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Annoranus: Pazpaboran onTuMaibHBI Cr1oco6 mepepaboTku Sn—Pb-criaBa aist moy4eHust TOBAPHOTO MPOAYKTa — MAPOYHOTO 0JI0Ba
01-03 (Sn > 98,5 %). BbinonHeHbl 1abopaTOpHbIE MccaeqoBaHusI 0 padmHMpoBaH0 Sn—Pb-crnaBa coctaBa, mac.%: 53—60 Sn, 18—
29 Pb, BHauajie METOJOM BaKyyMHO#M nuctuiiasguuu (f = 1085+1300 °C, P = 15+100 ITa, T = 3+36 u) nisg Bo3roHnku As, Sb u Pb, 3aTeM my-
TeM pPeareHTHOT0 OCaXAEHHUsI 3JIEMEHTHOI1 cepoil 1 anoMuHueM B coctaBe Al—Sn-nuratypst B npucytctsuu NH,Cl nist otnenenus Cu,
Fe u Sb. B pesynbrare noiydyeH Sn-coaepxaniuii octatok (Bbixoa ~60 %) cnenytoiero cocrasa, mac.%: 92,39 Sn, 0,46 Pb, KoTopslii ObL1
MOIBEPTHYT peareHTHOMY pa(UHUPOBAHUIO JJIsT TIOJyYeHUsI MapouyHoro ojioBa O3 (CKBO3HOI BbIXon MeTaylsia ~68 %) cocraBa, Mac.%:
99,5 Sn, 0,009 Pb. BeisiBieHo, 4TO IJIsI IPOM3BOACTBA FOTOBOrO MpoaykTa Mapku Ol ¢ mpsMbIM u3BiedeHueM > 90 % 1enecoodpa3Ho
OCYILIECTBJISITh padMHUPOBAHUE U3 MPEJBapUTEIbHO 00e3MexxeHHOro Sn—Pb-cnnasa. PazpaboraHa npuHUMNUaIbHas cxeMa u cdop-
MYJIMPOBaHBl PEKOMEH AN Y 11T TEXHOJOTMYECKOTO periaMeHTa 1o nepepaboTke Sn—Pb-craBa ¢ moiaydyeHreM TeXHUYECKOTO 0JI0Ba
U peKyrepalueii 00pas3yoImnxcsi IpOMIPOAYKTOB U OTXONOB. B KayecTBe arperara st BAKYyMHOW TUCTUJIISIIMY BEIOpaHa Medb C pas-
NeJTbHBIM MoJydyeHneM As-, Sb-, Pb-koHaeHcaToB cocraBa, Mac.%: 94,2—98,3 As, 5,1—14,5 Sb u 78,9—86,4 Pb cOOTBETCTBEHHO. DKOHOMH-
yeckuii apdexTt ot nepepadotku ~480 1/rox Sn—Pb-crnnasa (~50,8 % Sn) ¢ monyyenuem ~235 T/rox MmapouHoro ojioBa O1—03 nocturaet
~39 muH py0./Tos.
KuroueBsbie cioBa: Sn—Pb-criaB, BakyyMHasi AUCTHILISILKS, peareHTHOEe padMHIPOBaHMe, 0JI0BO, CBUHELL, MEb, KeJIe30.
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Abstract: The aim of the research is to develop an optimal method for Sn—Pb alloy processing to obtain a marketable product — high-grade tin
01-03 (Sn > 98.5 %). Laboratory studies were conducted on the refining of the Sn—Pb alloy with the following composition, wt.%: 53—60 Sn;
18—29 Pb, first by vacuum distillation (r= 1085+1300 °C, P = 15+100 Pa; T = 3+36 h) for As, Sb and Pb sublimation, then by reagent deposition
with elemental sulfur and aluminum as part of the Al-Sn master alloy in the presence of NH,4Cl for Cu, Fe and Sb separation. This resulted in
obtaining a Sn-containing residue (yield ~60 %) of the following composition, wt.%: 92.39 Sn; 0.46 Pb that was subjected to reagent refining
to obtain O3 grade tin (metal yield ~68 %) with the following composition, wt.%: 99.5 Sn; 0.009 Pb. It was found that it is feasible to carry out
refining from a preliminarily decopperized Sn—Pb alloy to obtain a finished O1 grade product with a direct extraction of >90 %. A schematic
diagram was developed and recommendations were formulated for the process regulations on Sn—Pb alloy processing to obtain commercial
tin and recover resulting intermediate products and waste. A furnace with separate production of As, Sb, Pb condensates with the following
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composition, wt.%: 94.2—98.3 As; 5.1—14.5 Sb; 78.9—86.4 Pb, respectively, was chosen as a vacuum distillation unit. The economic effect of
processing ~480 ton/year of Sn—Pb alloy (~50.8 % Sn) with the production of ~235 ton/year of O1—03 grade tin is ~39 million rubles/year.

Keywords: Sn—Pb alloy, vacuum distillation, reagent refining, tin, lead, copper, iron.
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BBenenue

Onepauus paduHUpOBaHUS OOYC/IOBJIEHA yaalie-
HUEM U3 METaJIJIOB U CTIAaBOB (OOBIYHO B XKMJIKOM BH-
Jie) IpuMeceit, 6jarogaps YeMy UX CTPYKTypa MoJryda-
eTcs 6ojiee OMHOPOILHOM, a CIea0BaTelbHO, KAYeCTBO
rOTOBOrO IMPOAYKTa 3HAYMTEJbHO Bo3pacTtaeT [1—9].
IIpou3BoACTBO CBMHLIA MpPenyCMaTpUBaeT HECKOJIb-
KO CTaJuii, B OCHOBHOM IHUPOMETAJLIYPruYeCcKux, 1o
KOMILJIEKCHOM TlepepaboTKe YepHOBOI'0 MeTaJlia IJIst
MOCJICIOBATEILHOIO YAaJeHUs] MpUMeceil — Menu,
0JI0Ba, CYpbMbI, MBILIbSIKa, cepebpa, 30J0Ta, LIMH-
Ka, BUCMyTa. MHOTHe IIeHHBIE TIPUMECH B YePHOBOM
CBUHIIE TPU papHUPOBAHUU MOTYT OBITH U3BJICUEHBI
B TOBapHBIE IIPOAYKTHI [10—12].

®unuan «[Ipon3BOACTBO CIIABOB IIBETHHIX Me-
taysoB» (IICLHHM) AO «YpananeKTpoMedb» MPOU3-
BOAUT padMHUPOBAHHBIA CBUHEL, IepepadarTbiBast
KapOOHM3MPOBAaHHBIE KEKM CEPHOKMCIJIOTO BBIIIEIA-
YUBAaHUS BEJbI-OKCUIOB IIMHKOBBIX IPEANPUATUIA,
MbLIA MEAEIIaBUJIBHOTO IIPOM3BOACTBA U CUJIMKAT-
HBI IJTAaK OT NPOM3BOICTBA JParolleHHBIX MeTall-
JIOB U3 MeIedJIeKTpoanuTHOro nriama [13—15]. Onoso
M3BJIEKAETCSI U3 YEPHOBOIO CBMUHIA B BUJEC OKCHUIOB
Ha CTaIWU OKWCIMTEIHLHOro paMHUPOBAHUS CBUH-

ua [16, 17]. ITocae cragmanbHOM MEPEIIaBKU OKCHU-
0B obOpasyeTcsl moauMeTaaandyeckuii Sn—Pb-crias
clioxHoro cocraBa B konuuectBe 400—500 1/ron, co-
IepXallnii IOMUMO OJIOBA M CBMHIIA TIPUMECH CYPbh-
MBI, MEJIY, XeJie3a U MbIlIbsiKa (TadJ. 1).

Llenp HacTosIEell pabOTH 3aKJrOYajach B cO31a-
HHUU OINTUMAJILHOTO CIocoba TepepaboTkum Sn—Pb-
crJjaBa JJis MOJyYeHUsT TOBApPHOTO MPOAYKTa — Ma-
pouHoro osioBa O1—O3 (comepxxanue Sn > 98,5 %).

MeToauka uccie10BaHUM

AHanu3upysh M3BECTHBIE CIIOCOOBI pacdMHUPOBA-
HUS Sn-comepxaliux marepuajioB [18—25], MoxXHO
3aKJII0YUTh, YTO

— HelIeJIecoo0pa3HO MCIOIb30BaTh (MUIBTPAILIUIO
pacruiaBa BBUAY MaJIOTO COAEpPXaHWUs TYTOIJIaBKUX
KOMIIOHEHTOB;

— MPUMEHEHHNE 3JIEKTPOXMMUICCKHX CIIOCO00B
padUHUPOBAHUS HEBO3MOXHO BCJIEICTBUE OTCYT-
CTBUS Ha MPEANPUITUMN COOTBETCTBYIOIIEH TEXHOJIO-
TI9ecKoit MHPPaCTPYKTYPHL.

B cBs3u ¢ atum aag nepepadborku Sn—Pb-cniasa

Tao6nuua 1. CoctaB Sn—Pb-cniaBa n mapounoro osioBa (I'OCT 860-75)
Table 1. Composition of Sn—Pb alloy and high-grade tin (GOST 860-75)

ConepxaHue 2JIeMEHTOB, Mac. %
Matepuan
Sn Pb Sb As Cu Fe Bi, S Zn, Al
CmaB Sn—Pb 53—-60 18—29 8—15 5-7 1,9 1,5 - -
Omoso O1 99,90 0,04 0,015 0,01 0,007 0,002
Ososo 02 99,57 0,25 0,05 0,015 0,03 0,02—-0,05 0,002
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Cmuias Sn—Pb

S

B aKyyMHast JUCTUIIIAIUSA

AS-BO3TOH

Sb—Pb-Bo3ron

Ky6oBsIit Sn-octarok

[MepepaboTka Ha paHHUPOBAHUH
YIEPHOBOTO CBHHIIA JIHOO €r0 peam3aris

Pearentnoe paduHnpoBanne

Puc. 1. [Ipennaraemas cxema nepepadotku Sn—Pb-crniasa
Fig. 1. Proposed Sn—Pb alloy processing flow chart

MpeajaraeTcsl MocjaeI0BaTeIbHO MTPUMEHUTh TEXHO-
JIOTUYECKHE OIlepalliyd B paMKax MPUHIIMITMAIbHON
cxeMHl (puc. 1):

— BaKyyMHasl TUCTUJUISIIIMS CILIaBa C IePeBOIOM
JIETKOJIETY4YUuX 3JeMeHTOB (As, Sb, Pb) B BO3roHbl ¢
THOoCenyIomeli KOHISHCAIIEH, a TPYTHOBO3TOHSIEMBIX
meTasioB (Fe, Cu) — B KyOoBbiit octaTok (KO);

— peareHTHoe pa¢uHupoBaHue KO oT HeneTyuux
npumeceit (Cu, Fe), a Takxe 0CTaTKOB CypbMBI, CBUH-
11a ¥ MBITITBSTKA.

OOpa3symwlurecs: OTXOIbl, 000POTHI U CIIOCOOBI
WX IepepadOTKH BIIMCAHBI B ICHCTBYIOIIYIO TEXHO-
Joruyeckyto ctpyktypy IICIIM. Ha nepBom aTa-
e MCCIAeAOBAHUI ONpenessiiu ONTUMajbHbIE Ia-
paMeTphsl TUCTHJUISOWH: TemmepaTypy (f = 1085+
+1300 °C), octaTtouHoe aaBiaeHue (P = 15+100 ITa)
1 MPOJLOJKUTEIBHOCTD Ipolecca (T = 2+36 4), a4
BBISIBJICHUSI BO3MOXHOCTH pa3AejbHON (CTyneHYa-
TOI) KOHIEHCAIIMHM MBIIIbIKAa U OMHAPHOTO COEIM-
HeHuss Pb—Sb ¢ monyyeHumeM KyOOBOro ocraTka,
colepXamiero MUHIMAaJIbHOE KOJINIECTBO JETYINX
KOMIIOHEHTOB, TP MaKCUMaJbHOM IepeBOJE B He-
ro 0JI0Ba.

PaGoty npoBoauJM Ha crielMajibHO pa3paboTaH-
HOW MHAYKIIMOHHOW TIJIaBUJIbBHOM BaKyyMHOW ycCTa-
HoBke YUIIB-16-10-0,005-Y XJI4, koTopast BKJIIOYaeT
npeobpa3oBaTeib YaCTOTHI, BAKYYMHYIO KaMepy, WH-
JIYKTOP C TUTJIEM, CUCTEMBI OXJIaXKICHU ST K BAKYYMHOM
oTKaukKu. OCHOBHbIE TEXHUYECKUE XapaKTEePUCTUKU
Tequ OBLIN CIICIYIOIINE:

l l

OsoBo OTX0/BI
TEXHUYECKOE paduHUPOBaHUA
Otrpy3ka IIpousBoxacTBo
MOTPEOHTEITIO CBHMHIIA
MakcumanbHasi TeMIiepatypa Harpesa, ‘C ........ 1300

MuHuManbpHOE ocTaTouHOe naBieHue, [a..... 10—15
CKOpOCTh HATPeBa, TPAM/MUH .....ccevereeervrreannnns 5—40

TouyHoCTb MoAAEpXKaHUS TEMIIepaTyphl, Irpal..... 10

labapuTHbBIE pa3Mepbl YCTAHOBKH
(I1VMHa X IUPUHA X BBICOTA), MM ..... 2100x880x1594

Macca YCTAHOBKM, KT vvveeeeeeerrirervrreeeeeeessnnnreneeeenens 890

PadrHupoBaHMEe YepHOBOI'O 0JI0OBA MPOBOAUIU B
CTAaJBHOM JIAGOPATOPHOM KOTIIE 00beMOM 2 M. Me-
TOH peareHTHOro padUHUPOBAHUSA OJOBa BKIIIOYA-
€T TOCJieIoBaTeIbHbIE Olepaluu yaajJeHus] Meau W
JKeJie3a B CEPHUCTHIN IIJIMKEP U yIaJeHUe CYpbMBbI U
MBIIIBSKA B BUAE MHTESPMETATIMISCKIUX COSIMHEHUA.

s pabvHUpPOBaHUS OT MEIU U Xejie3a UCMOJIb-
30BaJIM DJIEMEHTHYIO Cepy M KaMEeHHBI yrojib. Pacxon
CepBl pacCYMTHIBAJIM, MCXOOSI M3 00pa30BaHUS COe-
auHeHuit Cu,S m FeS. B pazorperslii koTes 3arpy-
JKaJu CAUTKM YEePHOBOIO OJIOBA M PacCIIaBJISLIU ITPU
t = 290+320 °C, mocyie 4ero CHMUMaiau IIJIAK, 3aTeM
YCTaHABJIWBAIW M BKJIOUAJIW MEIIANKY JJIs TiepeMe-
mMBaHUs pacrnjiaBa. B oOpa3oBaBiylocsi BOPOHKY
pu temriepatype 315—320 °C HeOOAbIIUMUI TOPLIM ST~
MU BBOAWJIU CEPY U 3arpy>Kaii KaMeHHEBIN YToib OIS
«CYLIKW» IIJTUKEpa, OC/Ie Yero CHUMAJIU C IIOBEPXHO-
CTH paciliaBa 00pa30BaBIIUICS «CyXOi» IMIJIUKEP IPU
t=1340°C.

ns paduHUpPOBAHUS OT MBILIbSIKA U CYPbMBI
HCIIOIb30BaJI  OJIOBIHHO-aJIOMUHUEBYIO JIUTATypy

14
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(88 % Al). Tlocne ee pacIiuiaBJIeHUS TPH TeMIIepa-
Type pacriaaBa 550 °C mocie 15 MuH mepemelnnnBa-
HUS OTKJIIOYAId MEIIaJKy U OXJaXAalll CUCTEMY J0
450 °C. Ilpu 3ToM 00pa30BbLIBAJICS BSI3KMI aJIIOMUHU-
eBBIH IIIJIaK, I 00eAHEHUSI KOTOPOTO UCIOJIb30BaIN
XJIOPUJ aMMOHUSI, T00aBISIEMbIN B pacIlyiaB IIPU TEM-
neparype 350—500 °C.

Pe3yabTaTsl M X 00CyXKIEHHE

Pesynbrarhl omnpeneaecHUss ONTUMAaIbHBIX PEXHU-
MOB OUCTWIASOUM Sn—Pb-cIuraBoB mpencTaBiIeHBI
B Tabj. 2. [loslyyeHHbIe JaHHbBIE IO BAKYYMHOU TMC-
THWLIAUUU Sn—Pb-criaBoB 1MO3BOJIMIIM CAEIATh Clie-
JYIOIIKE BBIBOJBI:

— TOATBEPXAeHAa BO3MOXHOCTb Pa3iesIbHOTO I10-
JIyYEHUS CBUHIIOBO-CYPbMSIHOIO U1 MBIIIbSIKOBOTO
KOHJICHCATOB ITyTeM CTYIIEHYATOTO OXJIAXXICHUS 00-
pasylouuxcs napoB MetajuioB npu ¢ = 380+440 °C u
25+40 °C cOOTBETCTBEHHO;

— cocrtaB Pb—Sb-koHaeHcara, mac.%: 2,0—5,2 As,
5,1—14,5 Sb u 78,9—86,4 Pb;

— cocTtaB As-KoHaeHcaTa, mMac.%: 94,2—98,3 As,
0,8—2,0 Sb u <0,1 Pb;

—npu ¢ < 1200 °C, P < 100 ITa 1 HeGonbLION MTPO-
IOJIXXUTEIBHOCTH Mpoliecca T = 2+3 4 CTEIeHb OYUCT-
ku KO ot npumeceit coctaBuia As ~ 80 %, Sb ~ 10 % u
Pb ~ 13+17 % nipu Beixoae KO > 93 % ¢ comepxkaHueM
~60 % onoBa 1 6€3 ero BO3roHKM (cM. TabJ1. 2, om. 1 1 2);

— IBYKpaTHOE YBEJIWYECHME IPONOJIKUTEIBHOCTH
npouecca (T ~ 6 9) ipu t < 1200 °C u P < 70 I1a cno-
COOCTBYET MOBBIIIEHUIO cTereHu ouuctku KO or
npumeceit As — 83+85 %, Sb ~ 11 % u Pb ~ 37 %, 3a
cuet yero cHmkaercs Berxon KO (< 89 %) ¢ pocToM co-
JepKaHus B HEM oJioBa >68 % 1 6e3 BO3TOHKM MOCJIeI-
Hero (o1 3 u 5);

— MpY JajJbHEWIIEM YBEINYEHUH BBIIEPKKHU pac-
iasa (T > 11,5 4) npu P < 60 I1a nu3 KO npaxktuuec-
KM ToJHOCThIO (> 99 %) oTroHsioTcs npumecu (Pb,
Sb, As), ymeHbIaeTcs ero Beixon 10 53—64 % c poc-
TOM copepXaHus ojioBa 10 87—97 % M mepexomoM B
cocTaB KoHlieHcaTta ~8 % Sn (om. 41 6);

— c yBennyeHuem temnepatypsl (= 1300 °C) npu
P < 100 ITa naTeHcHbuLUpyeTcs (T ~ 6 4) OYMCTKA
KO ot npumeceii: Pb ~ 99 %, Sb ~ 87 % u As ~ 57 %
MPaKTUYECKU C TEMHU Xe MokasareisiMu Beixoma KO
(~54 %), conepxxanuem ojioBa (~ 97 %) u epexoaoM B
cocraB KoHaeHcaTa (~10 % Sn) (om. 7).

Tabnuia 2. TexHoaorndeckue NapaMeTpbl U Pe3yJbTaThl IKCIEPUMEHTOB MO TUCTHILISIMH

Table 2. Process parameters and results of distillation experiments

ITapameTpbl AUCTUIISILIAN Ky0oBbIit ocTaTok
on]:iTa LS - P.Tla | Boxon, % | [Sn]. % WU3sBneyeHue CreneHb 04MCTKH, %
Turenp | KonmeHcarop Sn, % Pb Sb As
1 1085 — 3 20-30 93,0 60,6 Pb/Sb/As~100 13,1 4,9 77,4
2 1190 400 50—100 94,1 59,2 Pb/Sb/As~100 16,9 9,8 80,7
3 1195 400 20-70 81,7 68,8 Pb/Sb/As~100 36,6 3,9 82,6
4 1200 400 12 20-70 63,7 86,9 Pb/Sb/As~100 89,1 11,2 93,3
5 1200 380 6 20-70 88,9 68,4 Pb/Sb/As~100 13,1 10,3 84,6
6 1200 440 36 20-70 53,0 97,3 92,0 99,8 97,7 99,6
7 1300 500 6 20—100 53,6 95,1 89,4 99,1 87,1 57,1
s 1300 400—550 6 20—100 69,7 94,5 90,5 99,5 75,2 55,7
9 1280 440 6 30-50 50,8 91,7 86,2 99,9 91,3 95,1
10 1270 440 5 30-50 56,0 90,4 93,5 98,7 64,0 97,9
11 1260 440 6 20-30 57,2 86,6 91,6 89,3 49,1 95,6
12 1260 400 7 20-30 55,6 92,6 95,1 99,7 80,1 92,7
13 1260 400 7 20-30 55,0 91,6 93,2 99,6 77,9 95,0
147 1280 420 6 15-30 94,1 92,4 98,3 88,0 483 -
*: [MoBTOpHAasT AMCTUILISIINS KyOOBBIX OCTATKOB, MOJTYYEHHBIX B OT1. 3—5.
[MoBTOpHAS AUCTUILTSIINAS YePHOBOTO 0Ji0Ba U3 o1, [0wu 11.

lzvestiya. Non-Ferrous Metallurgy ¢ 2021 « Vol.27 « N26
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Orcrona ciiefyeT, YTO ONTUMAJbHBIMU TEXHOJIO-
TMYECKUMU TTapaMeTpaMy BaKyyMHOI TUCTUILISLIUUA
Sn—Pb-cm1aBoB MOXHO CUMTATh TEMIIEPATypPy B 30HE
ucrapenus 1250—1300 °C npu ocTaTOYHOM AaBJICHUU
B nieyn 25—50 I1a 1 mpoaoJXKUTEeTbHOCTU BbIIEPXKKHU
pacmiaBa 6—8 4. YaelbHass CKOPOCTb BO3TOHKH Me-
TajaoB-TipuMecei coctauiia 70,9 KF/(Mz'l[) C TIOBEpX-
HOCTH 3epKaJia MCITapeHUs.

IIpu cauxeHnun nasieHus no ~1 Ila Bo3moxXHO
YMEHBIIUTh TemmepaTypy mpoiecca (700—1100 °C)
JUIsL U3BJiedeHKs1 He MeHee 95 % Pb u Sb, urto cienyet
u3 T—x-guarpamMm, pacCiMTaHHBIX 0 Monaean MIVM
(puc. 2) [26]. OmHaKO HUKHUIA Mpeaes OaBJIeHUs B
Ipoliecce ObLJI OrpaHUYeH TEXHUIECKUMU BO3MOXKHO-
CTSIMH BaKyyYMHOI'O Hacoca B JaHHON MOTM(UKAIINU
TeYH.

ITpu BEIOpaHHBIX TapaMeTpax IMIPOBEJIU HapabOTKy
KyOOBOTO OCTaTKa (4epHOBOE OJIOBO) IJISI OTPaOOTKH
omnepaluy peareHTHOro padpuHupoBaHus. [loydeHbl
00pa3lbl 0JI0Ba C OCTAaTOYHBIM COIEpKaHUEM IIPU-

T, K
20004 @ r
3
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2
J :.: K
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4 L —
500 -
N Pb
< B-Sn \
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Puc. 2. ®azossie 7—x-guarpammel Sn—Pb (a) u Sb—Sn (6)
P, Ma: 1,33 (1), 13,33 (2), 133,3 (3) u 1"10° (4)

Fig. 2. Phase T—x diagrams of Sn—Pb (a) and Sb—Sn (6)
P, Pa: 1.33 (1), 13.33 (2), 133.3 (3) and 1-10° (4)

meceii: ~Pb 0,1+0,4 %, Sb < 2,0 % n As < 0,7 % (om. 9,
12, 13). KyooBwie octatku (om. 10, 1I) ¢ BRHICOKHUM CO-
nepxkaHueM npuMeceii (< 2,8 % Pb u < 4,0 % Sb) mon-
BEPIIM TTOBTOPHON MMCTUJUISIIIMU, B pe3yibTaTe de-
ro MoJiy4eH MpoayKT cocTaBa, %: 92,4 Sn, 0,19 Pb u
1,75 Sb (om. 14). Beicokoe conepxanue menu (0,8—
1,6 %) u xenesa (0,5—1,2 %) B ucxomHom Sn—Pb-cria-
Be 00yCIOBMJIO UX MpUCYTCTBUE B coctaBe KO: 1,7—
3,6 % Cuu 0,2—2,3 % Fe. 1ns nosbiiieHus 3GHeKTrB-
HOCTHM BaKyyMHOTO paduHupoBaHUs Sn—Pb-criaBa
ejiecoo0pa3Ha ycTaHOBKA BaKyyMHOI0O Hacoca, obec-
MeYnBaoLIero ocrarouHoe aasiaeHue <1 Ila.
PeareHTHOE pacdMHUpPOBaHKWE YEPHOBOTO OJIOBA C
OTHOCHUTEJIBHO BBICOKUM coiepxaHnuem meau (2,3 %)
n xene3a (1,25 %) ocyliecTBISIM U3 pacijiaBa cocTa-
Ba, I/%: 0J0BO YepHOBOe — 9659/96, cepa 3jIeMEHT-
Hast — 209/2,1 u yronb — 190/1,9, mocpeacTBoM Tpex-
KpaTHOTrO CHATUS minukKepos. [locrtamguitasrii (1/2/3)
COCTaB OYMIIAEMOTO 0JIOBA U OOPa3yIOIIUXCS TPOM-
nponykToB (Beixod, Mac.%: Sn pad. — 58,6, muiak

1450 ~

950

450
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riaBiaeHus — 1,5, mikep — 19,6/18,5/1,5) npencras-
JIeH B Ta0J1. 3.

IIpoBeneHHbIE UCCIEIOBAHMS [0 pEar€HTHOMY pa-
(UHMPOBAHNIO YEPHOBOTO OJIOBA TTOKa3aJIN:

— 2-KpaTHbIil U30BITOK CEPbl OT CTEXMOMETpUYE-
CKM HEOOXOAMMOrO KOJIMYECTBA B YEPHOBOM OJIOBE
cHM3UI conepxanue, %: Cu/Fe mo 0,01/0,014 u Pb/As
no 0,021/0,01, 4TO COOTBETCTBYET MAapOYHOMY OJIOBY
02;

— Hu3kuil BeIXom (58,6 %) padUMHUPOBAHHOIO
0JioBa OOYCJIOBJIEH BBICOKMM COACpXKaHMEM Meau u
KeJjie3a B YepHOBOM OJIOBE U, COOTBETCTBEHHO, 3HAU M-
TEJBHBIM CYMMapHBIM KoudecTBoM (39,6 %) cHuMma-
€MbIX LIIJIMKEPOB.

PearentHoe padmHHUpOBaHNE YEPHOBOIO OJIOBA C
OTHOCHUTEJBHO HU3KUM coiepxanuem meau (1,76 %)
u xkeie3a (0,22 %) ocyluecTBIsIIA U3 paciljlaBa cocTa-

Ba, 1/%: onoBo yepHoBoe —11080/97,2, cepa aneMeHT-
Has — 164/1,5, yroab — 146/1,3, nocpeactBoM 3-Kpat-
Horo cHaATus ninukepos. [Mocraguitneiit (1/2/3) co-
CTaB OYMIIIAEMOTI'0 0JIOBA U 00PA3YIOIIMXCS TTPOMITPO-
IYKTOB (BbIX0H, Mac. %: Sn pad. — 74,4, 111aK IiaBJje-
Hus — 1,3, nutnkep oobequHEeHHBIN — 23,3) IpuBeaeH
B TabJ1. 4.

Hrak, npy CHUXXEHUN CONEPXKAHUS MEIU U XKeJle3a
B YEPHOBOM 0JIOBe Bo3pacTaeT Buixon (74,4 %) pacdu-
HUPOBAHHOTO 0JIOBAa 3a CYET YMEHBIICHUS KOJHYe-
ctBa (23,3 %) cCHUMaeMBbIX IILIMKEPOB.

[Ansa padpuHUpOBaHUST MeTajlJla OT MBIIIbSIKA U
CYPbMBI UCHOJb30Baid 00€3MEXEHHBIN IMPOAYKT
(Tab6n. 4). O4yucTKy IPOBOAUIIH TTOCPEACTBOM KOHTAK-
Ta pahUHUPYEMOTO ChIpbst ¢ Sn—Al-nurarypoii (88 %
Al) pu temnepatrype 300—550 °C B cocTaBe KOM-
no3unuu, r/%: onoBo obe3MexeHHoe — 8983/88,7,

Tabnuua 3. CocTaB 0YHIIEHHOTO 0JI0BA U MPOMIPOAYKTOB NMPHU peareHTHOM pa()MHUPOBAHUU YEPHOBOTO 0JI0BA

¢ BbICOKMM coaep:kannem Cu u Fe

Table 3. Composition of purified tin and intermediate products at the reagent refining of crude tin with high Cu and Fe

contents
Copepxanue, %
HaumenoBanue
Pb Sn As Sb Cu Fe Al S

Sn yepH. ucx. 0,110 93,39 0,33 1,56 2,30 1,25 0,0010 0,001
Sn pad. (1) 0,065 94,67 0,06 1,70 3,49 0,016 0,0005 0,001

Sn pad. (2) 0,080 98,0 0,06 1,82 0,017 0,020 0,0005 0,002

Sn pad. (3) 0,080 98,0 0,07 1,81 0,028 0,013 0,0005 0,001
Inax ruraBneHust 0,11 92,70 0,11 1,37 3,23 0,029 0,23 0,0013
[nukep (1) 0,07 65,58 0,24 0,95 15,41 2,65 0,96 5,69
Inukep (2) 0,08 82,75 0,21 1,13 0,13 1,25 0,78 6,57
Ilnukep (3) 0,06 82,60 0,20 1,30 0,18 6,14 0,59 0,049

Tabnuia 4. CocTaB 0YMINEHHOTO 0JI0BA U MPOMIIPOAYKTOB MPH PEAreHTHOM PA()MHUPOBAHUN YEPHOBOTO 0JI0BA

¢ Hu3kuM conepxanueM Cu u Fe

Table 4. Composition of purified tin and intermediate products at the reagent refining of crude tin with low Cu and Fe

contents
Conepxanue, %
HaunmenoBanue

Pb Sn As Sb Cu Fe Bi S
Sn yepH. ucx. 1,440 95,1 0,054 1,43 1,71 0,211 0,01 0,008

Sn pad. (1) 0,025 96,4 0,01 1,77 0,46 0,013 0,01 —

Sn pad. (2) 0,022 96,0 0,01 1,46 0,01 0,021 0,01 —
Sn pad. (3) 0,021 97,4 0,01 1,85 0,01 0,014 0,01 0,031

IInak mraBaeHUS 0,08 94,9 0,02 1,88 1,88 1,20 0,01 ~0
nuxkep cymmap. 0,02 76,3 0,07 1,70 7,01 0,42 ~0 4,14
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Tabnuia 5. CocTaB OYMINEHHOTO OT CYPbMbI M AJIOMHHUS 0JI0BA W MIPOMIPOIYKTOB
npu Sn—Al-jurarypHomM paduHMPOBAHUH 00€3MEKEHHOTO ChIPhS

Table 5. Composition of tin cleaned from antimony and aluminum and intermediate products at Sn—Al alloy refining

of decopperized feedstock

Conepxanue, %
HaumenoBanue

Pb sn | A 6 | o | R | s Al
Sn 06e3Mex. uCX. 0,003 97,8 0,010 1,30 0,014 0,005 0,008 0,002
Sn pad. ot Sb (1) 0,006 98,1 0,002 0,64 0,016 0,002 0,008 0,005
Sn pad. ot Sb (2) 0,008 98,7 0,002 0,20 0,010 0,004 0,008 0,15
Sn pad. ot Al 0,009 99,5 0,002 0,037 0,009 0,003 0,008 0,001
Al-1ak 0,01 35,2 0,093 16,93 0,058 0,006 0,001 7,87
Omnogo O1 0,04 99,900 0,010 0,015 0,010 0,009 0,008 0,002
Onoso 02 0,25 99,565 0,015 0,050 0,030 0,020 0,016 0,002

Onogo O3 1,0 98,490 0,030 0,300 0,100 0,020 0,020 —

Sn—Al-nurarypa — 932/9,2, NH,Cl — 217/2,1. Beixon
paduHupoBaHHOro ojioBa (91,3 % Sn u 6,6 % Al-111aK)
M COCTaB 00Pa3yIOMINXCS IPOMIIPOAYKTOB IIPEICTAB-
JIEHBI B Ta0JI. 3.

W3 texHuueckoii nureparypsl [18, 27, 28] uzBect-
HO 00 MCHOJIb30BAaHUM METAJJIMYCCKOTO aTIOMUHUS
JUTST paMHUPOBAHUS OJIOBA OT MBIIIBSIKA W CYPBMEL.
B Hamem ciayuae npenyioxxeHa Sn—Al-nmuratypa opu-
T'MHAJIBHOTO COCTaBa ¢ 00jiee HM3KOM TeMIIepaTypou
TIABJICHU S, YeM Y YMCTOTO aJTIOMUHH S, TTO3BOJISTIONIAST
3HAYUTEIBHO COKPATUTh Ipoliecc pachUHUPOBAHUS
3a cU4eT 0oJIice MHTCHCUBHOTO BBEICHUS aJIIOMUHUS B
OJIOBSTHHBIN pacIljiaB, YTO CHUXAET BEPOSITHOCTh 00-
pa3oBaHUS JETYyYUX COCNMHEHUI MBIIIbSIKA U CYypb-
MBI. JIOTIOTHUTEIbHBIC MEPBI ITPEIOCTOPOKHOCTH IIPU
paboTe ¢ 00pa3yrolMMUCI CheMaMU A1 MUHUMU3a-
LIMM MOoNaJaHus BPpeAHBIX MapoB B pabouyylo 30HY 3a-
KJTIOYAIOTCS B CJICIYIOIICM:

— yKJIaJKa o0pa3yIolmnXcsl CheMOB B TepMeTHYeC-
KHe eMKOCTH JJISI MOCJIeNYIoIIel TPaHCIIOPTUPOBKY B
HavaJio TeXHOJIOTUIECKOTO IINKJIA;

— HETNpepBIBHBIA MOHUTOPUHT paboueil 30HBI Ha
MIPUCYTCTBUE IMApPOB MBIIIbSIKA U CYPbMBI B Ipeaeaax
IMNaK;

— WUCIIOJIb30BaHUE TEXHOJOTMYECKUM ITIePCOHATIOM
CPeICTB UHAMBUIYaJbHON 3aLIUTHI.

Kpome Toro, npopabaTtsiBaroTcsl UHbIe Oojice 0e3-
OITaCHEIE CIIOCOOBI PaOUHUPOBAHUS OJIOBA OT MBIIITbSI-
Ka, HalIpuMep ¢ MeTaJUIMYeCKUM MapraHiem [29].

TakuMm obGpaszoM, nmpu paMHUPOBAHUU 00E3Me-
>KEHHOTO 0JIOBa OT MBIIIBSIKA Y CYPbMBI HEOOXOTUMO
BBOIUTD aJTIOMUHHUEBYIO JIMTATypPy HEOOJBIIUMHU TTIOP-
LUSIMH, He JOITyCKasl e¢ HAaKOIUICHMS B pacIljiaBe, IIy-

TeM CHUXEHHUSI TeMIlepaTypbl U CheMOM Illjiaka. BbI-
xoI Sn mociie padpuHUpoBaHUs OT As 1 Sb cocTaBuI
~91 %, uTO 110 MPUMeCIM COOTBeTCTBYeT Mapke Ol, 1o
cypbme —02, a o ooy — O3.

Ha ocHOBaHMU NPOBEIEHHBIX IKCIIEPUMEHTOB CO-
CTaBJIeHA IPUHIINIIAAJIbHASI TEXHOJOTUUYecKasl cxeMa
nepepadboTku Sn—Pb-crniaBoB, cocTosas U3 cTaaui
BaKyyMHOM JTUCTUJIISIIUU 1 OTHEBOTO papuHUpOBa-
Hus (puc. 3).

OOpasyoluecss OTXOIbl MbllIbsiKa 1 Sb—Pb-kKoH-
IIECHTpAaThl peaJu3yITCsI KaK TOoTOBas MPOXYKIIUS
MO0 YTUIM3ZUPYIOTCS B ITPOM3BOIACTBEHHOM ITHUKJIE
MOJy4YeHUsT CBMHIIA. ACIUpPAllMOHHBIE Ta3bl, COAEp-
Kaimue coenuHeHus: Pb, Sb, S u As, nokanusyrmorcs
B TOYKE BEIXJIOITA BAKYYMHOT'O Hacoca M HaJ KOTJIOM
peareHTHOro pamHUpPOBaHUS, OTKYyIa MOCTYIIAIOT B
acIMpallMOHHYIO CUCTEMY padMHUPOBAaHM S CBUHIIA.

Jnst mMpOMBINIIJIEHHON BaKyyMHOW NUCTUILISIINA
Sn—Pb-cnnaBa BbiOpaHa IeYb MPOU3BOAUTEIBHO-
ctbio 700—1000 T/ToA crijiaBa ¢ BO3MOXHOCTbBIO MPO-
BEeICHUS TUCTUJUISIIUK B 2 CTYIIEHU: yaajeHue As U
ouucTka ot Pb, Sb.

dnsa paduHMpPOBaHUS MpeAaraeTcs HUCMHOJIb30-
BaTh CTaHAAPTHEIE KOTJIEI eMKOCThI0 Ha 10 T, o6orpe-
BaeMbIe ra30M.

DKoHOMUYecKU 3¢pdeKT OoT TIepepaboTKM Ba-
KYYMHOU TUCTUJUISIIINEH M MOCIEIYIOIINM pearcHT-
HBIM pachMHUPOBAHUEM MOXET cOCTaBUTh ~480 T/rOm
Sn—Pb-cmnaBa (~50,8 % Sn) 3a cyeT yay4lIeHUs Ka-
YecTBa M, COOTBETCTBEHHO, ITOBBIIICHUS IeHBI (0J1a-
rogapsi 60jee BHICOKOMY CONIEpPXKaHUIO 1IEJEBOIO Me-
Tajjaa) peajus3alyyd TOBAapHOro Ipoaykra ~39 MJH
py6./rox 3a ~ 235 t/rox MmapouHoro ojjoBa O1—03.

18
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Sn—Pb-cmias
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; Ha nosnyyenue cruiaBoB

| [oxarpyska Ha papunupoBanue Pb uepHoBoOit |

Cepa, yroib
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| OuncTKa OT MEIU U JKejae3a |

0J10BO 00€3MEKECHHOE

MenHblii nuTMKep
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—

| O4HCTKA OT MBILIBSIKA U CypbMbI |

PasnuBka

OJI0BO TEXHUYECKOE

OTrpy3Ka moTpeduTeIto |

Puc. 3. [IpynnunuaibHas cxeMa nmepepadoTku Sn—Pb-crnaBa

Fig. 3. Sn—Pb alloy processing schematic diagram

3akJoueHue

1. I1pu paduHupoBaHUM Sn-coaepxKallluX CILJIaBOB
LeJiecoo0pa3Ho coYeTaTh BAKYYMHYIO JUCTUJLISIIAIO
¢ TMocJieAyIoNIel peareHTHON OYUCTKON MOJTy4aeMOoTo
Ky0oOBOro ocraTka.

2. lIocTUXEHUE HSKOHOMUYECKM OOOCHOBAHHOM
MOJHOTHI u3BjaedyeHus1 As, Pb u Sb u3z Sn-cnnasa ¢
IIPUMEHEHHMEM IIpoliecca BaKyyMHON IMCTUJLISIIAU
MO3BOJISIET CHU3UTh TPEOOBAHUS K COAEPXKAHUIO 0JI0-
Ba B MCXOIHEIX NIPOAYKTaX, HaIpaBIIsIEeMbBIX Ha padu-
HUpoBaHue, 10 YpoBHA 50—60 % Sn U cylecTBEHHO
YIIPOLIAET MOCJIEAYIOIYI0O CXeEMY OrHEBOro paduHU-
pOBaHMsI 0JI0Ba — 10 2 CTaani.

3. C yyeToM mpeaBapUTENbHBIX pPAcYeTOB IKCIIE-
PUMEHTAJIbHO IOATBEPXKIACHBI ONTUMAaJbHBIE Iapa-

Sb-mak

| [TnaBka Ha Pb uepHOBOif

METpPbl BaKyyMHOW AUCTUAASLUU Sn—Pb-criaBoBs:
t = 1250+1300 °C, P = 25+50 Ila, T = 6+8 4, ymenb-
Hasg CKOpPOCTh BO3TOHKHU MeETaJJIOB-IIpUMECeii
70,9 Kl“/(Mz"{) C MOBEPXHOCTU 3€pKajia UCHapEeHMUS.
IIpu aToM HapaboTaHo ~10 Kr Sn-cogepkaliero Ky-
6oBoro ocrarka (Beixom ~60 %) cocraBa, %: 92,4 Sn,
0,5Pb, 2,0 Sb, 0,3 As, 3,3Cuu 1,3 Fe.

4. OmpenesieHBl ONTUMAaJTbHEIE TTapaMeTphl pearcHT-
HOM OYMUCTKU (2-KpaTHBI U30BITOK CEPBI K IIPUMECIM
B UEPHOBOM 0Ji0Be, cooTHoweHue Sn : Al : NH,Cl =
=45 :4: 1) pacnuaBa KyooBbix octatrkoB oT Cu, Fe,
As u Sb 1o ypoBHSI MapouHoro oysioBa O3 (CKBO3HOI1
BbIXOJ MeTaj1a ~68 %) cocraBa, %: 99,5 Sn, 0,009 Pb,
0,037 Sb, 0,002 As, 0,009 Cu, 0,003 Fe, 0,002 Bi, 0,008 S
u 0,001 Al. dns monydeHus oysoBa Mmapku Ol 1 moBbI-
LIEHUS BBIXOJAA TFOTOBOIO MPOAYKTa LieJIecO00pa3HO
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OCYIIECTBIISATh pa)MHUPOBAHME U3 MPEABAPUTEITHLHO
obe3mexeHHoro Sn—Pb-cnnasa.

5. Ha ocHOBaHUM 3KCMEPUMEHTATBHBIX JAaHHBIX
MpemioXeHa IPUHIMITHAJIbHAS cXeMa W pa3pabo-
TaH TEXHOJIOTMYECKMI perjaMeHT 1o TepepaboTke
Sn—Pb-cnnaBa ¢ moaydeHWEM TEXHUYECKOTO OJIO-
Ba M peKyIlepalnyeid o0pa3ylommuxcss MPOMITPOIYK-
TOB M OTXOJOB. B KauecTBe arperara Jjis BaKyyM-
HOUW NUCTWIUISALUWU BbIOpaHa TieYb C Pa3aedbHBIM
nonyyeHnem As/Sb—Pb-koHnmeHcaToB cocTaBa, %:
As — 94,2+98,3/2,0+5,2, Sb — 0,8+2,0/5,1+14,5, Pb —
<0,1/78,9+86,4.

6. DxoHomMuueckuii 3¢pGheKT oT mepepaboTKu
~480 1/rom Sn—Pb-cmmasa (~50,8 % Sn) ¢ monyde-
HueM ~235 1/rom onmoBa mapok Ol1—O3 cocraBnser
~39 MJIH py0./Tom.
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