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[Ipu ouyncTke OT NMpuMeceit cBUHEL 00padaThIBAIOT LIMHKOM, 00pa3yIolMM C IparolleHHbIMU MeTaJlJlaMU TYTOIJIaBKUE UHTEP-
MeTaJIMYeCKHe He pacTBOPMMbIC B OCHOBHOM MeTaJlle coenuHeHusl — cepedpuctyio neHy (CIT). BeinmoaHeHbl 1ab0opaTOpHbIE
uccaenoBaHus no nepepadorke CII1, conepxatueit, %: 78—80 Pb, 15—17 Zn, 3—5 Ag, 0,0001—0,002 Au, MeTOIOM BaKyyMHOM’ AM-
ctunaasuuu (¢ = 800+1200 °C, P = 107141073 MM pT. CT., T = 2+42 4) Cc LeJblo pa3fejeHUs [IMHKA, CBUHIIA U IParolleHHbIX Me-
tajutoB. Ilpu ¢ ~ 800 °C, P = 107" mm PT. CT. MOJyYeH LIMHKOBBI KOHAeHcAT coctaBa, %: 99,85 Zn, 0,14 Pb. ITpu ¢ ~1000 °C,
P=910"3 mm PT. CT. BbIAEJeHbl KOHLEHTpAThl LIMHKa-cBuHLIA (15,7 Zn, 83,6 Pb, 0,02 Ag), cBunua (86—87 Pb, 0,4—2,8 Zn,
0,04—0,12 Ag), cepedpa (50—67 Ag, 0,1-5,3 Pb, 0,04—0,2 Zn), a npu ¢ ~1200 °C, P = 6,5-10_3 MM PT. CT. — KOHIIEHTPAThl CBUHIIA
(91-97 Pb, 0,6—1,7 Zn, 0,01—1,2 Ag) u cepebpa (92 Ag, 1,4 Pb, 0,1 Zn). [TokazaHo, 4To yBeJUUYEeHHUE TIIYOMHBI BAKYyMa B CUCTEME
6ostee 0,1 MM PT. CT. HE TPUBOIMUT K CYIIECTBEHHBIM U3MEHEHU IM MTOKa3aTeJiell mpoliecca BAKYyMHOM AUCTUIISILIUY CepeOPUCTOi
neHbl. KomyecTBeHHast BO3roHKa IIMHKA MTPOUCXONUT Mpu Temreparype He 6osiee 800 °C B TeueHue 1 4. O6 OKOHYaHUU TIPO-
liecca CBUAETENIbCTBYET CKAuOK AaByieHus B cucteme 1o P = 1,5+2,0 mm pt. cT. JIukBauus CII ¢ mosyyeHreMm 4epHOBOro CBUHILA
(~42 % ot ucxomHoro KojuuyectBa Pb) u cepedpucroit nensl tukBupoBanHoit (CITJI) cocraBa, %: 76,39 Pb, 16,56 Zn, 6,254 Ag,
BO3MOXXHa B TeueHHUe 2 9 B aTMoc(depe nHepTHOTO ra3a (Ar) mpu 1= 700£10 °C 6e3 BakyyMa. TemIiepatypa nmpoiiecca cIuBa CBUHIIA
coctanJser 380110 °C. KonuyecTBeHHast BO3roHka cBuHIa 1 imHKa u3 CITJI ontumanbHa (>99 %) npu £ < 1000 °C B TeueHue 12 4.
OnHOBpeMeHHO U3 Hee Xe u3Biekaercs ~20 % cepedpa ot ucxogHoro koaudectsa B CI1. OnpeneseHbl 3HaUeHKM s CKOPOCTH BO3TrO-
Ha unHKa (800 °C), cBuHLA U cepe6pa (1000 °C), koTopsle cocTaBuu (pacyer/onsrt) v-10~4, r/(cm?c): 19,13/24,05 Zn, 6,25/8,6 Pb,
0,0068/0,0065 Ag. IMonyyeHHbIe 3HAYEHMST V MOTYT OBITh UCIIOJIb30BAHbI MPU MPOCKTUPOBAHUU 000PYIOBAHUS IJIsI BAKYYMHOMN
TUCTUJLISLMU CepeOPUCTOM MEHBI.
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Korolev A.A., Krayukhin S.A., Maltsev G.1., Filatov E.S.
Silver crust processing by vacuum distillation

When cleaned from impurities lead is treated with zinc reacting with precious metals to form refractory intermetallics that are not
soluble in the base metal — a silver crust (SC). The laboratory studies for processing of SC containing, %: 78—80 Pb; 15—17 Zn;
3—5Ag; 0,0001—0,002 Au by vacuum distillation (¢ = 800+1200 °C, P = 10~'+10~3 mm Hg; t = 2+42 h) to separate zinc, lead and
precious metals. At £ ~ 800 °C, P = 10! mm Hg, zinc condensate was obtained containing, %: 99,85 Zn, 0,14 Pb. At 7 ~1000 °C,
P=9-10"3 mm Hg, zinc-lead concentrate (15,7 Zn; 83,6 Pb; 0,02 Ag), lead concentrate (86—87 Pb; 0,4—2.8 Zn; 0,04—0,12 Ag), silver
concentrate (50—67 Ag; 0,1—5,3 Pb, 0,04—0,2 Zn). At 7 ~1200 °C, P = 6,5-10~> mm Hg, lead concentrate (91—97 Pb, 0,6—1,7 Zn;
0,01—-1,2 Ag) and silver concentrate (92 Ag, 1,4 Pb, 0,1 Zn) were obtained. It is shown that the degree of vacuum in the system increased
up to over 0,1 mm Hg causes no significant changes in the indicators of silver crust vacuum distillation. Quantitative sublimation of
zinc takes place at a temperature not exceeding 800 °C for 1 h. The end of the process is indicated by a pressure surge in the system up to
P = 1,5+2,0 mm Hg. SC liquation producing crude lead (~42 % of the original quantity of Pb) and liquated silver crust (LSC)
containing, %: 76,39 Pb; 16,56 Zn; 6,254 Ag, is possible for 2 h in an inert gas atmosphere (Ar) at ¢ = 700+10 °C without vacuum.
Temperature of lead draining is 380%10 °C. Quantitative sublimation of lead and zinc from LSC is optimal (>99 %) at ¢ < 1000 °C for
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12 h, At the same time ~20 % silver of the original quantity in SC is extracted from the composition. Velocities of zinc (800 °C), lead
and silver (1000 °C) sublimation are identified (calculation/experience) and equal to »10~* g/(cm2~s): 19,13/24,05 Zn; 6,25/8,6 Pb;
0,0068/0,0065 Ag. These v values can be used to design the equipment for vacuum distillation of silver crust.

Keywords: silver crust, vacuum distillation, zinc, lead, silver.
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BBenenue

Merannyprudeckoe mpou3BOJACTBO CBUHIIA IIPEAY-
CcMaTpUBaeT HECKOJIBKO OCHOBHBIX CTaIMA:

— IMOATOTOBKA IIWXTHI,

— BOCCTaHOBUTEJIbHAS MJ1aBKa;

— TIOC/IeIOBaTeAbHOE yOAJIeHUE TIPUMeceil — Me-

1, CYpbMbI, MBIIIIbSIKa, 0JIOBa, cepedpa, BUCMY-
Ta, KaJIbL M, MaTHUS U IMHKa [1—9].

Ob6eccepedbpeHre 0OBIYHO TPOBOAUTCS ITyTEM 00-
paboTKM CBUHIIA LIMHKOM, KOTOpbIA OrpaHUYE€HHO
pPacTBOPUM B CBUHIIE U HE B3aUMOJEUCTBYET C HUM.
Hparouenusie MetaJuthl (M) n3 4epHOBOTO CBUHIIA
B3aMMOJEUCTBYIOT C LUHKOM ¢ (GOPMUPOBAHUEM TYTO-
IJIaBKMX MHTEPMETAJNIMYECKUX COENMHEHU I AuZns U
AgZn;, o4t He pacTBOpUMBIX B cBuHLE. Kak 6onee
JIerkye, 3TV COeIMHEH Ul BCILJILIBAIOT Ha TOBEPXHOCTD,
ob6pa3sys cepedpuctyio nieny (CIT) [10—17].

I[Mpu muctumnsuun CII HMHK OTTOHSETCS, CBU-
Hell Tpu Kyneasiuuu nepexoaut B riet (PbO), a JIM,
ocTalonuecs B Kynenu (crjaaB Jlope), HanmpaBasiloTcs
Ha adppunax. [lepepaboTka KyneasiiMOHHOIO TIeTa
B IIaXTHOM WJIM COKPATUTEJIbHOM IJIaBKe CBsI3aHa CO
3HAYUTEJbHBIMU TIOTEepsIMU cBUHLIA U JIM, TpeOy-
eT MPaKTUYEeCKM TaKMX XK€ 3aTpaT, KaK M BBHITLJIaBKa
CBMHIIA U3 MCXOIHOTO ChIpbsi. B CBSI3U ¢ 3TUM aKTy-
aJIbHBIM SIBJISIETCS BOIIPOC O CO3JaHUM 3KOJOTrUYe-
CKU1 0€30IacCHO, TeXHOJOTrnYeCcK! 3P GHEeKTUBHON U
9KOHOMUYECKU BBITOAHOI BBICOKOIIPOU3BOIUTEIb-
HOM cXeMbl IO nepepadoTKe cepeOpUCTO MEeHbI Me-
TOOOM BaKyyMHON mUCTUIASUNU [18—25] ¢ moimy-
YeHHEM TOBAapHBIX KOHIIEHTPATOB IIMHKA, CBUHIIA U
JIparoleHHbIX METaJLJIOB.

Llensio paboTHI SIBISETCS OIleHKA ITPUHIIAITNATb-
HOIf BO3MOXHOCTH HCITOJIb30BAaHMUSI METOIa BaKyyM-
HOM OUCTUIASALUMM IJIs1 TIepepaboTKu cepeOpucToit
TICHBL.

MeToauKka ucCJjaeI0BaAHUI

OOBbeKTaMU MCCIETOBAaHU N SIBJISIJIUCD:

— cepebpucrag mnena (CII) cocraBa, Mac.%:
78,58 Pb, 15,95 Zn, 0,47 Bi, 0,22 Cu, 0,36 Fe, 0,63 Te,
0,005 As, 0,008 Sb, 0,003 Sn, 0,006 Ni, 0,002 Al, 0,02 Ca,
0,01 Mg, 4,31 Ag, <0,0001 Au;

—cepebpucTasl meHa Mocje JUKBAllMM CBUHIIA
(CILT), mac.%: 76,39 Pb, 16,56 Zn, 0,404 Cu, 0,44 Bi,
0,577 Fe; 6,25 Ag, < 0,0002 Au.

BoIn U3roToBIEHB! IBE TA0OPaTOPHEIC YCTAHOBKH
It ipoBeaeHu s akcrepuMeHToB ¢ CIT u CITJI.

1. [TepBas ycTaHOBKA COCTOSIJIA M3 BAKYYMUPYIOIIEH
CHUCTEMBbI, HarpeBaTeJIbHOU IIeYM, CHCTEMBI perucTpa-
LIMK TeMMepaTypbl. Marepuan MpoOUMpKM I pa3Mme-
menust oopasuos CIT u CITJ (puc. 1) — HepxXaBerorast
cranb Mapku X18H10T. KoHcTpyKuus npoOupku mo-
3BOJISIET PETUCTPUPOBATh (CKAHUPOBATh) TEMIIEpaTypy
1O BEICOTE W M30eXaTh IOTEPU MAacChl 00pa3IoB IIPH
TUCTUILTAOUKU. Martepuai TUTIIST — TpaduT.

MeToauka cOOpKHU MpOOUPKU:

— B TUTEJIb HACHIIIAJW HaBECKY MCXOIHOTO MaTe-
puajia ¥ TIOMeIlaJii Ha TOACTaBKY, MIPUBAPEHHYIO K
HUXHEMY JOHBIIIKY KOHTelHepa ¢ TPYyOKOM mjisl oT-
KauyKH{ BO3IyXa;

— MIPUBApUBaJIA BEPXHIOIO KPBIIIKY;

— U3 CUCTEMBbI OTKAaYMBaJIud BO3AYX IO HEOOXOMu-
MO BETUIMHBI OCTATOYHOTO TaBJICHMUS;

— TPYOKY IIJIST OTKAUYKHU BO31yXa 3aBapuBaJH;

— COOPHY10 KOHCTPYKLIMIO IOMELIAJIH B MEYb.

Hanee IpoBONMIIN TUCTUILISIINIO, BAPBUPYS TEM-
neparypy (= 800+1200 °C), creneHb pa3psixeHus (P=
=0,006+1,0 MM pT. CT.) U TPOAOJIKUTEIHBHOCTH IIPOLIEC-
ca (T = 2+42 49). [Ipu BEIOOpE TeMIIepaTypHOTO MHTEP-
BaJIa IUCTUJIISIIAY UCXOIHBIX MaTepHUaJIOB UCXOIIIHA
W3 U3BECTHBIX TEMIIEpaTyp BO3rOHAa UHAUBUAYaIbHBIX
MeTaJutoB mpu gaBiaeHusx 98000 I1a, wam 735 MM pT.
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Puc. 1. Cxema 3KciepMeHTaTbHON YCTAHOBKY
JUJISI BAKYYMHOM JUCTUIIISI U A

1 — neyb, 2 — repMETUYHBINA KOHTEIHEP, 3 — TUTEJIb C 00pa3LoM,
4 — moncTaBKa IS TUTJISE, 5 — TPYyOKU [T TEPMOTIApHhI,
6 — TpyOKa /Il OTKA4YKH BO3/1yXa

cT. (yucautens) u 133 Ila, uau 1 MM pT. cT. (3HaAMe-
Harenr), "C: 913/490 Zn, 1751/977 Pb, 2163/1330 Ag,
2847/1786 Au, 2788/1617 Cu. Ilocie mnpoBeaeHUs
ONbITa CUCTEMY OXJaxKJaJiu, IPoOMpPKY pa3pesaliu,
cobupalii BO3rOHBI U KYyOOBBIM OCTATOK, B3BELIU-
BaJll TIOJIyYeHHBIE TPOAYKTHI M TOTOBUJIM ITPOOBI
BBICBEPJIMBAHMEM OrapKa ¢ pa3HbIX CTOPOH, KOTOPbIE
aHAJM3UPOBAIM CJAEAYIOLIMMHU METOHAMM aHaiu3a:
XUMHWYSCKUM, PEHTTeHO(Ma30BEIM M CIIEKTPaTbHBIM
3MUCCUOHHBIM C MHIYKTUBHO-CBA3aHHOM IJIA3MOW.
ITo MaccaM M cocTaBaM MCXOAHBIX 00pa3LiOB, BO3rO-
HOB ¥ KyOOBOT'O OCTaTKa pacCUMUTHIBAJIN MaTepHallb-
HBII 6a1aHC IIpoliecca IUCTUIUISILIMY METaJIJIOB.

HOns nosbilieHus 3(OGEKTUBHOCTH pa3iesieHus:
BO3TOHSEMBIX METAJIJIOB PSII OMBITOB BBITIOJTHEH IIO-
cJie YCTAaHOBKM TpexX KoHJeHcaTopoB (/—3) ¢ dukcu-
poBaHHoIi TeMnepaTypoii, °C: 820 (1), 670 (2), 470 (3).

B mrepBoM M3 HUX 3KpaH IJIST Ta30BOil a3kl OTCYT-
CTBOBAJI, a BTOPOI M TpeTUii Menu neperopoaku. Ha
BEpPXHEM KOHIIE BHYTpeHHEe TpyOkwu (1o3. 5, puc. 1)
OblJIa YCTAHOBJIEHA CTEKJISTHHAS JIOBYIIKA IJIsSI BU3Y-
aJIbHOro OOHAPYyXXEeHM S BO3MOXHBIX BO3TOHOB.

2. Bo BTOpOIT ycTaHOBKE OJIsI 60JIce YETKOTO pas-
rpaHWYEHUS TIPOAYKTOB KOHIEHCAIlMM IIMHKAa U
CBHUHIIA, OTAEISIEMBIX OT cepedpa B KyOOBOM OCTaTKe,
ObIJ1a M3MEHEHA KOHCTPYKIIU S XOJIOINIbHHUKA.

KoHTeitHepoM CIIy>XKUJ TOPU30HTAIBHO PacroJio-
JKEeHHBI KBapLeBblii ctakaH (L = 1000 MM, d = 68 MM),
AMEIOIIUI CIIa0BIil HAKJIOH B CTOPOHY OTTOHSIEMBIX
mponykToB. OH comepxXall psij 3alllUTHEIX SKpaHOB U
3aKpbIBajCsi Pe3MHOBON MPOOKOiI1 ¢ TPyOKOI AJIsT OT-
KauyKW1 BO31Myxa. Y JHA CTaKaHa pacliojlarajach KIOBe-
Ta (rpaduT) c HaBeckoit ucXoqHOTo Matepuaaa ~250 .

YcTaHOBIEHO TONMOIHUTENbHOE (Mepe OCHOBHBIM)
HarpeBaTeJpHOEe ycTpoiicTBo (L = 200 MM) ¢ TemIie-
parypamu 800—830 °C u 470—500 °C cooTBeTCTBEH-
HO 0 U TIOCJIe BBIXOJAa Ha PEXXMM OCHOBHOI medu
(t = 1050 °C) mist ipemoTBpaIleHUs MPeXIeBpeMeH-
HOI KOHACHCALIMY IIMHKA 1 JIYYIIETO €ro OTACICHUS
OT CBMHIIA.

Ha xpato meum, IpW OXJIAXXKICHUM OTOTHAHHOTO
CBMHIIA HUXE TeMIIepaTyphl MJaBJIeHUSI, (DOPMUPO-
BaJICSI KOMMNAKTHBIN cniuTokK (L = ~120 mMm). Busyanb-
HOe HaOJIoAcHNE ITO3BONMIIO 3a(UKCHPOBAThH IIPO-
LIECCHI MOSIBJIEHM S BO3TOHOB IMHKA Y POPMUPOBAHU S
CJI0eB CBUMHIIA ¢ (ha30BbIM pacIipeleeHreM MeTajjia
10 TeMIIepaTyPHBIM 30HaM.

JLJ1sT CHU>KeHM Sl KOJIMYeCTBa cepebpa, YaCTUYHO Tie-
pexonsiero B Pb-npoayKT nmpu IUCTUISALINAY, OBIIO
YMEHBIIIEHO coiepXaHue cBuHIA B ucxogHoit CII 3a
cueT nukBauuu. usa atoro HaBecky CII mpu atmoc-
¢epHom naBaeHuu nporpeau go 700 °C B cpene aproHa
B T€UeHME 2 9 ¥ OXJIAAWIA BMECTE C TICUBIO IJIST pas3zie-
JICHWSI XKUAKOM (ha3bl CBUHIIA ¥ TBEPIOM TMKBUPOBaH-
Hoit cepeopucToit neHsl (CITJT).

Pe3yabTaTsl U HX 00CyXKIeHUE

st oTTOHKM IMHKA (Tabi. 1, 06p. /) HaBecky CII
Maccoii 388,2 1 3ackiliajgu B KBapleBYlO MPOOUPKY B
bopme 100Uk (S =75 cM?) U BKJIIOYAIN HATPEB.

HaneT BO3roHOB Ha CTeHKaxX IPOOUPKHU OSIBUIICS
npu ¢t = 550 °Cu P= 0,1 MM pPT. CT., OCJIe YeTO Yepe3
0,5 u temnepatypa Bo3pociaa go 750 °C. JlaBne-
Hue B uHTepBaie t = 700+750 °C yBeaM4nIoCh 10
2 MM PT. CT., YTO CBSI3aHO C OKOHYaHMEM BO3TOHA [T H-
Ka ¥ HauyaJIoM BblIeJIEHUs B ra30BYI0 (ha3y IPUMECHBIX
3JIEMEHTOB, a 3aTeM B TedyeHue 5—10 MUH OHO BepHY-
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Taonuna 1
ITapaMeTpsl nponeccoB pa3aeieHnss KOMIOHEHTOB HHTEPMETAJINI0B
m
Ne P W3BneueHo u3 matepuaia, %
~ | Marepuain, cpena | m, T IIponykr t,°C i T,9
00p. T % MM PT. CT.
Zn Pb Ag
Bosronsr 35,9 9,3
1 CIl 388,2 805 0,1 2 57,9 0,007 0,0004
Ocrarok 352,3 90,7
Boaronsr 29,3 35,9
2 CIl 81,7 1000 0,008 3,5 99,59 25,3 0,35
OcraTok 52,4 64,1
Y BO3TOHBI 89,7 98,9
3 CIl 90,7 1050 0,009 12 >99,99 >99,99 99,14
OcraTok 1,0 1,1
Y. BO3TOHBI 65,5 99,6
4 CIl 65,8 1200 0,006 8 >99,99 >99,99 >99,99
Ocratok 0,3 0,4
Bosronsr 2542 96,1
5 CIl 264,5 1000 0,009 42 >99,99 >99,99 27,7
OcraTok 10,3 3,9
ZNn-BO3TOHBI 35,2 11,3
Pb-Bosronsr  260,3 83,5
6 CII+ Ni-¢poasra 311,5 1050 1,5 11 99,97 98,4 38,49
Ni-criaB 3,0 1,0
OcraTok 13,0 4,2
Pb-cruias 479 42,2
7 CIT + Ar 1134 700 760 2 — 42,2 —
CILI 655 57,8
Bosronst 256,8 94,3
8 CIlI 2724 1000 0,010 24 99,96 99,9 39,74
OcraTok 15,6 5,7
ZNn-BO3TOHBI 32,0 12,8
9 CIl 250,3  Pb-Bosronsr  214,3 85,6 1050 1,0 12 99,99 99,98 21,9
OcraTok 4,0 1,6

JIOCh K TIpexkHeMy 3HadyeHuto 0,1 MM pT. cT. Yepes 1 u
TeMIlepaTypa rmoBbicuiaach 10 805 °C mpu Hen3MeHHOM
maBieHnr. OOIIas MPOTOJXKUTEILHOCTh IIpollecca
npu t > 550 °C cocrtaBuia 2 4. 3a 3TO BpeMsl Mojayye-
HBI KY0OBBI#1 0CTaTOK 1 BO3roHbl — 352,31 (90,7 %) u
3591 (9,3 %) (Tadm. 1 u 2).

KonunyecTBo MeTalyioB, Nepeleammnx U3 UCXo-
Horo o6pa3sua CII B coctaB BO3roHOB, cocTaBuo, %:
57,9 Zn, 0,007 Pb, 0,0004 Ag. YcraHOBJIEHO, YTO BO3-
TOHBI 10 COCTaBY SIBJASIIOTCS LIMHKOBBIM ITPOAYKTOM,
MOCKOJILKY TeMmreparypa He mpesbimaia 805 °C, on-
Hako cTerneHb u3BjeueHus Metanaa uz CIT okazanach
HU3KOUW BCIEACTBUE HENOCTATOYHOW MPOIOJIKUTETIb-
HOCTH IIpoliecca.

H1sT BBIABIICHHWS ONTUMAJIbHBIX TEeMIIEpaTyphl U
BpeMeHU OTTOHKM LIMHKa B3s1iu oopasen; CIT maccoit
81,7 T B KBaplieBO#1 MpoOUpKe, KOTOPLII BBIIEPKHUBa-

au ipu ¢ = 1000 °C u P = 81073 MM pT. CT. B TeUeHHE
T = 3,54 (Tabxa. 1, o6p. 2). [ToryueHsI KyOOBBII OCTa-
TOK UM BO3rOHBI: 52,4 1 (64,1 %) u 29,3 1 (35,9 %).

KonuyecTBO MeTajioB, MEpELICAIINX M3 MCXOMI-
Horo o6pasua CII B cocTaB BO3rOHOB, COCTaBUJIO,
%: 99,59 Zn, 25,3 Pb, 0,35 Ag. OcTanbHEIC MeTall-
JIBl IPaKTUYECKM He BO3roHsioTcs. Iloka3zaHo, 4TO
LIMHK KOJIMYECTBEHHO Iepeliesl B BO3TOHbI, CBUHEL] —
YaCTUYHO, BMeCTe ¢ HebombuM (MeHee 1 %) Konu-
yecTBOM cepebpa. Ha moBepxHoCTH I1aBa oOpa3oBa-
JIUCh APOCCHI B BUIE KOPOUKU B KomuecTBe ~2 % OT
Macchl Ij1aBa, cogepxaiiue ~15 % xenesa. [lo-Buau-
MOMY, JIJISI YBEJIMUEHU I CTEIIEHU OTTOHKY CBUHIIA HE-
00XOAMMO IOAHATH TEMIIEPATypy U MPOAOJIKUTEb-
HOCTb ITpolecca BakyyMHou puctuinsuuu CIT.

B cnenyromem omnbite ¢ Maccoii obpasua CIT 90,7 r
B KBapleBoit mpobupke npu ¢ = 1050 °C u P =
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Tabsuua 2

Cocras npoaykroB (%) pa3aeiieHusi KOMIOHEHTOB HHTEPMETAJLINI0B

No Conepxanue, %
IIponykT
06p. Zn Pb Ag Au Cu Bi Fe
; Bosroust 99,85 0,14 <0,0002 <0,0001 <0,0002 <0,003 0,002
Ocratok 7,39 86,57 4,75 <0,0001 0,243 0,52 0,4
BosroHst 4427 55,41 0,042 <0,0001 <0,0002 <0,003 <0,002
? Ocratok 0,1 91,537 6,72 0,000156 0,344 0,733 0,566
Y, BO3TOHBI 16,12 79,45 4,31 <0,0001 <0,0001 0,33 <0,0001
Ocratok 0,034 0,2 3,345 2,516 19,977 0,017 59.423
ZNn-BO3TOHBI 15,694 83,61 0,019 <0,0002 0,002 0,331 0,218
3 Pb-Bo3ronsr (1) 2,84 86,16 0,045 <0,0002 0,031 0,334 6,979
Pb-Bo3ronst (2) 0,428 87,51 0,124 <0,0002 0,023 0,692 7,344
Ag-Bo3roHsI (1) 0,17 5,32 50,48 0,0238 0,105 0,006 29,058
Ag-BO3TOHHI (2) 0,042 0,15 67,443 0,0185 0,1493 <0,003 21,193
> BO3TOHBI 16,02 78,92 4,327 <0,0001 0,219 0,47 0,0005
OcraTox 0,023 0,17 0,0325 1,15 0,467 0,01 84,5
4 Pb-Bosronsr (1) 1,717 97,67 0,0085 <0,0001 0,003 0,48 0,036
Pb-Bo3ronsr (2) 0,589 90,99 1,259 <0,0001 0,027 0,53 4,451
Ag-BO3TOHbBI 0,135 1,43 92,1351 <0,0001 1,175 <0,03 0,471
5 Bosronsr 11,3 87,32 0,128 <0,0001 0,004 0,49 0,005
OcraToK 0,014 0,188 79,76 0,4582 6,75 0,047 9,93
Zn-BO3rOHBI 99,825 0,026 0,0121 <0,00008 0,0004 <0,04 0,003
p Pb-Bo3roHsI <0,0002 99,33 0,1046 0,00011 0,005 0,44 0,007
Ni-cras 0,267 4,96 26,6883 0,04404 1,086 0,124 4,41
OcraToK 0,025 28,889 57,1594 0,2615 4,53 0,493 6,494
Pb-craB 0,68 98,63 0,056 <0,0001 <0,0002 0,52 0,002
/ cri 16,56 76,39 6,254 <0,0002 0,404 0,44 0,577
2. BO3TOHBI 12,97 84,31 2,72 0,0149 <0,0001 0,43 0,04
OcraTok 0,0915 1,4541 67,968 0,052 7,27 0,432 15,605
Zn-Bosronsl (1) 83,94 13,99 0,1957 0,00046 0,014 0,117 <0,002
8 Zn-Bo3roHsl (2) 28,56 65,797 0,0536 0,00015 0,009 0,091 <0,002
Pb-Bo3zronsi (1) 5,819 82,969 0,0552 0,00014 0,036 0,091 6,859
Pb-Bo3zroHsi (2) 1,286 80,69 0,6582 0,00021 0,136 0,365 9,114
Ag-BO3TOHBI 0,487 4,645 35,1875 0,0026 0,244 <0,03 46,03
Zn-BO3rOHBI 99,8 0,14 0,006 <0,0001 0,0006 <0,0004 <0,0001
9 Pb-Bo3zronst 0,163 99,071 0,069 0,0005 <0,0001 0,477 <0,0001
OcraTok 0,007 0,4655 79,681 0,037 6,34 0,01 10,78

= 91073 MM PT. CT. YBEJMUMIN BPEMs TIPOLIECCa [0
12 4 (Taba. 1, 06p. 3). [TosrydeHHbIE BO3TOHBI METAJIJIOB
10 Mepe OCThIBaHU S JIOKAJIbHO KOHJAEHCUPOBAJIUCH Ha
pas3HBbIX yyacTKaX BHYTpEHHel U BHENTHEel TpyOOK aB-

TOKJIaBa, YTO JaJI0 BO3MOXHOCTb UAEHTU(DUILIUPOBATD
X KaK MeTaJIJIndecKue KOHIeHCATHl ¢ MHIeKcoM (1) 1
(2) cOOTBETCTBEHHO (CM. Ta0I1. 2). YCTaHOBJIEHO, YTO 3a
12 9 mpu ¢ = 1050 °C ucxomHast CI1 Ha ~99 % nepeiiia
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B BO3TOHBEI BMECTE C IIMHKOM, CBUHIIOM M CepeOpOM.
Ky60BBIi1 OCTaTOK B OCHOBHOM cocTaBuiu, %: 59,4 Fe,
19,98 Cu, 2,52 Au. UHauBuayaIbHBI Zn-KOHICHCAT
He OBIJT ITOJTyYeH, TTOCKOJIBKY [IMHK BO3TOHSIJICS 1 KOH-
JEHCUPOBAJICS COBMECTHO CO CBUHIIOM B COOTHOIIIE-
Huu Zn/Pb = 15,7/83,6, 6nuskom K ucxonHomy B CIT
(15,9/78,6). 1o Mepe BO3TOHKM CBUHIIA TIPU TIEPEXOIe
ot Pb-konpnencara (1) k Pb-konaeHcaty(2) npu cra-
OMJIbHO BBICOKOM KoJIMYecTBe cBUHIIA (86,2—87,5 %)
CHU3MJIOCH colepkanne muHKa (¢ 2,8 o 0,4 %) u yBe-
JIMYKIIOCH comepxkaHue cepedpa (¢ 0,045 mo 0,124 %),
MOCKOJIBKY TIPW YMEHBIICHUH KOHIleHTpanmnu Pb <
< 30 mac.% naBieHMs TapoB CBUHIA U cepebpa cTa-
HOBSITCSI COU3MEPUMBI M OTTOHKA MOCJIeIHET0 BO3pac-
Taer.

IIpo6y CII maccoii 65,77 r B KBaplieBOi TpoOUpKe
MOABEPIJIN TUCTUJUISIIMM TpU 00Jjice BBICOKOW TEeM-
nepatype (¢ = 1200 °C, P = 6,510~ MM pr. CT.), HO C
MEHbIIIel MPOAOJKUTENbHOCThIO (T = 8 4) (Tabia. 1,
00p. 4). KonuuecTBO LIMHKA, CBUHIIA U cepebpa, me-
pemeamnx U3 ucxogHoro oopasmna CII B cocTaB BO3-
TOHOB, cocTaBuJio 6oJiee 99,99. Utak, 3a 8 U nipu ¢ =
= 1200 °C ucxomnast CI1 Ha ~99,6 % nepeliia B cocTaB
BO3TOHOB BMecCTe ¢ MeTajutaMu. KyOoBBIif OCTaTOK B
OCHOBHOM conepxal, %: 84,5 Fe, 1,15 Au, 0,467 Cuu
2,4 Ni. Bo3roHsl IlMHKa paccesuch Mo BHyTPEeHHE-
My 00beMy KOHTeliHepa (puc. 1, mo3. 2), BcIeacTBUe
Yyero He ObIJ JIOKaJIM30BaH Zn-KOHAEHCAT B KaueCTBe
CaMOCTOSITEJIBHOTO MpoAyKTa. BoigeaeHbl 2 CBUHIIO-
BBIX KOHZAEHcaTa, OoJjiee Oorareix mo mertanny (91—
97,7 % Pb), uem nipu Temnieparype 1050 °C (86,2—87,5 %
Pb). B Pb-konneHcaTe (2) oTMEYEHO JOCTATOYHO BbI-
cokoe (1,26 %) comepxkaHue cepedpa MO CPaBHEHUIO
¢ npeapiayueM onbsiToM (0,12 % Ag). bosee Boicokas
TeMmrepaTypa M KOJMYECTBEHHas BO3TOHKa cepedpa
MMO3BOJIMJIN TIOJTYIUTH Ag-KOHACHCAT, ITI0 COCTaBY CO-
OTBETCTBYIOILLMI Y4epHOBOMY cepelpy (Ag~ 92 %).

Hust obpasua 5 Maccoit 264,5 r BHOBb IPUMEHUIIN
t=1000 °C u P = 9-10~> MM pT. CT., HO TIPOIOJIKH-
TEJBHOCTD Ipoliecca yBeaAuuuan a0 42 4. B kyboBoM
ocTaTKe MPUCYTCTBYIOT cepedpo, 30J10TO, MEMIb, XKeJe-
30, comep:XaHNe KOTOPHIX 3HAYMTEIILHO BO3POCIIO TI0
cpaBHeHu10 ¢ CII (tabiu. 2). Ha BHyTpeHHel moBepx-
HOCTHU KOHTelHepa (cM. puc. 1, mo3. 2) oOHapyKeHbI
YYacTKM C KOHICHCHMPOBAaHHBIM cepeOpoM, IIe ero
KOHLIeHTpauus cocrtaBiusgeT 71,53—79,04 %. Hecmot-
psl Ha yBeJIMUYEHME MPOAOJIXKUTEIbHOCTH TIpoliecca 10
42 9 o cpaBHeHHUIO ¢ 12 9 (cMm. Tabd. 1, o6p. 4), He-
JKejaTesibHasli BO3ATOHKa cepedpa cokparuiach ¢ 99,14
10 27,7 %, 04eBUIHO 3a CUET CHUKEHUS TEMIIEPaTy Pbl
npouecca go 1000 °C.

Ha sxcniepyMeHTanbHOM yCTaHOBKE C TPEMSI KOH-
JIEHCATOPaMU IIPOBEJIU MPOLIECC AUCTUILISLIUU ITPOOI
CIT (311,5 r) B rpahuTOBOM TUTJIE JJIsI TIPEAOTBpAIIe-
HUS 00pa30BaHMSI OKCHIOB B KyOOBOM OCTaTKe IpH
Hu3koM Bakyyme 200 ITa (1,5 MM pT. c1.) 1 £ = 1050 °C
B TeueHue 11 4 (cMm. Tabu. 1, 00p. 6). ['pacduToBbIN TH-
resb (S = 12 em?, V=108 cM>) 1o BepxHeil HapyKHOIA
KpPOMKE OBbIJT MPOKJEeH HMKeJIeBO (POJbroil mis
MIPEeIOTBPAICHNS KOHTaKTa CO CTCHKOM MeTaJlImdec-
KOro cTakaHa, B KOTOpbIi OH ObLI ycTaHOBJIeH. [Tony-
yeHbl Ky0oBbIi octatok 13,02 r (4,18 %), Zn-KoHIeH-
car 35,16 r (11,29 %), Pb-konaeHcar 263,32 r (84,53 %)
u Ni-cruas 3,05 r (0,38 %), o6pazoBaHHBIN (HOJBrOM.
CocTaB MpoAyKTOB IMpeacTaBieH B TadI. 2. [InHKOBHIMI
MIPONYKT CKOHIICHTPUPOBAJICI B 3-M KOHIEHCATOpE,
CBUHLIOBBIII — B 1-M, HUKEJIEBbIi1 CIJIaB — B HUKHEH
YacTM METaJJIMYECKOro cTakaHa IJIsI T'paduTOBOrO
TUTJS1, KyOOBBI OCTaTOK — B rpacduTOBOM TUrie. Mc-
MMOJIb30BaHUE B KOHCTPYKIIMU aBTOKJaBa KOHIEHCa-
TOPOB, PACIOJOXEHHBIX B TEMIIEPAaTYpPHOIl 30HE BO3-
TOHKH COOTBETCTBYIOIINX METAJIJIOB, ITO3BOJIMJIO HE
TOJIBKO JIOKAJIN30BaTh M CKOHIICHTPUPOBATh IIMHK W
CBUHEII, HO U CMOAEINPOBATh HENIPEPHIBHBIM MTPOLIECC
BaKYYMHOM TUCTHJIISIIUY CepeOPUCTOI TICHEI.

YcnoBus (cMm. Taba. 1, oOp. 7) U pe3yabTaThl
(Tabn. 2) onbiTa MO TUKBauMKU cBMHLIA U3 coctaBa CIT
(maBecka 1134 T) TTO3BOJMIN BEISIBUTH 3JICMEHTHBIN
COCTaB TOJYYEHHBIX MPOAYKTOB: CBUHIIOBHIN CILJIaB
comepxuT ~99 % Pb, HemHoro uunka (0,68 %) u ce-
pebpa (0,056 %). YMmeHblieHrue aGCOTIOTHOM MAacChl
ceuHua B CIIJI cHuXaeT MpOAOJKUTEIbHOCTh Ba-
KYYMHOM OTUCTUJISILIUM MeTajljaa, a 3HaUYUT, U KOJU-
YeCTBO BO3TOHSIEMOTO C HUM cepedpa.

Hagecky 272,4 r cepeOpUCTOIi MEHBI TUKBUPOBaH-
HO# BbIAepxKMBanau Tipu Temmnepatrype 1000 °C, Ba-
kyyme 0,01 MM pT. cT. B TeueHUe 24 9 (Tabi. 1, 06p. 8).
BEISIBJIEHO HECKOJIBKO JIOKAJBHBIX YYACTKOB KOHIEH-
callMM MeTaJlJIOB, IepelIeIIMX B BO3TOHBl. YCTaHOB-
JeHo, uTo 3a 24 4 ipu ¢ = 1000 °C ncxonHbIi obpa3sels
CIIJ Ha ~94 % mepenien B COCTaB BO3TOHOB BMECTE
¢ IMHKOM, CBMHIIOM U 4YacThlo cepedpa. B KkyboBoM
ocTaTKe B OCHOBHOM IIPUCYTCTBYIOT, %: 67,97 Ag,
15,61 Fe u 7,27 Cu. Ilo Mepe Bo3roHku 1uHkKa (83,94—
28,56 % Zn) B coctaBe Zn-koHaeHcatoB (1) u (2) yBe-
JIMYKUBAETCS KOJIM4ecTBO cBUMHLA (0T 14 mo 65,8 %), a
MpU OTTOHKE TOCJEIHEro pacTeT CoAepXaHUe cepe-
6pa (ot 0,055 mo 0,66 %) B Pb-konneHcarax (1) u (2).
NuaunBuayanbHbIl Ag-KOHOEHCAT MOJIyYeH B He0Ob-
moM KonuuecTBe (~1 r) ¢ comepxkanuem Ag > 35 %.
VYMmeHnblieHue cooTHomeHus Pb/Ag ¢ 18,2 no 12,3 nnsa
CITJI o cpaBHeHuIo ¢ ucxomHoii CIT cHU3MIIO KO-
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Ta6auua 3
CkopocTn HcnapeHHsI METaJLIOB 3 COCTaBa CepedpHCTOil MmeHbl
v-10%, r/(CMz'C)
Mertann T, K ps'104, I1a 1073, ¢ M,
Pacuer OrbIT
HuHk 1073 10 3,6 65,37 19,13 24,05
CBuHELL 1273 2 12,6 207,19 6,25 8,6
Cepebpo 1273 0,003 12,6 107,87 0,0068 0,0065

YeCTBO BO3roHsieMoro cepedpa ¢ 99,14 no 39,74 % npu
HEM3MEHHO BBICOKOM CTETICHU TMCTUJLISIIIUY (CBHIIIIE
99,9 %) cBUHLIA ¥ YBEIUYEHUH TPOJOKUTETLHOCTH
npoliecca B 2 pasa.

Pacuer MarepuanbHOro 6ajaHca Ipouecca BaKyyM-
Hoit guctuiisiuuu CIT npu £ = 1050 °C, P= 1 MM pT. CT.,
T= 124 (cM. Tab1. 1, 006p. 9) OCYIIIECTBIIEH IO Pe3yabTa-
TaM OITbITa Ha BTOPOM YCTAHOBKE C TOPU30HTAJIbHO pac-
MOJIO(KEHHBIM KBaplLeBbIM cTakaHoM. IIpu oO6paboTke
ob6pa3sua maccoii 250,3 r B rpauTOBOM TUTJIE TTOTYUYEHBI
CBUHLIOBBIM Y IIMHKOBBII KOHIEHCAThI, KYOOBBII OCTa-
TOK (cM. Ta61. 2). KosimuecTBO MeTaI0B, Nepelieanx
u3 ucxomHoro odpasua CII B cocTaB BO3roHOB, pac-
CUMTAHO IO aHaJInU3y KyboBoro ocrarka, %: 99,99 Zn,
99,98 Pb u 21,9 Ag. DT JaHHBIE YIOBJICTBOPUTEIHLHO
KOPPEIUPYIOTCS C pe3yIbTaTaMU OIIbITa Ha YCTaAHOBKE
¢ TpeMst KOHJeHcaTopaMu (00p. 6) 1O cOCTaBy LIMHKO-
BOT'O ¥ CBUHIIOBOTO ITPOAYKTOB, Pa3INYaIOTCS TOJIHKO
BEJIMUMHBI CTEIIEHU BO3TOHKM cepedpa — B OmbITe 9
OHA MPaKTUYECKU B 2 pa3a MEHBIIIE.

TakuM o6pa3om, amnmapaTypHoe odopMIIeHUE
Impoliiecca BaKyyMHON JUCTUJLISLIUM CYIIECTBEHHbBIM
00pa3oM BJIMSIET Ha COCTaB IOJIyYaeMbIX IIPOAYKTOB
M TI0Ka3aTesu Mpoliecca BO3roHKM meTasioB u3 CII.

Hns ompeaeeHus] CKOPOCTU OTTOHKM METaJlJIOB
v, t/(cm?-¢)) u3 CII o popmyite

v=Am/(S), ey

roe Am — U3MeHeHHWe MacChl MeTaJllia, T; T — IIPOIOJI-
XKUTEITBHOCTh OTTOHKH, C; S — TuIomanb auadparMbl
(1,5 cM?), MCIIONB30BAIH JaHHBIC OMBITA 2 C YYETOM
CJAEIYIOLIMX TOIMYIIEHMIA:

— myomanb auadparMbl paBHSIETCS TUIOMIAAN 3a-
30pa MeXy TUIJIEM U CTEHKOM Iprbopa;

— LIMHK OTTOHSIETCS IIPU Pa30rpeBe CUCTEMBI 10
800 °C B TeuyeHue 1 u;

— IIOCKOJIBKY CKOPOCTb OTTOHKM METaJIJIOB 3aBU-
CUT OT AABJIEHUS UX I1apOB, KOTOPOE YMEHBIIAETCS B
XOJie TIpoliecca, MOXHO TMOJYYUTh TOJBKO CPEIHIO
BEJIMYMHY CKOPOCTU 3a JaHHBIM IPOMEXYTOK Bpe-
MEHHU.

IMonyuyeHHble o popmysie (1) maHHBIE CpPaBHUIU
(Tab:1. 3) ¢ pacueTHBIMM 3HAYEHUSIMU CKOPOCTH HCTIa-
pPEHU S BEIIeCTBa B BaKyyMe C OTKPBITOM TTOBEPXHOCTHU
B MOJIEKYJISIpHOM pexkume (ypaBHeHUe JIeHTMIopa):

v="775p(M,/T)">, Q)

TIe p, — AaBJIeHUE HACBILICHHOTO Mapa MeTajia pu
JaHHOM Temmeparype, [1a; M, — MonekynspHast Mac-
ca MeTaJuia B mapoBoii da3ze; T — temmneparypa, K.
IMoxazaHo [26], 4TO BeNMYMHBI JABJICHUST HAChI-
LIEHHOIO IMapa KOMIIOHEHTOB, BO3TOHSIEMBIX U3 CO-
cTaBa CepeOpUCTOI TMEeHBI, TOopa3no HUXE COOTBET-

Cepebpucras
NeHa

!

JIukBanus cBUHIA
Ar; t=700°C; P=101 klla; t=214
T
v v
Pb—Zn—Ag-cruias Pb-crinas
JIUCTHILISIUS [IUHKA
t=800°C; P=1331la;t=114
T
v v

Pb—Ag-cruias Zn-KoHeHcar

l

Juctriisanys cBUHIA
t=1000°C; P=13,31la; =84

v v

Ky6oBsrii Pb-xounencar
OCTaTOK
' v
Ionmyuyenne Padunuposanue
JIM CBUHIIA

Pb

Cepebpucrast nena

v

Puc. 2. [IpyHIMIUanbHasI cCXxeMa
nepepaboTKM cepeOdpUCTOi MeHbI
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CTBYIOIIMX TTOKa3aTesIei UIST YUCTBIX METAJIJIOB, UTO
00yCJIOBJIMBAET HEOOXOAMMOCTL BKCIEPUMEHTAIb-
HOTO OIIpenesIecHUsT CKOPOCTEH BO3TOHKM WM OITH-
MaJIbHBIX YCIIOBUI ITpoliecca BaKyYYMHOM TUCTUJIIIIS-
uuu CII.

I[To pe3yapraTaM NpPOBEIEHHBIX HCCICIOBAHMIMA
MpeaJioXeHa TPUHIMIKAJIbHAas cxemMa IepepaboT-
KU cepebdpuctoit meHbl (puc. 2). CBUHUOBBIN KOH-
JIeHCaT, OTOTHAHHBIM BaKyyMHOM JUCTUJIISIMEHA U3
JIMKBUPOBAHHOW TEHBI, OYUIIAIOT OT AParoleHHBIX
METaJLJIOB 11O TEXHOJOTUU IOJYyYeHUsT cepeOprucToi
MEHBI.

BoiBoabl

ITpoBeneHHBIE UCCICIOBAaHUS U TIOJYYEHHBIE pe-
3yJbTaThI IO3BOJIMJIN CHIEJIaTh CICAYIOIIE BHIBOII.

1. YBenumueHUe TIIyOMHBI BAKYyMa B CCTeMe OoJice
0,1 MM pT. CT. He IPUBOINT K CYIIECTBEHHBIM N3MEHE -
HUSM II0Ka3aTesel mpolecca BaKyyMHOM JUCTUAJLIS-
LIUM CEPEOPUCTON TICHEI.

2. JIukBanusg cepeOPUCTOl TIEHBI C MOJIYYeHHEM
YepHOBOTO CBUHIA (~42 % OT MCXOMHOTO KOJIMYECT-
Ba Pb) 1 ocTaTka (cepeOpucTast IeHa JIUKBalIMOHHAS)
BO3MOXHA B T€UeHME 2 9 B aTMOc(epe MHEPTHOTO Ta-
3a (Ar) ripu aTMocepHOM JaBJICHUU U TeMIepaTrype
700%10 °C. TemmiepaTypa npoiiecca ciiBa CBUHIIA CO-
crasisieT 380x10 °C.

3. KonnyecTBeHHas1 BO3rOHKA IIMHKA C IMOJyYeHHU-
eM Pb—Ag-cniaBa npoucxXoauT Mpu TeMIlepaType He
6ojee 800 °C B TeueHue 1 4. O6 OKOHYAHUM MPOLIEC-
ca CBUIETEJIbCTBYET CKAYOK JaBJICHUS B CHCTEME JI0
1,5—2,0 MM pT. CT.

4. KornyecTBeHHasl BO3TOHKA CBUHIIA U3 CBUH-
1IOBO-CE€PEOPSIHOrO CIIaBa ONTHMalbHa MPU TeMIIe-
parype He 60oiee 1000 °C.

5. OnpeneneHHble B paboTe 3HAUYEHUS CKOPOCTU
BO3rOHa METaJlJIOB MOT'YT OBITh MCIIOJIb30BaHbl MpU
IIPOCKTUPOBAaHNM 000PYIOBAHUS IJISI BAKYYMHOM TH-
CTUJISILUU CEpeOPUCTON MEHHBI.
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