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OBHLIAA XAPAKTEPUCTHUKA PABOTHBI

AKTyaJbHOCTHh TeMmbl. OTpabGoTanHbie aBTOMOOMIbHBIE Katanu3aTopsl (OAK)
SBIIAIIOTCSA OJHUM U3 CAMBIX PACHPOCTPAHEHHBIX BUJOB BTOPUUHOTO ChIPbs INIATUHOBBIX
meramuioB  (IIM), Ttakmx kak Pt;, Pd w Rh, conmepxanme KOTOpBIX
nocturaer 107 maccoBeix  momeli  %. AHaIMTHYECKHIA KOHTPOJIb  OTPaOOTaHHBIX
aBTOKAaTAJIM3aTOPOB — 3TO CJIOXKHBINA, MHOTOCTYIIEHYaThIi npouecc. CleyeT OTMETUTD,
YTO MpH nepepadoTke OTpabOTaHHBIX ABTOKATAIM3aTOPOB HEOOXOAMMO OMpEEeIICHUE
HE TOJIbKO IJATMHOBBIX METAJUIOB, HO U COMNYTCTBYIOIIMX WM TOKCHYHBIX
aneMmeHToB (TD), momagamIKuX B HUX U3 aBTOMOOMILHOTO TOILIMBA, TakuX Kak AS, BI,
Cd, Pb, Sh, Se, Te na ypoBHe 10° — 10 maccoBbIx momneii, %. B pe3ysbTaTe BO3HUKAET
HEOOXOJUMOCTh  pa3pabOTKU  BBICOKOTOYHOTO M BBICOKOYYBCTBHUTEIBHOTO
MHOT03JIeMeHTHOTO MetoAa aHanu3a OAK u COOTBETCTBYIOIIETO METPOJIIOTUYECKOTO
oOecnieueHus. IlepCEeKTUBHBIM METOJOM JJIsl pEIICHUs JaHHOM 3ajaud sBIsIeTCA
aToMHO-abcopOimonHas cnekrpomerpus (AAC).

Meton AAC sBisieTcsl JOCTATOYHO YHUBEPCAIBHBIM — C €r0 IMOMOILBIO MOXHO
ONpEeAeNATh XMMHUYECKHE OJJIEMEHThl B IIHPOKOM JUala30HEe KOHLEHTpALUWA B
pa3HOOOpa3HBIX  MaTpUllaX, AaTOMHO-a0COpPOLMOHHBIE MPUOOPHI  OTHOCUTENIHHO
Hepoporn u joctynHsl. Jlo HemaBHero BpemeHu Mmetos AAC uMen orpaHuyeHHe,
CBSI3aHHOE C IPUMEHEHHUEM B KAaueCTBE MCTOYHMKA CBETa JIaMII IIOJIOTO KaTojda, 4YTo
MO3BOJIAET €AMHOBPEMEHHO OIPEAEIATh TOJIBKO OIMH 3JEMEHT, @ MHOTO3JEMEHTHBIH
aHayn3 TpeOyeT NOCIEeN0BaTENbHON CMEHBI JlaMI. DTO OrPAaHMYEHHE YCTPAHEHO C
NOMOILBI0 NIPUMEHEHUSI HENPEPBIBHOIO HCTOYHUKA crnekTtpa B AAC, — U B HOBOM
BapHaHTE METOJ CTAHOBHUTCS IMOCJIEI0BATEIIbHO MHOTO3JEMEHTHBIM. A YHUKAJIbHbIC
BO3MOXXHOCTH OIIPEAENEHUS] HU3KUX COAEpKaHMWA Orjaromapsi yHHMBEPCAJIbHOMY
ATAJIOHUPOBAHUI0 M HHU3KUM TpPEeOOBaHMUSIM K COJEBOMY COCTaBy MpoO MO3BOJISIOT
pa3paboTaTh HOBbIE NIEPCIEKTUBHBIE METOIMKH aHAIUTUUYECKOTO KOHTpoJsi OAK.

[Ipu pemieHMH METOAMYECKUX 3aad Ba)KHO Y4YECThb, UTO, HECMOTPSI HAa BBICOKOE
paszpelieHue aTOMHO-a0COPOIIMOHHOTO METO/1a C HENMPEPHIBHBIM UCTOYHUKOM CIIEKTpa U
ANEKTPOTEPMUYECKOM aToMu3anuel (2 mM/HM), OIpeeeHue MHKPOCOAepIKaHUM

AHAJINTOB, CONPOBOXKIAIOUIEECS  IMAPAUICIIBHOM, OJHOBPEMEHHOM  aTOMH3aLUEN
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BBICOKMX COACpPXAHUM MaTPUYHBIX KOMIIOHEHTOB, MPEBBIMIAIONINX COJICpKAHUE
aHAJIMTOB B COTHH — JIECATKH THICSY pa3, HE MOXKET OBITh MPOBEIECHO, TaK KAaK MIOTHBIN
aTOMapHbIi Map MATPUYHBIX DJIEMEHTOB IEPEKPHIBAET JOCTYH K CUUTBIBAHUIO
JIETEKTOPOM H3JTyUEHHUsI CUTHAJIA aTOMHU3ALMHU OTNIPEAEIIEMbIX KOMIIOHEHTOB. Pemenuem
ATOM KOMIUIEKCHOM 3aJaud SIBISIETCS pa3paboTKa B3aMMOOIOJIHSIOMIUX METOAUK
aTOMHO-a0COpPOLIMOHHOIO C 3JEKTPOTEPMUYECKOM aTOMHM3alUEel M HENPEPHIBHBIM
ucrounukom cnekrpa (DTAAC-HUC) anmammza OAK, BrIOvHamOmmMx  Kak
UHCTPYMEHTAJIBHOE OIPENEICHUE aHAJIUTOB, TaK W KOMOMHUPOBAHHOE XHMUKO-
CTIEKTPATBHOE OTPEICICHNE HCKOMBIX JIEMEHTOB.

Leap padoTbl — HccleOBaHUE U pa3pabOTKa MHCTPYMEHTAIbHOW U XUMHKO-
CHEKTPAJIbHOM METOAMK aTOMHO-a0copOmuoHHoro anammsza OAK ¢ ymydiieHHbIMU
METPOJIOTMUYECKUMHU XapaKTEPUCTUKAMHU Ha OCHOBE HOBBIX METOAMYECKHUX MOJXO0B.

JUis JOCTW)KEHUsl TIIOCTaBICHHON LENM HEOOXOAMMO pEIICHHE CIEAYOLUX

3a/1a4.

— U3y4YUTh XapakrepHble ocooeHHoct OAK kak o0bekTa aHaIm3a;

— NPEVIOKUTh PA3TUYHBIE METOJUYECKHE TMOAXOJbl MPUMEHHUTEIBHO K
aToMHO-abcopOrmonnoMy ananuszy OAK Ha conepxanue [IM u neryuux TO;

— MCCJICIOBATh BJIMSHUE MAaTPUUYHBIX M COMYTCTBYIOIMX KOMIOHEHTOB OAK
Ha ONpeAesiCHUE IJIATUHOBBIX METAJUIOB M MOTJIOMICHHBIX B MPOLECCE IKCILTyaTalluu
TOKCUYHBIX AJIEMEHTOB;

- pa3zpaborarb MHCTPYMEHTAJIbHbBIE CHOCOOBI HUBEJIMPOBAHUS
UHTEP(PEepUPYIOUINX BO3ACHCTBUI HA OMpPEEIIeMbIE JIEMEHTHI;

— UCCJIeIOBaTh U pa3paboTaTh METOAbl COPOIMOHHOTO KOHILIEHTPUPOBAHUS
TOKCUYHBIX 3JIEMEHTOB JIJIsl OBBIIICHUS YyBCTBUTEILHOCTH UX ONPEICICHUS;

- pa3paboTaTh W aTTECTOBATh MHCTPYMEHTAIBHBIC H XUMHKO-CIICKTPAIbHBIC
METOIUKH aTOMHO-a0COPOIIMOHHOTO aHaJin3a OAK c YIIY4YIlI€HHBIMU

MCTPOJIOTHUYCCKUMHU XaPAKTCPUCTUKAMMU,

! TlonsTHe MHCTPYMEHTANBHOTO aHANM3a HE SABIACTCS KAHOHMYECKMM (CTAHIAPTH30BAHHBIM). B MaHHOH paGore OHO
OTHOCHTCSI K aHAJIN3Y PAaCTBOPEHHOUW MPOOBI 0e3 CHenuaIbHON CTaIuu XUMHYECKOTO pa3felieHHus W KOHIICHTPHPOBAHUS.
[Ipn nprMeHEeHNM XHMHYECKOTO pa3/ieleHHs] M KOHICHTPHUPOBAaHMS B paboTe HCHOIB30BaH TEPMUH — XHMHUKO-
CIIEKTPAJIbHBIN aHAJIU3.
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— BHEJIPUTH pa3paboTaHHbIE METOJUKH B MPAKTUKY paboThl McnbITaTeIbHOTO

aHanutuko-ceptudukanmontoro uenrpa (MACI) uncrturyra 'mpeamer.
Hay4yHast HOBM3HA

1. [IpenymoxkeHa W peanu3oBaHa KOMOHWHAIMS HOBBIX  METOIUYECKUX
noaxonos ¢ wucnonb3zoBanueM Meroga OTAAC-HUC npumenutensHo k OAK -
uHcTpyMeHTanbHbIi (ipsiMoii) 9TAAC-HUC ananu3 OAK nHa coaepkanue Pd, Pt, Rh u
Pb wm copOIroHHO-aTOMHO-a0COPOIIMOHHBIN aHaIN3 (XUMHKO-CIICKTPAIbHBIN) Ha
conepkanue As, Bi, Cd, Sb, Se u Te.

2. B pamkax paHHOW KOMOMHALIMM OXapakTEPU30BaHbl MOTEHIIMAJIbHbBIE
Bo3MoxkHOcTH Meroga DTAAC-HUC, Bnepsble npumeHeHHoro misg aHanuza OAK,
NPEAJIOKEHBl HOBBIE CIOCOOBI MPOOONOJATOTOBKH, OOOCHOBAHBI M YCTaHOBJICHBI

TEMIIEPATYPHO-BPEMEHHBIE  YCJIIOBUS  aHAJA3a,  OLEHEHBl  METPOJIOTUYECKHUE

XapaKTCPUCTUKMU.
3. BrIsiBI€HBI M OXapaKTCPHU30BaHbl HCTOYHHKH BJIHWAHHWA Ha PCE3YJIbTATbI
HHCTPYMCHTAJIbHOTO  daHaJiu3da — MATpU4YHBIC HW  COIIYTCTBYIOIOHUC  3JICMCHTHI.

[TpennoxeHsl U peaar30BaHbl IyTH MUHUMHU3ALUU 3TUX BIUSHUM.

4, [Ipennoxen wu pa3paboTaH cHocod® TPYyNIOBOIO  BBIIEICHUS U
KoHUeHTpupoBanuss TO w3 pactBopoB OAK ¢ wucCHonb30BaHHEM  HOBOTO
rpa"yiaupoBaHHoro  S,N-cojepikamero KOMIUIEKCOOOpa3yroIero reTepolernHoro
MOJIMMEPHOTO COpOEHTa B KaueCTBE MPEIBAPUTEIbHON CTalUU XUMHUKO-CIEKTPAIBLHOTO
aHaIun3a.

Teopernyeckasi 1 NpaKTHYECKasi 3HAYUMOCTDH PadOThI

1. OxapakrepuzoBanbl ocoO0eHHOCTH OAK Kak OOBEKTOB aHAJIUTHYECKOTO
KOHTpOJIsSI, CHOPMYJIUPOBAHbI TPEOOBaHUS K MEPEUYHIO ONPEIACISIEMBIX 3JIEMEHTOB,
JIMANa3oHy UX COACPKAaHUN, METPOJIOTMYECKUM XapaKTEPUCTUKAaM METO0B aHAJIM3a.

2. [IpoBeneHa KOMIUIEKCHAs OLEHKAa AaHAJIWTUYECKHX  BO3MOYKHOCTEHN
BBIOpaHHOTO g JocTkeHus: moctaBieHHod 1enu OTAAC-HUC ananusza B
UHCTPYMEHTAJIHOM M XUMUKO-CIIEKTPAJIbHOM BapHaHTaX HAa OCHOBAHUU MCCIIEIOBAHUIM
BO3MOXXHBIX  IIEPCHEKTUB, TIOME€X M orpaHndyeHuil. Pa3paboranbl  crnocoOsl

IIPAKTUYECKON PeaN3alvu Pe3yJIbTaTOB UCCIECAOBAHNMN.
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3. Paspaboranbl u aTTecToBaHbl Ha 0a3e MPENJIOKEHHBIX MOAXOJ0B HOBBIC
METOJIMKHU MHCTPYMEHTAJILHOTO u XUMHUKO-CIIEKTPATIBHOTO OnpeaeIeHUs
periiaMmeHTupyembix  anemMeHToB OAK ¢ ydyylleHHbIMM — METpPOJOTHYECKUMU
XapaKTEPUCTUKAMHU.

IHos10:xkeHHs, BBIHOCMMbIE HA 3aIIUTY

1. Pesynbrathl uccienoBanus ocooeHHocteit OAK kak 00beKkTa XUMHUECKOTO
agaims3a ©  aHaautudeckux Bo3MmoxkHocter OTAAC-HUC B xoMOMHAIMM c
NPEAJIOKEHHBIMA METOJUYECKUMHU TOIXO0JaMU B KadeCTBE YHUBEPCAIbHOTO METOJa
onpenenenus [IM u TO.

2. Pe3ynbratsl uccnenoBanus MmaTpuyHoro 3gpdekra mpu onpeneneHuu [IM u
TO B OAK merogom 9TAAC-HUC, a Takxke criocoObl UX ydyeTa 1 MUHUMM3ALIUH.

3. Pesynpratel UCCJIETI0BAHMUS IpyHIoOBOro COpPOLIMOHHOTO
KOHLIEHTPUPOBAHHUS D HOBBIM I'paHyJIMPOBAHHBIM S,N-conepxamum
KOMILJIEKCOOOPa3yIOIUM TeTepOLEHNHBIM MOIMMEPHBIM TUOpUAOM-copOeHToM D JIK-
MTX.

4, Pa3paboTanHble W AaTTECTOBAHHBIE METOJMKH HHCTPYMEHTAIBHOIO U
XUMHKO-cieKTpalibHoro aHaimmza OAK ¢ yiydlieHHbBIMH — METPOJIOTHYECKUMHU
XapaKTEPUCTUKAMHU.

CreneHb 10CTOBEPHOCTH U anpodanus padoThbI

JIOCTOBEPHOCTh PE3YJIbTATOB JIUCCEPTAMOHHOTO HMCCIEIOBAaHUS MOJITBEPKACHA
METOJI0JIOTHEN BBIMOJHAEMON pabOThl, B OCHOBE KOTOPOH JICKHUT METPOJOTHYECKOE
00OCHOBaHHE U TMOJATBEP)KIECHUE TOYHOCTU IOJIy4aeMbIX PE3yJIbTaTOB MOCPEACTBOM
MEKMETOJIHBIX CIMYEHUM C MCIOJIb30BAHUEM AaTTECTOBAHHBIX METOAMK, METO/Aa
n00aBOK, METO/Ia BAPbUPOBAHUSI HABECKHU U CIIOCO0A «BBEJECHO-HAUIEHO» NIl KOHTPOJIS
MPaBUIILHOCTH.

OcHOBHBIE pe3yJbTaThl HUCCJIEAOBAHMM JOJOXKEHbl Ha MeXayHapoaHOM
cummozuyme 20% International Symposium on  Separation Sciences (1SSS 2014)
(r. [Ipara, 30 aBrycra — 2 cenrsiops 2014 r.), IV Bcepoccuiickom cummozuyme ¢
MEXIYHApOAHbIM ydacTHeM «Pa3ferneHue U KOHILIEHTPUPOBAHME B aHATUTUYECKON

xumun U paguoxumun» (r. Kpacnomap, 28 cenrsabps — 04 oxtsa6ps 2014 r1.),
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MesxyHaponHoit kordepermun 18" Annual Meeting of the Israel Analytical Chemistry

Society Isranalytica 2015 (r. Tenb-ABuB, 13-15 smBaps 2015 r.), MexayHapoaHOM
cummozuyme 21% International Symposium on  Separation Sciences (ISSS 2015)
(r. JIro6nsna, 30 wmions — 3 wmrons 2015 r.), |l Beepoccuiickoit  koHpepeHIMM 10
aHATMTUIECKOM CTIIEKTPOCKOTIHH C MEXTyHApOTHBIM y4acTHEM
(r. Kpacuomap, 27 centsiops — 03 okts0ps 2015 1.), MexayHapoAHOM CHMIIO3HYME
17" International  Symposium on  Advances in  Extraction  Technologies
(r. Pyanuwxoy, 7-11  wosOps 2015 r.), XXI Mexnaynapoauoir  YUepHseBckoi
KOH(EPCHIINH 110 XUMHUH, AaHAJTUTHKE U TEXHOJIOTUH TUIATUHOBBIX MeTAIIOB (. BepxHsis
[Termma, 14 — 18 Hos1Opst 2016 1.), EBpomeiickoli KOH(MEpPEHIIMU MO aHAIUTUYECKOU
xumun EUROANALYSIS 2017 (r. Crokromnem, 28 aprycra — 1 cenrsops 2017 r.),
MexyHaponHom —cummosuyme 23" International  Symposium  on  Separation
Sciences (ISSS 2017) (r. Bena, 19 — 22 cenrssops 2017 r.), TpetbeMm cbe3ne
aHanutukoB Poccum (r. MockBa, 8 — 13 okts6ps 2017 r.), MexayHapoaHOU
xordepenrmu 7" Edition of International Conference and Exhibition on Separation
Techniques (r. bepiun, 05 - 07 uros 2018 r.).

Hyonaukanun

[To marepuanaMm paGoThl OMyOIMKOBAaHBI 4 CTaThU B PEIIEH3UPYEMBIX KypHaJIax,
Bxo X B iepeueHb BAK, 1 marent P® na nzobperenue, 11 Te3ncoB H0KIaa0B.

Crtpykrypa u 00bem padoThbl

Jluccepramysi COCTOMT W3 BBEIACHHS, 0030pa mnuTepaTypsl (rnmaBa 1),
OKCIIEPUMEHTAILHON dYacTh (r7aBbl 2-8), BBIBOJOB, CHHCKA JIUTEpaTtypsl u3 168
HauMeHoBaHuii. OO0bem guccepramuu 170 cTp. Tekcrta, comepkuT 24 puCyHKa,

31 tabauity, 4 NpUIOKEHUS.



8
OCHOBHOE COIEP KXAHUE PABOTHBI

OmHUM U3 caMbIX PaCpOCTPAHEHHBIX BUOB BTOPUIHOTO ChIpbs [IM, Takux kak
Pt, Pd u Rh, sBastorcs OAK. Ilpu BBIOJHEHHH aBTOKATAIM3aTOPOM (DHUIBTPYIOIIUX
byHKIMA, TpoucxoauT xumudeckoe orpaBieHne OAK TOKCHYHBIMHU 3JIEMEHTaMH,
NPUCYTCTBYIOIIMMH B BHUJAE MpuMeced B OEH3MHE, NPOIYKTaX €ro CropaHus u
MacisHbIX no6aBkax. Kontpons TOD permameHTupyercs TpeOOBaHUSIMHU HOPMATHUBHBIX
JIOKYMEHTOB IIPH TPAHCTPAHUYHBIX MepeBo3Kkax (mepepaboTtku oredectBeHHbIX OAK 3a
pyoexxom mwim 3apy0exkHbIX B Poccun).

B kadectBe 0o0BeKTa aHanmm3a OTPAOOTAHHBIE ABTOMOOWJIBHBIE KaTaIU3aTOPBI
MPEICTABIISIOT COOOM CIOXKHYIO 3a7ady, OTJIHYUTEILHBIMU OCOOCHHOCTSIMH KOTOPOU
SBJIFOTCSI: MHOTOKOMIIOHEHTHBIA M HECTEPEOTUITHBIN COCTaB, HEOJHOPOAHOCTh P00, a
Tak)K€ OTCYTCTBHE aJICKBAaTHBIX CTaHJAPTHBIX 00pa3loB cocraBa. HeoOxommmocTh
ompenenerns IIM u TD B IMPOKOM JuMamasoHe ux comepxanuii (ot 10°
10 10" maccoBeIx  mosei, %) nOpUBOAUT K  HEOOXOAUMOCTH  IPHUMEHEHHS
BBICOKOUYBCTBHUTEIIbHBIX, CEJIEKTHBHBIX W BBICOKOTOYHBIX METOJOB aHaIM3a Kak
MHCTPYMEHTAJIbHBIX, TaK U JIOMOJHEHHBIX NPEIBAPUTEIbHBIM XUMUYECKUM OTIEJICHUEM
Y KOHIIEHTPUPOBAHUEM aHAJIUTOB.

Takum TpeOOBaHUSM OTBEYAIOT METOJIbI ATOMHO-CIEKTPAJIBHOIO aHaldu3a W, B
gactHoctH, OTAAC-HUC, oOmagaromas  BBICOKMMHM  aHAJIUTHYECKUMH U
METPOJIOTUYECKIUMH XapaKTEPUCTUKAMH.

1. DkcnepuMeHTa/IbHAS 4YacTh. ANNapaTypa, pPeakTHBbI M MaTepHAJbI.
O0BbeKThI HccIeI0BAHUS

Uccnenoanuss mpoBogunun Ha OTAAC-HUC cnexkrpomerpe contrAA 600
(Analytik Jena Company, Wena, I'epmanus). i1 YCTAaHOBICHHS IPEIBAPUTEILHOIO
xumMudeckoro coctaa mnpo6 OAK Ha kepamMudyeckod OCHOBE HCIOJIb30BaHbBI
pentrenHodiyopectienTHbii  (PDA) cnektpomerp ¢ BosHOBOM jgucrnepcuet ARL
Optim’X ¢upmbel Thermo Techno Scientific (IlIBeinapusi) u UCKpoBOM Macc-
cuektpomerp (UMC) IJMS-01BM-2 (JEOL). C muenbio KOHTPOJs 3PHEKTUBHOCTH
crocoba MHUKpPOBOJHOBOTrO pasyioxkeHuss npod OAK u myis KOHTpOJsS MPaBUIBHOCTH

PE3YyJIbTATOB aHAJIN3a HCIIOJIb30BAHBI MACC-CIICKTPOMCTP € HMHAYKTHUBHO CBSI3aHHOM
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ra3moir XSeries Il ¢pupmer Thermo Techno Scientific (Ilsewmapus) (MC-UCIT) u

ATOMHO-PMHUCCUOHHBIA CIEKTPOMETP C MHAYKTHBHO CBs3aHHOH mmazmon (ADC-HUCII)
ICAP 6300 ¢upmer Thermo Electron Corp. (CIIIA) ¢ paauaibHbIM HaOJIOICHUEM
m1a3Mmbl. AHanu3 OAK meromamu POA, UMC, ADC-HUCII u MC-UCII BpimonHeH B
HcnpiTatenbHOM aHAIUTHKO-cepTUuduKkannoHHoM neHTpe (MACII) I'upeamer.

MukpoBosiHOBoe pazioxkeHue mpod OAK B 3aMKHYTBIX CHCTEMax MPOBOJUIHU C
nomonipio MuKkpoBosHOBOM cucteMbl MARS 6 (CEM, CIIIA) B peakIMOHHBIX COCYyIax
EasyPrep Plus. HccnemoBanusi 1Mo MHKpPOBOJHOBOMY pasioxkeHuio mnpod OAK
BHITIOJIHEHBI B JlabopaTopuu TeOXMMHM W aHAIUTUYECKOW XHUMHH OJ1aropoHBIX
metaiioB 'EOXW PAH u B JlabGoparopum pasneneHuss U KOHIEHTPUPOBAHHUS B
XUMHUYECKON TUArHOCTUKE (YHKIHMOHAIBHBIX MATEpUATIOB U OOBEKTOB OKpYXKarollen
cpeast HUTY «MUCuCy.

B paboTe ucnoyib30BaHbl MHOTOXJIEMEHTHBIE U OJHOXJIEMEHTHBIE CTAHIAPTHBIC
pactBopsbl npousBojcTBa pupmbl High Purity Standards (CIIIA), conepxarnue 1 mr/mi
u 10 mMr/mi onpeaenseMbix 3JEMEHTOB; XMUMHYECKHE MOIU(UKATOPHI MPOU3BOJCTBA
¢upmer High Purity Standards (CIHA): 0,1 % Pd(NOs3), u 5 % Mg(NO3), kak 1o
OTZIETLHOCTH, TaK U B cMecH, a Takxke 1 % NH4H,PO,; a3oTHas kucioTa MapKu «0.C.4.»
no ['OCT 11125; xnopucroBojmopojaHas kuciaora Mapku «o.c.u.» mo ['OCT 14261;
cepHas kuciota Mapku «o.c.4.» mo 'OCT 14262; nepokcua Bogopoaa no I'OCT 10929.

C uenbl0 OTHENEHUS] U KOHIEHTPUPOBAHUS  TOKCHUYHBIX  DJIEMEHTOB
UCIIOJIb30BaHbl TpaHyJMpPOBaHHBIE TOJUMEpHBIE TerepolenHsie S,N-conepkaiue
COpOEHTHI, CHUHTE3UPOBAHHBIC CIOCOOOM «3Mes B KIETKE» Ha HMOHOOOMECHHHKE
«Tulsion A21S» ¢ ucrob30BaHUEM KaK 10 OTJEITBHOCTH B KAYECTBE UCXOHBIX AMHHOB
stuneHauaMuH (copoeHt «K») u metunamun (copoeHT «MTX»), Tak U COBMECTHO —
rubpua-copoent «AK-MTX». Copbentsl paspadoransl B MACL «'upeamer».

OO6BekTOoM HccnenoBanuil ABsuMCh nMpoobl OAK Ha KepaMHuecKoil OCHOBE B
BH/JIE MTOPOIIIKA, TOJTYYEHHbIE MTOCE U3MeNnbueHUs 10 200 MKM U IPOKaJIMBaHHUS.

JlaHHBIE TPOBEECHHOTO MPEIBAPUTEITHLHOTO H3Yy4deHUs (MACHTH(UKAIMK) MPOO
OAK merogamu HCKpOBOM Macc-cieKTpoMeTpuu u POA noka3aiu, 4To MaTpUYHBIMU U

COMYTCTBYIOIIMMH MakpokomnoHeHTamu OAK Ha kepaMHYeCKONW OCHOBE SIBIISIOTCS
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QIFOMUHUI, KPEMHHIA, MarHui, KeJe30, UepHil, IMpKOHUI Ha ypoBHE 1 — 45 % macc. B
COCTaBE TaKK€ NPHUCYTCTBYIOT THUTAaH, HHKEJIb, MapraHel, CBUHEL W Jpyrue Ha
ypoBue 0,01 - 0,5 % wmacc. MHble COMYTCTBYIOLIME DJIEMEHTHI SIMU30UYECKU
npucyretByior B OAK B HH3KHX KoHIeHTparmsax (menee 1:10° % macc.).
Hccnenyemble B qanHoM pabote TokcuuHble npumecH (As, Bi, Cd, Sb, Se, Te) B OAK
Haxomsites Ha yposre 10° — 10° % wmacc., a miatuHOBBIe MeTamisl u Pb — Ha
yposre 107 — 10™ % macc.

2. OOmmid MeTOAMYEeCKHIl MOAX0J K MHOI03JIEMEHTHOMY AaHAJHU3Y
O0TPa0OTAHHBIX AaBTOMOOMJILHBIX KaTAJIN3aTOPOB

C yuerom ocobennocteit OAK kak o00bekTa aHATUTHYECKOTO KOHTPOJIS,
JIOCTOMHCTB M orpaHuueHuit BeiopanHoro meroga DTAAC-HUC ananuza, pazpaboran
METOJMYECKUI NOAXO0J] K aHajau3y, BKIOYAONMA Tpu 3Tama: 1 — wucciienoBaHue
AHAIIMTHYCCKUX BO3MOXKHOCTeH uHcTpymMeHTampHoro DTAAC-HUC (DTAAC-HUC-
WNH) onpenenenus miaTHHOBBIX METAJUIOB U TOKCUYHBIX 3JIEMEHTOB B pacTBOpax mnpod
OAK; 2 -wuccnenoBaHue aHATUTHUYECKHX BO3MOXXHOCTEM XHWMHKO-CIEKTPAIbHOTO
MOJIX0/1a K ONPEJIETICHUIO aHAJIUTOB C IOMOIIBIO UX MPEIBAPUTENHHOTO COPOLIMOHHOTO
KOHIICHTPUPOBAHUS (OTAAC-HHC-XC); 3 - pa3paboTKy METOJUK
uHctpymeHtaibHoro O TAAC-HUC-UH un xumuko-cnekrpaibHoro 9 TAAC-HUC-XC
onpenenenus [IM u TO B oTpaboTaHHBIX aBTOKATalIW3aTOpax, UX METPOJIOTHYECKYIO
OLICHKY M aTTECTaLHUIO.

OTUM TpeM 3TamaM MpealecTByeT pa3paboTka crmocoba MpoOOMOATrOTOBKH B
3aMKHYTOH (MHKpPOBOJHOBOM) cucrteMe. Pa3paboTka MoAXom0B K MHKPOBOJIHOBOM
NOJArOTOBKE BKJIIOUMIa B ce0s BHIOOpP pEaKUMOHHOM CMECHM M YCTaHOBJICHHUE
TEMIIepaTypHO-BPEMEHHOTO PEKMUMa MUKPOBOJIHOBOTO Pa3JIOKEHUS Mpoo.

Obwuni metonuueckuii moaxoa k MuorosnemeHTHOoMYy DTAAC-HUC ananuzy

OAK MO>KHO MPEICTABUTD B BUJIE ajaropuTMa (puc. 1).
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( OTtpaBGoTaHHLIe aBTOMOOHILHEIS KaTamu3aTopel (OAK) ]

i

IIpensapurensHoe uayueHne (WaeHTHGuKanua) npod OAK
MeTOJaMU HCKPOBOM Macc-ceKTpomMeTpun  P<DA

l I

IIpurororieHne MOJENBHBIX PACTBOPOR
Ha OCHOBAaHHMH JIAHHBIX HJeHTHpUKAH mpod OAK

i

i

Kopperxuus ¢ona

BEIGOp aHATUTHYISCKHX JTHHUIA,
¢BOGO/THBIX OT MaTPHUMHOTO BITMSHMUA,

Bribop cTenenn pazdaBieHHS
aHamM3HpyeMoro pacteopa OAK;

YcTaHOBIICHHE
TeMIepaTy pHO-BPEMeHHOH
nporpammel DOTAAC-HHC

ompeAeneHnsa aHATTUTOB

| -

i

MarpHyHOe BIHSHHE
Ha OTAAC-HHC onpenencune
AHAIIUTOB HC BEIABIICHO

|

Tlepero B pacTBOp aHAIMZHPYeMBIX Tpod OAK

Mukpoponaoroe paznoxkenne npot OAK B
3aMKHYTOH cHCcTeMe

Bribop peakimmoHHo#
CMECH JUIA
MHKPOBOITHOBOTO
Pa3IoKeHHs

VYcTaHOBIIEHHE
TeMIlepaTy pHO-
BpEeMeHHOTO pelkuMa
JUTST MEKPOBOITHOBOTO
pa3IokKeHII

Anams OAK 1o paspaGoTaHHEIM MeTO/IHKaM

Bribop copbenra

| ITepeBos B pacTBOp aHANMMBHPYEMEBIX Mpob OAK

i

1

Hcenenopanue cBoiicTB copOenTa

| Hnerpymentam el DTAAC-HHC apanus npod OAK |

H3BIIEUEHHUS
CenexTHs-

AHAIIMTOB OT
Knnernka
M3BIICUCHUS
AHAJIUTOR

Copbrmon-
Has eMKOCTh

3aBUCHMOCTD
CTCIICHH

KHCIIOTHOCTH
pacreopa

HOCTB

HX CIHYeHHsA ¢ pesynbTaTtamMu ADC-HMCIT

KoHTpomb IpaBRHIEHOCTH MONMYUSHHBIX Pe3yILTATOR Ty TEM

I

i

Ileperox B pacTBOp aHaIMM3MUpyeMbIX Ipob OAK

Meroauka rHeTpy MeHTambHoro DTAAC-HHC

i

ompeaeneHns aHaIuToB B OAK

XHMHKO-CIIEKTpabHELH aHams npobd OAK merogom
BTAAC-HHUC c npameHeHneM S, N-cojepxaniero
copbenra

I

KOHTPOJ'JL HNPaBUIIBHOCTH MOJIYHEHHBIX Pe3yJIbTaTOB IIYTEM

¥X CIMUeHHA ¢ pesynbTaTamMu ADC-HCIT

i

MeTtoauka XHUMHKO-CIIEKTPAIbHOTO OIIpeJeIIeHHs aHaIUTOB

B OAK metomom DTAAC-HUC ¢ mpuMeHEHAEM
S.N-coxepxaniero copbenra

1

( Arrectanus paspaboTaHHBEIX METOAMK MeTpojornyeckoil ciyx6oit AO "T'upeamer”

Pucynok 1 — O0muii MeToquueckuii moaxoa kK MuorodjieMmeHTHomy JTAAC-HUC ananu3zy OAK
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3. MukpoBoaHoBasi noaroroska npod OAK k ananusy

C 1enpro BBIOOpA PEAKITMOHHOM CMECH M3ydeHa TOJIHOTA MEePEBEICHUS aHAIUTOB
B pactBop u3 1pod OAK, ucnonb3ys cmecu muHepanbHbiX kucinoT — HCI : HNO; (3:1);
HCl - H,0, (4:1) u H,SO4, HCI — HNO; (1 : 7,5 : 2,5). C menpto KOHTPOJIs
NPaBUJIBHOCTH TOJYYEHHBIX pPE3yJbTaToB ompexaeneHus [IM mocie MUKpOBOJIHOBOTO
paznoxenus mpod OAK B BeIOpaHHBIX cMecsiX, MpoBeaeHo pasnoxkenne OAK mnpob
TPaJAWIIMOHHBIM crocoboMm — craBiaeHueM ¢ Ky;S,0; B oTkpeiTOil cucteme. B
pe3ynbTaTe MPOBEACHHBIX MCCIEIOBAHUNA TIOKA3aHO, YTO [UJIi KOJMYECTBEHHOIO
nepesoga [IM u TO (As, Bi, Cd, Pb, Pd, Pt, Rh, Sb, Se u Te) B pactBop nmpumennma c
ar00asi U3 M3Y4YEHHBIX CMece KuciaoT. BBumy Toro, uro peaknuonHas cmech HCI -
H,0, (4:1) He cnocoOcTBYyeT 00pa30BaHUI0 HUTPAT-UOHOB, KOTOPhIE MOTYT MOMENIaTh
TanbHEHIIEMy TPOBEACHUIO COPOIIMOHHOTO BBIICTICHUS W KOHIICHTPUPOBAHUS
ompeesieMbIX 3JIEMEHTOB, OHA BbIOpaHa JJIi XUMHKO-CIIEKTPAIbHOIO METO/Ia aHAIKM3a
OAK c nensto onpenenenus T3 (As, Bi, Cd, Sb, Se u Te).

Cepust 3KcnepuMeHTOB 10 BapbupoBanuio obvema HCI-H,0, (4:1) (ot 3
10 10 mut) mo3BoJiUiIa YCTAaHOBUTH, UTO 00bEM CMECH XJIOPUCTOBOAOPOIHON KUCIOTHI U
nepekucu Bogopoxa (4:1) paBHbIA 5 M SBISETCS JAOCTATOYHBIM JUISL  [TOJIHOTO
NepeBeICHUS] aHAIMTOB B PACTBOP.

JIJisi yCTaHOBJIEHUSI TEMIIEPATypHO-BPEMEHHOTO PEXKHUMA MPU MUKPOBOJIHOBOM
pa3noXeHnH TPoO0 OTPabOTAHHBIX ABTOKATAIM3ATOPOB BAPBUPOBAIKCH CICAYIOIINE
temmnepatypsl: 190, 200, 210, 220, 230 °C. ITockoabKy BBICOKasi CKOPOCTh MOBBIIIECHUS
TEeMITepaTyphbl U, COOTBETCTBEHHO, PE3KOE YBEIMYEHHWE BHYTPEHHETO JIaBJICHUS MOTYT
BIIOCJICICTBUM MPUBECTH K pa3repMeTH3alliyd aBTOKJIAaBa M, CIEAOBATEIIbHO, K TOTEPE
JETYy4YuX OJJIEMEHTOB, TO YCTAHOBJEHUE HEOOXOAUMOU TeMIepaTyphbl pa3ioKeHUs
OCYIIECTBIISUTH MIOCTEIIEHHO B TEYCHHE 25 MUHYT.

Hapsiny ¢ nogbopom TeMiiepaTypbl MUKPOBOJIHOBOTO Pa3jioKEHHUs MOCTABIIEH Psijl
SKCIIEPUMEHTOB IO BpeMeHHU BblaepkuBaHus Tpod0 OAK B 3akphITBIX cocynax.
Pe3ynbrarhl SKCEpUMEHTOB TpaUYeCKH MpeACTaBlIeHbl Ha pucyHkax 2 — 3. U3
MOJIYYEHHBIX PE3yJIbTaTOB BUJHO (pHC. 3), YTO TMPHU TEeMIIEpaType MHUKPOBOJIHOBOIO

paznoxkerns mpod OAK pasuoii 210 °C, goCTHrHYTOH B TedeHHe 25 MUH, W IPH
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BpemeHH BbiaepxkuBaHus npod OAK, paBHomy 20 MUH, MIPOUCXOTUT KOJUUECTBEHHBIH

HIepEeBO B PACTBOP AHAIUTOB.

ITostHoTa nmepesBona
aHaJIuTa
B pacTtBop, %
3

(o))
o

]
o
L

10 15 20 25
Bpewmst BoinepxkuBanusi, muH (mpu T = 210 °C)

100 + TA PucyHnok 2 —
) I S | YcraHoBjeHHue
N = Bi
2 N5 TeMIepaTypbl
SET mCd | pa3sioKeHust
B 290 '
=85 aph | P06 OAK nist
e =8 _ KOJIMYE€CTBEHHOI'0
=
= 285 m Sh
S nepeBoja
80 | 1 N : 1 | “Se | ampaauTos B
190 200 210 220 230 =Te | pacrBop
Temmneparypa, °C
100 - TA Pucynok 3 -
S | VYcraHoBieHue
90 m Bi BpeMeHH

m Cd BbIIePKUBAHUSA
= Pb npod OAK mis
KOJINYEeCTBEHHOI'0
mSh
nepesoja
“Se | apaauTOB B
=Te pacTrBop

Pesynbratel onpenenenus [IM u TO B npodax OAK, nepeBeieHHBIX B PaCTBOP C

HCIIOJIB30BaHHUEM pa3pa60TaHH0r0 nmoaxoaa K MHUKPOBOJHOBOMY Pa3JIOKCHUIO,

MpPEICTaBIICHHI B Ta0aumax 1 — 2.

Ta6auna 1 — Pesyabrarel ADC-UCII onpenenenusi Pd, Pt, Rh B OAK

ConeprkaHue 2JIEMEHTOB, MaccoBast aous, % (X = 1,96-S;, (n=4, P=0,95))

AHanuT [Tocie MEKPOBOTHOBOTO Pa3jiOKEHUS B [Mocne crutaBnenns ¢ K;S;07
cmecu kucinot HCl — H,0, (4:1)
Pd 0,180 + 0,007 0,187 + 0,007
Pt 0,087 + 0,004 0,085 + 0,004
Rh 0,023 + 0,002 0,024 + 0,002

HpI/IMe‘{aHI/Ie - Sr — CTAHAAPTHOC OTKJIOHCHUC MTOBTOPSACMOCTH.

Tadoauua 2 — Pesyabrarel MC-UCII onpenenenns TokcukanToB B OAK

ConepxcaHHe 3JIEMCHTOB, MacCOBas J0JI, %
% +1,96-S,, (n=4, P=0,95)

AHaHHT MC-HCH ATTCCTOBaHHBIe
. . _ H,SO, : HCI : HNO;
HCI : HNO;3 (3:1) | HCI-H,0, (4:1) (1:7.5:2.5) 3HAYCHUS
1 2 3 4 5
As 1,3:10° +4,0-10° | 1,4-10°+4,0-10° | 1,3-10°+4,0-10° | 1,35-10° + 3,0-10°




OxoHn4yanue Ta0JUIBI 2
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1 2 3 4 5

Bi 3,9-10*+1,0-10° | 4,0-.10%+1,0.10° | 3,9-10%+1,0-10° 41-10"+1,0-10°
cd 2,0-10° +1,0-10° | 2,0:10°+1,0.10° | 2,1-10°+1,0-10° 2,0-10° +1,0-10°
Pb 8,8-10°+2,0-10° | 8,7:10°+2,0.10° | 8,9-10°+2,0-10° 8,6-10° + 3,0-10°
Sh 5,8-10%+3,0-10° |5,8:10%+2,0-10° | 6,0-10*+2,0-10°> | 5,9-10*+2,0-10°
Se 4,0-10%+2,0-10° | 4,0-10%+2,0.10° | 3,9-10%+2,0-10° | 4,1-10*+2,0-10°
Te 6,6-10"+3,0-10 | 6,5:10%+3,0-10° | 6,510 +3,0-10 6,4-10" +2,0-10°

[Tpumeuanue — Sy — cTaHIApPTHOE OTKJIOHEHUE MTOBTOPSIEMOCTH.

[lonmy4yeHHble pe3yJbTaThl YKa3bIBAlOT HAa BO3MOXKHOCTh OJHOBPEMEHHOIO
KOJIMYECTBEHHOTO TiepeBoaa B pactBop [IM m TD ¢ ucmonp3oBaHWEM BBIOpAaHHBIX
YCIOBUI MUKPOBOJIHOBOTO pa3nioxkeHus nmpod OAK.

Pa3paboTtannsiii cnocod MHUKpOBOJIHOBOM mpobonoarotoBku OAK mo3Bosser
OpU MEHbBILIEH TeMIepaType pas3ioXKeHHsT IO CPaBHEHUIO C CYIIECTBYIOIIMMHU
METOJIMKaMU OJJHOBPEMEHHO U BBICOKO3((eKTHBHO mepeBecty B pactBop kKak I[IM (Pd,
Pt u Rh), Tak u Toxcuunsie 3nemeHThl (AS, Bi, Cd, Pb, Sh, Se u Te) u tem cambiM
noAroToBUTh pactBopbl 1pod OAK mns anamuza merogom DTAAC-HUC. [Jlannbiid
MOJIXOJI XapaKTEPHU3yeTCs] BHICOKOW MPOU3BOAUTENIBHOCTHIO (BpeMs MPOOONOATOTOBKU
COKpAILIEHO B 2 pa3a) U MaJloil TPYIOEMKOCTbIO HapsAy ¢ MUHUMAJIbHBIM KOJIMYECTBOM
PEaKTHUBOB.

4. MHccnenoBaHne AHAJIMTHYECKHX BO3MOKHOCTEH HWHCTPYMEHTAJIBHOIO
ITAAC-HUC meToaa aHau3a oTpadOTaHHBIX ABTOMOOMIIbHBIX KATAJIM3ATOPOB

UccnenoBanue aHATUTHYECKUX BO3MOXHOCTEH u OrpaHUYEeHU
uHcTpyMeHTanbHOro OTAAC-HUC ananusa sBAseTCs BaXKHBIM METOIUYECKHUM 3TaIloM,
BKJIIOYAIOUIUM  BbIOOp  YCIOBUH  SKCIIEPUMEHTA;

OIICHKY IIOTCHIHAJIBHBIX

METPOJIOTUYECKUX XapAaKTEPUCTUK M OrPAaHUYEHUM METOAQ; HU3YUYEHHUE BIMUSHUS
MaTPUYHBIX W COIMYTCTBYIOIIMX 3JIEMEHTOB Ha PE3yJbTaThbl OINPEJEICHUS aAHAIUTOB
uHcTpyMeHTalbHbIM MeTog0M (DTAAC-HUC-UH) u cnoco00B MHHHMH3ALMH 3THX
BIIMSTHU .
Pe3ynbTaThl  SKCHEPUMEHTAIBHO  YCTAHOBJICHHBIX YCIIOBHUM  OMNpeaereHus
anemenToB MeTojioM DTAAC-HUC-UH npencrapieHs! B Tadauue 3.
JIJ1st oTieHKH TIpeIesioB OOHAPYKEHUS aHAJTUTOB B TPAPUTOBYIO KIOBETY BHOCHUIIH

pacTBOp, MPUMEHSIEMBIN TIPH MTPOBEICHUH XO0JIOCTOTO ombITa (2 %-ubIi pactBop HCI).
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Taéanua 3 — TemnepatypHo-BpeMeHHass nporpamma JTAAC-HUC onpenenenus
AHAJHMTOB

Ananmut | Momudukarop | Temmneparypusiii pexum (t, °C) 1 IpoIOKUTEILHOCTH TIpoliiecca (T, ¢)
(V=5wmkn) | BeicymuBanue [Muponus Atommzamusi | OUUCTKA KIOBETHI
t, °C T, C t, °C T, C t,°C T,C t, °C T,C
Pb 1 % NH4H,PO, | 80 20 350 20 1600 8 2450 5
90 20 1300 20
110 10
Pd 80 20 350 20 2300 7 2450 5
- 90 20 1050 20
110 10
Pt 80 20 350 20 2300 8 2450 5
- 90 20 1400 20
110 10
Rh 80 20 350 20 2400 7 2450 5
- 90 20 1100 20
110 10

C uenvlo oneHku npenenoB omnpeneneHus wmeroaom OTAAC-HUC-MH
UCIIOJIb30BAaH  MOJICNbHBIA ~ pacTBOpP, 1O MATPUYHOMY COCTaBYy  MACHTHUYHBIN
anamm3upyembiM nipobam  OAK, comepxamuit 350 mxr/min Al, 90 wmkr/mn  Fe,
70 mxr/mit Mg, 40 mxr/mi Ce, 10 mxr/mit Ni, 5 mxr/ma Ti, 5 mxr/mut Zr, 2 mxr/min Mn,
1 mxr/mn Si. Pacuer npenenoB oOHapy:KEeHUS U ONPEACICHUS aHATUTOB IMPOBOIWIA B
COOTBETCTBUM C pPEKOMeHaanuen MexayHapoaHoro coro3a IPUKIAAHOW XUMHH
HIOITAK. IlonmydeHHble 3HA4YEHHUS MPEACIOB OOHAPYXKEHUS M ONpeleNeHUs st
Pb (217,0 am); Pd (244,791 um); Pt (265,945 um); Rh (343,489 um) cocraBuim 0,0004
n 0,0008; 0,0008 u 0,001; 0,0009 u 0,002; 0,0004 u 0,0005 MKIr/MJ1, COOTBETCTBEHHO.

4.1 Bauanue mampuuHblX U CONYMCMEYIOUUX ITIEMEHMOE HA Pe3)lbmambl
onpeoenenusn naamuHovix memanioe memooom ITAAC-HUC

C uenplo U3y4eHUs U OLICHKU BIUSHUS MakpokommnoHeHTOB (Al, Mg, Fe, Ce, Zr,
Ni, Ti, Mn, Si) Ha aHATUTHYECKUI CHTHAII ONPEACISEMBIX JIEMEHTOB HPUTOTOBIICHBI
MOJICJIBHBIE ~ PAacTBOPBI, COJEPXKAILIME PA3JIMYHBIE KOJIMYECTBA  ONPEAEISIEMBIX
anemenToB (0,005 — 3,5 MKr/mur), MaTpUyHbIX M COIYTCTBYIOIIUX KOMIIOHEHTOB
(ot 1 mxr/mi go 350 mkr/mit). OTaenbHO MPUTOTOBIICHBI CTaHIAPTHBIE pacTBOPHI [IM ¢
KOHLIEHTpAUsIMU, COOTBETCTBYIOIIMMH KOHIeHTpausaM [IM B MoeNbHBIX pacTBOpax.

ITocpencTBoM comocTaBiieHHsl cUrHajioB abcopOumu [IM w3 cTaHgapTHBIX H
MOJIEIBHBIX PAaCTBOPOB OlLIEHEHO MaTpuuHoe BiussHUE KoMNoHeHTOB OAK Ha [IM npu

W3MEHCHMH aHAJIMTHYCCKUX JIMHUNA aHaIuToB. OTMEUEHO IMPAKTHYCCKOC OTCYTCTBHC
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MaTpuaHOTo 3 dekra npu onpenencHnu Pd Ha M3yIEHHBIX aHATUTHYECKUX JTUHUSX. He
BBISIBJICHO HMHTEP(EPUPYIOMIETO BO3ACHCTBUS MATPUYHBIX ©  COMYTCTBYIOIIHUX
aneMeHTOB Ha onpenenenue Rh. Takum oOpaszom, omnpenenenue Pd memecooOpasHo
MPOBOJUTh HAa aHaUTHYECKHX nuHUAX: 244,791 um; 247,641 um u 340,458 vM, a
onpezaenenue Rh — Ha ananuTnueckux muuusax: 343,489 um; 369,236 um u 339,682 Hw.

IIpu uccnenoBanun BiausHUS MatpudHoro cocraBa OAK Ha omnpenenenue Pt
YCTAHOBJICHO 3aHMKEHHE aHAIMTUYECKOro curHaia. i ycTpaHeHuss MaTpUYHOTO
adexkTa MOKHO MaKCHMaJIbHO pa3daButh mpoly (B 25-50 pa3 B 3aBUCHUMOCTH OT
UCXOJHOTO COJIep’KaHMsl aHajauTa B MpoOe). B kadecTBe Jpyroro BapuaHTa €ro
YCTpAaHECHMsI TMPEJIOKeHAa KOPPEKTUPOBKa (OHA TPOTPaMMHBIMH  CpEICTBAMU
criektpomeTpa contrAA 600. [lns storo 3adMKCUpPOBaHBI CHEKTpbl Ha JUHUAX Pt B
MOJIEIBHBIX PACTBOPAX, COJIEPKAIIUX U HE COACPIKAIIMX HUCKOMBIA aHAIUT. 3aTEM C
UCIIOJIb30BAaHUEM KOPPEKTUPYIOIIeH Mojenu Ha 0aze MNporpaMMHOIO OOecredeHHs
CIIEKTpOMETpa 00pabOTaH CIEKTP U TMOJY4YEH OUMIICHHBIM OT MATPUYHOTO BIIUSHUS
curdais Pt Ha BcexX n3y4aeMbIX JTUHUSX.

4.2 Bnuanue mampuuHblX U CONYMCHEYIOUWUX INEMEHNO08 HA Onpedenenue
moxcuunvlx Inemenmos memooom ITAAC-HUC-HH u cnocoowt eco ycmpanenus

Jns uccnegoBanusi BiusiHus MakpokomnoHeHToB OAK na OTAAC-HUC-UH
OTpeJIeIICHHE JiC) IPUTOTOBJICH MO/IeJIbHBIN pacTBop,
conepxammii 0,005 - 3,000 mxr/mn TO uw or 1 go 350 wmr/mm MaTpU4YHBIX U
conyrcTBytomux 3aemerToB: Al, Si, Fe, Mg, Ce, Ni, Zr, Ti, Mn.

YyuThiBas BBICOKHE COAEpPKaHHWA KOMIIOHEHTOB OCHOBbI OAK u Hu3kui
ypoBeHb cojepkaHuss T3, MOJenbHbI pacTBOp pa3daBlieH B MUHUMAIbHON
crenenu — 10 pa3. IlokazaHo, 4TO Mpu TakOM pa30aBJICHUU COJEpKaHUE OOJBITMHCTBA
OTNpeAeIeMbIX TOKCHUYHBIX 3JIEMEHTOB (KpoMe PD) HaxoawmrTcs BONHM3M IpeneiioB
omnpezaeneHuss aHaiautoB. OOHapyxeHO, 4To abcopOums Pb, Sb u Te ypenmnuuBaercs
Ha 15 — 30 %, B To Bpems Kak aHamuTHueckue curHajibl AS, Bi, Cd u Se moxasnsrorcs
Ha 17 — 25 %.

OTMeueHo, YTO BBHUY BBICOKHMX KOHIICHTpaluii Pb B mpo0ax (1o 3 MKr/mi) ero

MOJKHO OIpeneanuTh HHCTpyMeHTaldbHbIM MeTosoM DTAAC-HUC-UH, pa3baBuB He
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MeHee 4eM B 25 pa3 u3HavYaIbHYIO MPo0y 0TpabOTaHHBIX KaTAIU3aTOPOB, YTO IMO3BOJIUT
HUBEJIMPOBATH BIUSHHE MATPHUIIBI.
Pesynbratel mHCTpyMeHTanbHOro omnpeneiacuus Pd, Pt, Rh u Pb B mpooe OAK

merogamu DTAAC-HUC-UH u ADC-UCII ananuza npuBeeHbI B Ta0auie 4.

Ta6smua 4 — Pe3yabTaThl HHCTPYMeEHTAJILHOTO onpeneienus Pd, Pt, Rh m Pb

Wckombrit Maccosas mois, %
anement | DTAAC-HUC * + 1,96-S;, (n=4, P=0,95) ADC-UCTI, x + 1,96-S,, (n=4, P=0,95)
Pd 3,1-10" +1,0-10° 3,0-10" +1,0-10°
Pt 1,4-10° +5,0-10™ 1,3-10° +5,0-10™
Rh 4,9:10%+2,0-10° 5,0-10% +4,0-10”
Pb 1,4-10" +5,0-10° 1,2-10* +7,0-10°

[Tpumeuanue — Sy — cTaHIapPTHOE OTKJIOHEHUE MTOBTOPSIEMOCTH.
Kaxk BHUJAHO H3 Ta6JII/IHBI 4, MCXKAY PpPeE3yjbTaTaMH, IMOJYYCHHBIMH pPa3HbBIMU

METO/IaMH, HET 3HAYUMOTO Pa3IINIusI.

Takum o00pazoM, pe3yJabTaThl HCCICIOBAHUN AHAIUTUYECKUX BO3MOKHOCTEH
unctpymeHtanbHoro meroga DTAAC-HUC-MH noka3zanu, yro Pd, Pt u Rh MoryT ObITh
OTIpeJIeTICHbl HAMPSMYIO, HECMOTPS Ha HAJIMYUE MAKPOCOACP)KAaHWNW MATPUYHBIX U
COMYTCTBYIOLIMX  3yeMeHToB.  OmpeneneHue  MUKPOCOACPNKAHUN  OCTATIbHBIX
onpexaensseMbix TO (As, Bi, Cd, Sh, Se u Te) na ¢oHe MakpocoaepKaHH MAaTPUYHBIX
AJIEMEHTOB  MHCTPYMEHTAJbHBIM  METOJIOM  aHaimu3a 3aTpyaHeHo. Hawmbomee
3 PEeKTUBHBIM TOAXOAOM K pPEIICHUI0 3TOW TMpoOJieMbl SBIAECTCS MPUMEHEHUE
IPEJIOKEHHOTO HAaMHU HOBOTO CEPy-a30T COJEpIXKAIIEero TeTepoLEenHOro copOeHTa,
00J1a1a10IEr0 YHUKAIBHBIMUA CBOMCTBAMU 10 TPYMIIOBOMY BBIJICICHUIO OMPEACIISIEMBIX
TO B nmpobax OAK.

d. HccnenoBanue AHAJIMTHYECKHUX BO3MOKHOCTeM XMMHKO-
cunekTpaibHoro JTAAC-HHUC wmerona anammsza OAK ¢ ucnoJab3oBaHueM
COPOIIMOHHOTO pa3/ieJieHUs U KOHIEHTPHPOBAHUS AHAJIUTOB

OcHoBHas 3a/1aya UCCIENOBaHUS — pa3pab0TKa XUMHUKO-CIIEKTPAILHOTO aHaIn3a
OAK metonom DTAAC-HUC (OTAAC-HUC-XC) ¢ npuMeHeHneM Takoro copOeHTa,
KOTOPBIM TTO3BOJIUT TOOUTHCS TIOJIHOTO copOImonHoro u3pneueHus As, Bi, Cd, Sb, Se u
Te u3 mpod OAK, He BoBIieKasi B mipoliecc cOpOLUU IPYTrUe KOMIOHEHTHI.

st BeIOOpa TeMIlepaTypHO-BPEMEHHBIX PEXKHUMOB B XHUMHKO-CIEKTPATHHOM

METOJIE WCIOJb30BaH MOJENBbHBIA pacTBOp, coxaepxammit 0,05 wir/mu  AS,
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0,005 mxr/mi Bi, 0,001 mxr/mi Cd, 0,01 mxr/ma Sb, 0,01 mxr/ma Se u 0,01 mxr/mu Te.

Pe3ynbTaThl 3KCMEPUMEHTAIBHO YCTAHOBJICHHBIX YCJIOBHU OIpENEICHUS 3JIEMEHTOB
metooM DTAAC-HUC-XC npencrapieHsl B TabauIe 5.

Tabémuua S5 — TemmneparypHo-BpemenHass mnporpamma JTAAC-HUC-XC
onpeaeJieHusi AaHAJINTOB

Temnepatypnbiit pexxum (t, °C)
Y IPOAOJDKATEIIFHOCTH Iporecca (T, ¢)

Monaudukarop

AHAIHAT (V =5 mkn) BricymmBanue [uponmus Artomuzanus %‘éﬁ;‘éﬁ?
t,°C 1,C t,°C T, C t,°C T, C t,°C 1,C
80 201 350 | 20
As 0,1 % Pd(NOs), 90 20 | X9 | 20 12200 | 7 | 2450 | 5
110 | 10
Bi 0,19 PdNO. + | g0 | 50 | 350 | 20 | o000 | 7 | 450 | 5
0,05% Mg(NOy). | 1y | 29 | 1000 | 10
80 201 350 | 20
cd 1 % NH,4H,PO, 90 20 | 201 20 11600 | o | 2450 | 5
110 | 10
Sb 01%Pd(NOs), + | 50 50 | 30 | 20 | ss0 | 7 | 2as0 | s
0,05% Mg(NOa). | 1y | 29 | 1200 | 10
80 20
Se 0,1% Pd(NOs), + | g5 20 | 30 | 20 | o900 | 7 | 2450 | 5

80 | 20
0,1 % Pd(NOs), + 350 20
Te 005 9% MaSsy, | 90 | 20 | i5go | o | 2200 | 6 | 2450 | 5

110 10
OneHeHHple 3Ha4YeHWS TpenenoB onpenenenus it AS (193,696 uwm);
Bi (223,060 um); Cd (228,801 um); Sb (217,581 um), Se (196,026 um), Te (214,281 um)

cocrasmim 0,0005; 0,0008; 0,00006; 0,0005; 0,0006; 0,0007 MKr/mi1, COOTBETCTBEHHO.

JIJist MOCTHKEHUS TIOCTaBJICHHOM 3a7]a4il CHHTE3UPOBAHBI JIBA aMUHOTHOD(PUPHBIX
copOeHTa crocoboM «3Mesi B KieTke» Ha noHooomMeHHuke «Tulsion A21S» — DJIK u
MTX ¢ ucroap30BaHHeM STHICHANAMHUHA 1 METHJIAMHUHA, COOTBETCTBEHHO.

C 1enp0 YCTaHOBJICHUSI BO3MOXKHOCTH HCIIOJIb30BAHUSI CHHTE3UPOBAHHBIX HAMU
S, N-conepxkamux rerepornenabix copobeHToB DJIK n MTX 11 KOHIIEHTpUPOBaHUS U
BbIZicicHUsT 1O W BBEICHUS] COPOIIMOHHOTO KOHIIECHTPHUPOBAHUS B CXEMY XUMHKO-
aToOMHO-abcopOImonHoro Meroga omnpeaenenus TO B OAK olleHeHBl CTeNeHU
M3BJICUCHUS TOKCHUKAHTOB copOeHTamu. MccnenoBanbl KHHETHKA U3BJICUCHHS aHAIUTOB,

COpOLIMOHHAS EMKOCTh M CEJICKTUBHOCThH BEIOPAHHOTO COpOCHTA.
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5.1 3aseucumocmv cmenenu u3eievyeHuUs AHATUMOE OM KUCTOMHOCHU
pacmeopa S, N-cooeprcawiumu copoenmamu 3/K u MTX

CopOMOHHOE KOHIICHTPUPOBAHWE TOKCHYHBIX DJECMEHTOB IPOBOAMIA U3
COJITHOKHCIIBIX CpEl B CTaTHYECKOM PEKHME TPH TEPEeMEIIMBAaHUM U  TPHU
temrepatype 20-22 °C. Bpems xontakta ¢az — 60 muH. ecopOuuio mpoBOIUIN C
nobaBieHrueM Kk copOeHTy-koHieHTpaTy 3 mia koHil. HNOj ocu B Teuenue 20 muH mon
4acoOBBIM CTEKJIOM mpu Temmeparype 20-22 °C ¢ mocnenyromuMid GUIbTPOBaHUEM B
KoJ0y, TmpombiBaHMEM Ha (QuibTpe copOeHTa U JIOBEJEHHWEM pacTBopa Ji0
MeTKH H,0 ¢;0n- B YCTOBUSX TaHHOTO 3KCMIEpUMEHTa M3MEHSITN KUCJIOTHOCTh pacTBOpa
or 0,1 go 1,5MHCI. CoorHomeHnue o0bemMa  pacTBOpa U MAacChl
cop6enTa 50 mi : 50 mr.

YcTaHoBIEeHO, 4YTO COpPOLMOHHOE KOoHLeHTpupoBaHue T3 copbentom DJIK
MO3BOJIIET JOCTATOYHO IIOJHO M3BJCUb OOJBIIMHCTBO aHaauToB — AS (96 %),
Sb (98 %), Se (100 %) u Te (100 %) npu kucmorHoctu pactBopa 0,1 M HCI, B To
Bpems kak copOoeHT MTX wm3Biekaer ¢ Boicokoi creneHnio Bi (99 %), Cd (95 %),
Se (100 %) u Te (100 %) npu xucaoraoctu pacteopa 0,1 M HCI.

[TomyueHHble pe3ynbTaThl CBUACTENBCTBYIOT 00 3()()EKTUBHOCTH MPUMEHEHHS
copoertoB DJIK u MTX nis otnenbHbix aHanuToB. C 1enbplo co3daHus copOeHTa,
MO3BOJISIONIECTO OJHOBPEMEHHO TIPOBOJUTH TIOJHOE W3BJICYCHHUE BCEX HMCKOMBIX
AQHAJIMTOB U3 PACTBOPOB OOBEKTA W SBIISIFOIIMIICS CEJICKTUBHBIM 1O OTHOIIECHUIO KO
BCEM HCKOMBIM 3JIEMEHTaM, CHHTE3MPOBAH MOJIU(PUIIMPOBAHHBIA THOPUI-COPOCHT
DJIK-MTX ¢ wucnoip3oBaHHEM OOOMX HMCXONHBIX aMHHOB — OJTHIICHIWAMHHA U
METHUJIAMUHA CIIOCOOOM «3Mesi B KIIeTKe» Ha HoHooOMeHHHKe «Tulsion A21S».
Pe3ynpTaThl 3aBUCUMOCTH CTEIICHH M3BJICUCHUS aHAIMTOB THOpuaoM-copoeHToM DJIK-
MTX oT KUCIOTHOCTH pacTBOpa MPECTABICHBI HA PUCYHKE 4.

Takum o6pazom, rudbpu-copobert IIK-MTX nepcrnekTuBeH AJis1 UCIIOIb30BaHUS

€ro B COpOLIMOHHOM KOHIIEHTPUPOBAHUHU IKOTOKCUYHBIX Npumeceit B OAK.
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120 PucyHnok 4 —
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QE 20 Se copOeHTOM

S0 - IAK-MTX

O 0 0,5 1 15 Te  or
KonnenTpanus HCI, M KHCJOTHOCTH

pacTBopa

5.2 Kunemuka u3eneuenus ananumos S, N-coodeprycawyum 2udpudoOMm-
copoenmom I/JK-MTX

Kuneruky u3sieuenus As, Bi, Cd, Sb, Se u Te usyuanu nyrem onpeaencHus ux
COJIEp>KaHUsl B PacTBOPE Uepe3 OMpeesieHHbIE MPOMEXYTKH BPEMEHHU. Y CTaHOBIIEHO,
YTO HCIOJIB3yeMblid THOpHUa-copoeHT DIK-MTX 1no3BoiseT npakTUYeCKH MOJTHOCTHIO
W3BJICYb BCE aHAUTHI B TeueHre 40 MUH B3aUMOICHCTBUSI COPOEHTA C pAaCTBOPOM.

5.3 Copouuonnas emxocmo u cenekmusnocmo S, N-codeprcauwiezo zubpuoa-
copoenma I/TK-MTX

Pe3ynbTaThl SKCIEPUMEHTOB TOKAa3alid, YTO COPOIMOHHAs €MKOCTh THOpuia-
copoenra DJIK-MTX nys1 onpenenseMbIX TOKCUUHBIX 3JIeMeHTOB Bapbupyetcs ot 0,05
10 0,15 r/r.

CunresupoBannbiii TUOpuI-copoent DJIK-MTX B mpennokeHHbIX yCIOBHIX HE
copOupyeT Takue MaTpuuHble U comyTcTByromue komnonentel OAK, kak Al, Mg, Ce,
Zr, Ti, Mn, Si; gactmuno copobupyer Ni (cremens copbruu He Oonee 0,5 %) u Fe
(creniens copoumu ~ 1 %).

Mampuunwitii  3¢pgpexm S, N- codepocaweco copoenma I/K-MTX nHa
OTIpe/IeJICHNE aHAIUTOB HE BEHISBIICH.

Takum o00pa3om, cuHTe3UpoBaHHBIN THOpUI-copObeHT DAK-MTX obnanaer
HEOOXOJMMBIMU CBOMCTBAMHM M JOCTaTOYHON 3(P(GEKTUBHOCTHIO A u3BieueHus 10O,
YTO MO3BOJIUT MPOBOJINTH aHAIHM3 OTPAOOTAHHBIX ABTOKATAIM3aTOPOB HA KEPAMHUECKOU
ocHose B auamnasore (N-10°-n-10™) % wmacc.

Pesynbratel ompenenenuss As, Bi, Cd, Sb, Se u Te B OAK wmerogamu
OTAAC-HUC-XC u MC-UCII anamuza mociie copOuuM aMHHOTHOA(PUPHBIM
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rubpunom-copoenrom D/IK-MTX npusenens! B Tabauue 6. V3 npruBeneHHBIX JaHHBIX
BUJTHO, UTO PE3yJbTaThl COMNIACYIOTCS MEXAY co00i. OTCYTCTBUE 3HAUUMBIX Pa3InYHil
pe3ynbTaToOB, MOJYYEHHBIX MPEICTABIEHHBIMU METOAaMU MpU aHaiu3e npod u3
pPacTBOPOB IOCIIC MPUMEHEHHSI TPYIIIIOBOTO KOoHIIEHTprpoBanus As, Bi, Cd, Sb, Se u Te
C UCMOJB30BAHUEM aMUHOTHO3(pUpHOro rudpuga-copoenta IAK-MTX, noareepxiaer
s extuBHOCTh npuMmeHeHus DTAAC-HUC ananuza nis omnpeaeneHuss TOKCUYHBIX
anemeHToB B OAK Ha KepaMH4eCKOI OCHOBE.

Tadoauna 6 — Pe3yjabTaThl aHau3a gecopdoara

Maccosas mois, %
W cKOMBI 3JIeMEHT OTAAC-HUC MC-UCTI,
% +1,96-S,, (n=4, P=0,95) % +1,96-S,, (n=4, P=0,95)
As 2,8:10° +1,0-10° 2,9-10° +1,5-10°
Bi 5,3-10" + 3,0-10” 54-10% +2,0-10”
cd 1,7-10*+7,0-10° 1,6-10* +4,0-10°
Sh 1,9-10° +1,0-10° 2,0-10°+9,0-10”
Se 5,6:10°+4,0-10” 54-10° +3,0-10
Te 2,6-10%+1,0-10° 2,2.10%+1,0-10°

ITpumeuanue — Sr — cranIapTHOE OTKJIOHEHHE MTOBTOPSIEMOCTH.
6. Pa3paborka W aTTecTamUs METOAUK

ITAAC-HUC anaam3a
0TPadOTAHHBIX ABTOKATAJIM3AaTOPOB

Ha ocHoBaHMM TpOBEICHHBIX HCCICAOBAHUNM pa3pabOTaHbl M aTTECTOBAHBI
metoanku DTAAC-HUC ananuza oTpabOTaHHBIX aBTOKATAIU3aTOPOB.

IIpaBunbHOCT,  pe3ynabratoB  OTAAC-HUC  aHanmu3a  KOHTPOJMPOBAIU
UCIIOJIb30BAHUEM METOJIOM «BBEIICHO-HAMICHO», BaphUPOBAHMEM HABECKH, a TAKKE
COTIOCTABIICHUEM C PE3YJIbTaTaMH, MMOJTYyYEHHBIMU APYTUMH METOJIaMHU aHAIN3a.

6.1 Memoouxa ITAAC-HUC-HH onpeoenenun Pd, Pt, Rh u Pb 6 OAK na
Kepamuueckoii 0CHoge

Paspaborana metoauka uHcTpyMenTtaibHoro 9TAAC-HUC onpenenenus Pd, Pt,
Rh u Pb B oTpaGoTaHHBIX aBTOMOOUJILHBIX KaTajdu3aTopax Ha KepaMUUECKON OCHOBE B
uatepBaie ot 0,0005 % wmacc. mo 0,5 % wmacc. I[lokazarenn tounoctu (%, macc.)
pazpaboTaHHOU

'OCT UCO/MBK 5725 (1-6) — 2002 u npuBeieHBI B TabauIe 7.

METOIUKHU OILICHEHBI B COOTBETCTBUU c
Paspaborannass meroamka mo3Bossier omnpeaenuts [IM u Pb B OAK Ha

KepaMHqCCKOfI OCHOBE C BBICOKOM YYBCTBUTCIIbHOCTBIO, B IHPOKOM JHAIIa30HC
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coz[epxcaHHﬁ u 0Oe3 IMPUMCHCHUA TMPCABAPUTCIBHOIO0O XHMHYCCKOIO Pa3AaCJICHUA

KOHILICHTPUPOBAHUS.

Taoauua 7 — [loka3zaTe I TOYHOCTH METOAUKH

CopepxaHue OnpeaesieMoro

A -

Sy - craHIapTHOE OTKJIIOHEHUE TIOBTOPSIEMOCTH;
Siro) - cTaHIApTHOE OTKIOHEHUE BHYTPUIIAOOPATOPHON NMPELU3UOHHOCTH (C U3MEHSIOUIUMUCS
(dhakTOopaMu omeparopa U BpEMEHH );
TPaHUIBl HHTEPBAJIA,
BeposiTHOCTRIO P = 0,95. Paccuntans! kak 1,96-S;
CRy95(4) — 3HaueHue KpuTHUECKOTo auanazona (mpu n=4, P = 0,95);
I(TO) - 3nauenue npenena BHyTprmIadbopaTopHoi npenusnonHoctu (mpu P = 0,95).

SIeMEHTA Sy CRo,95 (4) Sito) I(TO) (4) +A
510 1,6-10° 5,8:107 1,8:107° 6,5-10° 3,5-107
5.10° 1,5-10™ 5,4:10™ 1,7:10™ 6,1-10™ 3,310
5.107 1,2-:10° 4,310° 1,4-10° 5,0:107 2,710°
5.10" 1,0-10° 3,6:107 1,1-10° 4,0-10° 2,1:10°
IIpumeuanue-

B KOTOpOM IOrp€lIHOCTbL HAXOJUTCA C I[OBepI/ITeJ'H:HOI\/'I

6.2 Memoouka ITAAC-HUC-XC onpeodenenusn As, Bi, Cd, Sb, Se u Te 6 OAK

Ha KepamuueCKoﬁ OCHOG6€ C KOHUeHmpupoeaHuem aHajiumose amuuomuoaqbupublm

2uopuoom-copoenmom I3/JK-MTX

Paspaborana MeToMka XUMUKO-CIIeKTpaibHOTOo onpenencHus As, Bi, Cd, Sh, Se
u Te meromom DTAAC-HUC B OAK Ha kepaMHUuecKoll OCHOBE IOCJIE TPYIIIOBOIO

KOHIICHTPUPOBAaHUS C MPUMEHEHHEM aMHUHOTHO3(upHOro rudpuaa-copobenta K-

MTX. Jluama3oHsl OmpenensieMbIx copepxkanuii ananutoB — ot 1-10° % macc. 1o

3 .
1-10™ % wmacc. [lokazarenu TouHoctu (%, mMacc.) pa3pabOTaHHOW METOJUKH OLICHEHbI B

cootBercTBUH ¢ [[OCT MCO/MDK 5725 (1-6) — 2002 u npuBeaeHbI B Tadaue 8.

Taoauna 8 — [loka3aTe I TOUHOCTH METOAUKH

ConepxaHue onpenensieMoro

A -

Sy - cranapTHOE OTKJIIOHEHUE TIOBTOPSIEMOCTH;
Sito) - CTaHAapTHOE OTKIOHEHUE BHYTPHIA00PATOPHON NPELM3HOHHOCTH (C N3MEHSIOUMUCS
(dakTopamu oreparopa U BpEMEHH);
TpaHHIBl WHTEpBAIa,
BeposaTHOCTHIO P = 0,95. Paccunransr kak 1,96-Sy;
CRy95(4) — 3nauenune KpuTHUECKOTO AuanazoHa (mpu n=4, P = 0,95);
I(TO) - 3HayeHue npezaena BHyTpuiIabopaTopHoii npeunznoHHoctu (mpu P = 0,95).

S eMEHTA S CRogs (4) Sitto) I(TO) (4) A
1-10°® 3,8:10°® 1,3-10° 4,0-10°® 1,4-10°7 7,9-10°®
5.107 1,4-10°® 5,0-10° 1,7-10° 6,1-10° 3,4-10°
510 1,3-10° 4,7-10° 1,6-10° 5,8-10° 3,1-10°
1-10°® 2,2:10° 7,9-10° 2,6-10° 9,4-10° 5,0-10°
[Tpumevanue-

B KOTOPOM IOTPEIIHOCTh HaxXOJUTCS C JOBEPUTEIHbHOMN




23

/. BHeapenme pa3pa0OTaHHBIX METOAUK B NPAKTHKY PpadoThI
HcenbITaTe IbHOTO0 AHAJTUTHKO-CEPTU(PUKANMOHHOTO IIeHTPa nHcTuTyTa ['upeamer

C uenpl0  BHeIpeHUs  pa3paOOTaHHBIX M ATTECTOBAHHBIX  METOAMK
UHCTPYMEHTAIbHOTO #  XUMHUKO-criekTpaibHOro OTAAC-HUC ananmza OAK B
npaktuky padbotel MACL] nnctutyta ['upeaMeT KOHTPOJIb MPABUIBHOCTH PE3YyJIbTaTOB
ananu3oB npo6 OAK merogom DTAAC-HUC npoBeneH NocpeicCTBOM COMOCTABICHUS
¢ pesyabraramu arrectoBaHHbix ADC-UCIT u MC-UCII wmertonoB aHanmusa.
NHCcTpymMeHTaIbHA W XUMHUKO-criekTpaibHass wmerogukn OTAAC-HUC ananuza
YCIICITHO TMPUMEHEHBI JUISI OAHOKOMITOHEHTHBIX (Pd wim Pt), HBYXKOMIIOHEHTHBIX
(Pd-Pt wm Pd-Rh wmm Pt-Rh) u tpexxommonenToix (Pd-Pt-Rh) OAK paznwanbix
npousBoauTeneii: Honda, Mercedes-Benz, Volvo u npyrue.

bonee toro, pazpaboTanHbie B JaHHOUW pabOTe METOIUKHM MPUMEHEHBI K aHAIIN3Y
aBTOJIOPOKHOM MbLIM, OTOOPaHHOM B LIEeHTpe I'. MOCKBBI, KOTOpas SIBISETCS Ba’KHBIM
HKOJIOTUYECKUM OOBEKTOM aHATIUTUYECKOTO KOHTPOJIS.

Ha ocHOBaHMM TOJIy4EHHBIX JTaHHBIX MOYXHO OTMETHUTh, YTO pa3paOOTaHHBIC
meroaukn OAK mnepcrnekTUBHbI [JIsi NPUMEHEHUS B DKOJIOIMYECKOM KOHTPOJIE

00BEKTOB OKPY’KAIOIICH CPEIbl.

BbIBO/IbI

1 HccnenoBansl 0COOEHHOCTH 0TpabOTaHHBIX aBTOMOOMIIBHBIX
KaTajiu3aToOpoB Kak OOBEKTa aHAJIMTUYECKOTO KOHTpoyii. (OTMEYEHBl Takue
cnenuduueckre xapakrepuctuku OAK kak MHOTOKOMIIOHEHTHBIN U HECTEPEOTUITHBIHI
COCTaB, HEOAHOPOJHOCTH MPOO M OTCYTCTBHE aJ€KBATHBIX CTAHJAPTHHIX OOpPAa3IOB
coctaBa. Paccmotpena npobiiema ananmutudeckoro koHtposiasi OAK npu nepepaboTtke u
TPAaHCTPAHUYHOM TepeMenieHuH oTxon0B. CrnenaH BBIBOA O HEOOXOAMMOCTH
pa3pabOTKN BBICOKOUYBCTBUTEJIBHBIX U BHICOKOTOUYHBIX MHOIOKOMIIOHEHTHBIX METOIMK
aHanm3a.

2 HccnenoBanbl BO3MOYKHOCTH COBPEMEHHBIX METOJOB AHAJIMTHYECKOTO

koHTponss OAK. Ilokazana mepcrnektuBHOCTh npumeHeHuss metona DTAAC-HUC B
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pa3TUYHBIX €r0 BapuaHTaX, BHIOPAHHOTO B KadeCcTBe HamOoJiee YHUBEPCATHLHOTO U
METPOJIOTUYECKH MPUTOTHOTO METO/Ia aHATIM3a VISl IOCTUKEHUS TTIOCTABICHHON 1IETIH.

3 [Ipennoxxen u paszpabotaH crnocod 3PEHEKTUBHOTO MHUKPOBOJIHOBOIO
paznoxxkennust mpod0 OAK B 3aMKHYTBIX CHCTEMax, IO3BOJISIONIMA KOJIMYECTBEHHO,
OJTHOBPEMEHHO U BbICOKOd(pdekTuBHO mepeBectn aHanutel: [IM (Pd, Pt u Rh) u
tTokcuuHbie dementhl (As, Bi, Cd, Pb, Sb, Se u Te), B pactBop U TeM caMbIM
noaroToBuTh MpooOs! 1yist ITAAC-HUC ananu3a.

4 HccnenoBanbl ~ aHAIMTUYECKHE  BO3MOXHOCTM M OTpaHUYECHUS
uHctpymentanibHoro OTAAC-HUC anammza OAK. Pazpaboransl TemmeparypHO-
BpemeHHble  pexkumbl  OTAAC-HUC  ompeneneHuss — aHAJIWTOB,  OLICHEHBI
METPOJIOTUYECKHE XapaKTepUCTUKU MeToAa. lIpyu u3ydeHuu BIUSHUS MAaTPUUYHBIX U
CONYTCTBYIOLIMX BJEMEHTOB Ha ompeaeneHue aHanutoB meroaom OTAAC-HUC,
BeIsiBIeHO, uyto Pd, Pt, Rh um Pb Moryr ObITh ompezencHbl HEMOCPEICTBEHHO
uHctpyMmeHtanbHbiM O TAAC-HUC meToiom aHanu3a ¢ He0OX0AUMON TOYHOCTBIO, B TO
BpeMs KakK Ha OIpEAeICHUe TOKCHYHBIX 3JIEMEHTOB, COAECPKAHUE KOTOPHIX HAXOIUTCS
Ha MUKPOYpPOBHSX, MaTpHIla OKa3bIBaeT CYIICCTBCHHOE BIIMSHHUE, 3HAYMTEIIHHO
3aBBINIAs WM 3aHMKas CUTHAJI a0COPOIMU MCKOMBIX JIEMEHTOB. B CBsI3u ¢ 3THM, 17151
ompenenenuss As, Bi, Cd, Sh, Se u Te mpemnoxeHo pa3paboTaTh XUMHKO-
criektpanbhbii Mmerog ux DTAAC-HUC onpenenenus.

3) [Ipensioxken u pazpabotan Meron xuMuko-crekTpansHoro DTAAC-HUC
omnpeneneuust As, Bi, Cd, Sh, Se u Te B OAK ¢ npumMeHEeHHEM TpaHYJIHMPOBAHHOTO
amuHOTHOA(DHpHOTO THOpHAa-copOoeHTa I[AK-MTX. Ilpu paspaboTke JaHHOTO METOa
u3ydyeHa CTETNIEHb W3BJICUCHUS aHAJINTOB TBYyMSI IPaHyJIMPOBAHHBIMU
amuHoTHOA(UpHBIMU copOeHTamu — DJIK 1 MTX, u caenan BbIBOA 0 HEOOXOIUMOCTH
co3nanus rudpuaa-copdbertTa 3/IK-MTX, mo3BoJIsSrOIIEro 0 JHOBPEMEHHO B CEIIEKTHBHO
BbIICIATh M3 pacTBopoB mpod OAK As, Bi, Cd, Sb, Se u Te ¢ BBICOKO# CTeleHbIO
u3BiedeHus (95 — 100 %). IlpoBeneHo uccineq0BaHEe KUHETUKU M3BJICUCHUS] aHAJIUTOB
S, N-coaepxamum rudpunom-copoeatom 3IK-MTX. Onenena copOunoHHas eMKOCTh
rudpuaa-copoenta IJIK-MTX (0,05 — 0,15 r/r), ycTraHoBjI€Ha CEIEKTUBHOCTh THOpUAa-

copoenta DJIK-MTX (0,5 — 1 % copbiuss Ni u Fe) B ycrmoBusix, 00ecredrBaromnx
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MaKCUMaJIbHYIO CTETIEHb W3BJICUYCHHSI aHAIHWTOB. M3ydeHa BO3MOXKHOCTh MATPUYHOTO
BiausiHUS S, N-conepskamiero rudpuna-copoenta IJIK-MTX nHa onpeneneHue aHaJIMTOB
Y TIOKA3aHO OTCYTCTBHUE TAKOTO BIMSIHUSI.

6 Paspaborana  meromuka  uHcTpyMeHTanbHoro  DOTAAC-HUC-UH
onpenenenuss Pd, Pt, Rh u Pb B oTpaboTaHHBIX aBTOMOOWJIbHBIX KaTaJdu3aTopax Ha
Kepamudyeckord ocHoBe B wuHTepBaie ot 00,0005 % wmacc. go 0,5 % wmacc. ¢
YIIYYIICHHBIMA METPOJIOTHUYECKUMU XapaKTEPUCTUKAMU.

7 Pa3paborana wmeroamka xumuKo-criekTpasibHoro OTAAC-HUC-XC
onpeneneuus As, Bi, Cd, Sb, Se u Te B oTpaboTaHHBIX aBTOMOOMIIBHBIX KaTaJIu3aTopax
Ha KEPaMUYECKOM OCHOBE IOCJIC TPYNIIOBOTO KOHIICHTPUPOBAHUSA C NPUMEHEHHEM
amMmuHoTtHod(upHoro  rubpuma-copoenta ODJAK-MTX u ¢ yJydlleHHBIMU
METPOJIOTUYECKIUMH  XapaKTEepUCTHKaMU. J[Mama3oHbl OmpenensieMbIX COJepXKaHUN
a"aiautoB — 0,000001 % macc. mo 0,001 % macc.

8 Pa3paboTaHHbIe METOJUKHA aTTECTOBAHBI U BHEJIPEHBI B MPAKTUKY PaOOTHI

HcnibITaTeIbHOTO aHATUTUKO-CEPTUPUKAIIMOHHOTO TieHTpa [ upenmera.

BJATOJAPHOCTH
ABTOp BbIpaxkaeT TrayOOKyl0 OJarogapHOCTb W HMCKPEHHIOK MPU3HATENBHOCTD
HayyHOMY pykoBoauTento A.X.H. bapanosckoit B.b. u axkaan. PAH, n.x.H., npod.
KapnoBy [O.A. 3a HEOLUEHHMMYIO MOMOIIb, BHUMAHUE U TOJJAEPKKY Ha MPOTSIKEHUU
IPOBEJCHUS BCEX ATANOB pabOThl, yyacTue B OOCYXACHUM PE3yJIbTaTOB U MOTYYCHHE
IIEHHBIX pekoMeHaanui, K.T.H. lanmpHoBoit O.A. u [anpHoBo# FO.C. 3a orpomHbIi
BKJIaJl B 3KCHEPUMEHTAIbHONW pabOTe B YacTH pa3padOTKHM XUMHUKO-CIEKTPaTbHOTO
METOJIa U MOPAIbHYIO MOJAEPKKY, K.T.H. JlopoHunoit M.C. 3a CylieCTBEHHYIO MOMOIIb
pu pa3pabOTKe METOJUK, UX aTTecTaiuu U BHenpeHus B npaktuky MACL 'upenmer,
CBOMM KoyuleraM H coaBTopam K.X.H AunekceeBord T.FO., k.x.H. Punaroour I.I.,
n.x.H. ®enoropy II.C., xk.x.H. @Dwmukuno B.A., k.x.H. bensey B.H,,
Kucenésoit M.C., TypcynoBy JI.X. 3a moMollb Ha pa3jIMYHBIX ATanax BbHIIOJHECHUS

AUCCCPTAINH U ITOJIC3HBIC IIPCIJIOKCHUA].
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