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AnHHoTauus. Jlns SIEMEHTHOrO aHalu3a KaHAMJAATOB B CTaHIApPTHBIE 00pas-
bl cocraBa uepHbix cianneB (CJIr-1A n CUC-1A) ucmonb3oBaH MeETOI Macc-
CIIEKTPOMETPHUU C UHIYKTUBHO-CBA3aHHOM mnazmoit (MC-UCII) nocne crnnaBiaeHust
00pa3noB ¢ MeTaboparoM JUTHS U MUKPOBOJIHOBOTO KHCIIOTHOTO Pa3lIOKEeHHS 0e3
npeaBapuTeabHOro obxwura. IlpuMeHeHne MpenoKEeHHBIX METOIUK MPOOOMOATO-
TOBKH, KOTOPBIE OTIUYAIOTCS CKOPOCTHIO M IPOCTOTOH BBIMTOJIHEHUS, 00ECIEUnI0
Bo3MmoxkHOCTh MC-UCII onmpeneneHus mUPOKOro HaOOpa AIEMEHTOB B KaxKJOM
obOpasue, Bkiaodas Cd, Mo, Sb, Sn, Te, W, TI, Bi, nannbie 0 comepxaHuUU KOTO-
PBIX paHee OTCYTCTBOBAJIM UM OBLIN OIIEHEHBI OPUEHTHPOBOYHO MPHU aTTECTAINU
CJIr-1 u CUC-1. Onpenenenue KOHLUEHTpALUM aHAJIUTOB BHIIIOJIHEHO B paMKax
OJIHOTO M3MEPUTENHHOTO LKA HA MACC-CIIEKTPOMETPE C MAarHUTHBIM CEKTOPOM
ELEMENT B HU3KOM, CpEIHEM U BBICOKOM Pa3pelICHUH ¢ UCIOIb30BaHUEM BHEII-
Hel rpayMpOBKHU IO pacTBOpPaM CO CXOJHBIM MaTPHUUYHBIM COCTABOM B COYETaHUU
C BHYTPEHHHUM CTaHJAapTOM JJIsi CHM)KEHUS MAaTPUYHOTO BIHUSHUS U KOHTPOJIS
apeiida curnana. OTHocuTenbHOe cTaHgapTHoe oTkiaoHeHne MC-UCII ananuza
JU1sl OONBIIMHCTBA 3JIEMEHTOB IOCHe CIUIaBieHus: coctapnser Menee 10%, mocie
KHUCJIOTHOTO pa3noxeHus — oT 6 10 20%. DKcnepuMeHTalbHO yCTaHOBJIEHA He-
00X0AMMOCTh YBEIUYCHHUSI HABECKH 10 | T st o0ecnedeHns MpeAcTaBUTEeIbHOCTH
npoOsl mpu MC-UCII onpenenennu Ag u Au B o0pasuax.
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MATERIALS OF BLACK SHALES COMPOSITION
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Abstract. For the elemental analysis of candidates for reference materials of black
shale composition — SLg-1A and SChS-1A — inductively coupled plasma mass
spectrometry (ICP-MS) was used after fusing the samples with lithium metaborate
and microwave acid decomposition without preliminary ashing. The proposed sample
preparation methods are characterized by speed and ease of implementation, and
made it possible to use ICP-MS to determine a wide range of elements in each sample,
including Cd, Mo, Sb, Sn, Te, W, Tl, Bi, data on the content of which were previously
unavailable or were estimated approximately during the certification of SLg-1 and
SChS-1. The determination of analyte concentrations was performed within a single
measurement cycle on the magnetic sector mass spectrometer ELEMENT in low,
medium and high resolution using external calibration with solutions of similar matrix
composition in combination with an internal standard to reduce non-spectral matrix
influence. The relative standard deviation of ICP-MS analysis for most elements after
fusion is less than 10%, after acid decomposition from 6 to 20%. The necessity of
increasing the sample weight to 1 g has been experimentally established to ensure
the representativeness of the sample during [CP-MS determination of Ag and Au in
samples.
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Pa3paboTka m arTecTanmusi HOBBIX CTaHIAPTHBIX
obpasmoB (CO) mpencraBiser co0OM aKTyaIbHYO
3aaqy, Tak kak CO HeoOXOAMMBI JIJIs KOHTPOJIISI TOY-
HOCTH Pe3yJbTaTOB M3MEpPEHUil, MPOBEPKH U KaJlu-
OpoBKH TPUOOPOB, OTPAOOTKH METOIUK U3MEPECHHH,
COTJIaCOBAHUS PE3y/IbTAaTOB, MONTYYEHHBIX Pa3HBIMU
aHAJIUTHYECKUMHU MeTofamu, pu 3ToM CO T0MKHBI
OBITH IO CBOMM XMMHYECKUM U (PU3NIECKUM CBOM-
CTBaM KaK MOXHO OJIMKe K aHAIM3UPyEeMbIM 00beK-
tam [1-3].

HeoOxomumocte artectanmu CO yepHOCTaHIE-
BOTO THUIa OOYCJIOBJIEHA OTCYTCTBHEM MPHPOIHBIX
00pa3LoB, B KOTOPBIX aTTECTOBAHO colepkaHue Au
n Ag, a TaKKe 3JIEMEHTOB IJIATHHOBOM rpynmsl (Pt,
Pd, Rh, Ru, Ir u Os) u conmyTCTBYIOINX METAIIIOB.
Takue CO HeoOXOMUMBI JJisl IETaTBLHOTO M3y4YeHUs
cOCTaBa MOPOJl U PY[, COACPKANIMX YTIEPOJUCTOE

BEIIECTBO, PA3INYHBIMU HHCTPYMCHTAIBHBIMH Me-
TOJIaMH.

Kax ykazano B [4], 4epHbIE CIaHIIBI MOXHO pac-
CMaTpUBaTh B HACTOSIIIIEE BPEeMsI KaK NCTOYHUK Oia-
TOPOJIHBIX METAJIOB M PEHHS C IMOBBIIICHHBIM CO-
JIepKaHUEM JIPYTHX METAJIIOB, TOATOMY C ITPaKTHYe-
CKOHM TOYKHU 3pEHHS OYEHb BaXKHO OIICHUTH YPOBECHB
UX cofep kaHusi, OPMBI HAXOXKICHHS U pacIpeaerne-
HUS JIJI OCYHICCTRBIICHUS B TIEPCIIEKTHBE TITyOOKOU
nepepadoTKH pyAbl W KOMILIEKCHOTO W3BJICUCHUS
METaJIJIOB.

OOpasusl uepHocianuesoro Tuma CJIr-1 (I'CO
8550-04) u CUC-1 (I'CO 8549-04) u3 MecTopoxK-
nerus Cyxoit Jlor Obinu artecTtoBansl B 2004 1. B
paMkKax Mexs1iabopaTopHOTO dKcrepuMeHTa B 50
nabopatopusix (M3 HUX 19 3apyOeKHBIX) ¢ IpUMe-
HeHueM 18 MeTOomM0B M3MEPEHUM, OCHOBAHHBIX Ha
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pasHBIX (U3NYECKUX M XUMHUYECKUX MPHUHLIUIAX.
B pesynbsrare B CJIr-1 artecroBansl 43 snemeHTa, B
CUC-1 — 51 snemenrt [5]. Eme 20 anementos (B CJIr-
1) u 13 snementoB (B CUC-1), BKiItOYasi HEKOTOPHIE
peakoszemenbhble (P33) m sneMeHTHl NMIATMHOBOM
rpynnsl (OI17), ObuTH OIICHEHBI OPUEHTHUPOBOUHO.
Jlannasle o TakuM snementaMm, kak Rh, Ru, Te, Re,
Ir, Os, Tl (B 06oux ob6pasuax) u Sb, Bi 8 CJIr-1, Bo-
00111e OTCYTCTBYIOT.

OOpa3nupl  4YEepHOCTAHIEBOTO THIA COAEpKAT
00JIbIIOE KOJIMYECTBO KPEMHHUS M TPYIHO OKHUCIIsIe-
MOTO YIJIEPOAMCTOTO BEHIECTBA, MEMIAIONIETO II0JI-
HOMY I1€pPEBO/IY AHAJIUTOB B PACTBOP JUISI ITOCIEIYIO-
IIeTO aHaIU3a WHCTPYMEHTAJIbHBIMH METO/IaMHU, YTO
MPUBOJUT K TIOJTYUYEHHUIO MPOTUBOPEUMBBIX PE3YIb-
taroB. Hampumep, 1mo JaHHBIM MeEXIa00paToOpHOTO
AKCIIEPUMEHTA, MPEICTABICHHOTO B [5], pe3yiapTarsl
onpenaenenus Pt B oopazne CUC-1 HaxonsTcs B WH-
tepsaie ot 0,37 mo 1660 Hr/T.

BonbmmHcTBO OMyONMKOBAaHHBIX pa0OT MO aHAH-
3y CJIr-1 u CUC-1 nocssmeno onpenenenuto D11
u Au [6-10], u Tonpko nuiIe B padorax [6, 12, 13]
MpEICTaBIEHbl PE3yJbTaThl ONPEICICHUS IPYTUX
MHUKPO3IJIEMEHTOB.

Ha craguu npo6onoAroToBKM aBTOPHI Yalle Bee-
rO MPUMEHSIIN MPEeIBAPUTENbHBIA O0KUT 00pa3ioB
Uil ynajaeHus: rpaduronogoOHo MaTpuubl [7, §,
11, 12]. Temnepatypa, npu KOTOPOH YIIEepOA HAYH-
HAeT MPEeBPALLAThCS B YIICKUCIbBIN a3, COCTaBISIET
800-940 °C, mpu OoJiee HU3KUX TeMIIepaTypax yrie-
poA yAanseTcsl He MOJIHOCThIO, OJTHAKO, 10 MHEHUIO
aBTopoB [7, 11], mpeaBapuTeNbHBIN OOXKHUT IPHU TEM-
nepatype 650-800 °C crocoOcTBYyeT Oosiee MOIHO-
My KHCJIOTHOMY pasiiokeHuto. [Ipu nucnonb3oBanuu
MaKCHMaJIbHO BBICOKHUX TEMIIEpaTyp BO3MOXHBI IO-
Tepu cynb(UIOB, CBSI3aHHBIX C TI'pauTONOI00HOMN
MaTpullel, B KOTOpbIX mpucyTcTBytoT IIII" u 301m0T0.
Jlns mpenoTBpaleHusl MOTEPH JETYYHX KOMITOHEH-
TOB 30J1bI U TIOBBIIEHUS dPHEKTUBHOCTH 030JICHUS B
npoOy mpeaiaraloT BBOAUTbH OKUCIISIIOIINE JOOaBKH,
nanpumep, Pb(NO,), [12]. IIpu 5ToM MOKHO TOHU-
3UTh TeMIEparypy oOXKWra, HO BBelleHHE J00aBOK
MPUBEJET K IPUBHECEHUIO TOTIOIHUTENbHBIX 3arpsi3-
HEHUH W HEBO3MOXXHOCTH OIpENeTICHUS] HEKOTOPHIX
aneMeHToB (B naHHoM ciydae Pb). B paGore [11]
yKa3blBaeTCs Ha HEOOXOAMMOCTH JOTIABICHUS He-
JOPAa3JI0KEHHOTO B MPOLECCe KUCIOTHOH 00paboTKu
ocTratka. B OCHOBHOM, 3TO KacaeTcsi OmpezeseHUs
OIIT, Tak Kak 3T 3JIEMEHTHI cOpOUPYIOTCS rpadu-
ToM Oornee 3¢ (HEeKTHBHO, YEM 30J10TO.

Asropel [10] s pasmokeHus YepHOCIaHIE-
BBIX 00pa3lOB HCIOJIB30BAIM MPOOUPHYIO IUIABKY
Ha NiS. Dror crmocod mo3Bossier Oparh OOJbIIHE

HAaBECKH, YTO OCOOCHHO Ba)XKHO IPU OIpEIeICHUN
3omota u OIII, HepaBHOMEpPHO pacHpeaeIeHHBIX
B oOpazuax. OpHako M3-3a OOJBIIOTO KOJWYECTBA
yraepoja NpH IUIABJICHUM CIAHLEB 4acTo o0pasy-
€TCsl HEOAHOPOIHBIN MIJIaK, KOTOPBIA MPENATCTBYET
BBIJICJICHUIO Kallejb paciljiaBa, 4ToO TaKxe TpelOyeT
BBEJICHUSI OKUCIAIOUIMX 100aBOK IpU IpeaBapu-
tenbHOM oOxwure [14]. Kpome TOro, 3T0T croco0
MpoOOIMOATOTOBKM XapakTepusyeTrcs Ooyee BBICO-
KHUMH TpeenamMu OOHapyKCHHUS 10 CPAaBHCHHIO C
KHCJIOTHBIM Pa3yI0KEHUEM.

B paGote [13] nns aHanm3a HECKOJIBKUX Yep-
HOCJIaHIeBBIX 00pa3noB, B vactHocTu CJIr-1 m
CUC-1, c nocnenyromum MC-UCII onpenenennem
13 MUKPO37IEMEHTOB MPUMEHEH CIIOC00 Mmocie0Ba-
TEJIBLHOTO YETBIPEXATATHOIO BBILEIAaYMBAHUS C UC-
MOJIb30BAHUEM Pa3HBIX PEaKTUBOB, BKIIOYAIOLIUX
HCIl, NaOH, «napckyro Boaky» u HF. Takoii moxxon
MO3BOJISIET YTOYHHUTH, C KAaKOW OCHOBHOW (ppakimeit
(kapOoHATHO-OMOTCHHOHN, CYIb(UIHOW MU OKCHUJ-
HO-KPEMHHEBOI) CBSA3aHbI aHATUTHI.

Haubonee nmomro 3memenTHbIN coctaB CO uep-
HOCJIAHLIEBOTO THIA ONpEJEJeH YYaCTHUKAMH CO-
BPEMEHHOTO JTama MeXJIabopaToOpHOTO IKCIepH-
MEHTa IO arTecTanuu Takux kanaunatoB B CO,
kak CJIr-1A u CYC-1A, Ha ocHOBe pa3paboTaHHOTO
KOMILJIEKCa MHCTPYMEHTAIBHBIX METOJOB M Pa3HBIX
CIOCO00B TPOOOTIOATOTOBKY [6]. ABTOpHI TIpeICTaB-
JSIIOT Pe3yNbTaThl Al 54 MHUKpPO3JIEMEHTOB, BKIIIO-
yas Au, Ag, OIII" 1 >1eMeHThI-CITyTHUKH.

Heo0xoa1Mo 0TMETUTb, 4TO CPAaBHEHUE MTOTYUYCH-
HBIX B pabortax [6, 13] pe3ynbTaroB Mo TakuM 3Je-
MeHTaM, Kak Ag, Sb u Bi B CJIr-1, cBunerenbcTBy-
€T O CYUIECTBEHHOM UX paznuduu. TakuM oOpazom,
YTOYHEHHE COEP KaHMsI 0JIarOPOJHBIX METAJIJIOB, UX
CITyTHUKOB M JIpyrux MukposnemeHToB B CJIr-1A
n CUYC-1A (xangumarax B CO), KOTOpBIE SIBISIOTCS
aHaynoramu panee arrectoBanHsix CJIr-1 u CUC-1,
OCTaeTCsl B HACTOsAIIEE BpeMsl aKTyaJbHOW 3ajauei
JUISL aHAJIUTUKOB.

enp Hamedt paOOTHI 3aKiOYaeTCA B OmIpenere-
HUM MaKCHMaJbHO BO3MOXKHOTO Habopa MHUKpO3IIe-
mentoB B CJIr-1A u CUC-1A ¢ ucnonap3oBaHUEM
OJIHOTO MHCTpyMeHTaidbHOro Metoga MC-UCII B
coyeTaHuM ¢ Hambosee PPEKTUBHBIMU U IKCIIPEC-
CHBIMHU criocobamu npoodonoaroTosku. [lpu ncmnons-
30BaHMHU 3TOTO METO/a OCHOBHOW CTaAMEH, ompese-
JSIIOLIEN MpaBUJIBHOCTH BCEr0 aHaliu3a B LIEJIOM,
CTaHOBUTCS IOJHBIN IEPEBOJ ONIPEIEsieMBbIX dJle-
MEHTOB C pPa3IWYHBIMA XMMHUYECKUMH CBOWMCTBA-
MH B pacTBOpuMYI0 (opMy myTem TpagullHOHHO
MPUMEHSEMBIX CIOCO0OB — cIUIaBiieHHs (CIeKa-
HUsI) WIM KUCJIOTHOTO DPa3fioKEHUS U MOJydCHHUE
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yCTOHYMBOIO pacTBOpa ¢ HU3KUM cojieBbIM (<0,1%)
U KUCJIOTHBIM (<5%) cocTaBOM /Jisi CHM)KCHHUS Ma-
TPUYHOTO BIMSHHSI U TPEIOTBPALICHUS BO3ICHCTBUS
aHAJIM3UPYEMBIX PACTBOPOB Ha KOHYCHI HHTEp(elica
[15-19]. B cBsi3u C BBICOKOI UyBCTBUTEIHHOCTHIO
merona MC-UCII ocobrie TpeOoBaHUS MPEIBIBISA-
IOTCSl K YUCTOTE PEaKTHBOB, XUMHUYECKOH MOCYIbI U
MOMEIIEHUH sl UCKITIOUCHHSI TPUBHECEHUS 3arpsi3-
HEHUH B aHAJU3UPYEMbIe PacTBOPHI, KOTOPhIE MOTYT
MPUBECTH K UCKAKEHUIO PE3YIbTaTOB aHAJIN3A.

Ha cragun MC-UCII uzmepeHuil BaKHO YUHUTbI-
BaTh M KOPPEKTHPOBATH BO3MOXHBIE CHEKTPaIbHBIE
HAJIOKEHHSI PA3HBIMH CIIOCO0aMHM, BKIJIIOYAsi HCIIOJIb-
30BaHHE CPEJHETO M BBICOKOTO pa3pelieHHs] Macc-
CHEKTPOMETPA C MAarHUTHBIM CEKTOPOM M MaTeMaTH-
YECKYI0 KOPPEKIHIO MOJyYeHHBIX pe3yibTaToB [15,
16, 20]. dna CHUKEHHSI MAaTPUYHOTO BIUSHUS NPU
aHaJln3e pacTBOPOB TEOJOTHYECKHX 00pas3IoB He-
00XOAMMO HPUMEHSATH I BHELIHEH TIpalyHMpOBKH
PacTBOPHI CO CXOIHBIM MaTPUYHBIM COCTABOM /WM
MCIIONIb30BaTh BHYTPEHHUH CTaHAApT, KOTOPBIA He-
00X0IMM TaKXe JIs1 KOHTPOJIS BO3MOXKHOTO Apeida
CUTHaJIa mpu u3mepenusx [18, 19].

IKCNepUMEHTAJIbLHAS YaCTh

Peaxmueni, 060pyoosanue, nocyoa

B pabote mpuMeHsIH BBICOKOYHCTHIE PEaKTHBHI:
JICMOHU30BaHHYIO BOJY C YJCJIBHBIM COIPOTHUBIICHH-
em >18,2 MOwM-cm, ountieHnyio B cucreme MilliQ
¢bupmbr Millipore, a30THYI0 W COJSIHYIO KHCJIOTHI
MapKH «0C.4.», KOTOpPbIE ObUIM MEPEeTrHaHbI JIBAXKIbI
Ha yCTaHOBKax mNeperonku Oe3 kuneHusi DuoPure
¢upmer MileStone. @TOPHUCTOBOTOPOAHYIO KUCIOTY
MapKH «0C.4.», TBAKIbI TIEPETOHSIN C UCIIOIb30Ba-
Huem cucreMbl Berghoff BSB-939-IR. Merabopar
nutua (LiBO,) Obl1 nonyyeH myTeM CHeKaHus Kap-
OOHaTa JUTHUS «OC.4.» U OOPHOM KHCIOTHI «OC.4.» C
20%-m n30bITKOM KapOonara autus npu 500 °C B
TEUEHHE TPEX YacOB B IUIATUHOBOM MOCY/E C MocJe-
JYIOIINM pacTHpaHHEM CIeKa.

Ilepen uncnonb30BaHMEM XHUMHUYECKHE CTaKaHBI
(100 M) u MmepHBIE KOIOBI (250,0 MIT) 3amMaunBaH B
5%-M pacTBOpe ABaXK/IbI IEPErHAHHON a30THOW KHC-
JIOTHI, MOCJIE YEro UX MPOMBIBAIHN JICHOHU30BAHHOM
BoAOW. IImaTMHOBEIE TUINIM MOABEPTaN MOCIEI0BA-
TEJIbHOMY KUIISTUeHUIO B 15%-M pacTBOpe COJISIHON U
5%-M pacTBOpe a30THON KHUCIIOT, & 3aT€M B J€HOHMU-
30BaHHOM BOJIE.

[lepen Ka)abIM HCIONB30BAaHUEM M TOCIE KaX-
JIOW CTaJiM Pa3lIOKECHUs aBTOKJIABHI (M3 IOIHU-TE-
TpadTop-anKoOKCHITHUICHA) 00padaThIBaIN B MUKPO-
BorHOBOM cuctemMe MARS-5: cnauama «obpartHoit
napckoii Boakoi» (konu. HNO;: konu. HCl = 3:1), a

3areM JernoHn30BaHHOM Boxoi mipu 180 °C u 15 atm.
B TeueHue 60 MuH.

Jns pas30aBieHHs aHAJIN3UPYEMBIX pPacTBOPOB
OPUMEHSUIM aBTOMAaTHYEeCKUE 103aTOphI ¢ (hukcupo-
BaHHBIM 00BEMOM U T'PaAyHPOBAHHBIE OJHOPA30BHIE
npobupku. [1pu pazbaBicHU pACTBOPOB IS IPaJLy-
HMPOBKH HUCIOIH30BAIN BECOBOM METO/I.

CmuiaBiienure TBepAbIX 00pa3loB ¢ MeTabopaTom
JUTHS BBHITIONHSUIA B TUTATHHOBBIX THUIIISIX B MY-
¢enpHoOI meun Nabertherm (GDR). Kucornoe pas-
JOKEHHE TMPOBOAMIN B MHUKPOBOJHOBOW CHCTEME
MARS-5 (CEM Corporation, CIIA). lns ueHTpu-
(yrupoBanus ucnonbzoBanu mneHTpupyry SIGMA
3-16L (I'epmanmus).

Xumuueckas noozomoexa npoo

Ha cragum nmpoOOmoAroTOBKH Ui pa3ioKEHUS
YEPHOCIAHIIEBBIX 00pa3IloB UCIOIL30BaIN pa3pado-
TaHHBIC paHee B J1a0OpaTOpUU METONUKH, YCIICIIHO
MpUMEHsIEMblE HAaMU JJIs CHWJIMKAaTHbIX mopon [18,
21], 6e3 npeaBapUTEIbHOTO O0XKHUTa.

Cnnaenenue c Memadopamom Jumus

Hagecku o6pa3io okoino 0,1 r moMenianu B mia-
THUHOBBIM THUrenb U N00aBIAIN MeTabopaT JUTHS B
cootHomenuu 1:3. CraBiieHre MPOBOJIWIIN B ILIa-
TUHOBBIX THINISIX ¢ Kpbimkamu npu 1050 °C. Ilna-
THUHOBbIE TUIVIN MOMEIIAIN B KEpaMHUYECKUE, YTOOBI
n30eKaTh 3arps3HEHNS, U CTaBUJIM B 3apaHee packa-
JEeHHYI0 MydenbHyo rmedys Ha 15 muH. [Tocne cruas-
JICHHUS TUTJIM BBIHUMAIU U3 My(]ems U mocie oXJIax-
JICHUS TIOMELIAIN B MOJIMIIPONMIIEHOBBIE CTAKAHBI C
pazbasnennoit HNO, (4-5%). Crakanbsl nmoMemany
Ha MarHUTHbIE MemaJku Oe3 HarpeBa A0 MOJHOTO
pacTBOpPEHHUs IJ1aBa, BO BpeMs IepeMELINBaHuUs J10-
Oapisn B Kaxkawlii ctakad mo 0,1 mir 5%-it HF gns
MOBBIILICHUS] YCTOWYMBOCTH PACTBOPa BO BPEMEHH 3a
cder obpa3oBanusi GTOPUAHBIX KoMIiekcoB. [lomy-
YEHHBIA MPO3payHbIii PAcTBOP KOJUUYECTBEHHO Iie-
PEHOCWJIM B MEpHBIE CTEKJISIHHBIE KOJObI 00beMOM
250,0 mu.

Hns MC-UCII usmepeHuil pacTBOpbl U3 KOJIO
JOTIONHUTENBHO pa3basisiu B 10 pas ¢ qobasieHu-
eM BHYTPEHHETO cTaHjapTa — In (¢ KoHIeHTpanuen
1 MKr/mn).

MuKkposonirosoe asmoKIa8HOE PA3I0ONHCCHUE
6 cucmeme MARS-5

Ha nepBoii cranuu nasecku o6pasuos 0,11 1 00-
pabarbIBaIl CMECBIO JIBaXKAbl OUYMIICHHBIX KOHIICH-
TpupoBanHkIX kucnor HF u HNO, (4:1) nna pactso-
peHUsl CHIIMKAaTHOM MaTpUIbl U TYTOMJIABKUX MHUHeE-
panoB B MuKpoBosiHOBOM rteun MARS-5 npu 180 °C
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u 15 arm. B Teuenue 60 muH (20 MuH HabOp TEeM-
nepatypbl U 40 MUH BBIJICP)KHBAHUE MPH TOCTOSH-
HOW Temmeparype). [lociie okoH4YaHHUST MPOTPAMMBbI
OCTAaBIISUTH aBTOKJIABBI OCTBIBaTh, JJajie€ OTKPBHIBAIN
U yTapuBaly TOJXYYCHHBIH PacTBOP B TeX KE aBTO-
KJIaBaxX Ha IJIMTKE 10 CyXOTO OCTaTKa JJIsl yaaJleHUs
KpeMHUs B BUje GTOpUAA, a TaKkKe U30BITKA PTOPH-
CTOBOJOPOJIHON KUCIIOTHI.

Ha BTOpO# cTaguu MUKpPOBOIHOBOK 00paboOTKH
HCIIOJIb30BAM CMeCh KOHIeHTpHpoBaHHbIX HNO,
n HCI B coorHOmennn 3:1 mpu Tex ke yCIOBUAX:
180 °C u 15 arm. B Teuenue 60 mun. Jlanee aBTo-
KJIaBbl OCTABJISUIM MIPU KOMHATHON TeMIlepaTrype 10
MOJIHOTO OXJIAXKJICHUS M KOJTUYECTBEHHO MEPEHOCH-
JIM X COJIEPKUMOE (FKEITHIA PaCTBOP € HEOOIBIINM
KOJINYECTBOM Ocajika) B IpoOupku. OtOupanu mo
1 M pactBopa u nentpudyruposanu (9500 06/muH,
20 MuH).

Hns MC-UCII usmepenuid pacTtBOp JOTOJIHU-
TenbHO paszbaBmsuim B 10-50 pa3 ¢ moOaBieHUeM
BHyTpeHHero ctannaprta In (1 mMkr/m).

MC-HUCII uzmepenusn

Bce wusmepenust Bemonnenst Ha MCII wmacc-
CIIEKTpoMeTpe BbICOKOTO paspemennss ELEMENT
¢upmbl Finnigan Mat (Germany) ¢ pacubUIUTElIeM
Maiinxapna B AHanutudeckoM IeHTpe Mucturyra
reosiorun u muHepanoruu CO PAH nocne ontumu-
3allMM MHCTPYMEHTAIBHBIX MapameTpoB Mpubdopa,
MpUMEHEHHE KOTOPBIX O00eCIeYrBaeT IOIyUCHHE
CTAOMIIBPHOTO AHAJIUTHUYECKOTO CHUTHAlAa C MAaKCH-
MaJIbHOM MHTEHCHUBHOCTBIO M MHHHUMAJBHBIM 00pa-
30BaHUEM IOJHATOMHBIX (OKCHUIHBIX) HaJIOXKCHUMN
[22].

[Ipu ompenenennn 10 anementoB (Sc, Ti, V, Cr,
Mn, Co, Ni, Cu, Zn u Ga) uzMepeHus: NpOBOJUIH

TaOnuima 1

H3oTonbl onpeaeasieMbIX 3JIEMEHTOB U HEOﬁXOIll/IMOE paspelieHnue 1Jist OTACJICHUA CIEKTPaJbHbIX HAJI0KeHU il

DJIEeMEHT M3otons! PacnpOCTI;ZHeHHOCTL’ CriekrpasbHble HAJIOXKEHUS Paspewenue

Sc *Sc 100 #$i"°0",*Si'"*0OH" MR
. i 7.3 ploo” MR
b “Ti 55 #s5'°0" MR
\% sy 99,8 c1'%o0”; "BYAr MR
*Cr 83,8 2CYArT; *Ar'°0” MR

Cr 53Cr 9’5 16037C1+; 13C40Ar+ MR
Mn **Mn 100 PK'0" MR
Co *Co 100 “Ca'°0" MR
' “Ni 26,1 #ca'®0" MR
N 2Ni 3.4 #1i'%0" MR
5Cu 69,2 PNa®Ar’; Ti'0" MR

“ %Cu 30,8 “Ti'%0* MR
66711 279 soTi160+; 50Cr160+; 5057160y MR

Zn Zn 4,1 TAIMAr; V0" MR
%Zn 18,8 2’0’ #sifArt MR

“Ga 60,1 scr'®o* MR

G "'Ga 39,9 *Mn'°0"; *'PYAr MR
As PAs 100 Yca¥cl’; YAricl’; FAr’cl’; ¥co’o” HR

O6o3HaveHUua MR —cpennee pazpemenue, HR — Bricokoe pasperenue.
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IIpenesibl 00HApY:KeHUsI onpeeisieMbIX deMeHToB (1 = 10), MKr/T

TabOnuuma 2

OIeMeHTHI 11O (xucnotroe 1O (crmaBnenue) DeMeHTHI 11O (xmcnornoe 1o
pasiioxeHue) pasiioxeHue) (crutaBneHue)
Be 0,1 0,3 Mo 0,04 0,5
Sc 0,01 0,1 Ag 0,001 0,03
Ti 1,4 10 Cd 0,0015 0,08
v 0,06 0,3 Sn 0,1 0,3
Cr 1,5 3,0 Sb 0,01 0,06
Mn 1,1 2,0 Te 0,004 0,10
Co 0,025 0,1 w 0,13 0,1
Ni 0,6 3,0 Au 0,03 0,15
Cu 0,1 5,0 Tl 0,002 0,04
Zn 0,2 5,0 Pb 0,03 1,0
Ga 0,01 1,0 Bi 0,002 0,98
As 0,12 3,0 - - -
TabOnuma 3

Pesyabrarst MC-UCII onpenenenus 3jeMeHTHOro coctaBa oopa3uoB CJIr-1A u CUC-1A nocie cniaBieHust
M aTTeCTOBAHHbIE 3HAYEHUS, MKT/T

CJIr-1A CJIr-1 CUC-1A cuc-1
JJIEMCHT
C,, £A** (n=9) C,. £A[28] C, +A(n=9) C,, +A[28]

Sc 19,5+0,9 20+3 22,7404 23+4
Ti (5,1+0,1)-10° (53+0,2)10° (5,33 +0,07) 10° (5,5+0,3)-10°
\% 11545 122 £ 15 149 +£5 150+ 6
Cr 11643 116 + 8 133+3 134+5
Mn 825 +20 852 + 62 456+ 8 441 + 46
Co 19+1 20+3 12,9 +0,7 15+2
Ni 5443 50+7 36+3 36+3
Cu 39+4 39+7 31+1 31+4
Zn 92+6 97+13 92+7 97+7
Ga 17,5 0,4 18+3 19,6 +0,3 2142
As 52+3 46 +8 47+1 40+7
Mo 0,93 + 0,07 0,95* 1,8+0,1 1,7+0,3
cd 0,38+0,03 0,4* 0,33+ 0,02 0,27*
Sn 3,3+0,1 3,0% 2,4+ 0,06 22404
Sb 1,08 + 0,03 1% 0,12+ 0,01 -
W 34+0,1 3,3% 45+0,1 3,5%
Pb 16,7 +0,7 14,9 £2.8 8,9 + 0,4 82+ 1,4

* PekOMEH/IOBaHHBIC 3HAUCHHUS; ** JIs1 BCEX IKCIIEPUMEHTAIBHBIX PE3YyNIbTaTOB 3[€Ch U Jalice IPUBEICH

JIOBEPHUTEIBHBIA HHTEPBAJ IS TOBEPUTEIbHOM BeposiTHOCTH 0,95.
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B CpEIHEM pa3pelIeHHH, AS H3MEpsUId B BBICOKOM
pa3peneHny A OTJCJIEHUS CUTHAIOB AaHAJIUTOB OT
CHEKTpaNbHBIX MToMeX (Tabm. 1), KoTopsie 00pa3yroT-
Csl M3 DJIIEMEHTOB aTMoc(hepbl, MaTpHUIlbl 00pa3ia u
1a3M000pa3yIoLIero ra3a-aproxa.

MC-UCII omnpenenenune l07’109Ag, lllCd, 123Sb,
125Te, 182’183W, PTAu ocnoxusercs CIIEKTPaJIbHBIMU
IIOMeXaMH, KOTOpbIE HE OTHENAIOTCA Jlake C MOMO-
IIbI0 BBICOKOTO pa3pelIeHus Macc-CIIEeKTPOMETpa.
Hanpumep, KOMHYECTBEHHOMY onpeaenennio  Ag'
(51,8%) memator ~'ZrO", *zr'°OH" u ¥Y"*0",
OIpe/IC/ICHUI0 109Ag+ (48,2%) memator °Nb'°0°,
27r'°OH" 1 Mo '°OH". Pazpemenue, HeoOxoaumMoe
JUIS YCTpaHEHUs MOMeX OT OKCHJIOB M TMIPOKCHI0B
Ha M30Tomax cepebpa, cocrapusieT 23 600 (lmAg)
u 31 457 (logAg) [23]. O0a 3HaYCHUS 3HAYMTEIIBHO
MPEBBIAIOT JOCTUTAEMOE MacC-CIEKTPOMETPOM
ELEMENT BrIicokoe pazpetienue (m/Am =~10 000).
[ToaToMy ompezneneHue THX 3JIEMEHTOB OBIIO BBI-
MOJTHEHO B HU3KOM pa3pelIeHHH ¢ MaTeMaTH4ecKoi
KOpPPEKIMEH KOHIEHTpPAallMd Ha OCHOBE MpeaBapu-
TEJIBHOTO ONpEeNeHHs MPOLEeHTa 00pa30BaHUs OK-
CHJIOB T€X AJIEMEHTOB, KOTOPBIE CO3JAI0T CIIEKTPAIIb-
HbIE TOMEXH Ha 107AgJr (9IZrO+, 89Y180+), 109Ag+
(93Nb160+), eyt (95M0160+)’ 125Te+(109Ag160+),
182,183y (166,167Er0+), 197 Ay (Ta1810+), TAK KAK OK-
CHUJIBI SIBJISIIOTCS OCHOBHBIMU MHTEPdepupyonmmMu
MOJIMATOMHBIMU  WOHamMu [24-26]. IlpomeHT 00-
pa3oBaHUs OKCUAOB IPU ONTHMH3UPOBAHHBIX WH-
CTPYMEHTAJIbHBIX ITapaMeTpax Macc-CIeKTpOMeTpa
ELEMENT cocrasmser 0,6% (Ce'/CeO"), 0,5%
(Ta'/TaO"), 0,5% (Zr'/ZrO"), 4T0 CyIIECTBEHHO
MeHblIe, yeM B [24-26]. Kak ycTaHOBIEHO dKcIe-
PUMEHTaIBHO, KOPPEKIIUs ObLIa HEe0OX0oarMa JTHUIITh
IpH ompeaesieHnn Ag, Tak Kak B UCCIIETyeMbIX 00-
pasiax cooTHoIIeHue KoHlleHTpanuii Zr/Ag, Y/Ag,
Nb/Ag 6b10 >200, 17151 OCTANBHBIX 3JIEMEHTOB CO-
OTBETCTBYIOLME OTHOLIEHHUsI cocTaBisian <10.

HpI/I OTIpeIeICHIH 117,118,119Sn’ 121,123Sb’ 2037205T1
206207.208py, 2B HanokeHus emwe MeHee CYIIIECTBEH-
HBI, TaK KaK 00pa3yroTcs 3JIE€MEHTaMU IJIaTHHOBOM
IPYMIIBI, HAXOAAIIMMUCS Ha CJIEIOBOM YPOBHE KOH-
LEHTPAIi, TO3TOMY W3MEPEHHUs TaKkKe IMPOBOAMIN
B HU3KOM Pa3pelIeHnN.

KoHmeHTpanuu B pacTBOpax pacCYUTHIBAIM IO
BHEIIHEH TpajlyHpOBKEe B COYETAHUU C BHYTPEHHUM
craggaproMm (In, 1 MKr/m) st ydera MaTpuyHOTO
BIUsIHUS U Jipeiida curHana. [Ipu ananmse pacTso-
POB IOCIIE CIIJIABJIEHUS B KAU€CTBE TPalyHPOBOYHBIX
ucrnonb3oBanu pacteopel CO (BHVO-2, BCR-2,
G-2), IpUTOTOBJICHHBIE TaK K€, KaK M aHaJIU3Upye-
MBI€ PAacTBOPBI, ISl CHWKCHHS MaTPUYHOTO BIIHA-
HUS TIPU M3MEPEHHUAX 3a cueT MeTabopara JIUTUS U

b

KPEMHHMSI, KOTOPbII He ylajseTcst U3 pacTBOPOB MPHU
JAaHHOM cIoco0e MpoOOMOArOTOBKU. YKa3aHHbIE
CO, kak HanOoJjee MOJHO M TOYHO aTTECTOBAHHEIC,
BBIOpaHbl B KauyeCTBE IPaayHMpOBOYHBIX [26]. s
aHaJM3a PAcTBOPOB IIOCIE KHCIOTHOIO pa3jioxe-
HUS IPUMEHSUIH BHEUITHIOK T'PAIyHUpPOBKY IO MHOTO-
aneMeHTHbIM pactBopam [V-ICPMS-71B, CMS-5,
CMS-1, IV-STOCK-10 (Inorganic Ventures, CIIIA)
¢ BHyTpeHHuUM ctangaptom (In, 1 mxr/m).

Pe3ynbTaThl H 00cyKIeHUe

Ilpeodensl obHapyHcenusn

[Ipenensr obOnapyxkenust (I10) snementoB pac-
CUMTAHBI KaK 3 CTaHJApTHBIX OTKJIOHCHHS CHUTHAJIA
KOHTPOJIbHOTO onbiTa (1 = 10), KOTOPBIN BKIOYA B
ce0st Bce ATaIbl XMMHUYECKOH IOArOTOBKH Oe3 100aB-
neHust o0pasia, ¢ y4eToM pa30aBicHHS U HABECKH
(Tab6u. 2). locrurayteie [10 onpeaenstoTes He TOJb-
KO YYBCTBHUTEJIBHOCTBIO METOJa, PaclpOCTpaHeH-
HOCTBIO U30TOIOB, TI0 KOTOPBIM HJIET U3MEpPEHUE, U
HCIIOJIb3YEMBIM pa3pelicHHeM, HO U YUCTOTON BCeX
HCIIOJIb3YEMBIX PEAKTHUBOB, MOCY/IbI, @ TAKKE 3arpsi3-
HEHHUEM TPUOOPHOTO TPAKTa MaCC-CIIEKTPOMETpa 3a
cueT 3P PEeKTOB MaMsITH.

Kaxk BunHO u3 manHbIX Tadu. 2, [10, noCcTUTHYTHIC
MOCJIC KUCIOTHOTO Pa3fIOKEHUs, JUIsl BCEX JJICMEH-
TOB CYIIECTBEHHO HIUIKE, YEM TIOCIIC CITJIABICHHUSI, UTO
MOXKET OBITh NPUHIUIHUAIBHBIM TPEHUMYIIECTBOM
MPHU OMpeNIeTICHUN HEKOTOPBIX aHAIUTOB. OTMETHM,
YTO JJIs TAKUX dJeMeHTOB, kKak Ag, Be, Bi, Cd, Co,
Cu, Ga, Mo, Ni, Pb, Sb, Sc, Te u Tl, ykazaanusie [10
HIDKE, YeM TIPUBEJICHHBIE B [6] I HCTIONB3YEMBIX B
HUTHPYEMOH paboTe criocoO0B MPOOOMOATOTOBKY U
WHCTPYMEHTAJTBHBIX METOOB.

Pezynomamur MC-HCII onpedenenusn
Mmuxpodnemenmnozo cocmaea CHC-14 u CJlz-14
nocje CnaaeIeHus ¢ Memadopamom aumus

Pesynbrarsl onpenenenusa 25 anementoB B CJIr-
1A u CUC-1A mocie cruiaBjieHus OBUTH OITyOJIH-
KOBaHbI paHee B [22]. B Ttabn. 3 mpuBeneHb moiy-
YEeHHBIE PE3yJbTaThI eme Ui 17 3IeMeHTOB B CpaB-
HEHMH C aTTEeCTOBAHHBIMHU (PEKOMEHOBAHHBIMU)
3HauYEHUSIMU, puBeAeHHbIMU B nacrioptax CJIr-1 u
CUC-1 [28].

Jlns GONBIIMHCTBA 3JIEMEHTOB OTHOCHTEIBHOE
CTaHAapPTHOE OTKJIOHEHHE COCTaBIAeT oT 2 110 9%.
[TorydeHHbIe pe3ynbTaThl MO BCEM IJIEMEHTaM B
npejenax MOTPENTHOCTH XOPOIIO COTIIACYIOTCS ¢
arrecToBaHHBIMU 3HaueHUAMH u1d CJIr-1 u CUC-1.
Haunbonee untepecust pesynsrarsl no Cd, W u Sb
171t 000ux 00pa3IoB, a Takxke mo Mo, Sn s CJIr-
1A, 11 KOTOPBIX B aHAJOTMYHBIX 00pa3nax ObLIn
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IPUBEACHBI TOJBKO PEKOMEH0BAaHHBIE BEIMYHHBI,
a 1 Sb B CYC-1 3HaueHue BOOOIIE OTCYTCTBOBA-
710. CpaBHEHHE MOJYYCHHBIX PE3YIbTaTOB MO STUM
JJIEMEHTaM C UMEIOIIUMUCS JINTEPATYyPHBIMH J1aH-
HbIMU (Tabi. 4) CBUIETENBCTBYET O COOTBETCTBUH
B IpeJienax MOrPemHOCTH MOTYYEHHBIX U OMyOu-
KOBaHHBIX Beu4uH [6] nnsgs Mo, Cd u W. Pe3ynb-
tarel MC-UCII onpenenenus cypomel B CJIr-1A
coracyroTrcss ¢ AaHHBIMU [13] ¥ pexomMeHIOBaH-
HbIM 3HaueHueM, B CUHC-1A koHIeHTpanus Oim3ka
k [10. B pabote [6] KOHIIEHTpaIlUU CYpPbMBI, KO-
TOpbIE OMpeNeNeHbl MOCe KUCIOTHOW 00paboTKn
00pa3ioB 6e3 MOJTHOTO PA3JIOKEHUS, CYIECTBEHHO
HWKE, a KOHIICHTpaIlMU 0JIOBa B 00oMX 00pasmax
HE PHUBEICHBI.

Takum o6pazom, metonom MC-UCII mnocne
CIJIaBJICHUS C MeTabopaToM JUTHUS OBIIO KOJIMYe-
CTBEHHO ompeneneHo 42 snemenTa, u3 HuXx 17 (Sc,
Ti, V, Cr, Mn, Co, Ni, Cu, Zn, Ga, As, Mo, Cd, Sn,
Sb, W, Pb) — B HacTosme padoTe.

[IpoBenenne XMMHUUYECKOW MOATOTOBKH MPOO
Ha OCHOBE CIUIaBJICHUS I03BOJISIET 00ECIEYUTDH
MOJIHOE Pa3JIOKEHUE YyIIIepoacoaepKaux odopas-
[[0OB, @ TAK)KE€ OTIIMYAETCS CKOPOCTHIO M MPOCTO-
TOH BBINOJHEHUS, HE TPeOyeT MpeABaApUTEIHHOTO
00XKWTa W MO3BOJISICT OMPEAENATh B MOTYyYECHHBIX
pacTBopax MUPOKUN HAOOP PIEMEHTOB, BKIIOUAs
Bce P30 [22] u apyrue MUKPOdSIEMEHTHI, paHee
OmnpeieJICHHbIE OPUEHTUPOBOYHO.

Pesynpraret MC-UCII ompenenenus Be, Ag,
Te, Au, Tl u Bi mocie crniaBieHHUs: XapaKTepH-
3YIOTCS OONBIIMM Pa3z0opOCOM WM HAXOIATCS Ha
YPOBHE U HMIKE Mpefenia OOHApYKEeHHS, IS UX
ompexaeneHust B oOpasuax Tpedyercs Apyras me-
TOAWKA TPOOOTOATOTOBKH. Takke HEOOXOAUMO
OBLIO OATBEPAUTH pe3yibTathl mo Sb B CUC-1A,

MOCKOJIbKY KOHIIEHTPAIUsI dTOTO AJIEMEHTa Haxo-
nurtes oausko k I10.

Pezynomamor MC-UCII onpedenenusn
Mukposiemenmnuozo cocmasa C4C-14 u CJlz-14
nocjie MUKPOGOJIHOB020 KUCTIOMHO20 PA3IONCEHUS

Ucnonb3oBanne Ha cragud MNpoOONOATOTOBKH
MHUKPOBOJIHOBOTO KHCIIOTHOTO Pa3JIOKEHUSI B OJTHOM
cocyzie 0e3 JOMONHUTEILHBIX ONEpaIfii MO3BOJISICT
cymectBenHo cHu3uTh [10 Be, Ag, Sb, Te, Au, Tl
u Bi. Onnako, kak ObIIO OTMEYEHO B DKCIIEPUMEH-
TalbHOM YacTH, MPHU KUCJIOTHOM Pa3NIOKEHUU B KO-
HEYHOM PAacTBOPE OTMEYalIOCh HEOONIbIIOE KOJIUYe-
CTBO HEAOPA3JI0KEHHOTO 0CaiKa, KOTOPBIM OTAEISIIN
OT pacTBopa HeHTpuyrupoBanuemM. s nmposepku
BO3MOXKHOTO COOCAXJICHHMSI AHAJUTOB C OCAJIKOM
MPOBEJICHO CPaBHEHUE PE3yJIbTaTOB OMPEICICHHUS
HECKOJIbKMX MHKDPOIJIEMEHTOB, TOJYYEHHBIX HaMHU
nocye cruaBieHus (Tabn. 3, 4) ¥ MUKPOBOIHOBOTO
KHCJIOTHOTO pa3yiokeHus (Tadil. 5), ¢ JaHHBIMU pa-
00THI [6], B KOTOPO# ISl ONPECIICHUST YKa3aHHBIX
3JIEMEHTOB Ha CTAJMH MPOOOIOATOTOBKU OBIIO HC-
M0JIb30BAHO MHOTO3TAIHOE OTKPBITOE KHUCIOTHOE
pasyioKeHUE ¢ AOTIIABICHHEM HETOPa3I0KHBIIICTOCS
ocajxa.

CpaBHeHHE MOJYYCHHBIX TIOCIIC PA3HBIX YCIOBHM
POOOTOATOTOBKH PE3YIBTATOB CBUICTEIBCTBYET O
TOM, UTO B MpeJiesiaX MOTPEITHOCTH aHaN3a COOCaAXK-
JICHUSl aHAJIHUTOB C OCAIKOM, HEIOPA3TOKHBIIMMCS
[OCJ€e MHUKPOBOJIHOBOTO KHCIOTHOTO Pa3jiOKCHHUS,
He HabmromaeTcsl.

[MepBbic TpW TMapayIeIbHBIX OMBITA C HCIOJb-
30BAaHHEM KHUCJIOTHOTO Pa3JIOKEHHS OBUIM BBITIOJ-
HeHbl ¢ HaBeckol 0,1 r. [lomyueHHbIE pe3ynbTaThHI
MC-UCII onpenenenus Be, Sb, T1, Bi B 060oux 006-
pasuax u Te B CJIr-1A cBHIETENBCTBYIOT O TOM,

Tabnuma 4

Pesyabrarsl MC-UCII onpenenenusi Mo, Cd, Sb u W B CJIr-1A u CUC-1A nociie cniaBjieHUs: U JIMTepaTypHble
JaHHbIE, MKT/T

ClIr-1A ClIr-1 CUcC-1A CUcC-1
et f};pjg? (nC;pS [A6] c, s3] | CaFA0=9 ] Co i[gg(]” ", sm3
Mo 0,93 +0,07 108402 | 090(0.08) | 180, 1,99:0.4 1.47(0,02)
cd 0384003 | 0426013 | 032(0.02) | 0334002 | 029:005 | 0.223(0,006)
Sb 108003 | 025:004 | 090(003) | 0124001 | 006001 | 0,072(0,001)
W 3,4+0,1 3,41+0,20 - 45+0,1 4,31+0,23 —

*S — cTaHmapTHOE OTKJIOHEHHE 37I€Ch U Jlajiee B TAOMUIax.
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TaOnuwma 5

PesyabTarsl MC-UCII onpenesienusi MukpodjieMeHToB B CJIr-1A mociie KHCJIOTHOIO Pa3JioKeHUsI U JINTepaTypHble
JaHHbIE, MKI/T

ClIr-1A CJIr-1 ClIr-1A ClIr-1
DIEeMEHTBI DIEeMEHTBI
Ccp'i A, (n=9) Ccp‘ +A(n=9)[6] Ccp' +A,(n=9) Ccp' +A(m=9)[6]
A\ 110+ 6 1132 Cu 38+6 40,3+ 1,5
Cr 115+4 117£5 Ga 18+2 18,8+ 1,5
Co 18+£2 18,9+ 0,7 As 47+3 446+ 1,6
Ni 48 £4 49+24 \\% 3,8+0,3 3,41 +0,20

yto HaBecka 0,1 r gocTarouyHO mpeACTaBUTENbHA
JUISL OTIpEJIeJICHHs TUX dieMeHToB (Tadn. 6). Kon-
nentpanus Te 8 CUC-1A naxogutcs ommsko k [10.

B ominume OT yKa3aHHBIX BBILIE 3JIEMEHTOB,
npu omnpexnenenuu Ag u Au B CJIr-1A B tpex ma-
paIeNbHBIX OMBITaX pa3dpoc MOJTYyUYCHHBIX 3HaYe-
Hu# coctaBwmi s Ag — ot 0,44 o 2,44 MKI/T, JU1st
Au - ot 1,36 no 21,0 mxr/r. Ilpu ananuze CUC-1A
YPOBEHB OIpe/iesieHHs] Au 0Ka3ajics B JIByX OIbBITAX
Huxke [10, koHneHTpanus Ag olleHeHa B UHTEpBaJIe
0,1-0,2 MKI/T.

BeposiTHO, 3TO CBsi3aHO ¢ HEpaBHOMEPHBIM pac-
npejeJieHueM yKa3aHHBIX 3JIEMEHTOB B o0pasnax,
HCIIOJIb3yeMasi HaBecKa HeJocTaTodHa Juisl obectie-
YEeHUS IPEICTABUTEILHOCTH MPOOLI. B CBsA3M € 3THM
pa3mep HaBECKH ObLT yBEeNMW4eH 70 1 T.

JIJist OlleHKH BO3MOXKHOCTH OOBEJMHEHHUS IOJTY-
YEHHBIX PEe3yJbTaTOB, OTIPEIEIEHHBIX MTPH UCITIOIB30-
BaHWUU Pa3HBIX HABECOK, UCTIOIb30BAIH t-KpUTEPHI.
Paccunurannbie 3HaueHus t-kputepus s Be, Sb, Te,
T1 u Bi He npeBpIIalOT KPUTUUECKOTO 3HAYEHUS, YTO
M03BOJISIET O0BENUHNUTD PE3YNbTAThI IO PA3HBIM BbI-
o6opkam (Tabm. 6).

Hus Te, Tl, Bi B CJIr-1A u gns Sb, Te, Tl B
CUC-1A mnonydeHbl HOBBIC JaHHBIC, OTCYTCTBYIO-
e B nacroprax CJIr-1 m CHC-1, a takxke yTouHe-
HEI peKOMeHJoBaHHbIe 3HaueHwus i Be, Sb B CJIr-1
u Bi B CYC-1. Pesynsrarsl onpenenenus Be B 06onx
oOpasznax B Ipejenax MOTPENIHOCTH COMOCTABUMBI
C arTecTOBaHHBIMH (PEKOMEHJIOBAaHHBIMU) 3HAYe-
HUSIMH M JTaHHBIMH [6, 29], koH1leHTpanuu Sb no-
MOJIHUTEIBHO MOATBEPKIAIOTCA HATMMH JIAHHBIMH,
MOJIyYeHHBIMU MOCTE CIiaBaeHus (Tadm. 3), a Takxe
onyonukoBaHHbIMU B [13] 3HaueHusimu. PesynbraTsl
o Bi cormacytores ¢ nanubiMu [13], a pe3yisrars
onpexaenenus Tl — ¢ nanubiMu [6, 29].

BennunHa OTHOCUTEIBHOTO CTAaHAAPTHOTO OT-
knoneHust MC-UCII onpeneneHus KOHLUEHTPaLUU
Sb cocraBuna 6% B oOoux oOpasuax, IS Talaus

U TeJlypa 3TOT mokasarenb cocTtaBua B CJIr-1A
<10 %, nna Bucmyta — 12%, a nus Oepuiuius —
npuomsuteabao 20%. Conepxanue Te B CUC-1A
HaxoNUTCA Ha Tpezesne OOHapyXEeHHs, MMOAITOMY
onpeeneHo ¢ 6onpmuM pasdopocom (S, = ~50%).

Konuenrpauuu Au B oboux obpasuax u Ag B
obpasie CJIr-1A paccYuThIBAIM TOJIBKO JIJIS HaBe-
cku 1 r, a konuenrpanuwo Ag B CUC-1A no nsym
BeiOopkam. Ilomyuennsie pesynpratei MC-UCII
onpeneneHus Ag u Au B oOpaznax CUC-1A u
CJIr-1A B cpaBHEeHUU C aTTECTOBAHHBIMU 3HAYEHU-
ssvu uist CJIT-1 u CYC-1 u nuTepaTypHbIMU JaHHBI-
MU TIPUBEICHBI B TA0M. 7.

[TonyuenHoe cpeHee 3HaYCHHE COJEPKAHUS Ag
B CJIr-1A B mpeaenax MOTPEIIHOCTH COMIacyeTcs ¢
aTTeCTOBAaHHBIM 3HAYECHUEM M JUTEPaTYpPHBIMH JaH-
veiMu [9, 13], a mus CUC-1A cpenHee 3HaueHUE 3a-
BBIIIEHO OTHOCHUTEIBHO BCEX IMPEICTaBIECHHBIX pe-
3ynbTatoB (Tadin. 7), MOrpelHocTh onpeaeneHus (S,)
Ag cocraBuina ~15%.

Pesynwrarsl onpenenenus 3omora B CJIr-1A xa-
pakTepusyrorcs OonbmuM pasdpocom (S, = 39%),
OIHAKO Cpe/lHee 3HaYeHHE COMOCTaBUMO C aTTeCTO-
BaHHbIM 3HaueHueM Juist CJIr-1 w manHbBIMEH paboT
[6, 9]. CnienoBaTelbHO, BRIOpaHHAS HAMH ITPOOOITO/-
TOTOBKa (MHUKPOBOJHOBOE KHCIOTHOE Pa3JIOKECHHE)
oOecrieyrBaeT MePeBo/l 30J0Ta B PACTBOP U COOCAK-
JEHUS C YTIIIEPOAUCTBIM OCAIKOM He mpoucxoaut. [1o-
IPELIHOCTh, BEPOSITHO, CBsI3aHA C HEPABHOMEPHBIM
pacmpeneieHreM 30J10Ta B o0pa3uax, HaludueM va-
CTHI-HOCHUTEJIEH O1IaropoAHBIX METAJUIOB, COEpKa-
MIUX 30J10TO, cepedpo u DI, kKoTopsie yCTaHOBICHBI
METOJOM CLUUHTHIUISILIUOHHOW aTOMHO-3MUCCUOHHOMN
cnexktpoMerpuu [9]. DTa mpobiiemMa MpOSIBISIETCS U
npu ananuze CUC-1A, naxe yBelnMYeHHE HABECKHU
70 1 I He MO3BOJINIIO ONPEAETUTh KOHLIEHTPALIUIO 30-
JoTa ¢ pazopocom <100% (Tadm. 7).

[TonydeHHBIE TTOCIE KUCIOTHOTO PA3JI0KEHUS
MC-UCII pe3ynpTaTsl pacHIUPSAOT YUCIO OIpe-
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Tabnuuma 6

MC-HUCII pe3yabsTatsl onpenenenusi Be, Sb, Te, Tl u Bi B o6pa3nax CJIr-1A u CUC-1A nocje KHCI0THOTO
Pa3/10:KeHHUsl ¥ JINTepaTypHble JaHHbIe, MKI/T

ClIr-1A CJIr-1
DIIeMeHT Ccp4 (S) Ccp. S) Ccp_i A C,.. tA CCpA +A Ccp‘ (S) [13]
(m=0,1r; (m=1r; (n=10) [28] (n=9)[6]
n=73) n="17)
Be 2,20 (0,08) 1,90 (0,09) 2,0+0,1 2,4% 2,3+0,3 -
Sb 1,2 (0,1) 1,20 (0,07) 1,21 £ 0,06 1* 0,25+0,04 0,90 (0,03)
Te 0,14 (0,01) 0,16 (0,02) 0,16 +0,01 - 0,24+0,03 0,171 (0,008)
Tl 0,54 (0,007) 0,54 (0,05) 0,54 + 0,03 - 0,59+0,04 -
Bi 0,14 (0,01) 0,12 (0,01) 0,13 + 0,01 - 0,28+0,04 0,118 (0,004)
CUC-1A CUC-1
G, (S) G, (S C,*tA C,.. tA C,*A G, (S [13]
(m=0,11; (m=1r; (n=10) [28] (n=9)[29]
n=73) n="17)
Be 2,1 (0,5) 1,6 (0,09) 1,8+0,3 2,0+0,4 1,9+0,2 -
Sb 0,12 (0,004) 0,12 (0,008) 0,12 0,02 - 0,06+0,01 0,072 (0,001)
Te H/0 0,04 (0,01) 0,04 0,01 - 0,13+0,01 <I10
Tl 0,69 (0,06) 0,70 (0,07) 0,69 + 0,05 - 0,84+0,09 -
Bi 0,11 (0,02) 0,10 (0,008) 0,11£0,01 0,3* 0,26+0,05 0,102 (0,003)

Tab6bnuma 7

Pesyasratel MC-UCII onpenenenns Ag u Au B oopasuax CJIr-1A u CUC-1A nocjie KHCIOTHOTO Pa3jioKeHUs
U JUTEpaTypHbIe TaHHbIE, MKT/T

Obpasert ClIr-1A ClIr-1
Cyp A (n=06) C,. +A[28] C,p £A(n=9)[6] Cop. (S)[13] C, =A[9]
Ag 0,50 £ 0,08 0,47 £0,08 0,24 £ 0,04 0,39 (0,08) 0,37 +£0,05
Au 1,9+0,7 2,5+0,3 2,09 £ 0,47 - 2,602
CUC-1A CUC-1
Co¥A(M=69) | C +ART] | C, +An=9[28] | C, )[12] | C, +A[8]
Ag 0,20 £ 0,04 0,10+£0,02 0,080+ 0,012 0,113 (0,005) 0,1140,02
Au 0,19 (S, =100%) 0,10+£0,02 0,0463+0,0188 - 0,12+0,02
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JleJISIeMBIX DIIEMEHTOB W JOIOIHSAIOT WH(POPMAIUIO
00 aneMeHTHOM cocrtaBe kaHauzaaroB B CO. Ilomy-
YEHHBIE PE3YJIBTAaThl CBHJICTCIBCTBYIOT O TOM, YTO
JUTSL OTIPE/ICIICHNS YKa3aHHBIX JIEMEHTOB Ha OCHOBE
MHKPOBOJTHOBOTO KHCIIOTHOTO Pa3JIOKEHHsI HET He-
00XOIUMOCTH TPEABAPUTEITHLHOTO 00XKUTa 00Pa3IIOB.
[IpennoxxeHHass METOMKA ¢ MUHUMAIbHBIM YHCIIOM
CTaJUu{ OTINYACTCS MPOCTOTON BBIITOITHEHUS, CKOPO-
CThIO, 00ECTICUNBACT JOCTHKCHUE HU3KHUX TPEICIOB
OoOHapy)XCHHS 3a CUET BBITIOJIHCHUS BCEX CTaauil
Pa3IOKEHUSI B OJTHOM COCYJE W MCTIOIB30BAHUS CIIe-
[UAJTHLHO OYHIIEHHBIX PEAKTHBOB.

3aKJ/IloueHmne

C ucnonb30BaHWEM JIBYX CIIOCOOOB MPOOOIO-
rotroBku MeTonoM MC-UCII ¢ yyeToM U CHUKEHU-
€M CIeKTPaJIbHOTO M HECIEKTPaJIbHOTO BIIMSTHHUS
MAaTpHIIBI TIPU U3MEPEHUSX OIMPEASICH MHUKpPOdJe-
MEHTHBIN cocTaB KaHaumaroB B CO uepHOcCIaHIe-
Boro tumna CUC-1A u ClIr-1A. Ilocae cruiaBieHus
ompeJieNieHo conepxaHue 42 3IeMEHTOB B o0Opas-
nax, u3 HuX 17 — B Hactosmeidl paborte, morpenmi-
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