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Analysis of noble metals in carbon-bearing rocks using electrothermal
atomic absorption spectrometry (ETAAS)

Abstract. The contents of Ag, Au and platinum group elements (PGE) of rocks typically measures
portions of gram per ton, which requires using highly sensitive analytical methods and pre-concentration steps.
In this work, a method for analysis of noble metals “from one sample” is developed. The optimal temperature
and duration of firing and the parameters of autoclave sample decomposition are selected. A method of
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selective gold extraction (with methyl isobutyl ketone, MIBK) is elaborated and operating parameters of atomic
absorption spectrometer for the analysis of Au from a MIBK organic phase and Ag and PGE from the nitric
acid solution are optimized.

Cy1iecTBYIOT MHOTOYHCIIEHHbIE METOJMKH OIpEeAeIeHus OIaropoJHbIX METAJJIOB B IOPO-
nmax [Balcerzak, 2002]. I1aBHBIME OCOOCHHOCTSIMHU TIOPOJI, COIEPIKAIIUX OIArOPOIHBIC METAJLIbI,
SIBJISIIOTCSI CJIOXKHAsI MaTpPHLA U HU3KUE COAEPIKAHUS aHAJMTOB. YIIIEPO/- M CyIb(pHICOIepKalIlue
MOPOJIBI CUUTAIOTCSI OJHUMH M3 CAMBIX CJIOXKHBIX OOBEKTOB /sl aHAJIM3a cojepkaHui Au, Ag u
a5eMeHTOB Iu1aTnHOoBO| rpymsl (D7), 1o cBsizaHo, B IEpBYIO Ouepe/ib, ¢ COPOIIMOHHBIME CBOM-
CTBaMH yIJIEpOJia U cepbl, 00pa3yroImuxcs B cBOOOAHON (GopMe NPU KUCIOTHOM BBINIEIaYNBAHUH
011aropoHBIX METAIIIOB. METO/IbI OT/IENICHHS BKIIFOYAIOT KUCJIOTHOE 030JI€HUE, KOTOPOE TpaHIIu-
OHHO peajM3yeTcsl B CMECH a30THOM KHCJIOTHI M nepekucu Bogoposa (10:1), niamn odxur odpasnos
IIPU AOCTYIE KUCIOPOAA.

Hamu Obu1 BEIOpaH BTOPOI METOJ, MapamMeTphbl KOTOPOTO OBbUIN yCTAHOBJICHBI B HACTOSIIEH
pabote. [lyist ucciienoBaHus TEPMOXUMHYECKHUX MPEBPAIIEHUH MCIIO0JIb30BaH METOJ| TEPMUUYECKOTO
aHanm3a. Bece n3MepeHust BBINOIHEHBI € TOMOLIBIO TepMuyeckoro aHanuzaropa Netzsch STA 449F5
(Jupiter). B kauectBe «1poOb» ObUT BBIOpaH KOHTpOJbHBIA 00pazenr OK-498/2021 (mporpamma
MCHU BUMC, 2021 r.) ¢ conepxanusimu Au 9.47 + 1.15 r/1, Ag 1.14 £ 0.11 /1, cynbdunHoii cepsl
10 20000 r/t u yrmepoaa 10 50000 1/T. YcTaHOBIEHO, YTO MPOIECC OKUCICHUS CYIb(QHIOB P 00-
skure npoucxoaut B quanazone 300—-600 °C, a Beiropanue yrepoaa — 650-700 °C, uto cornnacyercs
¢ naHHbIMH B padote [Capresit u ap., 2014]. [Torepu npu npokanuBanuu 1.5 r oOpasua (cranaapr-
Hast HaBecka) npu temreparype 700 °C craHOBSITCS TOCTOSTHHBIMU 1TpH 3 4 oOxkwura. C ncronbp3oBa-
HHEM 9TOTO e 00pasla 1o pe3yibraraM (PaKTOPHOIO SKCIEPUMEHTa yCTAHOBIICHBI ONTHMAJIbHBIE
HapaMeTphl aBTOKJIABHOTO pasjioxkenus B cmecu kucyor HF : HCl : HNO, =1:3 : 1 (T =200 °C,
Bpems = 120 mun, V_ =7.5 cm’). [1naBukoBas Kuca0Ta HEOOXOAMMA [ OTTOHKH KPDEMHHS B BUJIE
TeTpadTopua U NpeaoTBpalieHust 00pa30BaHKs 0CaIKa KPEMHHEBON KHCIOTHI.

CTOUT OTMETUTB, YTO B IIAPCKOI BOAKE MPOUCXOAUT NaccuBaius Ag. Jlis ero pacTBOpeHus
HEOoOX0MMO CO3/1aTh JIMOO M30BITOYHO COJITHOKUCIYIO (1J1s1 0Opa3oBaHUs XJIOPUIHBIX KOMILIEK-
coB), 1100 a30THOKUCIYIO (Juis oOpazoBaHust HUTparoB) cpeny. s «ynepkanus» Au u DI B
pacTBOpeHHOI1 (hopmMe 11e1ec000pa3HO UCTIONB30BAThH COSIHYIO KUCIIOTY.

PacTBopbI, MONTy4YeHHBIE 11OCIIE aBTOKJIABHOIO PA3JIOKEHUs], ObUIM OTOTHAHBI JI0 BJIAJKHBIX
costelt 1 00paboTaHbl COISIHON KHCIOTOU 1 : 1 ¢ mocieayoImum IpoIoJuKUTEIbHBIM (B TedeHue | 1)
HarpeBoM 1poO. [lanee noaydeHHbIH pacTBOp ObUT OTQUIBTPOBAH Yepe3 (UIIBTP «CHHSS JIEHTa» C
MPOMBIBKOH OCaKa TeM ke pacTBOpoM | : 1 CONMSHOM KHCIOTHI B MEPHBIE KOJIOBI 00beMoM 50 cm?®.
[TonyueHHBIE COJITHOKUCIIBIE PACTBOPBI OBIIIM TOTOBBI JUISl ONpEIENICHHsT OJIaropoAHBIX METaJlIOB
METOJIOM aTOMHO-a0COPOIMOHHOM CIIEKTPOMETPHH C AIeKTpoTepMuyeckoii aromuzanueid (TAAC)
C TIOMOIIBI0 aTOMHO-a0copOIonHoro criektpomerpa ContrAA 700 dpupmsr Analytik Jena. Coxep-
JKaHUEe AU OINPEeAeNsIOCh Mocie KOHIEHTprpoBanusi B Metmin3o0ytuikerone (MUBK) (orHomre-
HUE BOJHOMU (a3bl kK opranudeckoii cocrasisiio 10 : 1), DI — u3 consTHOKUCIIBIX PACTBOPOB.

Hamu skcneprMeHTanbHO M0100paHbl TEMIIEpaTypHO-BpEMEHHbIE POrpaMMBI ISl OTIpe/ie-
JIeHus cofiepkaHusi Au B opranudeckor dase, omunouynoro (Pt, Pd, Rh, Ru, Ir) u napuoro ompe-
nenenust OII (Ir u Pd, Rh u Ru). OnHoBpemeHHOE onpe/iesieHne HECKOIBKHUX JIEMEHTOB 32 OHY
CTaJMI0 aTOMHU3AIMM BO3MOXKHO BBHUJy KOHCTPYKTHBHBIX OCOOECHHOCTEH CIIEKTPOMETpa CEpUH
ContrAA u HamU4us AaHATUTUYECKUX JTMHUHN, HAXOASIIUXCS B Y3KOM CIIEKTPAJIbHOM JHaNla30He, rap
OIII OxgHako UCMONB30BAHME METO/A MAapHOTO ONpENeNIeHHs CYIIECTBEHHO yXYALIaeT YyBCTBU-
TenbHOCTh [DuiaTosa u np., 2020].

[penen oOHapyxenus Au nociie koHueHrpuposanusi B MUBK cocrasisier 1 Mr/t, a npenenst
obnapysxenust DIII" mpu oxHOAIEMEHTHOM OmpesiesieHny He npeBbimator 0.5 /T, npu napHoM —
1 r/1. s uX CHMKEHHS HEOOXOJMMO HCIIONb30BaTh METO/IbI KOHLIEHTPUPOBAHUS U CEJIEKTHBHOIO
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Tabnuya
Pe3ybTaThl KOHTPO/IBHBIX ONpeae/IeHH Au U Ag

OneMeHT Pesynbrar [Ipunucannoe 3HaveHue, Heonpenenennocts
MU3MEpPEHHH, MI/T Mr/T TIPUITUCAHHOTO 3HAYCHUS

O6pasen OK574/2021

Au | 2.70 | 2.64 | 0.26
O6pazenr OK575/2021

Au [ 3.30 [ 3.41 [ 0.40
O6pazen OK576/2021

Au [ 2.95 [ 3.34 [ 0.26
O6paser; OK495/2021

Ag [ 0.34 [ 0.23 [ 0.03
O6paszer; OK496/2021

Ag | 0.25 | 031 | 0.05
O6pazen; OK497/2021

Ag [ 0.37 [ 0.50 [ 0.07

HpuMeanue. 3aKIII0YeHHE 110 BCEM pe3ysbTraraM — YA0BJIICTBOPUTECIILHO.

BBIJICTICHUS (HAIIpUMep, COPOIIMOHHBIC METO/IBI ), UTO SIBISIETCS 3a/1a4eil JaTbHeHIIe padoThl.

Conepxanus Ag ONpeneIsUINCh B CTaHAapTHOU a30THOKHCIoN cpexne (1 %), s dero Obuia
oToOpaHa aJMKBOTa COSTHOKHCIIOTO pacTBOPA, MEpeHeceHa BO (PTOPOIIIacTOBBIN OIOKC M TPYIK/IBI
00paboTaHa a30THON KHCIIOTOI C OTTOHKOW JI0 CyXHX COJIEH, a IOydeHHBIH OCTaTOK OBUT pacTBoO-
pen B 1 cm® HNO, u nepesenieH B MepHyIo konby oobemom 50 cm® pactBopom 1-% a30THOH Kuco-
Thl. Oxuaemple KoHIeHTpanun 1-100 Mxr/oqM?® Ag B poOe COrIacoBaIMCh ¢ TMHEWHOH 001aCThIO
rpagynpoBodHOro rpaduka. OTMETHM, YTO MMOTYYEHHBIH a30THOKHUCIIBIA PacTBOP MOXKHO HCIIOJb-
30BaTh JUIsl MacC-CIIEKTPAILHOTO ONpeieneHus Ag 1 MUKPOAIEMEHTOB, €CIIH MPUCYTCTBYET TaKas
HEOOXOIUMOCTb.

B xauectBe npumMepa onpeneneHus Au 1 Ag o ONMCaHHON METOANKE MPUBOJUM PE3yIbTaThI
nporpammsl BUMC, MCH, 2021-2022 rr. (Tabdm.).

Jna ycranosnenus napametpos onpeaenenus OIII metonom O TAAC ucnonb30Baauch Mo-
JIeTIbHbIe PacTBOPBI. AHanu3 coaepskannii DI1I" mpon3BoamiIcs Ha peasIbHBIX MPOOAX.

Taknm o6pa3om, HaMu pa3paboTaHa METOMKA ONPE/IeNICHNs OIarOpOHBIX METAJUIOB B I10-
ponax ¢ cyab(uaHO-yIIIepOoIHOI MaTpUIel 1 ONMCAHBI yCIOBUSL, IIPH KOTOPBIX BOZMOXKHO MX KOJIU-
yecTBeHHOE onpesenenne metoroM ITAAC. OcHOBHBIC TOJIOKEHHS JAHHON METOAANKH MOTYT OBITH
TIOJIE3HBI JJISl AaHAIMTHKOB, 3aHUMAIOIINXCS ONPEJICIICHHEM OJIaropoJHbIX METAJIOB M3 00pasioB
Pa3IMYHOrO COCTaBa BBy OOIIMX 0COOCHHOCTEH MX MOBEICHHS M CIIEKTPAIBHOTO OTIPE/ICIICHNUSI.
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