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MpepnoxeHa ycoBepLUeHCTBOBaHHAsA MeToAMKa pasfoXeHUs reonormdecknx obpasuos B
Tpybkax Kapuyca c ncnonb3oBaHneM cTaribHOro aBToknaBa, 3arnofIHEHHOro PacTBOPOM LaBere-
BOW Kncnotbl. CTyneH4yaToe pasnoxeHue LaBeneBon KUCNOThbl NPENSTCTBYET pa3pyLUeHno Tpy-
6ok Kapuyca. OnpegeneHve aneMeHToB NIaTMHOBOW rPynibl U PEHUS BbINOMHANOCH N30TOMHBLIM
pa3baBrieHnemM c Macc-CrekTpoOMeTpUYECKUM okoHYaHneM. Os onpeaensncs oTAeNbHO U3 cnmp-
TOBOrO pacTBOpa, MCMOMb3yeMOro B Ka4eCTBe JIOBYLLKW, NOCIe AUCTUMMALUM HEMOCPEACTBEHHO
n3 Tpybkm Kapuyca. lNMpnBoasaTcs cpaBHUTENbHbIE AaHHbIE MO KOHLEHTPaUNsaM 91eMeHTOB nnaTtu-
HOBOW rpynnbl U PEHUST B KOHTPOSIbHOM OMbITE U BKaga oT UCTUpaHust 06pasLoB. [NpaBunbHoCTb
MEeTOAMKM NOATBEPXKAEHA HA OCHOBE aHannsa ctaH4apTHbIX 06pas3LOB yNbTPAOCHOBHbIX MOPOA.
OTHOCMTENbHOE CTaHAapTHOE OTKIOHEHUE pe3ynbTaTtoB aHanuaa coctasnset oT 5 0o 20 %.

Knroyeenie csioea: Mmacc-CnekTpOMeTpUsi C MHAYKTUBHO CBSI3aHHOW Nnas3Mon ¢ U3oTon-
HbIM pa3baBreHneMm, arieMeHThbl NNaTUMHOBOM rpynnbl U Re, Tpy6kun Kapuyca, aBToknas BbICOKOrO
OaBIeHUs], yNbTPaoCHOBHbIE NOPOAbI.

Ko3bmeHko Onbra AnekceeBHa - Hay4HbI COTPYAHUK rlabopaTopun MUHeparnoB Bbi-
COKMX AaBfieHMN U anMasHbix mecTtopoxaeHun UM nm. B.C. Cob6oneBa CO PAH.

O6nacTb Hay4YHbIX UHTEPECOB: aHaNUTU4Yeckasa reoxXumusi, onpegerieHne HU3KUX KOH-
LieHTpaLMii 3aneMeHTOB, aTOMHbIN CNeKTparibHbIN aHanu3, Macc-cnekTpanbHbIf aHanus.

ABTOp 60nee 50 HayUYHbIX NyGNMKaLUil B OTe4ECTBEHHbIX U 3apyGeXHbIX XypHanax

Manecckun CtaHncnae BnagucnaBoBuY - cTapwmi Hay4HbIA COTPYAHUK naboparto-
puK nsotonHo-aHanuTu4yeckux metogos UM um. B.C. Co6onesa CO PAH, kaHgunaaT xmmu-
YeCKUX HaykK.

ObnacTb Hay4HbIX MUHTEPECOB: aHaNUTUYeCcKasa reoxmmMmusi, onpeaerieHue HU3KMX KOH-
LUeHTpauumn arieMeHTOB, Macc-CNneKTparnbHbIA aHanus.

ABTOp 60onee 40 Hay4YHbIX NyGNMKaLMA B OTeYEeCTBEHHbIX U 3apybeXHbIX XXypHanax.

Hukonaea UpuHa BuktopoBHa - cTapliMi Hay4YHbIM COTPYOHUK nabopatopun uU3o-
TonHo-aHanuTn4eckux metogos UM um. B.C. CoboneBa, kaHAMAAT XMMUYECKMX HayK.

O6nacTb Hay4YHbIX UHTEPECOB: aHaNUTUYeCKasa XMMUA, onpeaerieHne HU3KUX KOHLEH-
Tpauun 35IeMEeHTOB, aTOMHbIN CNeKTpanbHbIN aHanu3, Macc-cneKkTpanbHbIA aHanus.

ABTOp 60onee 30 Hay4YHbIX NyGNMKaLMA B OTeYECTBEHHbIX U 3apybexXHbIX XXypHanax

Tomac Bwuktop [labpuaneBu4 - cCTapwmMiM Hay4YHbIM COTPYOHUK naGopartopuun
3KcnepuMeHTanbLHou netponoruu u reoguHamukn UM nm. B.C. Co6oneBa, kKaHAuAar reo-
JIOro-MuHepanornyeckux Hayk.

ObnacTb Hay4HbIX MHTEPECOB: 3KCNepuUMeHTanbHas MUHepariorusi, pocTt Kpucran-
nos.

ABTOp 6onee 80 Hay4YHbIX NyGNMKaLMA B OTeYECTBEHHbIX U 3apyb6exXHbIX XXypHanax

AHowwuH NeHHaaMn HUKMTOBMY - rMaBHbIN Hay4YHbIN coTpyaHuK UM um. B.C. CoGone-
Ba, JOKTOP reofioro-MmHepanorm4eckux Hayk, agencteutenbHbiv yneH PAEH, npodeccop.

O6nacTb Hay4YHbIX MHTEPECOB - aHaNUTUYeCKasa reoXmMmMusi 61aropoaHbIX U peaKux
MeTannos.

ABTOp cBbiwe 250 ny6nukauum B oTe4eCTBEHHbIX U 3apy6eXHbIX XypHanax.
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BBEOEHUE

PaHee aBTOopamu O6bina paspabotaHa w
onybnukoBaHa MeToAuKa oOnpeaeneHusi HaHOKO-
NU4YecTB 3MEeMEHTOB nnaTtuHoBon rpynnel — Ru,
Pd, Os, Ir, Pt (3MIN) n Re B reonornyeckux o6-
pasuax n3oTonHbiM pasbasnenuem (UP) c macc-
CNEKTPOMETPUYECKMM OKOHYaHMeM Ha npubope
BbicOKoro paspeweHus ELEMENT Finnigan Mat
[1]. Ha cTagumn xummnyeckon noaroToBKM UCMOMNb30-
Banu obpaboTky TBepgoro obpasua c gobaBneH-
HbIMW TpaccepaMmm CMECb KOHLIEHTPUPOBAHHbIX
kucrnotr HCI:HNO, = 1:3 B MMKpOBONTHOBOM CHUCTe-
me MARS-5, onpegensiemble 3N1€MeHTbI OTAENANN
OT MaTpuLbl KaTUOHOOBMEHHON XpomaTorpaduen
Ha katuoHute AG 50Wx8. lNMpoeepka npaBunbHO-
CTV pa3paboTaHHOM METOOMKM Ha OCHOBE aHanu-
3a cTaHgapTHbix obpasuos nepuonurta (GP-13) n
cepneHTuHuTa (UB-N) cBuaeTtenbcTByeT O cucte-
MaTUYECKOM 3aHWXKXEHUW pe3yrnbTaToB Mpu onpe-
aenenun Ir, npyu aToM pesynbTaThl ONpefeneHus
OCTanbHbIX 3MEMEHTOB XOpOLIO corfnacylTcs ¢
OaHHbIMU, MOMTYYEHHBIMW aBTopamMu MpPU PasHbIX
YCIOBUSAX XMMUYECKOW noarotoeku npob [2-3]. OT-
HOCUTENbHAsA NOrpeLLHOCTb pe3ynsTaToB aHanuaa
5-20 %, yctaHoBneHHasa ans Ru, Pd, Re n Pt, cy-
LecTBeHHO yBenuuuBaeTcs anst Os. OTMeYeHHble
npobnembl onpegenenus Ir n Os, No-BUOMMOMY,
CBS3aHbl C TeM, YTO B npouecce pasnoxeHus ob6-
pasLoB He JOCTUraeTcs N3oTOMHoe paBHOBECKE.

Hanbonee pacnpocTpaHeHHble CNocodbl Xu-
MUYECKOW NOAroTOBKN NPW aHanm3e reonormyecknx
obbekToB Ha ANl — 370 NpobMpHaga Nnaeka (Yalle
BCero KoHueHTpupoBaHue Il B cynbduae Huke-
ns), ¢ nocnegyowmnm ocaxgeHunem 3l Ha okenge
Tennypa [4-7], KNCIOTHOE pa3noXeHue B CUCTeEME
npob6onoarotoBkn HPA-S (MydenbHas neyvb BbICO-
koro gasneHus) un Tpybkax Kapuyca (TK) [8-15] n
KUCNOTHOE pasrnoXeHue npu HopmasnbHOM AaBrie-
HUK B COYETaAHUWU C AOMMaBfieHMEM HepacTBOPMUB-
LIerocs ocagka Cc NepokCuaoM HaTpus, MMetoLLee
HECKOMbKO OrpaHuyeHHoe npumeHeHne [16-18].
[ocTonHCcTBa 1 HeQOCTaTKM pasnuYHbIX CnocoboB
XUMUYECKOW NoarotToBku npob npueogAaTcs B pa-
6oTax [19-21]. CnegyeT OoTMETUTb, YTO KUCIOTHOE
pasnoxeHue B cucteme HPA-S n TK obecneumBaet
Hanbonee HM3KME 3HAYEHUSA KOHTPOJSIBHOIO OMbITa
3a CYET MMEKLUNXCHA TEXHUYECKMNX BO3MOXHOCTEWN
OYUNCTKN KNCHOT.

Vicnonb3yembiin HaMmu paHee cnocod MUKpo-
BOJ/IHOBOrO KWUCMOTHOTO  pPasfoXeHus NpuMeHs-
eTca OOBOSIbHO pefako [22], B CBA3M C TEM, 4YTO
reonorn4yeckme obbeKTbl MOryT coAepxaTb MUHE-
pansbl - KoHueHTpaTtopbl AN, HanpumMep, XpPOMLLNK-
Henuabl, AN pa3noXeHWs KOTOPbIX HYXXHbl bonee
«KeCTKMe» napameTpbl, YeM 3TO BO3MOXHO B Npu-
MeHsiemon MukpoBornHoson cucteme MARS-5.

MNpn wucnonb3oBaHun WP nepedncneHHole
Bbllle aBTOPblI CTPEMATCH MaKCMMarbHO YyBeNwu-
YnmBaTb NapamMeTpbl pasnoXeHnsa Ana AOCTUXKEHNSA

M30TOMHOrO paBHOBECUS B CUCTEME «Tpaccep —
obpaseuy, 4To ABNSETCS HEO6XO0OMMbIM YCNTOBUEM
NpUMEHEHNS 3TOro MeToAda aHanuaa. B pabote [23]
nokasaHo, 4To romoreHunsauunsa Os B cMecu «Tpac-
cep — obpaseuy Npu aHanM3e NPMpPOLHbLIX BOA Npo-
MCXOOUT TOMbKO B BbICLIEN CTENeHU OKUCIEeHUs
ocMust pu TemnepaTypax He Huxke 300 °C n aas-
neHnax nopsagka 100 atm.

OpHako pasnoxeHue npu Takux Temneparty-
pax n gasneHnax B TK MoxeT 0CNoOXHATLCS B3pbl-
BOM CTEKMAHHbIX TPYOOK 3a cHET pasHULbl AaBne-
HUI B aBTOKI1aBe 1 caMomn Tpyoke. [Ina nukemuaaumm
3TOro sIBNEHuNs npenaraeTcs Ncnonb3oBaTb 0CO-
Oble KOHCTPYKLUMM aBTOKNABOB [15, 24].

B cBA3M C BbILWEN3NOXEHHBIM LIENbI0 HACTO-
auwen paboTbl SBMASETCA YCOBEpPLUEHCTBOBAHME
METOANKN XUMUYECKON NOArOTOBKN re0IormyecKkmnx
obpasuyoB B TK gnsa nonyyeHus KOPPEKTHbIX AaH-
HbIXx 0 cogepxaHum Bcex Al n peHus Ha HaHo-
rPamMMOBOM YPOBHeE.

3KcnepumeHTaanaﬂ 4acTb

O6beKTbl aHanumsa

Paspabotka meToamkm u noaTBepxaeHue
€€ MNpPaBUMbHOCTU BBLIMOMIHEHO Ha CTaHOAPTHbIX
reonorn4yecknx obpasuax nepMaoTUTOB: LUMMHEeNe-
Boro nepuonuta GP-13 1 cepneHTU3npoBaHHOIo
nepuonuta UB-N [2-3]. lns oTpaboTku npouenypsl
BCKPbITUS MpoObl Mcnonb3oBany nabopaTopHbIN
cTaHgapT yneTpaocHoBHoM nopoabl CK-1.

Mocyna u peakTuBbI

[na BbINOMHEHMS BCeX MCCneaoBaHWM MC-
nonb3oBany TOMbKO CMNeumanbHO OYMLLEHHbIE
peakTuBbl: AenoHnsoBaHHy Bogy MilliQ (conpo-
TuBneHne 6onee 18,2 MQ/cm), consHyio MU as3oT-
HYH0 KMCNOTY MapKnM «OC.M», ABaXAbl MeperHaHHyto
HWXe TemnepaTypbl TOYKM KuneHust (meTton sub-
boiling).

Tpybkn Kapuyca, koTopble npencTaBnsoT
cobon amnynbl 13 06bIMHOrO OG0OpOoCUNMKATHOrO
cTekna mapku lNMupekc ¢ BHYTPEHHUM OMaMeTpoM
20 MM, BHEWHUM 22 mm 1 anuHon 8-10 cm, ounwia-
N1 NpW HarpeBaHUM B CMECU COSIIHOW N a30THOM
KMCIOT B Te4eHunn 4-6 yacos, NpomMbiBanM BOOOM U
BbiCylIMBanu npu temnepatype 550 °C B TeveHum
5 vacos. [IHo TK 3akpyrneHHoe, Ha BbicoTe 8-10 cm
coenaHa nepetsxka anametpom 0.5-0.8 cm ans
yaoobcTBa nocnegytouwen repmetmusauun TK, BHy-
TpeHHUn obbem cocTaBngaeT 16-17 mn.

KucnotHoe pasnoxeHue B TK

B HacToswen pabote pasmep HaBecku Co-
ctasnan 0.4-0.8 r. Takas HaBecka no gaHHbIM [10]
BCE ellle NO3BOSISET KOHTPONMPOBAaTb HEOAHOPOA-
HOCTb reosiorM4eckoro Matepuana, npu aTom octa-
eTCs BO3MOXHOCTb MPSIMOro XxpoMartorpagu4ecko-
ro otaenexHuns A
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HaBecku 00pa3L0oB BMeCTe C pacCYMTaHHbIM
KONMMYEeCTBOM TpacCcepoB — pacTBOPOB, COAep-
Xalmx oborauleHHble nsotonbl Ru®®, Pd%¢, Re'®s,
Os'0_ Ir'91 n Pt'%4 nomewanu B TK, 3atem gobasns-
NN cMecCb KOHLEHTpUpoBaHHbIX kucrnoT (3 mn HCI
+ 4 mn HNO,). TK oxnaxganu xuakum asotom o
MOJIHOrO 3aMep3aHus pacTBopa U 3aTem 3anauvsa-
Ny Ha orHe obblYHOW ropernku. 3anasHHble 1 Npo-
BepEeHHble Ha repMeTUYHOCTb TPYOKM nomeltanu B
cTanbHOM aBTOKNAB.

B npouecce akcnepnMeHTOB ObINO yCTaHOB-
neHa ontMmanbHas npouegypa HarpesaHus TK B
aBToknase o6bemom 250 mn 1 guametpom 31 MM,
W3rOTOBMEHHOM M3 KOPPO3UMOHHOCTOMKOW CcTanu
12X18H10T n cHabxeHHOM MOoANEULMPOBAHHbBIM
(koHnuecknm) 3atBopom BpunaxkmeHa [25]. Oee TK,
pacnofioXeHHbIE OfHa Hag OpYyron, nomeuwianu
B TOHKOCTEHHbIN MEAHbIN KOHTEWHEep, KOTOpbIA B
CBOI0 oYepeb norpyxanu B asToknas (puc. 1). Uc-
nonb3oBaHMe MegHOro KoHTenHepa obyCcnoBneHo,
C OHOM CTOPOHbI, COOBOpaXkeHMsiMn ygobcTea pas-
rpy3ku aBToknaBa nocne nporpesa TK. C gpyron
CTOPOHbI, KOHTEMHEP NpeaoXpaHaeT aBTOKMaB OT
B3aMMOLENCTBUSA C KUCIOTHOW CMECbK Npu BO3-
MOXHOM paspbiBe Tpyoke. Hag TK pacnonaraetcs
MEeAHbIN rpy3uK, NPEenATCTBYOLMIA NX BCMITbIBAHWIO
B pacTBOpe, KOTOPbIN CO34aeT BHELUHee NPOTMUBO-
AaBrieHve, KOMMEHCUpYylollee AaBneHUe BHYTPU
TK. Bo un3bexaHne crnyyamHOro paspylleHus BO
BpeMS 3arpy3Ku/Bbirpy3kn CTEKISAHHbIE TPYOKU OT-
Aenanu gpyr oT gpyra, oT CTEHOK U AHa MeOHOro
KOHTENHepa, 1 OT rpysvka Mnpy>XMHON U3 MeLHOW
nposBorniokn. CBoOGOAHbIN 06beM aBTOKMNaBa, paBs-
HbIi 06 bEeMY MyCTOro aBTOKMaBa 3a BblMETOM 00b-
€MOB aMnyr, rpy3uka, NpyXuHbl 1 MEAHOrO KOH-
TenHepa, cocTtaBnseT 150 mn n ncnonb3yetcsa gns
pacyeTa KonuyecTBa pacTBopa, HeobxoaMmoro
AOnNs CO34aHNA BHELLHEro NpoTUBOAaBNeHUS.

OKcneprMeHTanbsHO npu oTpaboTke meToau-
K1 BbINI0 NoKasaHo, YTO MakCcMMarbHOE YXCIIo pas-
peiBOoB TK npoucxoauTt npu Temnepartype nopsgka
220 °C, korga KOMMEHCaLMOHHOe AaBrieHue, 3a-
AaBaeMoe BOLOV B aBTOKMABE, HUXe, YeM BbICTPO
yBenuyuBarLeecs BHyTpeHHee gaBrieHune B TK 3a
cyeT KuneHusi cmecu kucnot (u3 10 TK paspyunm-
nuck 4). ins peweHuns aTon npobnemMbl Mbl Npea-
naraem 1Mcnonb3oBaThb LWaBeneByo KUCnoTy (4.2 1
H,C,0,2H,0 Ha 100 r auctunnuposaHHoOW BOAbI),
KOoTOopasi CTyrneH4YaTo pasnaraeTcsi No peakumsam

H,C,0, = 1CO, + H,CO, (T~ 190°C) wn

H,CO,. = 1CO + H,0 (T >210 °C)
C BblgeneHneM rasoobpasHbiXx OKCUAOB yrrnepo-
na. JasneHne CO n CO,, pobasneHHoe K OaB-
NEeHNI0 MapoB BOAbl HA JIMHUN HACbIWEHUSA NpU
Temnepartype nporpeBa, u cosgaeTt Heobxoawm-
Moe MpoTMBOAAaBMEHME, KOTopoe obecnevnBaeT
CoxpaHHocCTb TK.

Bca npouenypa pasnoxeHus 3akniodaeTcs
B cnegywuweM. CHapsXeHHbI U repMeTusnpo-
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BaHHbIA aBTOKMNAB MOMELLANN B LIAXTHYO Neyb U
B TedyeHne 2 yacoB HarpeBanu go 210-220 °C, a
B TeyeHue cregywuwmx 2.5 yacos mMeaneHHo Ha-
rpesanu o 225 °C. 3a 310 Bpems BCA LiaBeneBasi
KMCNOTa NPakTUYECKN NOSTHOCTbLIO pa3naraeTcs Ha
H,O, CO n CO,. 3aTem 3a 3 4aca aBTokNaB Harpe-
Banu go temnepatypsbl pexuma (300 = 2 °C), npu
KOTOPOW 3KCMOoHMpoBanu B TeyeHme 16 yacos. Cne-
LmnarnbHble 3KCMEePUMEHTbI MoKasarnu, YTo Nporpes
amnys MOXHO MPOBOAUTL M Npu Gonee BbICOKMX
TemnepaTtypax (go 400 °C). Mo oKOHYaHUKU 3Kcno-
3MUMN aBTOKMAB B TeYEeHMe 2 4acoB oxnaxkganmu
MOTOKOM BO34yXa OT BEHTUNATOpPa A0 KOMHaTHON
TemnepaTypbl U pasrpyxanu. KoHTponb Temne-
paTypbl B aBTOKMaBe OCYLLEeCTBNSANN ABYMSA XpO-
Menb-anioMenesbiMu TepMmonapamu (puc. 1).
[pagueHTHOE noOBbILEHME TemnepaTtypbl
HarpeBa aBTOKIlaBa W AOMOSNHUTENbHAsA KOMMEH-
cauus gaeneHus fobGaBneHnem LLaBeneBoOn KuC-
noThbl, pasnaralwenca npu TemnepaTtype onbiTa
CTyNneH4yaTo v co3arLLen HeobxoaMMoe NpoTMBO-
aasrieHue, nossonuno gobuteca 100 % pesynbra-
Ta no coxpaHHocTn KT. B HacTosiLee BpemMsa npo-
aHanuampoBaHo 85 ob6pasuoB C onpegeneHnem
OMl n peHus B COOTBETCTBUM C paspaboTaHHOM
metogukon ¢ 100 % coxpaHHocTbio Bcex TK. B

o N O O

— 2

Puc. 1. Cxema 3arpy3ku aBTOKMaBa Afs BbICOKO-
TemnepaTypHoro nporpeBa npo6 B cmecu HCI
¢ HNO,: 1 — kopnyc aBToknasa; 2 — Tepmonapsbil;
3 — MeaHbI KOHTEeNHep; 4 — MeAHbIA rpy3uK; 5 —
Npy>XMHa U3 MeOHOW MPOBOJIOKN; 6 — repMeTUYHO
3aBapeHHas amnyna u3 nupekca; 7 — cmecb HCI +
HNO,; 8 — npoba
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npowecce OoTpaboTKM METOAMKU, KaK yXKe CKasaHo
BbllLe, KOrga aBTOKMaBbl 3aMnofHANNCL BOOON, M3
10 TK B3opBanuck 4, npuyemM napameTpbl CTEKNa U
cnocob n3rotoBneHus Gblnn 0QnHaKOBbLI M9 BCEX
OMbITOB.

[Nocne npoBeaeHus pasnoxeHnsa TK oxnax-
Aanu XUgKkMM asoToMm U BCKpbIBanu.

OTtaenenune Al n Re

Bo n3bexaHne notepb Os B BuAae netyye-
ro TeTpaokcMaa ocMus Heobxogumo OTAenuTb
ero cpasy nocrnie pasnoxeHus npobel. na atoro
BCKpbITyto TK 3akpbiBanu npobkon 13 TedrioHa ¢
OBYMS1 OTBEPCTUAMM, B KOTOPbIE BCTaBIEHbI TE(d-
noHoBble Tpybkn anametpom 3 MM 1 gnuHon 20
cM. OauH koHeu TPyOKM NOACOEONHANN K BO3OYLL-
HOMY Hacocy ans 6apboTmpoBaHns BO3gyxa Yepes
pacTBOp Ans NyYlen OTFOHKM OCMUS, KOHeL, BTO-
pon TpybKu onyckanu B MPUEMHUK — MPOOMpPKY 13
nonunponuneHa ¢ 3 mn 3 % pacTeBopa cnupTa c BO-
aon. MNMpuemMHuK oxnaxaanu cMecbto Nbaa 1 BoAbl.
Kak nokasanu akcnepuMeHTbl, OTFrOHKa IeTy4yero
TeTpaokcuaga ocmua npm 90 °C HenocpeaCTBEHHO
n3 TK 6e3 gononHUTENbHbLIX OKUCIUTENEN B TeYe-
Hue 30-40 muH. obecneumBaeT Bbixoa Os Gonblue
50 %. lNony4YeHHbI BOOHO-CMMPTOBBLIA pPacTBOpP
ncnonb3oBanu gnsa onpegeneHnsa Os NU30TOMHbIM
pa3baBrneHneM B TOT e AeHb, 6e3 JONONHUTENb-
HbIX onepauun.

Mocne otgeneHns ocmua cogepxmmoe TK
nogBepranv BbiMapuBaHWio, NepeBefeHnt0 B CO-
NAHOKMCNYO bopMy M XpomaTorpampoBaHuio Ha
KaTuoHuTe, kak nogpobHo onucaHo B [1]. MNMony4veH-
HbIi pacTBOpP MO YPOBHIO KUCMOTHOCTU U obLiemy
coepXaHuo conen cooTBeTCTBYeT TpeboBaHUSAM
aHanu3a MeToaoM MaccC-CrMeKTPOMETPUU C UHAOYK-
TMBHO cBsi3aHHoM nna3smon (MCIM-MC) pacTtBopoB
(meHee 5 % kncnoTbl u meHee 0,1 % conen) n npu-
rogeH ans namepeHui 6e3 pasbasneHus.

UCIM-MC namepeHus

Bce VICI1 namepeHus BbINONTHEHbI HA Macc-
crniekTpomeTpe BbiCOKOro paspeweHns ELEMENT
dpupwmbl Finnigan Mat (Germany) B MHcTuTyTeE Te-
onorun n muHepanorun CO PAH [1]. Onpeaene-
HWe KOHUEeHTpauMm MOHOU3OTOMNHOIO POANSd, ANS
KOTOpOro HenpuMmeHum meton VP, BbinonHeHo ¢
ncnonb3oBaHmeMm 9Pt B kayecTBe BHYTpEHHero
cTaHgapTa. [Ina CHUXeHUs BNUAHUSA Ha n3Mepe-
HUS «3ddeKkTa NnaMmaT», KOTOPbIN OCOBEHHO Cy-

LLleCTBEHHO nposBnsieTca npu onpeaenerHum Os,
NpUMEHANN NpoMmbiBKY cuctembl 5 % HCI. Kak
oTMeuyeHo B [24], B pacTBope HCI Takon KOHLEH-
Tpauum OCMUIA HAXOAUTCSA HE B BbICLUEN CTENEHN
OKUCIIEHUSI N, COOTBETCTBEHHO, €ro NneTy4vyecTb
yMeHbLUaeTCs.

Mpeaenbl oGHapyXeHWUA 3NIeMeHTOB

Metog UCI-MC obecneunBaeT HU3kue npe-
Jenbl oGHapyxeHus onpegensemMblX 31EMEHTOB B
pacTBOpe, HO 3arpsi3HEHMsi, BHOCUMbIE B MpoOLeC-
Ce UCTMPaHUS reosiormyeckux Nnpod n XMMmn4eckom
NnoAroToBKW, a TakKe POHOBbIN YPOBEHb, BbI3BaH-
HbI 3(PPEeKTOM «NamMATU», UMEKT CYyLIeCTBEH-
Hoe BnusiHue. B Tabn. 1 npuBeneHbl coaepxaHus
OMNl 1 peHWs, NoNyYeHHble B KOHTPOJIbHOM Orbl-
Te, BbIMOJIHEHNE KOTOPOro BKIO4ano Bce CTagum
XUMUYECKOW MOoAroTOBKM B OTCYTCTBMM obpasua,
a TaKXe OLEHEH YpOBeHb 3arpsis3HeHust Npod npu
nctmpaHun. OTMETUM, YTO YPOBEHb BHECEHHbIX
3arpsaA3HeHnin Ha CTaaum XUMUYECKOW MOAroTOBKM
3HAYMTENbHO HUXE, YeM NPU UCTUPaHUKN 06pasLoB.

CTepunbHoe namernbvyeHme TBepabIX MmaTepu-
anoB, Heobxoaumoe Ans romoreHusaumm obpasua
n ero 6onee apHEKTNBHOIO pasnoXeHusl, ABNAET-
Csi OfHON 13 Hanbornee cnoXxHelx Npobnem. B psge
cnyyaeB OOMYCTUMO MPUMEHEHWE araToBbIX UCTU-
patenewn, ogHako, ny4lle Nonb30BaTbCA UcTUparte-
NAMU U3 MOHOKPUCTaNNMYECKOro kKopyHaa, kapbuga
unn HuTpuga 6opa. [na HekoTopbIX MaTepuarnos
achdekTnBHBIE CNOCOOLI M3MenbYeHusi, obecneym-
BaloLLME CTEPUNBHOCTb, eLLe He HalaeHbl. [laHHble,
npuBeaeHHble B Tabn. 1, OTHOCATCS K U3MENbYEHUIO
npob B BUGpouncTMpaTene n3 Matepmana «ctanb-3»,
npoussoacTea «MexaHobp», KOTOPbIA OObIYHO NpU-
MeHseTCa Ang reonornyecknx obpasuos. Keapu, nc-
TMpancs B CTaHOAPTHbIX YCNOBMUSAX, B cepumn npob
Ons OObIYHbIX MaccoBbIX aHanu3oB. CpaBHeHue
pe3ynbTaToB aHanusa keapLa, pactepToro ¢ nomMo-
Wb YKasaHHOro BuGpoucTMpaTens, MOKa3bIBaEeT,
YTO YPOBEHb BHECEHHbIX 3arpsi3HEHU HEBENMK MO
CpaBHEHUIO C MaHTUNHbIMK obpa3suamu GP-13, UB-
N, 3a ucknodeHmem Re, n cpaBHMM C cogepXaHnem
Ol B BepxHen kope (puc. 2). XoTa AaHHble Mo 3a-
rPA3HEHUIO B UCTUpaTeNne SABMSIOTCSA pe3ynbTaTom
€AVHNYHOro 3KCMEepUMEHTa, Mbl MPUMBOAMM MX C
Lenbio NpUBIEYEHNss BHUMAHUA uccregoBaTenen
K aTOM npobrieme. MNMoToMy 4TO, BO3MOXHO, 3arpsi3-
HeHue, BHECEHHOE B MpoLiecce NoarotoBkKu obpas-
LOB, BKIOYatoLweM uctupaxve, byaet onpepensatb

Tabnuua 1

[aHHbIe KOHTPONBLHOrO OMnbiTa B OTCYTCTBMM 0bpasua (1), B npucyTCTBUM NOPOLLKA ONTUYECKM YNCTOrO KBap-

ua (2), kBapua nocrne uctupanus (3), mr/t

KOHTpOnbHbIM Os Ir Ru Rh Pt Pd Re
onbIT

) 0.018 0.0005 0.003 0.002 0.018 0.012 0.0008

2) 0.015 0.0025 0.003 0.004 0.02 0.008 0.006

3) 0.09 0.03 0.08 0.28 0.55 0.20 014
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npeaensl obHapyxeHusa 3T n peHns B peanbHbIX
obpasuax. OueHKy BHECEHHbIX NPU UCTUPaHUK 3a-
rpsi3HEHN HeoOX04MMO NPOBOAUTL BPEMS OT Bpe-
MeHW Aaxe Ans 0cobo YMCTbIX OTHocUTeNbHO AT
ncTupaTenemn, ¢ LUenbio KOHTPONs 3arps3HeHus ot
npeabigyLLmx npoo.

BnuaHmne ycnoBui pa3noxeHus Ha onpepene-
Hue I n peHus

BrnnsHue ycrnoBun pasnoxeHus Ha JOCTUXe-
HMe M3OTOMHOr0 paBHOBECMKS OLiEHMBamnu Mo pe-
3ynbTaTaM aHanuaa BHyTpunabopaTopHOro cTaH-
papTta CK-1, npMroToBrneHHOro M3 M3Merb4YeHHOMN
yNbTPAOCHOBHOM NOPOAbI.

Ha puc. 3 npuBogatcsa pesynbraTthl onpege-
nenust AN 1 peHMs nocre pasnoxeHus obpasua
CK-1 npn 200-320 °C. Kak BuAHO 13 npeacTaBrieH-
HbIX [aHHbIX, pe3ynbTaTbl, NOMyYeHHbIe Npn pas-
HbIX TemnepaTypax, CYyLleCTBEHHO OTnMYalTCca
anst Os u Ir n xopoLwo cornacyrTes AN ocTanbHbIX
3M1IEMEHTOB.

COBOKYMHOCTb MOJSTYYEHHbIX U NUTEpaTyp-
HbIX AaHHbIX MO3BOMMMNa BblIOpaTb ONTUMAanbHYHO
TemnepaTypy Ans pasnoxeHus B TK — 300 °C.
[anbHenwee yBenuyeHne TemnepaTtypbl pasno-
XKEHUs, CyAsi NO HaWuMM AaHHbIM (pyc. 3) U JaHHbIM
paboTbl [15], B KOTOPON CpaBHUBANW peaynbTaThl,
NoJlyYeHHble MOCIe PasroXeHus npu Temnepary-
pax 300-345 °C ans obpasua UB-N, He npuBoguT K
N3MEHEHUAM B NONy4vYeHHbIX 3HavyeHusax Il

PesynbTaTtbl onpeaeneHus Al n peHus B cTaH-
AapTHbIX o6pa3uyax GP-13 u UB-N

B 1abn. 2 n 3 npuBeaeHbl pesynbratbl onpe-
aenenust AN 1 peHnda, NonydYeHHble Ha OCHOBE
ONTUMM3NPOBAHHOW METOOUKM MOArOTOBKM MNpo6
B TK (T = 300 °C) B HacToswen pabote ana GP-
13 n UB-N, BmecTe ¢ onybrMkoBaHHbIMW OaHHbI-
MU pasHbIX aBTopoB [2, 3, 10, 14, 15, 28]. CpegHue
3HaueHus cogepxaHun I B npegenax norpeLu-
HOCTM aHanm3a XOpoLLO COrfnacyTCcsl C NPUBEAEH-
HbIMW B Tabnuue nutepaTypHbIMU AaHHBIMU, TAKXe
NoJSTy4EeHHbIMWU U30TOMHbLIM pa3baBneHnem ¢ Mmacc-

10.000

1.000

0.100

0.010

KOHUEHTP AWM, MI/T

0.001

—4—onbrr (1) —M—oneIr(2) —A—omkIT (3) |

0.000

T T T T
Os Ir Ru Rh Pt Pd Re

Puc. 2. PesynbTaTbl KOHTPOSbHbLIX ONbITOB METO-
OVKW onpeferneHuns, BKYasa 3arpsa3HeHns oT mc-
TupaTens, mr/tT: 1 - B oTcyTcTBMM ObBpasua, 2 - B
NPUCYTCTBUM NOPOLLKA ONTUYECKN YNCTOrO KBapLa,
3 - kBapua nocne nctupaHus. BolgeneHHoe none
npeacTtasnsieT cobon anana3oH KOHUEHTpauuii oT
MaHTUNHbIX (BEPXHAS NuHuL, MM B NpMMUTMBHON
MaHTUK [27]) OO KOPOBbIX MOPOA (HWXHASA NMHMS,
Ol B KOHTUHEHTanbHOM Kope [26])

100

KoHUeHTpauua, mr/T

0.1

| ——2000C —H—3000C —&—3200C |

0.01 + T T T T T T |
Os Ir Ru Rh Pt Pd Re

Puc. 3. Pesynbratel onpegenenus 3 1 peHus
B obpasue CK-1, mony4yeHHbIX Npu TemnepaTtypax
200-320 °C

CMEeKTPOMETPUYECKMM OKOHYAHWEM, HO C UCMOSb-
30BaHMEM pa3HbiXx CNocoGOB NepeBoda aHanu-
3upyemblx o6pasuoB B pactBop. OTHocuUTeNbHOE
CcTaHOapTHOE OTKMOHEeHMe onpeneneHus, nomny-
YyeHHoe B HacTosilwei paboTe, Takke CpaBHUMO C
nuTepaTypHbIMU OAHHBIMM.

Tabnuua 2

KoHueHTpaumm 3I1I, peHus B ctaHgapTHOM obpa3sue UB-N (Mr/T) n oTHOCUTENbHbIE CTAHOAPTHBIE OTKITOHE-

Hus (OCKO) nx onpegenexns (%)

McxogHble Temnepatypa,
OaHHble MapameTp Os Ir Ru Rh Pt Pd Re °C
C, 3.62 | 3.89 | 710 1.50 7.30 | 6.10 0.19
OTom C, 3.69 | 379 | 6.77 1.90 7.90 | 5.93 0.20 300
paboThl, C, 3.35 | 313 | 6.36 1.87 6.93 | 5.82 0.21
n=3 C. 3.56 | 3.61 6.74 1.76 7.37 | 5.95 0.20
OCKO 5.0 11.4 5.5 12.7 6.7 2.4 5.3
[15], C__ 3.51 3.26 | 6.51 Het 7.0 5.85 | 0.205 300-345
n=4 OCKO 3.5 3.9 5.0 JaHHbIX 3.3 4.5 1.9
[2], C. 3.53 | 316 | 6.43 1.1 7.31 5.85 0.19 320
n=11-19 OCKO 7 7 5.9 9.5 6.4 3.4 13

MNpumeuanwue: C,, C,, C, — Homepa obpasuos
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Ta6bnuua 3

KoHueHTpauwmm 3MI, peHns B cTaHgapTHom obpasue GP-13 (Mr/T) U OTHOCUTENbHbIE CTAaHOAPTHbIE OTKI1O-

HeHns (OCKO) nx onpegenenns (%)

Vicxonkbie MapameTp Os Ir Ru Rh Pt Pd Re Temnepatypa,
JaHHble °C
C, 3.85 | 3.51 6.17 1.20 576 | 5.40 0.29
. C, 3.91 3.62 | 6.98 1.50 6.40 | 6.42 0.22
Jroit C 3.58 | 3.86 | 6.64 1.85 790 | 578 | 0.30
paboThl, 3 300
n=a C, 3.83 | 343 | 7.25 1.60 570 | 4.67 0.32
C_ 3.79 | 3.60 | 6.76 1.54 6.44 | 5.57 0.28
OCKO 3.8 5.2 6.9 17 16 13 15
[10], C_. 3.82 | 345 | 6.95 Het 6.89 | 5.57 0.33 210
n=>5 OCKO 51 10.7 3.7 JaHHbIX 6.6 5.3 0.3
[14], C_. 406 | 3.33 | 6.25 1.25 6.69 | 5.68 0.32 300
n=7 OCKO 0.6 2.8 6.3 9.5 47 10.0 71
[28], C_. 3.87 | 3.56 | 6.97 Het 7.0 5.64 0.33 210
n=233 OCKO 9 18 7 JaHHbIX 15 13 3
[3], C_. 3.77 | 3.58 | 6.85 | Het 6.9 6.4 0.32 300
n=233 OCKO 12 16 10 | AaHHbIX 20 20 8
MNMpumeyarue: C,-C, — Homepa obpasuos.
3aknoueHue JIUTEPATYPA

lMpenctaBneHHas B paboTe ycoBeplueH-
CTBOBaHHasd MeTOAMKA pPa3foXeHWUs reonoru-
yeckux obpasuoB B TK nossonser pgocrturaTb
M30TOMHOINO paBHOBECUST B CUCTEME «Tpac-
cep — obpaseu» npu T~300 °C, yto obGecne-
YynmBaeT MNoMyyYeHWe Mpeun3noHHbIX pesynbTa-
TOB onpefeneHuss HaHokonuvectBa Bcex Ol
N peHust U30TOMHbIM pas3baBrneHnemM C macc-
CNEKTPOMETPUYECKUM OKOHYAHUEM Mocrie oThe-
nexHna Os mn nocrnegyrouero xpomartorpadpude-
CKOro pasfgenieHus onpegensiembiX U MaTpUYHbIX
anemeHToB. OTHOCKTENbHAs NOrPELLHOCTbL Onpe-
nenenusa coctasnseT oT 5 oo 20 % B 3aBUCUMO-
CTW OT 3fIEMEHTA N YPOBHSA €ro CoAepXKaHusl.

[ns komneHcauun gasneHust Npu pasnoxe-
Hum B TK n obecneyeHmns NONHON X COXPaHHOCTU
npeanoXxeHa opurmHanbHasi cxeMa aBTOKITaBHOIO
COMPOBOXAEHNS C UCMOMb30BaHWEM LLaBENEBOW
KMCMOThI, KOTOPasi MPY HYXXHbIX TEeMNepaTypax CTy-
neHyaTo pasnaraetcsl, obecneyvBas ycTOM4YnBOE
npoTuBoAaBrneHne pacTteopy kucrnot B TK. Ycrta-
HOBMEeHa BO3MOXHOCTb MOBbILLEHNS TeMNepaTypbl
pasnoxeHus go 350 °C, 4yTo BaXHO A4ns nopog, co-
OepXKallmx XpOMLUMMHENEBbIE MUHEpParbl.

[na CHMXeHMs MNorpewHocT npu onpege-
NeHun ocMmusa npefnoxeHa cragus ynaBnuBaHus
neTyyero TeTpaokcuaa HenocpencTBeHHo ns TK.
BoccTtaHoBneHne ocMus B CMPTOBOM pacTBOpE,
KOTOPOE COMpOBOXAAETCS MOrMOLWEHNEM KUCMOT
n3 TK, naet B pesynbrate ycTonymByo opMy ero
HaxoxaeHus B pacteope n npu UCIM-MC nsmepe-
HUSAX.
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AN IMPROVEMENT IN THE METHOD OF CHEMICAL
PREPARATION OF GEOLOGICAL SAMPLES IN CARIUS TUBE
DIGESTION TO DETERMINE PLATINUM GROUP ELEMENTS AND
RHENIUM

O.A. Kozmenko, S.V. Palesskiy, I.V. Nikolaeva, V.G. Thomas, G.N. Anoshin

V.S. Sobolev institute of geology and mineralogy
Koptyug Av., 3, Novosibirsk 90, 630090 Russia
olg@igm.nsc.ru

This paper describes a modified Carious tube method which utilizes a sealed stainless steel
high pressure autoclave filled by solution of oxalic acid to prevent explosion of tube by its gradu-
ated digestion during run. PGE and Re determination was carried by ID-ICP-MS method. Os mea-
surement was performed from alcohol solution used as a trap under Os distillation directly from
Carious tube. The work presented here demonstrates comparison data between total procedural
blank and concentration impurity from powdering pure quartz. The PGE and Re mean concentra-
tion values for peridotite reference material show a good agreement with previous studies. The
relative standard deviation varied from 5 to 20%.

Keywords: rhenium, PGEs, ICP-MS, Carious tube, peridotite, high pressure autoclave.
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