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AKTyajJbHOCTHh PadoThl. [l ompeneneHuss HU3KUX COACPNKAHMM IUIATUHOBBIX
METAJIJIOB, 30JI0Ta, cepedpa W pEHHWsT B TEXHOTEHHBIX M TPUPOJHBIX OOBEKTax
YYBCTBUTEIFHOCTH COBPEMEHHBIX METOJIOB aHAJM3a 3a4acTylo ObIBaeT HejaoctaTouHo. s
MOBBIIICHNUS] YYBCTBUTEIBHOCTH HMHCTPYMEHTAJIBHBIX METOJOB aHalIW3a U YCTPAHECHUS
BIIUSIHUSI MATPUYHBIX KOMIIOHEHTOB HCIIOJIb3YIOT KOHIIECHTPUPOBAHUE AJIEMEHTOB MEpe]l UX
nocienyomuM — onpenesneHneM. Cpend  METOJOB  KOHLEHTPUPOBAHUS  BJIEMEHTOB
COpOLIMOHHBIN SIBIIsIETCA HanboJiee MPOCTHIM U JIETKO PEealu3yeMbIM METO/I0M, HE TpedyeT
MPUMEHEHHUST CJIOXKHOTO OOOPYIOBaHHS ¥ IO3BOJISIET OCYIIECTBUTH KOHIICHTPHUPOBAHUE
2JIEMEHTOB M3 OONbIIMX OOBEMOB pPACTBOPOB HA OTHOCHTEIBHO HEOOJBINONW HaBECKe
copOeHTa.

CeneKTUBHOCTh COPOEHTOB MO OTHOIICHUIO K BBIICISIEMBIM 3JIEMEHTAaM, B MEPBYIO
ouepellb, ONpeneNseTcs NPUPOAON (PYHKIHMOHATNBHBIX Tpymi. [ImaTHHOBBIE MeETaIbI,
30JI0TO, cepeOpo U peHud o00pa3yloT ¢ CcepocoepXalluMU JHraHAaMH [POYHbIE
KOMILJICKCHI, 00Jiee yCTOMYMBBIE B KUCIIBIX CPEAax, YeM KOMIUIEKCHI IPYTUX METAJUIOB, YTO
IIMPOKO UCTIONB3YETCS ISl OTJIEICHUS OJIarOPOHBIX METAIOB OT LBETHBIX. KuHeTnuecku
JaOuUIbHBIE B pEaKIUsAX 3aMEIIeHMs JIMTaHAOB IUIATUHOBBIE MeETaluibl (Mayutaguil U
IUIATHHA), a TaKKe 30JI0TO W cepeOpo, 00pa3yioT C CcepocoAep alluMH JIHTaHIaMu
KOMIUIEKCHI TpH 00Jiee MSTKHX YCIOBHUSX, 10 CPAaBHEHHMIO C KWHETHYECKH HHEPTHBIMU
IUIATUHOBBIMM ~ MeTa/ullaMu  (pOAMEM, HUpHIUMEM, pPYTEHHEM, OCMHEM), KOTOphIE
B3aUMOJICHCTBYIOT C CEpOCOAEPKAIIMMU JIMTAHJAMU TP MOBBIIIEHHBIX TEMIIEpaTypax U B
TE€UEHUE JJIUTEIILHOTO BPEMEHH.

B »T0it cBsi3u Ans cOpOLIMOHHOTO KOHIIEHTPUPOBAHUSL OJArOpOJHBIX METAIOB, UX
pa3zieseHuss W OTHCNICHHs] OT IIBETHBIX METAJUIOB HAWOONBIINN HHTEPEC IMPEICTABISIOT
KPEMHE3EMBI, XUMHUYECKA MOJIU(MUIIMPOBAHHBIE CEPOCOJEPKAIUMHU IpynnamMu. MaTpuia
JTAaHHBIX COPOCHTOB XapaKTEepU3YEeTCs] BEICOKOW MEXaHMUECKON MPOYHOCTHIO, OTHOCUTEIHHO
BBICOKOW THPOJUTUIECKON YCTONYMBOCTBIO, OTCYTCTBHEM HAOyXaHUs M COOCTBEHHOMH
okpacku. [loBepxHOCTHOE pacmoyiokeHne (PyHKIMOHAIBHBIX TPy 00eCIeYrBaeT BHICOKHE
CKOPOCTH YCTAHOBJICHHS COpPOIMOHHOIO paBHOBECHUS M JIETKOCTh  3JIIOMPOBAHUS
COpOMPOBAHHBIX FJIEMEHTOB.

Heanb padoThbI. Hccnenosanue 3aKOHOMEPHOCTEMN COpPOIIMOHHOTO
KOHIICHTPUPOBAHUS IUJIATMHOBBIX METAJJIOB, 30J10Ta, cepedpa M pEHUs CHIIMKAreseM,
XUMHYECKH MOJAU(PHUIMPOBAHHBIM CEPOCOJAEPKAIMMH TIpynnamMu (JUTHOKapOAMATHBIMH,

THOMA30JITHOJILHBIMH, MepKanTOPEeHUITPONMIMOYECBUHHBIMU u aMHHO-
OEH3THA30JIIPONUILHBIMI) M pa3padoTKa METOAMK MX COPOIIMOHHO-CIICKTPOCKOMUYECKOTO
OIIpEe/ICTICHUSI.

s nocTrKEeHNs OCTaBICHHOW LIEJIM PEIIANIACH CIIEAYIOIINE 3a4a4M:

- HU3yuYeHUE 3aKOHOMEPHOCTEH COpPOIMOHHOTO KOHIICHTPUPOBAHUS TIATUHOBBIX
metaiioB, Au(lll), Ag(I) u Re(VII) u3z Bogueix pactBopoB, Os(VIII) u3 rasosoii ¢assl,
KpeMHe3EMaMH, XUMUAYECKH MOU(HUITMPOBAHHBIMU cepocoaep KalMU
(GYHKIIMOHAIBHBIMU TPYTIIaMH B CTATUYECKOM U JMHAMUYECKOM PeXUMaX;

- ONpeJeNIeHue CHEKTPOCKOMMYECKUX XapaKTEPUCTUK MOBEPXHOCTHBIX KOMILIEKCOB
METAJJIOB ¢ (PYHKIIMOHAIBHBIME TPyIIIIaMU COPOCHTOB;

- ONpeleeHUe YCIOBHH JecopOIuHu COpOMPOBAHHBIX METAJIOB C TOBEPXHOCTH
XUMHUYECKH MOAU(PHUIIMPOBAHHOTO CUIIMKATeIIs;

- pa3paboTKa METOOUK COpPOIMOHHO-aTOMHO-3MHCCHOHHOTO C  HMHIYKTHBHO
CBSI3aHHOM MJIa3MOM, COPOLIMOHHO-IIOMUHECIIEHTHOT0, COPOIIMOHHO-(POTOMETPUYECKOTO U
TECT-OIpeIeJICHHsI INTATUHOBBIX METAJJIOB, 30J10Ta, cepedpa U peHHUs.

Hayuynasi HoBM3Ha. BrepBble CHCTEMaTHYeCKH HCCIEIOBAaHBl 3aKOHOMEPHOCTH
cop6uuonnoro Beiaenenus Pt(ILIV), PA(II), Rh(Ill), Ir(IV), Ru(IV), Os(IV,VIII), Au(IIl),
Ag(l), Re(VII) kpemHe3EMaMH, XUMHUUECKH MOAU(DUIMPOBAHHBIMU AUTHOKAPOAMATHBIMH,
THOJMA30JTHOJIEHBIMH, MepKanTo(eHMIMPONTUIMOYEBUHHBIMU u aMHHOOEH3-
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THUA30JINPONUIBHBIMA  (DYHKIIMOHAIBHBIMU TPYNIAMHU, B 3aBUCUMOCTH OT KHUCJIOTHOCTHU
Cpellbl, BpeMEHH KOHTaKTa (ha3, TeMIepaTyphl, CTENICHN OKUCICHHSI U KOHIIEHTPAIlMd MOHA
MeTalljia, HaTM4US JTaOUITN3UPYIOIIEro areHTa.

Onpenenens! ycnoBus koHeHTpupoBanus Os(VIII) u3 razoBoii ¢a3bl cuamkarenem,
XUMHYECKH MOJU(DUIIMPOBAHHBIM CEPOCOICPIKANUMHU TPYIIaMH, TOCIE €ro OTTOHKH W3
pPacTBOPOB CEPHOM U XIJIOPOBOJIOPOJHON KUCIIOT.

Metonamu OIIP Ha mnpumepe ocMus, PyT€HUS U PEHUS, U JIIOMHUHECLEHLUU Ha
npuMepe cepebpa, 30JI0Ta U IUIATHHBI, TTOKa3aHO, YTO B IOBEPXHOCTHBIX KOMIUIEKCAX C
CEpOCOAEPKALMMHU JIUTaHIaAMHU METAJLJIbI HAXOASATCS B HU3IINX CTENEHAX OKUCICHUS.

[IpenoxkeHo MCHOIb30BAaHUE OKPAIICHHBIX KOMIUIEKCOB OCMHUSA, PYTCHHUS C
(YHKIIMOHATBPHBIMUA TPYIIIAMU COPOCHTOB M PA3HOJIMTAHIHBIX KOMIUIEKCOB IajuIajIus,
30J10Ta U cepebpa C TPUBUTHIMU TPYyNIIaMH M THOKETOHOM Muxiiepa npu pazpaboTke
METOAMK UX (OTOMETPUIECKOTO onpeiesieHus B paze coOpOCHTOB.

[lokazaHo BiIMSHHME MOBEPXHOCTHOM KOHILIEHTpAllMM MPUBUTHIX TPy Ha
METPOJIOTUYECKHE XapaKTEPUCTUKH METOAUK COpOIMOHHO-()OTOMETPUUECKOTO
oTpesiesIeHUs] METAIIJIOB.

HoBu3zna mnpoBeAEHHBIX HCCIENOBAaHUNA TMOATBEP)KICHA JBYyMs nareHramu Pd:
nateHT Ne 2615613 «Cmoco6 doromerpudeckoro omnpeaeneaus penus(VIID)», mateHt
Ne 2592208 «Cnioco6 Beinenenus u onpeneneHus ocmusi(VII) B razoBoit daze».

IIpakTHyeckas 3HaYUMOCTb. Onpe/IeTICHbl YCIOBUS KOJIUYECTBEHHOTO U3BICUCHUS
Pt(ILIV), Pd(I), Rh(II), Ir(IV), Ru(IV), Os(IV), Au(ll), Re(VII) u3 pacrBopos
xjiopoBoiopoHOM kucnoThl, Ag(l) u3 pactBopoB azotHoi kuciotel, Os(VIII) u3 pacrBopon
H,SO,, HCI w Tra3oBoii  (a3el ¢ WCHOIB30BAHUEM CHIIMKAress, XHUMHUYECKU
MOIM(UIIUPOBAHHOTO JTUTHOKapOaMaTHBIMH, TUOANA30ITHOJIBHBIMH,
MepKanTo)eHUINPONMIMOYEBUHHBIMU, aMUHOOCH3THA30JIITPONUIBHBIMU TPYTIIaMH.

[Ipennoxken psx NpaKTHUECKUX PEKOMEHJAIM M0 HMCHOJIb30BAaHUIO COPOEHTOB C
CEPOCOJIEP)KATUMH TPyMNIaMH Jisi COPOLIMOHHOTO OTAENICHUS IJIAaTHHOBBIX METaJUIOB,
30J10Ta U cepebpa OT ILBETHBIX M psAla JAPYrHMX METAUIOB, a TaKXke IO OTACJICHUIO
KUHETUYECKH JaOWIbHBIX B pEakUMAX 3aMELIEHUS JIMTaHIOB  XJIOPOKOMILIEKCOB
IJIATUHOBBIX METAIOB OT KWHETUYECKH UHEPTHBIX.

Pa3zpaboTanbl METOIUMKHU COPOLMOHHO-TIOMUHECIIEHTHOTO OIpeAeNeHUs TUIATHHBI,
30J10Ta U cepedpa ¢ HCIOJIb30BAHUEM COPOEHTA ¢ MEPKaNTO(PEHWITPONUIMOYEBUHHBIMU
rpynnamu, coporronHo-goromerpudeckoro onpezaenenus Os(VIII) B pactBopax cepHoil u
XJIOPOBOJIOPOJHON KHUCJIOT MU Ta30BOM (ase, peHHSs M PYTEHUS B BHUJIE KOMILJIEKCOB C
IPUBUTBIMU CEPOCOJIEPKALIMMH TPYIIaMu, cepedpa, Mauiagus U IUIATUHBI B BUAE HX
Pa3HOJUTAH/IHBIX KOMIUIEKCOB C MIPUBUTHIMU CEPOCOACPKAIIUMU IPyNIaMu U THOKETOHOM
Muxnepa, CcOpOIIMOHHO-aTOMHO-AIMHUCCUOHHOTO C HWHAYKTHBHO CBSI3aHHOM IUIa3MOMU
omnpezeneHus cepedpa, 30J10Ta, Nayulagus 1 MIaTHHBL.

Pa3zpaborannbie COpOIMOHHO-CIIEKTPOCKOITMYECKUE METOJIUKH ONPOOOBAHBI TPHU
OnpejiefieHUH TUIATUHOBBIX METAJUIOB, cepedpa, 30J0Ta W PEHUs B TOCYAapCTBEHHBIX
CTaHJapTHBIX oOpa3lax cocraBa WTeiHa pyaHo-Tepmudeckor miuaBku HIT-1 (I'CO 2432-
83), coctaBa pyzabl cynbpuaHoit menHo-HukeneBoit BT-1 (I'CO 929-86), coctaBa pyns
3omoto-kBapueBoit P3K-4 (I'CO 4178-87), cranmmaptHoro oOpasua mnpeanpustus OAO
«KpacHosipckuii 3aBox 1BeTHbIX MeTtaymioB mMeHn B.H. I'ynmpoBa» cocraBa muiaka
orBasibHOTO COII 44-15, crangaptHeix 00pa3noB npennpusitas 3A0 «3010T0100bIBatOIIAS
komnanus «llomoc» coctaBa pynbr 3onorocopepxkamiern COII 3CP-1-99 u cocrtaBa
KoHIeHTpaTa 3o010Tocoaepxaiiero COIl 3CK-1-99, oOpa3uax reosiorndyeckux MaTepuanios,
TEXHOTCHHBIX  BOJaX  aPUHAKHOTO  TPOU3BOACTBA,  JJCKTPOHHBIX  JIOMaX W
AITIOMOIIJIATHHOPEHHUEBBIX KaTalIN3aTOPaXx.



OcHOBHbBIE 110JI0KeHNS], BBIHOCHMbIE HA 3aIIUTY:

- pe3yJIbTaThl UCCIIEIOBAHUS 3aKOHOMEPHOCTEH COPOIIMOHHOTO KOHIIEHTPHUPOBAHHUS
Pt(ILIV), Pd(Il), Rh(I), Ir(IV), Ru(V), Os(IV,VII), Au(ll), Ag), Re(VII)
KpeMHe3EMaMu, XUMUYECKU MOAU(UIIUPOBAHHBIMU TUTHOKAapOaMaTHBIMH,
TUOANA30ITHOJIBHBIMU, MepKanTo(heHUIPONTHIMOYCBUHHBIMH,
aMUHOOEH3THA3OJIIPONIIIEHBIME TPYTITIAMHU;

- pe3ysbTaThl HCCIEIOBAaHUS COCTABOB M CHEKTPOCKOMMYECKHX XapaKTEPUCTUK
KOMIUIEKCOB TUIATMHOBBIX METAJUIOB, 30JI0Ta, cepedpa M pEHHs, CTCTICHH OKHCIICHUS
JJIEeMEHTa B KOMIUIEKCaX, OOpa3yHIIUXCS Ha TMOBEPXHOCTH KPEMHE3EMOB, XMMHUYECKU
MOAU(DUITIPOBAHHBIX CEPOCOEPIKAIIMMU TPYIIIIAMH,

- METOJIUKH COPOIIMOHHO-aTOMHO-MHUCCHOHHOTO C MHIyKTUBHO CBSI3aHHOMW IJIa3MOH,
COpPOIMOHHO-(DOTOMETPUYECKOTO M TECT-OMpENeJCHHs] TUIATUHOBBIX METaUIOB, 30J10Ta,
cepebpa u peHus.

JloCTOBEpPHOCTh  MOJIyYEHHBIX Pe3yJbTaTOB OOcCIeueHa HCIOJIb30BAaHHEM
COBPEMEHHBIX  (PU3UKO-XUMHUYECKUX METOJOB: TepMuueckuMm aHamm3om u  UK-
CIEKTPOCKOMUEH ISl UCCIIEeIOBAaHUS XapAKTEPUCTUK CUHTE3UPOBAHHBIX copOeHToB, DIIP u
JIOMUHECIICHIIUU [JIsl ONpENIETICHUSI CTETEHH OKHUCJIEHUS METAJJIOB B TMOBEPXHOCTHBIX
KOMIUIEKCAX, aTOMHO-DMHUCCHUOHHOM CIIEKTPOCKOIIMM C MHIYKTUBHO CBSI3aHHOW ILJIa3MOM,
CHEKTPOCKONMUU AU(PGY3HOr0 OTpPaKeHHUs M JIIOMUHECUEHIMH TIPU HCCIEAOBaHUU
CIIEKTPOCKOMUYECKUX XapaKTEPUCTUK IMOBEPXHOCTHBIX KOMILUIEKCOB U  OIpPEACICHUS
KOHIICHTPAIlMd METAJUIOB B BOJHBIX pacTBOpaXx W Ha IMOBEPXHOCTU COPOCHTOB.
[IpaBMIIBHOCTH MOJIYYEHHBIX PE3YyJbTAaTOB MOATBEP)KJIECHA AaHAIU30M TOCYJapCTBEHHBIX
CTaHIapPTHBIX 00PA3IOB COCTaBa M CTAHJAPTHBIX 00Pa3IOB MPEIMPHUITHIA, a TAKKE METOIOM
«BBEJICHO-HAUICHOY.

Anpodaumusi padoThbl.

OcHOBHBIE pe3yJIbTaThl JUCCEPTALMOHHON paboThl mpexactasieHbl Ha X Hayunoit
koH(pepennmn «AHamutuka Cubupm um JlampHero Boctoka» (Kpachosipck, 2012), XX
MexnaynapoaHoii UYepHsieBCKoi KOH(PEpPEHIIMU 10 XHUMHH, AHAIUTHKE U TEXHOJOTHUU
w1atuHOBBIX MeTaiioB (KpacHosipek, 2013); XV MexnyHapoaHOH HayYHO-ITPaKTHYECKON
KOH(EPEeHIIMU CTYICHTOB U MOJOJIBIX YUEHBIX «XUMHS U XUMHUEcKast TexXHoiorus B XXI
Beke» (Tomck, 2014); IV HayuyHo-nmpakTHueckoi KoH(epeHIUH «AKTyallbHbIE€ BOMIPOCHI
XUMUYECKON TEXHOJOTUH M 3alluThl OKpyKawiied cpeas» (Yebokcaper, 2014), VII
MeXIyHapoHOTO CUMIMO3uyMa «XHMHS W XHUMHUYECKoe oOpasoBanue» (BiamuBocTok,
2017).

Iyoaukauuu. OCHOBHOE cojepKaHHE AMCCEpPTAllMM OIyOJIMKOBAHO B 2 CTAaThsX B
peUEeH3UpYyEMBIX HayYHBIX U3/IaHUAX, B TOM unciie | B )xypHaie, pekoMeHioBanHoM BAK, u
7 Te3ucax JIOKJIaI0B Ha MEKIYHAPOIHBIX M BCEPOCCUMCKIX KOH(pEPEHIIHSIX.

Crpykrypa H 00b¢éM padoTHI.

Juccepramsi  COCTOMT W3  BBEIEHUS, 0030pa  JIMTEpATyphl, YETBIpEX  TJIaB
9KCIIEPUMEHTAIILHON YacTH, BHIBOJIOB, CIMCKA JUTEpaTyphl U3 176 HauMeHoBanuii. Pabota
u3NokeHa Ha 213 cTpaHWIlax MAIIMHOMKUCHOTO TEKCTa, COAEPKUT 88 pPUCYHKOB U 38
TaOJINLL.

00630p autepatypnl. B nuTepaTrypHOM 0030pe paccCMOTpPEHBI Pa3IUYHBIC BHJIBI
COpOGHTOB Ha OpPraHUMYEeCKOM W  HEOPraHWYeCKOW OCHOBE [JIi  BBIJCJICHHUS,
KOHIICHTPUPOBAHUSA W COPOIMOHHO-CIIEKTPOCKOITMYECKOTO ONPEISIICHUS TUIATHHOBBIX
METaJIJIOB, 30J10Ta, cepedpa U peHusl.

JKcnepuMeHTaIbHAasA  4YacTb. Mcxomguble pactBopel  Os(VIII)  roroBumm
pactBopennem B 1 M H,SO, u 2 M HCIl xommepueckoro mpenapara OsO,. PacTBopsl
Ru(IIl), Pd(II), Pt(IV), Re(VII) roroBunu pactBopenuem B 2 M HCI TouHbIX HaBecok
xommepueckux mpenapatoB (K;[Ru(H,O)Cls], PdCl,, H,[PtCls], NH4ReO4). Ru(lV)



NOJTyyadl HEMOCPEACTBEHHO Iepes IMpoBeaeHueM skcrepumeHTa oxucienueM Ru(II)
nepeKkuchio Bogopoaa B 6 M HCI.

s mpuroroBinenus wucxogHsix pactBopoB Pt(II), Ir(IV), Os(IV) um Rh(II)
pacTBOPSUTM TOYHBIE HABECKH TpEMapaTHBHO CHHTE3MpOBaHHBIX coeamHeHuil K,[PtCly],
HQ[II'C16], KQ[OSC16] u H3 [RhCId

Ucxonupiii pactBop Au(Ill) ¢ koHmeHTpammei 5 MIr/Mi TOTOBWIM PacTBOPCHHEM
TOYHOM HABECKU METaJUIMYecKoro 3osorta Mapku 3nA-1 (99,99 %). [nga npuroroBieHus
ucxonnoro pactsopa Ag(l) c xonuentparmeit 0,5 mr/ma B 6 M HCI pactBopsiiin Tounyto
HaBeCKy MeTajutnueckoro cepedpa mapku Cp 999. Mcxoauslit a3oTHOKHCIBIN pacTBop Ag(I)
TOTOBWJIM PACTBOPEHHEM TOYHOM HaBeckH HUTparta cepedbpa B 1 M HNO;.

PactBopbl THOMOuYeBHMHBI (2, 5 m 10 %-HbIE) TOTOBWIM DPACTBOPEHHEM HABECOK
npenapara B auctrimupoBadHoi Bojae uiu 1 M HCI. PactBop xmopuaa omosa(Il) (0,2 M)
rOTOBHMIIM pacTBOpeHHeM HaBecknm npemapata SnCl,2H,O B 1 M HCIL. Pacteopsr 1:107-
510" M THokeTOHa MHUXJIepa TOTOBUIH PACTBOPEHHEM HABECKH mpemnapata B 50 %-HOM
BOJIHOM PacTBOpE 3TaHOJA.

B kadecTtBe OCHOBBI Ui CHHTE3a COPOEHTOB HCHOJIb30BAIM CHUJIMKArelb JUIs
xpomarorpaduun Silicagel 60 ¢upmsr Merck (¢pakmus — 0,1-0,16 mm, ynenpHas
noBepxHOCTh — 270 M°/r, cpenHmii muamerp mop ~12 HM). B kauectBe Moxmpukaropa
MOBEPXHOCTH  KpeMHEe3EMa  HCHOJb30BAIM  Y-aMUHONPONWJITPUITOKCUCWIIAH, Y-
(TPUATOKCHCHIIAH )IPONMIN30LMAHAT, 2-aMHHOTHO(DEHO, 4-aMIHOTHO(EHO, CEPOYTIIEPO
dbupmer Aldrich, 2-amuno-1,3,4-tuoauazon-2-tuon pupmel Fluka.

XapaKkTepuCcTUKU KPEMHE3EMOB, XHUMUYECKH MOTUGHUITMPOBAHHBIX
JTUTHOKapOaMaTHBIMHU (ATKC), THOJIMA30JITUOJIbHBIMU (TATO),
MepkantopeHuwmponmwiModeBUHHBIME ~ (M®C) u  aMuHOOCH3THA30IMPONUILHBIMU
(ABTC) rpynnamu, npuBesieHbl B Tadnuue 1.

DJEKTPOHHBIE  CIEKTPHl  TOTJIOUICHWS  PAacTBOPOB  PETUCTPUPOBAIMA  HA
cnektpodoTomerpe «Cary 100 Scan» (Varian, ABctpanust). st onpeneneHus conepskanus
METaJIJIOB B BOJHOH (haze HUCIOJIb30BaIM aTOMHO-3MUCCUOHHBINA C MHAYKTUBHO CBA3aHHON
azmoit cnekrpomeTp iICAP 6500 Duo (Thermo Scientific, CIIIA). Cnektpsl quddy3Horo
OTpa’ke€HHsI PETUCTPUPOBAIN Ha crekTpodorokoiaopumerpe «Ilymscap» (XumaBromaruka,

(1-R?)
Poccust), cnektpel npuBeaeHbl B KOOpAMHATax [ (R):T (pynkuusa I'ypeBuua-

Ky6enkn-Mynka) — myinHa BoiHbI (HM), T1ie R — koaddunmenT aud¢y3Horo orpaxeHus.
CrekTpbl 371€KTpOHHOro mnapamarHutHoro pesoHanca (OIIP) perucrpupoBanu nHa OIIP
cnektpomerpe Alexsys 580 (Bruker, I'epmanus).

TepMuueckuii aHanu3 MNPOBOJAMIM HA CHHXPOHHOM TEPMHUYECKOM aHaIM3aTOpe
STA449 C (Netzsch, I'epmanmst), coBmeménaom ¢ MK-®@ypre cnexrpomerpom Nicolet 380
¢ TGA/FT-IR wunrepdeiicom mis aHamu3za ra3oBod ¢asel. HMK-crekTpsl copOeHTOB
peructpupoBanu Ha UK-®Dypse cnekrpomerpe Nicolet 6700 (Thermoscientific, CIIA) c
npuctaBkoir Smart Orbit. DIeKTpOHHO-MHKPOCKOIINYECKHE HCCIEIOBAHHUS MPOBOJIMINA C
MOMOILIbI0 HU3KOBAaKYyYMHOI'O CKaHUPYIOIIETO 3JIEKTPOHHOro Mukpockona TM-3000
(Hitachi, SInonus).

VHTEeHCHBHOCTD JTIIOMMHECIICHIINM PErHCTPUPOBAIM HA YCTaHOBKE, COOpaHHON Ha
6a3e MoHoxpomaTopa M/IP-4, mo3BossroIieit mpoBoauTs u3mepenus npu 77 K. B kauecte
UCTOYHUKA BO30YXKICHHS MCIONb30BAIM pPTyTHO-KBapueByto jammy CBJI-120A co
ceetopunbTpom YOC-2.

IIpu wucciaenoBanmu cop6rmu  Os(VIII) w3 razoBoii  ¢a3bl  HCIONB30BATIU
JUCTWUISILIMOHHBIM amnmapaT, B KOTOPOM MEXAy IUCTHIUISIMOHHON KOJOOM M mepBbIM
NpUEMHHUKOM C paCTBOPOM THOMOYEBHHBI YCTAHOBIIEH KBAPLIEBbIH MAaTPOH ¢ COPOSHTOM.



Tabmuma 1. XapakTepucTUKU COpPOSHTOB

Konnenrpa-
YHKIHOHANEHAA TPy CrpykTypa QyHKIIMOHAIBHBIX TPy I I/IL]I?,I;I/I;”IFHX
(ob603HaueHue copbeHTa) PYyKTypa OYHKIL py P
rpy1mi,
MMOJIB/T
OC.H: s
JutnokapbamarHas P — ¢ 0,16*
(ATKC) Lo SH
N-(1,3,4 -Tuonuazon-2- 0C,H. 0 /N_hi
THon)-N’- %Si—o—sli—(Csz—NH—(lili—NHAL )—SH 0.13
NPONUIMOYEBHHAS o s ’
(TATC)

OC.H,
I

)
I
MCpKaHTO(l)CHI/IHHPO- Si-0—5i—(CH,),—NH—C—NH SH 0.10
] b
nMoueBuHHas (MDC) OC.H,

nuibHast (ABTC)

?C2H5 /
AMUHOOECH3THA30IIIPO- 259— O —Si—(CHy);—NH—C
OC,H,

/N
N 0,09
S

* I[J'ISI HUCCIICOOBAHUA BJIIMAHUA KOHLOCHTPAUOWH IMPHUBUTHIX TPYIIT HaA O6pa3OBaHI/Ie

OKpaIlICHHBIX KOMIIJICKCOB HCIIOJIB30BaJIN

copoenr JITKC ¢ mnoBepxHOCTHOMU

KoHIeHTpanuei npuBuThIX rpynn 0,08 u 0,20 MMOJIB/T.

33KOHOMepHOCTI/I COpﬁHHOHHOFO KOHIHCHTPUPOBAHHUA IJIATHHOBBIX ME€TAJ1JIOB,

Au(IIT), Ag(I) u Re(VII) copoentamu ATKC, TATC, M®C u ABTC

Kunernueckn naOuibHbIE B pEAKIUSIX 3aMELICHHUSA JIMTAHJOB XJIOPOKOMILIECKCHI
Au(IIT), PA(II), Pt(Il), Pt(IV) u Os(VIII) B Buae OsO; KONMMYESCTBEHHO H3BJICKAIOTCS
copoerramu JTKC, TATC, M®C u ABTC u3 1-3 M HCI npu temneparype 25 °C ¢
BpEMEHAMH YCTAHOBJICHHSI COpPOLIMOHHOTO paBHOBECHs, He MpeBblmatommMu 10 MuH

(pucysnku 1, 2).
R, %

1,245

T —
80 -

60
40 A
20

0

0 1 2 ow
Pucynok 1. 3aBHCHMMOCTH CTENEeHH
uzsneuenust Au(Ill) (7), Pd(1D) (2), Ag(D) (3),
Pt(Il) (4), Pt(IV) (5,6) copbentom THTC ot
koHneHTparuu HCI;
t =30mun; T, °C: 25 (1-4,6), 95 (5);

Cye=2,5 Mxr/mit; V=10 mur; 0,1 T copOenTa

0,
o L2.3.4

80 -
60 [k
40 |

20 A

0

0 20 40 .60
Pucynok 2. 3aBucumocTH  CTENEHH
uzsnevenus Au(lll) (1), PA(Il) (2), Ag) (3),
Pt(Il) (4), Pt(IV) (5,6) copbentom TUTC ot
BpeMeHH KoHTakTa (a3 mpu copbrmm u3 1 M
pactBopoB HCI; T, °C: 25 (1-4,6), 95 (5);
Cye=2,5 Mxr/mit; V=10 mur; 0,1 T copOenTa
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Ag(l) e uzBnekaerca u3z 1-4 M HCI copbentom ATKC, a crenens ero usBneueHus
u3 pactBopoB copoeHtramun M®PC u ABTC ne mpesbimaer 82 u 9 % COOTBETCTBEHHO.
KomnuectBennoe uzpneuenue Ag(l) mocturaercsi copdentom TJITC u3 pactsopoB HCI u
copoerramu ITKC, TATC, M®C u ABTC u3 pacrsopos HNO:s.

Kunernueckn wWHEpTHBIE B PEAKUUAX 3aMEMICHHS JIMTAHJOB XJIOPOKOMIUIECKCHI
Rh(II1), Ir(IV), Ru(1V), Os(IV) u Re(VII) B Buge ReO, copoentamu ATKC, TATC, M®C u
ABTC ne wm3Baekarorcs npu 25 °C. Ilossimenue temmeparypsl 10 95°C u BBeneHHE
nabummsupytomero arenra SnCl, B MonsHOM cootnomeHnn Me:Sn(I) 1:1000 mpuBoaut

3HAYUTEILHOMY YBEJIMYCHHUIO CTETICHU WX U3BJICUEHUS (PUCYHKH 3, 4).
0,

R, % R, %
1004 & 1004 2 o

80 /\\ 80 A
60 1 3 . 60 -
40 - \ 40 -

20 1 20 A
0 T T T ! 0 « T T T 1
0 ! 2 M’ 0 20 40 60, .50
Pucynok 3. 3aBUCHMOCTH  CTEIEHHU Pucynox 4. 3aBUCHUMOCTH CTEleHU
uzBneuenuss Ru(I1V) (1,2), Os(IV) (3,4) mBneuenust Ru(IV) (1,2), Os(IV) (3,4)
copoentom T/ITC ot konnenrpanuun HCI; copoeatom THATC or BpeMeHH KOHTaKTa

=30 mun; 7=95 °C; C SnCl, =0,025 M (a3 npu copbuuu u3 pacrsopos 2 M HCIl;

(2,4); Cye=2,5 mxr/mm; V=10 mm; 0,1 T =9 °C Csnc, =0,025M  (2,4);
copOeHTa Cye=2,5 mxr/mi; V=10 mur; 0,1 T copbenTa

B Ttabmune 2 mnpuBeneHbl JaHHbIE IO BIUSHHUIO TEMIIEPATypbl M HAJIU4YUA
JaOUTU3UPYIOIIETO areHTa Ha CTENeHb M3BJICUEHUS IUIATMHOBBIX METaJIOB, 30JI0Ta,
cepebpa u penus. Kak BugHo u3 tabnui, ucnonas3oBanue copoentos JJTKC, TATC, M®C
MO3BOJISIET OCYILECTBUTH OTJEJIEHUE KMHETUYECKU JIAOMIBHBIX XJlopokomiuiekcoB Au(Ill),
Pt(Il), Pd(Il), Pt(IV) mpu xomHaTtHO#i TemmepaType oT KuHeTndecku MHepTHBIX Rh(III),
Ru(IV), Ir(IV) u Os(IV).

Tabnuuna 2. V3BnedeHuWe IUIATMHOBBIX METAJUIOB, 30JI0Ta, cepebpa U pPEHUs
KpeMHe3éMaMu, XUMUYECKU MOJIM(UIIMPOBAHHBIMH CEPOCOACPKAIMMU IPYNIIAMU

copoent ITKC
25°C | 95 °C | 95 °C + SnCl,
KoyinuecTBEHHO W3BIICKAIOTCS:
Ag(I) u3 HNO;, Au(Ill), Ag(I) u3 HNO;, Au(IlI) Ag(l) u3 HNOs, Au(Ill),

Pd(ID), Pt(IL, IV), Os(VIII) | Pd(ID), PY(IL, IV), Os(VIIT) | Pd(II), P(IL IV), Rh(III),
Ru(IV), Os(IV), Os(VIIL),
Re(VID)

HexoandecTBEHHO M3BICKAIOTCS

Rh(I1D), Ir(IV), Ru(lV), (V)
Os(IV), Re(VII)

He uzBnexarorcs:

Rh(IID), Ir(IV), Ru(lV),
Os(IV), Ag() wu3 HCI,
Re(VII)
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copoent TATC

25 °C

| 95 °C |

SnCl,+95 °C

KonnuecTBeHHO M3BICKAIOTCS

Ag(l) m3 HCl u HNO;,
Au(IIl), Pd(II), Pt(1I),
Os(VII)

Ag(l) u3 HClu HNOs,
Au(IIl), Pd(II), Pt(II),
Pt(IV), Os(VIII)

Ag(l) u3 HClu HNO;,
Au(Ill), Pd(II), P(II),
Py(IV), Rh(IIT), Ru(IV),

HekonandecTBEeHHO U3BJICKAIOTCS

Os(IV), Os(VIII), Re(VII)

Pt(IV) Rh(III), Ir(IV), Ru(1V), Ir(IV)
Os(1V)
He u3Bnekarorcs:
Rh(IIl), Ir(IV), Ru(IV), | Re(VII)
Os(1V), Re(VII)
copoent MPC

25 °C

| 95 °C \

SnCl1,+95 °C

KonnuecTBeHHO M3BIIEKAIOTCS:

Ag(1) uz HNOs, Au(Ill),
Pd(11), Os(VIII)

Ag(T) u3 HNOs, Au(IIl),
PdA(I), Pt(1D), Pt(IV),
Os(VIII)

Ag(I) uz HNOs, Au(Ill),
Pd(ID), Pt(II), Pt(1V),
Rh(III), Ru(IV), Os(VII),

HexonmdecTBEHHO N3BJIICKAIOTCS

Re(VII)

Ag(D) u3 HCI, Pt(Il), Pt(IV) | Rh(III), Ir(IV), Ru(IV), Ir(IV)
Os(1V) Os(1V)
He u3Bnekarorcs:
Rh(IID), Ir(IV), Ru(lV), | Re(VID)
Os(IV), Re(VIID)
copdent ABTC
25°C | 95 °C \ SnCl,+95 °C
KonnyecTBEHHO M3BIICKAIOTCS:
Ag(l) uz HNO; Ag(I) uz HNO;, Au(III), Ag(l) uz HNO;, Au(Il),

Pd(II), P(I1), Pt(IV)

Pd(Il), PuI), PtIV),

HexonndecTBEHHO N3BJICKAIOTCS

Rh(I1I), Re(VII)

Ag(l) u3z HCI, Au(Ill),

Rh(I10), Ir(IV), Ru(1V),

Ru(IV), Ir(IV), Os(IV)

Pd(II), Pt(IT), Pt(IV), Os(1V)
Os(VIII)

He u3Bnekarorcs:
Rh(IIl), Ir(IV), Ru(IV),|Re(VII)

Os(IV), Re(VII)

W3 ropu30oHTaIBHBIX YYaCTKOB U30TEPM COPOITMH OIpeieiicHa COpOIMOHHAs EMKOCTh
copbentoB ITKC, TATC, MO®C u ABTC no oTHOIIEHHIO K HOHAM OJIarOPOAHBIX METAJIOB
u Re(VII) (Tabmmuma 3). Kak BUIHO U3 COOTHOIIICHUS KOJTUYECTBA COPOUPOBAHHOTO METalljIa
K KOJNIMYECTBY NPHUBUTHIX TPYyII, HA TOBEPXHOCTH COPOEHTOB  00pasyroTcs
KOOPJMHAIIMOHHO- HEHACHIIICHHBIE (T10 IPUBUTOMY JIMTAHAY) KOMIUIEKCHBIC COSMHCHHUS.

MakcumanbHasi CTETICHb U3BJICUCHUS MOHOB I[BETHBIX MeTauioB copoenTamu J[TKC,
TATC, M®C, ABTC nabmonaercs B auanasone pH 3-8. B 1-4 M HCI copOuus noHos
[[BETHBIX METAJUIOB OTCYTCTBYET, YTO IMO3BOJISIET OCYIIECTBUTH COPOIMOHHOE OTIICIICHUE
IJIATHHOBBIX METAJIIOB, 30JI0Ta, cepedpa u3 1-4 M HCI ot mpeobrnagaromux KOJIUYIECTB
COMYTCTBYIOIINX METAJUIOB.
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Tabnuma 3. Copbumonnas émkocts (I', mmons/r) ATKC, TATC, M®C u ABTC no
OTHONIICHWIO K HWOHaM OmaropomHbix MetaymioB W Re(VII) m MonpHOE COOTHOIICHHE
KOJIMYECTBA METAJIIa K KOJIMYECTBY (DYHKIIMOHAIBHBIX TPYIII COPOSHTOB

JATKC TATC M®C ABTC
Merann L Me:L T, Me:L T, Me:L T, Me:L
MMOJIB/T MMOJIB/T MMOJIB/T MMOJIB/T
Au(III) 0,04 1:4 0,03 1:4 0,024 1:4 0,022 1:4,5
Pd(II) 0,16 1:1 0,13 1:1 0,11 1:1 0,10 1:1
Ag(D) 0,16 1:1 0,10 1:1,3 0,10 1:1 0,10 1:1
Pt(11) 0,16 1:1 0,13 1:1 0,10 1:1 0,11 1:1
Pt(IV) 0,08 1:2 0,06 1:2,2 0,06 1:1,7 0,05 1:2
Rh(IIT) 0,11 1:1,4 0,08 1:1,6 0,07 1:1,4 0,07 1:1,4
Ir(IV) 0,05 1:3,2 0,07 1:2 0,04 1:2,5 0,03 1:3,5
Ru(IV) 0,06 1:2,6 0,05 1:2,6 0,05 1:2 0,05 1:2
Os(1V) 0,06 1:2,6 0,05 1:2,6 0,05 1:2 0,05 1:2
Os(VIII) 0,06 1:2,7 0,07 1:2 0,05 1:2 0,01 1:10
Re(VII) 0,04 1:4 0,032 1:4 0,025 1:4 0,02 1:4,8

CrnekTpocKoOnnYecKue XapaKTePUCTHKH KOMILJIEKCOB 0JIarOPOIHbIX METAJLJIOB U
penusi Ha moBepxHocTH copdeHToB ATKC, TATC, M®C u ABTC

B mnpomecce copbumm Os(VII) Ha NOBEPXHOCTH COpPOCHTOB 00pasyroTcs
OKpallleHHbIE B pa3jMyYHbIC I[[BETAa KOMIUICKCHBIE COeAMHEHUs. LIBeT u crekTpbl
mud¢y3noro orpaxenus (CLO) moBepXHOCTHBIX KOMILIEKCOB ocMus Ha copOenTax JJTKC,
TATC, M®C u ABTC B mpouecce copbumu Os(VII)uz HCl ornmuarorcs oT
MOBEPXHOCTHBIX KOMIUIEKCOB OCMHUs, TMOJY4YeHHBIX copbmueil u3 pactBopoB H,SO4

(pucyHOK 5).
F(R) F(R)
2.0 4 2.0 1
1.6 1.6 -
1.2 A 1.2 1
0.8 - 0.8
0.4 - 0.4 A
0.0 ———— 0.0 1L TTm———————————
380 430 480 530 580 630 680 A, HM 380 430 480 530 580 630 680 A, HM
a o

Pucynok 5. CIIO xommiekcoB ocmusi Ha moBepxHoctu copbentoB HATKC (/,5),
TATC (2,6), MOC (3,7), ABTC (4,8) nocne coporuu Os(VIII) uz 1 M H,SO4 (@) u 2 M HCI
(0). Cos, MxT: 0 (I-4), 5 (5-8); V=10 mi; 0,1 r copOenTa; Bpemst koHTakTa (a3, MuH: 25 (5—
7), 60 MuH (&)

s xomIuiekcoB ocMmust ¢ cepocoaepxkaiiumu rpynnamu copoentoB ATKC, TATC,
M®C, ABTC mnocne copomuu Os(VII) u3z pacrBopos HCI u H,SO, B cmekrpax OIIP
HAOJIOJJAIOTCS CUTHAJbl C aKCHaJIbHOM M poMOuueckod anuzorponuend. [lomyueHHbie
napameTpbl g1=2,36 — 2,6 COOTBETCTBYIOT KOMIUIEKCAM OCMUS B CTETIEHH OKHciieHus +3. B
criektpax DIIP copOEeHTOB HApSLYy C CHIHANAMH, COOTBETCTBYIOIMMH Kommekcam Os ',
HAGITIONAIOTCS. CHTHAIBI, COOTBETCTBYIoImMe KommuiekcaM Os ™. OJHAKO, C TeYeHHEM
BPEMEHHM CHMTHAIIBI, COOTBETCTBYIomMe KommuiekcaM Os' wcuesaror. JlamHbIA dddext
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CBfA3aH C TeM, 4To B npouecce B3aumojeiictuss Os(VII) ¢ cepocoaepkammmu rpynmnaMmu
COpOEHTOB MPOMCXOIUT OO0pa3OBaHHE KOMILICKCHBIX COCAMHEHHH, B KOTOPBIX OCMHUH
HAXOJUTCSA B OJHOM M3 BBICHINX CTCICHEH OKHCJICHHUS, a JalbHeillllee BOCCTAaHOBJICHHE
OCMMSI 10 HM3IIUX CTETECHEH OKUCIIEHUS OCYLIECTBIIIETCS YK€ B COCTaBE MOBEPXHOCTHOI'O
COCIMHEHUS.

[Tocne copoumm Os(VIIl) u3 pactBopoB HCI ¢ TedueHmem BpemMeHH HaOMOAacTCs
U3MEHEHUE OKpPAaCKH IOBEPXHOCTHBIX KOMILJIEKCOB, COOTBETCTBYIOIEE H3MEHEHUSIM B
cnektpax DIIP copbenros. Tak, cune-3enénas okpacka copbenra MPC mocne copbuuu
Os(VIII) u3 pactBopoB HCl mocTeneHHO mepexoauT B KOpUYHEBO-OpaHxkeByio, B CJ1O
rcuezaetT MakcumyM npu 600 HM 1 nosBsieTcs mwiedo npu 510 HM.

B mporuecce B3zaumopeiicteust Ru(IV) ¢ ¢yHKIMOHANIBHEIME TpymIiaMu cCOpOEHTOB
ATKC, TATC, M®C u ABTC mnpoucxomutr ero BoccranoBieHue g0 Ru(Ill), o uém
CBUJIETEIILCTBYIOT CUTHaJBI B criekTpax JIIP ¢ mapamerpamu g1=2,14 — 2,60 u g||=1,99—
2,05, xapaktepubiMu aia  komrmuiekcoB Ru(Ill) ¢ akcuanpHoM anuszorponmeil. Ha
noBepxHoctu copbentroB JITKC u TATC B cnekrpax DIIP Takke HAOIIOIAIOTCS CUTHATBI
komiuiekcoB ¢ Ru(Ill) ¢ pomGuueckoit annzorponueii. B cnekrpax DI1P copbentoB MOC u
ABTC nocne copobunn Ru(IV) Habnronaercs psll CUTHAJIOB, XapaKTEPHBIX JUIS KJIACTEPHBIX
obpazopanuii Ru(Ill). [ToBepxaocts copoenToB ITKC, ABTC B niponiecce coporuu Ru(1V)
okpaimuBaeTcs B (hrosietoBslii 1BeT, a copoeHToB TATC u M®C B xénto-3enéuniii. B CJ10
komriekcoB Ru(IIl) na mosepxunoctu copbentoB JITKC n ABTC nabmogaercs MakCUMyM
mipu 540 HM. g F(R)

B mpoumecce copbmuum Ru(IV) B
npucytctBud  SnCl, TOBEPXHOCTH  COPOEHTOB ¢
OKpAIlIMBAETCSI B OpPAaHKEBO-KOPUYHEBBIM I[BET.
Cca0 COpOEHTOB MPEICTaBISAIOT  COOOM 4 -
HUCHA/IAI0IIME KPUBBIE CO CIAa0OBBIPAKEHHBIMU 2
Makcumymamu npu 540 m 510 uM. B cnekrpax 2 -
OIIP o00pa3uoB CcOpOEHTOB, TMOJYYEHHBIX B J
npouecce copouuu Ru(IV) B npucyrcrsun SnCl,, 0 ' ' '
He 3a(UKCHpOBAH CUTHAJ, YTO CBHJETEIBCTBYET 380 480 580 680
00 o0pazoBaHUH MTOBEPXHOCTHBIX Pucynok 6. CJIO copbenra
cmemanHomurangueix  komriekcoB  Ru(ll) ¢ ATKC mocine copobumm Ru(IV) B
NPUBUTBIMUA ~ CEPOCOJEPXKAIIMMHU TPYIIaMd W HPUCYTCTBUU (I-3) U B OTCYTCTBHUE
ONOBOXJIOpUAHBIMU Juranaamu. Ilpu xpamenun  SnCl, (4);

Ha BO3AyXe B TEUEHHE CYTOK B crekTpe OIIP  BPeMs BBIICPXKKH rocie copbumn, 4: 0
mosiBIseTcs  curHan, mapamerpsl  kotoporo  (1.2.4), 24 (3); Cp,=5,0 Mxr/mi; T'=
WICHTHYHBI COEIMHEHUsIM Ru . OpanxeBas 95 °C; V=10 mx; 0,1 r copbenTa;
okpacka copbentos JITKC u ABTC, nonyuennas ~BPEMA KOHTaKTa das —40 mun

B niporiecce copormu Ru(IV) B mpucyrcreun SnCl,, uepe3 cyTku nmepexoauT B (pHoIeTOBYIO,
AHAJIOTMYHYIO OKpacke, MmoyiydeHHoil B mporecce copouun Ru(IV) B orcyrctBue SnCly, u
3enényto Ha noBepxHoctu copoerTtoB TATC u MPC. CHO ananorumunsl CHO copOeHTOB,
noiay4deHHbIM B mporecce copbumu Ru(IV) B orcyrctBue SnCl, (pucyHok 6). JlaHHBIC
aBineHust  cBszaHbl ¢ okucieHueM Ru(Il) B moepxHocTHOM komiuiekce a0 Ru(IIl)
KHCJIOPOJIOM BO3/1yXa.

B mnpouecce copbumum Re(VII) u3 pactBopoB HCl B mpucyrctBum SnCl, Ha
MOBEPXHOCTU COpPOEHTOB pa3BUBaeTCA KOpuuHeBo-kéEntas okpacka, CHO mpencraBisiorT
co0o¥i HUCTIaJAIOIINEe KPUBBIE CO CIIa0OBBIpAKEHHBIMUA MakcuMyMamu ipu 510 u 560 am. B
cnekTpax OIIP moBepXHOCTHBIX KOMIUIEKCHBIX COEAMHEHUH peHHs ¢ (yHKIMOHAIBHBIMHU
rpynnamu copbentoB JTKC, TATC, M®C, ABTC nabnromaercs muMpokas Mmojioca co
cpeIHUM g-(HakTopoM 2,2 U psiji CUTHAJIOB CBEPXTOHKOM CTPYKTYpPBI, CBUIECTEIbCTBYIOLINX
0 HaXOXKJCHUU PEHUS B IIOBEPXHOCTHOM KOMITJIEKCE B CTETIEHU OKUCIICHUS +2 (PUCYHOK 7).

A, HM
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B nponecce copbuum Pt(IV) na nosepxnoctu copbentroB JATKC, TATC, M®C,
Au(lll) u Ag(I) ma moepxuoctu copbertoB TITC, M®PC o0pa3yroTcsi KOMILICKCHBIC
COEIMHEHUS, IIOMUHECHIUPYIOIINE KENTO-0paH)eBbIM cBeToM Tipu 77 K npu ux obmydeHnn
Y®-cBeToM (pUCYHOK 8§), UTO CBUACTENLCTBYET O HAXOXK/IEHUHU 30JI0Ta U cepedpa B CTENICHU
okuciieHus +1, a mmaTuHBI B cTeneHW okucieHus +2. Komruiekcel, oOpa3yrommecs Ha
noepxHoctu copbenta ABTC mocne cop6muu Au(Ill), Ag(l) u Pt(IV), ne obGmamator
JFOMUHECIICHIHEM.

1,0.» OTH. €11
100 - 2 2
80 A
60 -

2
40 -

1
20 A

1000 2000 3000 4000 5000 0 ' ' ' )
H, Tc 250 350 450 550 6507 ™
Pucynoxk 7. Conektper  OIIP Pucynok 8. CnoekTpsl BO30YyXACHUS

KOMIUIEKCOB PEHHsI, OOpa3ymoIMXCs Ha  JIIOMHHECHECHIUH (/-3) v TIOMUHECTICHITNH (4-
noepxHoctu copbentoB JTKC (1), 6) kommiekcoB Pt(Il) (1,4), Au(l) (2,5) u
TATC (2) B npouecce copouuu u3 1 M Ag(I) (3,6) Ha moBepxHoctu copdbenta MDC;
HCI B mpucyrctBuu SnCl, Cye = 100 Mk, 0,1 T copbenra, 77 K

[Tocne copbuuu Ag(l) u3 pacTBopoB a30THOM KHUCJIOTHI HA MTOBEPXHOCTU COPOECHTOB
ATKC, TATC, M®C u ABTC 06pa3yroTcst COeTUHEHNUsI, HE UMEIOIINE OKPACKH.

Kommnexcst Au(l), Pt(I1), Pd(IT), Ir(IIl) u Rh(IIl) Ha nmoBepxunocTtu copdbenron ATKC,
TATC, M®C u ABTC okpamiensl B xéntble 1BeTa, a CJIO MOBEpXHOCTHBIX KOMIUIEKCOB
OpPEJCTAaBISIOT  COOOM  HHCMAJAlOIMe  KPHUBBIE, pACIONOKEHHBIE HA  TPaHULE
yIbTpaduoIeTOBOH M BUAMMON 00JIACTEH, YTO MPENCTaBISET ONpeAeNi€HHbIE TPYIHOCTH
OpyY WX  ONpeNelIeHHMH TpPH  COBMECTHOM  F(R)
HPUCYTCTBHUH. Kak cnexyer u3 tabmumbr 3, 37 3
IpY COTIOCTABJICHUH KOJIMYECTBA COPOMPOBAHHOTO
MeTaa u KOJIMYECTBA 3aKpEIIEHHBIX 2
(YHKIMOHANBHBIX ~ TPYNN, Ha  IOBEPXHOCTH
copoentoB JITKC, TIATC, M®C u ABTC
o0pa3yloTcsi  KOOPAMHALMOHHO-HEHACHIIICHHBIE
(m0  NpUBUTOMY  JUTaHLy)  KOMILJIEKCHBIE 1 2
COCMHEHHs, 4YTO oOOecreuynBaeT BO3MOXKHOCTH 0 ' ' '
KOOpJIMHAIIMM «BHEIIIHETO JIUTaH/a» U3 PacTBOpa. 380 480 580 680
B kauecTBe «BHEIIHETO JIMTAHIA» HCIIOIB30BaH Pucynok 9. CIIO komIuiekcoB
THokeToH ~Mnuxiepa  (TKM),  o6pasyrommit Pd(II) a moBepxHoctu copoenrta JJTKC
okpameHHblie coequHenus ¢ Pt(1l), PA(I) u Ag(l). Ge3 obpaborku 5 TKM (2) u mocne
I[Ipu o6pabotke pactBopamu TKM copbOeHra O6Pa6OTKH 3-107 M pacrsopom TKM
nociae  copOIMM  JaHHBIX ~ METajulIoB  Ha (3);
MOBEPXHOCTU COPOCHTA Pa3BUBAETCS MHTCHCUBHAS
KpacHas okpacka, a B CJIO nosiBisiercs mojoca ¢
MakcuMyMmoM 1ipH 530-550 um (pucyHok 9).

1 .

A, HM

Cpg, MkT: 0 (1); 5(2,3); 2 M HCI;
Bpemsi o0paboTku pactBopoMm TKM —
1 mun; V=10 mi; 0,1 r copOenTa
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HuskoremneparypHoe cOpOLMOHHO-IIOMHHECIHIEHTHOE ONpeae/ieHue cepedpa,
30J10TA M IUIATHHBI ¢ HcnoJib3oBaHueM copoentoB MO®C, ITKC, TATC

C yBenuueHHeM cofepaHus 30J10Ta Wil cepedpa Ha moBepxHocTU copoeHTa MDC,
riatuHbl Ha oBepxHocTu copoeHtoB JITKC, TATC, M®C Bo3pacTaeT HHTEHCUBHOCTh UX
moMuHeCIeHITMH.  JlaHHBIH 3¢ (eKT HCHoap30BaH MpU  pa3paboTKe METOIUK HUX
HU3KOTEMIIEPATYPHOTO COPOLMOHHO-IFOMUHECLIEHTHOTO OIpeaeneHus. MeTponoruueckue
XapaKTepUCTHKH METOUK MPUBEACHBI B TabmmIe 4.

Tabmuna 4. MeTponoruueckue  XapaKTepUCTUKA  METOAUMK  COPOLIMOHHO-
JIOMHHECIIEHTHOTO ONpEeAeTICHHS 30JI0Ta, cepedpa u miatussl (n =5, P =0,95)

Con- [Ipenen JnanazoHn omp.
Merann 6 p Cpena | T, °C|t, MuH| A, HM |0OHApyXeHHUs,| comepXkaHuii, | S*
CHT r
Mkr/0,1r MKr/0,1r
Au 1-4MHCI | 20 10 | 580 1,0 4-60 0,07
M®C 0,5-3 M
Ag HINO; 20 10 | 610 2,0 8-80 0,06
ATKC | 0,5-2HCI | 20 | 20 | 600 0,3 1-30 0,05
Pt TATC | 0,5-2HCL | 95 | 40 | 620 0,1 0,5-100 0,06
M®C | 0,5-1 HCl | 95 30 | 645 0,3 1-50 0,07

* [pW ONpeNeNieHWH colepkaHuil MetamioB, B 20 pa3 MNPeBHILAIOIIUX Ipeieln
oOHapyKeHUs

Pa3zpaborannbie COpOIMOHHO-IFOMHUHECIIEHTHBIE METOJMKH HCTOJIB30BAIM  TMPHU
OINpesesIeHUH 30J10Ta B CTaHAAPTHBIX oOpasuax npeanpuatrus 3A0 «3010T0a00bIBaOIIAS
kommnanust «llomtoc» cocraBa pyasl 3onotoconepxkamein COIT 3CP-1-99, cocraBa
KoHIleHTpaTa 3ojotocozaepxkamiero COIT 3CK-1-99 (tabnuma 5) U muaTtuHbl B oOpasiax
AITIOMOIUIATUHOPEHUEBBIX KaTaau3aTopos (Tadnuima 6).

Tabnuna 5. Pe3ynabTaThl COpOIMOHHO-TIOMUHECIIEHTHOTO ONpEeesIeHUs 30510Ta (T/T)
B CTaHJAPTHBIX 00pa3lax 30J0TOCOJEPIKAIICH pyAbl MU KOHIICHTpAaTa C HCIOJIb30BaHUEM
copbenta MOC (n =5, P=0,95

HuskoremnepaTtypHslii ATTCCTOBAHHOE
O6pazen COpOIIMOHHO- SHAUCHIE
JIOMUHECIIEHTHBIN METOT
Pyna
30JI0TOCOAepIKaIias 32+0,3 3,3+0,3
COII 3CP-1-99
Konnenrtpar
30JI0TOCOACPIKAIIMI 100+ 5 103+ 6
COII 3CK-1-99

Kak BunHo u3 Tabnuu 5, 6, JaHHBIE METOAUKU MO3BOJISIIOT MPOBOJAUTH ONPEICIICHUE
30JI0Ta, IJIATUHBI B pAaCTBOPAX U MOJIYy4YaTh IPABUIbHBIE U BOCIIPOU3BOIUMbBIC PE3YJIbTATHI.



14

Tabmuma 6. Pesynbratel (Macc. %) COpOLIMOHHO-TIFOMUHECIIEHTHOTO OIpEICICHUS
IUTATHHBI B AJIIOMOIUIATUHOPEHUEBBIX KatanuzaTopax (n =35, P=0,95)

Karanuzatop Haineno Pt, % macc.
PB-33VY Pb-44Y KP-110
CopOent
JTKC 0,29+0,01 0,25+0,01 0,35+0,01
TATC 0,30+0,01 0,25+0,01 0,33+0,01
M®C 0,29+0,01 0,24+0,01 0,34+0,01
ADC-UCIT 0,30+0,01 0,25+0,01 0,34+0,01

CopounonHo-gpoToMeTpUYECKOe ONpeaeeHne NJIATHHBI B BU/Ie
PA3HOJHMTAHHOI0 KOMILJIEKCA ¢ aMHHOOEH3THA30JIbHBIMH TPYNIIAMH, KOBAJEHTHO
3aKpenJIéHHbIMH HA MOBEPXHOCTH CHJIMKAreJisl, H THOKeTOHOM MuxJjepa

[Inatuna He oOpa3yeT MHTEHCUBHO JIIOMHUHECUHMPYIOIIUX  KOMIUIEKCOB C
dbyHkmoHanpHeIMU  TpymnmamMu  copOenta ABTC. Jlns onpeneneHus TUIATHHBL B
AITIOMOIUIATHHOPEHUEBBIX KaTanu3aTopax (Tadnuma 7) ucnonab3oBainu 3¢ dekt odpa3zoBaHus
MHTEHCUBHO OKpalleHHbIX KoMiuiekcoB Pt(Il) ¢ ¢yHKIMOHambHBIMU Ipynmamu cOpOeHTa
ABTC u tnokeToHOM Muxiiepa. Metoauka copOIHMOHHO-(POTOMETPUIECCKOTO ONPEACTICHHS
IUTATUHBI B BUJE pasHoiuraHgHoro kommiekca ¢ TKM Ha moBepxHocTu copbenta ABTC
MO3BOJIAET OMNpEAENATh IUIATUHY C mnpeaenom ooOHapyxkenus 0,1 mkr/0,1 r. Jlnamason
oTpeieNAeMbIX COJIepyKaHui TuIaTHHBI cocTaiseT oT 0,5 1o 25 mkr/0,1 r, a OTHOCUTETBEHOE
CTaH/JapTHOE OTKJIOHEHHE MPH orpeneeHnu 6onee 1 MKr ruiatuHbl He nipesbimiaet 0,07.

Tabnmuua 7. Pe3ynbraThl COpOLMOHHO-(POTOMETPUYECKOTO OIPEICICHUS TUIaTHHBI
(mac. %) c ucnons3oBanueM copbenta ABTC u TnokeTroHa Muxiepa B Kataauzaropax Ha
ocHOBe okcuaa amomunus (n =5, P=0,95)

O6pa3zer karanuzaTopa @omaii%?«iggggg MeTON ADC-UCIIT
PB-33Y 0,30 + 0,01 0,30 0,01
Pb-44Y 0,24 + 0,01 0,25+ 0,01
KP-110 0,35+ 0,01 0,34 +0,01

CopOuunonHo-poromMeTpruecKoe onpeaejeHne OCMHUA € HCMOJIb30BAHNEM
copoenToB ITKC, TATC, M®C u ABTC B razosoii ¢gaze

OcMmuii o0iazaeT yHUKQJIBHOW CIIOCOOHOCTBIO C OTHOCHUTENBHON JETKOCTHIO
MEPEXO/IUTh B Ta30BYIO (a3dy B BHIE €ro JIETY4ero TETPAOKCHIa TMPH €r0 OKUCICHUU
nepokcuoM Boaopoza. M3 razosoit daser OsO, KOMMUECTBEHHO U3BIIEKAETCS COpOCHTaMU
ATKC, TATC, M®C u ABTC c oOpa3oBaHneM TOBEPXHOCTHBIX KOMIUIEKCHBIX
coemuuenuii  Os(II), aHANOTMYHBIX COCAMHEHHSIM, OOpa3yIONIMMCS TPH HM3BICUYCHUU
Os(VIII) u3 pactBopor HCl u H,SO,4, uT0o OBIIO UCIIONB30BAaHO TIPH pa3pabOTKe METOIUK
€ro COpOIMOHHO-(POTOMETPUYECKOTO OIpeaeieHusl. MeTpoJorHuecKue XapaKTEePUCTHKU
METOJIMK OTpEACIICHUST OCMHUS W3 Ta30BOM (as3pl, OCHOBAaHHBIX HA W3MEPCHUU
WHTCHCHUBHOCTH OKpPAaCKH TOBEPXHOCTHBIX KOMIUIEKCOB OCMHS C (YHKIIMOHAJIHHBIMU
rpynnamu copOeHTOB, IPUBEACHBI B TA0IHIIE 8.
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Tabnuma 8. MeTponorudeckue XapaKTEPUCTUKH COPOIMOHHO-(POTOMETPUIECKOTO
onpenenenusi Os B ra3oBoit ¢aze npu orrouke u3 pactopoB HCl u H,SO4 (n = 5; P =0,95)

[Ipenen obHapyKeHUS Junanazon
CopGent Cpena Jnuna Os(VIID), ONPE/IENAEMBIX
BOJTHBI,HM * conepKaHui
MKr/0,2 T | MKr/mi Os(VIIT), Mxr/0.2 1
JITKC IM H,SO, 500 0,2 0,002 1,0-500 mkr
2M HCI 540 0,3 0,003 2,0-100 Mkr
TIITC IM H,S0, 430 0,2 0,002 1,0-300 Mkr
2M HCI 500 0,1 0,001 0,5-100 mMkr
M®C IM H,SO,4 540 0,2 0,002 1,0 -100 mxr
2M HCI 520 0,5 0,005 2,0-25 Mkr
AETC IM H,SO,4 590 1,0 0,01 3,0-100 Mkr
2M HCI 660 2,0 0,02 5,0-100 mkr

* mpu otronke u3 100 mi pactBopa

Pa3zpaboTannbpie cOpOIMOHHO-(POTOMETPUYECKHE METOAWKH HCIIOIB30BaHbl  IPH
OTpesIeNIeHUH OCMHUS B CTaHIAPTHOM oOpaslie MmTelHa pyaHo-TepMuueckoil ruaBku HIT-1
I'CO 2432-83 u Texnorennsix pactBopax OAO «KpacHOspCcKuil 3aBOJI IBETHBIX METAJUIOB
M. B.H. T'ynmuposa». IIpaBHWIBHOCTH ONpENENICHUS OCMHS B TEXHOTCHHBIX BOJAX
MOATBEPIK/ICHA «BBEJCHO-HaMICHO» (Tabmuma 9). s onpeneseHuss HU3KUX COJICPKaHUI
ocMHsl B ra3oBoi (aze Haubomnee npeanoututenbHo npuMmenenue JATKC u TATC, tak kak ¢
HCIIOJIb30BaHUEM JIAHHBIX COPOSHTOB JJOCTUTAIOTCS O0JIee HU3KHE MPEAeITbl 0OHAPYKEHUSI.

Tabnuua 9. Pe3ynbrarhl onpeneneHust CoAepKaHUs OCMHUSL B CTaHIApTHOM oOpasle
IITeHA PYAHO-TEPMUYECKOM IUIABKM M TEXHOTEHHBIX PACTBOPAX IOCIE yJIABIWBAaHUS €ro
U3 Ta30BOi (ha3bl KpeMHe3EMaMM, XUMUYECKH MOJU(PHUIMPOBAHHBIMU CEPOCOEPKAIINMU
rpynnamu (n =5; P=0,95

Haiineno ocmust copOIIMOHHO-
OGpaser BeezaeHo ocMmus, (hOTOMETPUYECKUM METOJIOM,
MKT x*t,S/ \/; , MKT/11
JTKC TATC
epurtneoray mramn | ATiecToRaros
IT-1 coJiepKaHue- 0,18+0,02 r/T 0,20+0,02 r/T
TCO 2432-83 0,17 o/t
TexHoreHHbIit 0 10,30,2 10,5+0,2
10 20,5+0,3 20,3+0,3
pactsop 1 20 30,6:£0.4 30,7403
TexHOTeHHBIM 0 13,2:+0,2 13,4:£0,2
10 23,1+0,3 23,5+0,3
pactsop 2 20 33,3203 33.440.4

CopepxaHre MAaKpOKOMIIOHEHTOB B TEXHOTCHHBIX pacTBopax, r/i1: Fe (10), NH," (10), SO42'
(20), CI" (30); mr/m: Cu (30), Ni (50), Co (1), Zn (500), Pb (70), Mn (30).

CopounonHo-poromerpuyeckoe onpejaeaeHne pyrTeHusi ¢ MCNOJIb30BAHUEM
copoenToB ITKC, TATC, M®C u ABTC

OO6pa3oBaHne Ha TOBEPXHOCTH COpPOEHTOB OKpameHHbIX coeauHeHuit Ru(Il) B
npucyTcTBUM Xjopuaa onosa(ll) ucrons3oBano ajst pa3pabOTKH METOAMK €ro COPOIIMOHHO-
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(dboToMETpUYECKOTO  OmpeaeiacHus. METOAUKH TO3BOJSIOT ONPEACNATh PYTEHUH B
pactBopax HCl mpum wucnomns3oBanuu copoentos JATKC, TATC, ABTC c¢ mnpexnenom
obnapyxenuss 0,1 mxr/0,1 T w auana3oHOM ompeaensieMblx coaepxkanuii ot 0,5 10
100 Mxr/0,1 r; mpum wucnonapzoBaHuu copbeHra M®PC c¢ mnpenenoMm o0OHapyKEHUs
0,2 mkr/0,1 T w guanma3oHOM ompeaensieMbix comepkanuii or 1 go 20 wkr/0,lr.
OTHOCHUTENBHOE CTaHIApTHOE OTKJIOHeHHe He mpeBbimaer 0,05 mas copdentroB JITKC,
TATC, ABTC u 0,07 nns copbenra MOC npu onpeneneHuu pyrerus B 20 pa3 Oomblie
npenena oOHapykeHuss. MeTOANKHU ONpoOOBaHBI ITPH aHAIHM3E MOJICIIBHBIX PACTBOPOB.

CopounoHHo-(oTOMETPHYECKOE ONIpe/IeIeHHe PEHUS ¢ HCIO0JIb30BAHHEM
copoenToB ITCK, TATC, M®C u ABTC

NHTEHCUBHOCTD KENTO-KOPUYHEBOM OKpacKd, pa3BUBAIOIICHCS HAa TOBEPXHOCTH
ATKC, TATC, M®C u ABTC B mnpouecce copounn Re(VII), mpomnopuuoHanibHO
BO3pacTaeT NpU YBEIMYCHUH €ro KOJIMYECTBA Ha TOBEPXHOCTH copOeHTa. [laHHBIN > dekT
UCIIONIb30BAaH MpH Pa3pabOTKe METOJUK COPOLHMOHHO-(GOTOMETPUUECKOTO OMNpPEIeIICHUs
peHusi. MeTpoIorHdecKre XapaKTepUCTHKN METOIUK TIpuBeIeHbI B Tadmie 10.

Pa3paboTanHbiec METOAMKH COPOIIMOHHO-(OTOMETPUUYECKOTO ompeneiaeHuss Re ¢
ucnonb3zoBanuem copoento JTKC, TATC, M®C u ABTC wucnons3oBaHbl Mpu
OTIpENIeICHUN peHHsI B 00pa3iax aJroMOIUIATHHOPEHHUEBBIX KaTanu3aTopoB (tabmmma 11).
[Tnaruna(IV), npuCyTCTByIOIIas B pacTBOpax IIOCJIE BCKPHITHUS KaTalIM3aTOPOB M,
oOpa3zyromiasi OKpalleHHble B JKENTHIA I[BET COCAMHEHMS] Ha IOBEPXHOCTU COPOECHTOB,
MEIIaeT OmpeleieHut0 peHud. [ns ycTpaHenust memarouiero BiusHHS TUIaTHHBI(IV)
UCIIONIb30BAIM €€ CIOCOOHOCTh KOJMYECTBEHHO H3BJICKAThCS COpPOEHTAMU B OTCYTCTBHE
xynopuzaa onosa(Il).

Tabmuma 10. VYciaoBUS KOHIICHTPUPOBAHUS M COPOITMOHHO-(DOTOMETPHUECKOTO
onpexaenenust Re(VII) B pactBopax HCI metogom cniektpockonuu aAud@y3HOro oTpaskeHus

(Cyer, =0.06 M; A =510 1m; n = 5 P =0,95)
Bpewms
C KOHTaKTa ¢as, [Ipenen Auanason .
CopbeHT II\{/?’ MUH OOHApYKEHHUS, OHPCCIIACMBIX S,
CoJIepKaHuiA,
25°C | 95°C | mxkr/0,1r | mxr/muo* mkr/0, Ir
JATKC 2 5 5 0,1 0,01 0,5-30 0,05
TATC 4 10 10 0,1 0,01 0,5-100 0,06
M®C 2 30 10 0,3 0,03 1-50 0,07
ABTC 2 50 10 0,3 0,03 1-100 0,08

*npu ucnonb3oBanuu 10 M pactBopa
** npu onpeneneHny KoHueHTpauuu B 10 pa3 Oounbliie npesena oOHapyKEHUs

Tabnmuna 11. PesynbTarel ompeseneHuss peHUs B 00pas3lax aJtOMOIUIATUHOBBIX
karanuzatopoB (n =5; P=0,95)

Karanusartop Haiineno Re, % macc.
PB-33Y Pb-44Y KP-110

CopbeHnt
JATKC 0,29+0,01 0,38+0,01 0,17+0,01
TATC 0,30+0,01 0,39+0,01 0,18+0,01
M®C 0,30+0,01 0,38+0,01 0,18+0,01
ABIIC 0,31+0,01 0,39+0,01 0,18+0,01
AIC-UCII 0,30+0,01 0,39+0,01 0,18+0,01
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[IpaBUIBHOCTE  pE3yNBTATOB MOIATBEPXKIACHA METOJOM  aTOMHO-3MHCCUOHHOMN
CIIEKTPOMETPHUU C MHIYKTUBHO CBSI3aHHOM IJIa3MOM.

BiinsinMe KoJIM4YeCcTBAa NPUBUTHIX (PYHKUMOHAJIBHBIX TPy HA
YyBCTBHUTEJbHOCTH COPOLIMOHHO-(DOTOMETPHYECKOIO ONpeeIeHUsI OCMUSL, NAJLJIATUSA
U cepedpa ¢ ucnojb3osanuem copéenra [TKC

YcTaHOBIEHO, YTO MHTEHCUBHOCTh OKPACKH IMOBEPXHOCTHBIX KOMIUIEKCOB METAJJIOB
C TPHUBUTBIMH TpyHIamMH COpPOCHTOB BO3pAcCTaeT C YBEIWYCHHEM TOBEPXHOCTHOU
KOHIIGHTpAIlMi TPUBUTHIX rpymm. JlaHHb 3¢h@deKT cBs3aH ¢ TeM, 4YTO yBEIUYCHHE
MOBEPXHOCTHOW KOHIIEHTpaUK (YHKIIMOHATBHBIX TPYII TPUBOAUT K 0Opa30BaHUIO
KOMIUIEKCOB METAJIJIOB ¢ OOJIBIINM KOJIHYECTBOM KOOPJIMHUPOBAHHBIX JIUTAHIOB. B ciiydae
00pa3oBaHUs TMOBEPXHOCTHBIX Pa3HOJUTAHAHBIX KOMIUIEKCOB MeTauioB ¢ TKM
HaOmotaeTcsi oOpaTHasi 3aBUCHUMOCTB: C YMCHBIICHHEM KOJIMYECTBA MPHUBUTHIX TPYIII
YBEJIMUMBACTCS WHTECHCHBHOCTH OKPACKHM TOBEPXHOCTHBIX KOMIUIEKCOB, ITOCKOJIBKY
YMEHBIIIEHNE KOJIUYECTBA 3aKPEIIEHHBIX TPYII Ha MOBEPXHOCTH COPOCHTOB MPUBOIUT K
0o0pa3oBaHUIO  TPEUMYIIECTBEHHO  KOOPJIWHAIIMOHHO-HCHACHIIIEHHBIX  COCIMHCHHIA,
CITOCOOHBIX KOOPJAMHUPOBATH OOJIBIIIEE YUCIIO «BHEITHUX JIMTAHOB» U3 pacTBOpa.

MeTtponoruueckie XapaKTepUCTUKH METOJIUK  COPOIMOHHO-()OTOMETPHUECKOTO
OTpeseNieHus] OCMHUS, TaIaaus W cepedpa B BHUIC Pa3HOJUTAHIHBIX KOMIUIEKCOB C
ucnoinbszoBanueM copoenta JITKC ¢ pa3HbIM KOJTHMYECTBOM MPUBUTHIX TPYIIT MPEACTABICHBI
B TaOnuIe 12.

Tabmuma 12. MeTpoJIorHdecKue XapakTePUCTUKH COPOITMOHHO-(POTOMETPHIESCKOTO
onpenenenuss Os(VIII) u Pd(Il) B Bume pasHonurangHbix KoMiiekcoB B pactBopax HCI,
Ag(I) B pactBopax HNO; Merogom cnektpockonuu nuddysHoro orpaxkenus (n = 5; P =
0,95)

= MeTpostori. Os(VIII) Pd(II) Ag()
. & B xapakrepuc- bes bes bes
B
sE= 8 ucm kM | CTEM L ey | CTEME ey | CTKM
O =
[Ipenen
oOHapyKeHus, 0,4 = 0,2 0,02 = 0,3
x MKr/0,1r = =
o m o
< | JuamazoH ormp. = =
coliep KaHuM, 2-100 ) 0,8-50 0,08-3 & 1-20
o Q
Mkr/0,1r o S
[Ipenen = 2
oGHapyxenns, | 0,3 = 0,1 0,03 = 0,8
o Mkr/0, 1t = 2
< | Anana3oH omp. é g
comepxauuii, | 1-100 5 0,5-50 0,1-3 3 3-30
Mkr/0,1r 5 3
= =
[Ipenen a Q
o6uapyxenns, | 0,2 3 0,04 0,05 2 1
8 MKr/0, 1T Lg* &
S | JlnanasoH ormp. o o
COZIEpIKAHMH, 1-25 i 0,2-20 0,3-3 o 4-50
Mkr/0,1r
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Ha ocHoBaHMU MOy4EeHHBIX pE3ylbTaTOB MOXKHO CAENATh CIEAYIOIIMNA BBIBOA: JJIS
JOCTYIKEHUSI HU3KHUX TPENIETIOB OOHAPYKEHUS AJIEMEHTOB MPH M3MEPEHUN WHTEHCUBHOCTHU
OKPACKH KOMILUIEKCOB C IPUBUTHIMU JIMTAH/IaMHU, KOJIMYECTBO 3aKPETUIEHHBIX TPYIII JOJIKHO
OBITh MAaKCUMAaJIbHBIM, a JUIsl JOCTHXKEHUSI HU3KUX MPEACIIOB OOHAPYKEHUS MPU U3MEPEHUU
WHTCHCUBHOCTH OKPACKH DPAa3HOJUTAHIHBIX KOMILUIEKCOB, KOJHMYECTBO NMPUBUTHIX TPYIII
JTOJKHO OBITh MUHUMAJIbHBIM.

OO0pa3oBaHre Ha TOBEPXHOCTH cOpOEHTOB B miporiecce copouuu Ag(l), Pd(II), Pt(IV),
Os(VII), Ru(IV) u Re(VIl) okpallleHHbIX COEAMHEHUN TaKXKE MCIOIb30BaHO MPHU
pa3paboTKe TeCT-METOJIMK WX ONpEEICHUs B BapHAHTE LBETOBBIX INKaJl. MHUHHMMaIbHBIC
BU3YaJIbHO OIpEAEIsieMbIe COIEP)KaHU METAIJIOB B BUJIE MX MTOBEPXHOCTHBIX KOMILIEKCOB
¢ (yHKIMOHANBHBIMU Tpymmamu copbeHntoB coctasisior 0,3-3 mkr/0,1 r, a B BHIE
Pa3HOJUTAHIHBIX MOBEPXHOCTHBIX KOMILIEKCOB ¢ TKM - 0,1-1 mxkr/0,1 T.

CopOuHMOHHO-aTOMHO-3MUCCHOHHOE ONPejiesieHNe 30J10Ta, cepedpa, naiaaus u
IUIATHHBI B Ie0JIOTHYECKUX 00BbEeKTaX, 00pa3uax MJIAKOB H JIEKTPOHHOI0 JIoMa ¢
ucnosb3oBanuem copoenToB JITKC u TATC

Jis  pa3paboTKu METOAMK COPOIMOHHO-aTOMHO-3MHUCCHOHHOTO € HHAYKTUBHO
CBSI3aHHOM IJIa3MOM ompeziesieHns: 0JaropoAHbIX METAJJIOB UCIOJIB30BAIM JUHAMHUYECKUN
pexxuM KoHueHTpupoBaHus. Ilpu mpomyckanum 100 M pacTBopa uyepe3 MHUHHKOJIOHKY,
conepxkanryto 0,1 T copbeHra, co ckopocthio nortoka 0,5-1 mu/mun npu 25 °C gocturaercs
rpynnoBoe KoHueHtpupoBanue noHoB Pt(1V), Pd(Il) u Au(Ill) copbentom JATKC, a npu
95°C - copbenramu TTC, M®C u ABTC. TATC takxe konnuectBeHHO n3BnekaeT Ag(l).
B npucyrcteun SnCl, ipu 95°C copb6ent JITKC xonmuuectBenno uzsnekaet Rh(III), Ru(IV)
u Os(IV), TATC u M®C - Rh(Ill) u Ru(IV). CopbupoBanHubie 01aropoaHble MeTallIbl
KOJIMYECTBEHHO JiecopOupytotcs ¢ noBepxHoctu copoertor ITKC, TATC, MO®C u ABTC
10 ma 10%-noro pactBopa tuomoueBuHbl B 1 M HCI mpu 95 °C, Rh(IIl) u Ru(IV)
KOJIMYECTBEHHO JecopOoupyroTcsi Toiabko ¢ moBepxHoctu copbentoB [TKC u TATC, a
crenenb gecopouuu Rh(IIl) u Ru(IV) ¢ nosepxnoctu copbenra MPC ne npesbimaet 70 %.
KoadduimeHT KOHIIEHTPUPOBAHUS TIPU JaHHBIX YCIOBUAX paBeH 10.

UcnonwzoBanue copdenta JTKC nozpomser ormenutrs Au(Ill), Pd(Il), Pt(IV) mpu
25°C B 1-4 M HCI ot uBernbix meramios, Ag(I), Rh(IIl), Ir(IV), Ru(IV), Os(1V). CopbenT
TATC no3onsier otaenuts Ag(l), Au(Ill), Pd(II), Pt(IV) mpu 95 °C B 1-2 M HCI or
JKeje3a, UBETHBIX, IIEJOYHO-3€MENbHBIX M JIPYTUX COMYTCTBYIOIIMX  METAJIJIOB.
CopepxaHnue 0JaropoJHbBIX METAIOB B JAECOPOMPYIOIIEM pacTBOpPE ONPENEsIA aTOMHO-
SMHUCCHOHHBIM C HHIYKTHUBHO CBS3aHHOW IIJIa3MOW METOJIOM 10 TIpajgyHpOBOYHBIM
rpadukam, MOCTPOCHHBIM Ha OCHOBE pacTBOPOB 10 %-HOI THOMOYEBUHBI.

Metoauka ¢ ucnonszoBanueM copOenta [ITKC wucnonp3oBaHa Npu omnpeesieHun
30J10Ta, MAJJIaAMs ¥ TUIATHHBI B CTAaHAAPTHBIX 00pa3iax cocraBa pyabl Cylb(OUIHON MeTHO-
Hukenesoit (BT-1 I'CO 929-86), pyast 3onoto-kBapueBoit (P3K-4 I'CO 4178-87), mireiina
pynHo-tepmuueckor maBku  (LOT-1 I'CO  2432-83), 3omotoconepkauiel  py.sl
MecropoxaeHuit «Mumnsiesckoe» U «Kamennoe» (Ilpumopckuii kpaid, Poccust). Pe3ynbraTsl
aHaiM3a MnpejcTaBieHbl B Tadnuue 13.

Metonuka ¢ ucnonb3oBanueM copbenta T/ITC wucnonb3oBaHa HpH oONpesesieHun
cepebpa, 305I0Ta, HayUTagusl, TUIATHHBI B CTaHIAPTHOM OOpasle MNpPEANpHUSTHS COCTaBa
nutaka otBaibHOro COII 44-15 (OAO «KpacuseTmer»), utake 000OpPOTHOM U AJIEKTPOHHOM
aome (tabmuna 14). IIpaBUIBHOCTD MOJYYEHHBIX PE3YJITATOB OMpPENEICHHs 01aropoaHbIX
METAJUIOB B IINIAKE 0OOPOTHOM M 3JIEKTPOHHOM JIOME MOJTBEPIKIEHA METOJOM «BBEIIECHO-
HaieHo». ComocTaBIeHHe MOJYYSHHBIX pe3yJbTaTOB Mo ompeneneHuto Au, Pt, Pd, Ag B
CTaHJapTHBIX 00pa3liax COCTaBa, MOKAa3bIBACT, YTO pa3pabOTaHHbIE METOAUKHU IO3BOJISIOT
NOJTy4aTh MPaBUIbHbBIE U BOCTIPOM3BOAUMBIE PE3YIIbTATHI.
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Tabnuma 13. Pe3ynbraTel cCOpOIIMOHHO-aTOMHO-DMHCCHOHHOTO OIPEIEICHUS 30JI0Ta,
najyaavsi, IUIATUHBI B I'EOJOTMYECKMX MaTepuaigax M IMPOLyKTaX HX TEXHOJIOIMYECKOIo
nepeaena (n =15, P=0,95)

Conepxanue, T/T (ATTECTOBAaHHOE 3HAYCHUE,
Oo6pasen T/T)
Au Pd Pt
pyna cynshuaHo MmeaHo-HuKeneBas (BT-1 0,25+0,03 6,2+0,2 2,4+0,1
I'CO 929-86) (0,26+0,04) (6,40+£0,45) | (2,55+0,34)
HITeWH pyaHO-TepMuyeckoi mnasku (LIT-1 1,58+0,07 49,8+0,2 15,9+0,2
I'CO 2432-83) (1,62+0,16 | (51,50£2,60) | (16,60+1,56)
pyza 30J10TO-KBaplieBas 3,240,1
(P3K-4 I'CO 4178-87) (3,28+0,33) - -
pyna mectopoxaeHus «Kamennoe» 3,240,1
(ITlpumopckuii kpaii, Poccus) (3,28+0,1) B B
pyzna MectopoxaeHus «MumseBckoe» 0,34+0,1
(ITpumopckuii kpaii, Poccus) (0,33+0,1) B B

Tabnuua 14. Pe3ynbraTsl cCOpOLIMOHHO-aTOMHO-3MUCCHOHHOTO ONpeAeeHus cepelpa,
3o0m0Ta, mayuiaaus 1 wiatuHsl B COIT 44-15, 060poTHOM HUTake M AJIEKTPOHHOM JioMe (1 =
5, P=0,95)

Koun-Bo Conepkanue, (aTTeCTOBaHHOE 3HAYCHUE)
Obpasen %26&’35‘?; Au Ag Pd Pt
I1aK 110,0£3,7 | 2668,2+66,3 | 772,3+13,8
OTBAJIbHBIN r/T r/T r/T 252,8+7,3 /T
(COIT  44- a (107,5€£3,3 | (2675,9+54,9 | (774,1+12,3 | (259,7£7,8 r/T)
15) r/T) r/T) r/T)
DeKTpOH- 0 (0) 0,024+0,007%
HELi TToM 0,05 (0,25) — — — 0,076+0,010%
0,1 (0,50) 0,12+0,02%
_— 0 (0) 0,10+0,02% 0,084+0,013% | 0,016+0,005%
0GopoTHBIi 0,05 (0,25) | 0,16+0,01% — 0,13+0,02% | 0,063%0,015%
0,1(0,50) | 0,22+0,01% 0,1940,01% 0,12+0,02%
* PaccunTtano g HaBecku oopasmam = 0,5t u V =250 mn
BbIBO/bI
1. Omnpenenensl yclioBusi copOimonHoro koHmeHtpuposanus Pt(II), Pt(IV),

Pd(II), Rh(III), Ir(IV), Ru(IV), Os(VIII), Os(IV), Au(Ill), Ag(I), Re(VIl) B cratnyeckom u
nuHamudeckoM pexumax copoentamu TKC, TATC, M®C u ABTC B 3aBucumMocté OT
KHCJIIOTHOCTH  PacTBOpa, IPOJODKUTEIIBHOCTH — COpOLMH, TEeMIepaTrypbl, HaJIHYUs
JTaOUIU3UPYIOLIETO areHTa.

2. [TokxazaHo, 4TO MpU KOMHATHOW TEMIIEPATYPE C UCIIOJIB30BAHUEM COPOEHTOB C
cepocoiep)KalllUMU  TPYIIaMU  JIOCTUTAETCSl  OTJEJIEHHE KHHETHYECKH JIaOMIIbHBIX
XJIOPOKOMIUIEKCOB IIaTHHOBBIX MeTaiioB, Au(lll) m Ag(l) oT kuHeTHYeCKH WHEPTHBIX
XJIOPOKOMIUIEKCOB TUIaThHOBBIX MeTamuioB Rh(II), Ir(IV), Ru(IV), Os(IV), u Re(VII) B
suze ReO4 B 1-4 MHCI. TIpu 95 °C B prCyTCTBUH JIAOMITU3UPYIOIIETO areHTa — XJI0puaa
onoBa(ll) mocTuraercs KONMMYECTBEHHOE M3BJICYEHHE BCEX IIATMHOBBIX METAJIOB, 30J10Ta,
cepebpa u penus u3 1-3 M HCI u ux otnenenue ot npeodiajalomux KOJTUYECTB IBETHBIX U
psna JIpyrux METaJIOB, MaKCHMalbHas CTENEHb W3BJICUEHHUS KOTOPBIX JOCTHTaeTcs B
nuana3zone pH 4-8.
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3. Ha ocnoBanum nannbix JIIP, moMuHecneHIMM W CHEKTPOCKONUH Tu(PYy3HOTO
OTpPaKCHHSI TIOKAa3aHO, YTO B TIOBEPXHOCTHBIX KOMIUIEKCAX IIATHHOBBIC METAJUIBI, 30JI0TO,
cepeOpo U peHU HaxOJATCS B HHU3IIMX CTENEHSAX OKucieHus. OOHapyKEeHO MPUCYTCTBUE
Ha TIOBEPXHOCTU COPOCHTOB KOMIUIEKCHBIX COCIMHEHHM OCMHUS B CTENEHU OKHUCICHUS +5
npu wu3BinedeHun ocMusA(VIII) u3 pacTBOpOB XJIOPOBOAOPOJHOW M CEpHOM KuCIOT. B
npucyTcTBUM XJjopuaa onoa(ll) Ha moBepXHOCTH COPOSHTOB 00pa3yIOTCs Pa3HOIUTaHTHBIC
MOBEPXHOCTHBIE KOMILIEKCHI, B KOTOPBIX PYTEHUH, OCMUNA U PEHUN HAXOIATCS B CTETIICHU
OKHuCIeHus +2.

4. Ha moBepXHOCTH COpOEHTOB 00pa3yrOTCsl KOOPAUHAIIMOHHO-HEHACKIIIIEHHBIE (10
NPUBUTOMY JIMTAHAY) KOMIUIEKCHI, CIIOCOOHBIE KOOPAMHUPOBATH «BHEIIHUM JUTaH»
(TnokeroH Muxiepa) u3 pactBopa ¢ OOpa3oOBaHMEM HHTEHCUBHO OKpPAILIEHHBIX
MOBEPXHOCTHBIX  PAa3HOJMTAaHAHBIX  KOMIUIEKCOB,  CONEp)KallMX BO  BHYTPEHHEH
KOOpAMHALIMOHHOMN c(epe MPUBUTHIC JTUTAaHIbl U THOKETOH Muxiepa.

5. Ha mnpumepe JATKC moxa3aHo, 4TO Ha YyBCTBHTEIBHOCTH COpPOIIMOHHO-
(OTOMETPUYECKOTO OTpECNICHUs] BIUSAET KOJIMYECTBO NPHUBHUTHIX Ha TOBEPXHOCTH
copOeHTa TpyII: ¢ YBEIWYCHUEM KOJIMYECTBA NPHUBUTHIX TPYII YYBCTBUTEIHLHOCTH
ompeJNieNieHUs] BO3pacTaeT JUisi METOJUK, OCHOBAaHHBIX Ha HW3MEPEHHH HHTEHCUBHOCTHU
OKPAacKM TIOBEPXHOCTHBIX KOMIUIEKCOB METajUIOB C TMPHUBUTHIMU JIMTAHAAMH, U
YMEHBINAETCA JJi1 METOAWK, OCHOBAaHHBIX HAa W3MEPEHUM WHTEHCUBHOCTH OKpPACKH
Pa3HOJIUTAH/IHBIX IOBEPXHOCTHBIX KOMILIEKCOB.

6. Pa3paboranbl KOMOMHHMpPOBAaHHBIE METOJMKH COPOIMOHHO-()OTOMETPUUYECKOTO
ornpezeseHusI:

- Os(VIII) B pacTtBOpax CepHOM M XJOPOBOAOPOJHOM KHCIOT C IpeaeaamMu
obnapyxenus 0,2; 0,1; 0,3 u 0,5 mxr/0,1 r npu ucnons3zoBanuu ATKC, TATC, M®C u
ABTC coOTBETCTBEHHO.

- Os(VIII) B ra3oBoii (haze npu OTTOHKE U3 PACTBOPOB CEPHOM KUCIIOTHI € MpeaeaaMu
obnapyxenus 0,2; 0,2; 0,2; 1,0 mxr/0,2 T U OTTOHKE W3 PAcCTBOPOB XJIOPOBOJOPOIHOM
KHUCIIOTHI ¢ mpenenamu obHapyxenus 0,3; 0,1; 0,5 u 2,0 mxr/0,2 T npu HCTIOIB30BaHUU
ATKC, TATC, M®C u ABTC cooTBeTCTBEHHO.

- pyrenus c¢ mpenenamu ooHapyxkenus 0,1 mxr/0,1 r npu ucnons3zoBanuu JJTKC,
TATC, ABTC u 0,2 mxr/0,1 T npu ucnonszoBanuu MOC.

- penus ¢ npeaenamu odHapyxenus 0,1 Mxr/0,1 r npu ucnonszoBanuu JTKC, TATC
u 0,3 mkr/0,1 r npu ucnons3oBaauu MOC u ABTC.

- mammagus ¢ ucnosb3oBanueM copOenta TKC ¢ mpenenom obHapyxkenus 0,04
Mkr/0,1 T.

- Tayaaug B BUAC Pa3HOJUTAaHIHOTO KOMIUIEKCa C THOKETOHOM Muxiepa c
ucnonb3oBanueM copoenrta JJTKC ¢ nmpenenom odnapysxkenus 0,02 mxr/0,1 r.

- cepebpa B BHUJE Pa3HOHOJUTAHIHOTO KOMILJIEKCA C MPUBUTBHIMU JIMTAHIAMHU U
THOKETOHOM Muxuiepa Ha moBepxHocTH copOenta ATKC c mpenenom obnapyxkenus 0,3
Mkr/0,1 T.

7. PazpaboTaHbl KOMOMHHUPOBAHHBIE METOJUKU COPOLMOHHO-ATOMHO-OMUCCUOHHOTO
C HWHIYKTUBHO CBSI3aHHOM TUIa3MOM OIpeAeNeHHs IUIATHHBI, TaIaaus W 30J0Ta C
npumeHenueM copOenra JITKC, mnatunsl, mamiaaus, 30J0Ta U cepedbpa ¢ MPUMEHEHUEM
copoenta TATC.

8.  IlpaBmwibHOCTh  pa3pabOTaHHBIX  METOAMK  TMOATBEPXKICHA  AHAIA30M
rOCY/IapCTBEHHBIX CTaHJIAPTHBIX 00Opa3lOB COCTaBa, CTAHAAPTHBIX 00pa3LOB MpPeaNPUITUN
U METOJIOM «BBEJCHO-HANJCHO.
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