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OBIA A XAPAKTEPHICTIHIKA PABOTEI

AKTYaAbHOCTE TeMbl. BTODHIHOS M TEXHOrEHHOE CHIPBE ARIAECTCH BAKHEIM
HCTOYHAKOM HPArQNEHHEIX MeTawioB (JIM), B TOM WHCAe IUIATHHOBBIX METAIUIOB
(IIM). B nocnesiHee BpeMs NOABAICH KHOBEIE)» BHAEI BTOPHIHOIO M TEXHOTEHHOIO
CHIPBS TaKue, KaK O0TpaboTaHHEE aBTOKATANIM3ATOPH; JIOM CETOK; HEKOHIMIMOHHEIE
OTXOMBI; CTEKJIOIIABMIEHEIE COCYRB; KOHTeliHepHEle MarepHaibl, HanpHMep,
VIPHAMEBBIC THIVIH; OTXOJbI IPOM3BOACTBA IBETHBIX METAWIOB (UDIAME], IINAKU M
Ip.), B KOTOPEIX Tpefyercs KOHTPONMPOBATh COLEPIKAHME HE TOJBKO 30J10Ta,
cepebpa, MIATHHEI ¥ NATAaNEA, HO ¥ MpHIHS B porua. J[I1 MpocToro M 6EICTpOro
onpenenesss IIM 4acToO HPUMEHSIOT CIIEKTpaybHBIE MeTOHNBL. UyBCTBHTENBEHOCTS M
CENEeKTHBHOCTD MeTozna aToMHO-a6copOIMOHHOM CIIEKTPOMETPHH c
anexTpoTepMuyeckoit aTommsanueii (3TAAC), kak npaBuno, AOCTATOYHA VIS
ONpelelleHHs CONepXaHusd 3NeMeHTOB Ha ypoBHE n-107 % macc H Beume. ORHaxo
OpY ONpelleNeHMM IUIATHHB], NaUIaNWsd, HUPUAMS M POINHS BO BTOPHYHOM H
TEXHOTEHHOM CEIpbe MeTogoM DTAAC BOBHUKAIOT CHCTEMATHIECKHE TIOTPENIHOCTH,
APMBOJAIIME K 3aBBIICHMIO MM 3aHIDKSHHIO pe3ynsraToB. Takue BIMAHHA TPYAHO
y4ecTb, MOCKONBKY PErMcIporpaMMa CHrHajla He MCKaXkeHa M umeeT (opMy
obsriHoro nuka. IosroMy reobxoauM MOHCK NPHEMOB YMEHBIEHHS JOrPeITHOCTEH,
M NPECTaBifeTcs aKTyalsHol paspaGoTka YHHBEpCANBHON METOAMKY IPYTIIIOBOrO
onpeJieneHHs IUIATHHEL, NAIIamUs, HPHANUS | POJMS BO BTOPHYHOM M TEXHOTEHHOM

cHIpbe Ha ypoBHe coyepskannii ITM »-107 -5-10™" % mace.

Ifens_paGors! - yCTaHOBJEHWE HCTOYHHKOB IIOrpeliHocTeif u paspaGoTka
HOBOTO FOAXONA K CHIKEHUIO BIIMAHUS OCHOBE! NIPoGH NpH OnpeAeNieHHH IIATHHE,
nauiagud, HpUOMA M pomds BO BTOPDHYHOM ¥ TEXHOTEHHOM CHIPHE METOHOM
OTAAC.

Joctrxenne 9Tol Lenu NpeanonaraeT pelieHye ciegyIOMUX 3afay:

- VcTaHobieHHWe puMama3’oHa KOHIEHTPAUMi MeINAOMUX  3NEMEHTOB
(amoMuUHMN, JKenes3a, MefW, HHUKeNA, XpoMa, CBRHUE, UEPHd, UMPKOHUS),

POC. HALHOHANbHAY
BUBAHOTEKA
C.-Herepdypr

03 2006k 019
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HO3BONIONIMX ONpeAeHsTh INaTUHY, NAUIAnuii, upuavi 1 pomuii ¢ MpIMeHEHHEM
HHCTPYMEHTANBHBIX CIOCOGOB JNs CHIDKEHMS moMex (KoppeKuus (oHa Ha OCHOBE
sdexra 3eemana, BEIGOpP ankTepPHATHBHON JHHHH ONpPEHENAEMOro 3JIEMEHTa,
noxfop TeMilepaTypHO-BPEMEHHHIX IIapaMeTpoB Harpesa IpaduTOBOH MNeuH
HCIONE30BaHNe MeTOAA TIOCIEeJ0BaTeNFHOrO pa3baBieHus),

- VI3yveHne BO3MOXHOCTH BBIJENECHIS IUIATHHE], TANLAa/VS, HPHIHS ¥ POAKS C
IIOMOIIIBIO HOBBIX Cepy- M a30TCOAEPXAlMX KOMIUIEKCOOGpasyIOIHX TOTHMEPHEIX
copbenToB. M3yueHne KHHETHYECKHX H EMKOCTHBIX XapaKTepHCTHK COpOEHTOB No
OTHOMIEHHIO K XIIOPOKOMILIEKCaM IUTATHHB], NAIANNSs, MPHAHAS H PONHS.

- Vlayuenne ycnoBuii IPYIIOBOrO BBINENEHNA U KOHUEHTPHPOBAHMS TUIATHHEL,
nmaiagusd, HpUAWS ¥ pomus ¢ INOMOWBI0 HOBBIX Cepy- H  &30TComepKaulux
KOMILIEKCO00pa3yiolnX COpOEHTOB B PacTBOpE, COREPIKALIEM MaKPOKOMIIOHEHTH!
BTOPHYHOI'O M TEXHOTEHHOTO CHIPhSI, TAKHX KaK AIIOMHHUI, HHKEIb, JKene30, MeXb,
XpOM, CBHUHEL, UHPKOHUH 1 Ap.

- Hccnenosanue BauAMHA ocHopbl npobel Ha DTAAC onpepenense ITM
EXAFS' metonom.

- PazpafoTka U MeTpPOJOrHYecKas OLEHKA ATOMHO-aGCOPOLMOHHEIX METOAMK
onpenenenuss IIM B OOBEKTAX CHOXHOTO COCTaBa TaKWX, KaK OTpaGoTaHHEIE

ABTOKATalIM3aTOPEI, SHEKTpOHHBIﬁ JIOM, OTXOMBI IIPOU3BOACTBA LUIBETHEIX METAJIOB

Hayunas HOBH3HA.
1. OnpeneneHbl KOMIIOHEHTH! Npo6 BTOPHYHOrO M TEXHOTEHHOIO CHIPBA,

SBISIOIMECS WCTOMHMKAMH IorpemHocteff mpu ompexenesun IIM  meromoM
3TAAC.

2. HaiineHs! HOBBIE MOBXOAB! K CHIDKGHHIO BIHSHHMSA OCHOBEI INpPOOEHL
IlpuMener Meronm mnocnenoBarensHelx pasbasnennit i OTAAC  ananusza
BBICOKOKOHIIEHTPUPOBAHHEIX H MMHEPaIM30BAHHEIX PAcTBOPOB NPOG BTOPHYHOTO H

TEXHOIEHHOTr O CBIPbA.

!V EXAFS meron - Extended X-ray Absorption Fine Structure MeTox
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3. Tloraszamo, Yro YMeHbIOEHWe MOFPEINHOCTEH [JOCTHraerca opH
copbrmonnoM BeimeneEME IIM ¢ HCHONB30BAHMEM Cepy- H a30TCOHEPIKANIHX
copbeHTOB C BEICOKMMH KHHETHYECKHMM H €MKOCTHEIMH XapaKTepHCTHKAMH.
Haiinens! yciroBys rpyiioBoro BEIAENEHHR B KOHUEHTpHpoBanus IIM uz pacTBopoB
Pa3NAYHEIX BIAOB BTOPUYHOIO H TEXHOTE€HHOTO CHIPEA.

4. 3a cuer MomMbHKAUMM MaTpHIBl BONHEIM DAacTBOPOM aMMEaKa IpH

OIIpenCNEHHH HPHIHUA ¥ PO YMCHBIICHO BIMAHNE AFOMHHUA H XeJe3a.

Hpaxrayeckas 3HaYMMOCTh

1. CucreMaTH3HpOBaHB! IIONYYEHHBIE OKCHEPHUMEHTANBHEIE HaHHEIE O
BIMAHNE MaKpOKOMIOHEHTOB (JIOMMHIA, JKeNe3a, HHKeJs, Mely, CBUHIE, XpoMa U
Ip.) Ha onpefiesieHHe NIaTHHE], HaIafis, UPHIHS H PO,

2.  VeubuupposaHel ~ ycnmoBus ~— COpOLMOHHOTO  BBIIENEHHS M
KOHUeHTpHpoBaHua IIM ¢ I5OMOIIBIO HOBRIX Cepy- H  a30TCOAEPIKAlIUX
KOMILIEKco06pasyIoIuHX cOpOeHTOB He3aBUCHMO OT COcTapa 00bexTa, crocoba ero
Ppa3NOKEeHUs K MAacCOBO#t AOMH ONpeReNIeMBIX JIEMEHTOB,

3. PaspaboTaHpl MeToAWK# aroMHO-abcopbuumonsoro omnpegenenus IIM so
BTOPUYHOM M TEXHOTEHHOM CHIpbe §e3 NIpOBEAeHNS XUMHYECKOH npoGonoroToBKH
YIpH KOHIEHTpalMH MATPHYHBIX BIIEMEHTOB 0 1 MI/cM® (QMANasoH OnpejenseMbIx
cogepxxanuit ITIM #-107 -n-10" % Mmacc, S, cocrasiser 7-8 % npu P=0,95) u ¢
HCTIONB30BAHMEM IIPENBAapHTENBHOTO BBIACNEHMS M KOHUeHTpupoBauy IIM ¢
OTHENeHHEM OT OONBHIMHCTBA MAKPOKOMIIOHEHTOB MATPHIEI BO BIOPHYHOM K
TEXHOreHHOM  CHIpbe  (JMamasoH  oONpefieNiseMBIX  coflepxaHmit  IIM
n+10" -n-10"" % Mace, S, cocraBaser 10-12 % npu P=0,95).

4. PazpaboTaHHsIe METOAKRKH BHEAPEHE! B NPAKTUKY paloTE! MCIBITATENBHOTO

aHaNUTHKO-cepTHUKaronHoro nentpa FTMPEAMETa.

Ha 3amury BhIHOCATCH:
1. Pesynpratel mccnepnosanus norpemdocreit npr DTAAC onpepenenun

IUTAaTHHB], NUIAANUA, APHAHA ¥ pOAHsI BO BTOPDHYHOM H TEXHOICHHOM CRIPEE.



6

2. Crioco0B! yMeHBINEHH BNMAHMA OCHOBHI Mpobbl mpu ompepenenuk ITM
merogoM OTAAC.

3.  Pesymsrartsl  H3y4eHHR  YONOBHH  IDYNMIOBOIO  COPOHHOHHOIO
KOHLICHTPHPOBAaHNUA IATHHE], NaIAfus, MPUAUA U DPONMS HA HOBBIX Cepy- H
a30TCOAEPKAIIMX KOMINIEKcooOpasyomux copferTax.

4. Meronukn aTOMHO-aGCOPOLMOHHOIO ONpeXRENeHus NNATHHBL, NaUIaFM,

HpUAHs ¥ POAHS BO BTODHYHOM U TECXHOI'CHHOM CBIDEE

Anpobannsa_padorsl. OcHOBHEIE Pe3yABTATHl HCCIEROBaHHH NOJOXEHB! Ha
Bceepoccuiickoit xordeperuun «Ananutuka Poccun» (Mocksa, 2004 r.); Ha 2-oit
Beepoccniickofi  kombepennnu «Anamyrudeckue npubopsl» (Camxr-Tletepbypr,
2005 r.); Ha Il MexzaysapogHoM cuMmmosuymMe «Paspenenne H KOHICHTPUPOBAaHUE B
aHanuTHYecKod xumuu B papuoxumum» (KpacHonap, 2005 r.); Ha MexayHaponHoM
koHrpecce mo aHammruueckoii xumuu ICAS-2006 (Mocksa, 2006 r.); Ha
VII EBponeiickoii xoHndepeHmMH m0 aroMHO-abcopOHHOHHON CIEKTPOMETPUH,
3IeKTpOTEpMUYecKOMy McmapeHmro ¥ aroMmuzauun VII EFS (Camxr-ITerepbypr,
2006) 1 ma XVIII Mexnynaponuoit UepHAeBCKold KOHQepeHIMH IO XUMHH,

AHANHMTHKE M TEXHOJIOTHH ILTaTHHOBEIX MeTaitoB (Mockaa, 2006 r.).

Oyoankaunu, Ilo marepuanam mucceprauup onmyGnuxoBaHo 3 CTaTbH B

HeproaudecKkoi edaTu ¥ 6 TE3HCOB AOKIaZoB,

Crpykrypa n o6bem paGorsl, Juccepranus COCTOMT U3 BBeZIeHHS, 063opa
JGuTepaTypr! (MaBel 1), SKCIEpIMEHTANBHON Yacti (TaBb!l 2-4), BEIBOXOB, CIHCKA

nutepatypel (181 Haumenosanuif) u Ipunoxennit (1 u 2). PaGoTa u3noXeHa Ha

119 cTpaHHIaX MaMIMHEONHCHOrO TEKCTA, CONEPXUT 17 pucyHKoB U 19 Tabmuu,
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OCHOBHOE COAEPHABME PABOTH!

O6G30p JaTEpATYpH!

B ymurepaTypHOM 0030pe KPHTHIECKH PAcCMOTPEHE! CHocofnl XMMHYecKod
Tpo0oTIoATOTOBKH (PazloKeHHe, BEENICHAe H KOHUEHTPUPOBAaHHE) U CHIEKTPaNbHEIe
MeToms! ompenenerus ITM B MuBepamsHOM CHIPBEe H IPOAYKTAaXx ero nepepaboTku.
IlokazaHo, 9T0 WHCIO PaoT MO AHANMM3Y BIOPHYHOIO M TEXHOTEHHOTO CHIPHS,
HHTEpeC K KOTOpOMY BO3pOC B IIOCTefHee BpeMd, CpaBHUTENsHO Mano. Cpemu
MeTofioB onpeneneHus ocofoe BHMManme yneneHo DTAAC. PaccMorpens! paboTs,
NOCBAIUEHHBE MaTPHYHBIM IIOMEXaM, M JpoaHanH3upoBaHa 3(Q(EeKTHBHOCTE
cymecTBylomux MeTozioB ux cHmxeHHs npu OTAAC onpexenenuu ITM. Cnenan
BEIBOX 00 aKTyalhbHOCTH paspa0OTKH YHHBEPCAIBHOM METONHMKM TIpYIIOBOIO
OTpefieNesys IUIaTHHE], Halafusd, HPHIUA U POXUS BO BTOPHUHOM M TEXHOTEHHOM

CHIpBe Ha ypoBHe copepxanni IIM 7:107 —n-10™ % Macc.

OKenepHMEeHTAILHAN YacTh
ANINapaTypa, pacTBOpLI i PeAKTHBEE

Pa6ory BEIMONHANN HA HEILTAMEHHOM aTOMHO-a0COPOIIMOHHOM CIEKTPOMeTpe
upMs! I lepkun-DnMepy, Momens «Zeeman/3030y», ¢ koppekiuelt QoHa HA OCHOBE
adexra 3eemana. B xayecTBe aTOMH3aTOpa HCHONE30BaNM IPaduTOBYI0 KIOBETY
dupME! «[IepkuH-Dmvep» ¢ MMPONUTHIECKAM IOKPBITHEM M 6€3 MOKPHITHSA, MOZENb
HGA-76. B kauyecTBe HCTIOYHHKOB H3Iy4eHHA HCHONE30BANM JaMOBl ¢ TONBIM
KAaTOHOM st ONpeXeNeHus HIATHHBL 74 BEGER T tupmer
«Coro31BeTMETABTOMATHKA) ¥ MpHAMS ¥ posus dupMel «Tlepxun-Onmepy», Tlpubop
OCHAUIeH YCTPOHCTBOM I aBTOMAaTHIecKoH moma4yu pactBopa (o0beM BBOZMMOHK
npoGpt BapsupoBanu or 10 no 40 mxm), Mozens AS-60. 'a3 HOCHTeNs — aprod.
TeMnepaTypHbiil peXXMM aTOMH3aliiM ONpEHeNsieMbIX 3JIeMEHTOB, YCTAHOBJEHHbIH
SKCIEPUMEHTANBHEIM ITyTeM, NpencTaBneH B Tabmuue 1. ATOMHO-3MHCCHOHHBIA
CIEKTPOMETp ¢ HHAYKTHBHO-cBssamHoi mnasmoii (ADC-HCII) ¢upmsr «Thermo
Jarrell Ash» 1 «JI-38» ucnonp30Baiu M1 KOHTPOJIA OTAENBHEIX CTARMI XAMHYIECKOH

NPOGOTIOETOTOBKY. [ M3yUeHN BAHAHISA OCHOBE! IPOOE! (HUKENB, Meflb ¥ JKele30)
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Ha STAAC onpegenenne IIM wucnionssopann EXAFS usMepeHnd ¢ IIOMOIHBIO
HCTOYHMKA CHHXpOTpoHHOro msnydyeHns «ANKA», Karlsruhe (momens MSS).
HneHTHHUKanuIo CrieKTpoB NPOBOAMWIH ¢ moMomiso Gas Aaumeix (Farrel dytle data
base). DnexTporHKle criexTps! nornomenns (DCII) pactBOpOB coneif MeTamnos 10 H
rocye NMPOBEAEHHS XHMUIecKoil HpoGomoAroToBKH B AvanasoHe AnuH BonH 300-
550 HM peructpHpoBany Ha ciexrpodoromerpe «PYE Unicam» (PU 8800 UV/VIS),

JnuHa KroeeTH 5-10 cM.

Ta6aana 1 - YcinoBus aroMHO-a0COpGIHOHHOT0 onpeeeHUs IATHHE, MaIaus,
npupus 1 poaus (Zeeman/3030)

Temnepartypusti pexud (T, C) K IpoxomKHTeNBHOCTS
nponecca (i, ¢)
Hnuna . .| Omxur Juanazon
Snement| BomEEL Bricymusaue ITO AroMu3anus (ouncrka | ONpenenIeMbIX
e ) KIOBETHI) | KOHUeHTpalH,
HM Cy, Mrr/on’®
TC | te |TC|te | T,C| t,c |TC|te
265,945 80 - - 1
Pt 306,471 120 10 | 1300 | 15 | 2650 4 | 2700 0,1-1,0
271,904
244,791 1 80- 2400 - 1
Pd 340,458 | 120 10 | 1100 | 15 2500 4 | 2650 0,05-1,0
se [ 343489 | 80- 2400 -
Rh 350252 | 120 10 | 1300 | 15 2500 4 (2650 1 0,05-04
sene | 263971 | 80-
Ir 284.973 120 10 |} 1000 |} 15 ) 2500 4 12650 1 0,1-1,0

}'.ITO' - IpeABapUTeNbHas TepMuaeckas o6paboTka
~ PEXHM Ia3-CToN
"
- e 0,2 aM
- KIOBETa C THPOJINTHYECKHM NOKPEITHEM

B pa6ote HCONB30BAIH PeaKTHBEI MapKH HE HIKE «X. . [ pasnoxeHns
06pa3iioB, CoZEepXaIMX IUIATHHY H Hallajuil, HCIONB30BAIHK CIIOCO0 Pa3noXeHHUs
cMechlo MuHepanbhbx kuesor HCl u HNO; u (3:1); mis poAus NpHMEHSIH
ChjaBieHne ¢ NHPOCYNLhATOM Kanus ¢ MOCHeNyIOWHMM BhHUUENayuBAHWEM IIapa
CMeChI0 MIHEpaIbHBIX KUCIIOT; 00pasisl, cofepxaniHe upuauii ¥ np. IIM, criexany ¢

NEpPOKCHOOM HATPHA, IUIaB TAKKE PACTBOPAJIH B CMECH MUHEPAJIbHEIX KHCJIOT,
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B ragecTBe HHCTPYMEHTAIBHEIX CHOCO00B H3YYal BOSMOKHOCTS KOPPEKIHK
dona ¢ momompio Sthoexra 3eeMapa; mepexol Ha ANBTEPHATHBHYIO JIHHHIO
ONpeNeNIEMOro JNEMEHTa; BIHAHHE TAKHX SKCIEPHMEHTAIBHEIX (aKkTOpoB, Kak
TEMIIEpATYpPa U BPEMS OTAENBHEIN CTaMi ONPEe/eNCHNs, CKOPOCTE NOTOKA rasa | JIp.
TIapaMeTphl; HMCCIenosaiH RINIHME KOHICHIpaumM coneii Ha ompexenemme ITM c

TOMOUIIBI0 MCTOXA TIOCHACNOBATEIIBHOTO p&GaBnem&x

I necnenoBanns BIMSHNH MakpOKOMIIOHeHTa Ha aGcopbnmio TIM rorosnnu
CepYIO MOJENBHEIX pAacTBOpoB, comepxammx 0,1-1 mxr/er® TIM u mepeMenHbie
xonuxecrsa (0,1-5 Mr/cm:‘) COMYTCTBYIOWMX neMenToB: Al, Ni, Fe, Cr, Cy, Pb, K,
Ce, Zr - na doHe pa3GaBNEeHHOTO PACTBOPA CMECH COMAHON M A30THOK KUCHOT,
UIOEHTHYHEIA COCTaBy aHAIM3HPYEMEIX HPOO Iy PacTBOPEeHHM OOBLEKTOB aHANH3A B
CMeCH MMHEpanbHBIX KHCJIOT. VisyueHHe BNMAHMS IIEPEMEHHBIX KOJNMYECTB
MaxKpOKOMIIOHEHTOB Ha abcopOnuio ONpefenseMBIX 3JEMEHTOB NpPOBOJUIM B
pexuMe, IO3BOTIONIEM OINHOBPEMEHHO OLEHWTh curHan aGcopbuum (AA),
CKOpPPEXTHPOBAHHBIN curran (ZAA) (c ysetoM dona ¢ riomometo adperra Jeemana)
4 ¢on (BG).

Jins BEImeNeHNs ¥ KOHUIEHTpupopanuda IIM onpoboBaHE! OAUMEPHEIE cepy-
44 aaorconep;xaﬁme rerepouenHsle copfeHTsl, BeiTyckaemble HIIQ «Ilammana».
Hassanue u cocras copOeHTOB NpeXcTaBieHEl B Tabnupe 2. M3 npeacTasneHHOro
pana copGeHTOB NpPOMEBIICHHO BhIMymeHs! copbentsr: KJTI-1 (monmmMepnslit
tuoadup), KIIM-2, KIIM-8 n KITV-2. Ocranbhsie copOeHTH! NpencTaBasoT coboi
nabopatopHere obpasupl. Copbuuro MeTalioB NPOBOSUIM B CTATHYECKHX YCIOBHAX
(o6Bem pacteopa 50-200 cn®, Macca copGenta 100-400 ML) npy IepeMElHBAHNY Ha
MarnuTHO Memmanke npu 20 "C ¥ IpH Harpesanun npe 100 'C, Iipy pasHOM BpEMEHH
xonrakta (asz (0-120 muH), pasHoii kucmotHoctd cpenst (0,5-3 MHCI), B
npucyrerein (1-10 Mr SnCly) p orcyrerBun naGunnsaropa. CTeneHb H3BNEYEHHS
meramios (R, %) BEMUCIIIN, ONpexeNas UX OCTaTOYHYI0 KOHUEHTPAUHIO B pacTBOPE
WM B KOHIEHTpate copOeHTa. [IaHHEIE AN TIOCTPOSHHS M30TepMEl copGupm
AIATHHB] NONYYand B CTATHYECKMX YCHOBHAX NpM MepeMelIMBaHUM Ha MarHWTHOH

Memanke Tipu 20 “C B Teqenue 120 Mun, CeNeKTHBHOCT: COPGEHTOR POREPAIM Ha
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MOZIENBHEIX DPAacTBOpaX C M3BECTHEIM CONECPXaHMEM HUKend, MefH, Xpoma,
QTIOMHHKS, JKeNe3a ¥ LMHKA M Ha PealtbHEIX 06BeKTax BTOPHYHOTO H TEXHOTEHHOrO
coIpbs. Bece mapamerps! copbumonHoro mpouecca onpefneisn Merogom DTAAC B

COOTBETCTBHHM C TEMIIEPATYPHEIM PeXIMOM, IIPHBEAECHHEM B Tabnuue 1.

Ta6mua 2 — CocTaB reTepONeITHBIX ITONMMEPHEIX COPOEHTOR

Hasparyie copSenta CocraB copbenta
MonoMeTieHcy IO HIHELE TP Ge3 830Ta H JIPYIHK
KII-1 -pomavepistt | pyramonans#sIx rpym

mioapup S=60,7%; C=25,8%

KIM-2 MonoMeTIIeHCYIb(HLIE TPYIIIE], TPCTHYHER 230T Oea samectirenci
S=47,8%; N=10,5%; C=35,8%

KIM-8 MonoMeTsIeHCY B WIHELe [PYIIIBL, TPSTHYHEL a30T Ges samectrTeNel
S=50%; N=14,5%; C=31,5%

KIIY-2 Mono- ¥ IMMeTHIIEHCY B ATHEIE TPYIIILY, TPETHUHBE a30T 6e3
3aMecTHTeNeH

S=47%; N=10%; C=35,5%
Komninexcoobpazoparens | MORO: H JHMETIICHCY AR AHEIS IPYIILY, TPETHIHE 30T,
CYCJIOBHEM Ha3BaHHeM | KapBOKCHUBHELE TPYTHIEL

«natmay S=36%; N=8%; C=33,5%
o MoHOMETHIEH 1 AHMETIIICHCY I HIHBIS TPYTHILL, TPETHHHBIN &30T,
copGerr THIPOKCHITEHBIE FPYIIIBL

(ouech AVIHOCIIIPTOR) | o 300/, N=6-70%: C=56-58%

Mono-, 2¥ H TPUMETHIEHCYTBGUIHEE TPYTNE K TPETHUHEIH
30T, CBA3AHHE C OTHUM KU IBYMS 3aMECTHTENIMY

Onkrraele 06pasuet

Waygany Bo3MOXHOCTS MOZHU(HKAMH MaTPULIEL BOJHBIM PaCTBOPOM aMMHaKa
D0 ofpasoBaHusi [ETEPOreHHOH CHCTEMBI: KOMIUIEKCHBIX aMMHAKaToB HPHANA M
pomHS M THUIPOKCOCOSAMHEHMH MAaTpHYHBIX OJeMeHToB. M3yueHue ycloBHi
o0pazoBanuif KOMNMEKCHEIX aMMuakaroB IIM B THAPOKCOCOeHHHEHMH 3/IeMEHTOB
OCHOBBI TIPOGE], & TalKe OLEHKY cTemeHH paspelieHusd IIM H 5JeMEeHTOB OCHOBHI
nposogunn ASC-UCIT u MeTozoM crieKTpodoTOMETpHH.

IlpaBUNBHOCTE AHANIM3a KOHTPONMPOBAIM METONOM «BBEeEHO-HalineHoy,
METOXOM BapbHPOBaHHH HABECKH, CONOCTABIEHHEM C PE3yNbTaTaMH, IOJY4EHHEIMHI
He3aBHCHMBIMH METOJaMH, @ TaloKe aHauu3oM Inpo0 M3BECTHOrO COCTaBa,

OIpEXelIeHHOTO paHee B NpyriK 1abopaTopysax U ApYruMy METOAAMH,



11

HecrpyreRTanbEEe CHOCOOH! yMeHEIIEHNS NorpelnocTeii npa
onpejenesHH IIAaTEARY, NAANaARs, ApAEA B poaus serogoMm ITAAC
Tlpr onpepenenun IIM BO BTOpHIHOM M TECXHOTSHHOM CHIPEE METOHOM

OTAAC BO3HEKaIOT CHCTEMATHYECKHAE MOIPENIHOCTH, MPHBOAAINE K 3aBHINICHHIO
WM 3aHIDKEHHIO pe3ynsraToB. Taxue BAMSIHUWA TPYAHO YIECTb, HOCKONBKY
perEcTporpaMna CHTHaNa He MCKaikeHa M mneeT Gopny obbraHoro mmxa. Ommaxo
3apucuMocTs abcopbumu (mo onpexenesHoro xoshdurmenta pasbasneHus) oT
creneny pa3lapieHHsA; pacXOXAeHHe PDE3YNBTATOB, IIONYYEHHBIX pasiHYHEIMH
pacdeTHEIMM crocobamMM (METOROM OTPAHMYHBAIOIMX pACTBOPOB, METOAOM
JZo6aBok, MeTOROM KamubpouoHoit KpuBoiA), ¥ Apyrue HakTel YKA3HIBAIOT HA BIHSHHE
HE TONEKO KOMIIOHEHTOB OCHOBBI IPOOEH], HO M HH3UYECKUX NapaMeTpOB PacTBOPOB
Ha onpeaenerue ITM metomom DTAAC, Takue BnuAHMA HeOOXOMMMO BBIABIATE H
YUYHUTHIBATE B KAXKIOM KOHKDETHOM CIIyvae.

B pafoTe cHCTeMaTH3HPOBAHBI JKCIEPHMEHTANBHBIE NAHHGIE O BIHAHHA
OCHOBHEIX MATPHYHBIX 5JEMEHTOB Ha ONpefeNieHHe IJIATHHEI, NAIafus, HPHAKL 1

popus metogoM DTAAC (tabmina 3).

Tabnuna 3 — Memaromme sIEMEHTH Hpy OHpeleneHuH MIATHHEL, NaIafys, UPUAU 1
ponus

JinAsa BONHEL . Howma  [PasiAIa
OnpenesnseMslit onpezensenoro Memarommit BOJIHEL IUH ToMex
3J1eMEHT OeMEHTa. M INEMEHT  |Mewaromiero | BOMH
? plieMenTa, HM | A\, M
1 2 3 4 5 6
Al 266,039 0,094 [He yraercst BLUIENUTH CHrHAN
Cr 265,975 0,03 |YMeupIeHue CHIHANA
265,945 Cu 266,629 0,684 [He Bimsger
Fe 265,924 0,021 |VeemuueHne cHrHana
Ni 265,591 0,354 [He Bimsger
Al 271,896 0,008 [He ynaercs BEIIEAHTE CHIHAT
271,904 VMEHbIIEHHE CHTHaNa 0
Pt Fe 271,903 0,001 OTPHUATENBHEIX 3HAYEHHI
Al 306,43 0,041 [He ynaeTca BLAENUTD CHTHAL
Cr 306,507 0,036 [Vmensmenne curnan
306,471 Cu 306,342 0,129 [He Bmiger
’ Fe 306,422 0,049 |VBennuenHe cursana
Ni 306,462 0,000 Emem;memxe CUTHANIA KO
TPHUATEABHBIX 3HAYCHRH
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Hpogonzxenne Tadauup 3

1 2 3 4 5 6
Al 245,259 0,468 [He ynaercs BHENHTH CHIHAN
Cr 244,693 0,098 |VBemuueHue curaana
— 3
Cu 244,822 0,031 ITo Ccy=1 Mr/cym’ cxrnan Pd
244,791 ;e bgﬂﬂt:rfﬂl ¢ curnan Pd
0 Cre=1 Mr/cm an
Fe 244,775 0,016 ke Menseten
Ni 245,047 0,256 [VMeHbIIEHHE CHIHANA
Pb 244,618 0,173 [Ysenuuense curHana
Pd Al 344,365 3,907 [He ynaercs BRIIETUTH CUTHAL
Cr 340,36 0,098 [He nuger
0 Ccw=1 Mr/cm’® curnan Pd
Cu 340224 | 0234 ﬁe o
340,458 Fe 340,436 0,022 [Ypemuuerne curHaia
. Mo Cxi=1 Mr/em® curman Pd
Ni 340,343 0,115 1o MeRsIeTCS
Pb 345,549 0,091 [He smmser
Al 263,155 0,816 [He ynaercs BRIHEANTh CHTHAI
VMeHbINEHHE CHIHANA KO
Ce 263,977 0,006 OTPHIIATEABHEIK 3HaUeHHH
Cr 263,943 0,028 [He smuser
263,971 Cu 263,0 0,971 He pauser
* Mo Cro=1 Mr/cy’ curnan Ir
Fe 263,955 0,016 6 MORSETCS
I Ni 263,289 0,682 [He musier
Al 290,750 5,777 {He ynaercs BHIAETUTH CHIHAT
Ce 283,729 1,244 [He Bimmger
Cr 284,984 0,011 He smuser
284,973 Cu 283,755 1,218 He Bmsger
0 Cre=1 mr/ene curnan Ir
Fe 284,961 0,012 © MOHACTCS
Ni 284,282 0,691 [He piuser
Al 344,365 0,876 [He ymaeTcs BHINEIHTH CHIHAN
Ce 343,521 0,032 [He Biuser
Cr 343411 0,078 [He snuser
343,489 Cu 344,051 0,562 [He pimuser
Fe 343,705 0,216 He niuser
Ni 343,356 0,133 YsennueHne CHrHaa
Zr 343,823 0,334 [Vsenuuenue curnaga
Rh Al 358,691 8,439 [He ynaercs BBIENHTE CHIHAN
Ce 351,738 1,486 [Vsenuuenue curnana
Cr 350,23 0,022 |Veeanyenue curuana
Cu 350,032 0,22 He Bunger
350,252 Fe 350,057 0,195 He Bmister
Ni 350,26 0,008 VMEHBIICHHE CHIHAIA JI0
OTPHLATE/ILHEIX 3HAUEHHAIT
Zr 350,231 0,021 [He Bauser
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VCraHOBIEHO, YTO eCHM PAsHAUA JUUMH BOMH MEXAY ONpEeNensdeMEM K
mMematomuM dnemenToM (AL) messme 0,01 HM, TO HaONIOZAIOTCH CHEKTPATBHEE
NOMEXH, BEI3BAHHEIE NEpEeKPHIBAaHHEM CIEKTpa ONpeNedeMOro 3leMeHTa. B 3ToM
cITydae BO3MOXHO HCKIIOYEHHE CHCTEMATHIECKOH HOTPEMIHOCTH 32 CYeT Iepexoia
HA QIBTEPHATHBHYIO JIMHMIO ONpENeieMOro OSJEMEHTa. B  ciygasX, Korna
HEeCEJIEKTHBHOE TOMIOMEHHe He YHaeIcs ydecTh C NOMOIEIo addexra 3eeMana,

TpeGyioTCcs NOMONHUTENBHEIE COCOGH y1iera (oHa.

WseecTHO, 9TO CHIDKEHHE BIMAHHS OCHOBBI IIPOOBI 3aBHCHT OT TaKHX
IKCIIEPHMEHTANBHEIX  (aKTopoB, KaK CKOPOCTH HarpeBa 3JeKTPOTEPMUYECKOro
aToMusaropa, TeMueparyphl craguu ITTO » aToMH3alUM H CKOPOCTH IOZAYH rasa.
BriGop onruManbHOM TeMmepaTypHOW IpOrpaMMBI HarpeBa IIe4M HrpaeT
onpegensomyio pois npd OTAAC, TaK Kak INO3BOMSET CENEKTHBHO HCIApAThH ¥
3aTeM yAanaTh MATPHILY OpH TEMIIEpaType, MeHbIeH, YeM TeMIepaTypa aTOMH3ALHI
ompezenseMoro snementa. Tak, NP KOHIEHTpaluu coieil mo 1 mr/em® mHorma
yhaercs YCTPAHHTh I[IOMEXM CO CTOPOHBI MATPHYHBIX SJIEMEHTOB INOAGOPOM
TeMIepaTypHO-BPEMEHHOT0 pexiMa Ha craguu ITTO. Veenmuenue TeMnepaTypsl U
IJMTeNIBHOCTH O030JieHHA Io3BoJiger Ooliee IONHO YHANHTL OCHOBY IpoGHL
VMenslienre (OHA JOCTHTAeTCH MYTeM MCHONB3OBAHUA PEXUMA (aTOMW3ANUT B
HOTOKe rasay, Tak Kak B NOToke rasa (300 aM’/MHH) moctHraercs pazbapnenue
Dpo6Er ~ B 5-7 pas.

Ecnz Ha srame aToMM3alMM ONpefienseMBIH dNeMeHT wWchapsercd He
[ONHOCTBIO, uTO B ciyyae ITIM BEISBaHO BO3MOMHOM OKKIIO3HEH OHpPERENSeMOro
MeTaJla B MaTpUIE, TO UCIONE3YIOT MeTOX IOCIeN0BATENEHOr0 pasbasnenus. Hamu
HCIIONE30BaH METOX MOCIeZOBATeNFHOIO pa3baBleHus IpH ompexeneHuy ITM
(C=0,1 % macc) mMetopoM OTAAC B TEXHONOTMYECKHX pPAacTBOpaX C BEICOKHM
comneBBIM cocTaBoM. Ha pyuc. 1 npefcrasieHa 3aBUCHMOCTE OTHOLIEHMA HaiffleHHOH
KOHUeHTpauuy sneMenTa (Cy) K HCXoHOl KOHUEHTpanun aneMenta B npobe (Cyp)
(k=2

C

x0

-100, %) or daxropa pasbaBneHus (n).YCTaHOBIEHO, YTO TOJBKO, KOrxa

abcopGuus MeHseTca KpaTHO ¢axropy pasbasiienus (yyacTok, Korza K He 3aBucHT
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oT n), 1A pacdyeTa KOHLEHTpauuy BO3MOXHO HCIIONE30BAaHKE DA3IMYHEIX METONOB

pacuyera KOHIICHTPRHHFI, B TOM YHCJIE X METOJa CTaHLapPTHBIX mobaBok.

100,0 - ? y

90,0 oM
wo 1o/l
70,0
60,0
50,0 -
40,0
30,0
20,0
10,0 ‘ | , .
0,0 ! ! | |
(4] 30 60 90 120 150 180 210 240
daxrop pazGabiaeHus, n

Ornowenne koHuenTpaumit K, %

Pucynok 1 — 3aBiCHMOCTE OTHOIIEHMA KOHIGHTpanuii (K = %‘--100 , %)

Pt (1), Pd (2), Ir (3) n Rlt (4) ot dakropa pasGasienus (n) "’

Hzyyenne sausunsa ocnosbl npote1 Ha ITAAC onpepesnenne IIM ¢
nomomsio EXAFS merona
Jlnst usydeHus IPOLECCOB HA NOBEPXHOCTH IPaUTOBOM MEUM HCIIONB30BAH

EXAFS wMeron. EXAFS Merog — O5T0 CHEKTPOCKONMS TOHKOH CIDYKTYpEI
PEHTIeHOBCKOro Kpas nornomenus. EXAFS conepsxut nudopMaiuio o Gmbkalienm
OKpY»eHHH (HOTONOHU3UPOBAHHOTO ATOMA.

Hns nomygenus EXAFS cnexrpoB roroswid ofpasusl INAaTHHEL B
npucyrersud 1000-xpaTHOro u3GelTKa HUKENS, MENM M JKeNesa, NpeiBapHTENbHO
Harpetsix o 1300 °C (ycmoBus IITO) (puc. 2). YcraHOBIEHO, YTO MaKCHMYM
CIEKTPa YHCTOH INAaTHHBI M MAaKCHMYMBl CIIEKTPOB IUIATHHHL B IIPHCYTCTBHU
MaTpHYHBIX JIEMEHTOB COBMNAfAlOT, YTO HO3BOJAET IPENIONOKHTE OTCYTCTBHE
Kakux ubo coenuHeHm# (HampuMep, HHTEPMETANIMYECKHMX) IVIETMHBI C 3THMU
anemeHTaMH Ha ctaguu IITO u, cnepoparensHO, H3MeHeHue abcopOLHY MNATHHEL

BBI3BAHO APYI'MMH IPUYHHAMH,
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Pucynok 2 - EXAFS
CIIEKTPh! YMCTOM IUTATHHBI H
ANaTHHEL B NPUCYTCTBHU
xene3a, Me 1 HUKeNS

Harencusrocts |y(R)] (R™7)
2

Aroruuit pagnyc R (A)

Copfumonno — aToMHO-a0cOPOLHOHHOE ONpeeieH e INIaTHHBI,
NAJLIARKSA, HPHIHA H POXHSA
I'pymmoeoe  BbIJeNeHMe M KOHHeHTpHposaHwe IIM ¢ nmoMomeio

KOMIUIEKCO00pa3yioluX cOPOEHTOB pasiyYHBIX KIIacCOB SBIAETCH YHUBEPCANBHAIM
crnoco0oM CHIKEHHS MATPMYHBIX B NPOYMX BANSHHMIA, 0COGEHHO B Ipobax ClOKHOTO
COCTaBa, K KakuM OTHOCHTCA BTOPMYHOE M TEXHOTeHHOE Chipbe. TaKoii Noxxox
TIO3BOJIAET PENTh M IPYryio 3afayy — CHHSHUTH NpEeHeNsl ONpefeneHus MeTofxa
OTAAC.

Tloxa3aHo, YTO HAMIYHIUMMH KHHETHYECKUMM XapaKTePHCTUKAMH B BEICOKOH
n36upatenbHOi CIOCOGHOCTHIO M3 BEIGPAHHOrO PAfa Ccepy- M a30TCOAEPXKAILUX
HONHMEpHBIX copbeHTOB 06nanaloT CcOpOeHTHl, COHepXKalUde B TeTepolenH
MOHOMETHIEHCYAbGUNHEIE TPYNNBl M TPETHYHBIE asor Ge3 samectureneit. g
DpOBeAEeHHs HCCHeNOBaHMi BHIOpAHE! IIPOMBILIIEHHO BEITyCKaeMble COpOGeHTEl
KITV-2 u KIM-8.

OKCNepUMEHTANBHO ToX06GpaHsl ONTHMANBHEIE YCIOBHA  COpOLUOHHOIO
KOHIIEHTPHPOBAHNA MHIUBHAyansHeIx pactBopoB IIM. Kpusbie copbuun miarussl,
Hauiafus, MpMAMS M pOOMS B 3aBHCHMOCTH OT BpeMeHd KOHTakTa (a3 u
TEeMITepaTyphl, KHCIOTHOCTH cpefsl U fobapnenns jabunusaTopa SnCl, npusenens
Ha puc. 3-4. Emkocrs copbentos mo oTHomeHuIo k IIM cocrasiser He MeHee
600 mr/r (puc. 5).



—t
=3

100 . s 100 R G !
R , - ! !fl ] j0 1= =t T y
2 T 2 B ‘
2 s — 1 = 80 ’ 1
E n oot ng A | 1 )
| /il E o !
i so /L § so
g ” [}
g L g 40 ]
2 30 éj ; 30 I
£ 20 L 20
$ 0 f— ; E ool b ‘
+ - -
0 i P 0 A N
20 40 60 80 160 120 0 20 40 60 80 100 120
Bpcma xoHTarTa $23, Mnn Bpems xoRTIKTS §a3, MRE
100 } 100 2
$0 2 R v
. - 2 017 ~ ]
o 80 ; 80 1
E / 2 [/ )
E L » & 0T
X 60 E 60
Ll P T
o Q
g 40 g 40 Ir
f i NI
Q
§ow 7 E 20 Il
10 ©
10
. ~ T
0 0 o s % 100 120 20 40 60 80 100 120
BpeM g kontakra ¢a3, MuN Bpenz xouraxta a3, miry

Pucynor 3 — Kuneruueckne Kpussie copGuu ITM npu KoMHaTHOH Temmepatype
(t=20 C) (1) u npm narpesanuu (=100 C) (2): a —~ Pt, 6~Pd, ¢-Ir, 2 — Rh
(V=100 cM*; 1 M HCJ; Meopgerrs=200 Mr; Cpy py, 1r, Re= 0,01 Mr/en’)

100 100
| { Ru
ol Pd - | o Ir
o 95 \\ °\. 95 (Dl
g Pt & a) = "T
Y - E % 9
= 4
g 2
E 854 [ 58
:
E* 80 2 80
§ 75 QE 75
© e
0 — © 2
0,5 1 1,5 2 25 3 05 1 1,5 2 2,5 3
Konuentpauna HC, M Konuenpawa HCl, M

Pucynor 4 - 3asucumocts cremeny m3pnedenns IIM or kommentpammi HCl B

orcyrereud (a) 1 B mpucytersuu SnCl, (6) (V=100 5:M3; Meopbenra=200 Mr+5 Mr SnCly (s
cirygas 6); Cry, pa, 1= 0,01 Mr/en’; Cry=0,006 mr/ea’; =100 °C)
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700
eao} Pucynor § - Fzotepma
T ol copbuvn Pt ipn KomEarHo#
f_]. TeMmepatype
(S HR (V=100 cm*;1 M HCL;
E 300 - mprc)rI’B:zoo MT; R
] Cr = (0,1-3) Mr/ens®; t=20 °C)
g 200 ~

100 ~

[

00 05 10 ) 20 25 30
Konuentpanus Pt 8 pactsope Cpi, MI/eM’

B ycnoBHSX IPYNIIOBOIO KOHUEHTPHPOBAHUA COPGEHTH! II03BOJISIOT H3BNEKATh
Mukpoxonumuecrsa TIM B craTuueckux ycnosmsx npu Harpesammu (100 C) B
Tedenue 90 muH Ha done 0,5-1 M HCI ¢ no6asnennem S mr SnCls.

VcraBoBieHo, 4TO INpu copbumonHoM wussnedenmu IIM u3 ¢uneTpaToB
TEXHOJNOTHYECKNX PacTBOPOB (IOCIe UEMEeHTAlMH INATHHOBBIX METAIUIOB KENe30M
HJIH LIMHKOM) BMECTe C IJIATHHOBBIMH MeTaIaMi YaCTHYHO COpOHpYeTcs Menb, a B
pacTBOpe DpPaKTHYECKH HONHOCTBIO OCTAlOTCS HMKelb, Jcelle30, KajMuii, LMHK,
TEIyp, XpoM, KoBansT, CBHHEN, amoMuHni, BoisgpaM. TeM caMbBIM ToKasaHo, YTO
cepy- ¥ a30TcoAepIKaIne COpOSHTE XapaKTepH3yroTes BEICOKON CeNEeKTHBHOCTEIO JI0
otpomenmio ¥ IIM wu mosponmor wu3Bnekarh IIM B mIpHcyTcTBHMM M3GHITKa

MaTPHYHBIX 3JICMEHTOBRB.

OcobennocTs copOuMHI NIATAHBI, NALIAAHS, HPHAHS H PONHS

VcTaHOBAEHO, UTO H3yyaeMble COpOeHThl 00AajaloT BOCCTAHOBHTENLHBIMH
cBoiicteamu. Tak, npu na3mepennu DCIT matHEe! B MogensHoM pactope (1 M HCI)
IO mnpoBeReHus COpOLMOHHOrO KOHUEHTPHPOBAHHMA Habmiomaercs monoca
noryomenns npy 353 BM (puc. 6-a), xapakTepHas mnsa Pt (IV), 8 OCII nnarune! B
HPHUCYTCTBHM cepyasoTcopepikauiero copbenta KIM-8 (1 M HCI) maGmopaercs
nojtoca noriolueH st npy 331 uuM, xapaxrepras i Pt (IT). Xnopoxkomnnexcer Pt (IT)
Gonee nadbunpHel, yeM Pt (IV), oHM Jerde BeTynaloT BO B3auMoOAENCTBHE C

(GYHKUHOHANBHEIMU IPYTIIaMH COPGEHTOB.



18
OmeueHo, 9T0 OpH KOHTAKTe PACTEOP2 MpEms ¢ copberranm (KITV-2 u
KIM-8) npomcxoamt m3MeREHNE OKpACKH PAcTEOPOB ¢ TeMHO-KOPHYHEBBIX JO
xero-3enesblx. B OCII mcHe3aloT MONOCH IOMIOMEHMT, XapaKiepdble Iid
xiopokoyiwiexcos Ir (IV) (490 mn 1 430 HM), ¥ HOSBIEIOTCA HONOCE! TIOTIOIIEHHAS
mpn 420 Hv, XapaKTepHHe 11t xiopokoMmimiekcos Ir (IID) (pue. 6-6). YeraHOBNEHO,
910 xopoxoMmiexcsl Ir (TV) copOupyiorca ¢ Gollee BHICOROM CKOpPOCTBIO, WeM

Ir (IIT), omnaxo, creneHs w3pnedenus Ir (1) prrne, yeMm y Ir (IV).

L8 2,200

5' 6 Pt (IV) - no copGuun 2,000 4 I (IV) = 10 copGumn

5 16 1 .

£ S 1,800

£ 14 1 5

5 a) S 1,600

g N

g 121 E 1400 -‘ 6)

(<] Pt v Y o

8 1 W m fanennn copdenTa 2 1200
13

g 03 g 1000 4

2 § 0800

£ 064 g ,800 4

E 2 0,600

O 04 =
E 0400 - Ir (II) - npx noGasnensis copfenta
o}

02 1 0,200
0 T v 0,000 ; - "
200 300 400 500 600 370 420 470 520 570
JimHa BOMHEL, HM Jma BOJNHEI, HM

PucyHok 6 — DieKTpoHHEIE CYIEKTPH! NOMMIOMIeHys aThHE! (a) ¥ upkmud (6) xo
copbruu u nocne godasnenus copbenra KIM-8

C nomomsio EXAFS Merona ciienaHo NpeAioNoxkeHne 0 COCTaBe KOMILIeKea
«copbenr-copbary. g 3TOro mpoBeNM COpOHHMONHOE KOHLEHTPHPOBAHHE
xnopoxominexcos Pt (IV) B BrIOpaHHSIX ONTHMANGHBIX YCIOBHAX B IPHUCYTCTBHH
cepycozepxxamero copbenra H cepyasorcozepxamero copbenra. Ilomydenssre
TaKHM obpasoM obpasusr uzydann ¢ nomompio EXAFS metoma. B obGoux ciryyasx
MaKCHMYMEI CIIEKTPOB COBHAJ@iOT (pHC. 7), YTO IIO3BOJLIET HpPEANIONOMUTS, 4YTO

IIJIATHHA CBs3aHA C cepoﬁ, a HE C a30TOM.
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Pucywox 7 - EXAFS cnexTpel INaTHHEL B IpucYyTCTBHM cepy- (1) u
cepyasoTcogepxaiero (2) copGeHToB

Mogntuxanns MaTpALBI BOAHLIM PacTBOPOM aMMHaKa

Jnn nmpenpapuTenbHOW OLEHKM coAEpKaHusi HpMAMA ¥ poiua (Hapsmy ©
apyruva TIM) B DpUCYTCTBHM ANIOMHHMS M JKelesa MCIONB30BAH Cnocod
MopuduKaniy MATPUIE! BOAHEIM pacTBOpoM aMMuaka. OGpaboTka pacTBopa Npobbl
BOXHBIM pacTBOPOM aMMHaKa TO3BOJIAeT TepeBecTH HpUAME K pomuil B
PacTBOpAMBIE aMMUadHble KOMIUIEKCH], & ATIOMMHAH 1 JKeJe30 — B HEPACTBOPHMBIE
TUIPOKCHABL

Hssectho, uro xmopusst Ir (I, IV)  Rh (III) npu B3amMopelictuu ¢
aMmMuaKoM obpasyloT ycToiuBhie aHUOHHEIE KOMIUIEKCHEIE AMMMAKaTHI

VeranopieHo, 4ro npu nobaBnenuy MaGHITKA BOJHOIO pacTBOPA aMMHMAKa K
cmecu xnopuzos Ir (111, IV) usmMensieTcs oxpacka pacTsopa [0 3eN€HO-ONMBKOBOTO ¥
BHINARAeT ocafok yepHoro npera. Ocamok penrtreHoaMopdeH, NErko PacTBOPACICH
npy HoGapneHMM cONAHOM XHCHOTHI ¢ oOpa3oBaHKMeM 3eleHOr0 pacTBoOpa, uTo,
BO3MOXHO, CBs3aHO ¢ mpHcyrcrsuem coneif Ir (III). PacteopuMocTs ammuaxata
NpHAN cocTaBnseT He MeHee 400 Mxr/om’.

AGcopOuus KOMINEKCOB UPHAYS NPAKTHYECKK HE MEHAeTCsS B URTepBalie 0T
pH 8 no | M NH,OH (pucynok 8-a); rpaXyHpoBOYHbIe XapaKTePUCTUKK KUCABIX 1

aMMAAYHBIX XJTOPOKOMINICKCOB UpKAKS COBNIAJAIOT.
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ITokasano, Yro aMMMAXATH PONET MMEIOT MEHLUIVIO PacTEOPIMOCTB, FeM
aMEAKATH BpHaAs (He Meree 40 vmr/en’). B unteprane pPH 8 - 1 M NH;OH crrran
acopbumu  mpaxkTAdecKH  NocTosdeH  (pmcyHOK  8-0);  rpamympopouHEIe
xapaktepuctuxu Rh (II) B KHCIBIX 11 aMMHAAYHBIX PACTBOPaX TaioKe AHAIOTHIHEL

B npucyTcrBHH NepeMEHHBIX KONHYECTB JKeJe3a CXOOMMOCTB PesynbTaroB
oppefenenrs HpHAMS M POMMA U3 aMMHAYHEIX PacTBOpOB yxymmaercd. Ilotepm
UpHMAMA ¥ POXHS TPH OTHENEHHH Kelle3a MOXHO OOBACHATH, BEpOSTHO,
obpasoBaHHEM ManopacTBOPUMBIX COENUHEHMIl NpH B3aHMOZNEHCTBHM KarHOHOB

Keje3a ¢ aHHOHHBIMHY aMMUa4yHbIMH KOMIUICKCAMH HPHANA WIH DONHA.
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IIpaxriyecKoe mpHMeHEHHE

PazpaGorana MeTomMKa aTOMHO-abGCOPOHHOMHOTO OMNpENENeHHs IUIaTHHEL
namnaigus, HPUAMA M poaus 0Oe3 [NpOBEHEHHA CHELMUANBHEIX  IIPHEMOB
TIPOBGONOATOTOBKY PY KOHIEHTPALHE MaTPHUHBIX 31eMeHToB %o 1 Mr/em’. Tlpenen
OTIpE/IeTIenns TIPEATIOKEHHOTO MeTona >0,05 MKr/eM’, 4TO B YCIOBHIX SKCIIEPUMEHTA
(maBecka mpoGE1 0,5-1 T Ha 100 c’) coorserersyer >n-10" % Mace, CTAHAAPTHOE
OTKJIOHeHHe rioBropsaemMoctH S,=0,07-0,08 mpu P=0,95.

Ilpoepxy  nNpaBUNBHOCTH  paspaGOTAHHOM  METONMKHM  OLEHMBAIH
COTIOCTABIIEHHEM PE3YJIbTATOB aHAIH3a NapTHH OTPabGOTAHHBIX aBTOKATaIH3aTOPOB,
NONyYeHHBIX BHewHel opramsanueii (I), ¢ pesynbTaramu, MHONy4YeHHBIMH C
HOMOIIBI0  paspaGoOTaHHOrO0  HaMH  aroMHO-abcopOHHMOHHOrO  Meroga ¢

HCIIONL30BaHMEeM KucoTHOro pasnoxenns (II).

3a pesynsTaT aHaiuM3a (;c) NPHHEMAIOT CpefHee apH(MeTidecKoe ABYX
Pe3yNbTaTOR TapaJUIeNbHBIX ONPENeNeHHH, Kax[oe U3 KOTOPHIX BBINONHEHO H3
oTnennbHOH HapeckH. I'paHunnl MHTepBana A, B KOTOPOM TIOTPEMIHOCTE HaXOMUTCS ©
JosepuTelibHOM BeposTrocTy P=0,95 paccunTsiBany no hopmyie:
A=%196-8,,

THe S,- CTaHOAapTHOE OTKIOHEHHE [IOBTOPSEMOCTH (CXOAMMOCTH),

Ta6anua 4 — ConocraBlieHue pe3ynsTaToB onpenenerus [IM B aBTOMOOHIBHEIX
kataynusaropax (% Macc) pasiHYHBIME METONaMH

I
OneMeHT I )
(x£1,96.8y), P=0,95
Pt 0,15 0,15£0,02
Pd 0,036 0,039+0,004
Rh 0,031 0,028+0,005

I - pe3yneTaTH, NOXYUEHHEIES BHEIIHeH oprannaanyei

II - pesynpTarhl, MONYYEHHBIE HaMH [0 NaHHEIM AaTOMHO-a0COpPOLHOHHOrO
aHAJIM3a ¢ UCHONIB30BAHHEM KHCIOTHOTO PA3iIoKEeHUA

* - Sg — CTaHIApTHOE OTKIOHEHHE BOCHIPOH3BOAMMOCTH
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Kax emmeo ws Tabrmmmer 4, pesyiaerarsl ompepenermd IIM ms rxmemerx
PACTBOPOB HaXxOJATCA B IPEAeNaX NOTPeIMHCCTE ! N3MEpeHHA.

B cuywae, ecnm KOHOEHTpalHd ONpefeideMBIX 3JMEeMEHTOB B mpobe
<0,05Mr/cM’,  menecoofpasEO  NpOBefeHME  TPYNNOBOrO  BRINENEHUA M
KoHNeHTpupopanka ITM. Takoi noAXOH IBISETICA eme ¥ YHHBEPCANBHEIM CHOCOO0M
VMeHBIIeHUT MOTPSOIHOCTEl, 0COOSHAO B podax co CROKHON MaTpAueil, K KaruM
OTHOCHICA BTOPHYHOE ¥ TEXHOFEHHOE Chiphe. HaMu IpenioxeHO HCNOMB30BaHHE
COpOLMOHHOTO MeTOHa BBINENCHHMA H KOHLECHTPHPOBaHHS H  paspaboraHa
COOTBEICTBYIOIAA METOmAKA aroMHo-aGcopOumonsoro onpepenenus IIM B
pa3sMMMHEIX BHAAX BTOPHYIHOTO H TEXHOTEHHOrO CHIPBS C NpedBapuTelbHEIM
COpOLIOHHAIM ~ KOHUEHTPHpOBaHWEM. JIHanma3oH ONpeleNseMbIX  COAepKaHHH
n-107 —~n-10" % Mmace (S, coctasnser 10-12 % npu P=0,95).

Tlposepky npaBunbHOCTH  paspaboraHHolf  copbIMOHHO —  aTOMHO-
abcopOHMoHHOM METONWKM ONECHMBANH CONOCTaBRGHUEM pe3yNLTATOB AHANH3E,
DOJIY4SHHEIX IIpH Mcnoib3oBanuu copberra KATI-1 (ITT3) 1 cepya3oTcomepxamero
copGenra KITY-2 (tabmuna 5); MeTOROM BaphUpoBaHHs HaBecok (TaGnuua 6); c
NAaHHEIMH MexUyiabopaTopHEIX HcnmTanuil (Tabmupa 7). B xakectse 1mpo6
HCIIOJE30BAMK OTXOHBl TEXHOTEHHOrO CHIPES ¢ BHICOKMM CONEPIKAHHMEM IHMHKA,
xenesa ¥ Kapmus (TaGruuet 5-6) 1 npoGsl MemHO-HHKeACBOI0 ChIphs (tabnuna 7).

Ha ocHoBamuwm HaHHBIX Tabmuy 5-7 BHAHO OTCYICTBME 3HAYHMOIA
CHCTEMATHYECKO! IIOrpelIHOCTH, a, CHefOoBaTelbHO, TOYHOCTh aHANH3a B HENoM

onpenenserca CHy‘laﬁHHMH COCTABNAIOIUMH [TOFPEUIHOCTH.
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Tabnauna 5 - Comocrapnenue
PE3YIILTATOB aHAIN3R, TNOJMYYEHHLIX NpH
HCIIONB30BAHHU CepyconepIKalero
copbeHra KAri-1 (TIT9) )2t
cepyasorcoaepxamero copbenra KITY-2
Pesynrrars ananusa,
Ne x+1,96-S, Mr/en’,
OneMeHT 1ot ( P=0,;’5
Cop6eHT
KAOTI-1 KI1y-2
Pt 1 4,62+0,20 | 4,84+0,23
2 14,3040,10 | 14,24+0,15
Pd 1 0,29+0,08 | 0,34+0,05
2 0,8640,09 | 0,91x0,11
Ir 1 22,0£0,15 | 21,84+0,23
2 95,60+0,21 | 95,16+0,22
Rh 1 0,43£0,12 | 0,53+0,13
2 0,96+0,04 | 1,03+£0,11

Tabmmua 6 - OueHxa NHpaBHABHOCTH
copbuuonso - aroMHo-abcopGuuoHAOI
METOJIMKH C MCIIONB30BaHHMEM MeETOHa
BapbHPOBAHUA HABECOK
Pe3ybraTs! aHANN3a,
Ne (x£196-5,):10°, %
IeMeHT npo6sl mace, P=0,95
Macca HaBecky, I
0,5 2
Pt 1 0,71£0,16 | 0,600,10
2 0,42::0,10 0,53%0,13
Pd 1 0,38%0,10 0,29+0,07
2 0,3340,06 0,43£0,12
Ir 1 0,5320,08 0,46+0,09
2 0,91£0,06 | 0,80+0,07
Rh 1 0,82+0,10 0,91x0,12
2 0,059£0,010 | 0,05%0,01

Tabauua 7— ConocTaBUTENbHbIE pe3YIBTATH! aHANIN3a MEAHO-HUKENEBOTO ChIPhA

CocraB chpbst
Haspame cupsn. | o MocE (x£1,96-8}), r/r, P=0,95
Ni |Cu Pt Pd Rh
) AID (3ID 1 11 1 1 1 1
AROJBU RIKEHSBHC g7 ¢ ¢ 6 |59 0457 160,5£15,4 [262,0£20,4 60,0416,8 8,741, l8,5-_'-2,6
YEepHOBLIE
KoHuenTpar
HUKeNeBbii 65,1 B,9 112,0+1,9 12,0429 166,243,9 65,4+16,8 |1,3£0,8 1,3£0,5
OT(HHNETPOBAHHEI
XBOCTHI OT
nepepaboTky 1,7 1,2 ©7,048,6 51,0+13,8 72,0:1'3,0 22,5+ 3,3 (0,8+0,2 0,7+0,2
TIMPPOTHHA
Komemrpar |y 16 bog boyyg 51,7 b,w,s 80£22  0,08£0,012 h,05£0,019
MeZublif o0Immi
Daliumtel g o bog b334o7 bs0#36 [141,0421,0 150,0425,3 B2k12  B5EL4
MeIHOHHKENEBBIH
I — pe3yneTaTEL, MONyHEHHbIE HAMH 110 JaHHEIM ATOMHO-a6cOpSHOHHOTO dHAH3A C HCTIONB30BAHHEM
Tpe/BaPHTENLROTO COPOIMOHHOTO KOHLEHTPUPOBAHNS,
I - MexuaGopaTopHeie HenbITAHMS;
111 — naHuEle NpeAUPUITHY — OPTAHE3ATOPA MeXNAGOPATOPHBIX HCNIBITAHHH
* . Sp — CTAHZAPTHOE OTKIOHEHHC BOCIPOHIRONMMOCTH
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BBIBOAbL

1. TJomyQeHs! ¥ CHCTEMATH3HPOBAHK! IAHHEIE O BIMNHWH AMIOMUHUS, XKeje3a,
HHKeJd, MeJW, CBHHIA, XpOMa, LieDHA M IMPKOHMA HA ONpefelieHHe MNATHHEL,
nawiamad, upnmus ¥ pomus MerogoM OTAAC. Iloxasawo, 9T0 BapeMpomanme
pauMa Harpeea rpadiMIOROl €T H RCHONEBI0BAHHE METofia MOCHEeNOBATENEHOIO
pa30aBleHHs HO3BONAIOT OMpENEeNarh IUIATHHOBEIE METAIE NPH KOHHEHTpaluM
MEAIONIX JIIEMEHTOB 10 1 Mr/ene.

2. HaiimeHEl ycnoBHs I'PYNIIOBOTO KOHHEHTPHPOBaHHA IUIATHHEI, NaUIajusd,
HpHIHA H PpORMS C IOMOIRIO HOBBIX CEpy- H  a30TCOAEpKALIHMX
KoMIeKcooGpasylomux copfeHToB B pacTBOpe, COAEPHKAIEM MaKpOKOMIIOHEHTEL
BTOPHYHOTO M TEXHOTEHHOro ChIpbs, ITokasaHo, UTO XaHHEIE COpOEHTH! 00IamaloT
BHICOKHMH KMHETHYeCKHMH (Ckopocts copbumu 90 mum mpu t=100 °C) u
eMKOCTHBIMH XapaKTepucTHkaMu (600MI/T) 1O OTHOIIEHMIO K XIIOPOKOMILIEKCaM
INIATHHOBBIX ~ METaIOB, - YCTAHOBNEHO, uT0  copbeHTHl  ofnagaroT
BOCCTaHOBHTENIBHBIMI CBOHCTBAMH.

3. Tloxasano, 4ro cmocol MOAMGHKAMM MAaTpHLE! BOOHEIM pPAcTBOPOM
amMuaka 3hQeKTUBEH s NPEeABAPHTENLHON ONEHKY CONEP/KAHEA BPHUIMI U POAus
B IIPHCYTCTBHK aMIOMUHHAS M JKejle3a,

4. C nomompio EXAFS wMeroma czienaHo mnpeirogoXeHWe O COCTaBe
KOMTLIeKca «copOeHT-copfar»: MeTall B copOeHTe CBA3aH ¢ cepoli, a He ¢ a30ToM; a
TaKXKe NOKasaHo, YTO IMaTHHa He ofpasyeT COENVHEeHMH ¢ HuUKeneM, Mejsio U
JKeye30M B rpatuToBoii neun Ha craguu ITTO.,

5. PaspaGoTaHel MeTOAMKH aToMHO-aGcopOIUoHHoro ompenenenus IIM so
BTOPHYHOM H TEXHOIeHHOM ChIphe Ge3 NMpoBeleHHs XHMHYECKOH Npo6onoAroToBKH
IPH KOHUEHTPAUMH MAaTPUHHEIX 3JIeMEHTOB KO 1 Mr/cv’ (IuamasoH ompefeNAeMsIx
comepxanui{ TIM 7-107 ~n-10" % Mace, S, cocrasmier 7-8 % mpu P=0,95) u ¢
HCTIONB30BaHAEM INpe/BapHTENEHOr0 BEUIENECHHI M KOHIEHTpHpoBawHH IIM ¢

OTHACICHHUEM OT GonsnrHHCTBa MaKpOKOMINOHCHTOB MaTpHIBl BO BTOPHYHOM H
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TEXHOTGHHOM  ChHIpbe  (OMamasoH  ompegendgeMblx — comepxanuit  IIM
1107 —»-10" % mace, S; coctaniusier 10-12 % npu P=0,95).
6. PaspaGoTanHbIe METOAMKH BHEAPEHE! B TPAaKTHKY paGOTH! ACHIBITATENHHOTO

auannmxo-cepmdmxauuonaoro uenrpa THPEIMETa.
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