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OBIAA XAPAKTEPHCTHKA PABOTHI

AKRTYaJbHOCTB TeMbl. 51aropoaHbie MeTALIE HE3AMEHHMEI BO MHOTHX ofnacTax
MPOMBILIIEHHOCTH, TEXHOIOTHA M MEAMIHHEL, YTO 06yCI0BIHBACT HEOOXOMUMOCTD pas-
PabOTKH METONOB MX ONPEASIACHHA B PA3THYHEIX 00beKkTax. B HacToauee Bpems aig un-
CTPYMEHTQIBHOrO OTpeAeicHUs 61aropoIHEIX METALIOB MHMPOKO MPUMEHAIOT aTOMHO-
a6GcopOUMOHHEI METOA C 3MEKTPOTEPMHUYECKOH MM IUIaMeHHol aTtomusauueii (QTAAC
u ITAAC), Macc-CeKTpOMETPHYECKHH H aTOMHO-3MHCCHOHHEIT METOMB! C HHAYKTHBHO-
cea3aunoi mnasmoit (MC-UCIT u ADC-HCII), ucone3yioT Taike peHtrenoduiyopec-
uenTHH (POA), HelitposHo-akTuBanvonHsl (HAA) u apyrue metoanl. HecMotps Ha
BBICOKYIO UYBCTBUTENBbHOCTH COBPEMEHHEIX METOLKOB, NMPAMOE ONpenelicHue Onaropon-
HBIX META/IOB 3aTPYAHEHO BCIEACTBHE MEUIAIOUIErO BIMAHHS MAaTPHYHBIX KOMIIOHEH-
T10B. Haubonee cnoxuoll jamauell sBnseTcs ompenencHHE MaublX M yAbTpaMaiblx Co-
Iep:KaHui 61aropoaHEIX METAILIOB MPH OLEHKe MECTOPOXAEHHUIT U B IPOAYKTaX nepepa-
GOTKY BTOPHYHOTO CHIPBA, TIPH KOHTPOJIE 33 YPOBHEM 3arpA3HeHHI oxpyméxomeﬁ cpebl,
aHanuae GHONOrHYECKUX U APYrUX mMarepuanos. J1a oTaeNeHHs OCHOBHOM MacChl Mak-
POKOMIIOHEHTOB HCMOMB3YIOT NpeABapHTENbHOE KOHHEHTPHPOBARNE GAaroponHbIX Me-
TAUIOB: IPOGHUPHYIO MIABKY, OCAXKIEHHE M COOCAKNEHHE, SKCTPAKIHOHHEIC W COpOLH-
oHHbIe Meroxs! H np. HauGonee 3ddexruBHEIM CIIocof0M KOHLEHTpHpoBaHHs Graro-
PORHEIX METALIOB NPH aHaiu3e O00BEKTOB CIIOAHOTO cocTaBa ARAETCA COPOLUT KOM-
TI1eKco06pasyIoLuMHU copGemamu, B uacTHocTH, copGentamu IIOJIMOPI'C, obnagato-
L{HMK CE/IEKTHBHLIMH CBOHCTBaMU MO OTHOWIEHHMIO K 30/0TY U INIATHHOBBIM METAIAM B
Kucnsix pactsopax. OnHako cymecmyxbmue croco6s! COPOLIMOHHOTO KOHUEHTPHpPOBa-
HUS BO MHOTHMX CHy4asx AMTHTEABHEI, TPYAOEMKH H HENOCTATOYHO 3(exTHBHLL. Bons-
IMHCTBO METOAMK pa3paBoTaHo NPUMCHUTENBHO K CONAHOKUCIBIM pacTeopaM. B 1o xe
BPEMs NPEJCTaBNAET MHTEPEC KOHLEHTPHUPOBaHKE GNaroponHBIX METAIOB H3 PacTBO-
POB, TIONYYaeMBIX TIPH PACTBOPCHKM aHATIM3MPYEMEIX 00pasloB B a30THOH KMCIOTE WIH
CMECSX KUCIOT. D10 ofycnopnuBaeT HeoOxoguMocTs paspaboTky cnoco6os KOHUEHTPH-
poBaHus ONAarOpOAHBIX METANIOB H3 PAcTBOPOB Pa3HOrO COCTaBa M HCIONB3OBAHHA
NpHEMOB, MO3BOJIAIOIINX COKPaTHUTH BPEMS KOHHEHTPHPOBAHHA, YMEHBIUMTE BO3MOK-
HOCTb IOTEPH ¥ YNPOCTHTH MOAFOTOBKY MOMYYEHHBIX KOHLUEHTPATOB K TOCHEAyOLIeMy
MHCTPYMEHTAILHOMY oOnpenenenuio. VICHons30BaHHe MUKDOBONHOBOTO H3Yy4EHUA U

AHHAMHYECKOrO KOHLCHTPHPOBAHUA NEPCNCKTHBHO JUIA COBEPIUEHCTBOBAHUA HpOGOl'IO}.'l-

FOTOBKH NIPH OMNpeeneHHH 671arOpOAHBIX METAIIOB KOM 1 MeTOnaMy.
POC. HALHOHAJIbHAS
BUBJAHOTEKA

C.-Merep6ypr
03 200Caxdgq




CoBpemenHoe MHKpOBONHOBOE 00OpynoBaHHe, NPERHAIHAYEHHOE NI XMMHye-
CKOTI'O aHasM3a, N03BONLET MOBBICHTH IPHEKTHBHOCTL COPOLIMOHHOTO U3BJIEUEHHSA H CO-
KPaTUThL BpeMs KOHIEHTPHPOBaHUS 67aropoAHBIX METasI0B.

o Jlas AMHAMUYECKOro KOHLEHTpUpOBaHMA Haubonee 3ddeKTHBHO HCONL30BAHKE
BOJIOKHHCTBIX «HAMOMHEHHBIX» copGerTtoB ITOJIMOPI'C, ob6aasaiouiux BEICOKOH cenex-
THBHOCTHIO O OTHOHIEHHMIO K ONAaropOAHBIM MeETaIaM, XOPOIIMMH KHHETHHECKHMH
cBoiicTBaMu 1 opMoii, yroOHOH s KOHUEHTPUPOBAHHA U TIOCIENYIOLUEro onpeaene-
Hus OaropORHBIX METanjI0B HHCTPYMEHTANbHEIMHW METONAMH, B TOM HHCNE, HEMOCPEn-

-CTBEHHO Ha copbeHTe.

Heab paGorsl - M3yYeHHEe BO3MOXHOCTY MHTEHCHOUKAIUY KOHLIEHTPHPOBAHUA
Au(ID), Pd(1), Pt(IV), Rh(III), Ir(IV) u Ru(dV) xomnnexcobtipaz);}omumn copGeHTaMu
TTONTAOPTC 43 CONTHOKHUCIBIX H a30THOKHCIBIX PACTBOPOB B YCIOBHAX MUKDOBOJIHO-
BOTO Harpesa u u3yucHue cop6iuy GAaropoJHLIX METANIOB BONOKHHCTLIMH KHATONHEH-
HetMuy "copGentamu [IOJIMOPI'C; BEIGOp YCHOBHi IpyNmoBOro KOHLEHTPHPOBAHUS
OnaroponHbIX METANOB Y OleHKa 3(hdexTMBHOCTH pa3paCoTaHHBIX CNOCOGOB KOHLEH-
{pupoBanys MPH HCTIOL30BAHNH B KOMOMHHUPOBAHHBIX METOAAX aHATH3A.

Ocroenvie 3adau paomoi:
- M3yyeHue BAMANMA MUKPOBOJHOBOIO M3NYUYEHHS HA KOHLEHTPUPOBAHUE GNATOPOAHKIX
MeTanos copﬁemaMu TIONIOPI'C 43 CONSHOKUCIABIX M 830THOKUCIBIX PACTBOPOB C
' esbio COKpAIUEHHUs BPEMEHM W TIOBBILUEHUS CTETMEHM W3BNECUEHMs OGIaropofHbiX Me-
TAJI0B, BKMIOYAs PO, Mpuaui U pyTeHuit,;
It o
- m’yqe}me KOHUEHTPHPOBARHS GNAropoOAHEIX METANIOB BONOKHUCTEIMU KHAMOTHEHHSI-
‘ Mi» copBenramu ITOJIMOPT'C 13 CONTHOKHMCIBIX ¥ A30THOKHCIBIX PACTBOPOB € UENBIO

‘ pa3p‘a6on‘<n €roco6oB AMHAMHYECKOT'0 KOHIEHTPHPOBAHU,

- IpUMeHEHHe MUKPOBOAHOBOYO M3JyueHus Iia pasnoxenus copbenton [TOJIMOPI'C B
a30THOH KHC/IOTE C UENLIO YIPOLIEHNs MOArOTOBKH KOHLEHTPATa K MHCTPYMEHTAb-
HOMY OMpeaencHHIo 61aropoAHEIX METAIIIOB;

- U3yueHHe BO3MOxKHOCTH PDA onpesenenns O6aropoiHbIX METAIOB Hocke KOHIUEH-
TPHPOBAHMA HA BOIOKHHCTHIX «HATIONHEHHBIX» COpOEHTax B BUAE QHALTPOB;

- npuUMcHenne pa3paboTaHHBIX CrnocoGoB KOHUEHTPHPOBAHUA B KOMOMHHUPOBAHHLIX ME-
TOAAx oripeesicHUs GnaropoHelx MeTanios B couetanun ¢ ITAAC, MC-UCTI, ADC-
UCT], POA.



Hayunas HoBH3Ha paGoTH

1. Paspaboran cnocoS xoruentpHpoBamng Au(Ill), Pd(), Pt(IV), Rh{Il). Ir(IV) n
Ru(IV) B ycnoBuax MUKpOBOIHOBOTO HArpera KOMILTEKCOOGPa3yIOmHM COpOEHTOM
TTOJTMOPI'C 4 H3 COMIHOKHUCBIX M @30THOKHCIBIX PAaCTBOPOB.

2. TloayyeHs! JaHHEIE 1O W3BAEUEHHIO ONAropOAHEIX METANIOB M3 CONAHOKHUCABIX M
a30THOKHCIIEIX ~ DacTBOPOB  BOJIOKHHCTEIMH  «HAMOMHEHHBIMH»  COpGEHTaMH
TTOJIMOPI"C 4-u, TIOJTUOPI'C 17-1 n TIOJIUOPI'C 33-H u paspaGoransl cnocofst
AUHAMUYECKOTO KoHueHTpuposanus Au(1ll), Pd(Il), Pt(IV) u Rh(Ill) ans ux nocne-
JYIOIIETO ONPEACNCHUS MHCTPYMEHTANTBHEIMHU METONAMU.

3. IlpennoxeHEl CXeMBl KOMOHHHPOBAHHEIX METOHOB ONpPENENeHud ONaropomHsIX Me-
TA/0B C JCMONB30BAHMEM HOBBIX MPHEMOB KOHUECHTPUPOBAHUA U COBPEMEHIILIX Me-
Tonos onpeaencHus (TAAC, MC-UCIT, ASC-UCTI, PDA).

TIpakTiuecKas 3naunMocTh paborsl. Paspaboranst HOBbe npueMsl npoGonon-
TOTGBKH TIPH ONPERE/ICHHH OGNaropodHBIX METAIOB, BKIIOYAIOUINE COPOLMOHHOE KOH-
LeHTpUpoBaHHe KoMnnexcoobpasytomumu copbentamu IIOJIMOPIC: koHUEHTPHpPOBa-
Hue Au(lll), Pd(I), Pt(IV), Rh({Il), Ir(IV) u Ru(lV) menxoaucnepcHsiM copBeHToM
TIOJIMOPI'C 4 B ycnoBHAX MMKPOBOJHOBOIO HarpeBa M AHHAMUYECKOE KOHLEHTPHPO-
sanne Au(lll), Pd(II), Pt(IV) u Rh(III) BOSOXHKCTHIME «HANOIHEHHEIMUY COpPOERTAMU
TTIOJIMOPI'C 4-1, ITOJIUOPI"C 17-H u I[TOJIMOPI'C 33-H, TIpennoxeHpl cXxeMbl KoMGH-
HUPOBAHHEIX METOMIOB ONpeAeneHus GnaropoHsIX METAMIOB C UCIIONH30BAHHEM HOBBIX
TIPHEMOB NMPOOGONOATOTOBKH M MOKa3aHa 3thdheKINBHOCTD pa3paboTaHHBIX CHIOCOBOB XOH~
UEHTPUPOBAHHUA NPU ONPERENEHHH MUKPOKOIHYECTB GAaropoHBIX METANIOB METOLAMH
9TAAC, MC-UCTI, ASC-HCII, POA Ha npuMepe asanusa CTaHapTHLIX 06pasiios co-
CTaBa pPasiMyHBIX PyA, NIPUPONHEIX H NPOMEILIEHHRX OOBEKTOB, (hapMalleBTHUeCKHX
ApEnaparoB U 1p.

Tlososkenns, BLIHOCHMbIC HA 3AIHHTY:
- PE3YNLTATH M3YYEHHs BO3NEHCTBHMA MHKPOBOJHOBOTO M3Jy4Y€HHs HAa KOHLIEHTpHPOBA-
HHe 021aropogHEIX METanoB KoMmaekcooGpasyiowumMu copGentamu ITOJIUOPIC 4 u
[IOJIMOPI'C 3 M cnocoGul IpyMIOBOro KOHUEHTPHPOBAHMA ONArOPONMEIX METATNOB
cop6entom [TOJIMOPI'C 4 u3 pacrsopos HCl u HNOs;

- PE3YNBLTATH H3YUCHUA COPOUMOHHOrO KOHUEHTPUPOBAHHA ONArOPOAHEIX METAIUIOB BO-
JIOKHUCTHIMH «HanoONHeHHBIMU» copbentamu ITOJIMOPI'C 4-H, TIOJIMOPIC 17-H u
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TMOJNHOPI'C 33-1 u cnocofbl AMHaMuyeckoro koHueHTpupoBanus Au(IIl), Pd(II) u
Py(IV) u3 pacteopos HCI cop6enramu ITOJIMOPTC 4-y, TIOJIMOPI'C 17-n ¥ KOHUEH-
Tpuposanus Pd(II) us pacreopos HNO; cop6etrom ITOJIMOPT'C 33-1;

- crocof MuKpoBonHoBoro pasnoxenns copbentoB ITOJIMOPI'C B asoTHO# KKMCnOTE B
MHKPOBOJIHOBOI TEYH VIS MOCAEAYIOIIero onpeAeacHus 61aropoaHpIX METAJIOB HHCT-

PYMEHTANBHBIMY METOAMH;

- CXeMBl KOMOMHHPOBAHHBIX METOIOB QUpencneHys 61aropoaHsIX METAIOB € HCIOMb-
30BaHHEM HOBBIX IpueMos MpoSONoAroTEBKH NpH onpeaeneHun metofamu ITAAC,
INAAC. MC-UCII, ABC-HCII, POA u pe3yabTaThl MCIOB30BAHKA DPa3pabOTaHHBIX
cpocoﬁoa KOHUCHTPHPOBAHNA NPU OMpEAE/ICHHH GNaropOHBIX METaioB B CTaHAApT-
HbIX 00pasuiax cocTaBa, NPHPONHBIX 1 NPOMBILIICHHBIX 0GBEKTaX M (PAPMALEBTHYECKHX
npenapartax.

AnpoGauus padorsi. OcHOBHbIC pe3yasTaThl paboTh AomoxkeHst Ha X VIII Mesx-
IyHapoaHoii UepHseBckol koHEpeHIH MO XUMHY, aHATHTUKE H TEXHONOTHHU NNaTH-
HOBle‘MeT;UUIOB (Mockaa, 2006), International Congress on Analytical Sciences (ICAS-
2006, Moscow), MexnyHaponHoM cuMmnosuyme «PasneneHuc M KOHIUEHTPUPOBAaHUE B
aﬂé'fliflmqecxoﬁ XMMUU ¥ PRIHOXUMUM) (Kpacsonap, 2005), Bcepoccuiickoit koHbe-
peHuuu «Bnaropozmme METaNIb! Cu6upu n JanbHero Bocroka» (Mpkyrck, 2005), «In-
ternatinal Conference «Trends in Sample Preparation» (Graz, Austria, 2004), Bcepoc-
cuifckolt KOH(EPEHIMH 10 aHATMTHYECKOH XuMuM «AHamurika Poccum» (Mocksa,
2004), VII Beepoceuiickoit Konqnepeﬂu.un «Apanmnruka Cubupu u JanbHero Bocroka»
(Hosocubupcek, 2004), X Mexznyxaponnoli kondepenunyn «DU3UKO-XMMUYECKHE OCHO-
BHI uouooﬁmeﬂmx npoueccop» (Bopoue:x, 2004)

Huccepraunouuaa paoTa BhImOMHEHA B cooTBeTcTBUM ¢ maHoM HUP mo Ha-
TIPABEHHIO «AHATHTHIECKA XUMHA» npu noasepxxe Ooupa ConeCTBUA OTEUSCTBEH-
Holl Hayke (rpant «Jlyuume acnupantsl PAH») u Poccuifckoro donaa pyHaameHTans-
HbIX HcenenoBanuil (rpante Ne 06-03-321 171 03-03-32923).

CrpykTypa 1 o6bem paborbl. [ucceprauus cocTOUT U3 BBeAeHUs, o030pa Jimre-
patyps! (rnaea 1), axcnepuMenTanbiol yact (Miassl 2 — 5), BHIBOAOB H CIMCKA JIWTEPa-
Typbl. PaBota u3noxena Ha 112 cTpaHuIax MaLIMHOMUCHOIO TEKCTa, COAEPKUT 23 Tab-

JMub, 12 pucyHkos 1 239 nuTepaTypHBIX CCBUTOK.




OCHOBHOE COAEPIKAHHE PABOTHI

B oG30pe anreparypsl paccMOTpeHH! paboTH N0 NPHMEHEHHIO KOMOMHHpOBaH-
HBIX METOJ0B ONpEAesICHHs GIaropoIHEIX METALI0B, BITIOYAIOMINX COPOLHOHHOS KOH-
HECHTPHPOBAHHE KOMILIEKCO00pa3yIomuMy, aHHOHOOOMEHHEIMU U APYTHMU COpPGEHTAMH.
TlpuBenens XapaKTePHCTHKH MCHONB3YEMBIX COPOEHTOB, CNOCOOH BBINOAHEHH cOpO-
I{MOHHOTO KOHLEHTPHPOBAHNA H MOATOTOBKM KOHUCHTPATA K MOCICAYIOIEMY Onpesene-
HHIO GMaropoaHblx METAIOB HHCTPYMEHTANBHBIMU MeTomaMu. ObcyxmeHs ocoGeHHO-
¢t DTAAC, MMAAC, ADC-CIH, MC-HUCIT meTonos npu onpeReiieHUN GnaropoaHsiX
METJIOB B pa3nu4HBIX ob6bekrax. [IpHBeneHs!l NpuMeps! COPOLIMOHHOTO KOHIEHTPHPO-
BaHUS B KOMOMHUPOBAHHBEIX METOZAX onpefencHus 61aroponHeIX METAIIOB, Ony6anKo-
BaHHple 33 mepron 1996 ~ 2005 rr. OrMedeHa HeoOXONMMOCTb COBEPLIEHCTBOBAHUS
npo6GONOArOTOBKY HPH ONPEACAEHUH nxuxpokonmccm 61aropoSHEIX METANIOB B 00B-
€KTaX CI0XHOro COCTaBa.

Henonn3yeMble pacTBOpbI, cOPOEHTDI, METOAHKA IKCNepHMeHTA 1 00opyaoBaHHe

PacTeops 61aropofHbIx METANIOB ¢ KOHLIEHTpauueli 1 — 3 Mr/mMna nonyuany pac-
TBOpeHxeM TouHslx HaBecok HAuCly, PACly, Hy[PtClg}, RhCl3, (NH;),[IrClg] ksanndu-
xauuu 4. 3 6 M HCL HcnonssoBanu Tawke cranpaprtHete pacrsopsl Au(lll), Pd(Il),
Pt(IV), Rh(IIl) u Ir(IV) c konueHrpauueit 1 sr/man B 3 — 10 %-noit HCI dupms
«SIGMA» (Cepmanns), pacpopm Hurtpata namnanua(ll) (4.97 r/n 8 1 M HNO3) u nur-
pata pogua(IIl) (5.24 rine2M HNO;) OAO «Aypat» (MocKoBcKkuit XUMIECKHii 32807
uM. Boitkoa). Ilepen copGumeli ucxonmble pacTBOPE! Pa3bablisiiy CONAHON UM a30THOM
KHCTOTAMH COOTBETCTBYIOMIEH KOHUEHTpauuy, NpUroToBfieHHsMU u3 KoHu, HCP u
HNO; kBanudukauny x.4. ¥ ocy, KoHUeHTpanusa MeTaiios B MOAEBHBIX PacTBOpPax co-
crasisna 0.5 — 20 Mxr/mi, koruenTpanusa kucnor HCl mn HNO; -~ 1 -4 M,

B pqﬁofe HMCHONb30BANM NONUMEPHBIE KOMILIEKCOo0OpasytoLIye copOenTh MapKRy
MOJMOPTC: menkogucnepensle copGertrl ITOJIMOPI'C 3 u ITOJIAIOPTC 4 1 BoNOK-
HHUCTHIE «HanonHeHHBIe» copGentsi ITOJIMOPTC  4-n, IIOJIMOPIC 17-n w
NIOJIMOPI'C 33-u (B xauecTe Hanonuureneit ncnonssosanu copbenter IOJINOPTC 4,
TMOJIUOPI'C 17 u ITOJIMOPI'C 33). B 1abn. 1 npuBeaeHs! XapaKTEPHCTUKY U KOMIUIEK-
coofpasyloliye rpynnsl HCMONb3YEMEIX cOpOEHTOB.

CopGenter  TIOJIMOPTC 3, TIOJIMOPI'C 4 1 HamONHMTENH COpPOEHTOB
MOMNOPIC 4-u, MOJIMOPTC 17-8 u TIOJIMOPIC 33-1 cumesupoaéﬂu B TEOXHU
PAH. BosiokHucTEIE «HaNOJHEHHEIE» cOpOEHTH! M3FOTOBNEHH MO CNELHAILHON TeXHo-
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aorun Bo BHUHCB (r. Teeps) 1 npencrarnsaiot cofoii HETKAHOE MOJOTHO M3 TOHKMX
MOPHCTHIX NMOAHAKPHIOHUTPHIBHEIX BOJIOKOH, BHYTPH KOTOPBIX NPOUHO YIEPIKHMBAETCH
HanmoNHHUTENb, MeNKoaucnepcHble COpOEHTH! U BOJIOKHICTbIE KHAMONHEHHBIE» COPOEHTH!

UCNOJIL30BAIN JJiA IPOBEACHNA COpﬁLlHH B CTaTHYECKOM M IHMHAMHUYECKOM pCIKHMaX.

TaGnuua 1. Vicnonbayemele copGeHTb!

®opma copbenta Hassaune copbenta Romnner:;(;z?&&:ayloumc
o . —NTRX
Meaxopnerepenbiii IIOJIHOPI'C 3 \
NOPOLIOK =N
- CHa
pazmep yacTiu 30 ~ 100 Mxm OJIMOPIC 4* ]
=N
. \ N prteard
Bonoxuuerbiii HOJIMOPTC d-n ™ (CHy)
«HANOJHEHHbIH» MaTepHa CHs
|
ToawuHa HuTH 30 — 100 Mkm, . —NTXY
pasmep yacTHLL HanoMHUTENN IIOJMOPIC 17-u \ />
10 - 30 mxm, PN={
cTeneHs HanoaxeHus 50 %, HaG (CHa)
noaepxuocn;an NAOTHOCTb —C — NH; —NH
80 - 120 r/m TIOJIHOPTC 33-u ** |
NOH NH;

Mpumeuanyeé: *) Ha OCHOBE rpaHyNHPOBAHHOIO COMOAHMEPA XJOPMETHIHPOBAHHONO CTHpOna K
aususunbensona (10 %) MakponopucToii cTpyKTYpsI,
*%) Ha OCHOBE NOPOLIKOOGPA3HOTO cononMMepa aKPUNOHUTPHNA K MeTaKpunaTa (9%).
Mayuerne copfunn B CTATHYECKHX YCJIOBUAX IPOBOMMIN TIPH KOMHATHO TeM-
nepatype (20 — 25 °C), npy TepMHUYecKkOM Harpese (KHUNAUEHHE pacTBOpa ¢ copGeiﬂ'OM.
~ 100 °C) ¥ npm MHKpOBONHOBOM Harpese B 3aKpHITBIX Te(IOHOBBIX COCyAax
(120 - 140 °C). O6bem pacTBOpa coctasian 25 wik 50 mi, cooTHoleHue obbema pac-
TBOpa (V, M) k Macce copbenTa (m, r) coctapiaio 500 win 1000, CopGent Maccoii oT
0.025 10 0.050 r BeIAepMBATH B TeueHUe 15 MUH B pacTBOPE COJISHOM MIH A30THON Ku-
CIOTEI COOTBETCTBYIOMEH KOHUEHTpaUu) Ans HaGyXauus | 3aTeM NoMeIuann B pacTeop,
cozepKalnuil uccnenyemele MeTambl. IIpy koMHaTHOH TeMnepaType pacTBoOp ¢ copOeH-
TOM TEpeMeIlnBaiy Ha LeHKepe, pH TEPMUUECKOM HArPEBE — KUNATHIM HA 3MEKTPO-
TUIATKE, IPY MHUKPOBOTHOBOM HArpeBe pacTBOp ¢ cOpBEHTOM NOMEIany B MUKPOBOHO-
BYIO Teyb. Bpems koHNeHTpupoBanUs cocTaBasmio 10 — 120 Mun.

M3y‘!e}lﬂe COpﬁl.lHl! B AHHAMHYECKHX YCJOBHUAX TIPOBOAMNHN NIpH KOMHaTHOH

TCMIIEPaType MpOIYyCKaHHEM PacTBopa Yepes ciod BOJOKHHCTOTO «HAIOIHEHHOTO» Cop-
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fenta B BHAe AucKOB (duietpoB). Juckn muaverpoM 2.5 — 4.0 oM u obmeit Maccoii
0.04 — 0.40 r npeJBapHTEIBEHO BELIEPAHBAIN B TSYeHHUS 15 MHH B pacTBOpe COIAHOM
HAH a30THOHM KHCJIOTE! COOTBETCTBYHOHIEH KOHUESHTpauuy J1g HabyXaHHs H 3aTeM YKiI1a-
JBRIBATH Ha NephOpHPOBAHHYIO NOBEPXHOCTD B CHCHHANLHYIO gueiiKy (0e3 3axkpemieHus
c1077). Beicota ci1og copbexta B Habyxien coctoauun cocrapigaa 0.08 ~ 0.32 cu. Pac-
TROp ofnemoM 25 — 160 Mn, conpepixaunii UceneayeMele METANNE], NPOKAYUBANYN C NO-
MOLUBIO NEPUCTAIFTHYECKOTO HACOCa MO KamiAM B UEHTP Aucka. CKOPOCTh NPOMyCKaHHs
pacrsopa coctas;igna 0.25 — 4 Ma/Muf.

HoaroToBra KOHUEHTPATA K ompeseneHuo, Iloche KOHHEHTPUPOBaHUS cop-
OeHT pacTBOpANK WM BHIIONHAIK ONpeReNcHHE HEMOCPeACTBEHHO Ha TBEpHOH (ase.
Pacteopenue cop6enta npoBoANIH B MHKPOBOMHOBOH neun npu 240 °C B cMecH KOHIL
HNO; ¢ Bogoii. [Ipy TepMUyeckoM HarpeBe COpOEHT pasnaraiy KUNsueHHEM CO CMECHIO
kuenor HNO3:HCIO4:H,80,4 = 2:1:1. B OTHENBHEIX IKCIIEPUMEHTaX COPOEHT 030M5IK B
Mmy¢ene npu 400 — 500 °C, pactsopanu ocratox B cmeck HCIHNO; = 3:1 u nocne BEI-
napupanus — B 1 M HCI. Qna onpenenenns mMerannos Ha TBepRoi dase nucky copbeHTa
BBICYIUMBRJIY Ha BO3JYXE ¥ MPECCOBANY; TOHKMIA croiicopOeHTa HCMONb30BAIH ISl ONl-
peaeneHus 6€3 NpeccoBaHU,

o

Aliamlsupyemue ofpa3ubl: MexAYHapoAHEIN craHpapreelii oOpasen cocrasa
nnaTuHOBOM pynst SARM - 7B, crannapraete ofpa3sisl cocTaRa CySb(OHUAHBIX MERHO-
HukeneBbix pyx BT - 1 u BII - 1, uuxenesoro konuentpara KH — 1, «xBoctos» ofora-
menna XO-1, auppornnoBoit pynst PIT-4 u «xBocToB» (QUOTALMH 300TOMBILLAKOBH-
cToif yrneponconepxaiueit cynshuanoit pyast (COIN 3CX-2;99), CTaHAapTHEIE 06pasLbl
GraropoAHbIX METAANOB Ha MeRHOH ocrose 'CO NeNe 931-76, 934-76 v dapmaueBTHde-
CKHE TPEnapaTs! Ha OCHOBE IaKTO3E! pacTBOpANK B cMeck kucioT (HCIHHNO;+HF) nau
B xoHU. HNO; npu narpeanny uni B MHKpOBOJIHOBON neun. Jins KOHREHTPHPOBaHHS
rotoBuiH pactsops! B 1 M HCl wim 1 M HNO;,

Onpepenenne KOHUEHTpALUK METanios NPOBOAMAM B pacTBopaxX O M mocie
copGunn Metonamy DTAAC, ADC-UCKI u cniexrpodoToMeTpuueckiM METOROM, a Tak-
#e B aze copbenra nocne copGuun merogom POA, CrerneHb usBleycHH paccUuTIBa-
JI¥1 1I0 COOTHOLIEHUIO KOTHYECTBA MeTaIOB B (hase copOenTa H B UCXOAHOM PacTBOpE.

Annaparypa. Onpencnenne MerofioM DTAAC npopommny Ha CHEKTPOMETPE
«SOLAAR MQZ» (Thermo Electron Corp., USA) ¢ 3eemanoBekoit (ma Au, Pd u Pt) n
aefirepuesodt (nas Rh, Ir 1 Ru) koppexuueii doxosoro nornomenus. B kayecrse neroy-
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HHKOB H3nydeHHs UCIONL30BANN JIAMIIBI C MOJBIM KaTOAOM Ha 3011070, Najuiaauii, nia-
THHY, ponuii, upuauil, pyrennit. CUrsaa u3Mepan no BEICOTE MHKa; HCTIONB30BATH Ipa-
(HTOBbIE NEYY C NUPONOKPHITHEM,

Onpenenenne MetoxoM ADC-HCII npoBoannu Ha cnextpometpe «IRIS Intrepid
11 XDL» (Thermo Electron Corp., USA) ¢ paguansHEIM M akCHILHEIM HaOmoneHneM.,

Onpenenensie MetogoM POA HpoOBOAMNM Ha BONHOBOM CMEKTPOMETpe «AXios
Advanced» (PANanalytical (Philips Analytical), 'omtanaous), ocHaleHHOM PEHTICHOB-
cxoii Tpy6koii ¢ Rh-aHonom mMowHocTsio 10 4 KBT 1 kpuctani-ananuzaropom LiF 220.
B oTAeNBHBIX 3KCIEPHMEHTAX HCTIONB30BATIN KPHUCTAMI-AHPAKIUOHHEI CKaHHPYIOLUH
cnektpomerp «Cnekrpockay-Un (Caukr-ITerepOypr, Poccust) ¢ MOnHGACHOBEIM 8HOAOM
(4 BT).

CrexktpodoTOMETpHYECKOE ONpeaeseliME MpPOBOAMIN Ha CHEKTpodoTOMETpe
«Specord M 40» (Karl Zeiss, 'epManna) B IpUCyTCTBHM Xnopuaa onoBa. ONTHUCCKYIO
TZIOTHOCTD OKpAlIEHHHIX COSAMHERNH Nannanys, IATHHEI ¥ POAVS M3MEPANY B KiOBeTaX
¢ TOMLIMHOM CI0s NOMVIOWEHUA 5 cM.

B sKxcnepHMenTax UCHOMB30BaId MUKPOBOIHOBYIO nicys «MARS-5» (CEM Corp.,
USA) mommuoctsio 1200 Br, cHabxeHHyI0 3aKkpmiThiMu cocynamu XP-1500 Plus (ted-
snon® TFM) emxoctoio 100 mn, paccuuraHHBIMM 1st paGoTH npu Temrieparype no 300
°C non pasnenueM go 100 atm. Mukposonuosas neus «MARS-5» ofopynosana onto-
BONOKOHALIM 30H#OM RTP-300 Plus nna usMepenus TemmepaTyprl (¢ MOrpeLtHOCTHIO
onpenenenus AT =2 °C) u gaTurkoM koHTpons AasneHus ESP-1500 Plus. B oraeapHsx
IKCMEPUMEHTAX UCIIONB30BANIM MUKPOBOIHOBYIO Tieds «MDS-2000» (CEM Corp., USA).

" Jlns npoxaumBaHus pacTBOPA yepe3 c/Ioi COpBEHTa HCTOb30BANH NEPHCTAIETH-
yeckHe Hacockl «PocaHanut» (Poccus) u «PP 304» (Zalimp, [onswa); 1ns nepeMeniy-
BaHHUA pacTBOpa ¢ copbeHTOM Hcmonb3oBany wwelikep «Labotecy (TTonwiua); ans 030:1e-
tins copbeHTOB MCMONB30BATY KamepHylo anekrponeys «Tepmure-CHOJI-2.2,5.1.8/10-
N3» (Poccus) mowuocteio 2.5 KBT.

KOHIEHTPHPOBAHME BJIATOPOAHBIX METAJLIOB
COPEEHTOM NOJHOPI'C 4 B YCJIOBUAX MUKPOBOJIHOBOI'O HATPEBA

Panee ua npumepe copbuuu PA(IN), Pt(IV) u Rh(I11) cop6entom IMTOJIUOPIC 4 u3
CONAHOKUCABIX PacTBOPOB Gbla N0KA3aHA BO3MOIKHOCTb NOBBIEHHsS YPBEKTHBHOCTH
copOuuK noJ BO3AeHCTBHEM MHKPOBOIHOBOrO H3yueHUs B OTKpLITHIX cocydax. B nau-
Hoit paGoTe n3ydeHo koHuenTpuposanue Au(Ill), Pd(I), Pt(IV), Rh(IlI). Ir(IV) u Ru(lV)
H3 CONAHOKUCIBIX M a30THOKHMCIIBIX PACTBOPOB B YCIOBHAX MHUKPOBOJIHOBOIO Harpesa ¢
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HCROIE30BAHNEM 3aKPHTEIX CHCTeM. [ina atoro 6rim BeiGpank: copbentel [TOJIHOPIC
4 (¢ 3(3)-meTimupasoseasMi rpynmasu) u [IOJIIOPTC 3 (c uvnaazonsHeMu rpyn-
maMu). NOTYYEHHEIE Ha MOIHMEPHON MAaTpHLe cOMoAMMepa CTHpONa ¢ IHBHHILIOEH30-
JIOM ¥ ofnajaionmue J0CTaTOYHON TepMUdecKoll M XUMUMESCKOM YCTOMUHBOCTRIO B Kic-
JBIX PACTBOPaX MPU BEICOKHX TEMICPATYpaX B MHKPOROIHOBOM TIONE.
Mzyuenne copSunn 6.1aropoQHbIX MeT2/I0B H3 pacTtBopos HCI
A BHIGOD yeI0BAIE KOHUEHTPHPOBAHAS

IlpeaBapuTensHble IKCMEPHMEHTEI 0 KOHUEHTPHPOBAHUIO GIArOpOAHLIX MeTal-
noB 3 1 M HCI copbentom TIONTMOPI'C 4 npu KOMHATHOI TEMIEPATYPE M NPY TEPMH-
YECKOM HarpeBe MOKA3aIH, YTO 30510TO M NaTfazuii NONHOCTBIO COPBHPYIOTCA TPH KOM-~
HATHOM TemilepaType 3a BpeMd KOHTaKTa PacTBopa ¢ copbeHTOM 15 muH, nofnHoe H3Bje-
YeHUE NIATHHE! JOCTHIAETC npH Harpésaﬂmx B Teuenue 30 — 60 MuB, KoInuecTBEHHOE
U3BCYEHNE POANS, HPUIHA U PYTEHUS JOCTHIaeTCs B TeyeHHE 2-X U, VI3yueHune BIUIHUA
MHKPOBOJIHOBOFO 31Y4EHHS B 3aBUCHMOCTH OT BPEMEHM KOHTAKTa (a3 U TeMIepaTypst
TpoBOAMAYK Ha mpumepe copbuuyu Rh(IIl) xak nanbonee 'rp}{.uﬂocop6npyemo'ro MeTanna
TNAaTUHOBOM Trpynms!. 3KCHCpHMCHTaJIbHH(‘: AaHuHbIe 1o pxsahcqcﬂyxxo POSMS B YCHOBHAX
MMKPOBOJIHOBOTO Harpesa fpUBeeHs! B Tabu. 2. ,

Tabrniuua 2. KoHuexTpuposanme Rh(lll) B ycriosuax MukposonHoBoro
Harpesa fpy pasnuuHbix TemMnepartypax ¥ BpeMeHy KoHTaKTa has

1M HCI, MOJIMOPIC 4, o6bem pacmsopa 50 M, Macca copbeHma 0.05 2

Bpemn xonrtakTa, Crenenb mapncuennn, % . o
o v 120°C - 130 °C 140 °C
. 10 54 70 -
‘ i 15 67 90 72
< . . 30 76 92 65
- 60 L9 96 -

TMonyuennzle AaHHEIE MIOKA3AMY, YTO MAKCHMANBHAS CTENEHb W3BACUCHHMA pOAUA
copbeHToM HOJII/IOPF C 4 3a BpeMa KOHTaKTa a3 15 mun RocTuraetca npi 130 °C; npH
140 °C cTerens M3pneueHus POAMS CYLUECTBEHHO CHUKAELTCS, UTO, Bepo;mxo, CBA3aHO ¢
YacTRYHOH necTpykuMel copGenTa. TIoBRIICHHE CTENEHN H3BICUCHHUA POIUA H COKpa-
IEHUEe BpEeMEHH KOHLEHTPUPOBAHMA NOJ BO3JEHCTBMEM MUKDOBOJHOBOrO M3/Iy4eHNs,
H0-BHAUMOMY, O0YC/IOBIEHO KaK TEMsIOBBIMY, TaK U HeTerUioBeMH 3¢ dexTamu. Bons-
ol BKNAg BHOCHT BhicoKas Temmeparypa (130 °C), nmocturaemas Npu TpOBEAEHNY
copOLHM B 3aKpHITOH cHcTeMe NMpH MoBoieHHoM Jasinenud. KpoMe Toro, sosgelictaie
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JEKTPOMArHUTHOTO 10/ MOXET MPMBOIUTE K PaspyIleHHIO THAPATHLIX 060104eK HO-
HOB, na6uayM3auuHi BHYTpeHHell KOOpANHAKOHHOM cepbl KOMIUIEKCOB POAHS B pacTBO-
pe, YCTpaHATh CTEPHYECKUe NPENATCTBHA H, TakuM ofpa3oM, o6Aeruath B3auMociicTBHE
MeTana ¢ pyHKUHOHANbHEIMU rpynnamu copbenrta [IOJIAOPIC 4.

B ycnosusx HauGosee MONHOTO H3BIEYSHNs POLUS IPOBENSHEL SKCHEPHMEHTEI 110
KOHUEHTPHPOBAHHIO ApYrHX GraroponHbIX MeTaios. [TonydeHHble aHHbIE NPHBEACHD!
B Tab. 3.

Tabnuua 3. KonueHTpupobaHue bnaropofHbIX METANNIOB B YCNOBUAX
MVKPOBONHOBOTO Harpesa

1M HCI, NNOSINMOPIC 4, 06vem pacmeopa 50 mn, macca copbeHma 0.05 e,
130 °C, spemna koHmakxma c¢has 15 muH

MeTann Au(IID) Pd(II) Pt(Iv) Rh(IID) Ir(IV) Ru(IV)
Crenensb
wspnevenna, % 100 100 98 90 99 80

Pe3ynpTaThl u3yueHUs KOHUESHTPHUPOBAHHMA GNArOpOmHBIX METANIOB COpPOEHTOM
TTIOJTMOPI'C 4 nox Bo3AeHcTBAEM MHKPOBOJHOBOTO M3MYYEHUS 1 AaHHBIE, IONYUEHHbIE
paHee No KOHUEHTPHUPOBAHUIO G1aropoAHBIX METAIIOB B OOBIMHBIX YCIOBHSX, NPEACTaB-
nedsl Ha puc. 1. Ha ocHoBaHuM NpOBEREHHBIX MCCIIEAOBARMIT CAeMaH BBIBOM, YTO B YCIO-
BHSIX MUKDPOBOJIHOBOTO HarpeBa B TEYEHHE 15 MHH JOCTHraeTcs rpynnoBOe KOHLUEHTPH-
posaxue G1aropoAHEIX MeTasIoB U3 pacTsopos | M HCI.

Ge3 HarpeBaHus TePMUYECKUI HarpeB MUKPOBOMNHOBbLIA Harpes

0 A I

Au Pd Pt Rh Ir Ru Au Pd Pt Rh Ir Ru Au Pd Pt Rh Ir Ru

Puc. 1. CreneHs nsneueHun (%) GnaropogHbIX METannos MeKoANCNepCHbLIM
copbenrom NOSMOPIC 4 ua consHokucnblx pacteopos; 1 M HCI, spema koHTakTa das
16 muH, o6bem pacteopa 50 MmN, macca copBerta 0.05r

Bribpansl ycnosus rpynmosoro xoudewtpuposanus Au(lll). Pd(ID), P(IV),
Rh(II), Ir(IV) u Ru(1V) copGenrom ITOJMOPI'C 4 u3 pactsopos 1 M HCI nox Boszeli-
CTBHEM MMKPOBOJIHOBOTO M3ayueHus: obbem pactsopa 50 mi, Macca copBenra 0.05 r.
130 °C, Bpems xoHTaxTa $as 15 MHH,
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Hzy4aenne copOuun 6;1aropoaHLIX MeTALI0B H3 pacTeopoB HNO;
H BBIGOD YCIOBHIT KOHIIEHTPHPOBAHNSA

KoHueHTpHpoBanne 6:1aropOIHEIN METALIOR H3 a30THOKHMCILIX PACTBOPOB Npel-
CTaB;ISeT HHTEPEC, MOCKOIBKY NpH PACTBOPEHNM QHATH3MPYEMEIX 00pastioB, 0cofeHHO C
BEICOKHM COJIEP:KaHIIEM OPTaHHMYECKUX BEINECTB, YACTO MCMOMB3YETC a30THAA KUCJIOTA.
OpaHako copGUMOHHOE KOHLICHTPHpOBaHHe GNaropORHBIX METANIOB M3 a30THOKMCIBIX
PacTBOPOB HCIONE3YETCs Pefko. BO3MOKHOCTS MpHMEHeHHa copGentos ITOJIMIOPIC
JUIA 3THX Lieneif paHee He H3y4anach.

ITpoBeneHHEle IKCNIEPUMEHTH! TI0 KOHLEHTPHPOBAHUIO ONAropOMHBIX METALIOB
copOenrom TTOJIMOPI'C 4 w3 pacteopoB HNO; moxkasann, uTo 30M0TO M Tannanuii
NPAKTHYECKH MONTHOCTHI0 COPOUPYIOTCS NP KOMHATHON TEMNEPATYpe B IHPOKOM IiHa-
fa30He KOHUCHTPauuH a30THO KHCIOTHL ‘CTéfieHb H3BACYECHHA NAATHHB! CYIECTBEHHO
yMeHBIUAeTCd C YBenHueHHEM KOHUeHTpauwy. HNQi. Poanil, upnpuil 1 pyTeHuit npu
KOMHATHO# TeMneparype He copOupyIoTcs, a Npu HArpeBaHHH UX M3BJIEYECHHE He npe-
Beiuzaer 30 %, M3yyeHue BOMAHIA MUKPOBOIHOBOrO M3TYUESHHA Ha CTCNEHD M3BACUEHHA
Gnaropoaueix MeTa/108 nposoxuiu u3 pagteapos 1 M HNO; na npuMepe copbuun nna-
THHB! 1 poaius. TIpoBENIeHB! IKCIEPUMEHTB] 110 H3BICUCHUIO ITHX J/EMEHTOB B YCIOBHAX,
BEIOPaHHEIX 15 KOHLEHTPHPOBAHKA 6naroponﬂm>g MeTtannos n3 pacrsopos | M HCL:
130 °C, Bpem KOHTaKTa (pas 15 MuH. Vcranoaneuo, YTO CTEIEHb W3BNEYSHHUS TIHATHHEL
¥ poaus npu 3TOM CYLUECTBEHHO BO3PACTACT: 20 100 % u 86 % cooTBeTCIBEHHO. B 311X
JKe YCNIOBUAX MOYYEHE! JAHHBIC MO CTENEHH M3BCUCHHA IPYTuX GIaropomHEIX MeTan-
n0B (Tabu. 4).

TaGnuya 4. KoHueHTpuposaunmne SnaropogHbix METanoB
oA, BO3feicTBUEM MUKPOBONHOBOTC Wany4enns

1M HNO3, NMOMNOPIC 4, 06bem pacmeopa 50 mn, Macca copberma 0.05 g,
130 °C, spemna KoHmakma ¢haa 15 MuH

Merann Au(III) Pd(II) Pt(IV) Rh(II) IrdVv) Ru(1V)

CreneHp
W3BneueHus, %

100 100 98 86 75 36

Kak noxashiBaloT pUBeAEHHBIE NaHHEIE, B BEIOPAHHLIX YCIOBUAX HpHAUN H py-
TeHHH copGupYIOTCA He NOJHOCTBIO. BO3MOXHO, 3TO CBA3IAHO € TEM, YTO B A30THOKHC-
JIBIX pacTBOpax MpuAnii 1 pyTeHnit o6pasyioT KoMmekcHsle dopMsl, crabo B3auMosnei-
cTByIOLINeE ¢ GYHKUHOHANEHEIMY rpyninamMu copbenta [TIONIMOPI'C 4, u pna ux nabuiy-
sauun Tpebyerca Gonee BelcOKas TeMmeparypa unu Gonee JUIMTENBHOE BPEMs KOHTAKIY
(a3, 4TO MOKET NPHBECTH K HACTHYHOMY Pa3nioKEeHHIO copleHTa.
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CpaBHuTEAbHbIE JaHHEIE [0 KOHUEHTPUPOBAHUIO 01arOpOMHBIX METAIOB B pas-

JHYHBIX YCIIOBHAX NPUBEAEHE Ha pHC. 2.

Ges HarpeBanns TepPMUYECKHIl Harpes MUKPOBONHOBLINA Harpes
{20°°C) (100 °C) {130 °C)

10T T
i

AuPd Pt Rh Ir Ru Au Pd Pt Rh Ir Ru Au I’d Lt Rh Ir Ru

Puc. 2. CreneHb nssneyenns (%) 6naropo,qu|x METannoB MenkoaucnepcHLiM
copbentom MONMUOPTC 4 13 asoTHokucnbix pacteopos; 1M HNO;, BpeMﬂ KOHTaKTa
chas 15 mMuH, o6bem pacreopa 50 mn, macca copbenTa 0.05 r

Ha ocHoBanuu NONYUCHHBIX AAHHEIX BEIOPAHB! YCAOBHA IPYINOBOr0 KOHHEHTPH~
posanus ‘Au(lll). Pd(Il), PY(IV) u Rh(IlI) u3 pactBopos 1 M HNO; copGextom
TTOJIOPTC 4 nox BospeiicTBHEM MUKPOBOMHOBOTO H3ilydeHus: oGbeM pacTBopa 50 Ma,
macca copbenta 0.05 r, 130 °C, ppems xoHTaicra a3z 15 mMum.

Wsyuenue BINAHHS MUKPOBONHOBOIO M3MyYeHHs HA KOHUEHTpHpOBamue Gnaro-
poaupx MeTannos copbertoMm IOJIMOPI'C 4 noxazano, YTO MX KONMUSCTBCHHOE U3BNIE-
yeHue Jocturaercs B TeueHue 15 mu npu 130 °C npi»x MICTIONB30BaHKH 3aKPHITHIX COCY~
noB. Buibpansl ycnosus koHuentpuposanus Au(lll), Pd(II), Pt(IV), Rh(II), Ir(IV) u
Ru(1V) us pacrsopos 1 M HC! u konuentpuposanus An(III), PA(ID), Pt(IV) u Rh(III) u3
pacteopoB 1 M HNO;.

KOHUIEHTPHPOBAHUE BJIATOPOIHBIX METAJIJIOB
BOJIOKHHUCTLIMH «<HATTOJIHEHHBLIMM» COPBEHTAMMU NOJINOPT'C

BostoxHYCTEIE «HANONHEHHEIE) MaTEpHaibl B OTAMYME OT APYrUX THIOB BOJOK-
HHCTBIX COPOEHTOB MPENCTaBAIOT cO00i KOMIIO3HLIMIO M3 ABYX IOMMMEPOB: TOHKHX IO~
PHCTBHIX TOJINAKPHIOHHTPHABHBIX BOTOKOH U MEIKORUCIIEPCHOTO HAMoJHUTENS. Bonok-
HUCTBIC «HanonHenHble» copbentst IIOJIMOPI'C xapakTepusyroTes BBICOKOH CENeKTHB-
HOCTBIO 10 OTHOLIEHHIO K 671aropoXHEIM METaJl1aM, XOPOIUMMY KHHETHYECKUMHU CBOHCT-
BaMy M yaobHo# Ans npuMeHeHus hopMoit B BUIEe HeTKaHoro monorHa. Haubonee nos-
HO u3ydennl csocTea copbenros IOJIMOPTC 17-1 mns woHuentpuposauus Pd(Il) u
Pt(IV) u copGenta I[TOTUOPIC 33-n ans xoHuentpuposanna Pd(1l) u3 conaHoKUCAbIX
pactsopoB. B nannoit pabote nsyuero nosenenue Au(Ill), Pd(ID), Pt(IV), Rh(Il), Ir(IV)

e
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u Ru(IV) npi copbuvn B CTaTHYECKHX M OMHAMHYECKMX YCJOBHAX copbeHTaMn
TTOJIMOPI'C 4-1 u ITOJJMOPI'C 17-H U3 COMAHOKHCIBIX U a30THOKHCNBIX PacTBOpOB.
Hsyyena taxoxe copbunsa Pd(II) copbenrom TTOJIMOPI'C 33-H M3 a30THOKHCILIX pac-
TBOPOB.

H3yuenne copGunn 61aropoRHEIX MeTANIOB cOpheHTAMYU
INOJHOPY'C 4-1 1 IIOJTMOPI'C 17-n n3 pactsopos HCI

Panee 65010 N0OKa3aHo, YTO 30J10TO, NIATHHA U TAMIANNH MOJHOCTLIO COpOUpYIOT-
ca n3 pacrsopos I — 3 M HCI cop6entamu TIOJIMOPTC 4-u u TIOJITMOPTC 17-H B cTa-
THYECKUX YCA0BHAX. MceneaoBana Taioke copOLua IaTUHE! U TAafHs U3 COMAHOKHC-
as1x pactsopos copbentamu [TOJTMOPT'C 4-u, [TOJIMOPTC 17-1 u [TOJIMOPIC 33-n 8
IMHAMHYECKUX yCnoBUAX. B nannolt pabore usyueno nosenenye ponus, HpUAHA 1 pyTe-
1Ms IpH copbumn u3 pactsopos | M HCI copGenramu ITOJIMOPI'C 4-1 u ITIOJIMOPTC
17-n npu xomuaTHOH Temneparype v npu narpesakuu (~100 °C). YcraHoBnEHO, uTO
Rh(I1I), Ir(TV) u Ru(IV), npucyTcTByIOLIME B COATHOKHUCABIX PACTBOPAX B BUIC KMHETH-
YeCKH UHEePTHBIX KOMILTEKCOB, PaKTUHecky He copGupylotes copbenramu IIOJIMOPI'C
B OOBIYHBIX YCIOBHAX, 4 IPU HAaIPEBAHUH CTENEHDb HX U3BJIeYeHHs He npesbiaet 40 %.

C uenblo NOBLILICHNS CTENEHH M3BeYeHHa poaus Gplia usyyena copGuus Rh(Ill)
B MPUCYTCTBUM XMOpUAa onoBa. M3 nuTeparypHBiX AaHHBIX W3BECTHO, YTO U3B/IEUEHUE
PONUs U3 CONSHOKHCILIX pacTBOpoOB B npucyTcTeuH SnCl, CyIeCcTBEHHO MOBbILIAETCS.
Hanpumep, npu Hcrons30BaHUM aHUOHOOGMEHHBIX COPOEHTOB, MORHU(ULMPOBAHHOIO
XHTO3aHa, NOMMYPETAHOBLIX TEH U APYTHX COPOEHTOB M3B/JCYEHHE PONHUS B NPUCYTCTBHH
SnCl, nosrimaercst go 80 — 100 %. ITo muennio asTopos, 710 ofyciosiseHo ofpa3obay-
€M OJIOBOXJIOPHAHBIX aHHOHHLIX KOMIIIEKCOB poIus, ABagioumxcs Gonee nabunbtbiMu
npH COpOLMH U 3KCTpakiuu. [Ips 3TOM OTMeueHo, CTENeHDb U3BICUECHUS POIHS 3aBHCHT
oT KoHueHTpauun SnCly B pacrBope. DKCMEPHMEHTB MO KOHLEHTPHUPOBAHHIO POIHS
copbentamu [TOJIMOPTC 4-1 u ITOJIMOPT'C 17-1 B npucytcrun SnCl; nokasanu, yro
npu nobaBiaeHHH B pacTBOp XJIOpHZa Of0Ba cTeneHk M3BsieueHua Rh(lll) cymecTenno
so3pacraeT. HanGosee nonHoe u3pneyeHne poaus o6ECHeHBACTCH NPH KOHLEHTPALUHU
SnCl, = 0.05 M, HU3yucHo Tajoke BIMAHHE XI0PHAA 0J10Ba Ha KOHLEHTPHPOBAHHE IIaTH-
HB ¥ Ma:uiagus npu copbuun copbertom ITOJIMOPIC 17-1. Yceranosneno, uto SnCl,
NPAKTHUCCKH HE BIMAET Ha U3BIeYeHUEe TUIATWHBI, @ CTeNEHDb U3BNEeYeHHs najaagus cy-
eCTBEHHO yMeHbiuaeTest. CopGuuMio puIus 1 pyTeius B npucytcrsuu SnCly He ucene-
DOBaNH, MOCKOILKY B 3THX YCIOBHAX BO3MOXHO BoccTaHosicHic Ir(IV) n Ru(1V), uro
CYLIECTBEHHO YMEHBIIACT CTerneHs X H3BiaeueHus copberravu ITOJIMOPTC.
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Hayuenne copOuui OnaropofHeIX METALIOB B AMHAMHYECKOM PEKUME NIPOBOAU-
J# B YCI0BUAX, BHIOpAaHHEIX Padee 111 koHueHrpuporaung PA(Il) u Py(IV): 1 M HCL
ofreM pacteopa 100 au1, Macca copGenta (m) 0.16 ~ 0.36 r (4 duneTpa miraMerpoM
2.5 cu nnu 3 duawTpa auanmeTpoM 4 cM), Bhicota cnos 0.24 ~ 0.32 ey, ckopocTs nporyc-
Kauus pactBopa 1 — 2 Ma/MuH. B tabn. 5 npuBeneHs! pe3yasTath no u3saeyeHmo Pd(ID),
Pt(IV), Ru(1Il) n Au(lIl) B 3Tux ycnosuax. ITockonsKy ONHOE KOHUEHTPHPOBaHHE po-
IMA JOCTUraeTcs TONbKO B MPUCYTCTBUH XJIOPHAA OJ0B3, NIPH HEOOXOAMMOCTH TpyNmno-
BOI'0 KOHLEHTPHPOBAHNA OIArOPOJHBIX METATNOB B AMHAMHYECCKUX YCHOBUAX BHayane
pacTBop nponyckaior yepes cioii copdenra IJOJIMOPI'C 4-n wmu ITOJIMOPTC 17-u
ana konuentpupoBanua Au(lll), PAd(Il) u Py(IV), zarem k admoenty nobapnaior Xio0-
puza onoga 1o 0.1 M SnCl, 1 npomnyckaiOT pacTBOp Yepe3 TOT JKe WAM ApYroi cnoit cop-
OeHTa U1 KOHLEHTPUPOBAHHUS POLHA.

Tadnuuya 5. KoHueHTpupoBaHue 6naropogHbix metannos copbexrtamu
NONNOPIC 4-1 1 NONNOPIC 17-H B AUHaMUUECKOM peXUME
1M HCI, obvem pacmeopa 100 mn, [Me]=2 mka/mn,
CKOpOCMb Nponyckanus pacmeopa 1 -2 ma/MuH

o Koitecrso Crenenb u3nneuenns, %
+CopGent
s $uabTpos Audll) { Pdan | P«@V) | Ra@I)*
4 gunspa & 2,5 cM 97 96 95 90
‘ ‘ (m=0.16r1)
HOJHOPIC 4-u
: 3 unbtpa & 4 e 98 100 98 98
(m=036r)
coe 4 dunsrpa @ 2.5 cM 99 97 98 98
: (m=0,161).
TOJIHOPTC 17-n (— oo B 4 o - p” o 100
(m=036r) - :

™).8 npucytcravu 0.1 M SnCly,

Ha ‘ocHoBaHuy n3y4eHns copGImy ONaropOJHLIX METANIOB BOJIOKHUCTHIMH «Ha-
NOSHEHHBIMHUY COPOEHTAMH B CTaTHYECKHX H AWHAMHYECKHUX YCJIOBHAX I10Ka3aHa BO3-
MOXCHOCTh KoHUenTpuposauua Au(IIT), PA(II), Pt(IV) u Rh(II) u3 pactsopos 1 M HCI
copbetitamut ITIOJIMOPI'C 4-1 u [TOJIMOPT'C 17-H B IMHAMUMECKOM pexUME.

Wizyuenne copGuun 61aropoqHbIX METanI08 copSenTamit
HOJKOPTC 4-u, MIOJMOPI'C 17-1 1 HOJIMOPIT'C 33-1 u3 pacrsopos HNO;

Cop6uus 6naropoAHbIX METAIOB BOSIOKHMCTRIMU' HATIONHEHHBIMUY COpOeHTaMH
TTOJIMOPI'C 13 a30THOKHCILIX paCTBOPOB paHee He HecienoBalacs. VisyueHue nosene-
HWSl 3071018, MANNagHA W NAATHHEl OpH copbuun copGentamu IIOJMOPIC 4-u u
TTOJINOPI'C 17-H w3 pacteopos 1 — 3 M HNO; nokasarno, yTo 3051010 ¥ naniaguii non-
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HOCTBIO cOpOHpPYIOTCA NpH KOMHATHOI Temmepatype, a Hanbosee nosHoe H3BICUCHHC
HA4THAB focTHraeTcs 3 pactsopos 1| M HNO; Tonbko npy HarpesaluM B TeueHHe | u.
B cBA3M ¢ 3THM KCIEPUMEHTH! 10 NUHAMHYECKOMY KOHLEHTPHPOBAHUIO W3 a30THOKHC-
JbIX pacTBopoB npoBoau:ti Ha npusepe Au(lll) u Pd(Il). B 1a6:. 6 npusencHs! pesy.p-
TaThl MO JuHaMHuecKoMY KoHuentpuposanuio Au(lll) u Pd(I) copbenramu
TNOJIUOPI'C 4-u u TIOJIMOPI'C 17-H M3 a30THOKMCHBIX M CMELIAHHBIX PACTBOPOB
HNO; + HCI.

Ta6nuua 6. KonueHTpuposanue Au(lll) u Pd(Il) copbeHTamu
NMONAOPIC 4-H 1 MONOPIC 17-H B AUHAMUYECKOM pexvme
Ob6wvem pacmsopa 25 Mn, Macca copbeHma 0.04 2. (1 punbmp £ 2.5 cm),
cKopocmb nponyckanus pacmeopa 0.25 mn/muH, [Me]=1 mka/mn

Crenend nasneyenus, %
Pacreop ITOJIHOPI'C 4-1 NOJAOPI'C 17-n
Au(Ilr) PA(IT) Au(IID Pd(II)

IM HNO; 86 99 90 100

3M HNO; 90 99 98 99

IM HNO; + 1M HCI 95 98 95 99
1.2M HNO; + 3.6M HCI 98 100 99 98
3.6M HNO; + 1.2M HCI 98 100 98 100

[TonyuenHble AaHHBIE MOKA3AIH BO3MOMHOCTH KOHUEGHTPUPOBAHUS 30]0Ta ¥ Naj-
Aafug KaK U3 a30THOKMCIIBIX, TAK U CMEIUAHHBIX PACTBOPOB, HTO TIO3BOISAET NPOBOAUTD
HX KOHIIEHTPHpOBAHHE HENMOCPEACTBEHHO W3 PAaCcTBOPOB, MOMY4aEMBIX MOCHE pa3fioxe-
HUsl aHATM3UpPYeMbIX 00pasLioB B a3oTHol Kucnore wid pactsopax HNO; + HCI (wa-
TIpKMEP, NP HCHOMB30BAHMH 1S Pa3jioKeHHs Lapckoii Boaku Wiy «oBpatHol» uap-
CKoit BOOKH).

Js M3BieueHUs NAIagus H3- a30THOKHCNLIX PacTBOPOB WCHOMB3OBAIN TAKKE
copGent [TOJIMOPI'C 33-n, o6najarommit cesleKTHBHOCTHIO Mo oTnowennio k PA(IT) npu
copOUKrU U3 CONSHOKUCALIX PACTROPOR, [IpOBENCHHEIE FKCTIEPUMEHTHI 0 copbuUMH nan-
Aanus M3 a30THOKUCHBIX PACTBOPOB nokasany, uro copbent [NOJIMOPI'C 33-H nosuo-
cTho M3BneKaer nannaguif u3 1 — 2 M HNO; u obnagact XopoLIMMHE KHHETHUECKHMH
cBOMNCTBAMH: MONHOE KOHLECHTPUpPOBaHHE MaJlTagis ZOCTHraeTcs 3a BpeMs KoHTakTa (a3
15 muH. D10 mo3ponsgeT uenonas3oBats copbent [TOJMMOPIC 33-u ans AMHaMHUYECKOTO
KOHUCHTPUPOBaHMA Nayiaaus. B 1abn. 7 NpencTaBieHpl Pe3yNsbTaThl N0 KOHLUEHTPHPO-
BAHHIO NaTamug B AHHAMMUECKOM PEXHME U3 a30THOKMCHLIX PACTBOPOB Pa3jIHYHOrO

obbema (25 — 1000 M21) npu CKOpOCTH MpoTyckanus pacrBopa | — 4 Mu/MHH.
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Ta6nuua 7. Ctenexb ussneveHun (%) Pd(il) copSentorm NOSIAOPIC 33-H
113 830THOKIICNBIX PACTEOPOB B AMHAMIUYECKON PexIMe

1~ 2 M HNO,, duaremp gunsmpa 2.5 e

Ye10819 KOHUCHTPHPOBAHNS
Cropocts Crenenn
Macea COPGBHT}!, r Obbem nponycKanus u3sacuenns, %
(xomiyecTBo GHALTPOB) PpacTBOPa, M pacTBopa,
MJ/MUEH
25 100
005 (1) 50 1-2 99
100 99
100 98
0.10-0.12(2) -2
200 96
, ) , 800" ; 94
*0.16-0.18(3) - 3-4
- 1000 95

[onyuenHple JaHHEBIe TIOKA3aM BO3MOXKHOCTE TIONHOTO0 W3BASUCHHMS TANTAAUS U3
a30THOKUCIEIX pacTBOpOB Ha dunerpax copberrta ITOJIMOPI'C 33-H B AMHAMHYECKHX
YCIIOBHSX, UTO MOjeT OBITh HCMOB30BAHO A KOHLUEHTPHMPOBAHMA Malfamua H3 pac-
TBOPOB, TIOMYCHHEIX I0C/IE PACTBOPEHNA aHATH3HPYEMBIX 06pA3LOB B A30THOM KHCOTE.

NPUMEHEHHUE PAZPABOTAHHBIX CIIOCOS0B KOHLUEHTPUPOBAHISL

B KOMBMHHAPOBAHHBIX METOAAX ONPEJEJIEHMA
BJArOPOJHBIX METAJLJIOB

Hcnonpsopannsie B ganHo# paGore copGentst TIOJIMOPIC 4, ITOJIUOPI'C 4-H,
TTOJIAOPT'C 17-# u ITOJIMOPIC 33-H XapaKTepu3yloTcA BHICOKOH CeNeKTHBHOCTLIO 110
OTHOWIEHHIO K BN1aropogusM MeraiiaM. Tak, Ha NpuUMepe KOHUEHTPHPOBAaHUS copOeH-
Tom ITOJIMOPI'C 17-1 mipu onpeneneHiy G1aropoRHEIX METAINOB B IPOAYKTaX mepepa-
60TKH MENHO-HUKENEBBIX PY& paree GHII0 MOKa3aHo, uTo cofepsxarnyve Fe, Cu, Ni 1 apy-
TUX MaKpOKOMNOWEHTOB B copleHTe TOC/]E KOHLEHTPHpoBaHus He npesblmaer 0.1
MKr/Ma. DTO [U3BOAAET M3bexnaTh MEUWIAIOIEro BIMSHUS CONMYTCTBYIOLIMX 3JEMEHTOB
NpY ONPEACAEHHN MUKPOKONMYECTB G/IarOpOAHEIX METAINIOB HHCTPYMEHTAIBHEIMY Me-
TozaMH. 'Pa3paboTaHHble METOAMKH COPOLUMOHHOTO KOHLUEHTPUPOBAHMA GIAaropomHBIX
MET1I0B B YCNOBUAX MHKPOBOJHOBOTO HarpeBa M C HCHOJB30BAHHMEM BOJIOKHMCTBIX
«HAMOJHEHHKIX» COPOEHTOB XapaKTepU3yIOTCA 3KCIPECCHOCTHIO U NPOCTOTON BEHINONHE-
HHUA.

Ha ocnose paspaGoTasHsIX crocoGOB KOHIEHTPHPOBAHMS IPETOKEHE! CXCMBI
KOMOMHUPOBAHHBIX METONOB ONpefc/ieHus OnaropofHEIX METAVIOB B COYETAHHH ¢

-
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ITAAC, TTAAC, MC-UCITI, ADC-HUCII u POA, kotopsie Gb11m onpoGosaHs! npyu onpe-
AeNicHuK GnaropoAHBIX METALIOB B CTaHJAPTHLIX obpasuax COCTaBa pasmu4iBIX pyd.
TIPOMBILICHHBIX MPOAYKTax H Apyrux oObexTax. CxeMbl BIUTIOUAIOT pacTBOPEHHE aHa-
msupyeMoro obpasua, koruedTpuposaHue copbenramu IOJIMOPI'C u cnocobel noa-
FOTOBKH KOHLEHTpaTa K IoCHenyolleMy onpeneneHuio. Jna pasnoxenus copbeHtos
MOTYT OBITh MCHIONH30BAHB! TPadHMUHOHHBIE METOMBI: O30/eHHe copbenTa ¢ nmociaenyio-
UM PacTBOPEHHEM OCTATKA WM KUIIfYeHHe COpOEHTa CO CMECHIO KUCIOT («MOKpOe»
o3onenne). B nagHoit pabore npuMeHeH aKcnpeccHsii M mpocToif crmocol pasnokeHus
copGeHToB B MUKPOBOJIHOBO# NMeuu B a30THOM kucnore. Onpenesietivie 61aropoIHbIX Me-
TaJJIOB 10C/E KOHUEHTPHPOBAHHS MOXET NPOBOAUTECA B PACTBOPE MOCHC PasloXKeHHs
copOeHTa WK HETNOCPEACTBEHHO Ha BOJIOKHHCTBIX «HAMOIHEHHBIX» COPOEHTaX METOLOM
P®A, a Taioke M3BECTHBIM MPHEMOM HO3MPOBAHHUA CYCTICH3HM coplienTa B aTOMM3ATOp
npy onpegenenun MeronoM DTAAC.
Konnenrpuposanne Au(ill), PA(IX), Pt(IV), Rh(III) u Ir(IV) copGenrom

NOJHNOPI'C 4 B yenopusiX MHKPOBOJIHOBOT0 HArpeBa MPH HX.oNpeae/ICHHH
merogamn OTAAC n ADC-HCII

KonuesrpuposaHne 61aropofHeIx MeTaIoB MO BO3NCHCTBHEM MHKPOBOJIHOBO-
TO M3JyyeHUs MCMOAB30BANM MpPH aHAIW3e MEXAYHApOAHOTO CTaHaapTHoro ofpasua
nnatunoBoil pyapt SARM-7B, cTagpapTHeix 00pa3uoB CyabhUAHON MENHO-HUKEIEBOH
pyasl BT-1 n cninapoB Ha MeaHoM ochope I'CO NoNe 931-76, 934-76. Ona aHaiu3a uc-
nonp3oBany 00pasuel Maccol 1 r, KOTOpeIe PACTBOPSIIN B KHCIOTAX U3BECTHBLIMH CIIOCO-
Bamu. [Tocne pacTBOpeHUs K KHISYEHUs PAcTBOPOB ¢ «uapckolt Bomkoit» u xouu, HCI
nonyyenHsi#t pactop B 1 M HC] o6semom 50 Ma noMemany B TedaoHOBbIH cOCYH. [o-
6apnanu menxonucnepcusiit copbent ITOJIMOPIC 4 maccoii 0.05 r, 3axpsiBany COCYA 1
NOMEIATH B MHUKPOBOJIHOBYIO Mewb. PactBop ¢ cOpOCHTOM BBINSPXKHBAIM B TEUCHHE
15 MuH npu Temnepatype 130 °C. Tlocne xoHueHTpupoBaHUS ONATOPOAHBIX METAINIOB
cop6EeHT OTAEWIN OT pacTBOpa U pacTBOpaK B 6 M koHL. HNO; (¢ nobasincHueM 2 M
BOABI) B MMKPOBOJIHOBOM nieun npH Temnepatype 240 °C unu 030414 B MydenbHoi ne-
yn npy temneparype 400 — 500 °C. B noayueHHbIX [Oce paslioxeHHs copGeHTOB pac-
TBOpax ompenensny Onaropoarsie MeTasuis merofamu DTAAC u ADC-KCTI. Ipu on-
peileneHny GIaropoAHBIX METAUIOB B CILIaBax Ha MeAHOH ocHoBe o6pa3sunl Maccolt 0.2 r
pacteopsanu B Koul, HNO; npu HarpeBanHy ¥ NpOBOAMIM KOHLEHTPUPOBAHHUE M3 pac-
TBOpa 1 M HNO; 06beMoM 50 My B YCTOBHAK, IPHBEIEHHBIX Bbillle. Pe3yabTathb! onpe-

aeneins 6:1aropoAHBIX METAIOB NpHBEAeHb! B Tabu. 8.
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Tabnuua 8. PeaynbTaTte! onpeaeneHia 6naropoHeIX MeTannos B CTaHAAPTHEIX
06pa3yax cocrasa nocne KoHyeHTpuposaHua copbexton MOIMOPTC 4
B YCIOBUAX MUKPORONHOROIO Harpesa (U3 T M HCI ¥ u 1 M HNO3 ?)

Meroa Haiineno, ¢-10° %, n=3, P=0.95
Odpazen onpegene-
HHA Au Pd Pt Rh Ir

sarnaB? | sTAAC 027+0.02" | 1.54+003% | 3.741005" | 024+001* | 0.09:0.01*
ARM-

0.26 £0.01 1.56 £ 0.03 3.6910.08 023+0.09 0.08 £0.04

026%0.04* | 6401045 | 2.55+034" - ’ -

s | 3TAAC -
BT-1 0.22£0.01 6.29%0.59 2.30%0.17 - -

AJC-UCIT | 0302005 679+0.15 2441022 - -

FCO Ne STAAC 50£1.0% | 49x2* 15£2* | 49z203* 50£04"
2
934.76 7 4314 493 131 47402 4907
I'CO Ne ASCHCHT 9327" 1000+ 100% | 300 20* 100 10* 90 £ 10"
2} ot
931-76 7, 94%8 994+ 13 30830 91%5 89£12

*) nachopTHble AaHHble,

~ YIOBNETBOPUTENBHOE COBNAJCHUE IKCTIEPUMEHTANIBHBIX M LIACUOPTHBIX AAHHBIX
NOKa3BIBAET, YTO paspaGoranHsiii cnocol xoxueHTprposanns copbenrom ITOJIUOPIC 4
B YCJIOBHAX MUKDPOBOJTHOBOIO Harpesa MOXET GHITh IipUMEHEH 1py onpenencHuu Gnaro-
POAHEIX METaNNOB B Pa3nHuHEIX 06nexrax. Hcnonb308anue MEKPOBOIHOBOIO M3IyUeHAs
Asisl KOHUEHTPHPOBAHHA M PacTBOPEHHA NOJYYSHHOro KOHUEHTpaTa ympouwaer npobo-
NOATOTOBKY NpPH ONpPENENSHAN GlaropogHEIX METATIOB MHCTPYMEHTANBHLIMU METOXa-
MH. (

Konuenrpuposanne Au(IIl), Pd(11) u Pt(IV) copGenTom IIOJTUOPYC 17-1

npH HX onpepenennn meropamu ITAAC, MC-UCH u A3C-UCII
B NPUPOAHLIX K NPOMBIILIEHHLIX 0GLeKTaX

Konuentpuposanue copﬁeHTOM TIOJIOPT'C 17-H 65110 NpHMEHEeHO NIpH aHaju-
3€ CTaHAApPTHBIX oSpaauon nuppomrxoaou pyast PII-4, «xBoctoB» oforamenus XO-1,
«XBOCTOBY qmorauun 30JI0TOMBILIBAKOBUCTOMN yraepoacogepatueii cynbhuaHoil pyast
(Cort1 3CX-1-99) u yraeit. Aranusupyemsle oGpasust Maccoli 0.10 — 0.25 r pacTBopsnu
B KHCII0TaX, 00pasus! ¢ BBICOKUM COREPKaHMEM OPraHHYeCKWX BEILECTB PACTBOPANH B
a30THOil KMC/IOTE B MMKPOBOMHOBOH mneud. IlonydeHHsie pacTBOphI MEPEBOMWIN B
100 mn I'M HCI v npomyckanu yepes cioit copenta [TOJMOPIC 17-1 Maccoii 0.16 ¢
(4 duneTpa auameTpoM 2.5 cM; BLI'CO‘Ta cnoa 0.03 cm) co cxopoersio 1 Mi/mub. Tlocne

KOHUEHTPHPOBAHKA ONArOpPONHEIX MeTannoB COpGEHT pasiaraji B pacTBope KOHIL
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HNO; ¢ Bonoii (6:2) npu 240 °C B MukpoBonHoBoii neun. PacTsop xoHuenTpara pasbas-
gsan sopoit g0 10 Ma u onpepenssin Gnaropomssle Metamnsl Metogamu DTAAC.
MC-HCTI u ADC-UCIL. IlonydeHHbIe pe3yabTaThl NpHBeaeHs! B Taba. 9.

Tabnuua 9. PesynbTaThl onpeaeneHuns bnaropoaHbix MeTannos

B pasnnyHbIX DOpasyax nocne AMHaMUHECKOTO KOHLEHTPUPOBaHUA
copbextom MONNOPIC 17-H (u3 1 M HCI)

Hatineno, ¢-10* %, n =3, P=0.95 !
O6pazeu Merton '
OnNpeacACHUA Au Pd Pt
0.07£0.01* 0.84 £0.17* 0.43 £ 0.09*
«XBOCTBI ouﬁorameuuu XO-1 A3C-UCH
(cTanpaprHetii oGpaseu cocrasa) 0.08 +0.01 0.78£0.10 | 0.49 £0.09
TuppoTHosas pyaa PTI-4 MC-HCTT 0.44 £ 0.07* 17.6 £ 0.6* 3.1 £03*
(cTanpapTHLIN obpasel cocTaBa) 0.38 + 0.06 14.6 + 0.8 31402

3TAAC 0.35 £ 0.06 2.40+0.18 0.39 1+ 0.08

Vrons ADC-HUCN 0.40 £ 0.03 2.24£0.11 0.43 £ 0.08

MC-HCTI 0.38 £ 0.05 2.33+0.20 0.36 + 0.04

«XBOCTBI» ()OTAUKM 30/0TOMBILUbS= - - 0.80 £ 0.06%
KoBHCTOR yriepoacoaepcaieii MC-UCT
cyabhuanoii pyawt (COIT 3CX-2-99) - - 0.82 £ 0.05

*) naCNOPTHLIE AaHHbLIE.

Y ioBneTBOPUTENEHOE COBMA/IEHHE KCIEPHMEHTANBHBIX W NACTIOPTHBIX MAHHBIX
NOKAa3bIBAET, YTO KoHUeHTpupoBaHue copbenrom IIOJIMOPI'C 17-n B munaMuqeckux
YCI0BHAX 00€CMEUHBAET MOMHOE H3BICUEHHE 30710Ta, NaMNAaANA U IUIATUHEl U uX OTde-
JIEHHE OT MAaTPUYHBIX IEMEHTOB U MOXET OblTh MCNOAb30BAHO MPH aHAIH3e 00BEKTOB
CJI0XHOTO COCTaBa.

Konueurpuposaune Au(Iil), Pd(II) u Pt(IV) copGenrom INIOTHOPI'C 4-u

npu ux onpeneseHuy Meroaom POA B crangapTHeix o6pasuax cocTasa

Kouueurpuposanue copbenrom TTOJIMOPI'C 4-u npuMeHeHo NpU ONpEAC/ICHUM
Au(IIl), Pd(IT) u Pt(IV) B cranpapTHeix ofpasuax nnatuHoBo# pynsl SARM-7B, cyap-
duanLx Meano-Hukenessix pya BT-1 u BI-1, nukeneporo koxuentpata KH-1. Anann-
3upyeMbic 06pasuisl Maccoit 1 r pacTBOpAnM B KUCJIOTax, OJy4any pacTBOp obnemoM
100 My B 1M HCI u nponycxanu yepes cnoit copbenta [IOJTMOPI'C 4-1 maccoit 0.3 r
(3 dunbrpa auaMerpoM 4 oM. BeIcoTa crog 0.24 ¢M) NPU CKOPOCTH NMPONYyCKaius pac-

TBOpa 2 M/MuH. IToce KOHUEHTPUPOBaHNS COpPOEHT BLICYLIMBANH Ha BO3AYXE, NPECCo-



BT N MPOBOJMIM ONMpERENCHHE HEMOCPEeACTBEHHO B (aze copOenrta MeronoM POA.
Ho:ty";emme Pe3yJIBTaTH! IpHBECHH B Tabum. 10.
Tabnuua 10. Pesynstatel POA onpegeneHis 6naropogHeiX MeTannos

B CTaHAapTHLIX 06pasyax cocTasa nocse AUHaMUHECKOro KOHUEHTPPOBaHNS
copBentom MMONIMOPIC 4-H (us 1 M HCI)

Haitneno. ¢-10* %, n=3, P=0.95
Odpazeun
Au Pd Pt
0.27 +0.02* 1.54 % 0.03* 3.74+0.05*
SARM-7B
0.32%0.05 1.26 £0.12 2.820.07
BT 0.26 + 0.04* 6.40 % 0.45* 2.55%0.34*
R 0.32 £0.05 6.65 + 0.09 2.410.04
BIlo 0.27 + 0.06* 6.63 £ 0.45" 2.64 £0.34"
0.29 +0.07 7.6£02 2.21+0.12
CHL1 0.84 % 0.09* 30.0+22* 3.6 £ 0.3"
L12£0.09 26.6+2.8 83403

*) NacnopTHbLIe AaHHbIe.

TIOnyyeHHEe JaHHBIE TOKA3aMH, YTO pa3paboTanHsil cocol KOHIEHTPHPOBAHKA
307078, nautagus u nnarunsl copberroM TIOJIMOPIC 4-H B AMHAMHYECKHX YCNOBHAX
MoxceT OBITb HCIONE30BAHKM NPH MX ONpelesieHHH HENOCPEACTBEHHO Ha TBepAoH dase
merongoM PODA, uTto cyILECTBEHHO YpolaeT MpoSonoAroToBKy.

'

Konuentpuposanne PA(II) copbentom IIOJHAOPI'C 33-1
npu onpeneneHuH MeTogoM POA B papMaueBTHYECKHX Npenaparax

B ¢Bfi3H ¢ WHPOKUM HCIONE30BAHUEM MIATHHOBEIX METAINIOB B (apMaleBTHye-
CKOJi NMPOMBIINEHHOCTH aKTyaibHa paspaloTka HaxeXHBIX METOLNOB ONpENENCHUI Ma-
JEIX cOJepiKaHHuii 3THX SMEMEHTOB B JIEKapCTBEHHEIX mpemapaTax. Ha npuMepe ananusa
NEKapCTBEHHbIX NPENapaToB Ha OCHOBE NakTo3b! HamMy OBIIO MOKa3aHO, YTO AMHAMHYE-
ckoe KoHueHTpuposaHue copbentoM ITOJIMOPI'C 33-H mo3sonser CyUIECTBEHHO CHH-
3UTh TIpefeNsl oGHapyXeHus nannaaus MerogoM POA,

TlpensapuTeneHbIMU IKCIIEPUMERTaMH OBIIO YCTAHOBJICHO, YTO NOCNE pasfoiKe-
Hus NpoOsl B a30THOM KHUCIOTE NpY KOMHATHO! TEMNEPaType ¥ NpH, Harpesatuy naa-
Inii copOupyeTca He MONHOCTBIO. BepoaTHO, 3TO CBA3AHO C HEMOJIHEIM paspyLICHHeM
KOMIUIEKCHBIX MIIH ApYTHX GopM namiapus, cozxepxcamﬁxcx B HCCIEXYEMEIX npenapa-

7ax. B cBA3M ¢ 3THM [U17 pasNoKeHns aHaTu3UpyeMbiX 00pa3sLoB HCIIONB30BAIH MHKPO-
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BOJIHOBOE H3jtyucHuc. Jas a1oro 0.2-1 r npenapara u 4-6 mMn konu. HNO; nomewaiu B
MHUKDOBOJIHOBYIO ITe4b H NPOBOIMIIH Pa3fOKEHHUE B 3aKPBITBIX COCYHaX NPH TeMiepary-
pe 240 °C. 3ateM pactBoOp pasbasnsaau pogoif no 50 ~ 100 ma u nonyveHHsIi pacTBop B
1 - 2 M HNO; nponyckanu uepe3 cnoit copGenra ITOJIMOPI'C 33-u maccoit
0.05-0.10 r (1 unu 2 dunsrpa auameTpoM 2.5 cM, BeicoTa cios 0.08 — 0.16 cM) co cko-
pocteio 1 mMn/mun. OnpegeneHue NpoBOAUNM HENOCPERCTBEHHO HA GUIbTpax copleHTa
metogoM PDA (6e3 npeccoBanus). IloayyerHble pe3yabTaThl NpUBEACHH! B Tab. 11.
Ta6nuua 11. PesynbTaTthl onpeneneHna nannagus 8 hapmaLeBTuieckux

npenaparax nocne AMHaMUYECKOro KOHLUEHTPUPOBaHUS
copbenrtom MONNOPIC 33- (w3 7 -2 M HNO;)

Haiipeno, ¢:10* %, n=3, P = 0.95
Obpazen
POA HUCIOP T HBIC AaHHbIC
1 362 35¢+1
2 82403 8.1+0.1
3 9.0+£0.3 9.0+ 0.1
4 1.0+ 0.1 1.0+ 0.1
5 116 1083
6 6712 622

Y HOBNETBOPUTENBHOE COBMAACHHE IKCHEPUMEHTANLHBIX M NACTIOPTHBIX JaHHBIX
onpeeneHys nayagus MoKashiBaeT, YTo METOAHKA COPOLMOHHOIO KOHLECHTPHPOBaHUS
Pd(Il) cop6enrom ITOJIMOPI'C 33-i u3 paCTBOPOB a30THON KUCAOTBI B AMHAMHYECKHUX
YCIOBUAX U [IOCTeAyIollee OnpeaeicHue Nallagus HenocpeacTBeHHO Ha copbeHTe mo-
3BOJIAET ONPENEATh HH3KHE CoepKaHus Naniains MeTonoM POA.

BbIBOJIbI
1) Hsyueno xoruentpuposanue Au(Ill), Pd(II), Pt(IV), Rh(Ill), Ir(IV) n Ru(lll) copGen-

tamu [TOJIMOPTC ¢ uenbio nossieHust 3GOEeKTUBHOCTH U SKCNPECCHOCTH KOHLIEH-
TpUpOBaHuA GAAropoOIHEIX METAIOB MPY UX ONPESENeHUH HHCTPYMEHTANLHBIMA Me-
TOAAMH, o

2) MsyueHo BIUAHME MUKPOBOJIHOBOTO H3JYYECHHs Ha COPOLIMOHHOE KOHUEHTPHPOBAHUE
Au(lII), Pd{I), Pt(IV), Rh(Il), Ir(IV) n Ru(Ill) komnnexcoobpasyromumu copbenTa-
v T[TOJTMOPT'C 3 u 4 u3 CONSHOKMCIBIX M A30THOKHC/bLIX PACTBOPOB C LIE/LIO CO-
KpalleHUs BpeMeHH, HeoOX0AMMOro sl TIOHOTO KOHLCHTPHPOBAHMS G1aropoaHsix
MCTALIOB, BIUTIoUas pomuit, Hpunuii 1 pyrenuit. YeranosneHo, 4To NpH nposeaeHny
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copbumy B MEKpOBONHOBOH neun npH 130 °C rpynnoBoe KoHUeHTpHpOoBaHne Giaro-
poaHEX MeTamioB u3 pacreopos | M HCl u 1 M HNO; nocriraercs B TedeHue
15 puH. Ha 0CHOBaHHMH NMOMYYEHHEIX IKCIEPHMEHTAIBHBIN JAHHEIX ONPEACTEHE! yC-
JIOBHA TpPYNNOBOrO KOHUEHTPHPOBaHMA OIarOpPONHEIX METAnNoOB  COPOSHTOM
[IOJIMOPT'C 4 B MMUKpOBOJIHOBOM TOJIE,

N3yueHO KOHUCHTpHpOBaHHe 0NarOPOAHBIX METALIOB BOMOKHHCTHIMH KHAMOTHEH-
HpMu» copbentamu [TOJIMOPI'C 4-H, ITOMUOPIC 17-4 u TIOJIMOPI'C 33-u B
CTAaTHYECKUX M AMHAMUYCCKMX YCIOBHAX W3 CONSHOKUCIBIX, A30THOKHCIHIX W CMe-
WAHHEIX pacTBOpoB. Bribpans! ycAOBHA IMHAMHYECKOTO KOHIeHTpHpoBanua Au(llD),
P4(I), Pt(IV) u Rh(Ill) uz pacreopos HCl copGeuramu [TOJIUOPTC 4-u u
[TOJIMOPI'C 17-u, xonnentpuposanus Au(ill) u Pd(Il) n3 pacrsopos HNO; u cme-
ceit HCI + HNO; cop6erramu IIOJIMOPT'C 4-1 u TTIOJIMOPI'C 17-H # KOHLEHTPH-
posanus Pd(II) u3 pacteopos HNO; copSentom ITOJIMOPI'C 33-1.

ITpennoseH cnocod MUKPOBOIHOBOTO PACTBOPEHNs copGeHTa B a30THOI KUCA0TE No-
clle KOHUGHTPHUPOBaHUA GMaropofHbIX METANIOB AN MX MOCTEenyIOIEro onpesene-
HUS! HHCTPYMEHTaIbHBIMYU METONAMH,

Ha ocHOBaHUYM NONYUEHHEIX SKCHEPUMEHTAILHEIX JAHHBIX NPEAROKEHEl CXEMBI KOM-
OuHUPOBAHHEIX METOAOB OMpENeNneHus ONaropoNHEIX METAIOB C MCTIONb30BAHHEM
3TAAC, TTAAC, MC-HCIT, ADC-HUCII u POA, Brmovarommue pa3paboTaHHkle cro-
COOBI KOHUEHTPHPOBAHHA H CHOCOOE! HOATOTOBKHM COPOEHTA K ONPENeNeHHIO,

TTonyyensl pesynsTaTsl onpeneieHus OGaropoaHblX METANIOB B CTAHAAPTHEIX 00-
pasuax cocTaBa M HEKOTOPBIX NPHPONHKIX U NMPOMEILIACHHEIX 0OBEKTAaX C UCHOMB30-
BaHMEM pa3paGOoTaHHBIX CNOCOGOB KOHUEHTPHPOBAHHUS, I103BONAIOMMUX TIOBBICUTH
3bPEKTHBHOCTE M YIPOCTHTH CXEMBI NMPOGOMOATOTOBKH NPH OnpeAeieHuH Onaro-
POAHEIX METANIOB COBPEMEHHBIMY HHCTPYMEHTANILHBIMU METOAAMH.

Abmop uckpenue npusnamene 3a6. AaGopamopuen eOXUMUL 1 AUAAUTUHECKON

xusuy fanzopodnvix memasso TEOXU PAH 0.x.1. Upune Bumaavebne Kybparobott sa

npedocmadaenue obopydobanus u Mamepuanod 0aa npofedeniin sxcnepumenmod, nay4-

Hble KOHCYALMARUIL U NOMOUYD NpU 0BCYKOerun pe3ysvmamod u 308, cexnopom penmee-
Hocnexmpaasioix Memodof anasusa .LIJTAB TEOXU PAH xamu. Mpme Adamobue
Powygunoit 3a nomowys npu onpedesenutt aremenniod memodom POA,
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