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MapomMeTannypruyeckas nepepaboTka MenkogaucnepcHoro
(Topyrnepoacoaepxaliero TeXHOreHHoro cbipbsi NPOU3BOACTBa
NepBUYHOro antoMUHUSA
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Pe3rome: Lienb — onpegenqtb yCnoBMS MakCUManbHOro nepexoga topa M3 TEXHOrEHHOro Chipbs NPOU3BOACTBA Nep-
BMYHOTO anioMUHUS (Nexanoro wniama) B pacTBOp Mpu LeSIoYHOM BbilenaymaHun. OGbEKTOM MCCneoBaHuiA SBuncs
nexaneln wnam, 06pa3oBaHHbIil 3 MENKOAWUCNEPCHLIX TEXHOTEHHBIX MaTepWanoB NPOU3BOACTBA allOMUHUS B SN1EKTPO-
nusepax ¢ aHogom Copepbepra (XBOCTbl hnoTaLuUy YrofbHOM MeHbI, WaM ra3oouncTKy, Mblflb 3NEKTPOPUNLTPOB) W
cknagupyembin B6/1M3N npegnpusatus. AHanuTuyeckme uccnegoBaHus UCXOAHOM Npobbl M NPOAYKTOB BhbiLLENa4ynBaHWS
NPOBOAUIIUCE NO aTTECTOBAHHbIM METOAMKAM C NPUMEHEHUEM XMMUYECKOTO, PEHTreH0(ha3oBoro, TUTPUMETPUYECKOIO
MeToZ0B aHanusa. [okasaHo, 4To U3 Tpex COCTaBMNSAIOLMX LWnama OCHOBHAA [0NS NPUXOAUTCS Ha Mblflb 3NeKTpodusb-
TPOB (~79,7%) v XBOCTbI (hroTaumMu yronbHoi nexbl (~15,8%). YcTaHOBNEHO, YTo cambiM GoratbiM No COCTaBy MOSE3HbIX
komnoHeHToB (no cymme F, Na u Al ~ 63%) aBnseTcs wnam ra3oounctkn. CornacHo AaHHbIM PEHTreHo(ha30Boro aHa-
nu3a, npoba Wwnama co LUIaMoxXpaHunuLLa CoaEPXUT B OCHOBHOM KpuomuT (go 78,7%), yrnepoa (11,9%), kanbuueso-
MarHueBbI kapboHaT n3 psga gonomuta (4,44%) n cnegoBble KONMYECTBA KopyHAa, drtoopuTa. Mo pesdynbtatam npo-
BEAEHHbIX 3KCMEPUMMEHTOB MO BbILLENAa4YMBaHUIO PACTBOPOM €4KOro Hatpa ¢hTopa 13 npobel wnama Obiam yCTaHOBMEHI
OCHOBHbIE MapameTpbl npouecca: Temnepatypa — 75-80°C, npogomxuTenbHocTb — 60 MUH, KOHUeHTpaums NaOH -
3,0% (npwu cootHoweHun X:T paBHom 10:1 v umcne obopotoB mewanku ~1005-1010 o6/muH). CornacHo aHanutude-
CKUM [aHHbIM XMMWYECKOro COCTaBa Keka BblllefiauynBaHus, cogepxaHue ¢topa B TBepAon hase yMeHbLUMOCh Ha
88,1%. B pesynbTaTe NpoBeAEHHbLIX 3KCMEPUMEHTOB MO LLEMOYHOMY BbillenaynBaHuio Topa u3 npobbl nexanoro
wnama, 06pasoBaHHOro NpW MOMyYEHUN NEPBUYHOTO ANIOMUHUS 3MEKTPOSIM3OM KPUOMWUT-TIIMHO3EMHbIX PacnfiaBoB Ha
BaHHax C camoobxuralwmmmcs aHogamu, 6bino yCTaHOBMEHO, YTO MaKCMMaribHOe CHUXeHue ¢Topa B npobe goctura-
€TCa Npu yCNoBuSX NoAAepKaHWs napameTpoB npolecca (Temnepatypa, NPOSOMKNTENbHOCTb, KOHLIEHTpaLns peareH-
Ta) B ONTUMAnbHbIX peXUMax.

Knroyeenle cnoea: npou3BoACTBO NEPBUYHOTO AmOMUHMS, SNIEKTPONN3, TEXHOTEHHOE ChIpbe, LWNlaM ra3004nCTKM, Mbilb
3NeKTPOMNLTPOB, XBOCTLI (hrioTaLMm
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dispersed fluorocarbon-containing raw materials
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Abstract: The purpose of the paper is to determine the conditions for the maximum transition of fluorine from the tech-
nogenic raw materials of primary aluminum production (mature sludge) into solution under alkaline leaching. The object
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of research is the mature sludge, which is formed from technogenic finely dispersed materials of aluminum production in
the baths with Soderberg anodes (tailings of coal foam flotation, gas cleaning sludge, electrostatic precipitator dust) and
stored close to the enterprise. Analytical studies of the initial sample and leaching products have been carried out ac-
cording to the certified methods using chemical, X-ray phase and titrimetric analysis methods. It is shown that, the main
percentage of the three sludge components belongs to the dust of electrostatic precipitators (~ 79.7%) and coal foam
flotation tailings (~ 15.8%). It has been determined that the gas cleaning sludge features the richest composition of useful
components (in the sum of F, Na and Al ~ 63%). According to the data of X-ray phase analysis, the sludge sample from
the sludge storage mainly contains cryolite (up to 78.7%), carbon (11.9%), calcium-magnesium carbonate from the do-
lomite series (4.44%), and trace amounts of corundum and fluorite. The results of the conducted experiments on fluorine
leaching from the sludge sample by the caustic soda solution allow to estimate the main process parameters: tempera-
ture - 75-80°C, duration - 60 min, NaOH concentration - 3.0% (with the W:T ratio of 10:1 and a stirrer speed of ~ 1005-
1010 rpm). According to the analytical data on the chemical composition of leaching cake, the fluorine content in the solid
phase reduces by 88.1%. The experiments carried out on alkaline leaching of fluorine from the sample of mature sludge
formed under primary aluminum production by the electrolysis of cryolite-alumina melts in the baths with self-baking an-
odes allowed to find out that the maximum decrease of fluorine content in the sample is achieved under the conditions of
maintaining the process parameters including temperature, duration, reagent concentration in optimal modes.

Keywords: primary aluminum production, electrolysis, technogenic raw materials, gas cleaning sludge, electrostatic pre-
cipitator dust, flotation tailings
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BBEOEHUE

MeTtannyprus sBnseTcs OOHOW W3 nepeno-
BbIX OTpacnen npoMbILNEHHOCTH, obecneyu-
BaOLWMX pa3BUTME Kaxaoun cTpaHbl [1, 2].

B HacToswee BpemMs MWPOBOE MPOU3BOA-
CTBO atOMWHMSI HAMHOrO OnepexaeT BbINyCK
BCEX APYruX LBETHbIX METannoB M cocTaBnsieTt
50 MnH T B rod, us Hux Poccusi npoussogut ~ 4
MIH T. AnOMUHMEBas OTpacib Halen CTpaHbl
pa3sBMBaETCS 3a CYET COBEPLUEHCTBOBAHUS TEX-
HOMOMMYECKOro npouecca anekTponusa [3-6],
MoBbILEHNs aHeproadhdekTneHocTH [7, 8], pac-
LMpeHns cbipbeBoi 6asbl Ans Npou3BOACTBA
rnuHosema [9-11], mogepHM3aLmMm KOHCTPYKLWIA
3NEeKTPONM3HbIX BaHH [12], a Takke peLleHust
akonornyecknx npobnem nytem nepepaboTku
TEXHOreHHOro chipbs [13-18].

[pOn3BOACTBO MEPBUYHOTO antOMUHUSA My-
TEM 3MEKTPONM3a KPUOMMUT-IMMHO3EMHOrO pac-
nnasa B 3MeKTPONM3epax C CamMoOobXuratoLim-
mucs aHogamu (aHogamu Copepbepra) conpo-
BOXJaeTcs obpazoBaHWeM MOBOYHbLIX MNPOAYK-
TOB: LUNama ra3oouncTku, XBOCTOB (prioTauum
YrofbHOW MNeHbl, MbINU  3NeKTPOPUNILTPOB, a
Takke oTpaboTaHHOW (hYyTEPOBKM SMEKTPONMN3E-

poB. [laHHble MaTepuanbl CKNagupyrTcs Ha
aMOBbIX MOMSX W MOSIMFOHAX W OKa3blBaloT
HEraTMUBHOE BO3L4ENCTBME Ha  OKPYXaloLLyto
cpeqy BOMM3M MPOMBILWEHHBIX NPeanpUATUN,
MPOV3BOAALLMX NEPBUYHBIA aNOMUHWA.

Takum obpasom, B HacTosiee Bpems npu
NPOW3BOACTBE anioMUHUSE 0O6pasoBaHbl TEXHO-
FeHHble MECTOPOXAEHUS, B KOTOPbIX HaxoasaTCs
TopucTble coeanHeHus B obbeme 40 3 MAH T
(B nepecyeTe Ha KpUonuT).

B paHHOM paboTte npuBedeHbl pesynbTaThbl
NCCNedoBaHWA, HanpaBfeHHbIX Ha BO3MOX-
HOCTb nepepaboTkn MenkoaucnepcHoro gTo-
pyrnepoacoaepXallero TeXHOreHHOro Chlpbst —
nexanoro wnama - [AO «PYCAJl bpatck»
tunmana B r. Lenexos (MpKyTCKkuin antoMuHmue-
Bbili 3aBog (MpkA3)).

OBBbEKTbI UCCNEAOBAHUIA

K menkogucnepcHomy Topyrnepoacoaep-
Xalemy TEXHOreHHOMY CbIpbi0 MpW MPOW3BOA-
CTBE MEPBUYHOrO antOMWHUS Ha BaHHAX C aHo-
nom Copepbepra OTHOCATCS NbiMb 3MEKTPO-
(PuNbTPOB, LWNaMbl ra3004MCTKM U XBOCTbI (OI10-
Tauum yronbHon nexol [19, 20].
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Puc. 1. O6bpa3oeaHue ¢pmopyanepodcodepxaujux omxodoe 8 npouzeodcmee antoMUHUS
Fig. 1. Formation of fluorocarbon-containing waste in aluminum production

B npouecce anektponusa oTxoaslime rasbl
OT 3NeKTPONMU3epoB NOCTYNarT B CUCTEMY raso-
OYMCTKM, BKNOYawoLWy B cebs anekTpodusib-
TPpbl 4719 OYUCTKM ra3oB OT KPYMHbIX YacTu, Nbl-
N Ons OCyLLECTBNEHNS TaK Ha3blBAaeMOW «Cy-
XOM» OYUCTKU. DNEKTPOPUNbTPaLMOHHbIE yCTa-
HOBKM MCNONb3ylTCA Ha OOnbLUMHCTBE OTeve-
CTBEHHbIX aNOMUHMEBLIX NPeanpuUsTAi. [aH-
Has Nblflb COCTOMT M3 YaCTWL CbipbeBbIX MaTe-
pranoB, MCMOMb3yeMblX B MPOLIECCE ANEKTPO-
nunza (NasAlFg, Al,O3, C) 1 nocne ynaenuBaHust
HanpaBnseTcs Ha LWaMoBoe nose (LnamoHa-
konutenb). OuunweHHble OT rpybon nbinu rasbl
HaNpPaBnsATCA B CUCTEMY «MOKPOW» ra3004mCT-
KW, OCHOBAHHOW Ha MOrMOLEeHUN (TOPUCTOro
BOOOPOAA M CEpHUCTOro aHryapuaa, Bceraa co-
[epxalimecs B OTXOAALWMX rasax, cogobukap-
6oHaTHbIM pactBopoM (Mpu gobaBneHun anto-
MUHaTa HaTpus).

LLnam rasoounctkn obpasyeTcsa B pe3ynbTa-
Te pasgenieHns nysbMbl ra3004UCTKM HA OCBET-
NEHHbIA PacTBOP M CryleHHbIN MPOAYKT, W
npeactasnsieT cobon MenkogucnepcHble Ya-
CTULbl 3NEKTPOSIM3HOW MbINK CO CPedHUM pas-
MepoM yacTuL wnama 7—20 mMkm? [19]. JaHHbIi
BWA TEXHOrEHHOrO MaTepuana Takke MOXeT Co-
[oepxatb  Yactuupl  rugpoantomMmokapboHaTa

HaTpus Na,O°Al,032C0O,'nH,0, BxogsLiero B
MoCTynarwLWwmMn Ha ra3ooyUCTKy COLOBbIN pac-
TBOp. Elle OOHMM BO3MOXHbLIM KOMMOHEHTOM
lwnama MoxeT BbiTb KpronuT, obpasytoLmiics B
annapartax «MOKPOWM» OYMCTKW ra3oB npu nepe-
[03VpOBKe  anmuHatHoro pacteopa [19].
OcBeTneHHbIN pacTBOp HanpaBnseTca Ha nepe-
paboTKy C Lenbio NonyvyeHust pereHepaLnoHHO-
ro KpuonuTa.

YronbHas neHa Kak TEXHOTeHHbIN NPOAYKT
npouecca anekTponusa obpasyetcs  BBUAY
OCbiNaHWsl 4acTuy Yyrnepoda B 3NEeKTpOnuT
chopMUpPOBAHHOIO aHoda M3-3a pasfiMyHon pe-
aKLMOHHOM CNOCOBHOCTM  KOKCa-HamnoSHUTENS
(He(pTAHOrO MM MEKOBOrO KOKCa) M KoKca WX
CBSA3ylOWEro (KaMeHHOYrofIbHOro neka) B pe-
3ynbTaTte 3NeKTPOXUMUYECKUX peakuun yrnepo-
[Ja aHoda C OKCUTOPWUAHBIMM KOMMSIeKCaMm
[18]. CmaumBaemocTb 4Yactul, yrrepoga 3nek-
TPONMTOM [OCTATOYHO BbLICOKAs UM MO CBOEMY
COCTaBy YrosfibHas neHa ~ Ha 65% cocTtouT B
OCHOBHOM 13  KOMMOHEHTOB  3MeKTponuTa
(NasAlFg, Al,Os, NasAlzFi4) [19] 1 B MUHUManL-
HOM KONMYeCTBe COAePXUT npumecHble Mn, Pb,
Co, Be, Cu, V, Zn, Ti, Mo, Ga, Ba, Ni, Cr, no-
CTynawLime B NpoLecc C CbipbeBLIMM MaTepua-
namu.

'BetowkuH A.T. lMpouecchl 1 annapatsl razoouncTky: yueb. nocob. Mensa: U3g-so MY, 2006. 201 c.
“Tanesckuit T.B., Kynarud H.M., MuHumc M.A. Skonorus v yTunusauus OTXO4OB B NMPOW3BOACTBE anmioOMUHWSA: y4ed.
nocob. HoBocubupck: Hayka. Cubupckoe npegnpustue PAH, 1997. 158 c.
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Ha oTeyecTBEHHbIX antOMUHMEBLIX 3aBOdaX
nepepaboTKy YrofibHOW MeHbl OCYLLECTBNSAKT
¢noTaumoHHbIM crnocobom — meTogom obpart-
Hon conotaumu. lNpouecc dnoTaunMoHHON nepe-
paboTKM peanuayeTcs, Kak npaBuio, B MEXaHu-
yeckux brioTomallmMHax, Kyaa nogaetcs nynbna
C U3MeslbyYeHHOW YronbHoW neHow. KamepHbim
NPOOYKTOM $BMSETCA pacTBOp C (ProTaLMOH-
HbIM KPWOMWTOM, BO3BpaLLaEMbIM B 3MEKTPO-
NM3HOE NPOM3BOACTBO, @ MEHHbIM — XBOCThI
cdnotaummn ¢ cogepxaHMeM KpPOME OCHOBHOMO
KOMMOHeHTa (yrnepoga) Ao 8% macc. gtopa,
SIBNAOLWMECS OTXOAOM MPOU3BOACTBA U TaKke
Mo LUNaMonpoBOdYy TPaHCMOPTUPYyeMble B LUMa-
MOHaKonuTenb. XMMWYECKUA COCTaB XBOCTOB
noTtaummn npeacTaBneH yrnepogoM, QTopu-
CTbIMU consamu 1 rnmHo3emom. Kak 6bino ykasa-
HO BbIEe, WCTOYHWKOM Yrrepoja B XBOCTax
notaummn aBngeTcsa yrnepod, copmMUpoBaH-
HbIM U3 aHOZHOW Macchl B MpoLecce NpoxXoxae-
HUSI ANEKTPUYECKOro TOKa NO cTaneantoMmnHue-

BbIM LUTLIPAM aHoda, a Hanuyue Topconen u
rMUHO3EMA CBSI3aHO C NPOMUTKOW 3MEKTPONUTOM
YronbHOW MNeHbI.

Ha WpkA3e obpasyetcs dTopyrnepoaco-
Jepxalumx martepuanos o 9,4 Tbic. T exerog-
HO, B KOTOpbIX cogepxutcs > 1100 T cpTopa.
N3BneyeHne ¢topa M3 JaHHOrO BuAa TEXHO-
FEHHOrO Cblpbs NO3BOMUT COKPATUTL NMATEXU 3a
pasMeLLeHne JaHHbIX MaTepuanos, a Takke no-
nyyatb Gonblie TOBapHOM NPOAYKLMM, BOCTpe-
6oBaHHOM B NPOU3BOACTBE antoMUHKA (Tabn. 1).

B Ttabn. 2 [19] npuBeaeHbl TUNUYHbIE FPaHy-
nomeTpuyecknn n ¢asoBbid COCTaBbl MEKO-
AMCNEpPCHbIX  (pTOpyrnepoacodepxaLimx OoTXo-
[10B anoMVHWEBOrO NPOM3BOACTBA.

B 1abn. 3 npeacrtaBneH yaenbHbil 06bEM
006pa3oBaHNA  OCHOBHbIX  MENKOAMCMEPCHBIX
(bTopcogepxalumx OTXO40B NPOU3BOACTBA Nep-
BUYHOro antoMuuus Ha WpkA3e. Pesynbrtathl
nony4yeHbl nytem 0600LleHNs OaHHbIX 3aBOA-
CKOW npakTuku npeanpusatua 3a 2017 rog.

Ta6bnuua 1. O6pa3oBaHne MenKoancnepcHbIX dTOpyrnepoaCcOAepKallMX TEXHOTEHHbIX MaTepuanoB Ha 1 T anoMUHUS

Ha MipKyTCcKOM aniomunHMeBoM 3aBoge (AaHHble 3a 2017 1.)

Table 1. Formation of technogenic finely dispersed fluorocarbon materials per 1 ton of aluminum at the Irkutsk aluminum

plant (data for 2017)
WpkyTcknin anloMUHKUEBbIW 3aBOS
Haumenosarve KonuuectBo, kriT Al | KonuuectBo, 1/rog | CopepxaHue F, % Konu;c:z;ao F
[Mbinb anekTpotmnsLTPoB 27,7 6485 14,37 932
LLinam MuHepanbHbIA cucTembl 20 358 2784 52
ra3004KCTKM
XBOCTbI (hrioTaumum yronbHON NeHsbl 10,9 2555 6,23 185
Wtoro: 40,6 9398 1169
Tabnuua 2. XapaktepucTtika (hTOpyrnepoacoaepXaLimx 0TX040B antoMMHUEBOTO NPOM3BOACTBA
Table 2. Characteristic of fluorocarbon-containing waste of aluminum production
Buabl oTxogoB
Ne XapakTepucTuka Mbinb Lnam MMHepanbHbIN XBoCThbI
3NeKTPOUNBLTPOB | CUCTEMbI Fa3004MCTKM ¢notauum
1 |CpepgHui gnameTp Yactul, MKM 10-25 7-20 35-75
CopepxaHue coefuHeHui, % macc., B cpegHeM:
C (yrnepogn) 26,7 215 80,5
NazAlFg (kpuonuT) 12,1 35,0 9,2
5 NasAlsF14 (xmonut) 11,0 - 53
Al,03 (oKcug antomMmuHms) 30,9 22,7 1,0
Na;SO4 (cynbghat HaTpus) 41 6,6 -
CaF; (cbntoopuT) 15 1,1 1,2
K2NaAlFs (anbnasonuT) 2,8 1,8 0,46
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Tabnuua 3. XuMU4eCKniA cocTas MEJTIKOANUCNEPCHbIX QJTopyrneponcouep»(au.lmx 0TX0O0B npon3soacTBa alloMUHUA Ha

MpkyTckom anioMUHUEBOM 3aBOAE

Table 3. Chemical composition of finely dispersed fluorocarbon waste of aluminum production at the Irkutsk aluminum

plant
HaumeHoBaHme CopepxaHue, % macc. .
F Na Al SiO; Fe,03 CaF; MgF; SO, Mpou.
XBOCTbI hrioTauum 6,34 4,17 3,46 1,33 0,07 1,16 0,67 0,27 82,53
LLinam rasooumncTku 27,84 20,55 14,58 0,16 1,83 1,54 0,31 4,43 21,51
[Mbinb anekTpotmnsLTPoB 14,37 9,59 16,81 0,22 2,77 1,50 1,10 2,75 42,43

AHanu3 faHHbIX, NPeACTaBNeHHbIX B Tabn. 3,
nokasbiBaeT, YTO XBOCTbl (hrioTaumm npeacras-
NeHbl B OCHOBHOM Yrf1epOAoOM, B TO BpPeMs Kak
cambiM 6oraTbiM MO COCTaBy MOME3HbIX KOMMO-
HeHTOB (no cymme F, Na u Al ~ 63%) aBnsetcs
wnam rasooumctkn. [bifb anekTpounbTpoB
cogepxut ~ 40,0% Tpex LeHHbIX COCTaBnsio-
wux. MNpn aTOM Nbiflb 3NEKTPODUILTPOB OTNU-
yaeTcs AocTaToMHO 6eaHbIM  codepKaHuem
Topa, B OTNMYME OT LuamMa ra3ooyMCTKM, HO
GonblmnM codepKaHMem asntoMUHUA B CBOEM
coctase (B 4,8 pasa 6onblue, Yem B XBOCTax
notauumn). Hanbonbliee copepaHue okcuga
Xenesa, COrnacHoO NofyYeHHbIM AaHHbIM, HaXo-
onTca B npobax nbinyv 3nekTpoubTPOB U
Wwnama ra3oouucTkM, MPUYMHOW Yero MoryT
CMYXUTb OCOBEHHOCTU MPOLEcca OYUCTKUA dIeK-
TPONM3HbLIX ra3oB, B YaCTHOCTM, KOPPO3Ws ane-
MEHTOB ra3004MCTHOro 06opydoBaHus, U3ro-
TOBNEHHOTO B OCHOBHOM U3 YyryHa 1 cTanu’.

XBocTa urorTanmum
YEoasnol ness;
_15.8%
J

Hlaam

Muepatsuniil or

rjooMmcTKn; |'

4,4%

lLnam rasoo4ncTkn cogepxuT HonbLiee Ko-
NYECTBO HATPUSA MO CPaBHEHUIO C ApYruMy BU-
AaMK M3yvyaemblx 06pasLOB TEXHOrEHHOro Cbl-
pbs (bonee yem B 2 pasa), YTO 0OBACHAETCS
TEXHOMNOrVeN 3SNEKTPONU3HOrO MPOM3BOACTBA
antoMWUHUS: UCMONb30BaHKe B npolecce 0b6es-
BPEXMBAHUA 3NEKTPOSIM3HbIX ra3oB pacTeopa
kanbumHupoBaHHou codbl (NaxCOs).

Ha puc. 2 npeacTaBneHo COOTHOLIEHME
MesKoAucnepcHoro ropyrnepoacoaepxatiero
TEXHOTEHHOTO ChIpbsl, Pa3MEeLLeHHOro Ha Lna-
moxpaHunuwe WpkA3a B HacTosiliee Bpems;
KaK BWOHO, OCHOBHas [ONS MNPUXOAMTCA Ha
Mbiflb 3M1EKTPOUIILTPOB U XBOCTbI (orioTauum
YronbHOW MNeHbI.

CknagmpoBaHuWe TEeXHOTeHHbIX MaTepuanos
CBSA3aHO CO 3HAYUTENbHLIMU MaTepuasbHbIMK
3aTpataMu B BMAe eXerogHow nnatbl 3a pas-
MeLleH/e OTXOO0B B LUIAMOHaAKONUTENSX: Mblfb

LL[SRTN

VIERTPOPILIRTPOR;
70.7%

Puc. 2. Cmpykmypa menkoducnepcHbix omxodoe a/noMuHueeo20 npouszeodcmea
Fig. 2. Structure of finely dispersed aluminum production waste

3FpmHGepr W.C., TepenTbes B.I., Yanbix B.W., YepHbix A.E. SnektpomeTannyprus anoMmuHus: yyeb. nocob. VpkyTck:

W3p-8o Wpl'TY, 2009. 350 c.
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3NeKTPOPUNLTPOB M LUMaM ra3004UCTKU OTHO-
CATCA K 3 KMaccy 0onacHOCTW, XBOCTbI (hrioTaumm
— K 4-my. B cBA3u ¢ aTum npobnema pa3paboTku
CnocoboB yTUNM3auun JaHHbIX Menkogucnepc-
HbIX TEXHOrEeHHbIX MaTepuanoB anoMUHUEBOro
NPOV3BOACTBA HA CErOAHSLWHWA [OeHb CTOUT
0C0BEHHO 0CTPO. /I OCHOBHLIM HanpaBneHuem
HaWMWX WCCNeaoBaHW SABUMOCb WU3yYeHWe BO3-
MOXHOCTWU MaKkCUManbHOro nepesofa LIEHHOro
(Topa B pacTBOp Npu LEenoYyHown nepepabotke
nexanoro wnama WpKyTcKoro antoMUHUEBOTO
3aBoja.

OKCMNEPUMEHTAJIbHAA YACTb

BbilwenaunsaHve gptopa 13 nexanoro Lina-
ma wnamoxpanunuwa Ne 2 [AO «PYCAI
Bbpatck» dmnuana B r. LLlenexoB npoBoamnoch
B nabopaToOpHbIX YCMNOBUSX.

Hamnyuwum pactsoputenem gtopa us Tex-
HOTEHHbIX 0TX0ZOB, 06pa3yoLLMXCA NpU NPous-
BOACTBE NEPBUYHOIO asntoMUHKA, ABNSETCA pac-
TBOp eakoro Hatpa™®. CornacHo npoBegeHHOMy
U3yYEeHWI0 BbILLeNaymBaHna gTopa rmapoKcu-
[OM HaTpusa M3 OTXOLOB antOMWHWEBOrO MPOMU3-
BOACTBA, MpoLiecc NpoTekaeT B COOTBETCTBUM
CO crnegylowmnMn  OCHOBHbIMW  peakumsMu
[16, 19, 20]:

2(3N3F'A|F3) + 4Na,O + H,0 <
12NaF + Na,O-Al,O3 + 2H,0; (1)

2(5NaF-3AIF3) + 12Na,0 + H,0
28NaF + 3(Na20-Al,03) + H20; (2)

2AIF3 + 4Na,0O + H,0 <
2NaF + (N&zO'A|203) + H,0:; (3)

Mng + Na,O + H,0 &
2NaF + Mg(OH)y; 4)

CaF, + 2NaOH < 2NaF + Ca(OH),.  (5)

Ana npoBegeHus uccnegosaHun Beina oTo-
BpaHa npoba wWwnamMa €O LWNaMOHAKONUTENS
Ne 2, 13BfieYEHHOr0 Ha BPEMEHHYH MNOLaaKy
xpaHeHus. Wnam otobpanu n noarotoBunmM co-
rnacHo MeToaam, onucaHHelM B [21]. B Tabn. 4
npeactaBfeH XMMWYECKUA CcocTaB pTopyrie-
POACOAEPKALLErO Lunama.

CornacHo gaHHbIM peHTreHo(as3oBOro aHa-
nu3a, npoba wWwnama co WwnamoxpaHunuwa co-
LEPXNT B OCHOBHOM Kpuonut (8o 78,7%), yrne-
pod (11,9%), kanbLueBOMarHWeBbI KapboHat
psga gonomutoB (4,44%), a Takxe cnegpl o-
Al,O3-kopyHZa, dntooputa (puc. 3).

Ha ocHOBaHWM M3yYeHHbIX NUTEPaTypHbIX UC-
TouHuKoB® [16] hUKCMpOBaHHBLIMM NapameTpamm
BblLLENaYvBaH1s Obiny NPUHATLI CriedytoLme:

— cooTHoLleHne X:T pasHoe 10:1, B cBSA3K C
TeM, YTO LWSlaM LUAMOXpaHuMwa SBnseTcs
MenKoAMCNEPCHLIM OTXOAOM W, CreaoBaTenbHO,
MMeeT BecbMa pa3BUTYH NMOBEPXHOCTb B3aMO-
LAENCTBUA (COrnacHo pesynbTaTaM MCCrneaoBa-
HUiA, NpUBEAEHHBIX B paboTe®);

— yucno obopoTOB MeLlasikv COCTaBUIIO ~
1005-1010 o6/muH, KoTOpOe OGbiNo nogobpaHo
Takum obpas3om, 4ToObl HE JOMYCTUTb OCaxae-
HUSA TBEPAbIX YacTuL,

B cBAsu ¢ Tem, 4to ANA NPOMBILLNEHHOrO
npov3BOACTBa BeCbMa BaXHbIM (haKTOPOM $IB-
NATCA 3aTpaTbl Ha CblpbeBbIE Pecypcbl W
3NEeKTPO3HEPruio, B Ka4ecTBe BapbUpyeMbIX na-
paMeTpoB npouecca Obinv NPUHATLI Creayto-
Lwme:

— TemnepaTypa BblllenaynBaHus -
80°C;

— NPOJOIIKUTENBHOCTb BbILLENAYNBaHNS —
30-90 MuH;

— KOHLUeHTpauusa egkoro Hatpa — 2,0-3,0%.

40-

Tabnuua 4. Xumuyeckunii coctas Topyrnepoacoaepxallero wnama co wnamoHakonutens Ne 2
Table 4. Chemical composition of fluorocarbon sludge from the sludge storage no. 2

CopepxaHue, %

HanmeHoBaHue oTxoaa F Na Al

SIOZ FEQO3 CaF, Mng 5042_ nnn*

Wnam wnamoxpaHunuwa | 14,27 9,76 12,59

5,50 1,99 1,61 1,99 1,15 44,45

* NN — NOTepu NpY NpPOKaNUBaHUm.
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Intensity
S0 Experimental pattern: {at-1)
900 - [00-025-0772] Na3 Al F6 Sodiurn Alurninum Fluoride (Cryolite, syn)
[00-026-1076) C Carbin
800 - [01-053-3072] &l2- O3 Rlurrvnum Oxdde (Carurdum - syr])
[01-070-2049] Ca F2 {alcium Fluorids (Fluorite, syn)
700 [01-073-2324] Ca Mg ] C O3 )2 Calcium Magnesium Cafponate (Dolomite)
600
500
400 4
300 ‘l
200
o i v Tt it
0 1 . 1 L] . 1 1 ll 1‘ T ll Il . L] lL
5.00 10,00 15.00 20.00 25.00 30.00 35.00 40,00 45.00 $0.00 55.00
Cu-Ka (1,541874 &) Ztheta
e — N@3AIFg; e — C (y2n1epod); - Aly,03; e — C2C03°MgCOy3; — — CaF;

Puc. 3. ®a3oeblli cocmae wnama co wnamoxpaHunuuja Ne 2
Fig. 3. Phase composition of sludge from the sludge storage no. 2

B kayecTBe nepemelunBaloLLero ycTponcTaea
UCMosfib3oBanacb BEPXHENPUBOAHAS MeLlasnka
IKA Eurostar digital, nozsonstowias ocyLiecTs-
NATb aBTOMATUYECKUA KOHTPOMb CKOPOCTW ne-
pemelumBaHus. B KayecTBe HarpeBaTenbHOro
npubopa npumeHanacb necyaHas 6aHs ¢ pery-
nUpyeMbiM HarpeBoMm TemnepaTtypbl. Temnepa-
Typa wuccnegyemoro pactsopa KOHTpOnupoBa-
fnacb C MOMOLLbI CTEKMSAHHOMO PTYTHOrO Tep-
MomeTpa.

BbilwenaynsaHue npoBogunmM B TEPMOCTOM-
KOM CTEKINSAHHOM cTakaHe eMKocTbio 400 mn npu
MOCTOSIHHOM NepeMeLlBaHuun. B kayecTBe pea-
reHTa WCnonb30Banu pacTBOp €AKOro Hatpa,
KOTOpPbIA rOTOBUICS MyTEM CMeLUMBaHUS TBep-
[o0ro 6enoro rpaHynMpoBaHHOMO BeLLECTBa, Bbl-
nyckaemoro no FOCT P 55064-2012, n pacyeT-
HOr0 KONMMYecTBa AUCTUMNMPOBAHHOM BOAbI.
PactBopbl HEOOXOAMMON KOHUEHTpauunW roTo-
BUNWCb Crnegylowmm obpasom: B AUCTUANNPO-
BaHHyt0 BoAy Heobxoammoro obbema 3acbinanu

HaBECKY CYXOW LLenovn (Macca BoAbl M HAaBECKM
3aBucena oT Tpebyemon AN 3KCNEepUMEHTOB
KOHLEHTpaunn peareHta) M TwWaTeNbHO nepe-
mMelmBanu [0 MOMHOro pacteopeHus. B npep-
BapuUTe/lbHO MOAOrpeThIA A0  Heobxoammow
TemnepaTtypbl pacTBop Lenoun obvemom 200
M nomellanu HaBecky wnama maccon 20 T,
4YTO COOTBETCTBYEeT cooTHoweHuo X:T = 10:1.
TemnepaTypy pacTBopa KOHTpOnMpoBamu W
nogaepXuBanu MOCTOSHHOM B TeYeHWe BCEro
nepuoaa BbilLenaynBaHus.

lNocne okoHyaHua arvTauum nynbny ub-
TpoBanu yepe3 (UIbTP CUHAA NEHTa» C Mo-
MOLLbI0  BaKyyMHOW YCTaHOBKW: BaKyyMHbIN
Hacoc — konba byH3eHa — BOpoHKa broxHepa.

B pesynbtate akcnepumeHTa Monyvuncs
bunbTpaT, B KOTOPOM ONpeaensnocb Coaepxa-
HMe OCHOBHbIX KomnoHeHTOoB (NaF, NapCOs,
Na,S0Oy), 1 KeK Ha uNbTPE, KOTOPbLIN aHANN3M-
poBarcs Ha cogepXXaHne OCHOBHbIX XUMUYECKUX
anemMeHTOB. PacTBOp nomMeliany B repMeTUYHO

*Tumkuna E.B. Viccnepnosatue pa3paboTka TEXHOMOTWK MONyYeHNs (TOPUCTLIX Coneit U3 pTopyrnepoacofep)aLmx
maTepuarnoB npu NPOM3BOACTBE aNtOMUHUA: JUC. ... KaHO. TeXH. Hayk: 05.16.02. UpkyTck, 2016. 158 c.
>ComoB B.B. TexHonorus MOMyYeHUs KpUonuTa M3 KatoaHbiX GrnokoB 0TpaboTaHHOro antoMUHUEBOrO 3MEKTPOnu3epa:

JMC. ... KaH. TexH. Hayk: 05.16.02. UpkyTck, 2019. 166 c.

BECTHUK UPKYTCKOIO rOCYOAPCTBEHHOIO TEXHWYECKOIO YHUBEPCUTETA 2020;24(6):1311-1323

1317

ISSN 1814-3520

PROCEEDINGS OF IRKUTSK STATE TECHNICAL UNIVERSITY 2020;24(6):1311-1323




Bapayckac A.3., Hem4yuHosa H.B. ludpomemannypau4yeckasi nepepabomka mesKooucrnepcHoeo ...

Barauskas A.E., Nemchinova N.V. Hydrometallurgical processing of technogenic finely dispersed ...

3aKpbITyt0 konby, KeK BbICYLUMBANM W NOMELLANK
B OymMaxHblii nakeT, nocrne 4ero o6beKTbl UC-
credoBaHus OTMPaBnAnM AN NpoBedeHus
aHanu3oB B LieHTpasbHyl0 3aBoAckylo nabopa-
Topuio (L3/1) MpkABa. AHanua uccnegyembix
pacTBopoB W TBepaodasHelx Npob ocyliecTs-
nanca B U3JT no cooTBeTCTBYIOWMM aTTECTO-
BaHHbIM  MeToaukaMm. CopepxaHue dTopa
onpepensnu no FOCT 10561-80° TutpumeTpu-
YeCcknuM MeTOAO0M aHanuaa.

Ha puc. 4-6 npenctasneHsl rpadguyeckue

3aBMCUMOCTU U3MEHEHUS KOHLIeHTpauuM WOHOB
(TOpa, B pacTBOpax nocne BbllenaymsaHus, ot
KOHLEHTpauMu LLenoym, TemnepaTtypbl U Bpe-
MEHW arutauum nynbbl.

Cratuctmyeckass obpaboTka NOMyYeHHbIX
pe3ynbTaToB BbINOTHEHA C MOMOLLbID peaakTo-
pa Microsoft Excel. OueHka napameTpoB OcCy-
LecTBIeHa C NMOMOLLbID BCTPOEHHON (DYHKLMM
Microsoft Excel «JluHus Tpengos». [Mpu aTOM
Obln paccymTaH KO3IPPUUMEHT AOCTOBEPHOCTY
annpokcumauum  (R?), KOTOpbIi MoKasblBaeT

B

n§ 8,2

= 8,0

L 7.8

% 7.6

§7,4

272

(=)

O 7,0 f
6,8 T T 1

40 60 80

TemmnepaTtypa BoleaunBanusi, °C

Puc. 4. 3agucumocmb KoHYeHmpayuu UuoHo8 hmopa e ucciedyeMbix pacmeopax om memnepamypbl 8biujesayusaHus
Fig. 4. Concentration of fluorine ions in the examined solutions vs leaching temperature

10,0
9,5
e e
8,5
I

[ R R =09897
7,0 omm oo
6,5 [

6,0 T T 1
2,0 2,5 3,0
Konnentpanust NaOH, %

Conep:xxanue F-, r/nm?

Puc. 5. 3asucumocmb KOHUeHmMpayuu uoHos ¢hmopa e ucciedyembix pacmeopax om koHyeHmpayuu NaOH
Fig. 5. Concentration of fluorine ions in the examined solutions vs NaOH concentration

®rOCT 10561-80. Kpnonut UCKYCCTBEHHBIN TeXHUYeCKun. TexHuyeckne ycnosus. Beed. 01.01.1982 (gata nocn. usm.
16.01.2015). M.: U3g-Bo cTaHpapToB, 1991,
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Puc. 6. 3asucumocms KOHUeHmMpayuu uoHos ¢hmopa e ucciedyeMbix pacmeopax
om npodosmKumenbHOCMU 8bluje1ayueaHust
Fig. 6. Concentration of fluorine ions in the examined solutions vs leaching duration

CTeneHb COOTBETCTBUSA TPEHZOBOW MoJenu Wuc-
XOOHbIM AaHHbIM. Ero 3HavyeHne MoXeT nexaTtb
B AnanasoHe ot 0 go 1, n yem Bnmxe R? k 1,
TEM [OCTOBEpHee Mofly4YeHHble [JaHHble. B
HalleM cnyyae nokasaTenb R? cocTaBun of
0,92 go 0,99 en., YTo NokasblBaeT Ha agekBaT-
HOCTb 3aBMCMMOCTEN, NPEACTaBMEHHbIX Ha
rpagukax. lNpu atom Ha puc. 3-5 B KayecTtBe
annpoKCUMMUpYIOLWEN MoZenn B3AT NUHENHBIN
TpeHa.

B pesynbTaTe nonyYyeHHbIX AaHHbLIX MO Bbl-
LenaymBaHunio pTopa U3 WwnaMa wrnamoxpaHu-
nvuwia Ne 2 MOXHO chenaTtb BbiBO4 O TOM, YTO
npn o6LWMX 3afaHHbIX YCNOBKSX B pacTBop ne-
pewno ot 7,0 go 9,0 r/am® noHoB ptopa. Mak-
CUMarnbHO KONMM4ecTBO oTopa MepeLuno B pac-
TBOP NPU MakcUMarnbHbIX Temrnepatype v npo-

LOMKUTENBHOCTU  BbllenaymBaHms. Haunbonb-
ee BfMSIHWE, COrnacHO MOJly4YeHHbIM pesyrb-
Tatam, U3 uccnegyemMbiX YCroBUW 3KCNepUMeH-
Ta okasana koHueHTpaumsa NaOH.

Takxe, npoaHanuauMpoBaB MOJSlyYeHHble 3a-
BMCMMOCTM (CM. puc. 3-5), MOXHO caenaTb Bbl-
BOZ O TOM, YTO HaubonblUee BIUSHWE HA KOMU-
yecTBO (pTOpa, nepelueallero B pacTBop, Oka-
3blBaeT BpeMS BbILLENaunBaHNUsA, OAHaKO cre-
AyeT OTMETUTb, YTO NPU NPOYMX PaBHbLIX YCro-
BUSX B crnyyae KoHueHTpauunm NaOH 3,0% npo-
[OIMKUTENbHOCTL BbILenaynBaHua Bnnana Ha
MpoLecc He CTOMNb 3HAYUTENBHO.

MNony4yeHHble pesynbTaTbl MO COAEPXaHMUIO
OCHOBHbIX KOMMOHEHTOB B (punbTpartax, nony-
YEHHbIX Nocre BblllenayvBaHus, npeacrasneHbl
B Tabn. 5.

Tabnuua 5. MapameTpbl NPOBEAEHNS IKCNEPUMEHTOB U XMMUYECKWI COCTAB PaCTBOPOB NOCIE BbILLENAYMBAHMS
Table 5. Experiment parameters and chemical composition of solutions after leaching

MapameTpbl NnpoBeaeHUs onbiTa CopepxaHue KOMNOHeHTa, rigm®
CnaoH, % Temnepatypa, °C MpoaonXutTenbHOCTb, MUH NaF Na,CO3 NazS04
25 40 30 16,17 50,88 4,26
25 60 30 17,44 54,06 4,97
25 80 30 17,85 50,88 5,68
2,0 80 30 14,49 38,16 9,23
2,0 80 60 15,96 41,34 9,94
25 80 60 18,06 53,00 4,26
25 80 90 18,48 59,36 4,26
3,0 80 60 19,53 57,24 8,52
3,0 80 90 19,74 71,02 8,52
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Takum obpasom, npoaHann3npoBas Bce Mo-
NyYEHHbIE [aHHble, MOXHO caenaTb BbIBO4 O
TOM, 4YTO Haubosiee npuemsemblMK nokasare-
NSMU npouecca BbILLENAYMBAHUS LIEHHBIX KOM-
MOHEHTOB M3 NEXANOoro wnaMa co LUaMOHaKo-
nutens Ne 2 VpkA3a sBnsTca crneayroLme:

— TemnepaTypa BbllenaynBaHua —
80°C;

— NPOAOIMKUTENBHOCTb — 60 MUH;

— KoHueHTpaumsa NaOH - 3,0%.

Takxe Obin onpegeneH XMMUYECKWA COCTaB
Keka BblllenayvMBaHus (Ha aHanua Bbin Hanpa.-
NEH KeK nocre 3KCNepuMeHTa C OnpeaeneHHbI-
MU ONTUManbHbIMKU NapameTpamu) (puc. 7).

B pesynbtate aHanu3a nonyyYyeHHbIX aHHbIX
Bbino ycTtaHoOBNEHO, YTO copepxaHune F B TBep-
AoV hase pes3ko CHM3WMocb — Ha 88,1%, 4To
SIBNSETCA 4OCTATOMHO BbLICOKMM MOKa3aTenem.
CopepxaHne Na ymeHbLumnocs B 4 pasa, a BOT
cogepxaHue Al Heckonbko yeenuyunocb. [lo
MOMYyYEHHbIM [daHHbIM BWMOHO, YTO B PacTBOp
Takke nepewnm cynbgaT-uoHbl, UX coaepxa-
HWe cHu3unock 6onee yem B 2 pasa. Takke B 2
pa3a cHu3unochb cogepxaHve Mgk.

75—

=
(==
1

onepxanne, %

~

(

i 304,
1,997 " 1612.19 1,99, ¢o 1.15
‘ L R ; 150,42
I e s ¢

3AKNKOYEHUE

ONEKTPOIMTUYECKOE MNONYyYeHNe antoMUHUA
COMpOBOXOaeTCA 3HauYnUTeNbHbIM 06beMOM 06-
pasoBaHWNSA Pa3fMYHbIX TEXHOTEHHbIX MaTepua-
nos. ExerogHo Ha WpkA3e obpasyetcsa go 9,4
ThIC. T (DTOPYrNEPOACOAEPKALLMX MaTepuasos.
K menkogpakumMoHHbIM (pTOpYriepoacoaepxa-
WwMm  oTxodam, obpasylowmmcs B npouecce
3MeKTponm3a Ha BaHHax ¢ aHogom Cogepbepra,
OTHOCATCA: Mbiflb, yNaBnvMBaemMas B 3NEKTPO-
bunbTpax, Wnam rasoouncTKM, XBOCTbl (hnoTa-
LMK YronbHOW NeHbl. [okasaHo, 4YTo U3 Tpex co-
CTaBMSALWMX LUIamMa OCHOBHAs [0S NpuxoauT-
CS Ha Nblfb 3NeKTpounbTpoB (~79,7%) n xBo-
CTbl cprioTaumu (~15,8%). Mo pesynbTatam npo-
BELEHHOr0 aHanu3a XUMMYecKoro coctaBa fle-
Xanoro Lwama MeSiKOAUCNepCHulx dTopyrne-
POACOAEPXaLLMX OTXOLOB MPOU3BOACTBA arnto-
MUHUS Ha VpkA3e yCTaHOBMEHO, YTO CaMbiM
BoraTblM N0 COCTaBy MOME3HbIX KOMMOHEHTOB
(no cymme F, Na n Al ~ 63%) aBnsetcs Lwnam
rasoounctkn. C uenblo W3BMEYEHUS U Makcu-
MasbHOro nepesoja LeHHOro ¢oTopa B pacTBOp
Oblnn NpoBefeHbl MCCNedoBaHNs Mo LLENOYHO
nepepaboTke nexanoro wnama.

~ .

F Na Al I

S102 Fe203 CaF2 MgF2 SO42-

Puc. 7. CpasHeHue xuMu4yecko2o cocmaea wiiama 0o u nocie ebiwjenaqueaHus
Fig. 7. Comparison of sludge chemical composition before and after leaching
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Ha ocHoBe npoBefeHHOro aHanusa no Bbl-
wenaymBaHnio topa #3 nexanoro Lwnama
wnamoxpanumnwa Ne 2 WpkA3a 6bino ycrta-
HOBfIEHO, YTO OMNTUMAnbHLIMKM MapameTpamm
LLIEeNOYHOro BhillenaymBaHnsa topa ABNSTCS:
Temnepatypa — 75-80°C, npogomkuTenbHOCTb
— 60 MuH, koHueHTpaums NaOH — 3,0% (npwu

MeTannyprusa n matepuanosegeHue
Metallurgy and Materials Science

cooTHoweHun X:T paBHom 10:1 n yucne obo-
poToB MeLwankum ~1005-1010 o6/muH). Cornac-
HO aHanUTUYECKUM [aHHbIM XUMWUYECKOrO CO-
CTaBa Keka BbIWEeNayYMBaHWs, COAepXaHue
(bTtopa B TBepaon (ase YMEHLLIMIIOCHL Ha
88,1%.
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