO NpoOONOATrOTOBKAa Marepuayia i JajbHEHIINX
VCCIIEIOBAHUN IPUHUMAETCS Y AOBIETBOPUTEILHOM. 1 Ipy HEBBINIOJIHEHNH KPUTEPUS
®durmiepa mpoOONOATOTOBKY HEOOXOIUMO MPOBOAMTH OOJiee TIIATEILHO W BHOBH
IPOBEPSTh KAYE€CTBO MOJATOTOBKHU MPOO 0 MPUBEACHHOMY aJITOPUTMY.

[Tomy4yeHHBI MaTeprall JOCTaATOYHO OJHOPOJACH, XapaKTEPU3YIOTCSI HU3KUM
COJZIEpKaHUEM BOJIbI, MOYKHO MPEAIOJIOKUTh BOSMOKHOCTH JJINTEILHOTO XPaHEHUS
0e3 omaceHus pa3pylIeHUs] OCHOBBI MaT€pHaia MUKPOOPTraHU3MaMHu.

[Ipu pa3paboTke METOAMKM B KAaueCTBE HCXOJHBIX NapaMeTpOB aHaIu3a
BbIOMpAIOTCs MapaMeTpbl, U3JI0KEHHBIE B cTanaapre [255]:

— NPUMEHEHHUE CNEIUATBLHO NOATOTOBIEHHOTO peyHoro necka 10-15 r;

— Macca HaBeCKHU J T;

— TOYHOCTb B3BELIMBaHUA | MT;

— Ttemnepatypsl cymiku (103 + 2)°C;
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— Bpems cywiku 120 muH;

— Bpems gocymmBanus 60 MuH;

— KpUTEpUH NpPEKpalleHUs CYIIKH: PACXO0XKICHHE MEXIy pPe3yJIbTaTaMH
JBYX IIOCJIEI0BaTENbHbBIX B3BeLIMBaHui He 6osee 0,1% oT Macchl IpoOBbI.

[ToBeiieHHE TOYHOCTH U1l JaHHOTO PM CBEEHO K YTOUHEHUIO [TAPAMETPOB
aHanu3a, Oojee TOYHOMY MOJAJEP)KAHUIO YCIOBUM aHanu3a, Oojiee TOYHOMY
B3BCIIMBAHUIO — B LEJIOM, K CHWXEHHUIO CHUCTEMATHYECKUX COCTABJISIOLINX
HEONPEJEICHHOCTH,  OOYCIIOBJIEHHBIX  NPUMEHEHUEM  OOOpYyHOBaHHUS  C
YIYYIIEHHBIMA W OLEHEHHBIMHM  METPOJOTMYECKHMMM  XapaKTEpUCTUKAMM,
HoJZIepKaHUEeM TapaMmMeTpoB aHaim3a. KpaTko BbIMONHEHHBIE pPabOTHl IO
IIOBBIICHUIO TOYHOCTH:

1) OTka3 OoT UCMOIB30BAaHUS CIELHMAIBHO MOJTOTOBIEHHOTO PEYHOTO MECKa
HE MpUBENI K YBEJIMYECHUIO JUCIEPCUU MOJydaeMbIX pe3yibTaToB. Pemenne o0
OTKa3e OT HCIIOJIb30BAaHUS PEUYHOTO IIeCKa IPHUHATO HE TOJBKO Ha OCHOBE
HKCIIEPUMEHTAJIBHBIX JaHHBIX, HO U CIEIYIOUIUX PaCcCyKJIECHUN: HEOOXOAUMOCTU
WCIIOJIb30BAHUSI  JIONOJIHUTEIBHOTO  MaTepuaja, IOBBIIAIONIET0  IUIOIIAJb
INOBEPXHOCTU JUISl yAQJEHUs BOJAbl M (WMIM) 3alIUINAIOLIIEIO OT CIEKaHUs HU
o0Opa3oBaHUs KOPKHU, B CiIydae paboThl C TNOPMIN3UPOBAHHBIM MSICOM, HET.

2) Ilpu paszpaborke PM Her TpeOoBaHUN TIO DKCIPECCHOCTH,
DKCIEPUMEHTAIBHO YCTAHOBJIEHA JOCTATOYHOCTH INPOBEICHMS CYIIKA B TEYEHUE
180 munyT Oe3 mocymmBaHuil. B kadecTBe kputepHs IJii CpaBHEHHUS BbIOpaHa
JUCIIEPCHS PE3YJIbTAaTOB 4 MapajuIeIbHbIX ONPEICICHUN.

3) BbuIO NPUHATO peHIeHUEe HE U3MEHATh TEMIEPATYPY CYIIKH U3 ONACEHUs
BO3MOKHOTO  OKHMCJICHUS IIOBEPXHOCTH AHAJIM3HPYEMOIO  BEIECTBA, JUIA
3¢ (HEKTUBHOTO OTBOJAA BBIAEISAIOIIUXCS MAPOB BOJBI UCIOJIb30BaHa KaMepa CyILIKU
C MIPUHYIUTEIbHBIM BO3JyX000OMEHOM. ¥ TOUHEHBI TapaMeTPhl CYIIKU — MOBBIIIECHBI
TpeOOBaHUS K MOAJAEPKAHUIO TEMIEPATypbl CYLIKH, TEM CaMbIM CHH)KEHA
HEONPEeIeJICHHOCTh, 00YCIOBIEHHAs! UCIOJIb3yeMbIM O0OpPYJAOBAHHEM — KamMepou

BO3/IYIIHO-TEIJIOBOM CYIIIKH.
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4) TounocTs B3BemIMBaHUA ycTaHoBiieHa 0,1 Mr, TeM camMblM CHUXEHA
HEONpeACICHHOCTh Thna B 00ycliOBIeHHAas HMCIOJBb3yeMbIM O0OPYIOBaHHEM —
BECOB HEABTOMATHYECKOTO JICHCTBUS.

OleHka HEONPEACICHHOCTH METOJMKH IIPOBEJCHA B COOTBETCTBHUMU C
JIOKYMEHTOM MPH-04-I'9T-173-2013 «I'CH. Metoauka OLIEHHUBAaHUA
HEONPEACICHHOCTH BOCHPOU3BECHUSI E€IUHUIIBI MAacCOBOW JIOJMU BOJBI IS

ATaJIOHHBIX YCTAHOBOK, PEAIU3YIOIINX TEPMOTPABUMETPUUECKAN METO.

4.4 OnpeneJieHue BOABI B MOJEJIbHBIX IOPHUCTHIX BelIECTBAX

[leonutsl (TOBapHOE HAa3BaHUE - «MOJIEKYJSIDHBIE CHUTa») YCHEIIHO
OPUMEHSIOTCSI B KAueCTBE MOTJIOTUTENIEH BOJBI, CIOCOOHBIX K pEreHepaluu.
Monekynsipuble cuta TUNOB 3A U 4A UMEIOT XapaKTepHbIN KapKac U pa3Mepbl Op
0k0J10 3-107!% MKM, T.€. TO3BOJISAIOT aACOPOUPOBATH TOILKO 0OJIEE MENKUE YACTHULIBL,
Hanpumep, Boay (2,6 1071 Mkm), u uckimouaroT ancopOIuIo YacTUIl 60JIee KPYITHBIX
MOJIEKYJI, HallpUMEp, 4acToi 3ajadyeil SBISETCS OTIECICHHE BOJABI OT CIHUPTOB.
[Meonutsl — 93TO XMMHYECKUE COEOUHEHHUs, TNPEJCTaBIAIOIIME COOOM
KPUCTAJUINYECKHE ATOMOCWIMKATBI, COJEpXKalllhe B CBOEM COCTaBE OKCHJbI
HIEJIOYHBIX M IIEJIOYHO3EMENBHBIX METAUIOB, OTJIHWYAKOMIMECS TOYHBIM U
OJIHOPOJHBIM Pa3MepOM IOp, KOTOPbIE NPU OOBIYHBIX TEMIIEPATYPHBIX YCIOBUAX
3aI10JIHEHBI MOJIEKYJIaMU BOABI [256-261].

0000111eHE AaNPHUOPHONU HH(OPMAIIUH O BEIIECTBE

OMrmpudeckas GopMmysa, XapakTEepPU3yIoIias COCTaB ICOJUTA, 3aIUChIBACTCS
caeayronmm oopazom MernO-AlO3-xS102-wH>0 [261].

[TocTaBieHa 3amgada OMpEEICHUS MAacCOBOW JIOJIM BOJBI B MOJICKYJISPHBIX
cutax tuna 3A B dopme rpanyn, npousBoactBa Sigma-Aldrich, CIIA (ITaptus
Neo 334286), ocHOBHBIE CBOMCTBA MpeACTaBICHBI B Ta0uIe 4.36.

Jlist BBIOOpa MEeTO/1a aHaM3a BHITIOIHEH JTUTEPATYPHBIA 0030p, B psizie padoT
B Teuenune mociemHero meCATUICTHS aJCcOpOIMs BOABI HAa IICOJUTE IIMHPOKO
U3ydaiach ¢ MCIOJb30BAaHUEM KaK AKCIIEPUMEHTAIbHBIX, TaK M BBIYUCIUTEIBHBIX

METOJIOB, MCCJEJI0BAHbl CBONCTBAa XAPAaKTEPUCTHKHU IIEOJUTOB KaK aJcOpPOECHTOB
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00€e3BOKMBaHUs TOKazaHo, uyTo mposedeHue JTA-TI'’A 1no3BoiseT MOIY4YUTh
uHpopManuio o (QuU3NUECKUX SBICHHSAX, TAaKUX Kak cyOnumanus, adbcopOruus,
necopOuus, (pazoBbie EPEXOAbI, & TAKXKE TEPMUUECKOE PA3IOKEHUE U BO3MOKHOE
OKHCIICHHE HCCIIeTyEeMBIX 00pasioB [262-266], MpoBepKy coAepKaHUs BOJIbI MOCIIC
HACBIIICHUS] WM TIOCJIE JIeTa3allii OCYIIECTBISIOT B MOJIABIISAIONIEM OOJBITNHCTBE
CJIy4aeB METOJaMHU TEPMOIPABUMETPUU U TUTPOBAHUS peakTuBOM Duiepa [264].

Tabnuna 4.36 — CoiicTBa MOJIEKYJISIPHBIX CUT (110 JaHHBIM MPOU3BOIUTEIS)

HanMeHnoBaHue xapakTepuCTUKU 3HaueHue
Temneparypa aktuBauuu (neruapartanuu), °C 300
Temneparypa mnasienus, °C 400
JlnameTp BXOJHOI'O OKHA, HM 1,6
Monekynsipuas Gpopmyna AlNaOsSiz
MonexynsipHbIii BeC, T/MOJIb 202,135
[InoTHOCTH Ipanyi, p, r/cm’ 2

SKCHGDI/IMGHTaHBHBIe HCCICAOBAaHNA

Jlnst pa3paboTKK METOANKY ObLT BEIOpAaH TEPMOTPABUMETPUUECKUI METO/, JISI
BbIOOpa pekuMa aHanu3a (Temmeparypa U BpeMs 00€3BOXKHBAHUS) M KOHTPOJIS
XUMUYECKOT0 COCTaBa BBIJAEISEMON IPU HArpeBaHUM IApOra3oBor cMmecH. [l
IPOBEPKU MPEANOIOKEHUS TMOTHOTH 00€3BOKMBAHUU (TIOJHOTO OCBOOOXKIACHUU
10p) BHIOpAaH TPAaBUMETPUUECKHUI METO/I BaKyyMHOU cymiku. [Ipumep nomydeHHON
TepMorpammel ipu Harpese neosmra 10 500 °C B TOke a30Ta NpENCTaBIEH Ha
pucynke 4.18. CuHuM U royObIM I[BETOM MOKa3aHbl 3aBUCUMOCTH MOHHOTO TOKa
JUTSl YACTHII C MACCOBBIMM YKcliaMu m/z=18 a.e.m. u m/z=17 a.e.m. COOTBETCTBEHHO,
KOTOpbIE JIETEKTUPYIOTCS MpHU BblIeIeHUU MoJekyiasl Boabl (H20). 3enenbim —
KpuBasi orepu Macchl. [lo manapiM rpaBumerpudeckoit kpuBoit TI'A/MC Bona
BBIJIEJISIETCA JOCTATOYHO POBHBIM NMHUKOM nipu Temieparypax ot 100 °C mo 200 °C,
¢ akctpemymom 1ipu 150 °C. Tloseiienue temneparypsl 10 500 °C He NpUBOAUT K
W3MEHEHHUIO MAacChl M BUJIMMBIM TEIUTOBBIM 3 dextam. [1o KpuBBIM HOHHOTO TOKA,

MMOJIYUYCHHBIM C  MACC-CIICKTPOMCTPHUYCCKOIO  JACTCKTOpAa IIpU  HU3Y4YAdCMbIX
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TEMIEpaTypax, ONMPEAeNeH BBIXOJ BOABI C MAacCOBBIMH duciamMu m/z=17 a.e.m.,
m/z=18 a.e.m. ¥ BBISIBICHO HE3HAYUTEJIBHOE BBIJEICHUE YIJIEKUCIOro rasza ¢
MacCOBBIM YuciIOM m/z= 44 a.e.m. (pucyHok 4.19). /Ipyrux geTy4ynx KOMIIOHEHTOB,
OTJIMYHBIX OT BOJBI, W3 IAPOTra30BOM CMECH, BBIACISIOLIEHCS NPU HAarpeBaHUU
UCCIIEyEMOI'0 Marepuasa, He OOHapyKeHO. 3HAaUeHUE MAacCOBOM JOJU BOJBI,
paBHoe 16,59 %, onpeneneHo He TOJIBKO MO MOTEPE MACChl, HO U 10 MAKCUMYyMY,
BbIieuBIINXCA INpu Harpee 10 200 °C MoJsieKysl BOIBI. YYET CIIEIOBOIO
COJIep’KaHusl YTJIEKHCIIOTO Ta3a MPEAioKeHO OCYLIECTBIATH MyTEM MPUOABICHUS

JTIOTIOJIHUTEJIbHOM COCTAaBJISIIOIEN HEONPEAEITEHHOCTH TrIa B.

JICK,  HoHHEI1 TOK

1T, % MEB/Mr t 108 A
19K30 +0.12

100 p gl e —————— [ 1 4
m.z=18 a.em. /,’//’ +0.10

98 - ///‘. 2 1:2
,/ -0.08

96 A // 10

/I MonekynapHoe curo 3A 0.06 ‘
94 + TTaptia Ne MKCD8721
F0.04 tos

M(uas)=172,289 Mr
WV(H:D) =16.43%

92 1
L0.02
90 - L 0.6
L 0.00
88 A L 0.4
--0.02
86

L 004 [02

84 4 Mo N

L 006 |g

50 100 150 200 250 300 350 400 450 500
Temnepartypa, °C

Pucynoxk 4.18 — 3aBUCUMOCTH OT TeMIlepaTypbl yObIIM Macchl (kpuBas 1),
curHana auddepennuanbion ckanupyromeit kanopumerpun JCK (kpuBas 2) u
BEJTMYMHBI MOHHOTO TOKA JUISI MaccoBOro ymcia m/z=17 a.e.m. (kpuBas 3) u

m/z = 18 a.e.m. (kpuBas 4), xapakrepHbix it Bosbl (H20)
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Pucynok 4.19 — 3aBucumocTb OT TemmepaTyphl yObUIM Macchl (kpuas /),
curHasia nuddepenuunanbaoi ckanupyromei kajgopumerpuu JCK (kpuBasg 2) u
BEJIMYMHBl MOHHOTO TOKa (KpuBas 3) Il MaccoBoro uumcia m/z =44 a.e.m.,
XapakTepHoro jiis yriaekucnoro rasza (CO»).

C ydeToMm aHaim3a TepMorpaMmmbl (pUCYHOK 3.24) mjisi MeToaa BO3IYIIHO-
TeIJTIOBOM cymiku BeiOpaHa temnepatypa 180 °C.

Pe3ynbTaThl JaHHBIX UCCIEIOBAHUM TPUBEICHBI B MyOuKkamnuu [32a] u OyayT

IMPOJOJIZKCHBI.

4.5 TloaTBep:xkaeHne TOYHOCTH Ppa3padOTAHHBIX METOAOB M HUX
NPUMEHNMMOCTH B KauecTBe pedepeHTHbIX

HaunydmuMm BapuaHTOM TOJITBEPXKACHHUS BBICIIEH TOYHOCTH METOOB
(METOUK) SBIISCTCS MPOBEACHUE CIIMUCHUN HA MEXTYHAPOIHOM yPOBHE.

J1J1st MOATBEPKIEHUS TOUHOCTH peepEHTHBIX METOJIOB OMPE/ICIICHHS BOJIbI B
Pa3IMYHBIX ~ KPUCTAJUIOTHApPATaX OBUIM TPOBEICHBI CIMYEHUS C  PSAIOM
HAITMOHAIBHBIX METPOJIOTUYECKUX MHCTUTYTOB WM HAyYHO-MCCIIECTOBATEIHCKUX
WHCTUTYTOB  HMHOCTpaHHBIX rocyaapcTB (National Physical Laboratory
(BenukoOputanus), University of Tartu (Octonust), National Institute of Metrology
(Pympbinus), Marmara University (Typuus), National Institute of Metrological
Research (Mtamus), Danish Technological Institute (Hanus), VIT MIKES
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Metrology (®unnsuausi), TUBITAK UME (Typuus), YHUUM (Poccus),
Laboratory of the Government Chemist (BemukoOpuranus). s mpoBeacHus
CIIMYEHUN ObUIM BBIOpaHBI KPUCTAJIOTUAPATHI, IPEICTaBlIeHHbIE B Tabnuie 4.37.
BemectBa nnst ciamdenuit ObUTM MOJTOTOBJICHBI JAOOpaTOpUEl, OpraHU3YIOIIEH
caudenus (NPL).

Tabnuma 4.37 — KpuctannoruapaTsl, BBIOpaHHbBIE 7S CIIMYCHUH

HanmenoBanue Xumuueckas MonexynspHas Teopernueckoe
KpUCTAJJIOTUApATa dbopmyna Macca (r/MoJib) | colepskaHue BOJBI, %o
MoHoruapat JIaKTO3bl C12H22011-H20 360,30 5,00
Momnoruapat okcayara C2Ca04-H20 146,11 12,32
KaJIBIUS

[To monoruzapaty nakro3sl or YHUMM mno paspaboranHeiMm PM Obuin
IIPEICTABIICHBl PE3YJIbTAThI, IPUBEACHHBIE HIKE. CBOAHBIE TaHHBIE MOJYYEHHBIX
IpU MPOBEACHUU CIMYECHUN pe3yJIbTATOB aHAJIM3a MOHOTHJApATa JaKTO3bl
npuBeneHbl B Tabnuie 4.38, OMOMKEThl HEONPEJSIECHHOCTH Pe3yJbTaToB,
IIOJIYYEHHBIX METOAaMU BO3AYIIHO-TEIJIOBOX CYLLUKH (LoD) U
BBICOKOTEMIIEPATYPHOM KYJIOHOMETPUM B TOHKOM IUIEHKE MEeHTOoKcuaa ¢ocdopa
(WDS) nokazans! B Tabnunax 4.39 u 4.40, TepMmorpaMmma MOHOTHIpPATA JTAKTO3bI,
nonyyeHHas merogqom TT'A/MC, mnpencraBieHHas Ha CIMYEHHA  Kak
NOATBEPKIACHUE MPABUIBHOCTH PE3YyIbTaTOB, MOJYYEHHBIX IPYTUMU METOJAMHU,
npeacTaBieHa Ha pucyHke 4.20.

O060011eHHBIE PE3YJIBTATHI CTUYCHHH 110 MOHOTHUIPATY JIAKTO3bI TOKA3aHbI HA
pucyHke 4.21. Pe3ynbTaThl ONpenesieHuid MacCOBOM JI0JM BOJBI, MOJYYEHHBIE 11O
pa3paboTaHHBIM pedepeHTHBIM METOJIaM OBbLIN MPEACTaBICHBI OT Jlabopatopuu 3
(mmpp naboparopun). Ha pucynke 4.21 NyHKTUpHOW JIMHHEW OOO3HAYEHO
TEOPETHUUECKOE 3HAUYEHWE MACCOBOM JOJM BOABI, CIUIOUIHOW JIMHUEH 0003HAaYEHO
cpenHeapudMeTrHueckoe 3HAYCHHUE, MOJTYKUPHOM JIMHMEH — CpeIHEB3BEIICHHOE
3HaueHue. Ha pucynke 4.21 BblgeneHsl (QUIYypHOMl CKOOKOW MOJy4EHHbIE
pe3yabTaThl METOJIOM BBICOKOTEMIIEPATYPHOM KYJIOHOMETPHM B TOHKOM IIJIEHKE

neHtokcuaa ¢gocdopa (o6o3nauenue EV), MeTogoM BO3MyIIHO-TEIUIOBON CYIIKU

(LoD), TTA/MC (TGA).
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Tabmuua 4.38 — CBoHas TabauLa MOTYYEHHBIX NPU MPOBEACHUMU CIMYECHHM

PE3YJIbTATOB dHAJINM3a MOHOTUAPATA JIAKTO3bI

N Heomnpene- | Heonpene- | Pacimpennasg OtHocuTenbHas
Meron n3mepenuit u | Pesynprar
. | JIEHHOCTh | JICHHOCTb Heolpee- pacimmpeHHas
0003HaYeHHE Ha MU3MEPEHHUI,
noynKax 4.21, 4.22 o, o A no B JIEHHOCTbE Heornpee-
P b (n=8), % | (n=8), % (k=2),% | nennocts, %
Bo3zaymno-
TEIUIOBast CYIIKa 5,15 0,0022 0,001 0,04 0,85
(LoD)
BricokoTemmepatyp-
Hasl KyJIOHOMETpPUs 5,12 0,034 0,044 0,11 2,2
(WDS)
TTA/MC
(TGA) 5,08 - 0,13 2,6

Tabmuma 4.39 — BropkeT HeomnpeneIeHHOCTH Pe3yJIbTaTOB OIpeieIeHuUs

BOAbI B MOHOTHAPATC JIAKTO3bI METOJJOM BOSI[YHIHO-TCHHOBOﬁ CYHIKH

 C— Heomnpene- | Koaddumuent 3akoH Braad
Ouenka | Ex. u3M. | JIGHHOCTB, | YyBCTBHUTENb- | pacrpene- 22
HEONpPEeICIICHHOCTH ;s HOCTH, ¢; e u;i Cj
W 5,15 % 0,022 1 N 4,75E-04
ml 16,9145 r 0,0003 -32,5 R 8,82E-05
m2 19,9884 r 0,0003 30,9 R 7,93E-05
m3 19,8299 r 0,0003 -32,5 R 8,82E-05
r 143 °C 2,0 0,015 R 9,00E-04
Temnepamypa cywku
T 120 MHH 0,58 0,026 R 2,27E-04
Bpems cywru
T 30 MHH 0,29 0,023 R 4,45E-05
Bpems oxnascoenus
Msample 3,07 r 0,0003 0,7006 R 4,42E-08
Macca Hnasecku
Vv
Cropocmb nomoxa 3
6030yxa 3,5 M°/49ac 0,025 0,006 R 2,25E-08
(6030yx000MmeH 6
Kamepe CyuiKu)
Cymma exnaoa om 0,7706 - - - - 4,68E-06
UCMOYHUKOG
CrannapTHast HEONPEAEICHHOCTh THMa A, U A\ % (n=8) 0,022
CranaapTHas HEONPENENEHHOCTb ThIa B, u,, o, 0,001
Pacmmpennas neonpenenennocts (k=2), U, % 0,04
OTHOCHTe/IbHAS PACUIMPEHHAS HEONpeaeneHHOCTh, U, o, 0,85

159




Tabmuua 4.40 — BrojpkeT HEONpeneIeHHOCTH pPE3yJIbTATOB OIpPEAEIICHUS
BOJBbI B MOHOTMJIPATE JIAKTO3bI METOJIOM BBICOKOTEMIIEPATYPHON KYJIOHOMETPHUH B

TOHKOM IJIeHKe TeHTokcuaa docdopa

Hcrounux Heonpene- | Koadduuuent 3aKkoH Berad
HCOIIPCACICHH OI_ICHKa EI[. U3M. JICHHOCTD, YyBCTBUTCIIb- pacmpeae- u[2Ci2
oCcTH U; HOCTH, C; JICHUS
/4 5,1161 % 0,0342 1 N 1,17E-03
M 18,0153 r/MOJIb 0,0002 3,16E-01 R 3,33E-09
m 0,0085 r 0,0003 6,72E+02 R 3,76E-02
F 96485,3365 | C/monb 0,0021 5,91E-05 R 1,54E-14
11 0,00E+00 A 0,00E+00 1,10E+00 R 0,00E+00
i 2,00E-05 A 4,00E-07 1,10E+00 R 1,94E-13
Iz 2,00E-05 A 4,00E-07 1,10E+00 R 1,94E-13
L1560 1,60E-04 A 3,20E-06 1,32E+03 R 1,79E-05
t 1 S 1,00E-04 2,64E-04 R 6,97E-16
% 1 S 1,00E-04 3,08E-04 R 9,49E-16
13 1 S 1,00E-04 3,30E-04 R 1,09E-15
tl.;60 1 s 1 ,Odﬁ-04 1, l(jﬁ+00 R 1,2 1 .15-08
CraniapTHas HEOTIPENENEeHHOCTb THIIa A, U, , % (n=8) 0,034
CrannapTHas HEONpEIEIeHHOCTh THIa B, Uy o, 0,044
Pacmupennas neonpenenennocts (k=2), U, % 0,11
OTHOcHTENBbHAS paclIMpPEHHAs! HEOIIPEIEIEHHOCTD, Uo, % 2,2
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Pucynok 4.21 Pe3ynbTarsl CIMYEHNHN 110 COACP/KAHUIO BOJIBI B MOHOTHAPATE

JIAKTO3bI

PGSyanaTH CIIMYECHUH 1O COACPIKAHUIO BOABI B MOHOI'MAPATC OKCAJIaTa KaJlbllUA

MOKa3aHbl HA pUCYHKE 4.22.
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Pucynok 4.22 Pe3ynbTarsl CIMYEHNHN 110 COACP/KAHUIO BOJIBI B MOHOTHAPATE

OKCaJjiaTa KaJIbLIHs
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Takum o6pazom Obla TOKa3aHa TOYHOCTh pa3pabOTaHHBIX pPePEPEeHTHBIX
METOJOB Ha HAMBBICIIEM METPOJOTMYECKOM YPOBHE NPHU MPOBEACHUU CIUYECHUUN
HAlIMOHAJIBHBIX METPOJIOTMYECKUX HWHCTUTYTOB, PE3YJbTaThl OIYyOJMKOBAaHBI B
pabote [13a].

[Ipy HEBO3MOXKHOCTH TPOBEACHUS CIMYEHUN CYLIECTBYET MOJXOJ,
npeJiararoniuii MaTeMaTUUeCKUI anmapart AJis IPOBEPKU MOIYUYEHHOTO Pe3ysibTara
U3MEPEHUN C JAHHBIMU MEXJIa00paTOPHBIX CPABHUTEIBHBIX HCIHBITAaHUN [267],
pa3paboranHblii Ha ocHOBe [234, 268-269]. B cooTBeTcTBUU C MpeijiaraeMbiM
QITOPUTMOM TPOBOJUTCS NEPEOLIEHKA COINIACOBAHHOIO 3HAYEHHS PE3YJIbTaTOB
MEeXJIa00paTOPHBIX H3MEPEHHM (C  ydeToM pe3ysbTara, M[OJYyYEHHOIO 0
paspaboranHomy PM) ¢ MHUHUMaIbHBIM YyBEIWYEHUEM HX HEONPEACICHHOCTH.
BrinonHeHne ycinoBUi MpengaraeéMoro ajiropuTMa COBMECTHO C Pe3yJbTaTaMH
TEOPETUYECKHUX UCCIECTOBAHUM SABISETCA JOKYMEHTAIBHBIM U SKCIIEPUMEHTAJIBHBIM
JI0Ka3aTEILCTBOM HAMBBICIICH TOYHOCTH U MPUTOJAHOCTH METOJUKH JIJI KOHTPOJIS
MPaBWIBHOCTH JIPYTHX METOJIMK U3MEPEHUH TOM K€ BETUUUHBI.

U, HakoHel, Moienu CIIydyalHOrO mapameTpa WM CIy4alHOro Oy aaHus,
onrcanHbie B Ilpunoxkenun 1 u pasnmene 4.2, MOTYT OBITh HCIOJIB30BAaHBI B
poLeaypax KOHTPOJISI KauecTBa MPOOOMOATOTOBKH BEIIECTBA B paMKaX KOHTPOJIS
TOYHOCTH pedepeHTHOTO MeToda u3MepeHumid. [IpumeHuMOCTh  Mopenen
CIIy4yallHOTO TIapaMeTpa WM CIIy4aitHOro ONy’>KJaHWs JOKAa3bIBA€TCS B MPOIECCE
pa3pabOTKU U aJTOPUTM KOHTPOJISA MPOOOMOATOTOBKU MPOMUCHIBACTCS B paMKax
KOHTPOJISI TOYHOCTH JIJISI KAKJIOTO KOHKPETHOTO PePEPEHTHOTO METO/A.

[IpeasioxkeHHBIH MOIX0J MOKET ObITh HCIONB30BAaH TAKKE MPU CO3JAAHHUU
METOJUKH TOBBIIIEHHON TOYHOCTH B paMKax OJHOTO MPEANPHUSTUS, OTPACITU WU
CPyHIbl  NpEeAnpusTHd W opranu3anud. Ilpy 3TOoM s MOATBEPKIACHUS
MOBBIIIEHHON TOYHOCTH METOJMKU HEOOXOJUMO MPOBEACHUE CIUYCHHUIN ¢ HEKUM
ATAJIOHOM COOTBETCTBYIOIIEH TOYHOCTU (B KAYECTBE KOTOPOIO MOKET OBITh Kak
METOJ/IMKA, TaK M CTaHJApPTHBINA oOpaseir). M1 ypoBeHb TOUHOCTH (TaKk Ha3bIBAEMBIN

3arac 0 TOYHOCTH) B TAaKOM CJIy4yae JOJDKEH OTBeYaTb TpeOyeMOH TOYHOCTH
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pabouux (PyTHHHBIX) METOJUK JAHHOTO HPEANPUATHS, OTPACIA WU TPYHIbI

MPEANPUATHA U OPTaHU3ALUHA.

BoiBoabl no riaase 4.

B naHHOM T71aBe Moka3aH MPOIECC M Pe3yIbTaThl pa3paboTku pedepeHTHBIX
METOJIOB ONPEICIICHUS BOBI.

JIns TeMOHCTpauu mpeajiaraeéMoro moaxo/ia BEIOpaHbl YMCThIC BEIIECTBA —
KPUCTAIOTUAPATHl  COJIEM JIaHTAHOUJOB, (apMalleBTUYECKHE CYyOCTaHIIUH,
LEOJIUTHI U MPUPOAHBIN MaTepran — TOIJIMBO TBEPJIOE€ MUHEPATIBLHOE.

JlaHHBIC IPUMEPBI JTEMOHCTPUPYIOT JHaIa3oH BO3MOXKHOCTEHN
npeIaragMoro MeToANYECKOro moIxoa.

JlokazaHa TOYHOCTb CO3JIaHHBIX PePEPEHTHBIX METOJIOB ONPEICIICHHUS BOJIBI
MyTeM CIIMYCHUHN C aHAJTOTUYHBIMU METOIMKAMHU HAIIMOHAJIBHBIX METPOJIOTHIECKUX
WHCTUTYTOB U HayYHO-HCCJIEI0BATEIBCKUX HHCTUTYTOB MHOCTPAHHBIX TOCYAPCTB.
[IpemnoxkeHpl  pa3auyHbIe CIOCOOBI  KOHTPOJII TOYHOCTH  pa3paOOTaHHBIX

pedepeHTHBIX METO/I0B.
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I'naBa 5 IlpumeHeHue pedepeHTHBIX METOAOB ONpeaeIeHUS

BO/IbI B BeIIIECTBaxX U MaTepHuajiax

5.1 YcTraHnoBiieHue MeTpoJiorndeckux xapakrepuctuk CO

5.1.1 CTaHIIaDTHble O6D33HI>I YHCTBIX BCIICCTB - KPUCTAJJIOTUAPATOB

HNudpakpacusie TepmorpaBumerpudeckue (UK TI') ananuzaTopsl pa3andHbIX
KOHCTPYKLMI IIMPOKO MPUMEHSIIOTCSA ISl SKCHPECCHOIO KOHTPOJS COAEPIKAHUS
BOJbl B UMCTHIX BEIECTBAX — (hapMalEeBTUYECKUX CYOCTaHIMAX, NMPOU3BOJICTBE
MUHEPAIbHBIX YIOOPEHUN, XUMUYECKUX PEAKTUBAX.

Ha peiHke ObUIM  JOCTATOYHO IIUPOKO MPEJCTABJICHBI  BJIArOMEpPHI
tepmorpaBumMerpudeckue nHppakpacuoie (MK TI') — umMeHyeMble aHain3aTopaMu
BIIQXXHOCTH, M3MEpUTENISIMU BiaxHocTH, Biaromepamu WK TI' (manee -—
BiaromepoB). Ilpunuun nedictBusi BiaaromepoB — WK TI, ocHoBaHHBIM Ha
U3MEHEHUM Macchl HCcieayeMoro oOpaslia B IMpolecce CYHIIKA B 3aJaHHOM
OIEPaTOPOM PEXHUME, U3MEPEHUH TEKYILEH MACChl ¥ BBIYMCIEHUH OTHOCUTEIBLHOTO
U3MEHEHHs] Macchl ucciaeayeMmoro odpasua. Ha aucruiee otoOpaxkaeTcs: pe3yibTar
U3MEPEHU MAacCOBOM [OJIM BJIard B MPOLEHTaX WIW Jpyrue, yKa3aHHbIE
onepatopoM. KOHCTPpYKTHBHO BJIaroMepbl COCTOAT W3 BECOM3MEPUTEIBLHOIO
MOJYJIS ¢ TUIATPOPMOI TSl pa3MelIeHUs uccieyeMoro oopasiia, 610ka o0paboTKu
U3MEpUTETHbHON  WHpOpMAIMK, CHA0XEHHOTO TpadUuueckuMm JHCIUIEeM C
MOACBETKOM M KJIaBUATypoil oneparopa, ucrounuka MK n3nydenus, BCTpOEHHOTO B
OTKHIHYIO KpplmiKy Biaromepa. WK TI' Bmaromepsl pa3HbIX  THIIOB
XapaKTEPU3YIOTCS PaA3IMYHBIMH HCTOYHUKAMH WH(GPAKPACHOTO HU3IYYCHHS, HX
reoOMeTpUel, MOUTHOCTBIO W3JIyYEHHs; JUANAa30HOM U TOYHOCTBIO MOJAEpPKAHUS
TEeMIIepaTypbl B paboueil Kamepe; TUana3oHOM U MOTPENTHOCTHIO B3BEIIMBAHUS.

AHaJIN3 BBINOJHAECTCS aBTOMATUYECKHU I0J YIPaBJIECHUEM IPOTPAMMHOIO
obOecnieuenus. [lporecc u3MepeHus: BKIKOYAET CIEIYIOLIUME OMNEpPALMU: ONepaTop
pasmeniaer po0y aHaJIU3UPYEMOTO Marepuasa Ha mwiathopmy
BECOU3MEPUTEIBHOIO MOJYJS, 3aKPhIBAET KPBIIIKY, IOCIE YETrO IMPOUCXOIUT

B3BCIIMBAHUC, a 3aTCM dBTOMATHYCCKOC OIIPCACICHHUC IIOTCPU MACChI 110
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nericteueM UK u3mydyeHHst U nepecyeT B €QUHHIBI COAECPKAHUS BIIard, C y4eTOM
HaYaJIbHOW MacChl MPOOBI.

OcoOennoctero MUK TI' Mmeroma sBisieTcsT HEOOXOIUMOCTH 3aJaHUS
napaMeTpoB peKUMa U3MEPEHUN (TeMIepaTypbl U BpEMEHH BBICYIIMBAHUS, MAaCChl
oOpasna), oOecneuyuBalOIUX T[OJTHOE YJAJCHUE BIJIATM W3 AHAIU3UPYEMOTO
BelllecTBa 0€3 €ro paszyioKeHHs. Y HUBEPCAIbHOCTh KOHCTPYKIIMU U BO3MOXKHOCTb
BbIOOpa Temmeparypbl cymiku B auanazoHe ot +40 °C pgo +250 °C, a Takxke
yA0OCTBO KCIOJIb30BAHUSI U aBTOMATUYECKHUI pacueT pe3ysIbTaTOB U3MEPEHUs C
MOMOIIbI0  TIpOrpaMMHOro oOecrieueHus aHanuzaropa, caemanmu WK TC
aHaJIU3aTopbl OYeHb mNonyJsipHbiMH. [IpM 3TOM HemocTaToyHa HOMEHKJIATypa
00pasIioB Jisi KOHTPOJII TOYHOCTH METOJIMK M3MepeHui, npumensembix Ha UK TT
aHaJIM3aTOpax, a TAKXKe MPHU BAIUJALMU U OCyllecTBIeHnn KBanupukanuu 1Q/OQ
B cootBeTcTBUM C mponeaypamu GMP UK TT' ananuzatopoB, MPUMEHSIEMBIX B
MEIUIIMHCKOM U (apMalleBTUYECKOM MPOU3BOACTBAX, MW, HAKOHEI, TMpu
MOATBEPKACHUN COOTBETCTBUS [P METPOJIOTMYECKON MOBEpKe [25a, 36a, 37a].

Pa3zpaboTka 00pa3oB st KOHTPOJIS, CTAHAAPTHBIX 00pa3IloB, KOTOPHIE OBI
3aKphIBAIM BCIO HOMEHKIaTypy oObekToB aHanu3a Ha MK TI' ananuzaropax,
HepealbHa. B kadecTBe MaTepuana aiis pa3paboTKH CTaHIapTHBRIX 00pa3ioB (maiee
— CO) mpuHsATO perieHne BEIOpaTh KPUCTAIIIOTHIPATHI C U3BECTHBIM COJIEPIKaHUEM
MOJIEKYJ KPHUCTAJUIM3ALIMOHHONW BOJBI, MO BO3MOXKHOCTH, HETUTPOCKOMUYHBIM,
CTaOMJIBHBIM MO CTEXHOMETPUHU (MOCTOSHCTBO COOTHOIIEHUS BOABI U COJH), BO
BpeMEHHM (U1 BO3MOXXHOTO MCKJIIOUCHHSI CBOOOIHOM (COpOMpPOBAHHOM) BOJBI).
Crnenytoiee TpeboBanue, Bo3HuKarliee k marepuany CO — temnodusznueckue
XapakTepUCTHKKA  MaTepuaiga, a  HMMEHHO  TeMmIlepaTypa  pa3pylleHus
KpUCTAIIOTHIpaTa (C BBIIEIEHUEM BOJbI, PU 3TOM C COXPAaHEHHUEM XUMHUYECKOU
CTPYKTYPbI) JOJKHBI OTBEYATh XapaKTepUCTHKAM HarpeBaTelisi aHaIu3aTopOB.

B kauectBe marepuana CO ObuUT BBIOpaH AWTHUIpaT MoJMOJaTa HATPHS,

OCHOBHBIE XapakTepucTuku mMatepuaia CO npencrasieHsl B Tadbmauue S.1.
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Tabnuma 5.1 — XapakTepuCTUKH TUTHIPAT MOIUOAATa HATPHS

HanmMenoBanwue kpucTamioruapara Jurunpat monubaara HaTpus
Xumudeckas hopmyia NaxMoOs - 2H>0
MonexkynsipHasi Mmacca (T/MOJb) 241,95
TeopeTruueckoe cojiepkaHue BoJibl, % 14,87

B kauectBe npoOONOArOTOBKM MPOBEJEHO NMpocenBanue yepe3 cuto 0,2 MM
JUISL OTZEJIEHUS KOHIJIOMEPATOB KPHUCTAUIOB M TIIATEJIBHOE IE€PEMELIMBAHNUE.
['paBuMeTpUYECKHl aHANIM3 — BO3JAYIIHO-TEIUIOBAsl CYIIKAa, IPUBJICYEH s
npoBepku ogHopoAaHocTH Marepuana CO mo cxeme, npuBeneHHoil B 3.2.3. Ilocie
dacoBku, Ha crtaguu Xxapakrepusanuu CO, wucnonb3zoBan Meton TI'A-MC mo
IPUYMHE HEAOCTATOYHOrO0 KOJIMYECTBAa Marepuaia s MPOBEACHUs aHaIu3a Mpu
OLICHUBAaHUU BHYTPHUIK3EMIUIIPHON HEOJHOPOAHOCTH.

Jlist mpoBepku ogHOpoAHOCTH mocie (acoBku Marepuana CO oT mapTuu
CIIy4allHbIM 00pa3oM ObUIH OTOOpPaHbI ecATh 3K3eMIUIIpoB CO U B Kax10M ObLIO
npoBeneHo 1o 10 mapamienbHbIX ONpeeIeHH MaccoBOM 1omu Boabl. OOpaboTKy
pe3yabTaTOB U3MEpPEHU sl olleHKH HeogHopoaHoctu CO mpoBojuia MO CXeMe
onHogakTopHOro qucnepcronnoro ananusa cornaco ['OCT ISO Guide 35 [215].

Ta6numa 5.2 Pe3ynbTaThl onpeienieHus MacCoOBOM A0 BOABI MeTo oM TT'A-

JICK MC, nosty4eHHbIE IPH YCTAaHOBJIEHUN HEOJHOPOIHOCTH

Homep MaccosBas 1oas Boasl, % Cpennuit
SK3EMILIIpa Howmep usmepenus j pesynbTat
COn 1 2 3 4 | 5 6 | 7 8 9 | 10 w,
1 15,00 | 15,01 | 15,01 | 15,00 | 15,01 | 15,01 | 15,01 | 15,01 | 15,01 | 15,01 15,01
2 15,05 | 15,04 | 15,04 | 15,03 | 15,04 | 15,03 | 15,03 | 15,03 | 15,04 | 15,03 15,04
3 1498 | 14,99 | 1498 | 1498 | 1498 | 1498 | 1498 | 14,98 | 14,98 | 14,98 14,98
4 14,97 | 1497 | 1497 | 1497 | 1498 | 14,97 | 14,97 | 14,97 | 14,97 | 14,97 14,97
5 14,99 | 14,99 | 1498 | 1498 | 1498 | 1498 | 1498 | 14,98 | 14,98 | 14,99 14,98
6 14,99 | 1498 | 1498 | 1498 | 1498 | 1498 | 1498 | 14,99 | 14,98 | 14,98 14,98
7 14,97 | 14,97 | 1497 | 14,97 | 1497 | 1496 | 1496 | 14,96 | 14,97 | 14,96 14,97
8 15,01 | 15,01 | 15,00 | 15,00 | 15,01 | 15,01 | 15,01 | 15,00 | 15,00 | 15,00 15,00
9 15,06 | 15,05 | 15,05 | 15,05 | 15,05 | 15,05 | 15,05 | 15,05 | 15,05 | 15,05 15,05
10 14,99 | 14,98 | 14,99 | 14,99 | 1499 | 14,99 | 14,99 | 14,99 | 14,99 | 14,99 14,99
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Jlanee paccumrana cpeiHee 3HAYEHUE MACCOBOHM OJM BOMBI JUIS Ka)JIOTO

obpa3sia 1o dhopmyiie

W,=21__ (5.1)

Bpruncnuna cymMy  KBagpaToB — OTKJIOHEHUMH — MS pe3yJIbTAaTOB

within

OMPEICIICHUI OT CPEeTHUX 3HAYCHUH ISl KaXK10M TpoObI 110 hopmylie

N J _
22 W, =)
MSwithin = = =1935.10-5 (52)
N(J-1)

U CYMMY KBaJpaTOB OTKJIOHEHUU A S CPEIIHUX PEe3yJIbTaTOB ISl KaXKI0H

among

npoObI OT CpeTHEro apu(hMETUUECKOr0 BCEX PE3YIbTATOB 1O (hopmyJie

N —_— —_—
I W, =Wy
MS,,,,, =—"1

among N-1 = 090078' (5.3)

Tak KaK  MSawng > MSwinin, TO CTAHIAPTHYIO HEONPEAEIEHHOCTH OT

HeoaHopoaHocTH Matepuana CO (uy, %) ouenuia mo ¢popmye

) 0,028 %. (5.4)

u, =

\/(VSamong - M_Swithin

CraHapTHOE OTKIIOHEHUE COCTABIIAIOIICH
OCTH OT HEOAHOPOIAHOCTH aTTEeCTOBAHHOTO 3HadeHuss CO mpuHsIa paBHBIM

CTaHJapTHOM HeonpeaeneHHOCTH s, =u, = 0,028 %.

Jlnst onpeneneHusi aTTECTOBAHHOTO 3HAYEHHsT MaccoBou 11oiu Boabl B CO
WCIIOJIb30BAJIA  PE3yJbTAaThl OMPEACICHUS, MOJYYCHHBIE TMPU OLICHUBAHUU
HeogHopoaaocTr Matepuana CO metonom TI'A-MC, u ipenicTaBieHHbIE B TAOIUIIE
5.2; a TakKe pe3yJbTarhbl, MOJYyYEHHbIE TEPMOTPABUMETPUUYECKUM METOJIOM IpHU

npoBepke oHopoaAHOocTH Matepuana CO, npeacTaBieHHble B Tabuuie 5.3.

167



Tabmuna 5.3 Pe3ynbTaThl omnpenenceHus MacCOBOM JOJIM BOJbI METOJIOM

BOSHYHHK%T@HHOBOﬁ(BHHKH

Macca OIOKCBI C Macca OIOKCBI C
o N Macca OIOKCHI, MaccoBas
Ne n/mt po6oii 10 npo6oii mocne 0
ms3, T J1oJ1s Boawl, %
BBICYIIMBAHUS, M1, T BBICYIITUBAHUS, M2, T

1 15,6707 20,6692 19,9218 14,9523
2 15,5870 20,5895 19,8412 14,9590
3 15,2654 20,2682 19,5205 14,9451
4 15,6373 20,6378 19,8896 14,9621
5 15,7009 20,6999 19,9537 14,9264
6 15,6664 20,6660 19,9208 14,9057
7 15,2693 20,2735 19,5259 14,9397
8 15,2640 20,2661 19,5187 14,9415
9 15,9718 20,9735 20,2249 14,9666
10 14,8449 19,8483 19,0992 14,9719

O6paboTka pe3ynbTaTOB aHalu3a BbINMOJHEHAa ¢ yderoM PMI' 93 [182],

NOJIyYeHHbIE JJAHHBIE MTPEACTaBIEHbI B Ta0IMIE 5.4.

Tabnmuua 5.4 - PesynbraThl pacuera artecToBaHHOro 3HaueHus CO wu

HEOMNpeAeICHHOCTH (TIOTPEIIHOCTH) OT croco0a OMpeeieHus aTTeCTOBAaHHOIO

3HAa4YCHMUA

HanmeHnoBaHue XxapakTepuCTUKU

3HaucHHUE XapPaKTCPUCTHUKU IJISA

Matepuana CO

onpeneneHus arrectopanHoro 3Hadenus CO, Schar, , %

Meron usmepeHui TI'-MC | TepmorpaBuMeTpus
CpenneapubMeTHueCKOe 3HAUCHHE PE3yIbTaTOB
pearicapu( : pesy 14,997 14,947

HaOmonenuii, Wi, W2, %
CymMmapHas cTaHAapTHas HEOMPEICICHHOCTh METOIUKH

. o 0,04 0,03
usmepenuit, u(Wr), u(W2), %
PacuerHas craTucTuka, 1,005
Yucio cTeneHei cBoOObI, v 19
KBantuns pacnpenenenuss CTbloA€HTA, to.os (V) 2,11
Becosbie ko punentsr, V1, V2 625 1111
ATtTtecTtoBannoe 3Hauenue, Wa, % 14,97
CranmapTHasi HEONPEACICHHOCTD OT criocoba 0.024
OTIpEACIICHUSI, Uchar, Y0 ’
CrannapTHOE OTKIIOHCHHE HEONPEICICHHOCTH OT CIIocoba 0.024

CYILIKH.

IIpumeuanue: Wi — maccoBas 10J1s BOAbI, nostydeHHas Meronom TT'A-MC;
W2 - maccoBast 1O BOJBI, IIOJyYEHHAsl TPAaBUMETPHUYECKUM METOJOM BO3YIIHO-TEIUIOBON
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ITpu ouenke cradmibHOcTH CO TPOBEPEHO BIUSHUE TEMIIEPATypbl M
BJIQXKHOCTH, BIUSHUE (AKTOpa OCBEIEHHOCTH HCKIIOYAeTCsl 3a  CYeT
MCIIOJIB30BaHuUs Tapbl U3 TEMHOTO cTekia. i onpenenenus cpoka ronsoctu CO u
OLICHMBAHUA JOJTOBPEMEHHON HECcTaOMJIBHOCTH ObUI  HCIOJNB30BaH METOJ
KJIACCUYECKOI0 CTapeHusi ¢ wucnoib3zoBaHueM wmeroga TI'A-MC (pe3ynbTaThl
OTIpeieNICHUs] MaCCOBOM J0JIH BOJBI B AUTHAPATE MOJIMOAaTa HATPUS MIPEACTABICHBI
B Tabmuue 5.5). OOpaboTka pe3yiabTaTOB MPOBEAEHA C YYETOM IMOJOKEHUU
['OCT ISO Guide 35 [181] u I'OCT P 8.694 [183].

Tabnuma 5.5 Pe3ynpTaThl U3MepeHUil MpU OICHUBAHUHM HEONPEICICHHOCTH

oT I[OJII‘OBpGMCHHOﬁ HECTaOMIIbHOCTH

Homep | Homep wmecsana | Arrectyemas [osepureins-

COi UCCIIEI0OBaHUS xapakrepuctu | Koapou- | Koadou- s(b) HBIH

(n = 6 | noATOBpEMEHHON | Ka — MaccoBasi | LIUEHT by LUEHT b1 ! HHTCpBAI

po0o) HECTAOMJIBHOCTH | JI0JIA BOAKI, %o Lo05:n-2) (D)
0 14,85

1 2 14,93

2 4 14,88

3 6 14,88 14,88 0,00161 | 0,0029 | 0,0070

4 8 14,89

5 10 14,91

6 12 14,89

CranyapTHOE OTKJIOHEHHE OT JOJATOBPEMEHHON HeCTaOUIBHOCTH, Yo 0,034

CranapTHasi HEONPEIEIECHHOCTh OT JOJTOBPEMEHHOM HECTaOUIBLHOCTH, Yo 0,034

OTtHOCcuTENbHOE CTaHJIapTHOE OTKJIOHEHHE oT noaroppemenHoi | 0,23

HEecTaOMIbHOCTH, %

CrannmapTHasi HEONPEACICHHOCTh OT JOJTrOBpeMeHHON HectabwipHOCTH B | 0,23

OTHOCUTENBbHOU popme, Y%

[Tpuunna kpatkoBpemeHHOU HecTaOmibHOCTH CO MOXKET 3aKII0YaThCs BO
B3aumozercTun Marepuana CO ¢ atmMocdepoid, B pe3yjbTaTe 4Y€ro BO3MOXHA
JecopOLus Uik, Ha00OPOT, aACOPOIUS BOABI WIIM APYTUX JIETYUYHUX COCTUHEHUN U3
aTMocQepbl B Ipoliecce TpPaHCIOPTUPOBKU. Hanbosmblire nu3MeHeHus: aTTECTyEeMbIX
XapaKTePUCTUK BEPOATHBI B KPAWHUX 3HAYEHUSIX TEMIIEPATYPhl U OTHOCHUTEIILHOM
BrnaxkHoctu. CO mpeanonaraeTcsi TpaHCIIOPTUPOBATH JIFOOBIMUA BHJIaMU TPAHCTIOPTA
IIpy TeMIepaType okpy:xaromiero Bo3ayxa or munyc 18°C no mmoc 40 °C, npu

OTHOCHUTENBHOM BIaXXHOCTH Bo3ayxa oT 10 % mo 80 % ¢ MapKupOBKOU «XpyIIKOE,
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OCTOPOXKHO», «Oepeub OT BIarm» M NPU YCIOBUHM OOECIEUEHHUs COXPaHHOCTU
ynakoBku CO, npenoxpaHsomeid 0T MEXaHUUYECKUX MOBPEXKICHUN, 3arps3HEHMUI,
NONaJaHus BJIard, CBETAa U KOHTAKTa C arpecCUBHbIMU cpenamu. [loatomy nepuon
UCCJICIOBAHMSI KPAaTKOBPEMEHHON HECTAOWJIIBHOCTM OBbUT BBHIOpAaH  pPaBHBIM
MaKCUMaJIbHOMY CPOKY TpaHcropTupoBaHus 14 nueil. MoaenupoBaHue KpaHHX
3HQYEHUN YCIOBHM OKPYXKAIOWIETO BO3AyXa MPOM3BOJIWIOCH B KIMMAaTHYECKOU
kamepe. g uccienoBaHMsl KpaTKOBPEMEHHOM CTaOMJIBHOCTH U OOOCHOBAHHUSA
ycioBuid XxpaHeHuu oroupanuch 4 sx3emiuisipa CO. ITlonyudeHHble pe3ynbTaThl
ompnesieHuss MaccoBorm nonu  Boabl meroaoM TI'A-MC mnpencraBiieHsl B
Tabnuiie 5.6.

Tabnmuma 5.6 Pe3ynpTaThl omnpeneneHuss MacCOBOM JOJIM BOJBI TPHU

OIICHUBAHUU HEOMPEICICHHOCTH OT KpaTKOBpeMeHHOo# HecTabuibHocTu CO

OtHOcUTeIbHAA

PIAAHOCTE @ W p_ (184 2)°C, | T=(5 + 2)°C,| T =(20 + 2)°C, | T=(60 + 2)°C,

temneparypa 1 B | _ 450 50+ 5) 0 (R0 500 0t o
KJIMMaTH4eCKOMH ¢=(20+5) % ¢ =(20£5) % ©=(B0+5)% | ¢=(60+5)%

Kamepe
Maccopas —— zomt | 4 g 14,84 14,82 14,83
BOIBI, %

CTaHapTHOE OTKIOHEHHE OT KPAaTKOBPEMEHHON HECTAOUILHOCTH, MKT/CM® 0,008

OTHOCHUTEIBHOE  CTAaHAAPTHOE  OTKJIOHEHHWE  OT  KPaTKOBPEMEHHOM

3 0,06
HECTAOMIILHOCTH, MKI/CM
CranaapTHas HEOIPENEIEHHOCTh OT KPaTKOBPEMEHHOM HECTaOMIBHOCTH, %o 0,008
CrannmapTHas HEONpPEENEHHOCTh OT KPaTKOBPEMEHHOW HECTaOWIBHOCTU B 0.06
2

OTHOCHUTENBHOU (opme, %

OOpaboTka  pe3yabTaTOB  MPOBOAWIACH C  YYETOM  TIOJIOKCHHM
I'OCT ISO Guide 35 [181]. CrangapTHOE€  OTKJIOHEHHME  COCTaBJISIOLIEH
HEONpPEACICHHOCTH arTecToBaHHOro 3HaueHuss CO 0T KpaTKOBPEMEHHOMU
HECTAOMIBHOCTH (Ssh,staby Y0) IPUHUMATIA PABHBIM CTaHAAPTHON HEOIPEACIEHHOCTH:

(ush,stab, %) .

Ssh,stab = ush,stab . (55)
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CyMMapHy10 CTaHJApPTHYI0 HEONPEACIICHHOCTh ATTECTOBAHHOIO 3HAYECHUS

CO orenuBazia 1no ee COCTaBJISIIOUIUM 0 Gopmyiie

CyMmmapHoe

3HadyeHus CO orneHuBaa o Gpopmyse

2

_ 2 2 2
uC - \/uchar + uh + ulong,stab + ush,stab >

cpenHee

KBaJpaTUYECKOE

_ 2 2 2
Sc = \/Schar + S + Slong,stab +s

2
sh,stab *

OTKJIOHCHUC

(5.6)

aTTCCTOBAHHOI'O

(5.7)

PaccuuthiBana pacmmpennyto HeomnpeneneHHocTh (U, %) u rpaHuilbl

norpemHocty (A, %) arrectoBanHoro 3uayenusi CO no popmynam:

U=k-u.,

(5.8)

rae k — xodpuIMeHT oxBaTa, YUCICHHO PaBHBIA 2 TMPU JOBEPUTEIHHON

BepostHocTu P=0,95;

A=2-s..

(5.9)

Taxum oGpazom 6wt paspaboran CO MaccoBOil T0IM BOABI B AWTUApPATE

MoJimoOgara

HATpUS

(Na2Mo0O4-2H,0 CO YHUNM)

I'CO 10911-2017.

MeTtponoruyeckue XapakTepuCTUKN TPUBEAEHBI B Ta0IHUIE 5.7.

Tabnuua 5.7 — Metponorudeckue xapakrepuctuku ['CO 10911-2017.

BOJIBI

AtTectyemast HNnTepBan ['pannubl Pacumpennas
XapaKTEPUCTHKA | JIOIYCKAaEeMBbIX JIOITY CKa€MBbIX HEOIPEICIEHHOCTD
3HAYEHUU 3HAYEHUU aTTECTOBAHHOTO
aTTeCcTyeMOu abCOIIOTHON 3HaueHus CO
XapaKTEPUCTUKHU HOTPEITHOCTH (k=2), %
CO, % aTTECTOBAHHOI'O
3HaueHuss CO
nipu P=0,95, %
MaccoBas gomas
14,70 — 15,00 +0,10 0,10

CpOK TOJIHOCTH yCTaHOBJIEH 12 mMecsIieB.
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Janubie CO no3BOJsIIOT 00€CeYUTh METPOJIOTHYECKYIO TTPOCIICKUBAEMOCTD
pe3yJbTaTOB OMpeaesieHus] BOJbl B (YHKIIMOHAIBHBIX MaTepHaiaX M YHUCTHIX
BenecTBax [35a].

5.1.2 CragmaptHele 00pa3lbl YUCTHIX BEHIECTB - (hapMalleBTHYECKUX

cyocTaHIu

B GonpmmHCTBE ClTy4aeB MpHU YCTAHOBICHUHM YUCTOTHI (HA3bIBAEMOM TAKKE
«MacCOBOM JIOJIM OCHOBHOT'O BELIECTBA», «MAacCOBOM [JOJEH JEUCTBYIOLIErO
BEILECTBAa») CTaHIApTHBIX 00pa3loB — (apMalEeBTHUYECKUX CyOCTaHUUN
11EJIeCO00pa3HBIM SBIISICTCS MPUMEHEHNE MeToAa MaTepuanbHoro oamanca «100 %
MUHYC CyMMa IpHUMECEei», OCHOBAHHOTO Ha XapakTepHU3allUd CTaHAAPTHOTO
oOpa3ia o pe3yJibTartaM U3MEPEeHHI OTJeabHbIX rpynn npumecei [190], oqna u3
npuMecel, U 3HauuTeNbHas, Boja. Vcmoap30BaHne JaHHOTO KOCBEHHOTO CIoco0a
OILICHKH MacCOBOM JJ0JIM OCHOBHOTI'O BEIIECTBA IMO3BOJISET, BO-TIEPBHIX, TOATBEPIUTH
pe3yNbTaThl, MOTYyYaeMbIe TUTPUMETPUCH (WM IPYTUM METOJIOM, MPUMEHSICMbBIM
IIPU TPSIMOM YCTAHOBIIGHUU YHCTOTHI, HO BCE K€, APYTH€ METOJIbI, OTIUYHBIC OT
TUTPUMETPHUH, TPUMCHSIOTCS PEXKE), BO-BTOPHIX, IMPOBEPUTH PEATN3yEeMOCTh
METOJIOB OIICHKH BCEX MpHUMECEH, U, B-TPETbUX, OOCCIEUYHUTh MPOCICKUBAEMOCTh
arrectoBaHHbIXx 3HaueHuil CO. IlpuMep naHHOrO MOAXO0/Ja K YCTAHOBIICHUIO
grctoThl CO (apmanieBTHUECKHX CyOCTaHIIMI METOIOM MaTepHabHOTO OanaHca,
Py KOTOPOM YUYHUTBIBAETCs BOJIa, KaK OJHA U3 mpumecel uznoxkeH B [13a, 14a]. B
kaduectBe wMmatepuaia CO BblOpaHa cyOcCTaHIMST THAMUHA THUIPOXJIOPUIA
(3-[(4-AMUHO-2-METHIIIUPUMUIUH-S-WIT)METHI | -5-(2-TUAPOKCUITHI )-4-METHIT-
1,3-Trazon-3-uit xjJopuaa ruIpoxIopua (1:1), C12H17CIN4OS-HC),
npeACTaBisonias co0oi Oenblii KpUcTaTMYecKuil mnopoimok. B tabmume 5.8

pPUBEJACHBI METOJIbI, pUBJICUeHHbIE Tpu xapaktepu3anuu CO u BbIOpaHHBIE B
cooTBeTcTBUM ¢  ¢apmakoneinot crarbeit  @DC.2.1.0188.18 «Tumamuna

rugpoxsopu» [237].
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Tabmuua 5.8 — JlomycTuMble 3HAY€HHS MAcCOBOW JIOJIM INpPUMECEH

OCHOBHOTI'O BCIICCTBA B CY6CTaHHI/II/I THAaMHWHA T'MAPOXJIOpHUaa

IToka3arenb JlonycTumple 3HaYEHUsI MacCOBOM Meron usmepenui
noiu, %
BricokoappexTrBHAsS
PoncTBennnie b
He 6oiee 1,0 SKHJIKOCTHAS
IPAUMECH
xpomarorpadus
TutpoBaHue Mo METO
Bona He Ooitee 5,0 p y
Kapna ®@umepa
CynbgaTHas 30ma He Oonee 0,1 TepmorpaBumeTpus

OcraTouyHbie o k;maccam TOKCHYHOCTH
I"a3oBas xpomaTorpadus
OpraHUYecKue 1 xnace: 10 2 — 4 ppm
[Toreps B Macce mpu
pacTBOPUTEH 2 xiacc: 10 50 — 3000 ppm
BBICYIIUBAaHUU
[204] 3 knacc: 1o 5000 ppm
He meHee 98,5 u He 6onee 101,0 %
THAMUHA TUAPOXIIOpUIa
Ocnogroe C12H17CIN4OS-HCl B nepecuerte Ha Turpumerpus
BEIICCTBO 0E3BOIHOE M CBOOOTHOE OT OCTATOYHBIX
PacTBOPUTEIIEH BEILIECTBO
M&CCOBYIO HJOJIIO OCHOBHOI'O BCIICCTBA CY6CT3.HHI/II/I THaMHWHA

ruapoxaopuna Wo, KOCBEHHBIM CIOCOOOM pacCUMThIBAJIA IO (opMyIie

rac Wprn — maccoBas A0JIA pOACTBCHHBIX HpHMGCGﬁ;

%Bl =100—(Wy +VVHZO +Wes o),

WHZO — MaccoBas J0JIs BOJIBI,

W3 — MmaccoBas 1011 CyJib(aTHOM 30JIbI;

(5.10)

Woop — MaccoBasi J0JIsl OCTaTOYHBIX OPTaHUYECKUX PACTBOPUTEIIEH.

CBojziHbIE pe3yibTaThl U3MEPEHUN MACCOBOM [OJIM TPyNI NpUMEce B

CcyOCTaHIIMU TMAMHHA TUJIPOXJIOPUAA U PACCUUTAHHOE 3HAYEHUE MAcCOBOM J0OJHU

OCHOBHOT'O BEILIECTBA B COOTBETCTBMM € ypaBHeHHeM (5.10) mpencrtaBiieHbl B

tabmune 5.9.
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Tabnuma 5.9 — PesynpraThl Xxapakrepuzanuu CO THaMHHA THAPOXIOPUAA

N3mepenHble 3HaUCHUS Pacmmpennas
['pynmna npumeceit MaccoBOi nonu, % | HeompeaeneHHOCTh (k = 2),
%
Poxacreennsie mpumecu 0,116 0,010
[ToTepst B Macce npu
2,50 0,08
BBICYILINBAHUU
CyJIB(l)aTHaSI 30JIa 0’012 09009
OcraroyHble OpraHNnYECcKUe YUUTBIBAIOTCS
pacTBOpUTENN COBMECTHO, KakK YUYUTBIBAKOTCSI COBMECTHO,
IIOKa3aTesb MoTeps B | Kak M0Ka3aTellb OTEPS B
Bona Macce npu MaccCe IpH BBICYIIMBAHUU
BBICYILINBAHUU
TramuHa ruIpOXIOpU 97,37 0,08

3adactyto 17 papManeBTHIECKUX CyOCTaHIINI B KAU€CTBE IOMOJHUTEIbHBIX
METO/IOB, JUJIi YTOYHEHHUS pEe3yJbTaTOB M3MEPEHUN COAEpKaHUA BOAbI U
OCTaTOYHBIX  OPraHWYECKUX  PaCTBOPUTEIEH, MPUBJIEKATUCh  METOJbI
TEPMOTPaBUMETPUUECKOTO aHanusa C MacC-CIEKTPOMETPUUYECKUM
nerektupoBanueM (TT'A-MC), a Takxe MeTO 1l BEICOKOI((DEKTUBHOM KUIKOCTHOM
xpomarorpadpun ¢ auOAHO-MAaTpu4HBIM JeTekTupoBanueMm (BIOXX-IMI) wu
ra305kKUJIKOCTHON xpomarorpaduu C MaccC-CIEKTPOMETPUUYECKUM
JNETEKTUPOBAHUEM.

Ha pocrarouno comumuom crucke cyOcrannumii (Tabnuma 5.10) B paborax
[18a, 19a] mokazaHo npuMeHEHUE AOMOJHUTEIBHBIX METOAOB IIPU XapaKTepU3aLUH
(YCTaHOBIIEHUM YHUCTOTHI) CTaHAApTHBIX oOpasmoB. Ilpu paccMoTpenun
pe3yibTaTOB OMpEAeNeHUs BOJbI, OCTATOYHBIX OPTaHMYECKUX PACTBOpPUTEICH U
MacCOBOM J10OJIM OCHOBHOI'O BEIECTBA MOKHO 3aKJIFOUHUTh, YTO IPABUMETPUUECKUN
METOJ| ONpEAeNIeHUs BOJbl BbICyllMBaHuWEeM mnpu Temmeparype 105 °C
JNEHUCTBUTEIBPHO HE BCErJa MPUMEHUM IO CIEAYIOUUM HpuYuHaM. Bo-nepBbix,

MCTOJl IMO3BOJEICT OIPCACIIATH COACPKAHHUEC BOAbI TOJBKO B CyMMC C JPYIUMHU
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JETYYUMHU KOMITOHEHTaMH, COJICPKAIIUMHUCS B CyOCTaHIIUHA TOMUMO BOJIBI, TAKUMU
KaKk ocTaTouHble opraHudeckue pactopurenu (OOP), a Ttakxke neryuue
HEOPraHUYECKUE COCIUHEHUS. BO-BTOpBIX, BBICYIIMBAHWE MOKET MPUBOJAUTH K
Pa3NOKEHUIO WJIM OKHUCIECHUIO BEIIeCTB. B-TpeThux, HEKOTOphIe CyOCTaHIINH
MMEIOT HU3KUE TeMIIEpaTypbl IU1aBiIeHUs U npu HarpeBanuu 10 105 °C npoucxoaur
X T[UIaBJIGHHWE, BEpOsiTHA 4dacThyHas JecTpykius. [Ipumenenue cmocoOa
BBICYILIMBAHMS B BAKYyM€ MO3BOJISIET CHU3UTH TeMIepaTypy cyumku a0 60 °C, Ho u
B 3TOM ClTy4ae ONpeeieHue BOAbI 110 MOTEPE B Macce MPU BHICYIIMBAHUU HE BCET1a
ObIBaeT MPUMEHHUMO, TaK Kak cyOctaHuus moxer coaepxkatb OOP, umeroniue
HU3KHUE TEMIIEPATyPhl KUTIEHUS, UCTIAPEHNE KOTOPHIX MPHU BHICYIIMBAHUHA, OCOOCHHO
B BaKyyMe, Takxke npoucxoduT. Vcnosb3oBaHre TUTPOBAHUS peakTuBoM Duiiepa
OTPAHUYECHO BO3MOKHOCTBIO MPOTEKaHUs MOOOYHBIX PEeakluil (Iake, Hampumep,
JUIsi  ciydas ~CyOCTaHLMi, TPENCTAaBICHHBIX KPUCTAUIOTHUApATaAMU), WIH
OTpaHUYEHO HEPACTBOPUMOCTHIO CyOCTaHIIMM B METAHOJIE.

Tabmuma 5.10 — Pesynbrarsl ompeeneHuss Bojabl U uaeHtudukaiuu OOP B

dapmarneBTHYECKUX CyOCcTaHIIUSIX — MpHU XapakTepuszaiuu CO

[Toreps MaccoBas
Temneparypa WNnentudukarms
B Macce MpH | A0Js BOJbI
CyOcranmus TJIABJICHUS, OOP
oC BbIcylIMBa- | no dumepy,
Huu, % %

1 2 3 4 5
A3UTpOMUIIMHA 126 404 4,48 2-IIponaHosi,
JUTHIpAT poIaH-2-0H
No6ynpoden 75-78 0,24 - HEe 00HApY)KEHO
Jlozapran kanus 264-268 0,14 - HEe 0OHapY)KEHO
D1yKOHA30J]1 138-140 - 0,15 HE 00HAPYKEHO
buconpomnona 101-105 0,08 0,04 2-nponaHod,
dbymapar nponaH-2-oH
Kaomuporpena 210 - 0,11 HE 0OHApPYKEHO
cysibar
Hponpanonona 163-166 0,067 - 2-TponaHo
TUAPOXIIOPUT
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Oxkonuanue Tadmuie 5.10.

1 2 3 4 >
OHananpuna 142-147 0,053 0,031 He 0OHapyKEHO
MaJiear
Owmenpason 156 0,088 - He 00OHapy)KEHO
Kanronpun 106 0,071 - He 00OHapYKEHO
AIIMKIIOBUD 255 5,19 5,48 HE 00HAPYKEHO
AMOpokcona 238-242 0,077 , 2-IIPOMAaHOI
THJIPOXJIOPUT
AcnupuH 135 0,44 0,023 ATAHOBAS KUCJIOTA
[ uKa3u 181 0,061 - TWJIDTAHOAT
Huxiogenax 283-285 <0,001 0,052 MpoTaH-2-0H
HaTpUs
Aporasepuna 208-212 0,19 0,23 He 0OHAPYKEHO
THJIPOXJIOPUT
Keronpoden 94-97 0,063 0,013 HE 00HAPYKEHO
MeTpoHua3071 160,5 0,43 0,13 He 0OHApyKeHO
Hupunoxcuna 207 0,047 - HE OOHAPyKEHO
THJIPOXJIOPHT
Ilpoxanna 154-158 0,021 - He 0GHAPYIKEHO
THJIPOXJIOPH]T
Pubokcun 218 0,46 - 1-6yTano
(MHO3UH)

[uanokoGaIaMiH >300 3,16 3,46 [ponaH-2-OH
Keroponaka 165-169 0,014 . IpOIaH-2-0H
TpOMETaMHUH

JleBodnoxcanuna 99-10] 2,49 2,61 3TaHOI
reMHUTUIpaT

TnnoKaun 74-79 - 6,33 MpOIaH-2-0H
Jloparanun 134-136 0,036 0,012 TUJIITAHOAT
Merdopmuna 222-226 0,045 - JIUMEeTHIIAMUH
THJIPOXJIOPHT

[Tapanieramon 168-172 0,072 - HE 0OHAPYKEHO
Tunamuna 245-248 2,50 2,62 3TAHOJI
THJIPOXJIOPH]T

Llerepusuna 223 0,21 0,074 IpOIaH-2-0H
JUTHAPOXIIOPUA

Jlo3apraHa 163 0,056 0,0061 METHJIOCH30JT
npumech G

ITponpanomnon 99-101 0,18 0,070 JUXJIOPMETaH
npuMech A
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[Tpumepom paszpabotku CO ¢dapmareBTHUECKON CyOCTaHINH, SIBISIOMICHCS
KPUCTAJNIOTUAPATOM, siBiIsieTcs pa3paboTka CO MOHOTUApaTa JaKTO3bI.

B kauectBe matepuasia CO BbIOpaH BBICOKOUHCTBI pPEAKTUB D-JIaKTO3bI
MOHOTHUApaTa st Onoxumuu npousoactsa pupmsl Merck (I'epmanus), ocHOBHBIE
CBOMCTBA KOTOPOT'O MpeACTaBiIeHbI B Tabnuie 4.15.

Marepunan CO ObUT TIIaTETBRHO TiepeMeniaH u pachacoBaH MaCCOU
or 5 10 10T B CTekisHHBIE (IIAKOHBI C TEPMETUYHOW KPBIIIKOH, MPOIIECAININe
npenBapurenbHyto Y @-o6padotky B Teuenue 30 munyt. dacosky marepuana CO
ocyIiecTBIsIa B 00Kce abakTepralibHOM Bo3ayiHoM cpeasl bABHI-01-«Jlamunap-
C»-1,2.

KonuuecTBeHHOE oOmpeneseHue MaccoBOM JOJIM OCHOBHOIO BEIECTBA
(MoHormapata Jakto3sl) B Marepuaie CO ObUIO  BBIIOJIHEHO METOJIOM
HopoMmeTpuueckoro TtuTpoBaHuss. Yucrory wmarepuana CO oueHuna 4yepes
CONOCTABJICHHE  MPONOPLUUOHAIBHOW  3aBUCHUMOCTHM  MEXAY  pPacyeTHO-
HKCIEPUMEHTAIBHBIM U TEOPETUUECKUM 3HAUYCHUSIMUA KPUCTAILTU3AMOHHON BOJBI.
HccnenoBanre OJHOPOAHOCTH M cTabuibHOCTH Marepuana CO mnpoBoauiia ¢
yaetoM mnojoxkeHuir ['OCT ISO Guide 35 [181] mo cxeme oaHO(paKTOPHOIO
JUCIIEPCUOHHOIO aHajn3a aHajloruyHo paspaborke CO auruapara moiaubaara
Hatpus (5.1.1). 3HadueHus meTposiorndeckux xapaktepuctuk CO mpeacTaBieHbl B
tabnuiie 5.11. Pe3ynpTaThl pa3paboTKu npecTaBieHbl B myOaukanuu [ 13a].

Tabnuua 5.11 — Merponorunueckue xapakrepuctuku ['CO 11820-2021

I'panunel AOconoTHas
a0COJIFOTHOM pacuiupeHHast
ArtTectyemast ATTECTOBaHHOE MOTPEIHOCTA | HEONPEAECIEHHOCTD
XapaKTEePUCTHKA 3HaueHue, % aTTECTOBAaHHOTO | AaTTECTOBAHHOI'O
3HaueHus (pu 3HaueHus (pu
P =10,95), % P=095£k=2),%
MaccosBas gomus 99,7 0.7 0.7
OCHOBHOTI'O BEILIECTBA
Maccosas o 5.35 10,20 0.20
BOJIbI

CpOK rogHOCTH 3K3EMILISIpA yCTAaHOBJIEH PaBHBIM 12 Mecsnes.
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5.1.3 CranmapTHbsle 00pa3iibl IMUIIEBLIX OPOJIYKTOB U IMIPOIOBOJILCTBEHHOTO

CBIpbS

Pazpaborka CO coctaBa MSCHBIX NPOAYKTOB HEBO3MOXKHA B CHIY
HEOJHOPOJHOCTH U KOPOTKOIO0 CpOKa TOJHOCTH MaTtepuana. /(s BO3MOXHOCTH
co3ganusi CO mUIIEBBIX MPOAYKTOB, KOTOpble ObUIM OBl MPUMEHUMBI IS
aHAJIM3aTOPOB, OCHOBaHHBIX Ha Meroae MK chnekTpockonuu, uisi KOHTPOJS
TOYHOCTH pE3yIbTaTOB aHaJIU30B, MPOBOJAUMBIX PYTHUHHBIMH
TEPMOrpaBUMETPUUECKUMU METOJIaMM, ObLIO pelleHo B KauecTBe Marepuana CO
BBIOpATh TMO(PMIM3UPOBAHHBIC MTUTIEBHIC POTYKTHI.

[lo mpencraBieHHOW B JaHHOW pabOTe METONOJOTMU ObUIM BIEpPBBIC
pa3paboranbl CO nnopuIn3upoBaHHBIX MACHBIX MPOAYKTOB [20a].

Jnst MOATOTOBKHM OJHOPOJHOTO IO COCTaBy M IO COAEPKAHHUIO BOJBI
matepuana CO coctaBa msica, ObUTH BBIITOJTHEHBI CIAEAYIONMIUE ONIEPALUU:

- MSICO OCBOOOXAAETCS OT KOCTEH;

- pa3pe3aercsi Ha KyCOUKH pa3MEpoM CTOpPOH He Oosee 4 MM U THIATENIbHO
nepeMeIInBaeTCs;

- MsAco oxjaxpaaercs a0 temmnepatypsl (0 ... +2) °C u uzMmenb4aeTcs B 110
pa3mepa gactuil He 6oisiee 100 MKM;

- U3MEJIbYEHHOE MSICO PpACIPEIENSIeTC PAaBHOMEPHO IO TPEM JIOTKAM,
COOTBETCTBYIOIIMM TPEM MOJIKAM CYLIMJIKH, U 3aMOPAKUBAETCA 10 TEMIEpaTypbl
munyc 28 °C.

- IPOBOAMUTCS MpEABapUTENIbHAS JTHODUIN3AMSA [P TEMIIEpaType MHHYC
28 °C, naBnennu 0,47 mOap B TeueHue 12-15 gacos.

- MACO TIIATEIbHO TMEPEMEIIMBAETCS M  MPOBOJUTCA MOBTOpHAs
muodummsanus npu temneparype munyc 40 °C, nanenuu 0,040 mOGap B TeueHue
8 yacos.

- IMO(UIN3UPOBAHHOE MSICO MOBTOPHO M3MENBYAETCA U MPOCEUBACTCS Ha
CUTO C HOMUHaJbHBIMU pazmepamu ssueek 0,500 mm.

- TMPOBOAUTCSA OKOHYATENIbHas JuoduiIM3anus Marepuajia obOpasla mpu

temriepatype munyc 40 °C, nasnennu 0,040 mOap B TeueHue 8 4acos.
178



PesynbTarsl pacyera moTepu mMacchl oOpasina msica Kyp A KaxAoro JOTKa

(Kax 10 MOJIKK) B Mpolecce TMOPUIbHON CYIIKHU MpecTaBiIeHbl B Ta0mume 5.12.

[Tocne yero moAroToBIEHHBIM MaTepuall — MOXKET ObITh 00BEIUHEH (CO BCEX

TpeX JIOTKOB), @ MOTYT OBITh HCIIOIB30BaHbI OTNEIbHO. [IpoBepka oqHOPOAHOCTH

IMPOBCIACHA B COOTBCTCTBUU C AJITOPUTMOM, IIPUBCACHHLIM B 221, OCHOBAHHBIM Ha

[237].
Tabnuna 5.12 — Pe3ynbrathl pacuera moTepy Macchl B mpolecce JTHopuin3anum
Macca notka ¢ | Macca notka ¢| Iloteps Macchl | OTHOCHUTENBHO
Macca
No ycToro oOpasiom 10 | obpasiom mocie obpasna mocie | € CKO notepu
TTOJIKH TuoQuIn3auy, JUOGUIN3ALNY, JTUOPUIH3ALUHU,l B MACCE MEKIY
TloTka, T r r % nmoyikamu, %
1 OTAII
1 245,20 455,65 389,95 31,22
2 246,70 479,85 418,85 26,16 14,1
3 243,65 497,35 437,05 23,77
2 OTAII
| 245,00 340,35 319,80 21,55
2 246,00 362,60 329,70 28,22 15,2
3 243,20 378,55 339,85 28,59
3 OTAII
| 245 320,75 318,25 3,30
2 246 330,4 326,65 4,44 0,60
3 2432 3404 336,95 3,55
OBULIEE 3A 3 OTAIIA
1 245,20 455,65 318,25 65,29
2 246,70 479,85 326,65 65,71 1,33
3 243,65 497,35 336,95 63,22

PM onpenenenusi MaccoBOM 1011 BObI B JIMO(UIUZUPOBAHHBIX MPOIYKTAX

OB UCIIOJIB30BAH MPHU pa3padO0TKe CTAaHJAPTHBIX 00pa3OB YTBEPKACHHOTO THUIIA,

MIPUBEJICHHBIX B Tabuie 5.13.

Tabnuua 5.13 — CO coctaBa NUILEBBIX NPOAYKTOB CYyOIMMAMOHHON CYIIKH

Homep I'CO

Huanexc CO

Onucanue CO

I'CO 11274-2019
I'CO 11275-2019
I'CO 11276-2019

I'CO 11687-2021

MII-1-1 CO YHUMM
MII-1-2 CO YHUMM
MII-1-3 CO YHUM
PII-1 CO YHUUM
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B npanspix crapmapTHeix obOpasmax mo PM omnpenenenus Boabl Obuin
YCTaHOBJIEHBI OJIHOPOJIHOCTh, CTAOMIIBHOCTD, COICPKAHUE BO/JIbI, @ aTTECTOBAHHbBIE
XapaKTepUCTUKHU — MaccoBas JoJis a3oTa (Oernka), Kupa, MepecUuThIBAIOTCA Ha
cyxoe coctostare. Jx3eMiuisip CO mpeacTaBiasieT co00i M3MENbYEHHBIN TPOTYKT
CyOnMManMOHHOM  CylIKM, pachacoBaHHBI B  JIBOWHBIE  TIe€pPMETHUYHbBIC
NOJINATUIIEHOBBIE WJIM METaJUIM3UPOBAHHbIE MakeTbl. PacoBKa CTaHAAPTHOTO
obpasna ocymectBiasiercs or 20 r©  (KOJWYECTBO, HEOOXOIUMOE IS
BOCIIPOU3BEIEHUS BCeX 3asdBiIeHHbIX xapakTepucTuk CO) no 100 r B 3aBUCHUMOCTH
OT TpeOOBaHMI 3aka3uvka. METpPOJIOrH4YeCKuEe XapaKTEPUCTUKH CTaHJIApPTHBIX
00pa3IoB mpejcTaBieHbl B Tadaumax 5.14 u 5.15.

Tabmuua 5.14 — Metponorudyeckue xapaktepuctuku CO cocTaBa MSCHBIX

npoaykToB cyonmumarimonHou cymku ['CO 11274-2019/T°CO 11276-2019

['paHuubl 10Oy CKaeMBbIX
3HAYECHUM aOCOIFOTHOM
HNurepsan
ArtTectyemast JTOITY CKAaEMBIX HOTPCIIOCTH
HNunexc CO (pacumnpeHHoM
XapaKTEePUCTUKA aTTECTOBAHHBIX HEOIIpEICICHHOCTH)
3HayeHun CO, % P
aTTECTOBAHHOI'O 3HAYCHUS
(mpu P =0,95), %
Mli-1-1 0,20 — 4,00 +0,08
Maccosas nois MIL-1-2
Bart MIL-1-3 4,00 —10,00 +0,20
M MII-1-1
acz‘;ﬁf‘aﬁ"“" MII-1-2 3,20 — 15,20 + 0,24
MII-1-3
MII-1-1
Ma"g;f}j‘;fj"“" MII-1-2 20,0 - 95,0 £1,5
MII-1-3
MII-1-1 5,0-15,0 +0,7
MaccoBas nois MIL-1-2
1
Kipa MII-1-3 15,0 — 40,0 +1,0
[Ipumeyanus:
'3HaueHns yKa3aHbI B epecyeTe Ha aOCOMOTHO-CYX0€e BEIIECTBO.
’Ko>ddpHImenT nepecyera MaccoBOM 0K a30Ta HAa MACCOBYIO JIOIO Genka — 6,25.
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Tabmuua 5.15 — Merposornueckue xapakrepuctuku CO coctaBa Quie

MuHTas cyonumarmonHoi cymku ['CO 11687-2021

Artrectyemas HNurepsan I'pannis Jlonyckaemsble
XapaKTEPUCTUKA | JIOMYCKAEMBIX JIOITy CKaeMBbIX 3HA4YECHUS
aTTECTOBAHHBIX 3HAYCHUI pacmMpeHHON
3Hauenuit CO, abCOIOTHOM HEONPEAECICHHOCTH
% MOTPELIHOCTH aTTECTOBAHHOTO
aTTECTOBAHHOTO 3HaueHus1 CO
3HaueHus: CO pu k=2, %
npu P=0,95, %
MaccoBas 1oasg 1,0—10,0 + 0,2 0,2
BJIarU
Macconas gons | 11,20 — 15,84 + 0,08 0,08
azora'
Macge";s; 20 70,0-99,0 + 0,5 0,5
Mac}‘l’(‘;ﬁj‘om 1,0 15,0 +0,4 0,4
IIpumevyanus:
13H21‘~I€HI/I$I YKa3aHbI B IICPECUCTC HA a6COJIIOTHO-C}’XO€ BCUICCTBO.
2Koa¢duImeHT nepecyera MacCOBOM J0JIH a30Ta Ha MAacCOBYIO 10O Oenka — 6,25,
3CYMMa SKCTPArupoBaHHOI'O CBA3aHHOTO U CBO60ILHOFO JKHPOB.

Cpoxu rogaoctu CO cocTaBa NUIIEBBIX IPOAYKTOB CYyOIMMAMOHHON CYIIKH
C aTTECTOBAHHBIMM 3HAYEHHUSIMM MAcCCOBOW JI0JIM BOJbl YCTAHOBJIEH 6 MeECSLEB.
Beimyck ykazanHpix CO Npou3BOAMTCA HA MNOCTOSAHHOM oOcHOBe, CO MmHMpPOKO
BOCTpeOOBaHbl, pe3ynbTaThl npuMmeneHus CO B cdepax pacnpocTpaHEHUs
rOCy/JapCTBEHHOM CUCTEMBI OOECIEUEHMsI €IMHCTBA H3MEPEHHM OIyOIMKOBaHBI
[21a-29a].

5.2 YcraHoBJieHUe METPOJTOTHYEeCKUX XapPaKTEePUCTUK
CTAHAAPTHU30BAHHBIX METOAUK

5.2.1 YTouHeHHE TapaMeTpOB H3MEPEHHUI, VCTAHOBJIEHHBIX B METOIUKAX.

OHGHKa XapaKTEPUCTUK YTOYHEHHOW METOAUKH

OngHuM W3 Ha3HayeHUM pe(epeHTHBIX METOAOB SIBJIAETCS YCTAHOBJICHHE

XapaKTEpUCTUK  NPAaBWIBHOCTA  PYTHUHHBIX  METOAMK  u3MepeHuil.  Tak,

pa3paboTaHHbli peEepeHTHBI METOA OmNpeleieHUus BOJAbl B  YIVISIX ObLI

HCIIOJIB30BaH  JUJIA  KOPPCKTHUPOBKHU  MMApPpaMCTPOB CYHIKH, YCTAaHOBJICHHBIX
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mexrocyaapctBeHHbIM cTtangapToM ['OCT 11014-2001 «Yrau Oypsie, KaMEHHBIE,
aHTPALIUT W TOPIOYME CIAHIIBL. Y CKOPEHHBIE METO/bI omnpeaesneHus Biaarn» [240].
JI71s1 TOJIHOTHI BBIACJICHUS BOJIBI U3 yTIIel OypbhIX BEICOKOTO BJIArOCOACpKaHUS, IPU
ATOM, BO M30€KaHWE CHUTyaIlldd BO3MOXXHOTO OKHCJIEHHS KaMEHHBIX Yyrjed ObLIn
YCTaHOBJICHBI MMapaMeTphl CYIIKH — YTOYHEHBI TpeOOBaHHUS K BO3AyXOOOMEHY B
KaMmepe Cymku (yCTaHOBIIGHO TpeOOBaHWE NMPUMEHEHHS MIKa(OB CYNIMIBHBIX C
NPUHYAUTEILHON BEHTUJISAILIMEH), TUaMETpy OFOKC, YBEIMYCHO BPEMS CYIIKH JJIs
yIJied  BBICOKOTO  BiarocojiepkaHusi. MeTpoJIOTHYECKHEe  XapaKTePUCTUKU
CTaHAAPTU30BAaHHOW METOJUKH YCTAHOBJICHBI C TNPUMEHEHHEM pedepeHTHOTO
METO/Ia B KQYECTBE METOJIMKU CPaBHEHUS B COOTBETCTBHMM C pazzaeinom 7 [216]. B
KauecTBE OOBEKTOB MCCIEAOBAaHUN OBbUIM BBIOpAHBI YIJIM pPa3HBIX MapoK W,
COOTBETCTBEHHO, Pa3HbIX BIIarocojepkanuii (tadbiuia 5.16), moAroTOBICHHBIX IS
ompeesieHus oOIIel BJIaru — T.€. pa3MepoM 4acTull He 6osiee 3 MM.

Tabmuua 5.16 — IlpoObl yriield, HCHOJB30BaHHBIX JJII KOPPEKTHPOBKH

napaMeTpoB CYUIKH B CTAHAAPTU30BAHHON METOANKE

Yromub, mapka Jnara3oH coaepxaHus BOIbI B yIJIE

VYroinb Oypsiit b ot 40 o 47
VYroub Oypsrit b or 8 1o 11
Jluraur ot 30 o 35
VYronp kaMmeHHbIH /] ot 13 10 19
Vroap xamenHsiii KO oT 2 10 8

Yrouabs kamenHbin K+ K or 7 no 10
AHTpanut or 10 no 14

Pesynbratel uccnenoBanuii omyonukoBansl [15a, 16a], a Takxke B dopmare
u3menenuit kK [OCT 11014-2001 [241] BBenensl B aeiicTBue Ha Tepputopuu PO ¢
01.12.2017 (MYC Ne 8, 2017 r.) IIpukazom Poccranngapra ot 26.04.2017 N 326-cr.

5.2.2 Pa3zpaboTka U YCTAHOBJIEHUE XaPAKTEPUCTUK IKCITPECCHBIX METOIUK

5.2.2.1 B mnpouecce paboThl HajJ KOPPEKTUPOBKOM MEKIOCYIAapTBEHHOTO

CTaHJlapTa, PETJIAMEHTUPYIOIIEr0 SKCIPECCHBIE METOJbI OIpeeeHUs BOJbI B

182




YIIsiX, ObLIa NpeasiokeHa pa3paboTka eme OAHOr0 3KCIPECCHOr0 METOoa
onpenereHus: BOJIbl, HE TPeOYyIOUIEro BHUMAaHUSI ONepaTopa Ha KakJOM JTarie
aHaiM3a, M MEHee JUIMTENIbHOrO — METOoJla TEPMOrPaBUMETPUUYECKOrO
uH(paKpacHOTO.

Jist pazpa®oOTKH SKCIIPECCHONW METOUKH ObUT MpoaHaan3upoBaH peiHOK MK
TI' BiIaromepoB, roCyAapCTBEHHBIA PEECTP CPEACTB U3MEPECHUN YTBEPKIAECHHOIO
TUNIa W YacTOTa IMPOBOJMMBIX TOBEPOK, OTOOpakaemblx B DenepanabHbIX
rOCyJIapCTBEHHBIX HMH(POPMAIMOHHBIX cUcTeMaX. bbpuUlM BBIOpaHBI ClIEIYIONINE
BJIArOMEPHI C PA3IMYHBIMUA TUIIOHATPEBATEISIMU

- HarpeBaTeJib B  KepaMU4ecKoil  oOoyiouke —  HMH(paKpacHbIe
TepMorpaBuMeTrpuueckue Biaromepel MA-45, MA-150, MA 160 npousBoacTsa
dbupmel «Sartorius Weighing Technology GmbH» (I'epmanus);

- HarpeBaTelb B MeTaUIMUecKod  obojmouke — TOH  —
TepMorpaBuMerpuieckue a"anuzatopel MA-30, MA-35 npousBoacTBa (Qpupmbl
«Sartorius Weighing Technology GmbH» (I'epmanusi), usmepurelb BIQKHOCTU
Becopot MJ33 mpoumsBonuctBa ¢upmbl  «Mettler Toledo Internationaly»
(IIBeitnapus);

- TAJIOTCHOBBIM HarpeBaTenb — a”anu3aTopbl BiaxkHoctu HRE3, HGO63,
HX204, mpousBoactsa ¢pupmsl «Mettler Toledo International» (I1IBetitiapus).

A TaKXke CO CIIEIYIOINMHU XapaKTEPUCTUKAMU:

- HauOOoJBIINHU Mpejen B3BeuBanus — He meHee 30 r;

- 1IeHa HAUMEHBIIIETO pa3psja B enuHuIax maccel — He 6onee 0,001 r;

- Tpezes abCOOTHON NMOTPeNIHOCTH B3BeuBanus — He 6osee 0,005 T;

- JIMana3oH 33aJaBaeMbIix Temmeparyp cymku — oT 50 °C go 160 °C;

- JIUCKPETHOCTh 3a/1aBa€MbIX TemIiepatyp cymku — 1 °C;

- KioBeThl (OIOKCHI) aJIIOMUHHUEBBIC [UJISI Pa3MEIECHUS AaHAIU3UPYEMOTO

oOpasua, AuameTpom He MeHee 90 MM.
Bribop  xapakTepucTMK ~ B3BEIIMBAaHHWS  BJIArOMEPOB  0OOCHOBaH

HEO0OXOIMMOCTBIO JOCTATOYHO TOYHOI'O, HEMIPEPHIBHOI'O U3MEPEHUS TOTEPHU MACChI
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— HE CKa4yKOOOpa3HOTO M AMCKPETHOCTHIO, KOTOpask MOXKET OOECHEeYUuTh pacyer
pe3yibTaTa U3MEpPEHUN MacCOBOM JIOJIM BOJIBI /IO COTBIX MPOIICHTA.

Br100p KIOBETHI aTIOMHUHUEBON U €€ ThaMeTpa — 00YCIIOBIIEH 0COOEHHOCTHIO
BoznericTBrs K n3nmydenus Ha BemiecTBO (HEBBICOKAs IPOHUKATOIIAS CIIOCOOHOCTh
UK wusnydenwus), a TakKe BBISIBICHHOE paHee NMpu padoTax C YIJISIMH BIUSHUE
TOJILUMHBI CJIOS YISl HAa MOBTOPSIEMOCTh IOJIYYaEMBbIX PE3yJbTaTOB ONpPENEICHUs
BOJIBI.

JUist pa3pabOTKU 3KCIPECCHBIX METOJUMK ObUIM BbIOpaHbl MpPOOBI YrieH,
yKa3aHHbIe B Tabnuie 5.16.

MeronamMu MaTeMaTHuecKoro nomcka Obljia BIOpaHa Macca HaBECKH, paBHAs
(10,0 +£ 0,5) r. Temneparypsl CyIIKHA BIOUPAIUCH MO CIAEAYIOIIHUM KPUTEPUSIM — OT
110 °C go 140 °C, HmwxHss Temneparypa o0yciIoBiieHa HEOOXOAUMOCTHIO TTOIBOIA
JOCTATOYHOT'O KOJIMYECTBA SHEPTUHU IS IEPEX0/1a BOJBI BBIX0/1a BOBI U3 KUJKOIO
B NapooOpa3HOe COCTOSIHME U JalbHEHIIero yJajleHuss W3 oObema yris,
temmneparypa 140 °C mpeacraBiseT cobol orpaHUYEHHE CBEPXY, 00YCIOBICHHOE
obecrieueHrneM 0€30IaCHOCTH — UCKITFOYEHUEM BO3MOYKHOT'O CAMOBO3TOPAHUS YTJIS.

[ToaroToBieHHass mpoba yriisi Ha MEPBOM 3Talle MOJABEprajlach NpPOBEPKE
poOOMOITOTOBKH, Kak moka3zaHo B 3.2.2. [ImaH mpoBOJUMBIX SKCIEPUMEHTOB 10
ONpEEICHUIO MapaMeTPOB METOMKH U3MEPEHUI Ha BIarOMepe Ka)A0ro TUa ObL1
COCTaBJIEH B COOTBETCTBUU C [242-245, 270, 271] 1 KpaTKo Mpe/ICTaBIECH HUXKE.

[IpoBonuna ompenereHUe MacCOBOM JOJM BIard 4YeThIPEX IPYIIT HABECOK
YTJIS TIO YEThIPE HABECKU B KaXKJI0M TPYIIIE COIIACHO MPH CIECTYIOUINX YCIOBHIX:

- temneparypa cymku - 110 °C, 120 °C, 130 °C;

- BpEMsI CYIIKH - 10 TOCTOSSHHOM Macchl (pexxum "0.0 min").

Jasiee BpIUKCISIA CIEAYIOIIME BEJIMYMHBL: CPEAHEE 3HAYEHUE PE3YJIbTaTOB

ONPENEIICHUI B TPYIIIIE U TUCIIEPCHUIO B Ipynne npu temmeparype 7;

W= L>w, (5.10)

1
l’l[ j=1

g = ;_12” (Wr-Wr) (5.11)
j=1

i
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rae i=1...n,

Wri — pe3ynbTaT olpeieaeHus B IpyIle Ipy TeEMIepaType,

S7i - nucnepcus B rpynne npu remneparype 715,

Wi - pe3ynbTaT e IMHUYHOIO OIIPEIEIIEHNS] MACCOBOM JIOJIM BOJIBI B j - HABECKE,
HOJIyYE€HHOW IIpU TeMIeparype cymku 7.

Janee npoBepsiyia TUIIOTE3Y O paBeHCTBE aucnepcuu S;. Ecnu ata runoresa
HE TMOATBEPXAAETCA, TO HM3MEpeHHs MpoBoAwia 3aHoBo. Ilpu sTOM Oosee
TUIATEJIBHO MPOBOAMIIA MPOOOMOATOTOBKY U U3MEPEHHMs], JOOMBASICh OJMHAKOBBIX
YCIIOBHUM (KpOME TEMIEPATYPBI CYIIKH) UX IPOBEACHHUS.

Ecau runoresa o PaBCHCTBC ,Z[I/ICI'[CpCI/Iﬁ hY IMPUHUMACTCA, TO paCCUUTBIBAJIA

BCIIMUUHBI.
n= Sn (5.12)
i=1
wr=13Sw, (5.13)
noic =
1 m
S = E;(”i -DSy, (5.14)
g = ﬁZni (Wr-Wr)? (5.15)
SZ
Fr = Sir (5.16)

i€ 71 - KOJIMYECTBO HABECOK B M TPYIITaX,
W — cpeanee 3HaU€HUE MO BCEM T'PYIINaM,
87 - CpenHss BHYTPUTPYIITIOBAS JUCTICPCHSI,
S>r - aucnepcus MexXay rpyImnamu,
Wi u Si paccuutsiBatot 1o popmynam (5.10) u (5.11) cooTBeTCTBEHHO.
Ecnu BeITTOTHSAETCS HEPABEHCTBO

Fr < Fy,,m-1,n-m (5.17)

TO Temneparypa cymku Tc= T i.
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Ecnu HepaBeHcTBO (5.17) He BBINOJHSAETCSA, TO U3MEPEHUS MOBTOPSUIA IPU
MEHBIIUX TEMIEepaTypax CYLIKH, O TE€X IOop, HoKa He OyAeT BBINOJIHATHCA
HEPaBEHCTBO.

[IpoBepka TeMIiepaTypHbIX PEKUMOB OCYIIECTBIIsIA Cpa3y s ABYX MPoO ¢
Pa3HBIMU 3HAYEHUSAMM BJIATH 110 TUAIIA30HY.

[Tpumepom mosrydaeMbIX pe3yabTaTOB U WIUTIOCTpaIliell BbIOOpa mapaMeTpoB
paboThI BilaroMepa (TemrepaTyphl CYIIKH) MOTYT CIY>KUTh JaHHbIE, IPUBEICHHBIC
B Tabimuax 5.17, 5.18 u 5.19. Ilpu pe3ynbTaTax, NOJy4EHHBIX MO PePEPEHTHOMY
Metony, st ipod Nel u Ne 2 cooTBETCTBEHHO, paBHBIX, 3,2% u 8,2%.

Tabnuua 5.17 — Pe3ynbratel, moixyueHHble mpu Beioope Temmepatypsl 115°C

Ne | Pesynbrarsl eqMHUYHBIX onpeAesieHnid | Pesxum paboThl Biaromepa
/T Ha Biaromepe, W,,, %
[IpoGa Nel [TpoGa Ne2
1 3,10 8,01 Temneparypa cymku 115 °C,
2 2,98 7,71 Kpurepnii ocranoBku: auto
3 3,01 7.89 PHTED /
4 2,80 7,92 Macca naBecku: (10,0£0,5)r
w,,=3,0 W..=79
Wi -W, = -0,2 Wi -W, = -0,3

Tabnuna 5.18 — Pe3ynbratel, moixyueHHble mpu BeiOope Temmnepatypsl 140 °C

Ne | PesynbTarsl eqMHUYHBIX onpeAesieHnid | Pesxum paboThl Biaromepa
n/n Ha Biiaromepe, W,,,, %

[TpoGa Nel [TpoGa Ne2
1 3,42 8,64 Temneparypa cymku 140 °C,
2 3,55 8,39 Kpurepuii ocranoBku: auto
3 3,38 8,54 Macca naBecku: (10,0£0,5)r
4 3,39 8,58

W, = 3,44 w,,= 8,54

W, -7, = +0,24 W, -7, =+0,34

Tabnuma 5.19 — Pesynbratel, monydensslie npu Beidope Temnepatypsl 130 °C
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Ne Pe3ynbTaThl €IMHUYHBIX onpenenaeHuil | Pexxum paboTsl Biaromepa
n/m Ha Biaromepe, W,,, %
1 3,12 7,90
2 3,04 7,83
Temneparypa cymku 130 °C,
3 2,95 7.92 pEIPREY
Kpurepnii ocranoBku: auto
4 2,90 7,62
Macca naBecku: (10,0£0,5)r
Wi = 3,00 Wi = 7,8
Wi 7 - -0,2 Wi _y7, -0,4

BriOpannbie mapamMeTpbl CYIIKH MPU ONPEACICHUH MacCOBOM JIOJM BJIard B

yrisix ¢ nomompo MK TIT BraromepoB ¢ pa3iauyHbIMU HMH(PpPaKpaCHBIMU

U3Ty4yaTeNsIMU MpeicTaBiIeHbl B Tabmuie 5.20.

Ta6muna 5.20 — BeiOpaHHbIe mapaMeTphl CYIIKH MPHU OTIPEACIICHUN MacCOBOM

nonmu Biarn B yrisx ¢ nomombro MK TID BmaromepoB ¢ pa3ivyHBIMU
UH(PAKPACHBIMU U3ITydaTeIsiMu
Temnepatypa cyuiku, °C
Harpesarens B Kpurepnii
Macca Harpesareinb B
METAJIINYECKOU ['ajloreHoBBIM | OCTaHOBKH
HAaBECKU, I KEpaMHUYECKOU
000JI0UKe HarpeBaTesb CYILKHU
000J10uKe
(TOH)
ABTOMATH-
10,0 £0,5 100 130 130
YECKUU

XapakTEepUCTUKM TOYHOCTH METOAUKU YCTAHOBJICHBI

C IIPUMCHCHHCM

pedepeHTHOr0 MeTo/la B COOTBETCTBUU C pazienoM 7 [216], xapaKTepUCTUKU

MPEUU3UOHHOCTH OIIEHEHBI MO MEXKJIa00paTOPHOMY HKCHEPUMEHTY C y4acTHUEM

HIECTH JIA0OPATOPHUIl U TpeX Mpod — yroib Oypbld, yroib KaMEHHBIA U aHTPALUT

(COOTBETCTBYIOIUX 00JIACTH MpuUMeHeHUs! cTaHaapta). Pazpaboranusii UK TT

METOJI 00ECTIeYNBAET MOIyYCHUE PE3yIbTATOB U3MEPEHUN MAacCOBOM JI0JIM BIIard B
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yrisix B nuamna3zoHe oT 1 % nmo 50 % maccoBoi jqoiu Biaru ¢ aOCOMIOTHBIMU
HOTPELIHOCTAMH, HE MPEBBIIAIONIMMY 3HAYEHUH, yKa3aHHbIX B Tabauue 5.21.
Tabmuua 5.21 — 3HaueHus noka3arenedl TOYHOCTH, MOBTOPSIEMOCTH U

BocnpousBoaumoctu MK TI' meTona onpeneneHust MacCOBOM JOJIM Blaru

[Toka3zarenp [Toxa3zarens [lokazarens TOUHOCTH
MOBTOPSIEMOCTH (CpeaHee BOCIIPOU3BOJAUMOCTHU (TpaHUIIBI, B KOTOPBIX
KBaJIpaTUYECKOE (cpenHeKkBapaTUYHOE | HAXOUTCS aO0COIIOTHAs
OTKJIOHCHHE OTKJIOHCHHE MOTPEIIHOCTh U3MEPEHUS
MTOBTOPSIEMOCTH ) BOCIPOM3BOJMMOCTH) | ¢ BeposATHOCTBIO P=0,95)
o, Op +A
0,35 0,50 1,2

B pamkax pa3paboTku rnmpoBejieHa orieHKa Bo3MokHOCTH nmpuMeHeHns UK TT°
METO/Ia U3MEPEHUN MACCOBOM JIOJIM BJAard B yIJsiX B KAYECTBE aJIbTEPHATUBHOIO
OCHOBHOMY BO3AyIIHO-TeroBoMy Metoy 1o 'OCT P 52911 [239] B cooTBeTCTBUU
¢ I'OCT UCO 5725-6 [271].

Pazpaborannass wMetonuka Oblla MpEIOCTaBlIeHa B JICUCTBYIOIIYIO
nabopaToputo U onpoOOBaHa Ha TpPEX YTOJBHBIX pa3pe3ax MpH J00bIYe yTiis
kameHHoro Kysnenkoro 6acceitna, Obu1o mpoananusupoBano 6osnee 100 pabounx
npo0, A UCKITIoUeHus TpyObIx ommOoK B mpoBeneHnu ananuza UK TI' metogom
po0y JOMOTHUTEIBHO aHAIM3UPOBAIN METOIOM TI0 CTAaHAAPTU30BAaHHBIM METOIOM
BO3AyIIHO-TemoBor cymku o 'OCT 11014 [240], npuMep MoJIy4E€HHBIX TaHHBIX
npeacTanieH B Tadnuie 5.21. Pe3ynbrarel onmpoboBanus pa3paboTaHHON METOIUKU

IMMO3BOJIMJIN CACIATH BBIBOJ O BO3MOKHOCTH CTAaHAAPTU3AIHH.

188



Tabnuma 5.21 — Pesynbratel, nonyuennslie npu Bueapenun UK TI™ metona

OIIPCACIICHUA MaCCOBOM JOJIN BOJBbI

Homep | Pesynbrarel onpenenenust | Pe3ynbTaThl onpeneneHus > L =
u mudp | BOABI C UCIIOIH30BAHUEM 110 g o b = g
POGHI VK TT TOCT 11014 [240] SEEE _| £
() g [ea Pl E [}
=585 £
s s 38 |8 5 52 | BE=z85| 2
0 0 Tz 0 4 o T ¥ 5 a0 = s
S S H 9 B — S S S 0 = X &2
> > o Z > > L X o g o o
3 3 5 = 3 3 52 3 e | &
~ ~ » ~ ~ ® A S o
1 2 3 4 5 6 7 8 9
6929 8,9 8,86 8,88 8,66 8,78 8,72 0,04 0,16
JICOMCIII
6937 10 9,86 9,93 9,66 9,58 9,62 0,14 0,31
JICOMCIII
2552 10,7 10,67 | 10,69 10,39 10,44 10,42 0,03 0,27
JICP
2553 11,7 11,56 | 11,63 11,43 11,56 11,50 0,14 0,13
JIrP
2555 10,4 10,22 | 10,31 10,09 10,11 10,10 0,18 0,21
JIrP
2556 10,65 | 10,61 | 10,63 10,42 10,38 10,40 0,04 0,23
JIrP
C 3838 9,8 9,78 9,79 9,64 9,68 9,66 0,02 0,13
Y849 10,18 | 10,16 | 10,17 9,98 9,99 9,99 0,02 0,19
2703 9,7 9,66 9,68 9,55 9,51 9,53 0,04 0,15
JICOMCIII
2712 11,03 | 10,97 | 11,00 10,81 10,8 10,81 0,06 0,20
JIrP
2714 11,06 | 11,01 | 11,04 10,76 10,73 10,75 0,05 0,29
JIrP
6999 11,19 | 11,09 | 11,14 10,77 10,81 10,79 0,1 0,35
JIrP
C3961 10,11 | 10,06 | 10,09 9,98 9,93 9,96 0,05 0,13
C3962 8,73 8,86 8,80 8,64 8,66 8,65 0,13 0,15
C3964 13,12 13,1 13,11 13,02 12,95 12,99 0,02 0,13
T 950 14,68 | 14,46 | 14,57 14,33 14,36 14,35 0,22 0,23
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OKOHYaHMe Tadmnel 5.21

1 2 3 4 5 6 7 8 9
T9l6 10,6 10,56 | 10,58 10,35 10,38 10,37 0,04 0,22
JITOMCIII
C 3880 9,01 8,86 8,94 8,81 8,82 8,82 0,15 0,12
2760 9,48 9,46 9,47 9,29 9,31 9,30 0,02 0,17
JIrP
C4037 | 13,00 | 12,96 | 12,98 12,81 12,79 12,80 0,04 0,18
C 4051 8,33 8,36 8,35 8,3 8,27 8,29 0,03 0,06
C4052 | 11,19 | 11,26 | 11,23 11,01 11,11 11,06 0,07 0,17
C4057 | 10,49 | 10,39 | 10,44 10,28 10,33 10,31 0,1 0,14
C 4063 8,9 8,84 8,87 8,81 8,79 8,80 0,06 0,07
C 4066 9,64 9,56 9,60 9,5 9,55 9,53 0,08 0,08
MaxkcruMaabHOE PACXOKICHUE MEXKIY Pe3yJIbTaTaMH MapaljeJIbHbIX 0,22
onpenenenuit UK TT metonom, %
HopMupoBaHHbIil pees NoBTOPsieMOCTH, %o 1,0
MakcumanbHOE OTKJIOHEHHUE pe3ylibTaTa onpeaeneHus Bojasl UK TT
METOJIOM OT pe3yibTaroB, noiaydeHHsix no I'OCT 11014 [240], % 0,35
HopmupoBaHHoe 3HaueHHe a0COIOTHOM MOTPeHOCTH, % 1,0

Pa3zpaboTtannas Metoauka opopmiieHa B paHTe CTaHIapTa U MpeicTaBieHa

yepe3 TEXHUYECKUI KOMUTET 1o cranaaptu3aunu TK 426 «M3mepenne BIaKHOCTH

TBCPABIX U CBHIIIYYHX BCIICCTB», a4 3aTCM IIPHHATA MC)I(FOCYI[apCTBeHHI)IM COBCTOM

110 CTaHAApTU3AIMH, METPOJIOTUU U CEPTUPUKALINU IO TIepenucke (MpoTokoi Ne 81-

ITot 27 okts16pst 2015 r.) c IPUCBOCHUEM COOTBETCTBEHHO HOMEPA M HANMEHOBAHUS

I'OCT 8.649-2015 «¥Yrmm Oypele, kKameHHble W aHTpanuT. WHPpakpacHbIN

TEPMOrpaBUMETPUUECKUI METO/1 onpeesieHus ooen Biarumy [273].

OngwIT HpOHO6OI[FOTOBKI/I U TPOBCACHHA aHAIM3a Ha COJACPKAHHA BOIbI

TOINIMBA TBCPAOTO MUHCPAJIBLHOI'O ITO3BOJHIIN ITPOJOJIKUTD pa6OTBI B HaITpaBJICHUH

CO3/IaHMsI CTaHJAPTHBIX OOpPAa3IOB yIJIeM U OTXOJOB UX J0OBIYH, OOOramieHus u

nepepaboTku [41a — 46a].
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5.2.2.2 AHanorn4Hplii KOMILIEKC pabOT ObUI BBIOJIHEH MpHU pa3paboTke H
cragaaptuzanuu Metoauku 'OCT P 8.894-2015 «I'CH. MoyiOKO M MOJIOYHBIE
npoayKThl. HMH(pakpacHblii TEpMOrpaBUMETPUUECKUI METOJ  ONpeaeseHus
MacCOBOM JIOJIM BJIary U CyXOTo BellecTBay [274] (YTBEpK/IEH U BBEJICH B JICUCTBUE
ITpukazom @enepanpbHOrO areHTCTBA M0 TEXHUYECKOMY PETYJIMPOBAHHUIO U
meTposioruu ot 9 centsaops 2015 r. N 1291-ct). Pe3ynbraTel BHEAPEHBI B IPAKTUKY

paboThI TabopaTopuil mpeanpusTuil U opranuzanuii [38a, 40a].

5.3 [IlepcnexkTuBHBbIe PpadoThl 1O NPHUMEHEHHUI0 Pa3padOTaHHBIX
pedepeHTHBIX METOA0B

5.3.1 Pa3zpaborka monensHelXx CO HAa OCHOBE KPUCTAIOTHIAPATOB

PazpaboTka cranmapTHbIX 0O0paslmoB JuTHIpaTa MOJUOmaTa HATPUS
(conmepxanue Boabl oT 14,8 % mo 15,0 %) u MoHOTHIpaTa JAKTO3BI (COJEpKAHUE
Boabl OT 5,0 % mo 5,5 %) crana cymieCTBEHHBIM IIAroM BHEpea B pa3paboTke
METOIMYECKOT0 U METPOJIOTUYECKOT0 00ECTICUeHHsI ONIPEACIICHUS BOJBI B YUCTHIX
BEILIECTBAX, [IPY ITOM JIOCTATOYHO MHTEPECHOM 3a/1aueil ocTaeTcs co3aaHue Habopa
CO, paBHOMEpPHO paCHpPEACIICHHBIX IO IUAaNa3oHy W3MEPEHUN MacCOBOUM A0JHU
BoAbl. [loCKOJBKY B KpHUCTa/UIOTHIpaTax MOTYT HaXOIUThCS pPa3zHOOOpa3Hoe
KOJIMYECTBO MOJIEKYJ BOJbI — OT KOJMYECTBAa, MEHEE, 4YeM OJiHa (Hampumep,
remuruapat cyibdara kameiiug CaSOs4-0.5H>,0) ngo naamaTté MOJCKYJT BOIBI
(manpumep, okxrtanekaruapatr MmetraBosibhpamara kamus KsHoWi2040- 18H20), TO
€CTh B IIMPOKOM JMamna3oHe cojepxanuili Bojabl. [Ipu BbrIOOpe Marepuana CO
JOJKHBI  OBITh YYTEHBl CJEAYIOIHUE (aKTOpbl: BBICOKAs CTaOMJIBHOCTh U
OJIHOPOJAHOCTh MaTrepuaja, TeMIeparypa yAaJeHUs BOJbl, COOTBETCTBHUE
KOJIMYECTBa YIAJICHHOW BOJABI XuUMHUeckoil (popmyne. KoHeuHO ke, Haumydmmm
matepuanoM i co3fganusi CO ¢ yka3aHHBIMU TPEOOBAHHSIMHU U C 0XKHJIa€MbIM
3HAYEHUEM MACCOBOM JI0JIU BOJIbI ABJISIIOTCS KpUCTaLIOruapaThl. Kak yka3piBaioch
BBILIE, B I1aBax | u 4, B iuTeparype NpUBOASTCS JIaHHBIE O TEMIIEpATypax KUIEHUS,
KpUCTAIIM3AllMM, TPU  OTOM  CBEICHHS 00  YCIOBHSX  JeruapaTaluu

KPUCTAUIOTUAPATOB COJEM WIEJNOYHBIX M IIEJIOYHO3EMENIbHBIX METAJIOB B
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CIIPAaBOYHON JHUTEpaType 3a4acTyl0 OTCYTCTBYIOT, JIMOO HOCAT OTPBIBOYHBIM,
WHOTJIa TPOTUBOpPEYMBBIM Xapakrtep. C 1elbl0 yTOYHEHUsT HHPOpMaLUU O
Pa3JIOKEHUM KPUCTALIOTHAPATOB TPU HArpeBaHUUM HEOOXOAMMO MPOBEJICHUE
JOIIOJIHUTEIILHBIX UCCIIEIOBAaHUM ¢ Hcnojib3oBanueM Metona TT'A-MC.

I[lo  pesyinbraTaM  JIUTEPATypPHOTO aHanuza  ObUIK BbIOpaHBI
KPUCTAJUIOTHAPATHI, NIepeuncieHHble B Tabnuie 5.22. Bpibop ocymecTBisuics mo
CIEAYIOUIUM KPUTEPHSIM:

1)  rtemmnepatrypsl Bbixoaa Boabl MeHee 250°C — uro0sl pa3padboTanubie CO
MOTJI OBITh WUCIIOB30BAHbI TSI KOHTPOJISI METPOJIOTHYECKUX XapakTtepuctuk MK
TI' BmaromepoB (s OpouUeAyp BajduAallMd METOJUK ONpeNeNeHUs BOABI B
JIEKApCTBEHHBIX Mpemaparax M CyOCTaHIMSAX, a TakXKe B Maccax s
TaOJIETUPOBAHUSA, TPEOYIOMUX BBICOKOW TOYHOCTH B CIy4yasX OTCYTCTBHUS
JIOCTATOYHOTO 3amnaca Jyisl JOTIOJIHUTEIbHON CTYIIEHU Mepeladyn €IUHUIBL, a TAKKE
NPUMEHSIEMBIX JIJII  ONpEACIICHUS pEe3yJIbTAaTOB MUIIEBBIX MPOAYKTOB H
IIPOJIOBOJILCTBEHHOTO CHIPbsl, OCOOEHHOCTH (DU3UKO-XUMHUYECKUX U (PU3UUYECKUX
CBOMCTB U COCTaBa KOTOPBIX TAKOBBI, YTO HET BOBMOKHOCTH CO3/IJaHUSI HA UX OCHOBE
matpuunblx CO, a opraHu3amusi KOHTPOJA pe3yJbTaTOB HeoOXoauma, |
€/IMHCTBEHHBIN BapUaHT — MPUOETHYTh K MOJIETIbHBIM BEIIECTBAM).

2)  JIOCTYNHOCTH BEUIECTBA U (WJIM) MaTepUala.

3)  KpuctajuiMueckasi CTpyKTypa — aMmMop(HbIe BEIIeCTBA M MaTepHabl
KpailHE CJIO)KHO TMOATOTOBUTH  JIOCTATOYHBIMHU O  HEOJHOPOJHOCTH U
CTaOMJILHOCTH.

HccnenoBanuss  TeMIeparypHOM  yCTOMYHMBOCTH  KPUCTAJJIOTHIIPATOB
MPOBOAMIIUCH CIIeAyIOmUM 00pa3oM. [lo TepMorpaBuMeTpruueckoil KpuBoH (zanee
— TI'-kpuBas) ompenensuiach moTepss Macchl oopasia. Ha ocHOBe OTHOCHUTEIHHOM
NoTepu Macchl 00paslla PacCUUTHIBAIOCH KOJWYECTBO MOJIEKYJ  BOJIbI,
UCIIAPAIONIUXCS Ha ONIPEACIEHHOM 3Tare HarpeBa. BeIOpaHHBIN pexuM U3MEepeHUI:
temriepaTypsbl oT 35 °C 10 250 °C co ckopocThio HarpeBa 5 °C/MuH; peKUM ChEMKU
Macc-CIeKTpOMETpa — MOHUTOPUHT BBIOPAHHBIX MOHOB, OXHUIAAEMbIX MpHU

BO3/ICIICTBUH HA MOJIEKYJTy Boabl: (m/z=16, 17, 18). B kauecTBe mpoayBOYHOTO ra3a
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ucnonb3oBaiu a3ot. st Beixoga TT'A-MC B pabounii pexxum, repej] NpoBeieHUEM

I/I3MepeHHﬁ IMpOBOJANJIACh KOPPCKIH:A, T.C. UBMCPCHUC 0a30BOM JIUHUU B YCJIIOBHAX,

HICHTUYHBIX YCIIOBUAM HW3MCPCHHSA, TAaKUM, KaK CKOPOCTb HaArpeBa, THII Irasa,

CKOpOCTh NIOTOKA rasza, THIl TUIJIsL, reomeTpus u T.4. [Ipumepsr Tepmorpamm,

IMMOJYUYCHHBIX IIPpU AHAJIMU3C TCMIICPATYPHBIX XAPAKTCPHUCTHK KPUCTAJLIOTUAPATOB,

IIPEACTABIEHBl Ha pUCYHKax 5.1 — 5.5. Ha pucyHkax nMCnonb30BaHbI CIEqyrOLIIME

0003HAaUEHHUA: 3€JICHBIM I[BETOM — W3MEHEHUE MAacChl MPOObI MpU HArPEeBaAHUMU;

TEMHO-CUHUM — CHUTHaJl Macc-IeTeKTopa i m/z=18 a.e.m.; ToqyObIM — CUTHaI

Macc-AeTeKkTopa sl m/z=17 a.e.m., (UOIETOBBIM — CHUTHAJI MacC-IeTeKTopa s

m/z=16 a.e.m., KpacHbIM — TeII0BoH 3 dekT nporecca. [Ipueaena nudopmarus o

IMOJIYYCHHOM B PE3YJIbTATC OKCIICPUMCHTA 3HAYCHHUN U TCOPCTHYCCKOM 3HAYCHHUU

MAaCCOBOM JIOJIM BOJIbI B KPUCTAILUIOTUIPATAX.
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Pucynok 5.1 — Tepmorpamma kanusi aBeJIEBOKUCIOTO 1-BOAHOTO
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Pucynok 5.4 — TunuuHasi TepMorpamma Kajaul-HaTpUsi BUHHOKHUCIIOTO 4-
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Pucynok 5.5 — Tunumynas TepMorpamMma aJlrOMHUHHUSI CEPHOKHCIOro, 18

BOJIHOT'O
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Tabnuma 5.22 — TemnepaTypsl JeTUapaTalii KPUCTAIUIOTHIPATOB

Haumenosaunue

Conepsxanue BoJibl, %

DKCIIepUMEH- PesynbTaThl  yTOUYHEHUS
KpUCTAIIOTHApPATA Teopetuueckoe
(XuMHYCCKas TaJbHOE (cTexuomerp.) TeMIepaTypHbIX
(bopmya) (H(l)\/l 'lg)A— 1231] [1apamMeTpoB
Tpu s3kcTpemyma BbIXOAA
gﬁ;%aggp“ 6,52 o1, mipu 131 °C, 240 °C
4,61 5,83 n 351°C. 3asepuieHue
MOHH6H€HOBO$HCHOFO 7,27 rporecca JeruapaTanuu
(NH4)sM07024'4H>0 npu 375 °C.
He TTOJITBEPIKICHBI,
SHJIOTEPMUYECKUI
Monorugpar  Kauus MAKCHMYM fiporecea
IHaBGJIeBOI;I/ICJIOI“O 9,79 9,78 ACTHIpaTaIiu o
KaCaOa HaO coorBerctByer 150 °C,
3aBeplIeHUuEe  Ipoilecca
JeruapaTanuu npu
180 °C
DHAOTEPMUYECKU
Hurunpar HaTpus MaKCUMYM JeTuJIpaTaiuu
MOJIMOI€HOBO- (1B€ MOJIEKYJIbI  BO/JIbI)
KHUCJIOTO 14,86 14,89 cootBercTBYeT 134 °C,
Na:MoO42H>0O 3aBEpIICHUE  Mpolecca
pu 160 °C.
ITonTBEpx)aEeHBI,
SHJIOTEPMUYECKUI
MaKCUMYM,
Terparuapar 00yCJIOBJICHHBIN
KaJIUsI-HATPUS Jeruaparauen
BUHHOKHUCIIOT'O 25,64 25,53 MOHOTHUIPATA,
KNaC4H40Os - 4H,0 3apEruCcTpUpPOBaH pu
132 °C. 3aBeplleHue
npolecca Jerujparaiuu
nipu 200 °C.
He MMOATBEPKICHO,
oOHapYKEHbI
AKCTPEMYMBI BBIXO/1a
Henrarunpar  meau Bosbt pu 112 °C, 134 °C,
CEpPHOKUCIION 34,95 36,08 146 °C. 262 °C 1 268 °C
CuSO4 SH2O ’ '

3aBepiieHue  Iporecca
JIeTUIpaTauu npu
300 °C.
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OxoHyaHue Tadauns 5.22

He IOATBEPKIECHO,
O0OHapy KEeHbI
Tpuruapar HaTpus IKCTPEMYMBI BBIXOJ1a
YKCYCHOKUCJIOTO 38,48 39,72 Bogel npu  100°C wu
C>H3NaO2-3H20 132 °C. 3aBepiieHue
nmpoliecca Jieruaparainuu
pu 170 °C.

Jlanubie paboThl ObIM HauaThl emie B 2016 T. ¥ 10 CUX MOp HE 3aKOHUYCHBI
[30a, 31a], mOCKOIBKY KPYT COEAMHEHUM, 00pa3yIOIUX KPUCTAILUIOTUIPATHI BEJIUK,
U 3Ta KaTeropusi XMMUYECKUX COEAUHEHUN MPECTaBISIET HUHTEPEC HE TOJIBKO IS
BJIarOMETpUU (IIPUMEHEHHE KPUCTAJUIOTHUIpaTa KaK MOJIEILHOIO BEIIECTBA IS
coznanust CO), HO ¥ B LEJIOM, XapaAKTEPUCTUKH TEPMOCTOUKOCTH XHUMHUYECKHX
COCIMHEHMM, BKJIOYas KPUCTAUIOTUIpAThl, BaXXHbl BO BCEX  AaCHEKTax
AHATUTHYECKOTO KOHTPOJISA, TpHU pa3paboTKe METOAWK, TMPU TOJATOTOBKE
XUMHUYECKUX PEAKTUBOB K aHamu3y MU T.O. IIpy mpoBOAMMBIX HCCIEIOBaHUIX
OTMEYAIOTCSI HETOYHOCTH, JaHHBIN (hakT, B MEPBYIO ouepe/lb, OOBSICHICTCS TEM,
OoJplllas YacTh CIPABOYHBIX JAHHBIX IO XapaKTEPUCTUKAM TEPMOCTOMKOCTH
BOKHEHUIINX XUMHUYECKHMX COCJMHEHUW TOJdy4YyeHa B TNPOUUIOM BeKe, Ha
000pyI0OBaHUM MEHEE TOYHOM, HE MO3BOJIAIONIEM PETUCTPUPOBATh HETPEPHIBHBIN
npouecc. Kpucramioruaparsl sBisitoTcst y100HBIM MaTepuaiiom ajst coznanus CO,
MOCKOJIbKY HUMEIOT HEU3MEHHBIH XUMHUYECKHM COCTaB C MpeAcKa3yeMbIM
MOBEJICHUEM, TIPH 3TOM OHU JIMIIICHBI TaK HA3bIBAEMBIX «MaTPUYHBIX» d(PPEKTOB.
Bricokass uncTOTa KpPUCTAUIOTHAPATOB OOYCIaBIMBAET BBICOKYID TOYHOCTH
OTpPE/CIICHUST BOJBI, a Pa3JIUYHOE COJIEpKAHUE MOJIEKYJ BOJBI B COCTaBe —
obecrieunBaeT MIMPOKUM NHAMA30H MO XapaKTEPUCTUKE MaccoBas A0Js BOJbl. B
tabmuie 5.23 OpeIsioKEHbl  KPUCTAIOTUAPAThl, KOTOpbIE MOTYT  OBIThH

HUCIIOJB30BaHbI AJIAA CO34aHUA COsB IIKUPOKOM JHAIIa30HC COI[Cp)KaHI/Iﬁ BOJBI.
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Tabnuma 5.23 — Beibpanusie BenecTBa s co3fanus Ha ux ocHose CO

XHUMHUYECKOE BEIIECTBO Xumnueckast Bona, maccoBas
dbopmyna noist, %o

Okcanar Kkanbus 1-BOIHBIN CaCy04°H>0O 9,78
Kannii niaBesieBOKUCIIBIN 1-BOTHBIN K2C204H,0O 12,33
Hatpwuii Monn01eHOBOKHCIIBIN Na;Mo0O4*2H>0 14,89
2-BOIHBIN

Kanuii-naTpuii BAHHOKUCITBIN KNaCsH40¢°4H20 25,53
4-BOIHBIN

Kenesnblii Kynopoc 9-BoHBI Fex2(S04)3°9H0 28,85
Mennblil Kynmopoc 5-BOJIHbBIN CuSO4¢5H,0 35,90
Hatpuii yKCyCHOKUCIIBINA 3-BOIHBIN C>H3NaO2+3H20 39,72
Amomunuii cepHokucibii 18-Bogubiii | Alx(SO4)3218H20 48,66
Maruuii CepHOKUCIIBINA 7-BOJIHBIN MgSO4¢7H,0 51,17

5.3.2 Paszpaborka MouenbHbIX CO Ha OCHOBE IOPUCTBIX CTPYKTYD C

IPUBJICYCHHUCM JaHHBIX COD6I_[I/IOHHOI>'I €MKOCTH, ITIOJTYYECHHBIX DKCIICPUMECHTAILHO

[IpumeHeHue 11e0IMTOB B KauecTBE MaTepuana-KanauaaTa as cozganus CO
comepKaHUs BOJBI C BOCCTAHABIMBAEMBIMH  CBOWCTBAMH  OOYCJIOBIICHO
CJIEIYIOIIMMHU CTPYKTYPHBIMU OCOOCHHOCTSIMH II€OJTUTOB:

1)  BbICOKas CTENEHb T'MApPATAIMU, TO €CTh CIIOCOOHOCTh aJCOPOUPOBATH
3HAYUTEITLHOE KOJIMYECTBO BOBI;

2) Majiasg IUIOTHOCTHP HW Ooibplumasg g0Jds CcBOOOJHOro oOnbeMa B
JETHIPATUPOBAHHBIX 00pa3Iax;

3)  CcTa0WIbHOCTh  KPUCTAUIMYECKONM  CTPYKTYpPHl  TIOCIE  TOJHOMU
JeTHIpaTaIiy;

4) cnocoOHOCTh K N30UpaTeIbHOMY HOHHOMY OOMEHY;

5) OAHOPOIHOCTH KaHAJIOB, UMEIOIIUX TUAMETPhI MOJIEKYJISIPHBIX pa3MEpPOB;

6) crocoOHOCTh aACOPOUPOBATH BOJASHON MHap;
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B wucxogHoM 1eonuTe, NpU HAXOXIACHUM HA BO3JyXe, aJCOPOLIMOHHBIE
MOJIOCTH II€OJINTA 3aMOJHEHbl BOJOW, TO €CTh HAXOAATCS B HEYCTOMYMBOM
TUAPATUPOBAHHOM COCTOSIHUU. Boja BHYTpHM MOJOCTE MOMKET W3MEHSThCA B
HIMPOKUX IMpeAesiax OT JKHUJIKOIO COCTOSIHUS 10 OTHEIbHBIX MOJIEKYJI,
KOOPAUHUPYIOLIMXCSI KapKaCHBIM KHCJIOPOJIOM M KathnoHamu. [lo 3Toil mpuuuHe,
nepes UCIOJIb30BAHUEM MOJIEKYJSIPHBIX CHUT, MPOBOJIAT IPEABAPUTEIBHYIO
TEPMUUYECKYI0 akTUBalMi0. C 1EIbl0 aKTUBALMU MOJIEKYJISIPHBIX CUT, HapHUMED,
NyTeM HAarpeBaHus WU NPOJyBaHUS I'a30M, MPOBOJAAT JAeruapaTanuio (yaaleHue)
C1a00CBsI3aHHBIX MOJIEKYJI BOABI M COPOMPOBABIINXCSI OPTAaHUYECKHUX BEIIECTB, YTO
OPUBOAUT K OOpPA30BAHMIO DPETYJISIPHONM MMOPHUCTOM CTPYKTYPhl MOJIEKYJISPHBIX
pasmepoB. Kak Obulo onucaHo paHee, Al OJHUX THUIIOB LIEOJIUTOB XapaKTEPHO
Cy)KEHHME IIOp IIOCie Jerujaparanuu, JApyrHe B pe3yibTaTe Jerujaparalnuu
MPETEPIEBAOT CYILIECTBEHHBIE W3MEHEHMS, YTO NMPUBOIUT K pa3pyLUCHUSIM HX
KPUCTAJUTMUECKON CTPYKTyphl. [lo 3Toil mpuumue, mpu BbIOOpE TUNA IIEOJIHTA,
pemaomuM  (HakTopoM, ONPENCNAIOIIUM MPUMEHEHHE 1I€0JIMTa B KayecTBE
Marepuana-kanauaara B CO coxepaHus BOJbI, BBICTYIAJIa HEU3MEHHOCTH €r0
CTPYKTYPBI [IOCJIE OJIHOW JeruapaTaluu.

JIns ueneil ucciieoBaHWS HAyYHbId W NPAKTUYECKU-3HAUYMMBIN HHTEpEC
NPEICTABISIIOT CHUHTETUYECKME MOJICKYJSIpHbIE cHUTa THma 3A, obnamaromue
CBOMCTBOM O0OpaTUMO# IETUAPATAIIMU U CITIOCOOHOCTBIO aJICOPOUPOBATH MOJIEKYJIbI
BOJIbI, KOTOPBIE MO CBOMM pa3MepaM HE MPEBBIIIAIOT JUAMETP BXOAHBIX OKOH,
paBHbI 0,3 HM. CTpyKTypa Kapkaca MOJIEKYJSIPHOTO CHTa THNA A MPEICTaBIIAECT
co0ol BOMHOE 4-X 4WIEHHOE KOJIbl0. MOJIEKYyJIIpHbIE CUTa TUIa A OTHOCATCA K
dbopmMaMm C HU3KUM cojaepxkaHueM kpemHus. IIpouecc ancopOumm Bonabl Ha
MOJIEKYJIIPHBIX cUTax Tuna 3A o0namaer psaoM XapakTepHbIX ocoOeHHocTel. Jlis
OOJIBIIMHCTBA MOJIEKYJISIPHBIX CUT THUIUYHBIM SIBJISETCS PE3KUH TIOIbEM U30TEPM B
00JacTAX MaJlbIX KOHLEHTpaUuMid MapoB BOJAbL, NpPH 3TOM aJIcOpOLHUOHHAs
criocoOHocTh nipu naBnenuu 130 — 260 ITa 6au3ka Kk aacopOIMOHHOM CTIOCOOHOCTH
Opy MaKCHMaJbHOM HackllleHHHd. Jlaxke B 00JacTM HU3KUX JIaBJICHUU

MOJIEKYJISIpHBIE CUTa TUIA 3 A TPOSBIISAIOT BHICOKYIO aJICOPOLIMOHHYIO CITIOCOOHOCTD
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no Boje. Eme ogHoll xapakTepHONW OCOOEHHOCTBHIO MpoIlecca aJcopOIuu MapoB
BOJIbI SIBJISIETCS TO, YTO aJICOPOIIMOHHAS] CIOCOOHOCTH MPAKTUYECKH HE 3aBUCUT OT
temrepatypbl. [Ipu temnepatype 100 °C u naBnenuu 1,3 klla ancopOunonHas
CIIOCOOHOCTH MOJIEKYJISIpHOTO cuTa pocturaetr 15 — 16 /100 r, maxe nmpu 200 °C
oHa erme 3gaynTenbHa — 4 /100 r.

DKCnepuMEHTAIbHbIE HCCIE0BaHUsl MaTepuana-kanaugata B CO Obuin
IIPOBEJICHBI C MCIIOJIB30BAHUEM CIIEYIOLIUX METOAOB: TEPMOTPAaBUMETPUUYECKOTO
aHaiM3a C  Macc-cnekrpomerpuyeckuMm  aerektupoanuem  (TI'A-MOC),
npUMeHsieMast ISl yCTAHOBJICHUS TEMIIEpATyphl JAera3aluu npoo, a TAKKe C LENbI0
YCTAHOBJICHUSI XUMHUYECKOI0 COCTaBa Mapo-ra3oBOM CMECH, MOIJIOMICHHOM
MOJIEKYJIIPHBIM CUTOM IPU XPAaHEHUH; KIMMaTHYeCcKas Kamepa JUisl HacChILEHUS
MOJIEKYJISIPDHOTO CUTa MPH 3aJaHHOM TeMIepaType U BIAXKHOCTHU C LEJbI0 aHAIN3a
COpOIIMOHHBIX CBOMCTB; METOJl BO3AYIIHO-TEIUIOBOM CYIIKH JUIsl OIpeaeNeHus
OCTAaTOYHOM BOJBI U yJIaJI€HUSI COPOMPOBABIIMXCA OPraHUYECKUX BELIECTB; METO]L
BAKYYMHOU CYLIKH JUIsl IPOBEJICHUS JIeTa3allii MOJIEKYJISIPHOTO CUTA B BaKyyMe C
LEbI0 MPOBEPKH MPEANOI0KEHHUSI O MOJTHOM OCBOOOXKIEHUU MOP U MOJHOTE MX
HOCJIEAYIOLIETO 3alOJHEHUs, a TaKXKe€ aHaJlIW3aTop YIEJbHOM ajcopOLMU rasos,
yAEIbHON MOBEPXHOCTHU, YACIBHOrO 00BbEMa U pa3Mepa MOp TBEPJbIX BEIIECTB U
MaTepHaJIOB, IPUMEHSAEMBIN JJI1 YCTAHOBJICHHSI COPOLMOHHBIX CBOMCTB LIEOJUTOB
110 BOJIE U 11O a30Ty.

B kauectBe uccnenyemoro marepuana-kanaugara B CO copep:kaHusi BOJbI
ObuIM BBIOpaHBI MOJEKYJApHBIE cuTa Tuma 3A B ¢opMe rpaHyl, MPOU3BOJCTBA
Sigma-Aldrich, CIIIA (ITaptust Ne 334286).

[Ipu mnpoBeaeHUM HCCAEAOBAHUI COpPOLUMOHHOM EMKOCTH B KaudecTBe
HAYaJIbHOW TOYKH HM30TE€PMBI COPOIMU MPUHUMAIACh OCTATOYHAs BOJAa B CyXOM
BEILIECTBE, MOCIEIYIOIINX — PABHOBECHOE COJIEPKAHHUE BOJIbI (l1ajiee — MaccoBas
JI0JIs1 BOJIbI) ITPH 33JJaHHBIX YCIOBUAX OKPY’KAOILIEr0 BO3AyXa.

JUis momydeHus: U30TepM COpPOLMU MOJIEKYJISIPHOTO CHUTa IPOBOIMIICS
NOJIHBIA IUMKJI MCCJENOBAHUM MO CIEAYIOIIEMY alrOpUTMY: MPEABAPUTEIHHOE

BBICYILIMBAHWE MaTrepuana J0 NOCTOSHHOM Macchl (AKTHUBALMS MOJIEKYJIIPHOTO
200



CUTA); UCCIICIOBAaHNE KUHETUKHU MPOIECCa YCTAHOBICHHUS TEPMOIUHAMUYECKOTO
paBHOBECHS MEXIYy aHAJIM3UPYyEeMbIM MaTE€pHAJIOM U BO3AYIIHON cpejoil B
KIUMaTHYeCKOH  Kamepe; TMOJIydeHHe  HM30TepM  copOumu, TMPOBEACHHE
MaTeMaTU4YeCKON 00paObOTKH MOTYyUYEHHBIX JTaHHBIX.

[Ipu HaX0XI€HUH HA BO3TyX€ MOPOBBIE MOJIOCTU UCXOTHOTO MOJIEKYJISIPHOTO
CUTa 3alOJIHCHb BHYTPUKPUCTAJUIMTHONW BOJONW W COPOMPOBABIIMMHUCS W3BHE
OpraHUYEeCKMMHU BEIIECTBAMH, T.€. HAXOJATCA B HEYCTOWYMUBOM THUPATHPOBAHHOM
cocrossHuu. [losTomy, mepen MmolydeHHEM H30T€PM COpOLMH, B HCXOAHOM
MOJICKYJISIPHOM CHUTE MPOBOJUTCS TMpOLEAypa aKTUBALMU IICOJUTOB IIyTEM
Jerazanuu nop (mpeaBapuTeIbHOE BBICYIIMBAHME MaTepHualia 10 MOCTOSHHOU
Macchl). CymiecTBeHHbIM (DakKTOpOM B 3TOM IMPOIECCE SBISETCA TeMIepaTrypa
HarpeBa, Kak rnpasuio, 3To Temreparypa 200 °C. B pe3yibrare noiay4deHsl EOJIUTbI
CIOCOOHBIE K pereHepanuu (00paTUMOMN AeTHApaTalvi) U paboTe B IUKIUYHOM
pexxume. CpenHee 3HaY€HUE TOTEPH MACChl MPU TEPMOTPEHHUPOBKE COCTABUIIO
9,27 %. D10 copOIMoHHast eMKOCTh MaTtepuana-kanauaara B CO mnpu xpaHeHUU B
Ja00paTOPHBIX YCIOBUSIX (TemmepaTypa Bozayxa okosio 23 °C, oTHOCUTEIbHas
BJIQXKHOCTH Bo3ayxa He Oosee 40 %).

Nudopmanus o npoBeIeHHOM U3MEPEHUH COPOLIMOHHON €MKOCTH IO BOJIE U
10 a30Ty mpuBeaeHa B Tabmumax 5.24 u 5.25, nomydeHHble U30TepMbl copOuuu /
JecopOLny — MPUBEACHBI Ha PUCYHKeE 5.6.

Tabmuua 5.24 — Hudopmanus 1o MOIYYEHHBIM JaHHBIM COPOLMOHHOM

CMKOCTH I10 BOAC

JlaHHBIE SKCIEPUMEHTA

Temneparypa aHayn3a 22 °C

Macca HaBeCcKu 0,9097 r
[Tosy4yeHHbIE pe3ybTaThl

VY nenwHast moBepxHocTh o bOT 439,8676 M*/r
OO6muit 06beM TOp 0,294876 cm3/T
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Hsorepma copbumuu / necopdumnn no Boje

o CopOmmu
aecopoumns

Odbem copbuposantoro napa, em®r

Pucynok 5.6 — DOKCnepuMEHTAJIbHO IMOJyYe€HHass H30TepMa copouuu /
JEeCOPOIMHU MOJICKYJISIPHBIX CHUT I10 BOJIE
Tabmuma 5.25 — HWudopmainus K MNOJy4eHHBIM JaHHBIM COPOIIMOHHON

€MKOCTH MOJIEKYJISIPHOI'O CUTa 10 a30Ty

JlaHHBIE SKCIEPUMEHTA

Temmneparypa aHanusa -185,880 °C
Macca HaBeCKH 1,0218r
[Tosmy4yeHHBbIE pe3yIbTaThl

VY nenbHas noBepxHocThb 1o bOT 31,3032 m*t
OO6muit 06beM TOp 0,142601 cm?/r
CpenHuii pazMep nopbl 182,2188 A

[IpenenpHble 3HAYEHUS MACCOBOW JIOJM BOJIbI, JOCTHKUMBIE MPU MOJHOM
3aro0JHEHUH TIOp BOJIOM, MPUBEIEHBI B Ta0auie 5.26. Pe3yiabTaThl, NOJIyYeHHbIE B
KJIUMaTUYECKOW KaMmepe W MPU OMNpeNeSICHUH COPOIIMOHHOM €MKOCTH IO a30Ty,
COIJIacyrTCsl.

Ta6muma 5.26 — IIpenenbHble 3HAYSHUS MAaCCOBOM 10K BOJIBI, %0

Meroaurka onpeaeneHus MaccoBast nons Boasl, %
Hacpllienue B KIIMMaTUYECKOU KaMepe 15,15
CopOnmoHHast eMKOCTH T10 a30Ty 14,73

ITo manabiM rpaBumerpuueckoil kpuBoit TT'A — MC (pucynok 5.7), Boaa
BBIXOJUT MOJAHOCTHIO pu Temneparypax oT 100 °C no 200 °C, ¢ akcTpeMyMoM npu

150 °C. TloBbienue temnepatypst 10 S00 °C HE NPUBOJUT K U3MEHEHUIO MaCChl U

202



BUIMMBIM TEIUIOBBIM 3 dextam (cm. pucynku 5.7, 5.8). 1o ananusy macc-crekTpa
BBIJIEISIEMON CMECU MOYKHO BBIJICJIUTh UMK MOHHBIX TOKOB JJII MAaCCOBBIX YHCEII
m/z=17 a.e.m., m/z=18 a.e.m. U HE3HAUUTEJILHOE BBIJICICHUE YIJICKUCIOTO Ta3a
(MaccoBoe uncio m/z= 44 a.e.m.). JIeTydnx KOMIIOHEHTOB, OTJIMYHBIX OT BOBI, U3
NaporazoBOM CMECH, BBIICIAIOUIEHCSA PU HATPEBAHUU UCCIEIyEMOIO MaTepuaa,
He oOHapyxxeHo. OOmias morepss Macchl, ONPEJEICHHAas HE TOJBKO IO INOTEpe
Macchl, HO ¥ II0 MakCUMyMy, BbiaenuBmuxcsa npu Harpese no 200 °C mosekys
BOJbI, cocTaBisgeT 16,50 %.

B nponomkenre naHHbix paboT npejiaraeTcs MpoBeIeHUe UCCIIEeI0BaHUM C
IPUBJICUCHUEM TMOSBUBIIMXCA HA pHIHKE B TOCIEJHUE TOJAbl aHAIU3ATOPOB
JUHAMMYECKOM copOLMM M[apoB, MpeJHAa3HAYEHHBIX JUISI  HCCIEAOBaHHUSA
XapaKTePUCTUK COPOLMU U JeCOpOIMU BOJIbI 0OOPa3IOB MPH 3aJaHHBIX 3HAUCHUSIX
TEeMIIEpaTypbl U OTHOCUTENBbHOMN BiIakHOCTH. OOpasel npu aHaJIu3e pa3MeIIeH Ha
Becax, MPHU 3TOM IMOTEPH WU MPUPOCT MACChl COOTBETCTBYIOT IECOPOLMU HIIU
aacopoumu Boabl. Kamepbl ¢ KOHTponupyeMoil Temmeparypoi / BIaKHOCTBIO
BO3IYyXy JJi1 BecoB M oOpa3la pasleieHbl, 4YTO O00ecleyrMBaeT TOYHOCTb HU
CTaOMIIBHOCTD pe3yJIbTaTOB B3BCILINBAHU, CJIE10BATENBHO, MOTYT
MOCTIEI0BATEIBHO (PUKCUPOBATHCS TOUKH PABHOBECHS — MPEKPAIICHHUE MOTJIOMIECHUS
/ Aerazanyu IpU 3aJJaHHBIX YCIOBUSIX.

AHanuzaTtopsl JAaHHOTO THWIA, B COYETAHMHM C BBINOJHEHHBIMU pAaHHEE
pabotamu [32a] MOTYT OBITh UCTIOJB30BAHBI JIJISl KCCIIEA0OBAaHUN U30TEPM COPOLIUU
NapoB BOJBI IJIs CIEAYIOIINX LEIeH

— MpHU HCCIIeOBaHUAX cOPOIMOHHON eMKOCTH CO MOJENbHBIX BEIIECTB —
LEOJIUTOB;

— 1npu BbIOOpe ycioBuUM (TemmepaTypa / OTHOCHUTEIbHAs BIIAXKHOCTD)
noAroToBKU MatpuuHbiX CO ¢ 3aJaHHON MacCOBOM JOJIM BOJBI;

npu pa3paboTKe CTaHIAPTHBIX 00pa3llOB MHOTOKPATHOTO HCIOJIb30BAaHUS

(IMKJIOB 3amOJIHEHUS / 00€3BOKMBAHUSI / 3aIOTHEHUsI / 00€3BOKHUBAHUS )
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DTA /(uV/mg)

TG /1% [1] ueorur 5K & Mt 710 500 C.ngb-ds5 ok Tok *10°10 /A
- Nexo 0.12
2] ueonuT 5K & M 30 500 C_m44.00.imp m
100 4 VIOHHBIA TOK
14
0.10
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0.08 1.2
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Pucynok 5.7 — KpuBbie notepu Maccbl, HOHHOI'O TOKa U TEIJIOBOTO 3(dexra

npoiiecca cyuku, noixydenusie TI'A — MC

[1]ueonuT 5K 8 M A0 500 C.ngb-ds5 DTA /(uV/mg)
TG /% [ VIoHHbIiE ToK *108 /A
[2] ueonnT 5K 8 MyH A0 500 C_m44.00.imp A
Viommsii Tok exo 0.12
[3] ueonwT 5K 8 MuH a0 500 C_m17.00.imp 14
100 1 ViowHsifi Tok 1 R
[4] ueonwT 5K 8 MyH A0 500 C_m18.00.imp
——— VIoHHbIA TOK
0.10
98 1 1.2
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96 1
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94 1
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N
006 [©
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. .
Pucynok 5.8 — Macc-ciekTp nNaporazoBoil CMECH, BBIICIAEMON U3

MOJIEKYJISIPHOTO CHTa IpH HarpeBe. KpruBble HOHHOTO TOKA XapaKTePHBIC IS BOJIBI
(H20) cooTBeTcTBYIOT MaccoBbIM umciaM m/z=17 a.e.m. u m/z=18 a.e.m., mis

yriekucioro ra3za (CO2) cooTBETCTBYIOT MAaCCOBOMY UUCITy m/z=44 a.e.m.
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5.3.3 Paszpaborka mMomenpHbIX C(O coctaBa Ha OCHOBE MAaTEMaTHYECKOW

MOJEJIM, ONKUCHIBAIOIICH CTPYKTYPY TBEPJOrO BJIAXKHOIO BEIIECTBA

B ganHoM moxpasznene paccMaTpUBAIOTCS BEILIECTBA, HE CoOJEpkKallue
KPUCTAJUIM3AIMOHHYI0 BOJy. Torma OOBEKTHl BIATOMETPHH MOKHO OIUCATh
CJIeIyIOIMM 00pa3oM: MOPUCThIE (TyOUaThie) WU JUCTIEPCHBIE (CBIITYYHE) TBEPAbIC
BemiecTBa (amMop(dHBIE ¥ KPHUCTAJUIMYECKHE), BOJa B TaKUX BEIIECTBAX
YAEPKUBAETCA B IIyCTOTaX €ro TBEPAOM OCHOBBI 33 CUET MEKMOJEKYJSIPHOIO
B3aUMOJECUCTBUSL.

[Ipenmnonaras, 4To MOPUCTOE TEJIO COCTOUT U3 OJUHAKOBBIX TBEPABIX YACTHUIL
C IIyCTOTaMH, OJIHOCTBIO UJIM YaCTUYHO 3aII0JIHEHHBIMU BOAOW. [Ipu aTOM BitasxkHOE
TBEpJIOE TEJIO M OKpyKarolllas BO3AyLIHAS CpeAa HaxXOAATCA B  YCIOBUSIX
TEPMOJMHAMHYECKOTO PABHOBECHSA, KOTOPOE H3-32 HAIMYUA B OKpPYKalOIIEM
BO3JlyX€ MapoB BOJbI COMPOBOXKAAETCS MOCTOSHHBIMU IIPOLIECCaMU aACOPOIUU U
JecopOIU BOJIBI U3 TBEPAOTO BEIIECTBA (TO €CTh COACpPKAHUE BOJIBI B MaTepHale
MOYET U3MEHSTHCS M3-3a B3aUMOJECUCTBUS C OKPYXKAIOIIEH CPEAON M 3aBUCUT OT
BpeMeHH). CpeaHee BpeMsi MpeObIBaHUSI MOJIEKYJBI BOJBI B aJCOPOMPOBAHHOM
COCTOSIHUU cocTaBisieT 1ou ceKyH bl mpu 293°K [103]. Hanuuue npu HopManbHBIX
YCIOBUSIX OKPY’KaloIlled cpeabl MPOLIECCOB BIAarooOMeHa BHYTPHU IOPOBOIO
MpPOCTPAHCTBA TBEPAOrO BEIIECTBA W C OKpYXKaOIIEH cpeaoil  sBIsieTCs
XapaKTEPHOU OCOOCHHOCTHIO BIIATOMETPHUM TBEPJIBIX BEIIECTB. TOT/a KOJIMYECTBO
BOJIbI B DJIEMEHTapHOM 00BEME TBEPJIOrO Tella — ClydailHas BEJIMUMHA, KOTOpas B
o0mieM ciaydae MpeAcTaBisieT coO00i TpeXMEpHOE CIIy4ailHOe MMOJie BO BPEMEHU U
POCTPAHCTBE, OOYCIIOBIIEHHOE CIIy4allHBIM XapaKTepoOM CTPYKTYpbl MOPOBOTO
MPOCTPAHCTBA TBEPIOTO BEIIECTBA W MPOLIECCOB BHYTPEHHETO M BHEIIHETO
TEIJIOBIarooOMeHa B TBEpAOM BemiecTBe. M3 3Tol Mojenu, ¢ y4eToM TOro, 4To
YUCJIO YAaCTUL aJJWTHBHAsA BEJIWYWHA, CIEAYyET, YTO KOJIMYECTBO BOJBI B
MaKpOCKOMUYECKUX 00beMax TBEPAOr0 BEHIECTBA TaKXKE SBIACTCS CIydyalHOU
BEITUYMHOMN. J{7151 oniMcaHus pactpeiesieHus BOJbI B TBEPIOM BEIIECTBE MOXKET OBITh
UCIIOb30BaHa Teopus IU(PYy3UOHHBIX TMPOIECCOB, B YAaCTHOCTH YpaBHEHUE

Konmoroposa-®oxkepa-ILinanka [275].
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IIpu oTCyTCTBMH B COCTaBe€ BELIECTBA KPHUCTAJUIM3ALMOHHOW BOABI U
OTJIMYHBIX OT BOJIBI JIETYYMX KOMIIOHEHTOB IpeyiaracMas MOJIEJb paclpeacIeHUs

KUJKOCTH B IOPUCTOM TE€JI€ MOXKET OBITh BhIpa)keHa CIEAYIOIIUM 00pa3oMm:

X(VO) — 8000wp0w , (5. 17)
90, Pow T (1= 0) Pos

THE p,, s Py, - INIOTHOCTH BOJBI B BUJE )KUAKOCTHU B ITIOPAX CYXOH OCHOBBI U
IUIOTHOCTh CYXOW OCHOBBI COOTBETCTBEHHO, &, - OOBEMHAsl MOPUCTOCTh CYyXOWu
OCHOBBI, 6, - CTEIIEHb 3aN0JIHCHUS TTOP B JJAaHHOM 0a30BOM 00OBbEME BEIECTBA - V.

[Ipu mocTpoeHUU MOJCIH PACHPEACIICHUS KUJIKOCTH B MOPUCTOM TEJI€ B OCHOBY
MOJIOKEHBI YJIeNbHBIA 00bEM MOP U pacHpeieNICHUE MOP MO pa3Mepam, OTyUYECHHbIE
METOJIaMH Ta30BOM COPOIMH, MJIOTHOCTh CyXOW TBEPIOH OCHOBBI M IJIOTHOCTH
BOJIbI.

®opmyna (5.17) mo3BosisieT MaTEMaTHIECKU OMUCATh (PU3UUECKYIO TPUPOIY
BJIYKHOT'O TBEPJIOTO BEIIECTBA U HEKOTOPbHIE €r0 OCOOEHHOCTU B Pa3IUYHBIX, B TOM
YUCJIE XapaKTEPHBIX U MPEICNIbHBIX YCIOBUIX B MPOCTEHIIIEM MAaKPOCKOIMUYECKOM
npubnmxenuu. KpoMme Toro, cymecTByroT HE3aBUCUMbIE OT METOJIOB U3MEpPEHUs

BJI&YKHOCTH METOAbl U3MEPEHUN BEIUYUH &, (CTENEHb 3amojHeHus nop) u C,,
(TIUIOTHOCTH Trasza) uin p,, (MWIOTHOCTh CyXOWl OCHOBBI), IO3TOMY Ha OCHOBE HX

U3MEPEHUI MOXHO B HEKOTOPBIX CIIy4asix MOJYyYUTh allPUOPHYIO MH(POpPMALUIO O
MacCOBOM J10JI€ BOJABI B TBEPAOM BELIECCTBE.

N3 (5.17) BuaHO, 4yTO MaccoBasi J10Jis1 BOJBI B BEILECTBE XapaKTEpU3yeTCs
YEeThIpbMS NapamMeTpaMH, BXoadmuMu B ypaBHeHHe (5.17). CoOTBETCTBEHHO,
pa3HMIIbl 3HAUYE€HUU x(V,) AJ pa3HbIX 0a30BbIX OOBEMOB, XApPAKTEPU3YIOIIHE
HEOJHOPOJHOCTh BEIlleCTBA II0 MacCOBOM [0Jie BOJbl B BEIIECTBE, OYIyT
ONPENENAThCA PA3IMYUSAMUA 3HAYEHUM STUX MapaMeTpoB ISl pa3HbIX 0a30BBIX
0o0bemMoB. M3MepeHHbIE WM CIIPaBOYHBIE 3HAYEHUSI MAPAMETPOB - P> Loss o
MOTYT BBICTYNaThb MCTOYHHUKAMH alPUOPHON MH(OpPMAUU O BIAKHOM TBEPAOM
BELIECTBE IPU PEIICHUU 3a/ad METPOJOrMYECKOro OOeCcleueHus: BIaroMeTpuu

TBEPAbIX BCHICCTB!:
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1) MakcumanbHOE 3HAYCHUE MACCOBOM JIOJW BOJABI B JAHHOM BEIIECCTBE -

o0bekTe aHanmsa - x, 1o ¢popmyse (5.17) npu 6,, =1 (TOPHI BEMIECTBA MOTHOCTHIO

3aI0JIHEHBI BOJIOK ).

o =2 (5.18)
EoPo T (1=€5) Py
NJIn
=0k (5.19)
1 + IOOWI/Oa
rac
=2 (5.20)

) poa(1=5,)’

npu g <1, V, - yIelbHBI O0OBbEM IOP — CM’/T, BEJIMYMHA, KOTOPYIO B
HACTOsIIIIEE BPEMs B IIMPOKOM JIMANA30HE Pa3MEPOB IOP B BEIIECTBE C BBICOKOMN
TOYHOCTBIO MOKHO U3MEPUTh METOJaMH I'a30BOM COpOLMH U (WJIM) B COUETAHUU C

METOJOM PTYTHOH MOPOMETpUH. IIIOTHOCTE BOABI p,, =1 — r/cM® , mojaras, 4To

BOJAa B IMOpax HAXOJUTCS MPU HOPMAIbHBIX YCJIOBHSIX HAXOOUTCS B KUIAKOM
COCTOSIHUM M CYMTas, 4TO KOJIMYECTBO BOJBI B BUJE Mapa B MOpPAaX BELIECTBA U
aJIcOpOMPOBAHHOM Ha KOHTAKTUPYIOIIEH C OKpY’Kalollel cpeloid MOBEPXHOCTH
BELLECTBA MaJIO [10 CPABHEHUIO C KOJIMYECTBOM BOJIbI B BUJE KHJIKOCTH.
OtHocutenbHast aucnepcusi oueHku (5.17) mpu JIMHEHMHOM pPa3jioKEeHUU

¢ynxun (5.17) B psin Teitnopa ¢ yuetom (5.20) numeet Bu

2
Dxmax = %DVIM HJIN Doxmax = %DOI/O(I o (521)
(1+p0wl/0a) (1+IOOWI/Oa)

rae Dyx,, =Dx,, /x*,. , DV,, =DV, /V?, - OTHOCUTCIbHBIC JUCIICPCHUH.

max max max 2

2) Hucnepcus onenku (5.31) npu auHeHOM pasnoxkenuu ¢pyHkiuu (5.19) B

psan Teinopa nmeer BUI

P (l-¢g,)’ 1
D()x(V()) — pod( 50) [D()HOW +D0p0d +(1_—2D050] ) (522)

(P0G T+ Pog (1— &, ))2 &)

riae Dyx(V,)=Dx(V,)/ x(V,)*, D,6,,=D6,, /0 D,e, = D¢,/ &%,

ow?

Dypos =Dpyy /,020d - OTHOCUTCJIbHBIC NTUCIICPCHMH.

207



OtMmetum, uto ¢ yuetoM (5.20) u3 (5.17) MOXKHO NOTYyYUTh

oV
x(V) = Loosloa (5.23)
1+p0w00wl/0a
1
D x(V))= DV, +D,0,.1, 5.24
W x(Vy) (1+powgoWV0a)2[ 0" 0a 2O ] ( )

nna Dyx(V,)=D,x,_  [1+D,6,,/ DV,,1.

Breipaxenus (5.19), (5.22), (5.23), (5.24) 1mo3BONAIOT OIEHUTHh IWANA30H
ColepKaHUH W  MHUHUMAIbHO  JIOCTHXKUMYIO  JIUCIICPCUI0  M3MEPEHUH,
OTpeJiesieMble  XapaKTePUCTUKAMH CYXOW OCHOBBI BEIIECTBA M CTEIECHBIO
OJTHOPOJTHOCTH BEIIECTBA 1O XUMHUYECKOMY COCTaBy, a TaKXe PaBHOMEPHOCTH
pacmupeneneHust BOJbI B BemecTBe. MI3BeCTHBIE U3 pe3ybTaTOB U3MEPECHHUN WIIH U3

CIIPaBOYHbIX JJaHHBIX 3HAYCHHWA BCIINYNH X

max ?

V,, (W p,,, & ), OLEHKHU JTUCIIEPCUIT

D,6,,, Dyx

s DoXooos DVoos Dyys Dyp,; MOTYT OBITH UCIIOJIB30BAHBI B KAUECTBE BXOIHOM

a?®

uH(OpPMAITUHU TIPU OIEHKE TOKa3aTelied TOYHOCTH M3MEPEHUN BEIMUYUHBI - x(V,)
METO/IaMH MaTEMaTHICCKOTO MOCIIMPOBAHUS, HAIpuMep, MeTo1oM MonTe-Kapio.
3) Cornacuo BbeipaxkeHusMm (5.17), (5.23), ¢pyHKUMOHAIbHAS 3aBUCUMOCTh

x(V,) oT 6,, uMeeT runepOOTMYECKUI BU]] IPU MMOCTOSIHHBIX 3HAUYCHHUAX p,,, Vj,

(wnu p,,, &, ). I unepbosia UMeeT psazl 0COOBIX TOUEK, KOOPAUHATHI KOTOPBIX, 3aBUCST
TOJIKO OT 3HaU€HUH mapaMeTpoB runepOoJibl (HalpuMep — BepLInHa runepOoJibl),

B JAHHOM CJIy4ae — JTO 3HA4Y€HUs BEIUYUH p,,, V,, (Wmp,,, & ). ITO

00CTOSATENBCTBO MO3BOJISIET HA OCHOBE OOPAOOTKH IKCIIEPUMEHTATBHBIX JAHHBIX O

3aBucuMoctd x(V,) OT 6,,, HaWTH OCOOBIE TOYKH TUIEPOOIBI U TEM CaMbIM
OTPENICIIUTh 3HAUCHHS BEJIMYMH x(V,) OT 6, 10 3HAUYEHUSM BEIUYUH p,,, V,, (WK
DPos> € ) 0€3 HEMOCPEJACTBEHHOTO U3MEPEHMSI MAaCCOBOM J0JM BOJABI B BEIIECTBE.

Takum  00pa3oM, BO3HHMKaeT BO3MOXKHOCTb HCIIOJIb30BAHUS  AlpPUOPHOM
uH(pOpMaIMK O TapaMeTpax CyXOil OCHOBBI BEIIECTBA TP CO3JaHUM CTaHAAPTHBIX
00pa3LoB, AJIrOPUTMOB OLICHKM HEOJHOPOJHOCTH U pa3padOTKU 3KCIPECCHBIX
METOJIOB OIIPEEIEHUS MACCOBOM 101U BOJIBI.

Bbonee noapobHo Monens paccmorpena B [Ipunoxenuu 3.
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5.4 ComnocrasjieHHe pe3yJbTATOB ONpeae/ileHUs] MACCOBOM 10JIM BOJAbI
BelleCTB U MATEPHAJIOB Pa3HBIMU METOAAMH

TpanauuroHHO ompeneneHue BOAbI B TBEPABIX U CHITYYHMX BEIIECTBAX H
MaTepualiax MpPOBOJAST TEPMOTPABUMETPUUECKUM METOJOM B CYLIWJIHHOM IIKady
npu Temneparypax (105 — 110) °C, npu 3ToM, B ciiydyae XUMHUYECKUX PEAKTUBOB —
OJTHOPOJIHBIX BBICOKOYHMCTBIX BEILECTBAX, COMHEHHUS B MPABWIBHOCTU BbIOOpa
TEMIIEpaTypbl CYIIKH HE BO3HUKAET, OCOOCHHO, B YCJIOBHSX IMPOBEACHUS aHAIU3a
«J10 TIOCTOSTHHOM MaccChD».

B kaudecTBe OOBEKTOB, WLIIOCTPUPYIOIIMX HEBEPHOE MPEACTABICHUE O
YHUBEPCAIBHOCTH M TPABOMEPHOCTH IIPUMEHEHUS TEPMOIPABUMETPUYECKOIO
aHann3a, ObUTH BHIOPAHBI KPUCTAJIOTHIPAThl HEOPTaHUYECKHUX COJIEH: TeKCaruapar
xmopuga Heomuma  (NdCl3-6H,0), oxrarmapar cynbdara mpazeomnma
(Pr2(S0O4)3-8H20), mnenrtaruaparcyiabdara wMeau (CuSO4-5H20), a Ttakxke
KpucTajioruapatr Opomuaa jaHTtaHa HeusBecTHoro coctaBa (LaBri;-xH2O, rne
x=~0,5).

AHnanu3 Tepmorpammel (puc 5.9), Mo3BoJII€T cAENaTh BBIBOA O TOM, YTO
OKOHYATEJIbHOE BBIACIIEHUE BOJbI U3 FEKCAruapara Xjaopuaa HEOAUMa MPOUCXOIUT
npu Temrieparype npesiaronieid 350 °C. Ha tepmorpamme (puc 5.9) cuHum
IBETOM 0003Ha4Y€Hbl 3aBUCHUMOCTH MOHHOI'O TOKa JUIsl MAacCOBBIX uncen m/z=18 u
m/z=17, o0pa3yrmonmxcss B COOTBETCTBHM C OCHOBHBIMH HaIlpaBICHUSMU

dbparMeHTau MOJIEKYJIbl BOBI B MPOIIECCE DIEKTPOHHOM HOHUBAIIHH.
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AOTA /(MkB/mr)

T 1% VoHHbIn Tok *108 /A
m/z=18 a.e.m (H20) l 3K30
100 j 0.5 5.0
95 04
4.0
90 03
3.0
85 _ Viamenenvie maccer: -31.71 %
m/z=17 a.e.m (OH)——— 02
80 20
0.1
75
0.0 1.0
Ao1 [,
65

100 200 300 400 500 600 700
Tewmnepatypa /°C

Pucynok 5.9 — TepmorpaMmma rekcarupara xJjiopuja Heoguma (IIoka3aHo
BBIJICJICHUE BOJIbI)

B T0 e Bpems npu HarpeBe temmneparype Boie 100 °C 0JHOBPEMEHHO C
BBIJICJICHUEM BOJIbI IPOUCXOAMT BBIJEIICHUE IPYTUX HU3KOMOJIEKYJIIPHBIX BELIECTB
(Cl2 m CO2), 9TO MOXKET CBUAETEIBCTBOBATh O YACTUYHOM Pa3JI0KEHUE BEILECTBA,
Ha pucyHke 5.10 0603HaueHBI 3aBUCUMOCTH MOHHOTO TOKA JJIsi MaCCOBBIX YHUCEI

m/z=35 u m/z=44, xapakrepubix 111 Cl, u COs.

OTA /(mkB/wmr)

T 1% MoHHBIN TOK *10-11 /A
miz=44 a.e.m (CO2) | ak30 25
100 4 0.5
95 0.4
[1] rexcamapar xnopuaa seopuma 10K B Muk 40700 C C NpeABapyTeNbHLIM BakyyMApOBaHVem onbiT 1.ngb-ds5 20
™ :
— AaTA
[4] rexcamapar xnopuaa Heopuma 10K_m35.00rekcarvapar xnopuaa Heoaw.imp
90 4 VIOHHBIf TOK
[5] rexcamapar xnopuna Heopuma 10K_md4.00rekcarvapar xnopuaa Heoaw.imp 0.3
—————— VoHHbI ToK
85 A 15
0.2
80 A
0.1
1.0
75
0.0
70
4 05
-0.1
65
100 200 300 400 500 600 700
Tewmnepatypa /°C

Pucynok 5.10 — TepMorpamma rekcarujipara xjaopujaa Heoguma (Ioka3zaHo

Beigencaue Cl u COy)
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B cBsa3u C BbIIECKa3aHHBIM TPAJULHAOHHBIE TEPMOIPaBUMETPUUECKUE
METO/bl (BO3AYLIHO-TEIUIOBAsl CYIIKA) JJIsl ONpENEJeHHUs] BOJbl B IeKcaruapare
XJIOpU/Ia HEOJIMMa CTAaHOBATCSI HEPUEMIIEMBIMH, TaK KaK JAr0T JUO0 3aHM>KEHHbIE
(M3-3a OTCYTCTBHSI KOHTPOJISI BBIAEIISIFOLIENCS BO/IBI, HAIIPUMED, IIPH BBICYIIIMBAHUU
B CyHIMJIbHOM IuKady), MO0 3aBbILICHHBbIE (32 CUET BBIIACICHUS JPYrHX
HU3KOMOJIEKYJISIPHBIX BEILECTB, HAIlpUMEP, NPHU HcCCIeaoBaHMM MeTtogoMm TTA -
MC) 1o CcpaBHEHHIO C TEOPETUYECKHMMM pPE3yJbTaTbl. MOMXHO HCIIOIb30BaTh
pa3paboTaHHBIA METOJ ONPEAEIICHHS BOJIbl B KPUCTAJIOTUAPATAX, OCHOBAHHBIN Ha
pa3pylI€HUN KPUCTAJUIOTHAPATOB C LEJIbI BBIACICHUS W3 HUX BOJBI ITYTEM
pPacTBOPEHMSI B OPraHUYECKUX PACTBOPUTENSIX M IOCIEAYIOLIEr0 TUTPOBAHMS
peaktuBoM @umiepa. Taxxe MOXKeT ObITh NMPUBIECYEH METOJ KYJIOHOMETPUHU B
TOHKOM mieHke meHTokcuaa docdopa (meton WDS). B tabmumax 5.27 — 5.30
IpUBEIEHBl OIOKEThl PpEe3yibTaTOB M3MEPEHHH MAacCOBOM J0JIM BOABI B
reKCarnpare XJ0opuaa HeOAUMa, IOIYYECHHBIX YKa3aHHBIMUA METOIaMH.

Tabnmuua 5.27 — BromkeT HeOnmpeneIeHHOCTH pPEe3yJIbTaTOB OIPEACIICHUS

MAaCCOBOM JIOJIW BOJIbI B T€KCAruapare XJjopuaa Heoguma metogom WDS

" , Kosdo. Bun qHCHOv ) )22
crounuk| 3Hauenus | Exmsm. | u(xi) ayBCTB. ¢; | pacipe. (;ZHGZP;I;I u(xici | u(xi)ci
/4 30,371 % 0,0002 1 N 1 2,08E-04| 4,34E-08
M 18,0153 | r/moms | 1,82E-04| 1,6749 R 0 3,05E-04| 9,33E-08
mu 0,0047 r 2,89E-04| 30,1739 R 00 8,71E-03| 7,59E-05
F 96485,3365 Kn/mons| 0,0021 | 3,13E-04 R © 6,57E-07| 4,31E-13
0 15,0453 Kn 0,1792 | 2,0055 R 00 3,59E-01| 1,29E-01
CrangapTHas HEONPEEICHHOCTh TuMa A, % 0,0002
CranpapTtHas HeonpeneneHHoCcTs Tuna B, % 0,13
CymMmMapHasi craHfapTHasi HEONIPEAEIEHHOCTh, %o 0,13
Pacmmpennas neonpenenennocts (k=2), % 0,26
OTtHOcHTENbHAS paclIMpeHHas HeomnpeaeneHHocTs (k=2), % 0,85
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2Tk

Pucynok 5.11 - Pe3ynbTat onpeaesieHus: BOJbI B TeKcaruapaTe XJopuaa Heoauma

MetogoM WDS B rpaduueckom Buje (k Taduauie 5.27)

Ta6muma 5.28 - bropkeT HeonpeIeIeHHOCTH PE3YJIbTaTOB OIPEIeICHUs MacCOBOM

A0JIM BOABI B paCTBOPC ICKCarnapara xjopujia HeoJMMa B q)OpMaMI/II[e METOAOM

KYJIOHOMCTPHYCCKOT'O TUTPOBAHUA PCAKTHBOM CDHmepa

Kosdd B Uucno
Ucrounnk |3navenms| Exmsm. | u(x) 09QD. M creneneit u(x;)ci u(x;)’ci
HYBCTB. C; [pactipen.| ..o
WA0) |y 0453 | o | 00010 | 1 2 9,52E-04 | 9,06E-07
p-pa, %
M 18,0153 | r/mons | 0,0002 | -0,2271 0 R -4,13E-05 | 1,71E-09
mi 4,2056 r 0,0003 |-14,8749 00 R -4,29E-03 | 1,84E-05
m2 3,9306 r 0,0003 | 14,8749 © R 4,29E-03 1,84E-05
F 96485,33|Kn/mons| 0,0043 | 0,0000 o0 R 1,82E-07 | 3,32E-14
0 120,495 | Kn 0,4579 | -0,0339 00 R -1,55E-02 | 0,000242
Koppexyus
Opetiga, 1,50 % -0,0055 1 0 R -5,45E-03 | 2,98E-05
Uk.m.m
CrangapTHas HEONPEEICeHHOCTh Tuma A, % 0,001
CranpapTHas HeonpeneneHHoCcTs Tuna B, % 0,018
CyMMapHasi cTaHJapTHasi HEONIPEAEIEHHOCTh, Yo 0,018
Pacmpennas HeorpeaeneHHOCTh (k=2), % 0,04
OTHOCHTENbHAS pacIIMPEHHAs HEOIIPEIEIEHHOCTD, %o 0,87
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Tabmuma 5.29 - brompkeT HeonpeaeIeHHOCTH Pe3yIbTaTOB OMPENCICHUS MacCOBON

JIOJIX  BOJBI

B PaCTBOPUTCIIC

TUTPOBaHUS peakTuBoM Dumiepa

(bopmMammr) METOIOM KYJIOHOMETPUUYECKOTO

Ucrounuk |3uauenwus | Ex.uzm. () Kosp. CTIiII/IIZJ:I(::ﬁ Brz u(x;)ci u(x;)’cé
YyBCTB. C; CBOBOTBI pacrpen.
W (HZ? ) 0,0256 % 0,0002 1 2 N 1,63E-04 | 2,67E-08
p-ns, %
M 18,0153 | r/mome | 0,0002 -0,0014 oo R -2,58E-07| 6,67E-14
m 10,6437 r 0,0003 -0,0089 o0 R -2,57E-06| 6,59E-12
m; 7,7689 T 0,0003 0,0089 o0 R 2,57E-06 | 6,59E-12
F 96485,33 [Kn/monb| 00,0043 0,0000 © R 1,14E-09| 1,3E-18
0 7,871 Kn | 0,0299 | -0,0032 o R |-9,71E-05| 9,43B-09
Koppexyus @©
opeiica, 1,50 % -0,0005 1 R -5,22E-04| 2,72E-07
Uk.m.m
CranpapTHas HeonpeaeaeHHOCTh Tuna A, % 0,0002
CrannmapTtHas HeonpeneneHHoCcTs Tuna B, % 0,001
CyMMapHasi cTaHfapTHasi HEONIPEAEIEHHOCTD, Yo 0,001
Pacmrpennas HeorpeaenaeHHOCTh (k=2), % 0,001
OTHOCHTENbHAS pacCIIMpPEHHAs! HEONIPEIEIEHHOCTD, %o 4,34

Ta6muma 5.30 - bropkeT HeonpeIeIeHHOCTH Pe3yJIbTaTOB ONpe/IeeHNUs] MaCCOBOM

A0JIM BOABI B I'CKCArnapare XjJaopuaa Hcoanuma

Yucio
Ucrounuk |3HaueHUs En. Koopgp. crenene Brx u(xyci u(x;)’ci
U3M. ‘ 4yBCTB. C; i pacrpen.
u(x,) cBOGOIBI
w 30,77 % 0,1274 1 -1 N 1,27E-01 | 0,016242
Mppa, 2 | 1,8526 r 0,0003 | 16,5969 R 4,79E-03 2,3E-05
Muas, 2 | 0,2422 r 0,0003 |-126,9502 R -3,66E-02 | 0,001343
W0 | g 0256 | 9% | 0,0006 | -6,6491 R | -3,69E-03 | 136E-05
p-1s1, %
WAR0) |y 0453 | % | 0,0176 | 7.6491 R | 134E-01 | 0,018088
p-pa, %
CraHgapTHas HeolpeAeaeHHOCTh Tuna A, % 0,127
CrangapTHas HeonpeneleHHOCTh Tuna B, % 0,140
CyMMapHasi cTaHIapTHasi HEOPEIETICHHOCTh, %o 0,189
Pacmupennas HeonpeaeneHHOCTb (k=2), % 0,38
OTHOCUTENBHAS pacIIUPEHHAs HEONPEIEeIEHHOCTh, %0 1,23

[Tpumeuanue: Macchl yka3aHbl C y4E€TOM MOMPABKH HA BHITAJIKUBAIOIIYIO CHITY BO3AyXa
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B Tabmuue 5.31 mnpencrtaBieHbl CBOJIHBIE JaHHBIE PE3YyJbTAaTOB ONpPENEICHUS
MacCOBOM JOJIM BOJbI B I€KCAruapare XJOpPHJa HEOAUMA, IOJYYEHHBIX pa3HbIMU
METOIaAMHU

Tabnuma 5.31 - CBogHas Tabnuiia pe3yibTaToB OMPEIeICHUS MAaCCOBOM JTOJIA BOBI

B NdCl5-6H,O

Merton W(H20), %

Teopernueckoe 3HaUEHUE 30,13
Pesynprar, mojry4eHHbBIN METOIOM BBICOKOTEMIIEPATYPHOMU

30,37
KyJIOHOMETPHUH B TOHKOH MJIEHKE MeHTokcuaa pocdopa
Pe3ynprar, nosry4eHHBIN METOIOM KYyJIOHOMETPUUYECKOTO

30,77
TUTPOBaHMS peakTuBoM Duiiepa
TepmorpaBUMETpUYECKUI aHAIU3 C Macc-

31,71

criekTpoMerpuueckuM nerektupoBanuem (TTA-MC)

AHaJIOTUYHBIE pe3yJbTarhl (CM. Tabmuiy 5.32) ObUIM TOJYYEHBI W IS
KpUcCTajuioruapara Opomuaa JiantaHa HeusBecTHoro cocrasa (LaBrs;-xH20, rne
X~6,5), TOCKOJIBKY IPH HarpEBaHUU U3 YKA3aHHOTO KPUCTAJIIOTUAPATA, TAKKE, KaK
Y B BBIILIEPACCMOTPEHHOM CJIy4ae, OJHOBPEMEHHO C BBIJIEJICHUEM BOJbI IPOUCXOIUT
BbIJICJICHUE MHBIX HU3KOMOJIEKYJISIPHBIX BEUIECTB (CM. pUCYHOK 5.12).

Tabmuma 5.32 - CBogHas TabiuIla pe3yIbTaToB OMPEICTICHUS MACCOBOM JTOJIA BOBI

B LaBr3-xH20, roe x~6,5

Meton W(H:0), %

TeopeTnueckoe 3HaYEHHUE 23,62
Pe3ynbTaT, NOIy4EeHHBIN METOJOM BBICOKOTEMIIEPATYPHON

25,70
KYJIOHOMETPHUHU B TOHKOM TUICHKE MeHToKcuaa hocdopa
Pe3ynbTaT, NOIy4EHHBIN METOAOM KYJIOHOMETPHUECKOTO

26,50
TUTPOBAHHUS peakTUBOM Durepa
TepMorpaBUMETpUUECKHAN aHAIA3 C MacC-

27,92

criekTpoMeTpuueckuM nerektupoBanueM (TT'A-MC)
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OTA /(mkB/mr)
T 1% MoHHbiIii Tok *10-10 /A

| ak30

100 1 +

2.0

:
H
43
8

Ha 10K & MAH 20750 C C Peas apHTEnsHeIM BaKyyMUPOBAHHEM & TOKE 830Ta ONLIT 2.ngb-ds5

95 KpucTannorugpa Ha_md4.00KpuCTannorwapaT Gpomnaa n.imp
K

HTaHa_mB0.00KpHCTanNorMapaT 6pomMuAa n.imp

15
90

85 1 1.0

80
05

754

100 200 300 400 500 600 700
Tewmnepatypa /°C

Pucynox 5.12 — Tepmorpamma kpucramuioruapara OpoMua JiaHTaHa
HEU3BECTHOI'O COCTaBa
Ha tepmorpamme (pucyHok 5.12) 0003Hau€Hbl 3aBUCUMOCTH MOHHOI'O TOKa
JUIL MAacCOBBIX uucell m/z=79,9 m m/z=44, o0pa3yromuxcs B COOTBETCTBHHU C
OCHOBHBIMH HampaBieHUs MU (pparmenTanuu mojekyn Br m CO; B mpouecce

AJIEKTPOHHOW MOHU3AINH.

AHanmornyHass KapTUHA HAOJMIOJAeTCs I OKTaruapara cyibdara
npazeoauma. U3 repmorpammel (puc 5.13), momyuennoit Ha ycranoske TI'A-JICK
BUJIHO, YTO OKOHYATEJIbHOE BBIJICJICHHWE BOJLI U3 OKTarujapara cyJibdara
mpaseoguMa MPOUCXOaUT Ipu Temneparype okono 630 °C. Ha tepmorpamme
(puc.5.13) cuHUM 1IBETOM 0003HAYEHBI 3aBUCUMOCTH MOHHOTO TOKA JJIsl MaCCOBBIX
gyucen m/z=18 m m/z=17, o0pa3yrnmxcs B COOTBETCTBHHM C OCHOBHBIMH
HampaBieHUsIMU (parMeHTallii MOJEKYJIbl BOABI B IPOIIECCE BJICKTPOHHOU
nonm3anuu. Ha pucynke 5.14 mpuBeneHa TepMmorpamMma OKTarmjaparta cyiabgara
npazeoanmMa (B YBEIIMYEHHOM MaciiTabe), g 0TOOpa)KeHUsT MOHHOTO TOKa s
MaccOBBIX yHcen m/z=18 u m/z=17, xapakTepHbIX Npu (pparMeHTaIlMi MOJEKYIbI

BOJBI B ITPOLICCCC BHGKTpOHHOﬁ HOHH3alluH1, a TAKXKC 3aBUCHUMOCTH MOHHOI'O TOKa
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TS MacCOBBIX ymcen m/z=48, m/z=64 u m/z=80, oOpa3yrommxcsi B COOTBETCTBUU

C OCHOBHBIMH HAIIPABJICHUAMN q)paFMCHTaHI/IH MOJICKYJIbI SOs.

OTA /(mkB/mr)

T 1% MOHHBI% TOK *107 /A
| aK30
100 3.0
0.3
25
95 4
0.2
2.0
90 -
0.1
1.5
85 1 00 f1.0
0.5
80 4 miz=17 a.em 04
B,
-0.2
100 200 300 400 500 600 700 800
Temnepatypa /°C
Pucynok 5.13 — TepMorpamma okrarujipata cyjibgara npaseoanuma
vowonsr tgoces I TA [(MKB/MP)
T 1% MOHHBI TOK *10-8 /A
| 3K30 4.00
79.5 4 0.34 3.50
0.33 3.00
79.0 1
2.50
0.32
78.5
2.00
0.31
78.0 1 miz=48 a.em 1.50
/
// miz=64 a.em 030
m/z=18 a.e.m /
m/z=44 a.e.m
775 1 1.00
! _miz=g0aem
0.29
m/z=17 a.e.m 0.50
77.0 4
~ J 3
— W10.28
—J — i ] 0
b
100 200 300 400 500 600 700 800

Tewmnepatypa /°C

Pucynox 5.14 — Tepmorpamma okraruapata cyiabhara mpazeognma (yBeITndeHuUe)
N3 yBenuuenHoi Tepmorpammsl (puc 5.14), monyyenHnoi Ha ycranoBke TT'A-

JICK BumHo, uto B wuHTepBaje temmeparyp (440-580) °C omHOBpEMEHHO C
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BBIJICJICHUEM BOJIbl POUCXOJUT BBIICIICHHUE HU3KOMOJEKYISIPHBIX OKCUIOB CEPHI,
BO3MO>KHO, 3aXBAaY€HHBIX IIPU MPOU3BOJICTBE METOJOM KpPHUCTAJUIM3ALUA U3
MaTOYHOro pactBopa. [Ipu 3TOM UX KOJMYECTBO, IO CPABHEHUIO C BBIACISIOLIEHCS
BOJIOW, HECYLIECTBEHHO. [[prmedarenbHo, 4TO pe3yabTaThl, IOJIYyYEHHbBIE METOI0M
TI'A-MC naubosee 0IM3KH K TEOpETUYECKOMY 3HaUYeHHIO (cM. Tabmiuity 5.33). Ux
HE3HAUNTEIbHOE MPEBBINIEHUE MOXKHO OOBSCHUTH HAIMYUEM B COCTaBe
KPUCTAIIOTUAPATOB HE TOJIBKO KPUCTAJUIM3ALMOHHOW, HO M TUTPOCKOMUYECKON
(amcopOupoBaHHOM) BOJIBI.

N3 tabmuupsl 5.34 MOXHO cAelaTh BBIBOA, YTO METOJ TPaJWLMOHHOU
TepMorpaBuMeTpun (npokanuBanue npu 680 °C) naet 3aBbIlIEHHBIE PE3YJIbTaThI,
MIOCKOJIBKY IPU ATOM TeMrieparype (cMm.puc. 5.14) HabmromaeTcs pe3koe H3MEHEHHE
MaccChl, HO IPY 3TOM BbIICJIEHUS BOJbI HE IPOUCXOUT.

CylIeCcTBEHHO 3aHWKEHHBIE 10 CPAaBHEHHUIO C TEOPETUUYECKUMHU JaHHBIMU
pe3yJbTaThl, MOJYYEHHBIE IO BBICOKOTOYHOW METOOUKE KYJIOHOMETPUYECKOTO
TuTpoBaHus peaktuBoM Duiiepa (cm. Tabnuiy 5.33) MOryT ObITH OOBSICHEHBI TEM,
YTO Cynb(}aThl IMJIOXO PACTBOPSIIOTCS B OPraHUYECKUX PACTBOPHUTENSX. ITO
MPUBOJUT K TOMY, YTO KPUCTAILIOTUAPAT Pa3pylIaeTCs HE MOJTHOCTBIO, UTO B CBOIO
ouepesib, MPUBOJUT K HEMOJIHOMY BBIJIEJICHUIO BOJBI U3 KPUCTAILIOTHIpATA.

MeTo KyJIOHOMETpUH B TOHKOH IIJIEHKE MEHTOKcUAa pocopa HENPUMEHNM,
MIOCKOJIbKY ~KOHCTPYKTHUBHBIE OCOOEHHOCTH OOOpY/IOBaHHA HE IO3BOJISIIOT
npoBoauTh HarpeB Boiie 300 °C. IMEHHO 3TUM MOXHO OOBSICHUTH 3aHUYKECHHbIC

pe3ybTaThl, HOJYyYEHHBIC ’TUM METOIOM JJIsl OKTaruapara cyibpara mpa3eoanuma.
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Tabmuma 5.33 - brokeT HeOoNpeAeICHHOCTH PE3YIbTaTOB OMPEICICHUS MAaCCOBOU

A0JIM BOAbI B OKTaruapare CyJIB(I)aTa ImpascoanumMa rpaBUMCTpUICCKUM MCTOAOM C

MICTIOJTb30BAHUEM DIICKTPOTICYH JTa00PaTOPHOI

Uctounn u(xi) Koadd. | Bug Hueno
3HaueHus| Emuzm. cremenedt| u(xi)ci | u(xi)’ci?
K YyBCTB. Ci |paclpen S
W 24,780 % 0,148 1 N 3 1,48E-01 |2,20E-02
mi 26,426 r 0,0002 24,76 R 0 4,29E-03 |1,84E-05
m2 27,427 r 0,0003 75,18 R 0 2,17E-02 |4,71E-04
ms3 27,179 r 0,0003 -99,95 R 0 -2,89E-02 | 8,32E-04
T 160 °C 0,577 -0,0070 R 0 -4,07E-03 | 1,65E-05
t 15 MUH 1,155 0,0052 R 0 5,96E-03 | 3,55E-05
m 10 r 0,0006 0,76 0 4,38E-04 | 1,92E-07
toxn 30 MUH 1,155 0,0044 R 0 5,13E-03 |2,63E-05
CrangapTHas HEONpPEeeIeHHOCTh TuMa A, % 0,148
CranpapTtHas HeolpenenaeHHoCTs Thna B, % 0,037
CyMMapHas cTaHapTHasi HEONpeIeIeHHOCTh, Yo 0,153
Pacmmpennas neonpenenenHocts (P=0,95, k=2), % 0,306
OTHOCHTeNbHASA pacuIMpeHHas HeonpeaeneHHocTs (P=0,95,k=2), % 1,236

Ta6nuna 5.34 - CroanHas Tabiuia pe3ybTaToB ONpPEeICHNS MaCCOBOM 10U BOJIBI

B Pr2(S0O4)3-8H,0

Meton W(H:0), %
TeopeTnueckoe 3HaUYCHHUE 20,18
Pe3ynbrat, Noqy4eHHbIH METOI0M KYJIOHOMETPUUYECKOTO
TUTPOBaHUS peakTuBoM Puiiepa 1ol
TepMorpaBUMETpUYECKHUN aHAIN3 C MacC-
cnexkTpomMeTpuyeckum jerekrupoBanuem (TI'A-MC) 224l
I'paBumeTtpus, 680°C (TT) 24,78
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AHanornyHbeie pe3ynbTaThl (CM. TaOmmiy 5.35) ObLIM MOJMYYEHBI W JIS
nentarugapata cyibpara meaun (CuSOs4-5H>0), KOTOphIi HE pacTBOpSETCS B

OpPraHU4YCCKHX PACTBOPUTCIIAX.

Ta6muma 5.35 - CroaHas Tabyuia pe3yJbTaToB ONpPEeICHNS MaCCOBOM J10IU BOIBI

B CuSO4-5H,0

Meton W(H20), %

TeopeTnueckoe 3HaUYCHHUE 36,08

Pe3ynbpTrar, nojiy4eHHBIN METOJIOM KyJIOHOMETPHUUECKOTO
HE PacTBOPSIETCS
TUTPOBAHUs peakTuBOM Durepa

TepmorpaBumeTpuuecKkuii aHaJIu3 ¢ Macc-
37,52
criekTpoMerpuueckuM gerektupoBanuem (TT'A-MC)

I'paBumerpus, 650°C(TT) 35,54

Takum oOpa3om, Npu ONpeAeeHUH MacCOBOM JOJM BOJbl B BEIIECTBAX
Pa3HOro COCTaBa HEBO3MOKHO BbIIETTUTH KAKOW-1100 OIMH YHUBEPCAJIbHBIN METO/I.
HeoOxoqumMo mNpUMEHEHHE KOMIUIEKCHOIO IIOJXO0Ja, COYeTallero B cede
UCIIOJb30BaHUE COBOKYITHOCTH METOJOB, OCHOBAHHBIX Ha PA3NIUYHBIX (HU3HUKO-
XMMHUYECKUX MpUHIMNaX. Vcnons3oBaHUe Kakoro-iubo OJHOTO METOAA MOXKET
IPUBECTU K HEBEPHBIM pe3ysbTaram. OOpaboTKa pe3ysibTaTOB aHajlu3a MAacCOBOM
JIOJIA BOJbI pa3HbIMHM METOJIAMH C LIEJIBIO OLICHKH HEONPEAEIEHHOCTH U CPABHEHUS
IIOJIYYCHHBIX JAHHBIX IPOBOJUTCS C HCIOJB30BAaHUEM IporpaMMbl Uit OBM,
crenuaibHO pa3paboTaHHOM MW mpomenumeil perucrpauuo B DenepaibHOM

WHCTUTYTE MPOMBIIUICHHONU cOOCTBEeHHOCTH [39a].

BuiBoabI 11O IJ1aBe 5.

[Tokazanbl pe3yabTaThl IPUMEHEHUS pePEPEHTHBIX METOJIOB B COOTBETCTBUU
C HUX CTarycoM ¢ Ha3HaueHHWeM — oOecreYeHue MEeTPOJIOTHYECKON
MPOCJIEKUBAEMOCTH TIPU YCTAHOBJICHUN METPOJIOrHYecKux XapakTtepucTtuk CO u

pPYTUHHBIX MeTOauK [33a — 37a].
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[Tokazana BO3MOXHOCTh COMOCTABJIEHUS IMOJYyYaeMbIX PE3YJIbTATOB
oTnpeeeHUs BOJIbI.

Pazpaborannsie CO MaccoBoil 107U BOJBI B AUTHApPATE MOJIUOAaTa HATPUS
I'CO 10911-2017, CO cocraBa MoHoruzapara jakto3sl I'CO 11820-2021, CO
coctaBa MoHoruzpara okcainara kanbius ['CO 11444-2019, CO coctaBa MACHBIX
npoAykToB cyomumarmonnoit cymku ['CO 11274-2019, T'CO 11275-2019,
I'CO 11276-2019, CO ¢une munrtas cyonumarmonHou cymku ['CO 11687-2021,
HIUPOKO MPUMEHSIOTCS B TA00pATOPUAX MPEANPUATUNA U OpraHU3alUM B TOM YUCIIC
py 00eCIeYeHNH METPOJIOTMYECKON MpociexuBaemMocTd [21a —29a].

PazpabGoTtannass Mopenb s pacyeTra HEOINPEIEICHHOCTH pPe3yiabTaToB
OTpEe/ICNICHHs] BOJbI HAIIa CBOE OTPaKEHUE B CHEIUAIBbHO pa3paOOTaHHOM st
roCyJJapCTBEHHOTO MEPBUYHOIO 3TAJIOHA €IMHHUI] COJICPKAHUS BOABI B TBEPABIX U
XKUIKUX BerecTBa u Matepraiax ['OT 173 nporpammuom obecniedenuu [39a].

PazpaboranHasi U cTaHAapTU30BaHHAS SKCIIPECCHAS] METOIMKA OINpPEeICHUS
BOJIbI B MOJIOKE€ ¥ MOJIOYHBIX MPOAYKTaX MIMPOKO MPUMEHSETCS HAa MPEAIPUATUIX
MUILIEBOM MpoMbILITIEHHOCTH [40a].

Cnenyer OTMETUTh, UTO ONBIT co3ianusi PM onpenenenust BOAbI B TBEPIOM
MUHEpaJIbHOM TOILIMBE, a Takke OCOOCHHOCTH MPOOONOATOTOBKU, BBISBICHHBIC
npu ee pa3paboTKke, MO3BOJMIN HadaTh pa3pabotky CO c mMarpurieii TBEpIOTO
MUHEPAJIHHOTO TOIUIMBA M MPOAYKTOB €ro A00buM, oOoraimieHus, nepepadoTKu
(MMEroIMX HECKOJIbKO MHOE COOTHOIIICHHE MEXy OpPraHWYeCKOW U MUHEpaIbHOU
YaCThI0 — COOTBETCTBEHHO, MEXK]Y COJIEPXKAHUEM OPraHUYECKOro yriepoia H
30J1000pa3yOUIMMU COETMHEHUSAMH ), TaHHBIE UCCIIEIOBAHUS OMyOIMKOBaHbI B [41a

—46al].
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BoiBOABI

1. IlpensiokeH HOBBIN METOIWYECKUI MOAXOJ K pa3paboTke pedepeHTHBIX
METOJIOB OTPEICIICHHS BOJbI B PA3IUYHBIX BEIIECTBAX U MaTepHUaliaXx, OCHOBAHHbBIN
HA COYETAHMM ANPUOPHBIX 3HAHUI O BEIIECTBE, IPOOOMOATOTOBKE U KOHTPOJIE €
KauecTBa M 3((PEKTUBHOCTH, PAIMOHAIILHOM BBIOOpE METOJIa OINpPEACIICHUs] BOAbI
(mpu  HEOOXOIMMOCTH, BBIOOpE JOMOJHHUTEIBHOTO METO/A), BBIICICHUU
COCTABJSIIONIMX  HEOMPEACICHHOCTH W MHHUMHU3AIMA WX  BKJIAJOB B
HEONpPeACNEHHOCTh pe3ysibTaTa M, HAaKOHEl, TMOATBEPXKICHUN HauBbICHIEH
TOYHOCTU. JlOoCTUTHYTO 3-5 KpaTHOE TMOBBIIIEHUE TOYHOCTU MO CPAaBHEHUIO C
PYTUHHBIMUA METOANKAMHU.

2. IlpemnoxkeH cmoco0 BO3MOMKHOTO  TOBBIIIEHHS — OJHOPOJHOCTHU
BBICOKOUYMCTBIX BEILIECTB IyTeM BbIOOpa (pakuuoHHOro coctaBa. [ns psana
MPUPOJIHBIX, CJIOKHBIX [0 COCTaBy MaTEpPUAJIOB, CKIIOHHBIX K IIepepacipeaeiCHUIO
BOJIbI 110 00BEMY TTOATOTOBJICHHOM TIPOOKI U K TpolieccaM copOIuu / 1ecoporuu ¢
OKPY’KaIOIIUM  BO3AYXOM,  TMpPEMJIOKEH  HOBBIK  CHOCOO,  COYETAIOLIUN
pOOOTNOATOTOBKY M MP00O00TOOP, TOTYYEHHBIE 10 KOTOPOMY PE3yJbTaThl MOTYT
OBITh OMHCAaHBI B paMKax TEOPHUH BPEMEHHBIX PSIIOB — MOJACICH CIIy4aifHOTO
napameTpa Wiu ciiydailHoro OnyskaaHus. B nenom, npeioxeHHble MOJIETH MOTYT
ObITh HCIOJB30BaHBl B TPOLEAYpax KOHTPOJs KadecTBa MPOOONOATrOTOBKU
BEIIECTBA MPHU pa3pab0TKe pePepeHTHBIX METO/IOB U, B JaJIbHEHIIIEM, KaK dJIEMEHT
KOHTPOJISI TOYHOCTH pe(EepeHTHhIX METOJ0B, NpPH H3TOM NPUMEHUMOCTH
IPEIJIO)KEHHOTO0 COYETaHHsl MpPOOONMOATrOTOBKM M MpoO0OTOOpa U  TEopuu
BPEMEHHBIX PSAJIOB JIOJDKHA OBITh AKCIEPUMEHTAIBHO JIOKa3aHa IS KaXKJ0ro
KOHKPETHOT'O BEIIECTBA.

3. PazpaboTtana 0000111€HHAs MOIENb OLIEHKH HEOTIPEIeTIEHHOCTH PE3yJIbTaTa
oTIpe/ielIeHHs BOJBI B TBEP/IbIX BEIIECTBaX U MaTepraiax BHIOPaHHBIMH METOIAMHU,
BKJIIOYAIOIIAsl y4eT BKJIaJa OT HEOJHOPOAHOCTH BEIIECTBA, COCTABIISIIOUIMX W3
YpaBHEHHUS CBSI3U, COCTABIISIONINX, OOYCIOBICHHBIX METOIMUYECKUMHU (PAaKTOPaAMU U
COCTABJISIIOIIUX, XapPAKTEPHU3YIOUIUX TEXHUYECKUE BO3MOXKHOCTH MPUMEHSIEMOTO
000pyT0BaHUS.

4. Co3maHHBIH  METOAWYECKHMW  TOJXOJl HCIOJIL30BaH Ha  0ase
roCyJapCTBEHHOIO HAyYHOI'O METPOJIOTMYECKOr0 HWHCTUTYTa NpH pa3paboTKe
KOMITIEKca pe(epeHTHBIX METOOB OINPECIICHHS BOJIBI B YUCTHIX HEOPTaHUYECKHUX

BCIICCTBAX U MaTCpHaliax, (bapMaHCBTI/I‘IGCKI/IX IIpCliapaTax, IMUIICBLIX IMPOAYKTAX
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CyOJIMMAIMOHHOM CYIIKH, TBEP/IOM MHUHEPAILHOM TOIUIMBE B IMANa30HE 3HAUCHUN
MaccoBoi Aosix Boabl 0T 0,02 % 10 85 %, BXOoASAMIKUX B COCTAB TOCYAapPCTBEHHOTO
NEPBUYHOTO  JTAJIOHA E€IUHHUIl MAacCOBOM  JIOJIM, MAacCOBOW  (MOJISIPHO)
KOHIICHTPAIIMU BOJABI B TBEPABIX M KUAKUX BewiecTBax u marepuanax ['OT 173.
JlokazaHa TOYHOCTh CO3/IaHHBIX pePEPEHTHBIX METOJIOB OMPEICTICHUS BOJIBI ITyTEM
CIMYEHUN C AaHAJOTMYHBIMU METOJIMKAMHU HAIMOHAJIBHBIX METPOJIOTHYECKHUX
WHCTUTYTOB U HayYHO-HCCJIEIOBATEILCKMX HHCTUTYTOB MHOCTPAHHBIX TOCYIApPCTB.
[ToxazaHa BO3MOXHOCTh TUPAXUPOBAHMS MPEJIOKEHHOTO MOAX0/a K pa3paboTke
pedepenTHbIX MeTonoB M co3panuio CO ¢ menbio oOecreyeHusi TOYHOCTH H
JOCTOBEPHOCTH B paMKax OJHOrO MPEINPHUATHS, OTPacid WIW TPYHIbI
IPEANPUATANA U OPTaHU3ALMH.

5. IlpencraBieHbl  pe3ynabTaTbl  YCTAHOBIEHUS  METPOJIOTUYECKUX
xapakTepucTuk CO YHCTBIX HEOPraHWYECKUX BEIIeCTB, (hapMaleBTUYECKUX
npenaparoB, NHUIIEBBIX NPOAYKTOB cyOiaumanumoHHo cymku. Cozmanel CO
BBICOKOYHUCTBIX BEUIECTB — KPUCTAIUIOTMAPATOB B AUAINA30HE 3HAYCHHI MacCOBOM
10y BOJbl OT 5 % 110 15 % ¢ abCcoNIIoTHOM paclIMpEeHHONW HEOMPeaeICHHOCThIO
arrectoBaHHOro 3HaueHus ot 0,05 % no 0,2 %, a Taxxe CO nUIIEBBIX MPOAYKTOB
CyOIMMalMOHHOM CYIIKHY B IMana3oHe 3HaueHui MaccoBo# 1osu Bozsl ot 0,2 % 1o
10 % c aGCcoMOTHOM pacIMPEHHON HEOMPEIeIEHHOCTHIO AaTTECTOBAHHOTO 3HAUCHUS
ot 0,08 % 10 0,2 %.

6. [IpeacraBneHbl pe3yabTaThl pa3padOTKU U CTaHIAPTU3AIMN IKCIIPECCHBIX
METOJUK ONpejeieHuss BOAbI B yrisx Oypax, KaMEHHBIX M aHTpalHuTax B
JMana3oHax M3MEepeHHil MaccoBoM noiu Boabl oT 1 % mo 50 % c mpeaenom
BOCIIPOU3BOAUMOCTH 1,5 %, a Takke MOJIOKE M MOJIOYHBIX MTPOAYKTaX B AMANa30HAX
u3MepeHuii Maccopo monum Boael oT 0,5 % mo 85,0 % c¢ abGcomoTHOM
norpemrHocThIO OT 0,30 % mo 0,80 % ¢ nmMpuMeHeHueM TEPMOTPABUMETPUUYECKHUX
UH(paKpPaCHBIX BIIATOMEPOB.

6. Pazpabotannbie B pamkax ngaHHoro uccienoBaHusi CO yTBEpKIEHBI B
panre CO yTBEpKJIEHHOTO TUIIa ¢ IpucBoeHreM HoMepa ['CO, mIUpoKo BHEAPEHBI
B TMPAaKTUKy Mpeanpustuii u opranmzanuii PO u OmmwkHero 3apyOexps u
MPUMEHSIIOTCS IPU TEXHOJIOTUUECKOM KOHTPOJIE, B HAYUHBIX UCCIEAOBAHUSX U MPHU
oneHke coorBeTcTBUSI. CO ¢ aTTecTOBAaHHBLIM 3HAUCHHEM MAacCCOBOM JIOJM BOJHI,
MaTpHlla KOTOPBIX TMPEACTAaBISET CYOJMMHPOBAHHBIE TMHILIEBbIE MPOAYKTHI,

pa3paboTaHbl BIIEPBbIE.
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baaromapuocTu

ABTOp BBIpaXKaeT riyOOKyr OjaromapHocTh pykoBojctsy YHUUM —
bunmuana OI'VII «BHUUM um. [I.W. MenneneeBa» 3a oka3aHHOE JOBEpUE U
BO3MOXKHOCTh 3aHHMAaThCs B TeueHUe OoJiee, 4YeM ISATHAALATH JeT Hay4dHOU
NEeSTENHLHOCTHIO B HAPABJICHUH MTPUKIATHON U GyHIAMEHTAILHON BJIaroMeTpuu U,
otnenpHo, nadoparopun 241 YHUUM — ¢unmana OI'YII «BHUUM um. JI.N.
MenzaeneeBay; HaydHOMY KOHCYJbTaHTy PumunnoBy Muxauny Hukonaesuuy u
ero koijuiere — bapanoBckon Bacunuce bopucoBHe — 3a Mynapble COBETHI,
HEOLICHMMYI0 nomomps u crondeckoe Tteprnenue; OO0 «JIAHXUT» 3a
NPEAOCTABICHHBIE [UJIS HCCIEIOBAHUI BBICOKOYMCTBIE COJM JIAHTAHOUJOB;
KoJUIeKTUBY Jaboparopuu «duzuko-xumus yriaein» HUTY MUCUC 3a roToBHOCTh
BHEAPATH PE3yJIbTaThl UCCIEAOBAHUN B MPAKTUKY HE TOJILKO CBOEH jaboparopuu,
HO U TNPEANPHUITAN YTrOJbHOM MPOMBINUIEHHOCTH; KoJutlektuBy HUHWIL[ OI'BHY
«®HI mnumeBsix cucreM wum. B.M.TopbaroBay PAH 3a ocymecrBienue
KOHCYJIBTaTUBHOM  IIOMOIIM  IIPM  IIOATOTOBKE  IHILEBBIX  NPOIYKTOB
CyOIMMalMOHHOM CYIIKH, 32 COBMECTHBIE Pa0OTHI IO BHEeApeHUI0 co3aanHbiX CO u
OpOAOKEHUH pa3paboTok HOBbIX CO NHILEBBIX NMPOIYKTOB CyOIMMAllMOHHON

CYIIIKH.
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IIpuaoxkenne 1. MaremaTndeckas MoOJedb  BJIAKHOIO
AMCIEPCHOT0 BelIeCTBA MPH IMOCJEA0BATEJILHOM 0TOOpe mpod us3
OJHOM €eMKOCTH

[TycTh MMeeTcss eMKOCTh BIIAXKHOTO TBEPIOrO BemecTBa oobeMoM V(i) u
maccoit M(x2). W3 3Toii eMKOCTH MOCIEeNOBaTeNbHO BO BPEMEHH OTOMPAOTCS
npoObl BeIIeCTBAa OJMHAKOBOW MaccCOM mK2) ¢ MaccoBOM HOJEll  BOIBI
x=my /mke/Ke,m, - Macca BOIbl B mpoOe BemiecTBa, k2 . KoimdecTBo mpobd

OTrPaHMYEHO M MX CyMMapHas Macca MEHbIIE BCEI MacChl BEIIECTBA B EMKOCTH M .
MaccoBass 10ji1 BOJBl B KaxJA0W MpoO€ BELIECTBA HU3MEPSETCS pa3pyLIAIOLIUM
npoOy BellecTBa METO/I0M B OOIIEM CIy4yae C HEU3BECTHON HEOIPeIeIeHHOCTHIO.
JIns mOCTpOEHHsI CTAaTUCTUYECKOW MOJENM, ONMCHIBAIOLIEH paclpeeIeHue
BOJBI TI0 00BEMY BEIIECTBA - ¥/ W MPOIECCOB MPOOOOTOOPA M MPOOOIIOATOTOBKH,

OyZeM cUMTaTh, 9TO BEUIECTBO B EMKOCTH MOYKHO pa30ouTh Ha 00BeMbI V; ¢ Maccoit

N
m.=m, TaKHe, YTO ZM,:Nm:M , C MaccoBoi mojie Boapl B oObeme - V:
i=1

X, =Ny, /m, rjae my, - Macca BOIBI B i- 00bEME BIIAXKHOT'O BCIICCTBA.

Torma maccoBas noJig BOAbI MacCel M

1

- 1
XNZ%:NZI“X” (T11.1)

N
rac sz; =my, .

i=l
HpI/I 9TOM HCOAHOPOAHOCTS 110 MacCOBOM A0JIC BOAbI MCKIY HpOGaMI/I BCIICCTBA

o0beMamu V;, i =1, N MOHO XapaKTepu30BaTh AUCIIEPCUEN OT HEOJHOPOAHOCTH

1 & _
O-il :NZ('X[ _xN)2 . (H12)
i=1

Cornacho [215], npu oTOope 7 - mpo0 BelecTna, rae » < N, OUEHUTh 3HAUCHHUE

BEJIMYMHBI X, MOXHO TaK

A 1<,
%)==, (I11.3)
i=1
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DE, () =(1-1) 2%, (IT1.4)

n
rae Dx=1/(n-1)> (% -Xy(n))’, X - pe3ynbTaThl M3MEpeHHMil BEIHUMH - X, B
i=1

o0IIeM citydae ¢ HEU3BECTHBIMU HEOTIPEACTICHHOCTIMH - U(X,), i=1n.

Ecnu BenmMuuHbI - X; HE3aBUCHUMBI 1 HOPMAJIBHO PACIPENEIIEHbI, U JOCTYIIHbI

MHOT'OKPAaTHBIE HE3aBHCUMBIE M3MEPEHHsI BEJIIMYMH - X,, i=1,n C ONMHAKOBOU

1
HEOTIPE/ICIEHHOCThI0 - U(X), TO Ui ONeHKH BenuumH o, u UX) B [276]

npeiaraercs npumenenre merona ANOVA.
Mogens pesynbraTta U3MEPEHHI MAaCCOBOM JI0JIU BOJBI X; OyJ€T HMETh BUJL
X, =Xy + 0+ & (I11.5)
rae O, - CiaydJaiiHasi BEJIMYMHA XapaKTePU3yeT CIlydalHbIi pa30poc 3HAYCHHIA
MAacCOBOM 0JIM BOABI MeX Iy mpobamu; Vi, j:E(5,)=0; D(8,)=0}; cov(5,,,6,,)=0
npu EFE

&~ CIy4YalHas BEJIMYHMHA, XapaKTEePHU3YIOllas IOrPEUIHOCTH H3MEPEHUH,

Vi, j:E(g,)=0; D(g)=o0. =u’(x); Vii,j,j, cov(g,

5»€,)=0, TpU izi, VES
cov(8,&,)=0, E(5,)=0;

H), D(), oov,) 0003Ha4alOT MaTeMaTU4YECKOe OXXHUJaHue, AUCIEPCUI0 U
KOBApUALIMIO CIyYaWHBIX BEJIMYMH COOTBETCTBEHHO; i,i’zl,_n, JsJ' =1,_J, J - YUCJIO
VU3MEPECHUM BEIIMYMH - X, .

B nanHo# paboTe paccMarpuBaeTcs Clydai, Korja Kaxjas npoda aHaIu3upyeTcs

OJIMH pa3. 3HaueHue NV TOYHO HEeM3BeCTHO. B 3TOM cilydae B pamkax mojxoja [276]

(o3
HEBO3MOKHO OILICHHUTH 110 OTACIbHOCTHA 3HAYECHUA BEIIMUMH 7 U M()C)

A

X, X
OI[HaKO €CJIX BCJIIMYUHBI * 'IIPEACTAaBUTDb B BUIC
X, =X, +0,
§ T (I11.6)
NENTE (I11.7)
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TO npu BbinosHeHuu nans moxaenu (I11.6) — (IT1.7) ycnoBuil mpuMEHHUMOCTH

ANOVA npu J =1, ykazanusix B HacToseit padore s moaeiu (I11.5), MoxHO

. X
MOKa3aTh, YTO OIICHKOW BEIMYMHBI ~ N OyJeT OlleHKa, MOoJIydeHHas 1o (GopmyJie

(IT1.3) ¢ aucnepcuei

~ 1
Dx, (n) = ofl +—0£2
n

(IT1.8)
Nuorna moaens (I11.6) — (I11.7) HazpiBatoT MOIEIIBIO CllydaliHOTrO Iapamerpa [277].
Ecii N HEHM3BECTHO, TO MIMCIEPCUIO BEIMYMHBI X, (7)MOXKHO OLIEHHTH IIO

. oA S R 532

pE3yIbTaTaM U3MEPEHHH - X,, B BHJE: DxN(n)=(—1)Z(?_CN(n)—xi) . YpaBuenune
nn—1) 4
(2.8) MOkHO paccMaTpUBaTh KaKk YpaBHEHUE JIMHEWMHOW pErpeccud OTHOCUTEIBHO

HEU3BECTHHIX KOO(P(ULUEHTOB O, U . B BUJIE
Dx())=0;+j-0y , (IT1.9),
N s 1l
rae Dx(j)z‘—IZ(xj—xk) - TEKyllas IUCIEPCHs, xj=—_zxk - TeKyuee
J k= J k=l

CpCaHeC, j=2,l’l.. Moxet OKa3aTbCiA, YTO 3HAYCHHNC BCIIMYUHDI 012{ , HOJIYYCHHOC 110

(2.9), BeMKO U HE YyCTPauBAET SKCIIEPUMEHTATOPA.

Torpa mepex or6opoM mpoO U3 €MKOCTH BEIIECTBO B €MKOCTH CTaparoTCs
MEXaHUYECKU YCPEAHUTB I10 ITOKA3aTENI0 MaCCOBOU J0JIM BOJBI B BEIIECTBE IIyTEM
IIEpEMEILNBAHUS.

B nanpHelmem 11 MOCTPOEHHST CTAaTUCTUYECKOM MOJEIHU, OIKUCBIBAIOLIEH

N3MCHCHHA BCIWYMH - X, IIOCJIIC IICPEMCHIMBAHMA BCHICCTBA IIPHHHUMAKOTCA

CJIEIYIOLIUE IIPEANIOI0KEHHUS.

1. BemectBo mpeacTaBiser co00OM MAaKpOCKONHYECKYI) CHCTEMY,
COCTOSIIIYI0 M3 YacTUL[ TBEPAOrO BEIIECTBA, OOpa3ylOUIMX MOPUCTYIO WIN
JUCIEPCHYIO TBEPAYKD OCHOBY; MOJEKYJ BOJBI, HAXOMAIIMXCA BHYTPHM U Ha
IIOBEPXHOCTH TBEPJIOM OCHOBBI B BUJIE KUJKOCTH, JIbJA WM NIapa WU BXOJAIIUX B
COCTaB TBEP/OM OCHOBBI B CTPYKTYPHO-CBA3aHHOM (TMAPATUPOBAHHOM) BUJE, €CIIN

BCHICCTBO TBepﬂOﬁ OCHOBBI IIPCACTABJIACT coOoi Kpucrajioruapar, AIpyrux
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OTJIMYHBIX OT BOABl KOMIIOHEHTOB COCTaBa BJIAXHOIO TBEPAOr0 BEIIECTBA,
HaXOJSIINXCS BHYTPU U Ha IIOBEPXHOCTU TBEPAOU OCHOBBI B BUJIE KUJIKOCTH, I'a3a
VI PAaCTBOPEHHOM B BOJIE€, HAXOIAIIEHUCS BHYTPU WM HA MOBEPXHOCTHU TBEPAOU
OCHOBBI. DTO 03HAYAET, YTO JaHHASI MOJENb UCKIIFOYAET U3 PACCMOTPEHUS BIaXKHbIE
BEILIECTBA B BUJIC 'a30B, OPraHUYECKUX JKUAKOCTEH U CYCIICH3UN U IIPEIO0JIaraet
IIOCTOSHCTBO XMMUYECKOI'0 COCTaBa BJIAXKHOT'O TBEPAOIO BEILLECTBA, UMEET MECTO
TEPMOJUHAMUYECKUN ITPEAEIbHBIN IIEPUOL, TO €CTh CUCTEMA MAKPOCKOIIMYECKAs, U
€e MOXHO XapakTepu3oBaTb CPEIHUMHU 3HAYCHUSIMU MHUKPOCKOIIMYECKUX

IUIOTHOCTEH Yncia qacTHul CUCTCMBI.

2. OOBEKT U3MEPEHHs — BIAXKHOE TBEPJOE BEIECTBO 00beMoM -V (£) u
Maccoil -M(f) B MOMEHT BpeMeHU HM3MepeHust -t € [7,,7], T - NEPUOJI BPEMEHH

U3MEPEHUN HAXOOUTCA B PABHOBECHOM COCTOSIHMU, HACTYNHMBLIEM B PE3yJIbTaTE
HEOOpAaTUMBIX TMPOLECCOB, MPOTEKAaBIIMX B Mpolecce o0pa3oBaHUs WU
MPOU3BOJICTBA TBEPJOTO BEIIECTBA. DTO O3HAYAET, YTO B BEIIECTBE B MOMEHT
BPEMEHHU ¢ OTCYTCTBYIOT XHUMHUYECKHE PEAKIMU U TPAJUCHTHl CPEIHUX 3HAUCHU
IJIOTHOCTEH (KOHILIEHTpaluii), MapUHaIbHBIX AaBICHUU >KUAKOCTEH U Ta3oB,
BXOJSIIMX B COCTaB BIIAJKHOI'O TBEPJOTO BELIECTBA, TEMIIEPATYpPHI BelecTBa. 1o

€CTh MOXKHO CUUTaTh, YTO ¢ >> ¢, , T€ ¢, - BpeMs pelaaKcaluil 00beKTa H3MEPEHUl

K PABHOBECHOMY COCTOSIHUIO.

3. OOBEKT U3MEpeHUs MPEACTABISAET COOOM KBA3U3AMKHYTYIO CHCTEMY,
HaxOJSIIYIOCS B TEIUIOBOM M MAaTEpUAIbBHOM KOHTAKTE C OKpY>KaloLIEel Cpenou
aTMOC(EepHOro BO31yXa, TPaAUEHTHl CPEAHUX 3HAYEHUU IMapamMeTpOB KOTOPOH
(TemmnepaTypbl, [aBJIECHUS, BJIAXKHOCTH) OTCYTCTBYIOT 3a II€pUOJ BpPEMEHU
U3MEpPEHUM -7 W MEepUoj] MOArOTOBKHU K U3MEPEHUSIM - 7 . MaTepualbHbIii 0OMEH
OCYIIIECTBIISIETCA TOJBKO 3a c4eT oOMeHa MOJEeKyJlaMH BOAbI B BHUJAE MHapa. ITo
03HA4aeT, 4TO B MEPUOABI BPEMEHU T U 7 MacCa CyXOW OCHOBBI BJIAXHOIO
TBEPIOr0 BELIECTBA CUUTACTCS IOCTOSSHHOM HECIy4YalHOM BEJIMYMHOM, a Macca
BOJIbI MOXKET OBITh CITyYaliHOW BEJIMYMHOW 33 CUET HAIUYHUS TEPMOJUHAMUYECKHUX

baykTyanuii, 00yclIOBIECHHBIX MaTepUalbHBIM OOMEHOM C OKpY>Karolleil cpenou.
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Yto B CBOIO oOuepenb MPEIoJiaraeT Majble 3Ha4YeHHs (IYKTyaluid BEITHYWH
napamMeTpoB  OKpY>Kalollel cpeibl MU MacChl BOJABI B TBEPAOM BEIECTBE IO
CPaBHEHMIO C WX CPEJIHUMHU 3HAUYCHUSIMH 3a TEPUOJAbl BPEMEHUM T U 7, HO
CpaBHUMBIE T10 BEIMYMHE C OMHUOKaMH u3MepeHuil. [Ipu 3Tom T u 7 AOMKHBI OBITH
MHOTO OOJibllle BPEMEHU KOppeIsuid — OBICTPHIX HW3MEHEHUW BEJIMYHUH,
MPUBOJSIIUX CUCTEMY B COCTOSIHME KBa3UPABHOBECHS.

4. OOBEKT U3MEPEHUS — BIAKHOE TBEPJOEC BEIIECTBO, MPECTABISAET
co00Oi  MPOCTPAHCTBEHHO  KBA3MOJHOPOJHYI CHUCTEMY C  XapaKTepHBIM
MaKpOCKOMMYECKUM pasMepoM L>>r., rae 7 - paadyc KOppensuui
MUKPOCKOIIMYECKUX IUIOTHOCTEHW YHUCIA YacTUI[ B CHUCTEME. JTO O3HA4YaeT, 4TO
MaKpOCKOTTUYECKYI0 CHUCTEMY YaCTHI], U3 KOTOPHIX COCTOUT OOBEKT HU3MEPEHUH,
MOXHO pa3OWTh Ha KBasW3aMKHYTBIE, B OOIEM cllydae BHYTpPCHHE-

IPOCTPAHCTBEHHO HEOJAHOPOJHBIE MAaKPOCKOIMYECKHUE IIOJCHCTEMBI 00beMOM V), ¢
XapaKTEePHbIM pa3MepoM L, :7, << L, < L , B KOTOPBIX CPEJHHUE 3HAYEHUS ITIOTHOCTEN

YHCJia 4aCTHUIl BCIIICCTBA 6y,IIYT MaJIO OTIINYATBCA OT CPCAHUX 3HAYCHUH INIOTHOCTEU

YHCJIa YACTHI] BEWECTBA 00beMa -/ 3a IEPHOJL BpEMEHHU -T,. DTO 03HAYAET, YTO 110

OI'PaHUYCHHOMY YHUCITY I/IBMCpeHI/Iﬁ MacCCOBOM JOJIM BJIarn B Ka)K,HOﬁ U3 TaKHUX

noacucteM x(V,,T,) MOKHO OLICHUTh 3HAYCHUE MACCOBOM JIOJM BJIATU B CHCTEME B

neiaom. Kpome Toro, Bo3MOXkHA, TEXHUUYECKH OCYIIECTBUMA U TMOJKOHTPOJIbHA
nporeaypa oToéopa TakuxX IMOJCUCTEM M3 CHUCTEMBI 00bema -7, KOrja Majble
OTHOCHUTEJIbHBIE OTKJIOHEHHUSI TTapaMeTpOB MPoO00oTOOpPa MOTYT IPUBOIUTH JIUIIIb K

MaJIbIM OTKJIOHCHUAM BEJIMYUH x(Vy,Ty).
5. Jlomyckaercs, 4TO KaKIyl0 IOJCUCTEMY YaCTHIL] BEILECTBA 00BEMOM V)

101 BO3ACHCTBMEM BHEIIHUX (PAKTOPOB MOKHO MPEBPATUTh B MPOCTPAHCTBEHHO-

OZIHOPOJIHYIO CHCTEMY C MaccaMu /7, =m u oobeMamu V, =V, <V, ¢ XapaKTepHbIM
pasmepoM L, :r, << L, <L, <L, 3Ha4eHUE IJIOTHOCTEH YaCTHUI| BELIECTBA B KOTOPO

OyIlyT Majo OTJINYAThCs OT 3HAYEHUH B 00beMe - V.
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OTO  03Ha4aeT  BO3MOXKHOCTb,  TEXHMUYECKYI0  pEaIu3yeMOCTb U
HOJIKOHTPOJIBHOCTh ~ MPOLEAYp IOATNOTOBKM OJHOPOJHOM CHCTEMBI YacTHIL

BELIECTBA 00BEMOM - V;  n3 00beMa BElIECTBa V), 3a NEPHOJ BPEMEHU - T, KOraa

Majble OTHOCUTENIbHBIE OTKJIOHEHUS MapaMeTpoB MPOOONOATrOTOBKU OyayT
IIPUBOJUTH K MaJIbIM OTKJIOHEHUSAM 3HA4Y€HUS MACCOBOM JIOJIM BJIard B BEIICCTBE

x(V,,T,), a cama MpoOONOATrOTOBKa OyneT obecneunBaTh MajoCTh OTKJIOHEHHH
3HAYCHHUS BEIMYMHBI x(V;,T,;) OT 3Ha4YCHUS BEIUYUHbBL x(V,,T).

Jlanee BO3MOKHO MOJTYYUTh PE3yJIbTaThl ONPEAEICHUS MACCOBOM 10U BOJIBI -
X i=Ln<N, @I Kaxmoil U3 OTOOPAHHBIX NPOG BEIIECTBA, MOIBEPIIINXCS
npeoOpa3zoBaHuI0 MpU NPoO00TOOpe W MPOOOMOArOTOBKE U B OOIIEM cCllydyae He
IIOJHOCTBIO NIEPEKPHIBAIOIINX 3a1aHHbIi 00beM BemecTsa - V(1) .

N3 nonymenuit 4-5 ciaeayer, 4To NMOBEJACHUE MAacCOBOM JOJIM BOJIbl B pa3HbBIX
o0beMax BellecTBa, OTOOPAHHBIX U MOJTOTOBJICHHBIX JJI OLICHKM MacCOBOW JJU
BOJIbI 33JJaHHOTO0 O00BbEMa W MAacChl, B TOM YHUCJIE B pa3HOE Bpemsi, 00YCIOBICHO
AHAJIOTUYHBIM TIOBEJCHHUEM MAKPOCKOIMMYECKUX BEIWYUH IUIOTHOCTU CYyXOH
OCHOBBI, IOPUCTOCTU U CTETICHU 3aMOJHEHUS TIOP BJIAXKHOT'O CYXOI'0 BEIIECTBA.

Torz[a MaCCOBYIO O0OJIFO BOJbI B npoGax BCIICCTBA IIOCJIC OJHOKPATHOI'O

i=1,N MOXHO MPEICTaBUTh B IMHEHHOM BU/IC

mi

NNEpEeMCIIMBaHUA - X

N
X, =D B, (I11.10)
=1

J
rae B, - Ko3GPUUUEHTsI, KOTOPBIC IPU [#] XapakTepusyloT JOJIO BEIIECTBA U3 i
- IpoOKI, MepefaHHyIO0 TOCHe IepeMeIINBaHusi B J - 0ObeM BemecTsa, [, - Dons
BEIIECTBA, OCTABILASCA B i - 00bEM BEILLECTBA B EMKOCTH I10CJIE NIEPEMELINBAHUS;

i,j=1,N. BenuuuHsl x i=1,N 00pa3yloT KOHEYHOE MHOYKECTBO 3HAYCHHI

mi >
MacCOBOM J10JIM BOJIbI B EMKOCTH TIOCJIE TIepeMeIIBaHus B 00bemax - V.
3nayenus KodpQuUUUEHTOB [, B OOIIEM CIy4ae HEU3BECTHBI, HO €CJIH

MNEPECMCIINBAHUC IIPOUCXOJANUT 0e3 IIOTCPH BOJABI B BCHICCTBC, TO BBIIIOJIHACTCA
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N N N N
)_cmN:I/Nmeiz)_cN, M MOXHO TIIOKa3aTh, YTO Zﬂ,]=2ﬂ,j=1; l/NZﬂijzl.

i=l i=1 J=1 i,j=1

N
Otmerum, uro u3 (I11.10) ¢ yuerom (I11.6) u paBeHctBa (1-f,) =) B, MOXKHO
=1

i#j

IIOJIy4UTh, YTO Vi=1,N
X,y = Bi% +(1=B)%y +7,:(0y) (TT1.11)

N
rue 7,ni(5H)EZ5wﬂg; - CIIyyalHble BEJIWYMHBI C MAaTEMaTU4YECKUM OXXUIAHUEM
j=l

J#

E(7m1(5H)) :O .
Paccmorpum noseaenue ypasuenus (I11.11) B aByx kpaitHux ciyudasx. [lpu

1 Y —
U/ICATbHOM NEPEMEIINBAHUN £, = f, = v u Vi=1,N OyJeT BBINOIHATHCA X,; =X, .

IIpu ManbIX OTKIOHEHMAX -S(S;), E(6(B;))=0,3na4enuii B, OT 3HAUECHUS B =1/N

u3 (I11.11) ¢ yuerom (I11.6) moyuum
X = % + (= f))Xy + 7,4 (0 ), (I11.12)

N

rae y,.(0,, ,BO)EyTNé(,Bﬁ)+Z5H/5(ﬂy)— CJIy4alHbIE BEJIWYMHBI C MATEMATUYECKUM
Jj=1
J#i

oxugaauem E(y,.(5,,8))=0; E(x,)=X,. To ectb fmnz—Zx
n

J=1

MOXHO CYUHUTATh

mj

OIICHKOM X , TJI€ YHUCJIO OTOOPAHHBIX MOCJE OJHOKPATHOTO TIEPEMEIIUBAHUS TTPOO
-n<N.

B nmpyrom kpaitHem ciydae 3¢ ¢heKkT mepeMeniMBaHus OTCYTCTBYeT. Torma
B;=p=1, B, =0, npu i#] n x,=x. Ecnu >pdexTsl nepeMemyBanns Majbl, TO

B =1+0(5;), B, =0(B,) npu I#], E(6(5;))=0, To (II1.11) MOKHO IPEACTABUTH

X =% +7,:(0. B), (I11.13)

N
rane y,.(0,, ﬁ)szé(ﬂﬁ)+25Hj5(ﬁij)— CIIy4YallHbIE BEJIWYMHBI C MaTEMAaTUYECKUM
j=1

J#i

oxxupanueMm E(y,.(0,,5))=0.
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B sTOoM cnydae pacxokIE€HHs B MacCOBOM J0J€ BOJbI B Mpo0ax MOryT
yBEIMYMBATHCS, OJTO Cilydyald, KOTJa TepeMelIUBaHUE MOXET YBEJIWYUBATH
JIUCIIEPCHIO OT HEOJHOPOAHOCTH 1IPO0 o}, .

B paccmarpuBaemMoM B gaHHOW paboTe ciydae TPOOBI OTOMpAroTCs
IOCIEIOBATENbHO, U TMepel KaXAbIM OTOOPOM MPOUCXOAUT OIAHOKPATHOE
nepeMemBanue. OTOupaeTcs TOJbLKO OJHA Mpoda M3 OJHOTO M TOTO )K€ MecTa B

CMKOCTH, Maccou - m. =m, TAC HOMEP - &k 0003HaYaeT MCECTOPACITIOJIOKCHUC B

E€MKOCTH 0TOMpaeMoi nmpoOsl 00bemoM - V,. Beero otoupator L =N npob. Takum
00pa3oMm, IOJIy4aroT MOCIEI0BATCIIBHOCTh {x(t,)}m ,tne x(t)=x,(), t,<t, <..<t,

, IPEJICTABIISIONLYIO U3 ce0s BpeMeHHoM psl. Y mocie onpeneneHus MacCoBOM 10U

BOJbI B K&)K,I[Oﬁ np06e IMOJY4YaroT IMOCICAO0BATCIIBHOCTD PC3YJIbTATOB OIIPCACICHUA

{fc(t,)}m . Ypasuenue (I11.10) B aToM citydae MOKHO TIEpenucaTh B BUAC
N-I+1

x(t,) = Z ﬂkj(tl)x/'(tl—l) 5 (IT1.14)

rae x;(4,) - KOHEYHOE MHOXECTBO 3HAYEHHM MacCOBOW JIOJH BOJBI B €MKOCTH
ocJIe (/-1)-ro nepememuBanus B o0bemax - V. Jlna Homepa - k Bcerna

BBINIOJIHACTCA yCJIOBHE 1<k<N-I/+1. YcinoBus HopmupoBku B (II1.14)

N-I+1 N—I+1 Nt
S B, = 2 B =1 VN =1+ 3 A (0)=1.
i=l Jj=1 i,j=1

B nanbHeiimemM Oyaem CYUTaTh, 4TO MPOIIECC IEPEMENIMBAHUS U 0TOOpa MPoo

BEIIECTBA W3 E€MKOCTM BOCHPOW3BOIUTCSA. Torma BeimonHsercsa VI=1L,

ﬂg,-(tz) ::Bg,‘ +5(ﬂgj(tl))l/l Vk, 1<k<N-1+1, f=p+51)), E(5(/8,j(t1))) =0.
VYuuthiBas, 4YTO paccMaTpuBaeMas Ipolielypa IepeMElIMBaHUs BEIECTBA B
€MKOCTH ¥ 0TOOpa mpo0 HarpasjieHa Ha MOJy4YeHHe OAHOPOIHBIX MPoO, 00paboTKa
pe3yIbTaTOB OMpEAeNIeHNs MAacCOBOM JI0JIM BOJbI B KOTOPBIX OyaeT 00ecreurnBaTh
JOCTH)KEHHE LeJeil IOCTaBJIIEHHBIX B Hayaje HacrosAwmed paldoTel, OyneM
npeanoisaratb, mojens (I11.6) — (I11.7) B 3ToM ciaydae MOKHO MPEACTABUTH B BUJIE

x(t)=x.)=x,+05,(t), (IT1.15)
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xt)=x0)=x.()+e). (I11.16)
MaTemaTHuecKkne OKUIAHHUS CIYYalHBIX BEIUUHMH Oy, (f) u &.(f) cuuTaroTcs

paBHbiMH HYJIO. Toraa u3z (I11.14) ¢ yuetom (I11.15), (IT1.16), B npeanosioxkeHuu o
BOCIIPOM3BOJAMMOCTH TIpolecca NepeMellnBaHuss v oTOopa mpol, U cienys

paccyxnaenusM mpu nonydenun ¢popmyansl (I11.11), uz (I11.14) MokHO MOITY4IUTH
)%(Zl) = ﬁx(tl—l)-’_(l_ﬂ))_cN +7/(t195H95ﬁ58) 9 (Hl . 17)
rae  y(t,0,,0;,6) - CilydalHas BEJIMYHHA, 00ycIIOBJIEHHAs] HEOIHOPOIHOCTHIO

BEIIIECTBA II0 MACCOBOW JI0JIE€ BOJbI, CIYYallHBIMU OTKJIOHEHHSIMH IIpolecca
nepeMenMBaHusl M OTOOpa TpoO BeEmecTBa M3 E€MKOCTH OT YCTaHOBJICHHBIX
HKCTIIEPUMEHTATOPOM  yCJIIOBHH, OINMMOKaMH aHaiu3a, C MaTeMaTHUYeCKUM
OoXuIaHueM - E(y(t,6,,0,,¢))=0.

B ob6mem ciyuae Beipaxenue (I11.17) siBasieTcst Mozienbio aBToperpeccuu 1-ro
nopsaka co cMmemenueMm. [loaTtoMy st TpOBEPKH CTATUCTUYECKOM THIOTE3bI O

CTAIlMOHAPHOCTH MOCHe0BaTeNbHOCTH {X(f))) .7 MOXHO HCIIOIb30BaTh TeCT JIuKH-
Odynnepa [278] B oO1el Bepcuu B IPEANOJIOKEHUH, uto VI=1,L, Af,=t,—t, | =/t .
Ecin rumoresa o0  CTAMOHAPHOCTH  IOCICIOBATEIBHOCTH {)%(Z)} i3

MOJTBEPKIACTCS U TPEHJ OTCYTCTBYET, TO ONPENETUB JJIUHY KOPPEISAIUN MEXKIY

X(,) , MOJKHO BOCIIOJIb30BaThCS ISt OLIEHKH O, U O, BeipakenueM (I11.9). B atom

_ 1 & . _
Cllydac BEJIMYMHA X, = ZZx(tj) SABJIAETCS OLICHKOM BEJIMYMHBI X .
j=1

Ecnu rumore3a o0 CTAallMOHAPHOCTH IOCJIEA0BATEIbHOCTH {fc(l)}lzﬁ HE
MOATBEPKIACTCS, TO KadyeCcTBO MPOOOMOATOTOBKM  (MEpEeMEIIMBAHUSA) U
nmpo0ooTOOpa HENb3sl MPU3HATH YAOBIETBOPHUTENbHBIM. OIHAKO JaXe B ITOM

cllyyae, €Ciiu MOCJe10BaTeIbHOCTh {%(D} .7 MOKHO OIIMCATh MOJIEIIBIO CIIy4aliHOTO

onyxmaaus [277], xorna B dopmyne (I11.17) 3navenme B=1, To ncnonssys

BBLIOOPOUYHBIE 3HAYCHHS BapUOTPAMMBI JJII BPEMEHHOTO psija {fC(tl)}l:E MOYKHO

OIICHUTH IO OTAEIBHOCTU O U O, . JTOT cllydail COOTBETCTBYET PACCMOTPEHHOMY
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paHee ciayyaro, Korga 3QpQeKT yMEHbIIECHUS 3HAUYCHUsl O, IO0CJE IepeMeIIuBaHNs
MOXeT oTcyrcTtBoBaTh. (C  Ipyrod CTOPOHBI, B 3aBUCMMOCTH OT 3aJad
HKCIEPUMEHTATOpa OLEHKU O, U O, noiydaeMble B pamkax moxaenu (I11.18),

(IT1.19) moryTt okazarbcsi mosie3HbIMU. Kpome TOro, mojayyeHHbIE JaHHbIE MOTYT
OBITh HMCIIOJIB30BAHbI Il YCTAHOBJIEHHUS ONTUMAJIbHOIO YHCIA NapajlieabHBIX
onpeneneHuil. OCHOBHOE OTIMUME MOJCIH CIy4YalHOIO Iapamerpa OT MOJAEIHU

CITy4aiHOTO OJY>KJaHUsI COCTOUT B TOM, YTO H3MepsieMas BeJTu4rHa ( X; ) 3aBUCUT OT
OpeapIAylero pesyibTaTa, a  Juclepcuss OT  HeogHopoaHoctu (D)

pPacCUMTBIBAETCS C TIOMOIIBIO CTPYKTYpHOHU (yHKIMU KonmMoroposa.

N3yyeHO 1OBEIEHHWE OCHOBHBIX CTaTUCTUYECKUX  KPUTEPUEB:  ObLI
CMOJENUPOBAH NPOLIECC U3MEPEHUM ¢ momoubi Merona Monte Kapno [279],
paccurTaHbl TEKYIUE U 00IIUE CPETHETr0, CTAHAAPTHOE OTKJIOHEHNE U CTaHJapPTHOE
OTKJIOHEHHE  CpeaHero, (QYHKUUMM  aBTOKOBapuUaluu Uil  HOPMaJIbHOI'O
pacnpeneneHusi, MOJEIH CIy4ailHOro napamMeTpa M MOJEIM CIy4ailHOIo
onmyxnanus. B paborax [la, 2a, 242 u 244] moka3aHo, 4TO JJii HOPMaJIbHOTO
pacnpeneneHus pe3yJibTaTbl U3MEPEHUN CIly4YailHbl, CTAHAAPTHOE OTKJIOHEHHE OT
HEOJHOPOJHOCTH OTCYTCTBYET, TEKYIEEe CpEIHEE IOCTOSIHHO, CTaHJapTHOE
OTKJIOHEHHE €IMHUYHOIO pe3yJbTaTa M3MEPEHMH JOCTaTOYHO CTAOMIIBHO,
CTaHAAPTHOE OTKIOHEHHE CPEAHEr0 YMEHBUIAETCS C YBEJIMYEHUEM YHcia
pe3yJIbTaTOB HM3MEPEHMH, TEHACHLHUSA [UIsl aBTOKOBAPUAILMOHHOM  (YHKIMH
orcyTcTByeT. [Ins Mozenu ciyyallHOro mMapaMerpa XapakTEepHO aHAJIOTHYHOE
NOBEJCHUE OCHOBHBIX CTATHCTHYECKUX KPHUTEPUEB 32 HCKIIOUYECHHEM HAINYUs
BIMSIONIETO (PaKTOpa B BUJE JUCHEPCUU OT HEOJHOPOAHOCTH, B TO BpEMsI KaK AJis
MOJIENIM CIIy4ailHOTrO Oy JaHUs OTMEYAeTCs M3MEHEHHs TEKYLIEro CpEeIHEro,
YBEIUYEHHE CTAHJAPTHOIO OTKJIOHEHUS E€IUHUYHOIO pe3yJbTaTa W3MEPEHHUN,
HaJINYUE TEHICHIUY 1)1 (PYHKIINY aBTOKOBAapHAalLlUH, T.€. 3aBUCUMOCTb PE3yJIbTaTOB

U3MEpPECHUM.
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Ipuaoxkenne 2. MPH-17-1'9T-173. Mertoanka pacuera
HeoIpPeAeJeHHOCTH Pe3y/IbTAaTOB oNpeaeJIeHUs MAaCCOBOM 10/1H BOAbI

B TBEPAbIX BellecTBax u marepuajax Mmeroaom TI'A-MC

112.1 O0uIme moj0KeHUus

MeTonrka OLIEHMBAHUS HEOINPENCICHHOCTU OINPEJCICHUSI MacCOBOM 10U
BOJbI Ha DTAJIOHHOW YCTAHOBKE HA OCHOBE METOJI0OB TEPMOIPABUMETPUH,
nuddepeHInanTbHO-CKaHUPYIOMEH  KAJIOPUMETPUM M MacC-CIIEKTPOMETPHH,
Bxojsieit B coctaB ['DT 173, npeaycMaTpuBaeT onpeaeieHue:

- HEONIPEAEIECHHOCTH THUIIA A, UA;

- HEOIPEAECIECHHOCTH THUIIa B, ug;

- CyMMapHOM CTaHAApTHOU HEONPEEIEHHOCTH, UC;

- paclIMpeHHOU HeonpeaeaeHHocTy, U.

I12.2 MeToa Bocnipou3BeAeHUS

Meron  BOCHpPOM3BENEHWS  MAacCOBOM  JOJM  BOJbI  OCHOBaH  Ha
TEPMOTPABUMETPUYECKOM aHaJIM3€, OCHOBHBIM PE3YJbTATOM KOTOPOIO SIBJISIOTCS
3aBUCUMOCTH TIOTE€PU MacChl OT TeMIEpaTypbl, Ha3bIBa€MbI€ TEPMUUYECKUMU
KPUBBIMHU WJIM TepMorpammaMu. B xojzie aHanu3a mapbl BOJIbI, BBIACISIIOLIUECS U3
aHAJTM3UPYEeMOU MPOOKI MO BO3JCHCTBUEM BBICOKOM TEMIIEpATypPhl, MEPEHOCITCS
ra3oM-HOCUTENIeM (OCYIIEHHBIM a30TOM) Ye€pe3 CUCTEMY COMPSHKEHUS B MOHHBIM
UCTOYHUK MAacCC-CIIEKTpOMETpa, T IOJBEprarTcs OoMOapIUpPOBKE ITyYKOM
AIEKTPOHOB. [Ipy 3TOM MOJIEKYJIbI pacnagaloTcsl Ha 3apsKeHHbIe pparMeHThl. Bun
U KOJIMYECTBO TakuX (parMeHTOB, a TakKe MEXaHU3M pacrnajga MOJEKYJ
XapaKTepuU3yT OIpelelieHHOe coenuHeHue. B anamm3atope mpubopa 3a cuer
JEeUCTBUS KBAAPYIIOIBHOTO JICKTPUUYECKOTO OIS MPOUCXOAUT pa3/ielieHue HOHOB
no maccam (TOYHEe MO OTHOUICHHIO MacChl K 3apsay (m/z), Ha3bIBaeMOMY
MAaCCOBBIM YHCJIOM).

KonnuecTBeHHOE OMpCACICHNUC BOAbI IIPOBOJAT I10 ITIOTEPC MACCHI.

270



I12.3 YcaoBusi BOCIpOou3BeAeHHUs] eIMHUIIBI MACCOBOM 10J1H BObI
[Ipu BoCmpoM3BEACHUU EIWHUIIBI MAacCOBOM JIOJAW BOABI COOJIFOAAIOT

CJIeIyIOLUE YCIIOBUSA:

- Temnepatypa Bo3ayxa, °C 20+ 25
- OTHOCHUTEJIbHAS BJIAXKHOCTh BO311yXa, % 55 +25
I12.4 AaroputmM OUHEeHUBAHHUSI HeONPeEAEJEHHOCTH BOCIPOU3BeEIEHMS
MAacCOBOIl [0JIM BOABbI JJIf1 JTAJOHHOW YCTAHOBKM HAa OCHOBE BO31YUIHO-
TEeIJIOBOM CYLUKH
OOpaboTKa JAHHBIX TEPMOTIPAMMBI

3HaYeHHE MaCCOBOM A0JIX BOABI BEIYUCJIAIOT 110 YPABHCHHIO

W= Maoor 100+ A’ +AIT (I12.1)
m -—m

mueisi+HasecKu mueia

rae m,,.., - Macca TUIJs, MrT;

m o
muemitnasect - Macca TUTJIS C HABECKOU, MT

m,,,- Macca Bosibl Ha TT/MC (moTtepst Macchl IpU BBICYLIUBAHUN ), MT;

A" - crampaprHas omMOKa pe3yJbTaTOB ONpEAe]eHHs MAccOBOM J0JIM
BOJBI, %0;

AIl - cMelmeHHe, CBA3aHHOE C BIUSAHUEM (DAKTOPOB, YCTAHOBIECHHBIX
METOJIMKOW BOCIIPOU3BEICHUH, %%.

3a pe3ynbTaT MPUHUMAIOT CpeliHee apuPMETHUYECKOE 3HAYeHUE BOCHMU
napaieJIbHBIX OINpe/ICICHUH.

OHCHI/IBaHI/Ie CTaHAAPTHOM HEONPEACICHHOCTH THUIIA A

I1o mosy4eHHBIM pe3yJIbTaTaM BBIYUCIISIOT:

- CpegneapuMeTHIECKOE 3HAYSHUE MACCOBOM JI0JIU BOJIBI:

S
W=—2>W, (12.2)

n o
rac W — i—pGByJILTaT OHPGHCHCHI/IH MaCCOBOﬁ J0JIN BOJBI, %

1 — YKCIIO Pe3yJIbTaTOB NapajljiebHbIX onpeaeiaeHui (n =8).
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- CTaHIapTHYIO HEONIPEACIEHHOCTh TUMNA A BBIYHCISIOT 1O (hopmyIie

(112.3)

OneHrBaHue CTAHIAPTHOM HEONPEIEICHHOCTH THIIAa B

CranaapTHYIO HEONIPEAEIEHHOCTh TUNIA B BBIUHUCIIAIOT yTEM CYMMHPOBAHUS
COCTABJIAIOLIMX HEOINPEAEICHHOCTH OT HCIIOJB30BAHHBIX CPEACTB U3MEPECHUH, a
TAKXKE C YYETOM JOIOJIHUTEIBHBIX MCTOYHHUKOB, CBS3aHHBIX C BIUAIOLIUMU

dakropamu

2 2
(a—WJ ' u2 (mmu;'.erHasecxu ) + ( aj’lW j : u2 (meo()bz ) +

mueisi+Hasecku 600061

u, (W) = (T12.4)

2

2
w o oW
’ [arn—j ' uz (mmuamwa«ecxu ) + Z aAHé . u2 (A]Yég )

muensi+Hasecku 5:1

BrisiBjieHHMe U AaHAJIU3 HCTOYHUKOB HEONpe1eJTeHHOCTH
Macca turas (m,,,,)

Macca turns uszMmepserca Ha Becax | (cmenuaibHOro) Kiacca TOYHOCTH
CPA225D B necsatu 10 mapaniensx, a B KaUeCTBE 3HAUCHHS MACChl TUTJISI OepETcs
cpenHee apu(pMeTUYECKOE U3 IECATU PE3YIbTATOB.

CornacHo cepTuduKaTy U MPOTOKOJIY KaJUOpPOBKM BECOB AHAJIUTHUECKHUX
I (cneunanbHoro) kiacca touHoctu CPA225D, cranmapTHas HEOINpeAeIeHHOCTh
tuna A cocrasiser 0,079 mr. B npennonoxeHun 0 paBHOMEPHOM paclpeeICHAN
M C YYeTOM B3BEUIMBaHUS 1pod B JeCATH MapajUleNisix, CTaHJapTHYIO
HEONPEeIEJICHHOCTH MPUHUMAIOT

u(mmu&m) = Z/IAl > (H2.5)
rac u, - cra"sgapTHas HCONPCIACICHHOCTh THIIA A.

Macca Turjs ¢ HaBeckoi (7, ..c.ou )

Macca Turisi ¢ HaBeCKOu HUCCIICAYCMOT'O BCUICCTBA U3MCEPSACTCA Ha BECax I

(cnenuanbHOro) Kiacca TouHoctyt CPA225D B necaru 10 napasiensix, a B KauecTBe
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3HAYEHWS MAaCChl THTJISl C HABECKOU Oepércs cpemaHee apuMeTHIecKoe U3 JIecAaTh
pe3ybTaTOB.

CornacHo ceptudukary U MPOTOKOIY KaJTUOPOBKH BECOB aHATUTHYECKHUX |
(cnenuanbHoro) kiacca touyHoctu CPA225D, cranmapTHas HeONpeneIeHHOCTh
tuna A cocrasisier 0,079 mr. B npeanosnoxxeHun o paBHOMEPHOM pacIpeiesieHuu
M C Y4Y4eTOM B3BEIIMBaHUA TPo0 B JIECITU MapaJUIeNsX, CTaHIAPTHYIO

HCOIIPCACICHHOCTHU IIPUHUMAIOT

(112.6)

u(mmuam+ﬂagetku) =U,,
U, - CramgapTHasd HCOIPCACICHHOCTH THIIA A PE3YyJIbTATOB HBMepeHI/Iﬁ

Macchl THUTJIA C HaBECKOW Ha Becax aHajauTHyeckux | (cmenuanbHOro) Kiacca
toyHoctu CPA225D.

Macca Boabl

Koneunas macca uamepsieTcsi BCTpPOEHHBIMU B TEPMOAHAIM3aTOP BECAMH, ITPU
NPOBEJCHUU W3MEPEHUI BBIOMpAaeTCs 3HAYEHUs Macchl Ha Mmiaro (T.e. Ha
TOPU3OHTAIPHOM Y4YacTKE TEPMOIpPaMMbl), IPOU3BOJIUTCS CUHMTBHIBAaHWE IOTEPHU
MaccChl, T.€. MacChl BOJIBI.

Cornacho pe3yJibTatam KaJIMOPOBKHU BECOB, pacumMpeHHast
) —0
HEOIPEICICHHOCTh U3MEPEHMI Macchl cocTapiser 5,8-107 +1,02-m,, | 1.

B IMPCAIIONIOKCHHN O pPAaBHOMCPHOM pacClpCaciIcCHUM W C YYCTOM
B3BCIIMBAHUA Hp06 B JACCATH MapaliCiiaX, CTAaHAAPTHYIO HCOINPCACICHHOCTH

BBIYUCIISIOT 1O (popMyIie

10-6 . 2
um. ) = \/(5,8 10 21,302 M) ()

IT0BTOPAEMOCTE PE3YNLTATOB U3MEPEHUM (A")

[ToBTOpsiIEMOCTH PE3yIHLTATOB U3MEPEHUI MAaCCOBOW JOJIM BOJIbI YUYUTHIBAIACH
CTaHJAPTHBIM CIIOCOOOM B COOTBETCTBHUM C PyKOBOJICTBOM 10 BBIPaKCHHUIO
HEOIPEIECIECHHOCTH.

CMeleHre, CBSI3aHHOE C  BIMSIONIMMH d)aKTOI)aMI/I, YCTAaHOBJICHHBIMH

METOAMKON BOCIIPOU3BEICHMS
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K OCHOBHBIM BIIMSFOLIUM dakTopam pu IIPOBEICHUH

TCPMOTPAaBUMCTPUICCKOI'O  dHAJIM3a  OTHOCAT! BCIIMYNHY MACChl HABCCKU

UCCIeyeMoro BemecTBa (M, ), CKOpOCTb MOTOKa ra3a Hocutels ( ¢), CKOpOCTh

Harpesa (V; ), Temneparypy Harpesa (7).

Brnusaust  BBIIBIEHHBIX  (PAKTOPOB  OILEHHMBAIOT MyTeM  IPOBEICHUS
MOJIHO(PAKTOPHOT'O SKCIIEPUMEHTA.
[Tnan-sxcniepumenT npescrapieH B Taommie [12.1.

Tabmuua I12.1- IlnaH-3KCOEpUMEHT MO MPOBEACHUI0 MHOTO(PAKTOPHOIO

OKCICPUMCHTA
Macca naBeckn | Ckxopocts notoka | CkopocTh Harpesa Temmneparypa
Ne oneiTa M ra3a HOCHUTEIIS v, Harpesa

@y 7
1 2 3 4 5
1 - - + +
2 + - + -
3 - + + ;
4 + + + +
5 - - - +
6 + - - :
7 - + - -
8 + + - +

DKCHepUMEHTAIbHBIE JIaHHbIE 00padaThIBAIOT METOJOM MHOKECTBEHHOM

JUHEHHOM perpeccun. B xo1e 00pab0OTKH MOTyYaroT CICAYIOMNE 3aBUCUMOCTH
AH = bl (muaeec;cu - m/—taeecrcu onm) - b2 (¢N - ¢N onm) + b3 (VT - VT onm ) + b4 (T - 7:)}1”1 ) N (H2’8)

CTaHI[apTHy}O HCOIIPCACIICHHOCTL CMCHICHUA, CBA3AHHOTO C BJIMAOIIUMU

(dakTopaMu, yCTaHOBICHHBIMU METOTUKOI N3MEPEHHI, pACCUUTHIBAIOT IO PopMyJie

e ow Y Am Y Ag, Y Av, Y ATY
. AIl. ) = b] HagecKu b2 N b T b4 — H2 . 9
) )=t (w3 ) (a4 <[ ) 29

rac Am - JO0IIYCKac€MO€ OTKJIOHCHHUC MACChbl HABCCKH, YCTAHOBJICHHOC B

HasecKku

KOHKPETHOU METOJMKE BOCIIPOU3BEACHUN;
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A@, - OTKJIOHEHHE, CBS3aHHOE CO CKOPOCTBIO IOTOKA Ta3a HOCHTEIS
(mMpuHHUMAETCs pABHOM YTPOSHHOM IUCKPETHOCTH YCTAHOBJIEHHSI CKOPOCTHU IOTOKA);
AV - OTKIIOHEHHE, CBA3AHHOE CO CKOPOCTHIO HarpeBa (IPMHUMAETCs PABHOM

YTPOEHHOM TUCKPETHOCTU YCTAHOBIIEHUSI CKOPOCTH HarpeBa);
AT - OTKIIOHEHHE, CBS3aHHOC C HEOIPEHNCICHHOCTBIO W3MEPEHUMU
TEMIIEPATYPHI.

OHGHI/IBaHHe pacIIMPEHHON HEONPEACICHHOCTH

CyMMapHy10 CTaHAApTHYIO HEONPEAEIEHHOCTh BBIUUCISIOT 10 (opMyJie

uc(W) = \/ wy (W) +uy (W) . (T12.10)
Pacmmpennyro HeonpeaeIeHHOCTh BEIYUCIISIOT 1O (popMyIie
UW)=k-u-(W). (I12.11)

PacmmpeHHyro  HEONpPENENEeHHOCTh  U(W)  MNOJNy4aloT  YMHOXKEHUEM

CTaHIApPTHOW HEOMpEeIeNIeHHOCTH Ha Kod(puIMeHT oxBarta k, paBHBIA 2, Tpu
JIOBEpUTEIbHOU BepoaTHOCTH P=0,95; u paBHbIM 3, TpU JAOBEPUTEIBHOMN

BepositHocTr P=0,99.
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IIpuio:xkenue 3. MaremaTtuyeckasi MOJieJib TBEPAOIr0 BJIAKHOTO

BeIeCTBA MOPUCTON CTPYKTYPHI

OOBEKT BIaroMeTpuM — 3TO TBEPIBIA KapKac HEPEryJSIPHOrO0 CTPOEHUS, C
MopamMu pa3HbIX pa3MepoB U GOpPM, € YEPEAYIOIIMMHUCS PACHIUPEHUSIMH U
CY>XEHUSIMH, 3aMI0JTHEHHBIMU KUJIKOCTBIO U ra3oM. [Ipeamnonaraercs, 4To mopucToe
IPOCTPAHCTBO MOKHO pa30UTh HA 00JIACTU-TOMEHBI TPEX TUIIOB - B BUJIE )KUJIKOCTH,
napa WIM aJCOpPOIMOHHOW IUIeHKH (B Cllydyae OTCYTCTBUS KalWUISPHOU
KOHJIEHCAllMH), OTAECJIECHHbIE OT JAPYTHX TAaKUX € 00JacTedl TBEpAOW WU APYrou
dazoit. Onmcanue paBHOBECHUs XUIKOW (a3bl B TAaKOM CHCTEME OCHOBAaHO Ha
3aKOHOMEPHOCTSX TMOBEPXHOCTHO-KAMUWJUIIPHBIX SIBICHUM TPU  BBIIOJHEHUU
YCJIOBUHM paBHOBECHS BO BCEX TPEX TUMAX JOMEHOB.

CylecTBEHHBIMH [IJ1 TAJIbHEUIIIETO sABsieTcs caenytomiee [280, 281]:

1. T Boas! pu 293°K B mopax ¢ paguycom >10* aM ckopocTs nepenoca

KUIAKOCTH — [, WU Tapa — TMPUMEPHO OJMHAKOBBI W OOJbIIE CKOPOCTU

f
nepepacupeneneHus aacopOLMOHHO Biaru — I, , B mopax ¢ paguycoM < 10* um:
I, ~1,>>1,.

2. YcranoBienue paBHOBECHS, Hapsy c MEJIJIEHHBIM
nepepacnpeie;IeHHeM BOJIbI IO 00beMY ITOPOBOTO MPOCTPAHCTBA, COMTPOBOKIACTCS
CIIOHTAHHBIMH CKAQUKaMU THAPOCTATUUECKOTO JIaBJICHUS IPU UCTIAPEHUH KUJKOCTH,
MPUBOJSIIMM K OYEHb OBICTPHIM 3AMOJTHEHUSAM WU OCBOOOXKACHUSIM OT KUAKOCTH
MOJIOCTEN MOpOBOro npocTtpancTra. [Ipu 3ToM B mopax majoro pazMepa CKauyku
JABJICHUM MOTYT JOCTUTaTh COT€H aTMochep W MPUBOJIUTH K pPa3pylLICHUIO
TOHKOIIOPUCTHIX BEIIECTB BOAOM.

duznueckas MoJielab 00beKTa 6a30BOro 00bema

MaccoByto J10JTI0 BOJIBI B TBEPJIOM BelecTBe 00beMOM « V() » (M*) U Maccoi

«m(t)» (KT) B MOMEHT BpeMeHH - ¢ €1, T] ([¢,,T] - 3agaHHBIII IPOMEKYTOK BpEMEHH,

oTpeesieMbIi 3a/1layaMy MPUMEHEHHUS ) MO>KHO BBIPA3UTh 10 clieytomiei popmyie

x(m(o), Vi(e), 1) = 2l (I3.1)

m(t)
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rae m, (t)- Macca BOJbI B Macce BELIECTBA m(r).

Benuunna m(f) <coW CKIAIBIBAETCA W3 MACChl CyXOM OCHOBBI BEIIECTBA -
m,(tf) ¥ Macchl BoAbl - m, (). s abcomoTHO cyXxoro BemiectBa my,(t)=m(t),
m (1)=0 U x(m(z),V(t),t)=0, 151 BOJBI (B OTCYTCTBUE CYXOH OCHOBBI) m, (¢)=m(t),
m,(1)=0 ¥ x(m(t),V(t),t)=1, Vre[t,,T]. CrnemoBaTenbHO, BeINYUHA x(m(t), V(7))
OTpaHMYCHA M B OOIIEM cllydae MOXKET IMPUHHUMATh JIOObIE HEOTPHUIlATEIbHBIC

BEIIECTBEHHBIE 3HaYeHNs Ha npomexyTke [0,1], Vi e[s,,T].

PaCCMOTpI/IM OIIHCaHUEC COOTHOIICHUA YHUCJIa YaCTHUIL CYXOﬁ OCHOBBI, BOABI U

ra3oBoil ¢aszpl B 0a30BOM o00beMe BIAXKHOrO BeHleCcTBA V¥, M Maccol m,,

HAXOJISAIETOCS B COCTOSSHHHM TEPMOJUHAMUYECKOTO PABHOBECHSI C OKPYIKaIOIIEH
cpenoii. B aToMm ciyyae MOXHO IIpeHeOpeyh 3aBUCHUMOCTBIO OT BPEMEHHU BEIIMYMH,
Bxoasamux B (I13.1).

ITycTh cyMMapHblidi 00beM TI0p - V,, M TBEPIOH (a3bl (CyXOH OCHOBBI) -V,
COCTaBJIAIOT 0a30BbIN 00BeM - V,. OObeM - ¥, MUHUMAaJIbHBIN TOCTYIHBIN 00BEM

Opu HM3MEPEHUHM COJIEpKaHUs BOABI ISl JAHHOTO KOHKpeTHOoro wmeroxa. O
pacmpeieNieHud 4YacTHUI] CyXOMl OCHOBBI BHYTpH 3TOro oObeMa uHOpManus
OTCYTCTBYET, MOXKHO JIUIIIb CUUTATH, YTO OHO MTOCTOSIHHO BO BPEMEHH, TO €CTh, UTO
MaTepHaIbHBIE OOMEH YacCTHUI[aMU BHYTPHU CHUCTEMBI M C OKPY’KAIOIIEH Cpeaon
OTCYTCTBYET, U B OTCYTCTBUE BHEIIHMUX MOJEH CYNTAEM HE3HAYUMBIMHU KOJIeOaHUs
YACTHUI CYXOM OCHOBBI 32 CUET MEKYACTUYHOTO B3aUMO/ICHCTBUSI.

Bynem cuurtath, 4TO CyXas OCHOBA COCTOMT W3 YaCTHI], HAXOISALIUXCS B
COCTOSIHUHU TIOKOS, B CUCTEME OTCYTCTBYIOT XMMHUYECKHE TpeBpanieHus. Boga B
Mopax BEIIECTBA HAXOJUTCA B JKHUIAKOM WM Ta3000pa3HOM COCTOSIHUM B BHUJIE
aJICOpOLIMOHHOM, KaNmWUIIPHOM WM CBOOOJHOM Biard (HE paccMaTpPUBAIOTCS
BELIECTBA, COJIepKalllhe BOIYy B BUE JibJa). [Ipu 3TOM, 17151 BELIECTB, COJIEp KaIINX
XUMHUYECKHM  CBS3aHHYIO  BOAy  (Hampumep, ISl KPHUCTAJLUIOTHMAPATOB)
MPEANOJIAraeTCsl, YTO KPUCTAIUIN3ALMOHHAS BOJIA IBJIAETCS OJJHUM U3 KOMIIOHEHTOB
COCTaBa CyXOil OCHOBBI M 3aJady HM3MEpPEHHs COJEpKaHHsS KPUCTAIIOTHUIIPATOB

ClIieayeT pacCMaTpuBaTh OTJCIIBHO.
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IIycTh n, - 4MCIO YaCTULl ITPOU3BOJIBHOIO OJHOTO THUIIA CYXOW OCHOBBI B
MaKpPOCKOIIMYECKON cucTteMe 00beMoM V.

BBeneM BennunmHy MaccoBOW KOHIEHTpauuu - 3PGEKTUBHON (yCIOBHOM)
IUIOTHOCTH CYXOr0 IIOPHCTOIO TENa, COCTOSAIIEr0 M3 YacTHUI] OJHOIO THUIIA

MaKpOCKOIIMYeCKOM o0beMe ¥, -

m, m,,n, (Vo)
C,(V, )=—2L=_1r ,[—=1, (I13.2)
e Voa Voa M

rae  m,, - Macca 4acTHIbl CyXOW OCHOBBI, m,, - Macca CyXOi OCHOBBI
BEILIECTBA U3 YACTHUI] OJTHOTO TUIIA, K.

Ecnu cyxast ocHOBa MOPHUCTOr0 Tela COCTOUT U3 YACTHUIL Pa3HBIX TUIIOB, TO C
yuetom (I13.2) nmist 3hPexkTUBHON MIIOTHOCTH CYXOM OCHOBBI M3 YacCTHIl Pa3HBIX
TUIIOB 00BEMOM V), MOITYyYUM

im il (Voa)

V. . pdi i L

C, () =" Toa) _ i =3 CouVo) (I13.3)
i=1

Voa S,

i=l1

rjae L— 4uciio TUIIOB YaCTHUI] TBCPAOIo BCUICCTBA, BKIIFOYAA BOAY B BUJIC JIbA,

v,

" -~ O0BEM 3aHMMAaEeMbIi YaCTULIAMU [-TO COPTA,

m ;- Macca 4acTUIIbl TBEPAOTO BEIIECTBA I-I'0 THIIA,
oy (Vog) - YACIO YACTHUI] TBEPJOTO BEIIECTBA i-I'0 THIIA B MAKPOCKOIIMYSCKOM
o0bemMe, 3aHMMAaeMOM YaCTULIaMH CYyXOl OCHOBHI - V,,

pdi"odi Voa)

m
Cou Vou) = ” - a(dexTuBHas (ycIOBHas) IUIOTHOCTh — MaccoBas
0d

KOHIICHTPAIUs YaCTUI] TBEPIOTO BEIIECTBA i -I'O THUIIA.
ITo ananoruu ¢ (I13.3) BBeneM 3 (PEeKTUBHYIO TUIOTHOCTD BOABI M OTJIMYHBIX

OT BOAblI KOMIIOHCHTOB COCTaBa BCHICCTBA B BHAC XHAKOCTH 00bEMOM - Voza

PacroJioKEHHOM B IMMyCTOTaxX MOPUCTOIO TBEPAOrO Tea:

Zmpzinozi(Voz) K
€y ="at) = CulVi); (I13.4)

Vo A
i=1
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rae K - 4ucio TUMOB YacTHIL KUAKON (as3bl,

m ;- Macca MOJIEKYJIbI )KUJIKOCTH i -TO THII,
ny,;(V,) - 4ACIIO MOJIEKYJI )KUJKOCTH i-I'O TUIIa B MAKPOCKOIIMYECKOM 00BEME,

3aHMMAEMOM MOJIEKYJIAMH JKUJIKOCTH - V,, ,

m,; My, o)

Coi (Vo) = > QexTrBHas (yCJIOBHAs) INIOTHOCTb — MAaccCOBas

o/
KOHIOCHTPAIUA ) KUJIKOCTH MOJICKYJI [-T'0 THUIIA.

Ilyctb 00beM V, =V,, +V,,, TAE V,,- 00bEM CYyXOH OCHOBBI, ¥, - 00bEM IOD.

2
Torma v,, =v,, -V,,, tae V,, - 53p(EeKTUBHBIA 00bEM ra30Bok (asbl, BKIIOYAs Maphl

BOJbI B mopax BemiectBa. M mo anamoruum c (I13.3) addexTrBHYIO MIOTHOCTH

ra3oBoi ()a3pl B TOPUCTOM BEIECTBE MOKHO ONIPEICTUTH TaK

f“ mpai”Oai (VOa) M
€, () ="ale) =3 CouFu)s (I13.5)

K
V -
0a i=l1
z I/Oai
i=1

rae M — 4ucio TUIOB YacTHI] ra30Boi (asbl,

m,,.- Macca MOJIEKYJIbI ra3a i-ro THIIA,
n,,(V,) - YUCIO MOJIeKyl raza i-ro Tumna B 3(p(EeKTUBHOM o0BEME,
3aHMMaeMOM MOJIEKYJIaMu Ta3a - V, ,

) — mpai”Oai (V()a)
¢ V.

O0a

Cous(V, - 3(dexTrBHas (ycIOBHas) IUIOTHOCTh — MAaccoBas

KOHIICHTpAIUsl MOJIEKYJ T'a3a i-ro TUIa.
C yuetrom onpenenenus (I13.1) B pamkax 1aHHOM MOJIE U BEIIECTBA MOJIYyYUM

mw(V:)) — mIW(VE))-i_mdw(V:))-i_maw(V:))
m, my,, (Vo) +m,, (Vo) +m,, (Vo) +m,(V,)+m,(Vy)+m,, (V) ’

x(V) = (I13.6)

rne m, (Vy), m, V,),m, V,),m,Vy),m,V,), m,(V,) - Macca BOJIbI B JKHMJIKOM,
TBEPJIOM U Ta3000pa3HOM COCTOSIHMM, Macca OTJIMYHON OT BOJBI CyXOW OCHOBBHI,
Macca OTJIMYHON OT BOJBI )KHIKOW M Ta30BOH (Da3bl BIAXKHOTO TBEPAOTO BEIIECTBA
obbemom ¥V, u maccoit m,=m, (V,)+m, V,)+m, V)+m,V )+m,V )+m V),

COOTBCTCTBCHHO.
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C yuerom (113.3) - (I13.5) Beipakenue (I13.6) MOXKHO IpeACTaBUTH B BUJIE

I/OICIW(V;)I) + I/()a(-jaw(l/()a) + I/()d de(V;)d)

x(Vy) =
’ I/OICVW(I/OW) + I/OaC’aw(I/Oa) + I/OdC'dW(I/Oa')-i_ I/oa'Cvd (V:)d) + I/olCld(I/ol) + I/oaC'ad(I/oa)

Orta dopMyna IMO3BOJISICT BBECTH B OIPEACICHHE MAaCCOBOW JIOJIU BOJBI

MAaKpOCKOIMMYCCKHUEC ITapaMETPhbl, XapaKTCPHU3YIOIMHEC BJIAKHOC TBCPAOC BCIICCTBO

v

o0beM - V,: 00bEeMHYIO MOPUCTOCTh CyXOW OCHOBBHI - g(VO):%fe[O,l], CTENCHb
0

Vo 4

3aI10JIHEHUS ITOP JKUJIKOCTBIO - Q,(VO)zV—e[O,l] urasoM 6, (V,)=—"

0f 0f

€[0,1]. Torma

MOXHO IIOJTY4YHUTh

€000, Con + 00, Co) + A=), (I13.7)

£y(6,,Co, +6,,Co) +(1—£.)C, ’

x(Vy) =

rac ajisi COKpalmcCHu:A 3aIllMCH BBCICHBI 0603Ha‘-ICHI/I$I, KOTOPBIC 3aBUCUMOCTDb

BenuuuH B (I13.7) ot ¥, 0603Hauar0T HUKHUM UHJEKCOM — (). JIJ1s1 MHOTHUX TBEPIBIX

BEILIECTB MOXHO C IPUEMIIEMOM JJIs1 NPAKTUKH U3MEPEHUN MacCOBOW JOJIM BOJbI B
BUJIE JKUIKOCTH MOXHO mnpeHeOpeubr B (I13.7) BnusHueM Ha pe3ynbTaThl

onpeneneHus - x(V,) HaAIMYUs B HOPOBOM IIPOCTPAHCTBE CyXOH OCHOBBI BEIIECTB B

BUJIE r'a3a, B BUAY UX MaJIO Macchl. Toraa B OTCYTCTBUE B COCTABE CyXOW OCHOBBI
KPHUCTAJUIM3allMOHHOM BOJIbl MU B COCTaBE BEILIECTBA OTIMYHBIX OT BOJIbI JICTYUHMX

komnoneHToB u3 (I13.7) nonydyaem

W)= el (I13.8)
00,00, + (1= 89) Py

TAE p,, s Poy - INIOTHOCTHU BOJBI B BUJE JKUAKOCTHU B IIOPaxX CyXOH OCHOBBI U

IINIOTHOCTD CYXOﬁ OCHOBBI COOTBETCTBCHHO,

&, - 00beMHasi HOPUCTOCTh CYXOW OCHOBBI,

6,, - CTETIeHb 3aII0JIHEHUS MOP B TaHHOM 0a30BOM 00beMeE BEILECTBA - V.
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