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O0mas xapakTepucTuka padoThbl

AKTyaJqbHOCTH PpadoThl. ['asoreHuabl 0J0Ba HAXOAAT IIMPOKOE NPUMEHEHUE B
paznuyHBIX OONAcTAX Hayku M TexHuUku [1-5]. OgHoil M3 pa3BuUBaroUMXCs oOnacTeut
NPUMEHEHUS TAIOTEHU]IOB 0JIOBA SIBJIAETCS MPOU3BOJICTBO (papMalleBTUUECKUX MPENapaToB:
Hanpumep, komriekcsl SnCly ¢ canumunonaruapasoHaMu OeH3anbAeruaa NPUMEHSIOTCS B
KauecTBE MPOTUBOBOCHAIUTENBHBIX MPENapaToB M aHTUACNPECCAHTOB, AHTUMUKPOOHBIX
cpeacts [1,2], mpoBoxaATcs MccienoBaHus MO MPUMEHEHUIO 3THonyprypuHa Sn(IV) nns
060prOBI ¢ pakom koxu [3]. Xiopuza nByxsaigeHTHOro ojoBa Sn(Il) ncrmonp3yeTcs B sipepHOi
MEIUIIMHE B KayecTBe CTa0wiM3aTopa NpH MPUTOTOBIEHUU paauodapMIipenaparosn,
MeueHblx TexHenueM (PMTc) [4]. s (papMaleBTHYECKHX NPENApaToB MPEXbIBIAIOTCS
TpeOOBaHUSI TO COAEP)KAHUIO NPHUMECEH XHMHUYECKHX 3JEMEHTOB, COIIACHO KOTOPHIM
conepxanue Co, Cd, Pb, V u Ni He 10/DKHO IIpeBBILATh BenudauHy nopsaka 1-10 mace. %
[5]. Cnenyet oTMeTUTH, YTO HaubOJIEE TPYAHOYAATIIEMBIMU B TaJOT€HHUIaX 0JI0BA SIBISIFOTCS
npumecu Co, Pb, V, Ti, S, Ni, Ge u Cd, mostomy pernienre npobyieMbl TITyOOKONH OYHUCTKH
TaJIOT€HUIOB 0JIOBA OCTAETCS aKTyaJbHOM.

Pa3BuTHe CoIHEYHON dHEPreTUKHA HEBO3MOKHO 0€3 CO3/laHrs HOBBIX MaTepuasoB. B
nocJieJHee BpeMsi MPOBOASATCS pa3pabOTKHU COJHEYHBIX 3JIEMEHTOB HA OCHOBE NMEPOBCKUTOB
ceunia CsPbX; (X = Cl, Br, I), o6manaromux mupuHON 3anperieHHoin 30861 2.24 3B, 1.76
3B u 1.45 3B cooTBeTcTBEHHO [6] M XapakTepusyroumecs: BbICOKONH 3(PGEeKTUBHOCTHIO IO
CPABHEHUIO C KDEMHUEBBIMU COJIHEUHBIMU siueiikamu. OTHAKO, UCIIOIb30BAHUE CBUHIIOBBIX
AYEeK MOXKET MPHUBECTH K 3arpsA3HEHUI0 OKPYKAIOIIEH Cpeapl, MO3TOMY HeoOxoauma
pa3paboTka OECCBUHIIOBBIX MEPOBCKUTOB [7]. OOHUMHU U3 JOCTYMHBIX U O€30MAaCHBIX
MCXOIHBIX COCTUHEHHM ISl X MOJYUYEHUS SBIISIOTCA TaJOreHU bl 0JI0Ba 0COO0M YUCTOTHI.
B cBsi3u ¢ 3TUM BO3pacTaeT CIpoc Ha MOJyYEeHUE TAIOTEHHU]IOB 0JI0BA BBICOKOIO KauecTBa,
HE TOJIbLKO B paMKax JaOOpaTOpHBIX MCCIEIOBAaHUN, HO M ISl HPOMBIILIEHHOTO
MIPOU3BO/ICTBA.

AJnlcopOLIMOHHAs OYKMCTKA 00JIaJJae€T CEJIEKTUBHOCTHIO K MPUMECSIM XaJIbKOTEHOB U
XJIOPOPTaHUYECKUX COEAMHEHUN. Pektuduxamus sBIsSeTcs NEPCIEKTHUBHBIM METOIO0M
OYUCTKM OT OONBIIMHCTBA MpuMeceil Ojaromapss 3HAUUTEIHLHOMY pa3IUYMI0 COCTaBa
PaBHOBECHBIX KUJKOM U napoBo# ¢a3bl. Yale Bcero JaHHbIM METOA OYUCTKU MTPUMEHSETCS

g jerkoneryunx coeauHenud (SnCly), Temmeparypa IUIaBIE€HUS M KHUIIEHHS KOTOPBIX
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Haxoautcs B npezaenax 300 °C. BeicokoTemneparypHas pektuduxanus (mpu 700 u 900 °C)
70 HACTOSIIEr0 BPEMEHM HE MPUMEHSJIACH I OYMCTKM auioguaa ojiosa. ClI0KHOCTb
NPOBEICHUSI  BBICOKOTEMIEPATYpPHOU  pekTu(dUKanuu  0o0yClIOBJIEHA  XUMUYECKOH
akTUBHOCTBIO coemuHeHul SnCly (tgm=623°C) u Snl, (tun=714°C) mo OTHOILIEHUIO K
KOHCTPYKLIMOHHBIM MaTepuajgaM KOJOHH, 4YTO J€JaeT HEBO3MOXXHBIM HCIIOJIb30BaHUE
KJIACCUYECKUX KOHCTPYKIIMOHHBIX MaT€pUAJIOB, TAKMX KaK (PTOPOILIACT WU CTEKJIO MTUPEKC.

W3BectHO, uTO Benmymue 3apyoOexHbie ¢upmbl «Alfa-Aesar» u «Sigma-Aldrichy
MOCTAaBJISIIOT TaJOTeHUAbl 0JioBa, cojepxkamiue meHee 0,01% Merammmyeckux mpumecen,
OJIHAKO HE PacCKPhIBAIOT MHPOPMAIIUIO O METOIaX CUHTE3a U OYUCTKU. Pa3paboTku criocoOoB
MOJIy4YEeHUSI MAaTepUaloB C 4YHUCTOTOM KBanmudukamuu 99,999 macc. % COOTBETCTBYIOT
COBPEMEHHOW TOJUTUKE uUMIopTto3amelieHus Poccuiickont ®epepanuu. Takxke cuepyer
NPUHATH BO BHUMAHKE, YTO K HACTOSAIIEMY MOMEHTY MCCIIEJOBAaHUS B 00JaCTH MOITyUYEHUS
0Cc000 YHCTBIX TaJOT€HHUJOB OJIOBA OYEHb OTpaHUuYEHBbl. Takum 00pa3oM, BO3paCTAIOIIMIA
CIIPOC Ha TAJIOT€HU/IbI 0JI0BA BHICOKOW YUCTOTHI O0YCIIaBIUBAET aKTYaJIbHOCTh IPUMEHEHUS
M3BECTHBIX METOJI0OB CHHTE3a M OYUCTKH JUIsl TOBBIMICHUS 3(G(HEKTUBHOCTH METOIUK
NOJIyYEHHUS BBICOKOUUCTBIX COEMHEHHI OJI0BA.

Heabo padoThbl SABISETCS ONPEACICHUE YCIOBUM CUHTE3a U TIIyOOKON OYMCTKH
xnopunoB u Hoauaos onoBa Sn(IV) u Sn(Il) ¢ momydenunem oOpa3loOB KBanMupUKAIIH
99,999 macc. % (5N) u ompeneneHue BIUSHUSA CTENEHUM YUCTOTHI Snl, Ha onTUYecKue
cBoiicTBa 1ieHOK CsSnls.

JlocTHKEeHrE MOCTABIEHHOM LIeJIM IPEAINOaraeT peueHue CIeIyoNnX 3a1a4:

1. Pa3paborare Metoauky cunte3a SnCly ¢ ero mocienyromiei riiyooKold OYHMCTKON B
annabaTHYeCKON PEeKTHU(PHUKAIMOHHON KOJIOHHE, UCKIIOYAIOIIEed KOHTAKT CHHTE3UPYEMbIX
BELIECTB KaK BO BpeMs CHHTE3a, TaK M BO BpEMs OYUCTKA C aTMoc(epoi Bo3ayXa.
OxapakTepu30BaTh MOJY4YEHHBIM TeTpaxyopus ojoBa Metomamu MK-, KP- u SKP-
CHEKTPOCKONIUU M ONPEIEIUTh COAEPKAHUE NPUMECEH XUMUYECKHX 3JIEMEHTOB METOJIOM
MacC-CIIEKTPOMETPUH.

2. Pa3paboTtaTh METOAOIOTUYECKHUI MOAXO K CHHTE3Y IUXJIOPU/A OJI0BA U3 3JIEMEHTOB,
CKOHCTPYHPOBaTh YCTAHOBKY, HUCKIOUaOIIyto B3aumozeiictsue SnCl, ¢ atmocdepoit mis

npeAoTBpalleHUusT 00pa30BaHUs KPUCTALIOTHAPATOB, C MOCIEAYIOMEeH aJcopOIMOHHON U



peKTU(UKALMOHHOW O4MCTKOM. MpeHTuduuupoBarh MNOMY4YEHHBIH AUXJIOPHUI 0JIOBA
meronamu POA, K- u KP- cniekrpockonuu.

3. CunTte3upoBath 00pasiubl Snl, M0 pa3IMuHbIM METOJUKAM: B pacCTBOpax, U3 AJIEMEHTOB
npu aTMOC(EPHOM JABJICHUHU U B BaKyyMe; pa3paboTaTb METOJUKY BBICOKOTEMIIEPATYPHOU
PEKTU(UKALMOHHONW TIIyOOKOW OYHMCTKM M paccuuTaTh KOI(PPHUIMEHTH pas3aeiacHus
KUJIKOCTh — Map I TPYJAHOOTAETUMBIX MpUMecei B cucteMe "Snl, - MUKpoTIpuMecCh".

4. Onpenenuts ycaoBus cuaTe3a Csl 0co00# YMCTOTHI AJI TOTYYECHUS U3 HETO TICHOK
CsSnls co crpykrypoii mepoBckuTa. PaccumTaTh KMHETHYECKHE KOHCTAHTBhI BAKYYMHOM
cywku Csl, noctpouts 3aBucUMOCTh Biarocoaepxkanus Csl ot temnepatypsl.

5. Onpenenutp yclIoBUSl CUHTE3a 0€CCBUHIIOBBIX TOHKUX TuIeHOK CsSnl; co cTpykTypoii
NEPOBCKUTA U OIPENEIUTh BIMSHUE YHUCTOTHI MCXOJHBIX MOJMJOB OJIOBAa U LE3Ms Ha
ONTUYECKUE CBOWCTBA IJIEHOK U ONTUYECKYIO IIUPUHY 3aMPEIICHHOMN 30HBI.

HayuyHnast HoBU3HA padoThI.

1. PazpaGoTana meToauKa CHHTE3a M INIyOOKOM OYMCTKM TETpaxJopuia 0JIoBa OT
METANIMYECKUX  MpUMeEceH, 3akimoyaromiascss B repmerusanun oObéma  KyoOa,
a7IcOpOLIMOHHON U PEKTU(PUKALMOHHON KOJIOHHBI, U yCTPAHEHUsI KOHTAKTa CHHTE3UPYEMBbIX
BELIECTB KaK BO BPEMsl CUHTE3a, TaK U BO BpEMsl OUUCTKHU ¢ aTMochepoil. JlaHHas MeTonuka
OpUTHMHAJIbHA U 3aluiieHa nateHTom Ha uzoopeterne RU 2 768 080 C1 ot 23.03.2022.

2. BrnepBble oka3zaHo, YTO C MCIOJIb30BAaHUEM METOAA aICOPOLMN HAa AKTUBUPOBAHHOM
yrae BAY u BbicOKOTeMmepaTypHOW pEKTH(PHUKAIMU Ha KOJOHHAX M3 KBapla oc.d.
BO3MOXHO MOIXy4uTh 00pasiubl SnCly u Snl, BEICOKOIH YMCTOTHI ¢ COAEpKaHUEM MPUMECEH
metamnoB Co, Cd, Pb, V u Ni menee 10 macc.%, 9To COOTBETCTBYET TPEOOBAHUAM IO UX
COJIEp’KaHUI0 B (papMalleBTUYECKUX MpenapaTax CorjacHO peraaMmeHTaM MexayHapoHOro
COBETAa 10 TAPMOHU3ALMH TEXHUYECKUX TpeOOBaHUM K (hapMalleBTUUECKUM IIpenapaTam J1is
yenoBeka (ICH).

3. BnepBble 3KCNEPUMEHTAIbHO YCTAHOBJIEHO, YTO KOMOWHAIMS BaKyyMHOU CYIIKH H
BBICOKOTEMIEPATYPHOUN JUCTUIUISILIMY TIO3BOJISET MOIYYUTh HOU LIE€3Us BBICOKON YUCTOTHI
C cozepKaHueM npuMmecei metamios Meree 10 %. Briepsble MOKa3aHO BIMSHUE YUCTOTHI
MCXOJIHBIX MOJIUIOB OJIOBA U 1I€3Us1 HAa ONTHYECKUE CBOMCTBA MEPOBCKUTHBIX IJIEHOK CsSnls,
KOTOpbIE BO3MO>KHO HCIIOJb30BaTh B KAYECTBE CBETOIOIVIOUIAIOIIETO CJIOSI B COJIHEYHOM

anemente. Pacuersl ¢ mpumenenuem wmojenu Tayna u ¢ynkiun KyOenxu — Mynka
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MO3BOJIMJIM YCTAHOBHUTh, UTO MCIOJb30BaHUE Hoauaa oJsioBa Snl, uucroton 99,999 %
U3MEHSET ONTUYECKYIO IIMPUHY 3alpelleHHon 30Hb1 oT 1,36 3B no 1,28 3B.

JloCTOBEpHOCTH pe3yIbTAaTOB MPOBEICHHBIX UCCIEAOBAHUN 1 000CHOBAHHOCTH HAYUYHBIX
MOJIOKEHUI W BBIBOJOB, C(HOPMYIMPOBAHHBIX B AUCCEPTALMU, OOYCIIOBIEHA IIUPOKUM
HA0OpOM SKCTIEPUMEHTAIBHBIX JaHHBIX, TMOJYYCHHBIX ITyTEM MPUMEHECHHUS KOMILIEKCa
(U3UKO-XUMHUYECKUX METOJIOB, B3aUMOTIOITBEPKAAIOUIUX U YIOCTOBEPSIOLIUX OJTyYCHHbIE
CBEJICHUSI.

IIpakTHyeckasi 3HAYMMOCTH PadOTHI.

Pa3paboTanbl METOAMKHA CHHTE3a U TNIyOOKOM OYMCTKU TaJIOT€HHJIOB OJIOBA, a TaK»kKe
MOIuIA LE3Ms, C CoIepKanueM npumeceit menee 107 macc. %, 4TO Ha MOPSIOK HUKE IO
CPaBHEHMIO C X COZIEp )KaHUEM B KOMMEPUECKUX MPOyKTaX, MocTaBasieMbix Sigma-Aldrich
u Alfa-Aesar.

OnucaHHble METOAUKHA MOTYT OBITh MCIOJIB30BAHBI I MAcCIITa0HOTO MPOU3BOACTBA
TaJIOT€HUIOB  OJIOBA  BBICOKOM  YHUCTOTHI  JUIsi  (papMaleBTHKWM, B  KayecTBe
CBETOIOIJIOMIAIONIETO CJIOSI B COJTHEYHON SHEPreTUKE W JJIsl KaTajih3a B OPraHuYeCKOM
CUHTE3E.

Cunrte3upoBaHHble 00pa3lbpl TANOTEHUJIOB TMpeACTaBieHbl Ha Bcepoccuiickoit
MOCTOSIHHO JIEUCTBYIONIEH BhICTaBKe-KOJUIEKIMK BEIIECTB 0COOOM YUCTOTHI MO aJIpecy T.
Hwxuuit HoBropoa, bokc-75, yn. Tponununa, a. 49. UXBB PAH.

IHon0:kxeHus1, BLIHOCUMbIE HA 3AIIUTY:

e MeTonuku ancopOLMOHHON U PEKTUDUKAIMOHHON OUUCTKHU XJIOpua0B ojoBa SnCly,
SnCl, ¢ mnosyuyeHHeM OCHOBHOrO BellecTBa BbICOKOW uncToTod (SN) H
XapakTepu3anus nmorydeHHsix oopasios merongamu UK-, KP- u SIKP cniekrpockomnumu.

e Pe3ynbTaThl OnpeAeneHuss OTHOCUTENIBHOM JIETYUECTH TPYTHOOTAEIUMBIX IPUMECEN B
TETPaxJIOpUIE U TUHOAUIE 0JOBAa U METOJMKA IMOIYYEHHsI BBICOKOYMCTOro Snl, ¢
COJIEpIKAHMEM METAUINYECKUX puMecei menee 10 macc. %.

e Meroauka TMOJNYyYEHUS HOAWJA LE3UsI BBICOKOW YHCTOTBI C COAECPKAHUEM
METaUIMUECKUX npumeceii menee 10 macc. % W pe3ynbTaThl XapaKTepH3alluH

noy4ueHHbIX 00pasioB Merogamu POA u UCII-MC.



e Pe3ynbTaThl MCClIEIOBAHUS BIUSHUS CTETIEHU YMCTOTHI UCXOAHOTO MOIM/Ia 0JIOBA Ha
ONTUYECKHUE CBOMCTBA U IIUPHUHY 3aIIPEUICHHON 30HbI TOHKUX MMEPOBCKUTHBIX MIEHOK
CsSnls.

JInuHbIii BKJIAJ aBTOPa COCTOSUI B BBINOJHEHUU BCEro 00beMa 3KCIEPUMEHTATbHOU
paboThI, ¥ YACTH CIEKTPOCKOMWUYECKUX M3MEPEHUH, a TaKKe yJ4acTUU B BBIOOpE IeNiel H
MOCTAHOBKE 3a/1auy HUCCIICJIOBAHMS, aHAIM3€ M HHTEPNPETAINU TOJYUYEHHBIX JIaHHBIX.
Pa3paboTka oOuux crpaTeruii CHHTE3a U ri1yO00KON OYMCTKU BBITIOJHEHA COBMECTHO C JI.X.H.
bpexockux M.H. (MOHX PAH) u nxH. ®emopoBeim B.A. (MOHX PAH).
CHeKTpOCKONMUYECKHE UCCIEeI0BAHMS ObLTU BBIMOIHEHBI COBMECTHO C J.X.H. KO3I0XMHBIM
C.A. uk.x.H. [lemunoii JLU. (MOHX PAH). Peutrenodasossiit ananus oopasnos SnCl,, Snl,
W pacTpoBas DJICKTPOHHAS MHUKPOCKOMHUS OBUIA BBITIOJIHEHBI COBMECTHO C JI.X.H.
Eropeimesoii A.B. (MOHX PAH). WccnenoBanust METOJIOM SIIEPHOTO KBaAPYIOJIHHOTO
pe3oHaHca ObLTH BhITIOTHEHBI coBMecTHO ¢ KpaBuenko D.A. (MOHX PAH).

AnpoGanus padotbl. PesynbTaThl pabOThl OBLIM MPEACTABICHbl HA CIEAYIOIIUX
BCEPOCCUMCKUX U MexXAayHapoiaHbix koHpepenuusx: 1) XVI, XVII Bcepoccuiickas
koH(pepenuus "BricokouncTeie BemecTBa u Marepuaisl. [lonyyenue, ananus, npuMeHenue",
NXBB PAH, Hwxkuuit Hosropoa, 2017, 2022; 2) VIII, IX, X, XI, XII Koudepenius
MOJIOJIBIX YUEHBIX 10 0011ei 1 Heopranndeckout xumuu, MOHX PAH, Mocksa (2018, 2019,
2020, 2021, 2022); 3) XXI MenaeneeBckuil che3/1 0 001el u npukiagHoi xumuu, CaHKT-
[TetepOypr, 2019; 4) IV Bbaiikansckuit MmaTepuanoBeadeckuii hGopym, Yian-Y 1o, 2022.

IMyoaukanuu no teme auccepranuu. OCHOBHBIE MaTEepHAIIBI PaOOTHI TIPEICTABIICHEI B
5 cTathsiX B OTEYECTBEHHBIX U 3apyOeXKHBIX IKypHaJlaX, pPEKOMEHIOBAHHBIX K
omyonukoBanuto BAK, u 8 Te3ucax qoknanoB Ha HAyYHBIX KOH(PEPEHIUSIX BCEPOCCUICKOTO
1 MexayHapoaHoro ypoBHs. [Tonyuen 1 marent PO.

Ctpykrypa u 00beM padoThl. [Ipencrabiennas padota coaepkut 138 cTpaHull, B TOM
yucie 33 pucyHka u 23 TaOnuIlbl, ¥ BKIIOYAET B ceOs BBEACHUE, 3 TI1aBbI, BBIBOBI U CITUCOK
JUTEPATyPHBIX HCTOYHUKOB (222 HAaUMEHOBaHUA).

OcHoBHOe coaep:kanue padoTbl. Bo BBejaeHHM OOOCHOBaHBI AKTYyaJbHOCTh TEMBbI
JUCCEPTAIIMOHHON paboThI, chOPMYIUPOBAHBI 1IETh U 3aJa4YHM UCCIICIOBAHUS, TIPUBEIACHBI
naHHple 00 ampoOaiuu  paboOThl, MPEACTABICHbl HAay4yHass HOBHM3HA MPOBEICHHBIX

I/ICCJ'IGI[OBaHI/Iﬁ N UX IIPAKTUYICCKAA 3HAYUMOCTb.
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I'maBa I mpencrapisier coboil 0030p JIUTEPATYphl, B KOTOPOM IMPHUBEIEHBI OCHOBHbIE
CBEACHUS O CTPYKTYype, (PU3NUYECKUX CBOMCTBaX, METOJAX CHUHTE3a U TIyOOKOW OYMCTKU
XJIOPUAOB MU HOAMAOB ojoBa. Llenpro 3THX UCCIEAOBaHUW SBIIETCS  CO3/IaHUE
NEPCIEKTUBHBIX JIEKAPCTBEHHBIX NPENApaToOB, KaTaIU3aTOPOB PEAKUUN MOJUMEpU3alun B
opraHu4eckom cuHrese. Kpome Toro, moapoOHO pacCMOTPEHO UCIIOIb30BAHUE TAIOT€HUIOB
0JIOBa B CHHTE3€ COEAUHEHUN CO CTPYKTYpOW NEPOBCKHUTA, KOTOPBIE JEKAT B OCHOBE
IIEPOBCKUTHBIX TOHKHUX IUIEHOK, MIPUMEHSAEMBIX B Ka4€CTBE CBETONOIJIOIIAXOLIErO CJIOS B
COJIHEYHOM DJIEMEHTE.

B »skcneprmeHTanpHONM 4YacTW TNPUBEAEHBI OPUTMHAJIBHBIE METOIMKU IOJTYyYECHUS
XJIOPUAOB W MOJMIOB OJIOBA, a TAKXK€ HOAWJAA LE3Ws, MO3BOJSAIOMIME IPOBOAUTH
AKCIIEPUMEHTBl B HHEPTHOM aTtMocdepe aproHa, HUCKIIOYAIONIME B3aUMOJIEUCTBHE C
aTMocdepoii Bo3ayxXa Kak B IIPOIIECCe CUHTE3A, TAK U aICOPOLIMOHHOMN U peKTU(PUKALIMOHHON
O4YMCTKH. Hani onbIT ¥ JOCTHKEHUS IPYTUX aBTOPOB CBUIETEIBCTBYIOT O TOM, UTO HauboJiee
NEPCHEKTUBHBIM SIBJIIETCSI HUMEHHO METOJ OYMCTKU peKTU(uKaluei. B kauecTBe UCXOHBIX
BEIIECTB MCHOIB30BAIU SN(yer) «0C.u», I «u.», Cl, (mepssiit copt, 99,6%), HCl ), (mapka
«O»), Cs;CO; «u.», HI «u.», mumerundopmamun «4a.» (IAMDA). CoctaB NpoayKTOB
peakiuii uzyuanu merogamu PDA, xonebarenbHoi ciektpockonuu (UK u KP), snepHoro
KBaApynoJyibHOro peszoHanca (SKP), a mpumecHbIl cocTaB nmpu NOMOIIM METOAAa Macc-
CIIEKTPOMETpUH ¢ HHAYKTUBHO-cBsizaHHOM tutazmMoii (MCII-MC) u  1a30XuaKoCTHOMN
xpomatorpaduu (I'KX).

B rnase Il u3no>keHbl OCHOBHBIE pE3yibTaThl AUCCEPTALIMOHHONW PabOThI, IPUBEICHbI
PE3yJIbTAThI UCCIECTOBAHUN U X UHTEPIPETALIUS.

Conep:xanue padoThI

1. CunTe3 1 ri1y00oKasi 04UCTKA TETPAXJIOPHUIA 0J10BA.

OcoObIi UHTEpEC MPEACTABIISIOT Pa3pad0TKH KOMIUJIEKCHBIX CXEM, BKIIOUYAIOIIUX B ce0s
CHUHTE3 MCXOJHOTO BELIECTBA M KOMOWHAIIMIO MPOILIECCOB UX OYHCTKH, T.K. MIPUMEHEHHE
TOJIKO OJTHOTO BBICOKO?((EKTUBHOTO METOJIa He OOecrneurBaeT MOJyYeHHUE BEIECTB
TpeOyemoii uuctoThl. Peanmm3amusi Takoro mnoaxofa JaeT BO3MOXKHOCTb JOCTUTHYTh

MaKCHUMaJIbHOM CTEIEHU OUYMCTKU U BBICOKOT'O BbIXOJa B€IICCTBA.



e i ~ AzcopOmms Ha
-
SnCl, J [ aKT. yriae BAY

50°C T =130°C T =120°C BHICOKOYHCTEIH SnCl,

Sn,\(e1.+2C12r: SnCI—‘l.ax TN;_T_:]]4°C
25 Teop. Tapelok

Puc.1. Cxema IMOJIYUCHHA BBICOKOYHUCTOI'O TCTpAXJIOpUuJa OJIoBa

JUis mosydeHusi TeTpaxJopuJa OJ0Ba BBICOKOW YHMCTOTHI CHHTE3 IPOBOJWIM B
CHEIHaTbHO CKOHCTPYHMPOBAHHOW yCTaHOBKe (puc.2a), aacopOIHUI0 HAa KOJOHHE C
aKTUBUPOBAHHBIM yriieM BAY-A, 1 riy0OKy10 OUMCTKY Ha HACAIOYHON PEKTU(PUKALIMOHHON
KOJIOHHE U3 kBapua "oc.4." 3()PeKTUBHOCTHIO 25 TEOPETUUYECKUX TapesoK (AumameTp
KoJIOHHBI 35 MM, BbicoTa 1800 mM) (puc. 20). 3arpy3ky B KyO 1 0TOOp MpoO OCYIIECTBIISIN
B YCIIOBUSIX, MCKIIIOUAIOIIMX KOHTAKT TETPAXJIOPUAA OJIOBA C OKPY’KAIOIIEH aTMOC(EPO.
Temnepatypa B Ky0oBoit yactu noanepxxkusanack 120°C, B kononne — 114°C.

B mpoiiecce ouMCTKM TeTpaxJiopHia OJI0Ba Ha PEKTU(PHUKANMOHHON KOJOHHE OBLIO
otobpano 8 mpob: 2 rojoBHbIE (ppakuuu, 4 ocHOBHbIE (Ppakuuu U 2 ¢pakiuuu KyOOBOTO
octatka. OTOOp MPOO OCHOBBIBAJICS HA 3HAUEHUSX TEMIEPATyphbl (uierMbl B KoJoHHE. Bee
pOOBI OTJIMYATTUCH HE TOJIBKO 10 MPUMECHOMY COCTaBY, HO U IO LIBETY - OT OE€CLBETHOIO 710
pbiKero. TeTpaxiyiopu 0JioBa IpHU H.y. MPEACTABISIET OO0 MPO3pavHYIO KUAKOCTD, Ty =-

33°C, Ty =114°C, s10BUT, IBIMUT NIPU KOHTAKTE ¢ aTMOC(Epoit Bo3ayXa.

Cl, Ar .
5 ’ 4
1 }
| ! 7
/ 3 6
25
| 4
b
Puc.2a. YcranoBka cuHTEe3a TeTpaxiopuia Puc.26. Cxema ycTaHOBKH IITyOOKOM
0JIOBA. OUYUCTKHU TETPAXJIOPHUAA 0J0Ba
1-0egpneemamop, 2-xky6, 3-keapyeswiii 1-ky0, 2-pekmughuxayuonnas KoJI0HHA,
"pykas”, 4-npuemnux 3-ueonvuamoiii 6eHMUb, 4-

X0I00UNbHUK, 5- mepmomemp, 6-
NpUemMHUK, 7 -K8apyesas 60pOHKA



Tabnuua 2. ConepkaHue npumecei B Tabmuua 1. 3nauenus: ko3HPUIIUEHTOB

cunTesnpoBanHoM SnCls ocie paznenenus B cucteme «SnCly-
PEKTH(MUKALIMOHHON OYMCTKU MHKPOIIPHMECH»
Oto6pannsie dhpakunu SnCly ITpumech Q. | 72 a; ay | o
Tprvecs C x 10", macc. % FeCl; 64 | 1.08 | 59 | 73 | 438
Ilocne | Tonos. | Ocwos. | Kyb. TiCls 25 | 1.08 | 230 | 1.76 | 1.80
cuHTe3a | Qp-1us Gp-Ms | OCTAaTOK
Al 45 G % 29 GeCly 1.96 | 1.05 | 1.86 | 2.11 | 2.29
B 3 1 02 17 S:Cl, 204 | 1.04 | 1.95 | 1.81 | 1.85
Ba 5 1.4 0.3 3.4 SiCly 138 | 1.14 | 121 | 5.1 | 6.58
Bi 20 5 0.5 14 AICl; 275 | 1.13 | 242 | 475 | 155
Ca 6 2.0 0.1 4
Cd 1.5 1.0 0.2 0.2 C unembio  oueHkd  o(dexmBHOCTH
Co 1.5 0.6 0.4 0.4
Cr 5 1.0 0.5 2.5 PEKTU(UKAIIOHHOM OYHCTKH ObUm
Cu 30 4.7 0.3 25.0
Fe 60 5.0 0.2 54.0 paccCuMTaHbl  WIeATbHbIE  KO3(D(PUIMEHTHI
Ge 20 18 0.5 1.5
K 1.5 0.5 0.5 0.5 Pa3ACTICHAA a I HCKOTOPbIX
Li 1.5 1.0 0.1 0.4 o . .
Mg 50 10 0.6 75 TpyHooTaesiemMbIx pumeceld: Fe, Ti, Ge, S, Si,
Mn 3.0 1.0 0.8 1.0
Na 03 03 03 03 Al. Pacyer mpomsBOMWICS IO OTHOIICHHUIO
Ni 10 3 0.3 6
nasiienns napos SnCly k VIMECH TIPH
Pb 120 23 0.2 95 PO MARpOD P
S 5.0 2 0.3 2.5 Temriepatype kurieHust SnCly, a Tarke Ha
Se 1.0 0.7 0.2 0.1
Sb 20 10 1.0 8.0 OCHOBE TEOPHH PETYISIPHBIX M30TEPMUUCCKHX
Si <1.3 <1.3 <1.3 <1.3
Sr 1.0 05 02 03 PacTBOPOB HEAIEKTPOJIATOB, W TIPHOVIKESHHO
Te 1.0 0.4 0.2 0.4
Ti 20 10 0.4 0.6 OILICHEHBI JIByMsI COOTHOIIICHHsIMU (Tadn. 1). B
\Y 1.0 0.5 0.5 1.0
70 T 6 0 g TaOll. 2 TIPENCTABNICHBI PE3YJIBTAaThl 110
OW 1.0 0.4 0.2 0.4 cofepykaHmro rprMecei B oopasiiax SnCly.
pr. 3.0 <2.0 <0.5 <0.5
MIpUMeECcH

Mpl nonaraeM, 4To BC€ MPUMECH METAJIOB MPUCYTCTBYIOT B BHUJIE XJIOPHUAOB, U
CEJICKTUBHOCTH B XJIOPUPOBAHUU MpUMecel MasioBeposiTHA. [[pruMecHbIN cOCTaB Onpeaesisiin
merogom MCII-MC, ans 4 mpoO TeTrpaxyiopuaa oJioBa, a UMEHHO: MOJYYEHHOTO TOCIe
CUHTE3a W3 DJIEMEHTOB, TOJOBHOW (pakiuu, OCHOBHOM (pakiuu, KyOOBOTO OCTaTKa;
MOTPEIIHOCTh U3MepeHuit coctapisia 0 =+ 0,5%.

Ha puc. 3 mpeacrasnens! cnektpsl KP mist o6pasiioB SnCly HemocpencTBeHHO mocie
cuHTe3a (CHEeKTp 2) W IMOCJe OYUCTKU pekTudukanueit (crektp 1), KOTOpble UICHTUYHBI.
Terpasapuueckue (T4) mssTuaromusie Monekysbl SnCly xapakTepu3yoTCcs YETHIPbMS TUIIAMH
HOpMaJIbHBIX KoJieOaHui: aBa BaeHTHHIX (A u Fy) u aBa nedopmanmonnsix (E u F;). Bee
4yeTbIpe KoseOaHusi akTuBHBI B criekTpe KP. DTuM konebaHusM COOTBETCTBYIOT CIEAYIOLINE
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gacToTsl: Vi(A)) =368 cm!, vo(E)=106 cm!, v3(F2)=403cm !, v4(F,2)=131 cm™!, uro xopomo
corjacyercs ¢ aureparypHbeiMu JaHHbIMU. K ciekTpsl peructpupoBaiv B quamna3one 250-

4000 cm ! meTomom HITBO.

SnCly a0 omHeTKI

SnCl, mocae ouneTkm

SnCl, nocne cuntesa
100

SnCl, nocue ouncrKn
368 100 4

1
Vs
80 v

i
, /a

80 4
60 -
60

40
40 1

2130
204 e il wﬁ/\:xmi 20
o C
T

T T T T T r . T
500 500 400 800 200 100 0 800 700 600 500 400
BOMHOBOC HHCTO , M

Wnreueusnocrs
Hurrencusiiocts, %

1
300
BOJHOBOC HHETO , eM

Puc.3. CiekTpbsl KOMOMHAITMOHHOTO Puc.4. UK cnextpsr SnCly
paccesaust SnCly

st rpynnsl cummetpun Tq B UK ciekTpax akTUBHBI TOJIBKO ABa Kojebanus Fr: ogHO
BaJICHTHOE U OJHO JepopmanimoHHoe (V3 U v4). B rcciienyemslii [uamnas3oH v4 HE IONalaeT, a
V3 XapakTtepusyercs B criekrpe ountieHHoro SnCly (Puc.4. ciektp 1) HHTEHCUBHOM MOTOCOM
392 cm!, cooTBercTByIOIIEH BaNeHTHOMY KoJeOaHuio Vu(Sn—Cl). IlosBnenne Ha >TOM
nosoce meda 366 cm!, xapakrepusyromero kojiedanue vy(Sn—Cl), MoxKeT ObITb 0OBIACHEHO
HapylLIeHHUEeM CUMMETPHH MOJIEKYJbl. bosee y3kas mosjoca B CieKTpe OYHMIIEHHOTO o0pasia
CBsA3aHa C YJaJeHHEM HeopraHuyeckux mnpumeced u3 ucxoanoro SnCly B mpouecce
pextupukanud. OTCyTCTBUE Kakux-mubo nononaHutenbHbix nojoc B UK u KP cnexrpax
o0oux 00pa3lOB B HCCIEAYEMOM JUaNa3oHE CBUJIETEILCTBYET O TOM, YTO NPUMECH B
HEOUHUILEHHOM 00pa3lle HEAKTUBHBI B 3TOW 00JACTH CIEKTPa, MO0 UX COAEpPKAHUE JIEKUT
3a MpeeaamMy YyBCTBUTEILHOCTH JAHHOTO METO/IA.

CIeKkTpoCKONMs  SJEpHOrO  KBaapymoiabHoro pesonanca >°Cl B SnCly, (SIKP)
MCIOJIb30BaHa JIsl KOHTPOJIS CPAaBHUTENIBHOM YMCTOTHI TpeX 00pa3noB SnCly, moiBepruy THIX
MOCJIeIOBATENbHBIM CTaaUsAM TIyOOKOM ouucTku. Yucrtora ocHoBHOW (pakiuu SnCly
coctaBisuia 99.999 macc. % (obpasen 1), ronoBHoit dpakiuu 99.95 macc. % (obpazen 2) u
HeounteHHon dpaknuu 99.97 mace. % (obpaszen 3). Cnextp AKP *Cl coemunenus SnCly
npu Ttemnepatype 77K (mpu KOMHATHOW TeMIepaTrype COeAMHEHHE HAXOIUTCS B KUIKOU

¢daze) cocroutr w3 4-x JuHUN Ha 4dactotax 23.72, 24.14, 24.23, 2429 MIm,
11



CBUJIETEIBCTBYIOIMX 00 HCKOKEHHOW TETPadIpUUEeCKO KOHQPUrypaluyd MOJEKYIbl B
TBEPJIOM COCTOSIHMH, TIpU KOTOpOM oaHa u3 cBsizel Sn-Cl (HM3KOYacTOTHas JWHHS B
CIIEKTpPE) 3aMETHO JIJTMHHEE TPEX OCTAJIbHBIX (TECHBIH BHICOKOYACTOTHBIN TPHUILIET) (pHC.S).
CornacHo pesyibTaTaM, noiaydeHHbIM npu 77K, oOpasibl Oka3zaauch HACHTUYHBIMU I10
YUCTOTE OJarofaps «BHIMOPAKUBAHUIO» TIPUMECEH B OTIEIbHYIO (DPAKIIHIO, HE BIUSIOINLYIO
Ha COBEPILEHCTBO KpucTamuinueckon pemerku SnCly.

1.0]

ol | |

0.6«1 ‘
0.4 | |
\

02] I 1.0+
[ [ i
z 10 — 208
505l |2 | 7 %87
B 08 = —e—sample 1
8 0.6 'g 0.6 —— sample 2
204 ‘ ' ‘ g —— sample 3
go2f | . £ 0.4- 3
— ?8 Jil )\ §
1 £ 0.2
08| ’ 3 ' l ’ ]
0.6 | 0.0 ; — n—
Ot | n 2370 2371 2372 2373  23.74
021 ) . | v/IMHz

0.0

23.7 23.8 239 24.0 24.1 242 243 244
v/IMHz

Puc. 5. Cnekrper AKP *C1 SnCls npu 77 K Puc. 6. 3anicu HU3K04aCTOTHON
o0pasios 1,2 u 3 pesonancHoi smann *Cl B cniexrpax SKP
Tpex obpasuoB SnClsmpu 77 K

Bce yerbipe nunun Ha crniektpax SAKP upe3BbluailHO y3KME W WICHTUYHBI JJIS TPEX
HCCIIEIOBAaHHBIX 00PA3I[0B, YTO OCOOEHHO XOPOIIO 3aMETHO MPHU 3alHCH HU3KOYACTOTHOMN
PE30HAHCHOM JIMHHMM, MOKA3aHHOW Ha puc. 6 B yBEJIMYEHHOM Maciutabe. OTU JaHHBIC
YKa3bIBAIOT HA BBICOKYK) CPAaBHUTEIIBHYIO CTEICHb YUCTOTHl W3YyYEHHBIX COCIWHEHUU.
OrneHka MUPUHBI PE30HAHCHBIX JIMHUA B CIEKTpax OOpPa3IOB MO3BOJSIET MPEIINOIOKUTH
HUYTOXHBIN BKJIaJ KaKUX-TMOO Ne(PEKTOB PEIIETKH WM MPUMECE B COBEPILIEHCTBO UX
KPHUCTAJUINYECKOMN PELIECTKU.

Takum 00pa3omM, mpU CHHTE3€ TETPAXJIOPHUAA OJIOBA U3 BJIEMEHTOB MOKAa3aHO, YTO C
MOMOIIBIO Pa3padOTAHHON METOJAUKHU PEKTU(HUKAIIMOHHON OUMCTKH MOXHO noixydats SnCly
C CyMMapHBIM cozepkanueM npumeceit menee 107 macc. % (5N).

2. ITosry4yeHne BICOKOYHUCTOIO IUXJIOPHUAA 0JI0BA
Jluxmopua ojoBa Moydaad MyTeM B3aMOJEUCTBUSA ra3000pa3HOTO XJIOPOBOAOPOIA

C MCTAJTNIMYCCKHUM OJIOBOM, 3aTCM IIPOBOAMIIN €TI0 OYHUCTKY I10 CXEMC:
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T chimes ( Axcopbmmama l PeKTHOHKAIHA
—
SnCl, _ aKT. yrie BAY . SnCl,
250°C Ty =640°C T,6—653°0
Sy T2HCL, = 80Cly 1, +H, Tyoa =624°C BricokouHcThIH SnCl,

25 Teop. TApRIOK
v

Puc.7. Cxema nonyueHust BLICOKOUUCTOTO IUXJIOPUIA 0JIOBA

[TonyuyeHnnsie 0Opa3lbl AUXJIOPUIA OJIOBA MOCIE CHUHTE3a MOJBEPraliuCh ri1yOOKOH
OUMCTKE Ha aJCOpOLMOHHOM KOJOHHE C aKTUBUpOBaHHBIM yriem bBAVY-A wu
pexktudukrannonHoil ycranoBke (Puc. 2a). Temmeparypa B KyOOBOW 4YacTH COCTaBisiia
653 °C, TeMriepaTypa B KOJIOHHE KOHTPOJHMpOBaiach U He npesbiana 624 °C.

MOXHO 0KMIaTh, YTO MPH BO3AEHCTBUH XJOPHUCTOIO BOJIOPOJA HA METAIIMYECKOE
OJIOBO MPUMECH METAJIOB, HAXOAIIMeCS B HEM, MONaAyT B cuHTe3upyeMsiit SnCl, B Buze
XJIOPUJIOB, TIPU 3TOM CEJIEKTUBHOCTH B IMPOIIECCE XJIOPUPOBAHUS ITPUMECEH MaJIOBEPOSITHA.
PesynbpTatel mo coxmepkanuio mpumeceil metamuioB B SnCl, mocne cuHTe3a U MOCHe
PEKTUPUKALMOHHON OYMCTKH TpencTaBiieHbl B Ta0n. 3. [IpumecHsbIil cocTaB onpenensics
metonoM UCII-MC; norpeurHocts uamMepenuit cocrapisiia 0 = £ 0,5 %. Pextudukannonnas
ounctka SnCl, Ha CKOHCTPYMPOBAaHHOW YCTAHOBKE TMO3BOJISIET YIAJIUTh 3HAYUTEIHHOE
KOJIMYECTBO MPUMECEH, MTPU 3TOM TPYAHOJETYUHE MPUMECH 3JIEMEHTOB KOHIICHTPUPYIOTCS
B KyOOBOM OCTaTKe.

[TokazaHo, 4yTO B pe3ysibTaTe PEKTU(PUKAIMOHHON OUYHUCTKHU COJIEPKAHUE IICTIOYHBIX
MeTtaiioB B oopasie SnCl, ymensiuinock B ~ 8 pa3, Al ymensmunocs B 8 pas, Cu - B 3,7
pa3, Fe - B 5 pa3 u Pb - B 56 pa3. ComepxaHue OCTaIbHBIX METATMYECKUX MPUMECEH
HaXOJUTCS HUXKE TIpeieioB oOHapyxeHus (<0.1 ppm).

[Tockonpky SnCl, uCHonb3ylOTCS B SIEPHONM MENULMHE, K HEMY MPEAbSABIAIOTCA
TpeboBanus no pernamentam ICH k copepxanuto mumutupytomux npumeceit Cd, Pb, Co,
V u Ni, KOHUEHTpanusi KOTOpPbIX HE [IOJDKHA IMpEBbIAaTh mnopsaka | ppm mnpu
napeHtepaibHoM BBeaeHHU. [lomydennsie oOpasibl SnCly, COOTBETCTBYIOT perjiaMeHTy Mo

COACPIKAHNUIO JaHHBIX HpHMGCCfI.
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Tabnuna 3. Pe3ynbTaTsl onpeesieHnus MPUMECHOTO cocTaBa it 006pasnoB SnCla

Conepxkanue npumeceit B oopasiax SnCl,,
Cx10"* macc. %
Hpmvece ITocne OcHoBHas | ['omoBHas | KyOoBsrit
cuHTe3a | (Qpakuus (bpaxryst OCTaTOK

Al 12.1 1.5 8.4 2.2
B 3 1 1.4 1.6
Ba 2.5 0.4 0.9 1.1
Ca 5 1.1 1.5 2.5
Cd 2.5 0.4 0.6 1.5
Co 4.5 0.4 1.6 2.5
Cr 2.1 0.1 0.4 1.5
Cu 6.4 1.3 2.6 3.4
Fe 34 0.7 1.3 1.4
K 0.8 0.1 0.3 0.4
Li 0.7 0.1 0.2 0.5
Mg 0.6 0.2 0.2 0.2
Mn 0.3 0.1 0.1 0.1
Na 1.2 0.1 0.3 0.8
Ni 2.5 0.7 0.9 0.9
Pb 11.3 0.2 1.7 9.4
S 3 0.7 1.2 1.0
Se 2 0.5 0.6 1.0
Si 1.3 1.3 1.3 1.3
Sr 0.3 0.1 0.1 0.2
Te 1 0.2 0.5 0.3
Ti 1.2 0.1 0.4 0.7
\Y 1.5 0.4 0.4 0.7
N 1.0 0.2 0.5 0.3
Zn 0.6 0.1 0.2 0.3
Opr.npumecu 4 <1.5 <1.0 <14

B ncxoHOM CHHTE3MPOBAaHHOM XJIopujae 0jioBa MeTonoM PDA (Puc. 7.1.) Hapsagy ¢
SnCl, oonapyxken auruapar SnCly-2H,O u noayroparuapat SnCl-(H,O),-SnCls-H,O. Ha
Puc 7.2. mpuBenena nudpakrorpamma o0Opasiia BBICOKOUMCTOTO XJIOPHIA OJIOBA IOCTE
ri1yOOKON OYMCTKH, Ha KOTOpPOW oOpa3oBaHus (a3 KPUCTAJUIOTHAPATOB HE HAOIIOAETCs.
PaccuntaHHble mapaMeTpbl OpPTOPOMOMYECKOi sueiiku Pmmm paBHbel: a = 9,206(2) A, b =
7,792(3) A, ¢ = 4,427(4) A u B= 90°, 4To cornacyercs ¢ TUTEpaTypHBIMHU JaHHEIMH [8].

W HTEepecHBIi BEIBOI MOXKHO CIeTIaTh O MMOBEJACHUN MOJIEKYJI BOJIbI B IUXJIOPHIE OJI0BA
3 ananm3a MK cnektpoB ob6pasmnoB g0 (1) m mocne ouuctku (2) (Puc. 8). B cmektpe
ucxomHoro obpasua (1) permcTpupyercs Imupokas monoca ¢ uactotoir 3512 cml,

onuchiBaroias BajgeHTHbIe kojebanus v(OH) Monekysn Boabl.
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O SnCI*2H0 JCPDS 32-1380
v SnCl, JCPDS 72-0137
SnCI*(H,0),*SnCL*H,0 JCPDS 77-0053
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Puc. 7. ludpakrorpamma oopasuos SnCly 1o Puc.8. UK crextpsr 06pasiioB SnCl,

ounctku (1) 1 mocie pekTuUKaMOHHON (cycmeH3us B Ba3eIMHOBOM Maciie): 1- 1o

OYHCTKH (2) OYHCTKH; 2 - TIOCJIE OUYUCTKU
PEKTU(DUKATUOHHBIM METOJIOM

Pacmennenne mosockl aedopmanuonsoro konedanus 6(HOH) na 1643 cm! u 1613
cm! cBuziETENBCTBYET O HEDKBUBAIEHTHOCTH Moiekysl HoO B cocrase coenunenus. B UK
CIEKTpPE OUYMUIIEHHOTo o0pa3sia (2) Mmojaockl, XapakTEepU3yIOUIUe KoJieOaHusl MOJIEKYJ BOIbI,
KaK KOOPAWHUPOBAHHBIX, TaK U COJbBATHBIX, CBS3aHHBIX BOJOPOJHBIMH CBSI3SIMH,
OTCYTCTBYIOT. MUKCUPYIOTCS TOJBKO MOJOCKI BazenuHoBoro macia: v(CHa), v(CHj3) 3000-
2800 cm!, S6(CH,) 1420, 1380 cm!. O pmermmpatamum oOpasna CBUIETENLCTBYET
cpaBHUTENbHBIM aHanmu3 cnekTtpoB KP (Puc.9) ouuieHHoro amxjopuaa ojoBa U
SnCl,2H,0. Ha cnexkTpe HEOUMIIEHHOrO AMXJIOPU/IA 0JIOBA IIUPOKAs MOJOCA BAJICHTHBIX
xosebanuii v(OH) Monekyn Bojbl pacnosiokena B auanazone 3000-3400 cm!, ymmpennas
nonoca aepopmanuonnoro konebanus d(HOH) ¢uxcupyercs mpu 1670 cm!. ITomocsr
Vas(CISnCl), vo(CISnCl) u 6(CISnCl) nposiBisitoTcst Ha PoHE NTUPOKONH MHTEHCUBHOM MOJIOCHI
B uatepsane 300-100 cm!. Dra mmpokKas moa0ca OTHOCUTCS K TMOPAMOHHBIM KOJIEOaHUSAM
KOOPJIMHUPOBAHHBIX U COJIbBATHBIX MOJIEKYJI BOJbI, 00pa3yOIIMUX BOJOPOJHBIE CBs3U O—

H---O B kpucrammmyeckoit pemerke SnCl,-2H,0.
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B cnexkpe owmiienHoro oopasiia SnCl,

— 164
135

8000 9000

OTCYICTBYIOT =~ MOJIOCHI ~ BQJIEHTHBIX U

S 196

7000
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196, 164, 135 cm™!, xapakTepusyrommue
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Bo.imozoe uucio, ¢!

koJsie0aHust V,5(Cl-Sn-Cl), vy(CI-Sn-Cl)
1 6(Cl-Sn-Cl), coorserctsenmo. Puc. 9. KP cnextpsr: 1 - SnClz-2H>0; 2 - SnCl,

Takum oOpaszom, o 0CyIe OYUCTKU
COJICPKAHUIO0 METAUTMUECKUX mpuMmecei o0pas3iel SnCl, mocne KOMITIEKCHOW OYHCTKH
oTBevaroT kBamdukaruu 99,999 macc. %.

3. CuHTe3 ¥ ri1y0oKasi 0UMCTKA U011 0JI0BA

@OTOBOJIbTAMYECKUE XAPAKTEPUCTUKA U ONTHYECKHE CBOWCTBA IEPOBCKUTHBIX
cosHeyHbIXx 37eMeHTOB (IICD) cunbHO 3aBUCAT OT MOP()OIOTHMU CBETOIMOIIIONIAOIIETO
MEPOBCKUTHOIO CJIOS, KOTOPBIA UYBCTBUTEJIEH K YCIOBHUSIM BO BpEMS OCaXKIACHUS
NEPOBCKUTHBIX TJIEHOK. OJTHAKO COOOIICHUS O BIUSHUU CTENEHH YUCTOTHI MPEKypcopa Ha
Ka4eCTBO TEPOBCKUTHOW IJICHKA, B TOM YHUCJIE Ha ONTHYECKHE M (OTOBOJIHTANUYCCKUE
xapaktepucTtuk [1CD, mpakTuuecku OTCYTCTBYIOT. DTO SBUJIOCH IPEANOCHUIKON Pa3paboTKu
CUHTE3a U IITyOO0KOM OYMCTKU AUNOIMA 0J0Ba, KOTOPHIN B HACTOAILEE BPEMs UCTIOIb3YETCs
JUTSL TIOJTydeHUs O€CCBHHIIOBBIX TOHKHMX IUIEHOK CsSnls;, MpUMEHSIONIMXCS B Ka4yeCTBE
cBeTonoriomaromero ciioga B CH.

N3yueno Tpu meroma cuHTe3a Snlp: B3auMOAEHCTBUE 0JI0BA C MOAOBOAOPOHOU
KHCJIOTOM, OCAXJICHHEM BOJOW W TOCIEIYIONEH CYIIKOW, CHHTE3 TpH aTMoc(hepHOM
JNABJICHUM U3 BJIEMEHTOB M CHUHTE3 B CTATUYECKOM BAaKyyMe€ B TPEXCEKIHMOHHOW amIyJie,
CXeMa KOTOpOTo MpejcTaBiieHa Ha puc. 10.

[Tonyuenusie 00pa3iel Snl, ObLTM BHEPBBIE OYUIICHBI aJCOPOIMOHHBIM METOJOM H
METOJIOM  BBICOKOTEMIIEpATypHOM  peKTHU(PUKAIMM  HA  HACAJOYHOM  KOJIOHHE

3¢ (HEKTUBHOCTHIO 25 TEOPETUIECKUX TAPENIOK (IMaMeTp KOJOHHKI 35 MM, BeicoTa 1800 mMm)
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(puc. 2) w3 KBapua oc.4., KoTopas Oblla CHEUUaIbHO CKOHCTPYMpPOBAaHA HaMH JJIst

TOBBIIICHUS CTEMIeHU YMCTOTHI noauaa onona(ll).

Tabnuua 5. Copepxxanue npuMeceii B Tabmuua 4. 3nauenus xo3dduumeHToB
cHHTe3upoBaHHOM Snly 1 mocie paszeneHus B cucteMe Snlx-MHKpOprUMech
PEKTH(UKAITHOHHON OYHUCTKH
®paxnun Snlp, Mace. %10 [pumecs | a, | Vo a | ay | ap
ITpumecs | Ilocime | I'omos. | OcHoB. | KyO. Col, 74 11071 69 1501 11019
cuHTe3a | hp-ums | dp-ums | ocr.
Al 19.0 12.0 <0.1 6.0 Nil 2251108 | 209 | 1.4 | 1.55
B 40 | 20 | <10 ] 10 Cdl, | 2.66 | 1.07 | 248 | 2.26 | 2.83
Ba 1.0 0.4 <0.4 0.4
Ca 4.0 80 <0.1 34 Pbl, 545 | 1.10 | 495 | 456 | 6.52
Cd 0.8 0.5 <02 | <02 Fel, | 4.54|1.09]4.13|3.03 | 4.04
Co 3.4 2.1 <0.4 <0.4
Cr 71 0.6 05 0.9 Alls 183 | 1.11 | 164 | 35 302
Cu 18.0 3.0 <0.1 13.0
Fe 5.1 4.6 <0.1 1.0
K 0.8 0.8 <0.8 0.8 “ ":53“:3
Li 0.2 <0.1 <0.1 <0.1 i
Mg 3.8 1.5 <0.3 2.4
Mn <0.6 0.1 <0.1 <0.1 600-] '
Na 46 1.1 <07 | 17 - | :
Ni 50 | 30 [ <05 [ 20 0] T \
Pb 13.0 <3.0 <0.2 9.0 = '
S 3 <1.0 0.8 <1.0 300~
Se 1.5 0.6 0.4 0.5 w00
Si <1.3 <1.3 <1.3 <1.3
Sr <0.1 | <0.1 <0.1 | <0.1 e I
Te 1 03 02 05 100 200 300 400 500 600 700
Ti 0.9 0.5 <03 [ <03 L
\ <0.4 <0.4 <04 | <04 Puc.10. TpexceKIMOHHas aMITyJia st
W 2 0.8 0.2 1.0 cuHTe3a Snlz u ee TemneparypHbIil
Zn 1.5 <10 | <03 | 06 e
Opr. 4 | <5 | <10 | <15
pUMecH

Temneparypa ky6oBoii yactu coctaisia Tiys =875 °C, peKTU(PUKALIMOHHON KOJIOHHBI
Tkon=740 °C. CpaBHeHHe KadecTBa TOJy4eHHOro Snl, pasHeIMH cmocobamu
CBUJIETEIBCTBYET O TOM, YTO HanboJiee MPUTOHBIM OKa3bIBAETCA CUHTE3 B TPEXCEKIIMOHHOMN
amIyJje B CTaTHUYECKOM BaKyyMe, MOCKOJbKY MOJTy4deHHbIH Snl, CONEpKUT HaWMEHBIIIEe
KOJIMYECTBO MpUMeceit (Tabi.s).

C uenbto oueHkd 3((PEKTUBHOCTH PEKTUPHUKAIMOHHON OYUCTKH MJIi HEKOTOPBIX
TpyaHoyaansiembix npumeceii: Cd, Pb, Co, Fe Obumnm paccuutanbl 3Ha4YeHUS O,

npencrabieHHble B Tabn. 4. IlokazaHo, 4To B mpoliecce PeKTU(PUKAIMOHHON OYHMCTKH
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IOPOUCXOANUT YJAJICHUE OOJBIIMHCTBA METAJUIMYECKUX @pUMEcEeld, B TOM 4YHUCIE H
tpyaHootaensemeix Cd, Pb, Co, Fe, Torma kak TpyaHOJETy4YHe MPUMECH 3JIEMEHTOB
KOHIICHTPUPYIOTCA B KyOOBOM OCTaTKE€ U IEpPEXOja MNpUMecedl U3 KOHCTPYKLHOHHOTO
MaTepuaia KOJOHHbBI OTCYTCTBYET.

[Tommyuennsie 06pa3npl Snl, oTBevaroT kBamudpukauuu 99,999% (5SN). [pakTuueckas
peannzanys npouecca pektupukanuuy 0au3ka B Teopernueckomy. IlomyueHHsle 00pasibl
Snl, mocne pexkruduxanuu unentudunuposansl Mmetogom PDA (puc.11). Uoaun onosa
KPUCTAJTIU3YETCSI B MOHOKJIMHHOW CHUHTOHUH, Tip. Tp. C2/m ¢ mapaMeTpamu SUYEHKU: a =
14.12(5) A, b =4.47(2) A, ¢ = 10.75(8) A u p = 92.0°. Ounmennslii Snl, He ycTymnaer

MHUPOBBIM  CTaHAapTaM T[O YHUCTOTE,
= PDF 00-025-0975 Sul,
e coJilepkaHue  OOJBIIMHCTBA  MpUMeEcer
HaXOAMTCS Ha YpOBHE 1 ppm, YTO TOBOPUT
O TEpCIeKTHBaX €ro MpPUMEHEHUS B

s e g b3 e KauecTBe (DYHKIMOHAILHOIO MaTepHala B
S WU T Uuw“t
3.0 4Iﬂ . ﬁlf} y

‘ y MMPOU3BOACTBC MCPOBCKUTHBLIX COJIHCYHBIX
10 20

60
20, rpan.
3JIEMCHTOB Ha €0 OCHOBC.

Puc.11. Iudpakxrorpamma mnosyueHHOro oopasua TakuM 06pa3oM, HaM BIIEPBBIC
Snl, mocne pextudukanuu

yAajJoch  ONTUMU3HPOBATh  YCJIOBUSA
CHUHTE3a U pa3paboTarh MOJAXOJ K IIyOOKON OYMCTKE MOJUIAa OJIOBA OT JIMMHUTHPYEMBIX
METAINTMYECKUX MPUMece ¢ Mody4yeHrneM 00pasuoB kBamupukanuu 99,999% (5N).

4. OuncTKa HOAMA e3Us1 BAKYYMHOM TUCTHILISIUEH

OCHOBHBIM TIPEKypCcOpOM Il TOJIydeHHsl cBeronorjomaromero ciosi CsSnls
SBIIICTCS HOIU/ 1IE3Us, TOTYUeHHE U IITyOOKasi OUUCTKA KOTOPOTO SIBIISIETCS] OAHOM U3 3a/1a4
JAHHOTO MCCJIEIOBAHUS.

Csl nmonyvanu pactBopeHueM KapOoHata 1e3usi B H0JIMCTOBOAOPOIHOM KUCIOTE MpU
KOMHATHOM TeMIepaType, ocie 4Yero MpoBOIMIA BaKyyMHYIO CYIIIKY B KBapIeBOU aMITyJie.
3aTreM MPOBOAWIM BBICOKOTEMIEPATYPHYIO JUCTUULSIMIO B BaKyyMe€ B YCIOBHSX
PaBHOBECHS CUCTEMBI KUAKOCTh—T1ap. B ropsueii 30He noaepxuBanacsk temmneparypa 1000
°C, B XOJIOIHOM 30HE - 622 °C, naBjeHue B aMITyJIe MoAaepKuBanock ~1073 ITa.

J171s1 OLIEeHKU KHHETUYECKUX IMapaMeTPOB CYIIKU UCOIB30BANIOCH U PepeHinanibuoe

ypaBHEHHE ¢ 0000IIEHHBIM KO3 dumeHToM AU Py3un:
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2
w0 GEtis) 4D

C 3a7aHHBIMU TPAHUYHBIMU YCIOBUSMM: TI€ X(r=p=Xp, OX/OF4=0), X=0)=Xo—TEKYLIEE,
HaYaJIbHOE U PAaBHOBECHOE BJIArOCOIEP)KaHUE COOTBETCTBEHHO, 7 — TEKYyIIasi KOOpAWHATA IO
panuycy, R— paauyc 4acTuilbl; T — Bpemsi; D — 006001eHHbIN KodpduniueHT nuddys3uu.

3aBUCUMOCTh PaBHOBECHOI'O BJIArOCOAEpP)KaHUA OT Temmeparypbl (puc. 12)
ONKCBIBAETCS] YPABHEHUEM: Xp = x{,’ e fp(T=To) (4.2),
IZIe Xp - PAaBHOBECHOE BJIArOCO/EpKaHue NMpU HopMaibHOU TeMmmeparype 1y = 0 °C, k,-
KOHCTaHTa TemrepaTtypHoit 3aBucumoctu (1/7).

- C nomoupio ypaBHeHus (4.2) mo Meromy

0.06 - HAaUMCHBIINX  KBaJApaTOB  ObUIM  IOJYYECHBI
008 {2 IapaMeTphl PABHOBECHOTO BJIATOCOIEPKAHUS X,
0.07 1 U KoHcTaHTa k, Takum 00pa3oM, BBIBEICHO
838 TEOPETHYECKOEe ypaBHEHHE x, = 0,238¢%036(T=To),
0,05
i OINKCHIBAIOIICE  3aBHCHMOCTH  PABHOBECHOIO
— BJIar0oCoAePIKaHuUs noauaa Ee3HUs oT
0,02 TEeMIIEpPaTypbl, KOTOpas MpeacTaBicHa Ha puc. 12
0.01 1 (kpuBast 1). Ha ocHOBaHMM MaTEMaTUYECKUX
0 .

5 50 sl t6g »gp  YPABHCHHH, ONMCBHIBAIOIINX MPOIECC BAKYyMHOM

Yoawpanpals CYIIKA HMOAWAa 1ie3usi, OBbLIM pPacCUHUTaHBI

Puc. 12. 3aBucMMOCTb pPaBHOBECHOTO
BJIATOCOJIEpKaHUsI ~ OT  TEeMIEpaTyphl
nonuaa uesus (xkpusass 1 — Teoperud., TMPOJOJDKUTEIBHOCTh MpOLECCa CYLIKA IS
KpHBasi 2 — SKCIIEPHM. )

3HaueHus:  Kodp¢uuueHtoB  audpdysun  u

pa3ianyYHbIX Temneparyp (Tadai. 6.).

[Toce AByXKpaTHOW AUCTHILISIIMN 00pa3Iibl HOAUIA 11e3Ks ObLIH TPOAHATIN3UPOBAHBI
Ha CIIEKTpoMeTpe ¢ MHIYKTUBHO cBsizaHHOU masmoit (MCII-MC). Ilpeanosaraercs, 4To
TPYIHOYAAJsieMble TPUMECH HaXOAATCA B (popMe OKCHIAOB WM HOAHWIOB METAIOB H
KOHIEHTPUPYIOTCS B KyOOBOM OCTaTKe€ B AMCTHILISIUMOHHOW ammyne. CepTudukarbl
KAauecTBa, KOTOPBIE MPEIOCTABWIA KOMIIAHUHM, WMEIOT JOCTATOYHO Y3KUU 3JIEMEHTHBIN
aHaJn3, OJHAKO W3 TaOJMUIBl 7 BUIHO, YTO 0Opaslibl, MOJyYEHHbIE HAMH, MPEBOCXOMIST

KOMMCEPUYCCKHE 110 BCEM MMCIOIIUMCS IJId CPAaBHCHUHA ITPUMCECSM.
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Ta6muma 6. Koapdunuent nuddys3um
U JUTUTEIBHOCTh IPOIECCa CYIIKH

Tabmuna 7. Coxgepsxkanue npuMeceid B 00060 4UCTOM
Csl, momyyeHHOM B JabopaTopuu, W B oOpasnax

noauaa Oe3us1 Pa3JIMIHBIX KPYIIHBIX HpOI/ISBOI[I/ITCHCI\/'I
TeMIepaTypax
T.C | D.we | e MOHX Slgma- | A1 Aesar
Woamn 70 | 2,18-10° | 2580 PAH Aldrich No10992
mesms | 90 | 521-10° | 1140 | | Tpumecs | o pod | N203033, 1 7 u
Csl 100 | 8,82:10° | 840 wace. % | 100 | ace. %
. 2 . /0
170 3,93-10 180 Al 0.5 0.8 1
Takum 00pa3oM, YCTAHOBJICHO, YTO Ca 1 1 1,4
. Fe 0,2 0,9 0,8
KOMOUHAIMS BaKyyMHOW CYIIKA U Ba 0.4 0.8 0.7
BBICOKOTEMIIEPATYPHON JTUCTUILISILIANA Na 0,6 L3 2,1
patyp Rb 0.7 1,5 12
MO3BOJISICT TOJy4YaTh HMOIUA  IE3Hs Zn 0,7 4 2,2
Sr 0,4 1,2 1,5
BBICOKOM  YHCTOTHI  KBalmu(DHUKAIUN Ti 0.4 0.9 1.1
99,999% (5N). Cu 0.5 L1 L.3

5. Cunre3 ToHKHUX IeHOK CsSnls co cTpyKTYypOM mepoBcKHUTA

Pa3paboTanHbie METOAMKH TIIyOOKONW OYUCTKH HOIUAOB OJIOBA U LE3US MO3BOJIMIIH
NOJIyYUTh TIEPOBCKUTHBIE TOHKHE IUJICHKM U OMNPEACNIUTH BIMSHUE YHMCTOTHI MCXOJHBIX
KOMITOHEHTOB Ha ONTHYECKHE CBOMCTBA TJICHOK.

Cunre3 CsSnl; ocymectsisinu mytem pactBopenus Csl 99,999% (5N) u Snl, uncroToit
99 % (o6pazer II) u 99,999% (5N) (o6pazen 1) B 3 mi JIM®DA (N,-N-gumerundopmamu,
99%, “Aldrich”) c ucnonpzoBanueM yiabTpa3BykoBoil 6anu MommHocThI0 10 BT B Teuenue 30
MHUH., C TMOJYYEHHUEM >KeJITO-OpaHkeBoro pactBopa. Ilnenku CsSnl; co cTpykTypoit

MEPOBCKUTA U3TOTABIMBAIUCH METOAOM Spin-coating IO CXeme:

|‘ - V=200 MK1 ®=2000 0b6/MuH t=1 MuH T=140"C
- . -':- - - it < ‘ e ‘ —
=29

IToxyueHHBIe pacTBOphI CsSnly HaneceHn1 IJIeHOK MeTOIOM Spin-coating

Puc.13. Cxema nHanecenus mieHok CsSnl; meTomom spin-coating

Ha puc. 14a mnpeacraBieHbl AUQPPAKTOrpaMMbl COEIMHEHUH CO CTPYKTYypOi

TIEPOBCKUTA, TIONYYEHHBIX M3 MPEKypCOPOB PAa3HOW CTENEHM OYHCTKM, M PACCUMTAHBI
mapaMeTphl dIeMeHTapHol sueiiku CsSnls, KpHCTaIH3YIOMErocs MPEMMYLIECTBEHHO B
opTopoMOuuecKkoi cunronuu (mp. rp. Pmmm) a=7.759(7) A, b=5.821(3) A, c= 4.847(2) A.
dazer  Csl,

MOJKET OBITH CBS3aHO C
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XapaKTEPU3YIOIIECHCd MaKCUMaJIbHOM HWHTEHCUBHOCTBIO Ha 27.6°, KOTOpas TakK ke
KpUCTAJIIM3yeTcs B mporecce popmupoBanus mieHkd. Ha ocHoBanuu ganabix POA MoxkHO
clenaTh BBIBOJ O TOM, YTO MPOIECC KPUCTAIUIM3ALMU IJIEHKA W3 pacTBOpa MPOTEKaET
MHKOHT'PY3HTHO U 00pasyroTcs ABe (pas3wl: opropomOudeckas CsSnl; u kyouueckas Csl. Ha
puc. 140,B,r mpeacTtaBieHsl Mukpodotorpaduu ToHKHX tieHOK CsSnls, momydeHHBIE B
pexume POM. Kak Buano, B 00oux o0Opasiax (popMUpPOBAIMCh MUKPOCTPYKTYPhI B BHUJIE

3epeH ¢ pazmepamu 100-200 am.

3000 a

CsSnl; oc.u.
N CsSnl; 99%
" ¢ PDF 96-411-7960 CsSnl;
= PDF 96-900-8791 Csl

2500

2000

1, oTH.ex.

1500
1000 *
o N
. .

500 A -

0+

T T T T T T T

20 22 24 26 28 30 32 34

Puc.14. a - mudpaxkrorpamMmbl TOTYyYEHHBIX

COEJIMHEHUN CO CTPYKTYPOU EPOBCKUTA
COF DR e LAY
T RAR G A N i T i

g ¥
',i “,‘;‘b;.s s
pa S 4/
¥ ¥,

G
£

[f l‘!’,"‘_
- ',#' i
(A A 2 e b Jale ey AT

Puc.14. B - Muxkpodororpadus Toukoit menku [I  Puc.14. r - mukpodoTorpadus ToHKOH TUIeHKH |
CsSnl3 CsSnlz

Jlns o6pasia Il Habmroganoch NpuUCyTCTBHE OONBIIMX arjoMepaToB mopsaka 1 Mk,

TorNa Kak jisi oopasma | pazmep armomepatoB He mpeBbiman S00 HM. DTO MOXKET OBITH
CBS3aHO C HAJIMYMEM TMPUMECEH B MCXOAHOM KOMIIOHEHTe oOpasmna I, uro cymecTBeHHO
BIIUSIET HA KPUCTAJUIM3ALIMIO TEPOBCKUTA. bblila OlleHeHa TONIIMHA CUHTE3UPYEMBIX IICHOK,
3HadeHue kotopou coctarisieT 780+£10 um (puc. 140).

Pesynbrarel sHeproaucnepcuoHHoro ananusa (Puc. 15) minenku I CsSnls Takke
CBUJIETEIIbCTBYIOT O HE3HAYUTEIbHBIX OTKIOHEHUAX cofepkaHusi Cs U Sn B pa3HbIX TOUKAX
MJICHKU MOTy4eHHOTo coenuuenus (Taom. 8), kotopsie cootBeTcTBYIOT 0,8 aT. % aJis me3us
u 0,7 ar. % nnsa onosa. IlomydeHHble TeHKH 1O cocTaBy CsiosSnigalsog OMM3KHM K

crexuomerpuyeckomy CsSnls.
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Tabauia 8. DiIeMEHTHBINA COCTAB IUIEHKH

I CsSnl3
Criextp Sn, at.% | I, ar.% | Cs, at.%
CrekTp 1 19.7 59.3 21
Criextp 2 19.6 60.2 20.2
Criextp 3 19.1 60.4 20.5
Cpennee 19.4+0.8 | 59.9£1.3 | 20.5+0.7
Crexuomerpus 20 60 20

Ha puc. 16a npencraBieHa 3aBUCUMOCTh

Tidnaum AnenTposHes olpaxesie 1
Puc. 15. OneproaucnepcronHas
PEHTTEHOBCKasl CIEKTPOCKONUS IIEHKH |
CsSnls

Ko uleHTa TMOTJIOMEHUsT o JJIs1 TOHKHX
IJIEHOK CO CTpyKTypoi nepoBckuta CsSnls; oT
JIJINHBI Pacuer

BOJHBI IIaAarOmiCro CBECTA.

KOB(I)(I)I/II_II/ICHTEI IOrJI0ICHHUA OCHOBBIBAJICA HAa 3aBUCHUMOCTH OINTHYECKON IIOTHOCTH OT

I
TOJIITMHBI CBETOTIOTJIONIAFOIIETO CIIOSI M IPOU3BOMIICA 110 3akoHy JlambepTa-bepa: A = g 70

_2,30258-4

;1 =1e7%; o =

. Kak BusiHo 3 puc. 16a, 06a o6pasiia UMEIOT BEICOKME 3HAUCHUS

o~ 4+ 10° cM™ 1, uTo yKa3bIBaeT HA IIEPCHEKTUBBLI IPUMEHEHHs Snl, BEICOKOM YHCTOTHI s

CHHTe3a nepoBckuTa coctaBa CsSnlz B COTHEYHOM YHEPTETHKE.

a 1000
1
900 0 -]

1.6x10°

1.2x10° 4

8.0x10°

800
700 -
600
500 -
400

[afhv]"?, 5B-em™!

300

Kospument nornomenus, cm™

4.0x10° 4
N 2004

100 -

0.0 T T T
200 400 600 800 1000 0

Eg=1.26
1.20 1.25 1.30 1.35 1.40 1.45 1.50
E,sB

JlnuHa BOJHBL, HM

Puc.16. a — 3aBucumMocts ko3 dunrenta noriomeHus mieHok CsSnlz oT ATUHBI BOJHBI

1 - CsSnlz u3 99,999% Snl, (o6pazer I), 2- CsSnlz u3 99% Snl, (o6paszern II); 6 — onpenenenne Eg
wieHok CsSnl; B koopaunaTtax Tayma, 1 - CsSnlz u3 99,999% Snl, (o6pazer 1), 2 - CsSnlz u3z 99%
Snl> (o6pazerr 11)

JIist OLIEHKW BENIVYMHBI LIMPMHBI 3aNPEIICHHOW 30HBI MOJYNPOBOAHMKA Ej 110

OKCIICPUMCHTAJIbHBIM CIICKTPAM OINITHUYCCKOTI'O IMOTJIOMICHHA MbI NCITOJIb30BAJIN MCTO/I Tayua

[9], KOTOpBIN OMUCHIBAET 3aBUCHUMOCTH O MPSIMO30HHOI'O TMOJIYNPOBOJHUKA OT DHEPrUU

dboToHa B BUjC ypaBHEHHS: ahv™ = B(hv — Eg). Hcxons u3 ko puiimeHToB NoraomeHus

o s 06pasuoB 1 u II 6sum mocTpoeHs! 3aBucuMoct [ahv]Y/? ot smeprum doToHOB
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(Puc. 160). Jlnma xaxmoro Trpaduka ompeaessuics JUHEWHBIM ydYacTOK, KOTOPBIN
HKCTPAMOIUPOBANICA 0 MEPECEUCHUsI C OChI0 a0CIMCC; TOYKA MEpecedeHHs, C KOTOPOil

COOTBETCTBYET 3Ha4YeHut0 Ej. OTHOCHTENbHAs NOTPENIHOCTh ONPENEICHHUs JIMHEWHOTO
K03 duimenTa noriomenus cocraBisier Aa/a ~+ 3%. [lonydennoe snauenue Eg s 000ux

oOpasmoB coctaBuio 1.26 + 0.03 3B, uro koppenupyeT ¢ nanubMu [ 10], cormacHO KOTOPHIM

JUIS  TIOJIMKPUCTAIUINYECKON TUIeHKH mnepoBckuta CsSnls 3nauenne E,; Bapbupyercs B
npenenax ot 1.3 no 1.35 3B.
Taxke s ompenenenus E; Obud 3anmcaHbl CHEKTPbl TU(GQPY3HOrO OTpaKeHHS

(CHO), xotopsle Obuin 00paboTaHbl ¢ ucnoiab3oBaHueM pynkunu Kybenkn—Mynka [11]

(1-R)?

F(R) (K-M) F(R) = =

, tne R — xoadduuueHT oTpakeHus, OIpeaeseMbli
skcniepuMeHTanbHo. [lorpemHocts n3mepenus CO coctaBnser AR ~ £ 1%. U3 puc. 17a
BUJIHO, UTO B 00JIACTU Kpas MOTJIOIIEHU IIeHKH oOpasua Il mpucyTcTByIOT ABa TMHEHHBIX
yuactka E;=1.2440.01 5B u E;=1.36+0.01 5B, uT0 MOKXHO 00BACHUTH HATTMYMEM IIIOTHOCTH

Ae(pEeKTHBIX COCTOSIHUH B 3arpelieHHoi 30He. Ha cnextpax nuddy3Horo oTpaxeHus INeHKH

obpasua I umeetcs oauH mMHeRHbIH yuacTok E,=1.28+0.01 5B (Puc.170).

a §)
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FR,) 0.4+
FRy)

0.1+

0.0 / 0.0

1.2 1.4 1.6 1.8 2.0 1.2 1.4 1.6 1.8

Puc.17. Onpenenenns E; no pynxuun Kyoenku — Mynka, a — CsSnls u3 Snlz 99 % (o6pasen II), 6
- CsSnlz u3 Snlz 99,999 % (oGpa3zen I)

[IpuMeHeHHe HUCXOAHBIX KOMIIOHEHTOB  BBICOKOM  UYMCTOTBI JUIsl  CHUHTE3a
INEPOBCKUTHBIX TOHKMX IUIEHOK CsSnl; mo3Bosisgser yBenUUMTh UX KOIP(PUIUEHT
MOTJIOIIEHHSI, YTO SBJIAETCS Ba)XHOW XapaKTEPUCTHKOW CBETOIOIVIOMIAIONIETO CJIOS
COJITHEYHOTo 3jieMeHTa. [loka3aHo, 4TO omnTHYecKas IIMPUHA 3ANpPELIEHHOW 30HBI JIA
MOJIyYEHHBIX JIEHOK IMEPOBCKUTA, CAHTE3UPOBAHHOI'O U3 BBICOKOUMCTOrO Snl,, cocraBisier
1.28 3B u uMmeer MeHbIIee KOJIMUECTBO NE(EKTHBIX COCTOSHHUI B 3ampelieHHOW 30HE,

KoTOpas nmonajaet B quarna3oH ot 1.0 1o 1.8 3B, 4T0 COOTBETCTBYET CIIEKTPAIbHOM 001aCTH
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COJIHEYHOW paJualny, Ha KOTOopyr npuxoautcs 50% MOUIHOCTH M3IIy4YEHUs, U, B CBOIKO

ouepesib, CBUJETEINBCTBYET O NEPCHEKTUBAX UCIONb30BaHuA CsSnls, CHHTE3UPOBAHHOIO U3

KOMIIOHEHTOB BBICOKOM YMCTOTHI, B IPOU3BOJCTBE MEPOBCKUTHBIX COJIHEUHBIX JIIEMEHTOB.
BbIiBOABI

1. BiepBble peann3oBaHbl CTaAUU TTYOOKONW OUYMCTKUA O€3BOIHBIX XJIOPHAOB OJIOBA IO
pa3pabOTaHHON METOJIMKE, UCKITI0YAIONIEH KOHTAKT BEIIECTB KaK BO BPEMsl CUHTE3a, TaK U
BO BpeMsl OYUCTKH C aTmoc(epoii Bozmyxa. Ilyrem komMOWMHAIMM METOJIOB aacopOIuu
aKTUBHUPOBAHHBIM yriieM BAY u pexktudukanum Ha HacaAOYHON KOJIOHHE, paboTaromiei B
aguabaTtuyeckoM pekume, mnoiydeHbl obOpasiel SnCl, u SnCly kBammdukamuu SN ¢
cozepkanueM mumutupyrommx npumeceii (Cd, Pb, Co, V u Ni) mopsiaka 110 macc. %, uto
COOTBETCTBYET TPEOOBAHUSIM I10 UX COACPHKAHUIO COTIACHO peryiaMeHTamMm Mexxa1yHapoIHOTO
COBETA M0 TAPMOHU3ALIUU TEXHUUECKUX TpeOOBaHUM K (hapMalleBTUUECKUM MpernapaTam JiJist
yenoBeka (ICH).

2. ITpoBeneHo KOMIIEKCHOE (PU3UKO-XUMUYECKOE UCCIIEIOBAHUE MOTYUYEHHBIX 00pa3lioB
xaopunoB osoBa wmerogamu UK-, KP-, un AKP-cnexrpockonum, YT0 m0O3BOJIHMIO
UACHTU(UIMPOBATh OSTU BEIIECTBA, a TaKXKe MOATBEPAUTh HUX MOJICKYJISIPHOE U
Kpuctasmmmyeckoe  crpoenue.  CopepkaHue  NOpUMECEld  ONPENENIEeHO  METOAaMU
ra30’KUIKOCTHOM Xpomartorpaduu M MacC-CIEKTPOMETPUU C HMHAYKTUBHO CBSI3aHHOM
IJ1a3MOM. Y CTaHOBJIEHO, YTO MX CyMMapHOe Cofep:kanue He npepbimaer 1:107° macc. %.
[Tomydennbie 0Opasubl MepeaHbl Ha XpaHEHHE B MOCTOSHHO JIEHUCTBYIONIYI0 BricTaBKy-
KOJUIEKITHIO BemiecTB 0coboii ynctorel UXBB PAH.

3. BniepBbie kOMOMHAIIMEH METOIOB CHHTE3a B TPEXCEKIIMOHHOM amMITyJie, aIcopOIuu Ha
KOJIOHHE C aKTUBHpOBaHHBIM yriem BAY u BricOkoTemmepaTypHOU pekTuUKaluuu Ha
KOJIOHHE HACaJO4YHOro THUMa MoJydeHbl oOpasubl Snly ¢ coxepkaHHMEM MeETaTMYECKUX
npumeceii Menee 1°10° macc. %, KOTOPHIH MOMET OKa3aThCS MEPCIEKTUBHBIM IS
NPUMEHEHUsT B COJHEYHOM DSHEPreTHKE [JIs YJIYyYIIEHHs ONTHYECKUX CBOMCTB
CBETOIOIIIOLIAIOIIETO €01 COJIHEUHOTO 3JIEMEHTA.

4. PazpaboTaHa METOIMKA MOJIYyUYEHUS BBICOKOUMCTOTO HOIUAA [Ie3Us. Y CTAHOBJIEHO, YTO
KOMOMHALMsg CHHTE3a M3 pPAacTBOPAa, BAKYYMHOW CYIIKM M BBICOKOTEMIIEPATYPHOU

AUCTUILIAOWN TIO3BOJIACT II0JY4YaTb Csl KBaJ'II/I(i)I/IKaIII/II/I SN, 4TO SABJIACTCA JIYyYIIUM
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pE3yJIbTaTOM [0 CPABHEHMIO C MMEIOLIMMMCSI KOMMEpPYECKUMU aHayioramu ¢upm «Alfa-
Aesarm u «Sigma-Aldrichy.

5. UccnenoBaHO BIUSIHUE CTENIEHU YUCTOThI HCXOJHBIX KOMIIOHEHTOB Ha ONTHYECKUE
CBOMcTBa TOHKMX IIEHOK CsSnl; Ha OCHOBE MOAMIIOB 0JIOBA U 1I€3USI BHICOKOW UHCTOTHI.
[Tokazano, yTo 00pa3sibl, CHHTE3UPOBAHHBIE C WCIOJIb30BaHHEM Snl, BBICOKON UYMCTOTHI,
o0janaoT HauOONbIIUM KO3(P(PHUIIMEHTOM MOIVIOIIEHUS, a LIMPHUHA 3alPEIEHHON 30HBI
u3mensiercs ot 1,36 3B no 1,28 3B, 4TO rOBOPUT O MEPCHEKTHUBHOCTH HCIOJIb30BAHUS
MOJIyYEHHBIX BBICOKOUHCTBIX BEIIECTB B COJTHEYHOU SHEPIETHKE.
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