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Abstract. The paper presents a vapor phase digestion and distillation of GeO, in the microwave accelerated
reaction system Mars 5. In the frame of this work, the optimal conditions for closed vessels heating have been
chosen. The germanium removals have been carried out in the form of volatile GeCl,. The germanium residual
content in the solution after the distillation cycle has been determined by ICP-OES and MP-OES. To study the
behavior of impurities during distillation the test called "introduced-found" has been conducted by the DCA-

OES method. The recovery of impurity elements was calculated in terms of the obtained data.

Beenennme. Oxcuj repMaHus HUCIOJNB3yeTCs B KadyecTBE KaTalu3aropa HpPH  IPOU3BOJACTBE
MONMMATHIICHTEpE(TaIeBOH CMOJBI, B KAdeCTBE CHIPhS IS TPOW3BOACTBA HEKOTOPHIX IJIOMHHO(GOPOB H
moynpoBogHUKOBEIX MarepuanoB. B MTHX CO PAH oxcun repMaHusl HCIIONB3YETCS UISI BBIPAIIUBAHHS
KpPHUCTaJJIOB OpTOT€pMaHaTa BHCMYTa, KOTODPBIM HMCIIONB3YyeTCS B KadecTBE CHWHTHUIAIMOHHOTO MaTepHaia.
KauecTBO ()yHKIIMOHANBHBIX MaTEpPHUAIOB HA OCHOBE IepMaHUs ONPENEISeTCs IPUMECHBIM COCTaBOM, OJIHAKO,
BJIMSIHHE OTAENIBHBIX 3JIEMEHTOB HA LIEJIEBbIC CBOMCTBA 10 KOHIIA HE BBISICHEHO, [I03TOMY Ba)KHO UMETh Hanbosee
TIOJIHYI0 MH(POPMAIMIO O XMMHUUECKOM COCTaBe ChIpbsl Marepuasia. KoMOMHMpOBaHHBIE METOJIMKH, COUYETAIOIE
NIpeBapUTENbHOE KOHLEHTPUPOBAHUE IPUMECEl C BO3MOMKHOCTSMH WHCTPYMEHTAIBHBIX METOJIOB aHaJN3a,
MTO3BOJISIET CYIIECTBEHHO YIYUYIIUTh METPOJIOTHYECKHE XapaKTEPHCTHUKH, YCTPAHUTh MEMIAIONINE BIMSHHSA
MaTPUYHBIX KOMITOHEHTOB, UCTIOJIb30BaTh MPEICTABUTEIbHBIC HABECKH P00 M TOCTHYD MPEIEIIOB O0HAPYKESHUS
(ITO) ananuToB Ha ypOBHE 10°-107° % mac.

Ienr HacTOsmed paboThl — pa3paboTka KOMOMHHUPOBAHHBIX METOIMK aHaiu3a OKCHUAA TEepMaHHs C
IIpeABapUTEIbHBIM KOHIICHTPUPOBAHHEM IIPUMECEH B MUKPOBOJIIHOBOH CHCTEME.

Marepuanbsl M MeToABI HcciaeaoBaHHsi. B pabore wuCHONB30Baii CHCTEMY MHKPOBOJIHOBOTO
pasznoxenust MARS 5 (CEM Corporation, Matthews), aBrokiaBsl 3akpsitoro tina XP 1500 plus ¢ Bkinaapimamu

CIIENUAIBLHON KOHCTPYKIMU (pUCYHOK 1). ABTOKIaBbl mo3BossitoT pocturate 300°C u pasBuBath IaBieHue 54
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atM. Cnexrpomerp Bbicokoro paspeuienuss iCAP-6500 (Thermo Scientific) ¢ BBogom npo6 uepes
ITHEBMAaTHYECKUIl paclbUINTENb M PaCHbUINTEIbHYIO KaMepy LMKIOHHOTO THIA, PETHCTPALMIO CUTHaa
MIPOBOIMIIM TIPH aKCHAIBHOM 0030pe MmIa3Mbl B auana3zone 167-760 am. Cnekrpometp 4100 MP-AES (Agilent
Technologies) ¢ BBomoM mpod depe3 MHEBMAaTHUECKUI PacTIBUINTENs M PACTIBUTUTEIRHYI0 KaMepy HUKIOHHOTO
TUTIA, PETHCTPAIMIO CUTHANA TPOBOAWIM TPH aKCHAIBHOM 0030pe mmasMel B amamazoHe 190-780 Hwm.
CriexTpaibHas yCTaHOBKA ¢ ayroil mocrosaHoro Toka ([AIIT) B kadecTBe HCTOYHHMKA BO3OYKICHHSA, B KOTOPYIO
BXOJSIT: MOAEPHU3UpOBaHHbIN criekTporpad PGS-2 ¢ pemerkoit 900 mrp/MM, OCHAIIEHHOH 8-KpHCTaIbHOM
¢doroauonHoi munelikoi MADC; reneparop Besysuii. Perncrparuro criekTpoB NpoBOAWIN IPH CHIIE TOKE IyT'H

13 A B cnexTpansHoM auana3zone 205-344 Hwm.

Puc. 1. Cxema aemoxnasa c exnaoviuiem 05 NapoghasHo2o 8CKpbimus U KOHYeHMpUuposanus npod: 1 — oamyux
memnepamypul, 2 — KpblUKa a8MOKIA8d ¢ 8bIX000M O damuuka oasnenus; 3 — asmoxiag XP-1500Plus; 4 —

yenybnenue ¢ npobotl; 5 — pmoponnacmoswiii eknadviul; 6 — noocmaska 0 8KAA0bIUA, 7 — peazeHnbl

TpaauoHHBIH CIOCOO OTTOHKH OCHOBBI OKCHJ repMaHus [2, 3] 3aKiII04aroTcsi B paCTBOPEHUH HABECKH
poOBI B MPEBAPUTEIILHO OYHMIIEHHOM COJITHON KUCIIOTE C Tocienytomeii otronkoi B Buae jerydero GeCly. K
HEJI0CTaTKaM YKa3aHHOTo croco0a MOXKHO OTHECTHM HEOOXOIMMOCTh NpEABAPUTEIbHOM OYMCTKH PEaKTHBOB;
PHCK 3arpsi3HEHHs] MPOOBI MPH HCIIOJIB30BAHUHM OTKPBITOH CHCTEMBI JUIS OTIENCHUS OCHOBBI; JUIMTEIBHOCTH
mponenypsl. I[IpuMeHeHme mnapaga3zHOrO pasJIOXKEHHS KM OTTOHKM B MHKPOBONHOBOH meun Mars 5 ¢
HCTOJBb30BaHNEeM (TOPIUIACTOBOTO BKJIAABIIIA [1] MO3BOJMT YCTpaHUTh HIIM HUBEIHPOBATH NEPEUHCIICHHBIC
HenocTaTku. IlepeBox repmanus B ra3oBylo (a3zy peanmsyercs Oe3 KOHTakTa mpoO ¢ pacTBOPOM KHCIOT, YTO
TMI03BOJIIET UCIIOJIB30BaTh PEAKTHBBI MAPKHU 0C.4. 0€3 IOMOIHUTEIBHON OUHCTKH.

PesynbTarsl. M3BecTHO, 4TO TepMaHuii uMeeT cienyromue neryane ragorenuas: GeF,, GeCly, GeBry,
Gel, npu stom GeF, n GeCly nmeror camble HU3KHE TeMIIEpaTyphl KuneHus [4]. B xauecTBe rajoreHUpyromumx
areHToB ObUTM McHoNB30BaHBl pacTBOphl Mapku oc.u: HCl, HF. Kak mokasamu wnccienoBaHus, Ui OKCHA
repMaHus HauOoJiee IEpPCHEKTHBHO MCIOJIB30BAHUE COJISTHOW KHCIIOTHI. OCTaTO4HOE COJepKaHHE TepMaHUs
Iocjie IHKJIa OTTOHKH He mpeBbimiaeT 2 % oT ucxomHoro xoimdectsa (1,4% mpu mepecuére Ha OKCHI), TOTAA
KaK INpH HCIOIb30BAaHUU (TOPUCTOBOAOPOJHON KHCIOTHI OKCHA TEPMaHMS IOJHOCTBIO PACTBOPSETCS B
KOHJEeHCHpOBaHHBIX mapax HF (mpo3paunslii pacTBop B stueiikax 5), onHako 92-98% repMaHus OT HCXOJHOTO

KOJIMYecTBa OCTaTcsi B SUCHKH MOcCie mponenypel ymapuaHus. ConepkaHHE TepMaHHS B KOHICHTPATE
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ONpeNessuI  METOJaMU aTOMHO-IMHUCCHOHHOW CHEKTPOMETPUM C MHIYKTHBHO CBSI3aHHOM IUIa3MOH U
MHUKPOBOJIHOBOH IIa3MOH 10 00pa3laM CpaBHEHHs Ha BOJHON OCHOBE, IIPUTOTOBJIEHHBIM M3 OJHO3JIEMEHTHOTO
pactBopa (Cg. = 1000 ppm) B cTaHAApTHBIX YCIOBHAX, PEKOMEHIOBAaHHBIX Ipom3BomuTeneM. [lomydeHHBIH
KOHIIEHTPAT MPECTABISIET CO00H OeCIBETHBIN pacTBOpP 00BEMOM 2—3 MIIL.

[Ipu BEIOOpE ONTUMANBFHBIX YCIIOBHH OTTOHKH T'epMaHHS OBLIM MMPUMEHEHBI Pa3IMYHBIEC PEKIMBI HarpeBa
aBTOKJIABOB. MakcuMasbHas TemiiepaTypa Harpesa — 180°C, HarpeB ocymecTBisuid B 1, 2 U 3 craauu ¢ pasHol
npoponKUTeNIbHOCTRIO  (20-50 Mun) u 3Hauenuem Ttemmeparypbl (80—180°C). HauGonee sddekTHBHBIM
0Ka3aJcs PeKUM ¢ O0LIUM BpeMEHEM 75 MEH, BKIIOYAIOIIMM JiBe crajuu HarpeBa — 10 mun npu 80°C, 50 mun
npu 180°C.

Jns n3ydeHns MOBEACHWS aHAIWTOB BO BPEMS OTTOHKH BBINTOJHEH SKCIEPUMEHT «BBEICHO-HAHICHOY,
coliepKaHue BBEJCHHBIX IIpUMECEN Ha ypOBHE 1-10°-1-10" % mac, H3MepeHHs IPOBOIMIICH METOIOM ATOMHO-
SMHUCCHOHHOM CIEKTPOMETPUU C JYroM IIOCTOSIHHOIO TOKa. KOHIIEHTpaT ©ocie OTIOHKM YIapuBalid Ha
rpagutoBOM Hopornke, coaepsxameM 4% mac. NaCl. OC mist mocTpoeHHs TpagyHpOBOYHBIX TpapUKOB TOTOBHITHUCH
Ha OCHOBE IPa(MTOBOTO NOPOIIKA C BBEJICHHBIMU IPUMECSIMH U3 PACTBOPOB MHOTO3JIEMEHTHBIX CTaHIapPTOB.

B pesynbrare BBINOIHEHHBIX JKCIIEPUMEHTOB OBUIO II0KAa3aHO, YTO AHAINTHYECKash OTKPHIBAEMOCTb
aHanmutoB He Hioke 80 % wm s GonpmuHcTBa Oim3ka Kk 100 %. B xoHIeHTpare coxpansiercs 45 3JEMEHTOB-
npumeceii (Ag, As, Au, Ba, Be, Bi, Ca, Cd, Ce, Co, Cr, Cu, Dy, Er, Eu, Fe, Ga, Gd, Hf, Hg, Ho, In, K, La, Li,
Lu, Mg, Mn, Mo, Nb, Pb, Sb, Sc Sm, Sn, Ta, Tb, Te, Ti, Tm, W, Y, Yb, Zn, Zr) c npenenamMu oOHapyXKEHHUS B
untepsaie 5-10%-4-107 % mac.

3akarouenue. [lapodasHoe pa3nokeHHe W OTTOHKAa OCHOBBI T€pMaHHS B MHUKPOBOIIHOBOW NEYW B BHC
JIETY4ero TEeTPaxJIOpuAa TepMaHMs MO3BOJMIN COKPAaTHUTh 0OIIee BpeMs aHAIN3a; HCIIOJIB30BaTh PEAKTHBEI
Mapku oc.4. B cpaBHeHHMHU ¢ ONyOJIMKOBaHHOM METOJMKOI [2] pacumIMpeH CIHMCOK ONpejaeNseMbIX JJIEMEHTOB-
npumeceii. TIpesesl 0GHAPYKEHHs CONOCTABUMBIMU ¢ METOIMKOM [2], ams chmkenus 110 10 n-10™ u Himxe
Lesiecoo0pa3Ho yBEJIMYMBATH HCXOJHYIO HABECKy oOpasua.

B Hacrosimiee Bpemsi aBTOPBI NMPOBOJIAT OLEHKY IPaBHIBHOCTH OIPENENICHHs NPUMEced ONMCaHHOMN
KOMOWHHUPOBAHHON METOAWKH C MCIIOJIF30BAaHUEM aTOMHO-IMHCCHOHHOM CIIEKTPOMETPHH C IYTOi MOCTOSHHOTO
TOKa; HMCCIEAYIOT BO3MOXXHOCTH MO CHIDKCHHIO MpenenoB oOHapyxkeHus. I[IpoBomsT pabOTHI IO OICHKE
AQHATTUTHYCCKUX BO3MOXXHOCTEH ONMCAaHHON KOMOWHHPOBAaHHOH METOAWKH C WCIIOJNB30BAaHHMEM aTOMHO-

SMHUCCHOHHOM CIICKTPOMCTPUHN C UHAYKTUBHO CBSI3aHHOM ILTa3MOM.
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