Journal of Siberian Federal University. Chemistry 1 (2016 9) 6-12

YK 669:546.9/66.046.8

Precipitation of Platinum Group Metals

from Solutions of Precious Metals Refinery

Natalya V. Belousova®™,

Oleg V. Belousov®’, Roman V. Borisov",

Aleksey M. Kolotushkin® and Philipp A. Kylasov*
“Siberian Federal University

79 Svobodny, Krasnoyarsk, 660041, Russia

bInstitute of Chemistry and Chemical Technology SB RAS
50/24 Akademgorodok, Krasnoyarsk, 660036, Russia

Received 24.12.2015, received in revised form 12.01.2016, accepted 20.02.2016

Feasibility of precipitation of platinum group metals from solutions formed during the process
of refining was considered in this work. It is of importance for reextracting valuable components
and reduction of the volume of work-in-process. Particular attention has been given to the task of

precipitation of iridium from waste solutions of precious metals refinery.

Keywords: platinum group metals, autoclave technologies, precipitation, solutions.

DOI: 10.17516/1998-2836-2016-9-1-6-12.

© Siberian Federal University. All rights reserved

*  Corresponding author E-mail address: netnatl@rambler.ru



Natalya V. Belousova, Oleg V. Belousov... Precipitation of Platinum Group Metals from Solutions...

OcaskeHue MeTaJJI0B IJIATHHOBOM I'PyNIIbI

U3 pacTBOpPOB appuHAKHOIO NPOU3BOACTBA

H.B. BeusoycoBa?, O.B. Besoycos®,

P.B. Bopucos®’, A.M. Kororymkun?, ®.A. Ksliacos?
“Cubupckutl pedepanvbHblil yHUGEpCUMEN

Poccus, 660041, Kpacnospck, np. Ceoboonuiii, 79
SUncmumym xumuu u xumuueckoti mexnonoeuu CO PAH
Poccus, 660036, Kpacnoapck, Axademeopoook, 50/24

B cmamve paccmompera 603MOACHOCHIb 0CANCOCHUS MEMALL08 HAAMUHOBOU SPYNNbL U3 PACEOPOS,
obpasyowuxcsa 6 npoyecce agunasica, 6 niane OOU361eUeHUS YEHHBIX KOMNOHEHMOB U YMEeHbULEHU S
00veMo8 HezagepuieHHo20 npoussoocmea. Ocoboe sHUMaHUue YOeaeHo 3a0aie 0calcoenus upuous u3

Pacmeopos PUHUUWHOU OYUCTHKU.

Kniouesvle cnosa: memannvl naamuno8ol cpynnbl, A6NOKJI1ABHblIE MEXHOIOCUU, OCCZ.?iCdeHu@,

pacmeopel.

Beenenue

OnHa U3 BOKHEMIINX TEXHOJOTMUYECKUX 3a7a4d B 001aCTH THAPOMETAJUIYPriui IIATHHOBBIX Me-
TaJIJIOB — IIOBBIIICHNE CTENIEHU UX M3BJICYEHUS IIPU COKPAIICHUN 00bEMOB HE3aBEPILICHHOTO TPOU3BO/I-
crBa. Hanbosee npoOaeMHbIME 3JIEMEHTaMU C IIPAKTHYECKOW TOUKH 3PEHHUS SIBIISIOTCS UPUIHIA U PO-
nui. [Iponecchl ¢ yuacTneM X KOMIUIEKCHBIX COSAMHEHNH OTIMYAOTCs KHHETHUECKOW HHEPTHOCTHIO,
KOTOpas CKa3bIBACTCS HA MOKA3aTENSIX H3BJICUEHUS METAJUIOB U3 TEXHOJIOTHYECKUX PAaCTBOPOB. 3a1a4ua
CEJIEKTHBHOTO KOJINYECTBEHHOTO M3BJICUCHUSI UPUANS U POIUS OCIOXKHSIETCS €Ile TeM, YTO peasibHbIe
CHCTEMBI MHOTOKOMIIOHEHTHBIE M X COCTaB 3aBHCUT OT COCTaBa IepepadaThIBa€MOTO CHIPHSL.

OnuH 13 BO3MOXHBIX BapHaHTOB COBEPUICHCTBOBAHHUS TEXHOJOIMH INPENIOIaraeT HCIOIb30-
BaHUE aBTOKJIABOB, KOTOPBIE TTO3BOJISIOT HE TOJHKO MHTEHCH(DUIIMPOBATH MPOLECCH, HO U PELIUTh
OITHOBPEMEHHO PSiJl 3KOJIOTMYECKUX M 3KOHOMHUYECKHX BOIPOCOB. BecbMma 3¢ hekTHBHEI aBTOKTaBHBIE
TEXHOJIOTUH B METaJUTYyPTUH [IBETHBIX MeTaJUIoB [1-4].

B paborax [3, 4] Oba moka3zaHa BO3MOXKHOCTH aBTOKJIABHOTO OOOTAIICHHsI TUIIOBBIX KOHIICH-
TpaTtoB Onaropoausix MetasuioB KII-1, KI1-2 u KIIII B cepHokucnbix cpenax. [lpu 3Tom Hapsay ¢
IIMPOKO M3BECTHBIMH IPEUMYIIECTBAMH HCIIOIb30BAHNS aBTOKJIABHBIX TEXHOJOTHH OBLIO OTMeue-
HO CYIIECTBEHHOE YJy4llIeHHe Mpoliecca paszeieHus a3 ¢ pocToM TeMmieparypsl. B To ke Bpems
pe3yabTaThl OKa3ald, YTO B HEKOTOPBIX CIYYasiX CyMMapHOe COJep)KaHHe METAJJIOB INIATHHOBOM
rpynnsl (MIII) B pacTBopax aBTOKJIaBHOI 00padoTku gocturaio 10-25 mr/i. CrioxuBiuascs cuTya-
LU TpenrnoaaraeT Nouck 3pPeKTUBHBIX MyTeH AOU3BIICUEHHS IPAaroleHHbIX METaJNIOB U3 PacTBO-
POB aBTOKJIaBHOU 00paboTKu KoHLeHTpaToB MIIT.

Eme 6osee coXHBIM 00bEKTOM IPU3HAHBI PACTBOPHI (PUHUIIHOW OYMCTKH a)(HPUHAKHOTO IIPO-
U3BOJICTBA, KOTOPBIC IIPH BBICOKOM COJIEBOM (DOHE COZIEPIKAT BCEro ~ 2 MI/I (B CyMMe) ILIATHHOBBIX

METaJlJIOB.
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Ienb maHHON PabOTHI — H3YUYCHHE MTPOIECCOB OCAXKICHHUS METAJJIOB TUIATHHOBOM TPYIIIIBI (TIpe-
AMYIICCTBEHHO POIUS U HPUIHUS) U3 PACTBOPOB, IMONYUYCHHBIX IIPH aBTOKJIABHOM CEPHOKHUCIOTHOM
oboramennn konueHTpatoB KI1-1 u KIII1, a Takxe n3 pactBopoB GpHHHUIIHOM ourcTKH adHruHAKHOTO

IpoOn3BOACTBA.

MeToaunka 3KCIepMMEHTOB

JI71s1 SKCIEpUMEHTOB MCIIOJIH30BaIM ABTOKJIABBI, KOHCTPYKIIUSI KOTOPBIX OMKCcaHa B paboTe [5], a
TaK’Ke aBTOKJIaB MmBeHnapckon ¢pupmsl Bilichi AG, npenHa3HauyeHHBIH 1151 S9KCIIEPUMEHTOB C arpec-
CHBHBIMH CpeJlaMH U PACCUMTAHHBIN Ha pabOTy 10 NaBJeHUH 6 O0ap ¢ MaKCUMAaJIbHOU TeMIIEpaTypoi
180 °C.

CozeprkaHue BJIEMEHTOB B PAacTBOpax OMNPENENsJIM CTAaHIAPTHBIMH METOAMKAMU aTOMHO-
a0CcOpOIMOHHON CIIEKTPOMETPUHU Ha crekTpodoromeTpe mapku A Analyst-400 (Perkin Elmer) c
3IEKTPOTEPMHUUECKUM aTOMH3aTOPOM M MAacC-CIEKTPOMETpHUEN ¢ HHAYKTHBHO CBSI3aHHOW IIa3MOU
(UCII-MC) Agilent 7500a.

B kauecTBe ocanuTeneil NCIoNb30BaIK T'HIPa3uH COJMSHOKHUCIbBIN, (PopMHUAT HATPHUS, CYIbOUT U
THOCYyNb(ar HaTpus. LleMeHTanuIo 61aropoaHBIX METAIOB OCYIIECTBISUIN C TPUMEHEHHEM XKeJle3-
HOT'0 TIOPOIIKA.

B cooTBeTcTBIM C 00bEMOM HCHONIB3yEMBIX aBTOKJIABOB B PEAKTOP 3aJIMBAJIN UCXOIHBIN pac-
tBop (30, 50, 250 cm?); B yalmeuKy, OTAEIEHHYIO OT pAacTBOpa, 100aBIsId HEOOXOAMMOE KOJIHYE-
CTBO OCaJMTENsS; CHCTEMY IepMeTH3MpOBaiu U mporpeBanu. [locie moctrxeHus HeoOXOIUMON
TEeMIEepaTypbl IPOU3BOIUIN cMelleHue (a3 peareHTOB. TBepayto (a3y oTaensIN OT pacTBopa Je-
kaHTanuen. Msmepenue OBII ocymiecTBisiiin KoMOMHNPOBaHHBIM 35ekTporoM DCK-10601/7, mpu-
60op Aunuon 4100.

Monenbsable pactBopsl upuaust (C = 50 MI/m) rOTOBHIIM HETIOCPEICTBEHHO IEpell SKCIIEPUMEH-
tToMm pacTBopeHuem B 1 M HCI naBecku rexcaxiopoupuauata (I111) kanus, cCHHTE3MpOBaHHOTO 110 Me-
toauke [6]. KoHTpoiIb cocTaBa KOMIUIEKCHOTO COSIMHEHHU I IIPOBOIVIIM METOAAMH PEHTI€HO(Aa30BOr0

H 3JICMCHTHOI'O aHAaJIN30B.

Pe3yabTaThl M X 00CyK/IeHHe

Jlnst cpaBHEeHUsT 3QQEKTUBHOCTH PEareHTOB M BBISICHEHHS, KaK BIMIET COJeBOil (GoH Ha mpo-
IIECCHI OCAXKIEHU A IUIATHHOBBIX METAJJIOB, IIEPBBIE SKCIIEPUMEHTHI OBLITH BBITIOIHEHBI C MOJICIBHBIMHU
pactBopamu rekcaxsopoupunuata (I11) kanms. Pesyneratel mokasanu, 9To IMpu Temmeparypax 150-
180 °C B TeueHue 1-2 4 MpOUCXOIUT HE3HAUUTEIHHOE BOCCTAHOBIEHUE TPEXBAJIEHTHOTO UPUIUS CO-
JITHOKHMCIIBIM THIIPa3UHOM M3 COJISTHOKHCIIBIX PACTBOPOB; IITyOMHA OCaXKJCHUS COCTaBIIsAIIA MOPsAKa
5-15 %.

KapauHasibHO He TOMEHSUIO CUTYaIUIO YBEINYEHUE TPOAOIKUTEIBHOCTH BPEMEHH BOCCTaHOB-
neHus 10 4 4. MOXXHO MPEINOI0KHUTh, YTO BOCCTAHOBJIEHHE MPUIUS COJISTHOKMCIBIM THIPA3HHOM
SIBJISIETCS] CUIIBHO KUHETUYECKH 3aTOPMOXKECHHBIM IIPOLIECCOM.

AHanornyHasi CUTyalusi Ha0Jloanach Npy MCIOJIb30BAHUU B KayecTBE OcaauTesst GpopMmuara
HaTpHsl.

[Mpumenenue TuoCcysb(ara HATPHUS MPUBOAUT K TOMY, uTo npu temmeparype 130 °C yxe ye-

pe3 30 MHH MpHANMH B PacTBOpE METOIOM aTOMHOW abcopOIuu He perucrpupyercs. JJanHble Macc-
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CIICKTPOMETPHH ITOKa3bIBAIOT copepikanue upuaus Ha ypoHe 0,05-0,07 Mr/i, a yBeJIUdYeHHE TEM-
nepatypsl 10 150 °C (30 MUH) IpUBOIUT K JaJbHEHIIEMY YMEHBIICHNUIO KOHIICHTPAlUM UPUIUS B
pactBope (10 0,01 Mr/i1), 9TO CBHAETEIBCTBYET O MEPCIIEKTUBHOCTH MPUMEHEHHSI JAHHOTO pearcHTa.

B Tabn. 1, 2 oTpaxeHbl COCTaBBl APYTUX OOBEKTOB HCCIEIOBAaHHS — PACTBOPOB, MOTYUYCHHBIX
IIPY aBTOKJIABHOM CEPHOKHCIOTHOM oboramenun koHentparos KI1-1 u KIIIT.

W3 mannbIx Tabn. 1 ciexyert, 9To mpu cepHOKUCIOTHON 00paboTke KII-1 n3 OmaropomHbIx Mme-
TaJIJIOB B PACTBOP B 3HAYUTEIIPHOM CTENICHH MMEPEXOAUT JHUIIIh UPUIUH (10 12 Mr/i), Toraa Kak B CIIy-
gae KIIII B pacTBOope oOHapy>KMBaeTCs POAWH, HPUIUN, PyTEHUH, a TaKKe OOIBIIOE KOTUIECTBO
cepedpa.

[Mpouenypy o6e30maropa>kuBaHus 3TUX PaCTBOPOB MTPOBOAMIIN B TeueHHe 30 MUH KaK B OTKPbI-
ThIX cucTtemax (Temmnepatypa 90 °C), Tak 1 B aBTOKJIaBHBIX yclIoBUsAX (Temmnepatypa 180 °C). B kaue-
CTBE OCaJUTeIICH NCTIONB30BaIM THOCYIb(AT HATPUS U KEJE3HBIH TOPOLIOK.

YCTaHOBIICHO, YTO U3 PACTBOPOB, MOJYYCHHBIX IIPH aBTOKJIABHOM CEPHOKHCIOTHOM oborarie-
Huu KII-1, upnauit ocaxkraeTcst 10 IpeesioB OOHapy KEHUSI METOIOM MacC-CIIEKTPOMETPHH C MHAYK-
THUBHO CBsI3aHHOM 1U1a3Moit (<0,1 MKI/)I) KaKk B OTKPBITOH, TaK U B 3aKPBITOI CUCTEMaX, HE3aBUCHMO
OT BHU/Ia peareHTa.

IToxoxas kapTuHa Habiromanace u npu ocaxaeHuu MIIT' U3 pacTBOPOB CEPHOKHUCIOTHOM
aBToknaBHOU 00padoTkm KIIII (Tabum. 3), 3a HCKIFOYEHHEM TOTO, YTO B OTKPHITON CHCTEME I0-
CJIe UCIOJIB30BaHUs THOCYJIb(aTa HATPHUS B PACTBOPE OCTAIOCh HEOOJBIIOE KOJIHYECTBO POIUS
(0,5 mr/11). MOXHO OTMETHTB, YTO B 3THX )K€ YCIOBUIX IIPOUCXOAHUT HauboJIee MOJHOE OCaXACHHE
cepebpa.

HcxonHblii cocTaB pacTBOPOB (PMHHUIIHONW OYMCTKHU a(PUHAXKHOTO IPOU3BOACTBA MIPEICTABIICH

B Ta0I. 4.

Ta6muua 1. CocTaB pacTBOPOB MOCJE CEPHOKUCIOTHOH aBTOKIaBHOI 00padoTku koHueHTpara KII-1 (mr/m)

braroponnbie MeTasibl

Pt Pd Rh Ir Ru Au Ag
<0,1 <0,1 <0,1 11,5 0,1 <0,1 0,15
IIpumecHbIe IBETHBIC METAJLIBI
Te As Cu Fe Ni Pb Se

<0,1 <0,1 3850 900 1350 11,5 -

Tabnuma 2. CocTaB pacTBOPOB IMOCJE CEPHOKHCIOTHOW aBTOKJIABHON 0OpabOTKH IMJIATHHO-TAJIIAIHEBOTO
KOHIICHTpaTa (Mr/)

bnaropoansie MeTanbl

Pt Pd Rh Ir Ru Au Ag
<0,1 <0,1 13,5 4 4,5 <0,1 220
IIpumecHbIE BETHBIE METAILIBI
Te As Cu Fe Ni Pb Se

<0,1 750 1300 2000 2950 5,0 -
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B Tabi. 5 npuBeneHbl JaHHBIE 110 OCAXKJICHUIO UPHIMS U3 PACTBOPOB (PUHUIIHONW OYMCTKH THO-

cynb(haToM HaTpusd, B Ta01. 6 — cynmb(QUTOM HATPHSL.

Amnanus TIOJTYYCHHBIX PE3YJIbTATOB IIOKA3bIBA€T, UTO B LICJIOM CTCIICHb OCAXKJIACHUSA UPUAUS BBILIC

nipu ymenbinennu OBII. CpaBHenue THOCYIb(ATa U Cynb(UTa HATPUS B KAUeCTBE OCaAUTEICH UpH-

Aus CBUACTEIBCTBYET B IIOJIB3Y IIEPBOTO.

Tabnuna 3. O6e301aropaxuBaHue PaCTBOPOB MOCJIE aBTOKJIABHOW CEPHOKHCIOTHOW 00pabOTKH KOHIICHTpaTa

KIIIT
180 °C (3akpsITas cucrema) | 90 °C (oTKpHITast CUCTEMA)
Onpeaensenbili Boccranosutens
3JIEMEHT
Tuocynedat HATpUS Fe nopomox Tuocynedar HaTpUs
Rh <0,1 <0,1 0,5
Ir <0,1 <0,1 <0,1
Ru <0,1 <0,1 <0,1
Ag 15 4,5 1,2

Ta6numa 4. CocTaB CONEBBIX PACTBOPOB PUHHUIITHON OYMCTKHU adGUHANKHOTO TPOU3BOACTBA (MT/J)

Na Fe S Mg Cu Cl Ni Zn Se Si Ca Mn
6400 | 5900 860 670 100 51 47 46 41 26 26 17
Al K Cd Re Co As Ag Ir Rh Pt Ru Os
13 13 13 4,5 1,6 0,63 2,1 1,6 0,6 0,11 0,1 0,078
Tabnuma 5. Pe3ynbraTel SKCIEPUMEHTOB IO OCAXACHHIO HUPUAMS M3 PACTBOPOB (DUHUIIHONH OYHCTKH

THOCYJIb()ATOM HATPUS

Temmeparypa, °C Bpewms, u KonuuectBo E. uB Cremenn

THOCYJIb(aTa HaTpUs, I/1 ocaxxaenus Ir, %
110 1 12,4 266 778
130 1 12,3 232 59,4
130 1 25,9 102 76,7
130 4 10,8 292 66.7
130 8 10,8 236 66.7
150 1 6,7 378 57,8
150 4 10,0 413 50,0
150 8 12,0 401 50,0
150 4 25,4 385 50,0
180 4 10,0 420 33,3
180 8 10,0 429 33,3
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Tabnuna 6. Pe3ynbTaTbl KCHEPUMEHTOB I0 OCAXKACHUIO HPUIUS M3 PACTBOPOB (UHHUIIHONH OUYUCTKH
CynbGHUTOM HATPHS

Temmeparypa, °C Bpewms, u KonuuectBo E. uB Cremenn
cyab(uTa HATPUs, I/11 ocaxcaenus Ir, %

150 1 13,5 276 54,4

150 1 55,8 113 62.8

180 4 25,7 449 333

Kpowme Toro, ObLI OTMEYEH OMH HEOKUIAHHBIA (aKT: YBETUUCHHE TEMIIEPATYPHI IPH MPOIHX
PaBHBIX YCIIOBUSIX HEOJIArONpUATHO CKa3bIBAETCSl HA OCAKACHUH POJUS U UPUIUS, XOTS UMEIOIIasi-
Cs Ha TEKYIIMA MOMEHT WH(OpPMANH MO JPYTUM CHUCTEMaM, COICPIKAIINM METAJUIbl TUIATHHOBON
IPYIIIbl, TOBOPUT 00 00paTHOM. BO3MOXKHO, 4TO 3TO CBS3aHO C BBICOKON KOHLIEHTpAIMEH jKele3a B
HCXOIHBIX PACTBOPAX, KOTOPOE B ABTOKJIABHBIX YCIOBHsIX okucisietTcs 1o Fe*t | mpuuem stot mporecc,
KaK YCTaHOBJICHO paHee, IIPU POCTe TeMIIepaTypbl NpoxoauT riryoke. OOpasyroleecs TpeXBaleHT-
HOE JKEJIe30 BCTYNaeT B KOHKYPHUPYIOIIUE PEaKIMU C CePOCONEPKANIIMHU BOCCTAHOBHTEISIMH, TEM
caMbIM BJIMSSI Ha mpoliecchl ocaxaeHust MIIT.

JI7s1 IpoBepKHU CACTAaHHOTO MPEAONOKECHHS OBLIH MPOBEICHBI IKCTIEPIMEHTEI, B KOTOPBIX CHa-
yaja 2 9 THAPOJUTHYECKH OCaXJIallu coeAuHeHus xeneza npu 150°C, a 3aTreM, mocie OTIAeNCHUS
ocazika, BBOOWIN THOCYIb(haT HaTpus. [Ipy 3TOM CTeneHb Ocax<AeHHUs upuaus cocraBuia 83,3 %
(pu 0CTaTOYHOM KOHIIEHTpaluu B pactBope 0,3 MI/IT), 4TO MPEBHIIIAET IOKA3aTENH, OIYYCHHBIC B
4-9acoBBIX JKCIEPUMEHTAaX IIPH TOH ke TeMreparype 0e3 rumponmn3a. HeoOXxoquMo 3aMeTHTh, YTO
IpeIBapUTENIbHbIC SKCIEPUMEHTHI 110 THIPOIUTHIECKOMY OCaXJACHUIO COEIMHEHNH KeJe3a MoKa3a-
JIY, 9TO METAJUTHI INIATHHOBOW TPYIIITHI, IPUCYTCTBYIOMINE B pACTBOPaX (GUHUITHON OYUCTKY, Ha 3THX

ocajakax He copbupyrorcs [7].

3akjarouenne

[IpencraBieHHBIC JaHHBIC CBUICTEIBCTBYIOT O IIPAKTUICCKH MOTHOM OCaKICHUHU OI1aropOoIHEIX
METaJIJIOB U3 PaCTBOPOB, IOJIy4aeMbIX B rpolecce adduHaxka. J{s yBelInyeHns CTENeHN OCaXICHUS
HPUINS U3 PACTBOPOB (GUHHUIITHON 0UHCTKH ad)(HUHANKHOTO IMPOU3BOJICTBA C UCIIOIH30BAHIEM aBTO-

KJIaBHBIX TEXHOJIOTHH HCO6XOI[I/IMO MpeaABApUTCIIBHO BBIBOAUTH U3 CUCTEMBI KEJIC30.
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