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Oc001MBOCTI TEXHOJIOTII BAKYYMTEPMI4HOI0 OTPUMAHHS JIITiI0
Volodymyr Ihnatiev, Mikola Kolbin, Artem Holovachov, Yaroslav Yaroshenko

Features of vacuum-thermal production of lithium

Mema. AHani3 npakmu4HUx ma nimepamypHux 0aHux AocnidxeHb MexHosoaii 8aKyyMmepMidyHO20 ompuMaHHs 1imito
3 lio2o okcudy.

Memoduka docnidxeHb. O6pobka nimepamypHux daHux ma rMpoeedeHHs 8/1acHUX 1abopamopHUX eKCriepuMeHmIs.
Pe3ynbmamu. BcmaHoeneHo onmumarnbHi napamempu ma po3pobrieHO MEexXHOOo2iYHy CXeMy eaKyyMmepMiyHO20
ompumaHHs nimito.

Haykoea Hosu3Ha. [JocnidxeHo KiHemuKy 8i0HO8/1eHHS OKCUOY 11imito KpeMHieM ma arntoMiHieM y 8aKyyMi.

lpakmuyHa yiHHicmb. Po3pobrieHo mMexHOoei 8aKyyMmepMiYHO20 8i0HOB/EHHS 11imito 3 lio2o okcudy 3amicmb
MpUlHAMOI MexHoo02ii enekmponisy xmnopudy imito.

B nabopamopHux ymoeax npogedeHo O0CiOXeHHS 8aKyyMmepMiyHO20 Criocoby ompuMaHHs Memasneeozo fimito, 3a-
CHOB8aHO020 Ha 8IOHOBIIEHHI OKCUOY Iimito KDEMHIEM | antoMiHieM npu HaepieaHHi y eakyymi. BukoHaHo mepmoOuHamiyd-
HuUl aHarni3 npouyecy i Uo2o KiHemuky. BcmaHoeneHo, wo 8 sikocmi 8iOHO8HUKa MOXI/IUBO 8UKOPUCMO8Yy8amu MopOUOK
75 %-8020 ¢hepocurniyito U nep8uHHO20 ma 8MOpPUHHOZ0 aloMiHito, 8 sKocmi ¢hrocy — nopowok eanHa. lNpouec 3ditic-
Hroembcs Ha bpukemosaHil wuxmi y 8akyyMHil pemopi, wo Hazpieacmbcsi 2a3oM. Cupo8UHO Ors 00epKaHHS 1imito
cryKumb OKkcud imito, KUt ompuMarome WIISIXOM MepMiyHo20 po3knady kapboHamy rimito.

[MposedeHo aHari3a mexHoMo2iYHUX CXem 8aKyyMmepMidHO20 criocoby ompuMaHHs Memarneeoz2o Jlimito Cusiko- i amwo-
momepmidHUM ripouyecom. lNoka3aHo, Wo 8iOHO8NEeHHS antoMiHieM 3abesneydye binbwy MpodykmusHicms i binbw eucoke
8UITYYEHHST JTiMIt0.

BakyymmepmiyuHe ompumaHHs nlimito Mae maki nepesasu neped eneKkmporti3oM: 8UKOPUCMAaHHS SIK CUPOB8UHU binbui
Odewesoi cnonyku nimito — okcudy Li;O y cknadi eimyusHsHUX nimiegux pyd; 6inbw 8UCOKY rMPoOyKMuU8HICMb rpouecy;
3acmocysaHHs1 Ik 8iOHO8HUKI8 ma cbritocie He OeiyumHux Mamepianie 8imyu3HIHO20 8UpPObHUUMea; 8i0CymHicmb
€KO/102i4YHUX Pobriem i3 X/T0poMm.

Knroyoei cnoea: nimitl, okcud, kapboHam, cusiikomepmisi, aroMomepmisi, mexHoo2is.

Purpose. Analysis of own and literary data on the technology of vacuum-thermal production of lithium from its salts.
Methodology. Processing of literary data and conducting own laboratory experiments.

Results. Optimal parameters have been established, and a technological scheme for vacuum-thermal production of
lithium has been developed.

Scientific novelty. The kinetics of the reduction of lithium oxide by silicon and aluminum in a vacuum has been studied.
Practical value. A technology for vacuum-thermal reduction of lithium from its salts has been developed to replace the
accepted technology of electrolysis of lithium chloride.

Research was conducted in laboratory conditions on the vacuum-thermal method of obtaining metallic lithium, based on
the reduction of lithium oxide with silicon and aluminum during heating in a vacuum. A thermodynamic analysis of the
process and its kinetics was performed. It was established that it is possible to use powder of 75% ferrosilicon and
primary and secondary aluminum as a reducing agent, and lime powder as a flux. The process is carried out on a
briquetted charge in a gas-heated vacuum retort. The raw material for obtaining lithium is lithium oxide, which is
obtained by thermal decomposition of lithium carbonate.

An analysis of the technological schemes of the vacuum-thermal method of obtaining metal lithium by the silico- and
aluminothermic process was carried out. Aluminum recovery has been shown to provide higher productivity and higher
lithium recovery.

Vacuum thermal production of lithium has the following advantages over electrolysis: the use of a cheaper lithium
compound - Li,O oxide as a raw material in domestic lithium ores; higher productivity of the process; use of non-
deficient materials of domestic production as reducing agents and fluxes; no environmental problems with chlorine.

Key words: lithium, oxide, carbonate, silicothermy, alumothermy, technology.

JIleopis i NPaKMUKg Memarypeii

Betyn. JliTin - XiMiYHWIA eneMeHT i3 cumBonom Li
Ta aToMHMM Homepom 3. Lle wm’sikmin cpibnsicto-
Oinun meTan, SKUA HaneXuTb 00 FPYNu MYXHUX Me-
Tanis. JliTin mae HarBuLLy NUTOMY TENMOEMHICTb 3
YCiX TBEpPOUX eNEeMEHTIB i € Hannerwmnm MeTanom.

JTiTin BUKOPUCTOBYETBLCA B PiI3HOMAaHITHUX cdepax
3aCTOCyBaHHS, 30Kpema B akyMynatopax, Kepamiui,
MacTuUnbHUX MaTepianax i dpapmaueBTUYHNX npena-
patax, y BUpPOOHMUTBI kepamikm Ta ckna. Okcupg i
aroMiHaT niTiio BUKOPWUCTOBYIOTb K dorrocn  Ans
3HWXKEHHA TeMnepaTypu MnaBneHHs Kepamikv i ckna.
HannowmpeHilmm BUKOPUCTaHHAM TiTi0 € akymyns-
TOpHi b6aTtapei.

BakyymTepMiyHMI crnocid oTpumaHHs MeTanis 3a-
CHOBaHO Ha peakLii BiAHOBNEHHA MeTany 3 Moro cro-
NyK iHWUMKW MeTanamu, akTUBHILLIMMMW, NpU HarpiBaH-

Hi. Y 3aranbHOMY BUMMAAi UA peakuis onucyeTbes pi-
BHSIHHAM:

MeX+Me' — Me,,, +Me'X 1)

ge - Me metan, wo sigHoBmoeTbea, Me' - metan
BIOHOBHMK, X - ioHW KuCHIO i ranoreHiB (Cl, F).

XapakTepHO 0COOMMBICTIO  BaKyyMTEPMIYHOIO
OTPYMaHHA MeTarniB € BUAiNeHHs meTany, Lo BigHO-
BMIOETLCSA, Y BUTNSAAI Napa, Y TOW Yac 9K BCi iHLI KOM-
MOHEHTU peakuii 3anvwarTbCad B KOHOEHCOBAHOMY
cTaHi. Lle no3Bonsie nerko po3ginuty NpoaykTy peak-
Uil WNaxoM BMNapOBYBaHHS i3 30HW peakLil BigHOB-
NeHoro metary i KOHAEeHcauji Moro napa B OXONO4XyY-
BaHiN 30Hi neui.
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BakyymTepmiyHuin npouec 6GyB 3anpornoHOBaHWMM
LLie B MUHYNIOMY CTORITTi i 3aCTOCOBYETLCS 3 TOrO Ya-
Cy B NpoMUCIOBOMY MacLuTabi Ans BMpoOHULTBa Ma-
rHito, KanbLito Ta iHWKX nerkmx metanis [1]. Nepesa-
raMy LbOro npouecy € npocToTa TEXHOMOrYHOI Ta
anapaTtypHoi cxeMu BUPOOHMLTBA, MOXNMBICTbL 3a-
CTOCYBaHHS AeLleBuX BUAIB CUPOBMHU Ta BiAHOBHU-
kiB. Mpouec oTpMMaHHA MeTaniB BakKyyMTEPMiYHUM
crnocobom BKIKOYAE HACTYMHi onepawii: nogpibHEHHS i
3MilLlyBaHHS CyMiLli BUXiOHOI CUPOBUHW i BiQHOBHUKA,
OpVKETYBAHHS LUNXTW, BiOQHOBINEHHSI MeTany B LUUXTI
npw HarpiBaHHi y BakyyMi B peTopTi, KOHAEHcauis na-
piB MeTany B KOHOAEHCTAOPI, KU OXONOMXKYETLCS.

MocTtaHoBKa npobnemu. MeTot LUiei poboTn €
aHarni3 NpakTYHMX OOCNigXeHb Ta niTepaTypHux aa-
HMX, WO CTOCYKTbCS BaKyyMTEPMIYHOrO npouecy
OTpUMaHHA MiTito 3 horo okcuay. lNposeneHi paHiwe
nabopaTopHi AocnimKeHHs Lboro npouecy [2, 3] no-
Kasanu, WO TepMOoAWHAMIYHO BiH MOXNMBURA, ane
anapaTtypHa TeXHOIOris cknagHa i TOMy Ha npakTuui
He 3acTocoByBarnacs.

B gaHun yac npomucnoBum cnocobom ogepkaHHs
METaneBoro nNiTito € enekTPosiTUYHUA, 3aCHOBaHWIN
Ha enekTponiTMYHOMY PO3KNnadi pPo3nsaBreHoro xro-
puay niTito [4]. B sKOCTi enekTponiTy BUKOPUCTOBYIOTb
eBTekTuYHy cymiw LIiClI — KCI (1:1) npu Temnepartypi
450-460 °C. OCHOBHi enekTpoxiMiyHi peakuii enekT-

ponisy niTito: Li* +e~ — Li, (xaton),

2ClI" —2e¢~ —Cl,_,, (avHop). EnekTponia apiiicHto-

€TbCA Y AiadparMOBOMY enekTponi3epi, B AKOMy Mno-
POXHIN LMNIHOPUYHWIA CTaneBui KaTog oToudye rpadi-
TOBUI aHofd. Pigkui niTin, WO YTBOPHOETLCA HaA KaTo-
4i, NigiMaeTbca Ha NOBEPXHIO ENEKTPONITY i HaKonu-
YyeTbCSA B YaBYHHOMY 30ipHMKY, 3Bigku Moro nepiogu-
YHO BUNYyYaOTb CITYACTUM YEPMaKoM.

MpoayKTMBHICTL enekTporisepa nNo niTiko CTaHo-
BuTb 100-200 kr/goBy, BUTpaTa eneKkTpoeHeprii Ha
enekTponia - 28 kBt-rog/kr niTito, a Buxig NiTito 3a
cTpyMmoM 85 %. EnekTponiTmyHuiA NiTin 3a3Bnyanm mic-
™Tb 97-98 % Li, 0,8-1 % Na, 0,2-0,3 % K.

EneKTponiTuyHnin cnocid oTpMMaHHs niTito BUMa-
rae 3acToCyBaHHA K BUXiAHOI CUPOBUHU HaNMOOPOX-
Yoi coni NiTito - Noro xnopuay; ay>xe BUCOKOI NUTOMOT
BUTPATK enekTpoeHeprii Ha enekTponis. OTpumaHuin
mMeTan 3abpygHeHun gomilikamu i noTpebye gopart-
KOBOro padpiHyBaHHsi. TOMy OCTaHHIM Yacom € rnepc-
MEKTUBHUM iHLWKWIA cnocib BMPOBHUUTBA MeTaneBoro
NiTit0 - BaKyyMTEPMIYHUI.

Llen meton pocnigxyBasca B nabopatopii kade-
apw enektpometanyprii HMeTAY (HuHi YOYHT). Oc-
HOBHi pe3ynbTaTu Uux AochigkKeHb BUKMageHo y Uin
cTaTTi.

CupoBuMHa gnsa oTpMMaHHA niTito. Y npupoai ni-
Tii KOHLLEHTPYETLCH B NErmMaTtuToBMX pyaax, Lo Mic-
TATb MiHepanu niTito (cnogymeH, Nenigonit, netanit
Ta iH.) i iX BngobyBaloTb y pyaHuKkax i waxTtax. Hanbi-
nblle NMPOMUCIIOBE 3HAYEHHS Mae MiHepan «crnoay-
MeH» - anomocunikat niTiko 3 ¢opMyno
Li2O-Al2034SiO2 abo (LiAI[Si20¢]). CnogymeHoBi py-
an mictatb oo 1-2 % Li2O i notpebytoTb 36araveHHs.
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Ons 36arayeHHs cnogyMeHOBMX pyn 3aCTOCOBYHOTb
TpU npouecu: TepMidHWIA (gekpunTadito), drnoTauito
Ta rpasiTauito y BaxKMx cycneHsisx [7]. OTpumaHui
KOHUEHTpaT MicTuTb 0o 7% Li2O i nigoaetbca ximiko-
mMeTanypriviHii obpobui 3 MeTol nepeBefeHHs MiTito
3 MiHepany crnogyMmeHy B XfopuA MiTito KUCIOTHUM
cnocobom. Llen cnoci6 3acHoBaHO Ha pO3KMNafaHHi
KOHLEHTpaTy MiTit0 CipyaHOK KUCMNOTOK 3 OTpUMaH-
HAM B po3uuHi cynbdaTty Li2SO4 i noganswmm oca-
OXeHHAM kapboHaty Li2COs 3a Aonomorow coaw.
KapboHaT niTito € BUXigHMM MaTepianom ans oTpu-
maHHst xnopuay LiCl npu obpobui consiHol Kucro-
Toto. [NoTiM 3 xnopuay enekTponizoMm OAepPXKyTb Me-
Tanesun NiTin.

3a posBigaHMMK 3anacamu pyg niTio — YkpaiHa
3anmae 3-e micue B €Bponi. [MpoMncnoBe 3Ha4YeHHs
MatoTb NerMaTuToBI yKpaiHCbKi pyan LLleByeHkiBCbKO-
ro Ta [NonoxiBcbKoro poAoBwuLL, L0 MICTSATb Y cepefn-
Hbomy 1,1-1,5 % Li. BugobyTok pya uux poaosuLy Lie
He po3noyaTo, ane BOHM MakTb CTpaTteriyHe 3Ha4eH-
HS Ans ManbyTHIX NignpuemcTB MiTiEBOI NPOMMCHO-
BOCTi YKpaiHu.

EnekTponiTnyHnin cnocié oTpuMMaHHA niTito, Lo
3aCTOCOBYIOTbCS Y CBIiTOBIM MpakTuLi, Mae Cepro3Hi
He[oMiKW, TONTOBHUM 3 SIKUX € BUKOPUCTaHHSA B SIKOCTI
BMXiOHOI CMPOBMHW OOpPOroro xmopugdy nitito. 3 eko-
HOMIYHOT TOYKM 30pY OOUISNIbHUM € BUKOPUCTAHHS OS1s
OTPMMaHHSA MeTaneBoro MiTilo crneuianbHO OAEpXy-
BaHOro 3'€¢4HaHHA LbOro MeTtany, OEeLUeBLIOro, Hix
xnopua. Takowo crnonyko € okewa niTito L0, wo
OTPUMYETBLCH LUMSAXOM TEPMIYHOro po3knagy kapbo-
HaTy niTito Li2COs. Okewa niTito nnaeutbes npu 1700
°C i BunapoByeTbCs npy TemnepaTypi Buwle 1000 °C,
Moro WinbHicTb aopisHioe 2,01 r/cms3,

TepmiyHe pos3knagaHHs (gucouiauis) kapOoHaty
NiTit0 ONUCYETLCA peakuieto:

Li,CO, — Li,0+CO, T @

Ller npouec novmMHaeTbca Ha NosiTpi (Npyn 1 aTm)
npu 600 °C i 3akiH4yeTbea npu 850 °C. Y Bakyymi (He
Ginbwe 1 Mm pT. cT.) Ancouiadis Li2COs 3aiNCHIOETb-
cs wBuawe i 3a Ginblw HU3BbKMX TemnepaTyp. Posn-
naBneHHsi kapboHaty (npu 782 ‘C) ycknagHwoe Buaj-
neHHs Byrnekucnoro rasy. LWo6 3anobirtu nnasnex-
HIO kKapboHaTy 40 HbOro AOAAlTb BanHO B MOMSPHO-
My cnisgigHowweHHi Li2COs/Ca0 = 1:1. [NpucyTHICTb y
cymiwi 3 kapboHatom cdntocie CaO, Al2Osz, SiOz iHTe-
HCcUdiKye npouec posknagy kapboHaty. Hawbinbia
LWBMAKICTb po3knagy B npucyTHocTi SiO2 cnocTepira-
eTbest npu 780-800 °C, 3 Li2CO3/SiO2= 2,0, y npucyT-
HocTi Al203 - npu 900 °C, 3 Li2COs/Al203 = 1,0, y npw-
cyTHocTi Al203 ancouiauia kapboHaTty nae 3 MEHLLOH
LLUBUAKICTIO, HiX 3a HasiBHOCTI SiO>.

BakyymTepmMiyHMM MeToAoM NiTi MOXHa oTpuma-
TW He TiNbKN 3 oKeuagy (Li2O), ane i 3 antomiHary
(Li2zOAl203).

Teopia Ta TexHosoria BaKyyMTepMi4yHOro
oTpuUMaHHA niTito. BakyymtepMmiyHui npouec mae
OBa pi3HOBUAMN: CUMIKO- i antoMiHOTEepMiYHUIA. B cuni-
KOTEPMIYHOMY MNPOLECI BiAHOBHUKOM CIYXWUTb KPEM-
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Hin (3a3Buyan y Burnagi 75 %-soro dpepocunidito), B
arntoMiHOTEPMIYHOMY - arnoMiHIEBMI MOPOLLOK (BTO-
PUHHMI ab0 eneKTPONITUYHUR).

BigHOBRNEHHs1 BUXigHOI cnonykx (ans nitito Le ok-
cua Li20O) kpeMHiem abo antoMiHieM TepMoguHaMidHe

4Li,0 +Si—6Li, +Li,SiO,

4Li,0 + 2Al - 6Li, + Li,Al,O,

JIleopis i NPaKMUKg Memarypeii

MOXITMBE NMPU HOPMarnbHOMY TUCKY B 06nacTi BUCOKMX
Temnepatyp. MNpu ubomy yactnHa okcvay LizO 3B'a-
3YETHCS B CUMIKaT Ta antoMiHaT 3a peakuisgmu:

3)

(4)

o6 3HM3nTK BTpaTK MNiTilo y BUrNSAI cunikaTy Ta antoMiHaTy B LUMXTY A0AAK0Tb BarHO, siKe 3B'A3y€ OKCUAM

SiO, i Al,O; y kanbuiesui cunikar i antomiHaT, BUTICHSIOYN MPK LbOMY NiTiil 38 peakuismu:

Li,SiO, + Si+4Ca0 — 2Li, +2Ca,Si0,

()

3Li,AlLO, +2Al +5Ca0 — 6Li_ +5Ca0-3Al,0, + Al,O, ®)

Lli eHooTepmiyHi peakuii 060poTHi i npn atMocde-
PHOMY TWCKYy MpOTiKaloTb BNpaBO Npu TemnepaTypi
BULLE 3a TemnepaTtypy kuniHHs miTito (1370 °C). Op-
Hak y Bakyymi < 0,1 MM pT. CT. yTBOPEHHS nNiTit0 Bia-
byBaeTbes Bxe Hpkde 1000 °C. MpUCYTHICTb Y LUKNXTI
BarnHa CNpusie 3HWKEHHIO TemnepaTypyu YTBOPEHHS
NiTitO 32 paxyHOK LWNaKy 3 opTocunikaTy KanbLito i ka-
NbLIEBOroO antomiHaTy.

3HWKeHHs1 TemnepaTtyp peakui (5) Ta (6) 3ane-
XUTb Bif, 3aNM1LLIKOBOro TUCKY B CUCTEMI Ta Big cknagy
wnaky. MNpu ubOMy KOHCTaHTa piBHOBarn peakuii Big-
HOBMEHHS BM3HAYaETbCA NuLe TUCKOM napy iTito.
Mpw H. y. NiTiN Mae BIGHOCHO HEBENWKY NETKICTb, Npu

3(Li,0 Al,O,) + 2Al - 6Li +4Al,0,

Lis peakuis He BMMarae BBejeHHS B LUMXTY BanHa,
Wwo 3abesneyye OTPMMaHHA MiTi0 BUCOKOI YMCTOTW.
PiBHOBaxHMI TUCK Napa niTito Ans uiei peakuii cTa-
HoBUTb 100 MM. pT. cT. npu 1100 °C. MpakTn4Ho Big-
HOBMEHHS antoMiHieM MoXHa 3iicHATY npu 1250 ‘Ci
3anuwikoBomy Tucky 0,5 Mm pT. CT.

Hocsig, HakonuyeHuin B MeTanyprii MarHito Ta Ka-
NbLil0 Nokasas, Lo TEXHOMOoriYHa cxema BakyymTep-
MiYHOro npoLecy BKNOYaE HaCTYMNHI onepadii: noapi-
OHEHHS1 KOMMOHEHTIB LWMXTWN (OKCUA, BiOHOBHWK, Bam-
HO); MIAroToBKa LUMXTW Ta ii OpWKeTyBaHHs; BiOHOB-
NEeHHs MeTany y BakyyMHUX peTopTax; KoHAeHcaLlis
napa meTany B 30Hi OXONOKEHHA peTopTH; paddiHy-
BaHHA MeTany Ta Woro nepensias Ha 3nvBkW. Bci ui
onepauii HeobxigHi i AnNs BakyymMTepMiyHOro ogep-
YKaHHSA NiTito.

OCHOBHMM arperatoM BakyyMTEPMIYHOIo npolecy
€ ropusoHTanbHa BakyymMHa peTopTHa Mid, onantoBa-
Ha rasom. Y peTopTHii nedi B OOUH psig BCTAHOBIIO-
I0Tb AECATKM PETOPT.

PeTopTn BUroToBRAOTLCA 3 XKAPOCTIMKOI cTani i
BOHW CKNagarTbCA 3 4BOX YAaCTUH: OCHOBHA 4acTuHa,
B SKi BiabyBaeTbCA BiQHOBMNEHHS (peakuiiHa 30Ha),
3HaxXoaUTbCA BCepeauHi nedi i € nutoo Tpybor 3
npuBapeHumMm gHuwiem. o iHWoro KiHua npuBapeHa
BOJOOXOSOQKYBaHa royioBka peTopT (30Ha KOHAOEH-

HarpiBaHHi go 1000 °C - 40 mm pT. cT., go 1200 °C -

200 MM pT. cT. Y Bakyymi (< 0,04 MM pT. cT.) niTii no-
YynmHae BMnaposyBaTuch npu 600 °C.

[aHi npo piBHOBaxKHY NPYXHICTb Napa niTito noka-
3yl0Tb WO BigHOBNEHHs okcuay Li2O TepmognHamiy-
He moxnvee npu 1100-1150 °C. [Ons AOCArHEHHs
NPUAHATHOI LUBMAKOCTI peakuil 3anuliKoBUA TUCK B
cucteMi Mae ByTu HUK4Ye piBHOBaXHOro. Mpu 3anuLu-
KoBOMY TUCKy MeHwe 0,1 MM pT. CT. cunikoTepMivyHe
BioHoBneHHs Li>O 3gincHioeTbes npu 1200 °C.

JIiTin MOXXHa OTpMMaTK BiAHOBMEHHAM antoMiHaTy
MOPOLLKOM artoMiHilo 3a peakuieto:

@)

cauii). XonogHui KiHeub peTopTW 3aKkpyBaeTbCH rep-
METUYHO KPWLLKO, Ska AO03BONSE NPOBOAMTU 3aBaH-
TaXEHHs LWMXTU i BUTAryBaTU KOHAEHcaT MeTany.
Metan ocigae Ha cTiHkax KoHAeHcaTopa Yy BUrnsfi
winsHoro ocagy kpuctanis. Llen ocag nepennasns-
I0Tb Ha 3NMBKW. HeponikoM npouecy € noro nepioau-
YHICTb | NOPIBHAHO HEBENWKa NPOAYKTUBHICTb.

MeToauka pocnipgxeHHsA. [ns BM3HA4eHHs1 on-
TUMarbHUX napamMeTpiB BaKyyMTEPMIYHOrO BiOHOB-
NEeHHA oKcuAay NiTiko KPEMHIEM i antoMiHieEM BUKOpUC-
ToByBany nabopaTopHi 4OCMiAM Ha yCTaHOBL, cxema
AKOI nMpegcTaBneHa Ha puc. 1. YcraHoBka siBRsie€ co-
0ol BaKyymMHy peTopTy, WO ObirpiBaeTbCA rasoBuM
nansHWKOM. £K BUXiOHY CUPOBUHY 3acTOCOBYBanu

oKcupa i antomiHaT KpyrHicTio < 1 mm. BigHOBHMKaMW
crnyxunu nopouwkosi depocunigin mapkn ®C75 Ta
antoMiHieBmii nopoluok mapku MAI-1 3 poamipom Ya-

CTUHOK = 1 MM. B sikoCTi briocy BUKOPUCTOBYBany
nopowkose BanHo. CniBBIAHOWEHHA KOMMOHEHTIB
LUMXTM BUOUpanu 3rigHo 3 CcTexioMeTpieto peakuii Bia-
HOBINeHHs. MNMepea gocnigoM cyMmill KOMNOHEHTIB Opu-
KeTyBanu y BarnikoBoMy npeci 6e3 3B’a3ytouoro. bpu-
KeTn umniHgpumyHoi dopmmn manm macy 250-300 r.
HaBaxka wunxtn 3 GpukeTiB cknagana 3,5-5 kr. lNMa-
pameTpu BakKyymMTepMi4HOro npoLecy BapiloBanu B
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jocrnigax y Takmx Mexax: TemnepaTtypa HarpiBaHHS
peTtopT 900-1300 °C, 3anuLIKOBWUIA TUCK B PETOpPTI
0,01-1 mMm pT. CT., TPMBanICTb i30TEPMIYHOI BUTPUMKMN
wmnxtn B petopti 1-3 rog. MNoBHOTY npouecy BigHOB-
NeHHs NiTito (BMXi4 MeTaneBoro niTilo) BU3Havanm 3a

oo %% ¢ ISSN 1028-2335 Ne2, 2023

Macol Ta XiMiY4HUM CKNagoM NpoayKTy, OTPUMaHoro
B peTopTi. TpmBanicTb i NPOAYKTMBHICTbL NpoLecy Bu-
3HayanM 3a MakCMMaslbHOK Macol OfepXKyBaHOro
NiTit0 B KOHAEHCATOPI.

!

" Iositpa
Taz

PucyHok 1. Cxema nabopamopHoi ycmaHoeKu 0511 00epKaHHS [imito 8aKyyMmepMidHUM Crioco60Mm.
1 — mepmonapa; 2 — HazgpieasibHa ni4y; 3 — 2a308ull NasbHUK;
4 - pemopma 3 xapocmilikoi cmani; 5 — 6pukemosaHa wuxma; 6 — 3Mitlo8UK 800STHO20 OXOTOOKEHHS; 7 —

KoHOeHcamop; 8 —

02/151008€ BIiKHO;

9 — nampy6ok 0nsi NpueGHaHHS 8aKyyMMempy;
10 — mexaHiYHUl 8aKyyMHUU Hacoc.

Pesynbtatn pocnigxeHHA. [lepeq OCHOBHOMO
Nporpamoro AOCHiMKEHb, MPUCBAYEHNX BaKyyMTEpMi-
YHOMY BiQHOBIEHHIO OKCMAy NiTito, OynM npoBepeHi
nonepegHi OOCHIMKEHHA WOA0 BiGQHOBIEHHSA iHLUNX
conew niTito (xnopuay i dptopmay). BctaHoBneHo, wo
BigHoBneHHs xnopuay LiCl kpemHiem Ta antomiHiem
NPaKTUYHO HEMOXIMBE Yepe3 BENMKY NeTy4iCTb XIo-

ALiF +3Ca0 + Si = 4Li + 2CaF, + Ca0- SiO,

6LiF +4Ca0+ 2Al =6Li+3CaF, + Ca0- Al,0,

BanHo gopaBanu B wmnxTy, Wwob 3B's3atn gTop y
cnonyky Cani MepeLUKOOUTM YTBOPEHHIO NETHOYMX

dTopm Ais SiF4 i AlFs. BigHoBneHHs LiF kpemHiem npu
1100 °C i sanuwkoBoMy TUCKy 1 MM pT. CT. 3abesne-
4nnNo BUMyYeHHs niTio nuwe Ha 25%. MNpu BigHOB-
neHHi LiF antomiHiem 3a TMX caMmyvx YMOB BUITyYEHHS
niTito 3pocno go 45-50 %. B 0box Bunagkax KOHOEH-
cat nitito 6yno 3abpygHeHo cinmio, Wo He npopeary-
Bana. Bpaxoytoun Bucoky Baptictb LiCl i LiF ix He

puagy Ta netydux cnonyk SiCls i AlFs. ®Topug niTito
LiF Mae MeHWy neTyJiCTb, HiXX Xxnopug, i BUNy4YeHHs
nitito He nepesuwwye 50 %.

BigHoBneHHs LiF npoBogunu y npucyTHOCTI BanHa
3a peakuiamu:

©)

9)

MOXHa pPEeKOMeHAyBaTu SIK CUPOBUHY NpU BakyymTe-
PMIYHOMY OflepXKaHHI NiTito.

OcHoBHa nporpama AocrifKeHb BKovana nabo-
paTopHi gocnigu LWoao BiAHOBNEHHA oKcuay niTito
KPEMHiEM Ta anoMiHieM BaKyyMTepMiYHUM Croco-
6om. [OpiBHAHHA MOKa3HMKIB BakyyMTEPMIYHOro Ta
€reKTPOoriTUYHOro oAepXaHHSA MiTiio NpeAcTaBneHo B
Tabn. 1.

Tabnuus 1. NopieHAAHHS MEeXHOMo2I4HUX MOKa3HUKIe eaKyyMmepMidHO20 ma enekmpornimu4yHo2o ompu-

MaHHs1 Memareso20 J1imito

MapameTpu Ta nokasHu- | BakyymTepmidHMIM npouec

EnekTponituiuHmin  npo-

Ky npouecy CunikoTepMivHWI

AntoMiHOTEPMIYHUI uec

MouaTkoBa CMPOBUHA o .
Okewg nitito - Li,O

Li,Oy

Okcnmpg niTito -

: i Xnopwug nitito - LiCl
cknagi anomiHaty

BigHoBHUK depocuniuin i 000, AV
(75% Si) Al - nopoLuok (98-99% Al) | MNocTinHni cTpym
Tun nevi BakyymHa peTopTHa BakyymHa peTopTHa Enektponisep

[xepeno Tenna

["a3oBa ropinka

[a3oBa ropinka

[xoynese Tenno

KoMNoHeHTn wnxtn Ta

Li,O +Si+Ca0 =1:1:4

Li,0-ALO, + Al =3:4

LiICIH+KCI = 1:1
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X CNiBBigHOLIEHHS
Bug wmnxtn BpukeTtun BpukeTtun MopoLuok
Temnepatypa, 'C 1200 1100 400-460
3anuwKoBni TUCK , MM <o1 0105 760
pT. CT. '
Tpueanictb npouecy, | , o 1-2 6
rogvHa
BunyyeHnns niTito, % 88-90 92-94 85
Bwmict gomiwok, % < 0,01 Si, Ca <0,04 Al, Si 0,8-1 Na, 0,2-0,3 K
MpoayKTMBHICTL npoue- 6.0 71 4.2
cy, kr/rog

3 paHux Tabn. 1 BMXOAUTb, LWLO CUIIKOTEPMIYHUN
npoLec MnOpiBHAHO 3 arntoMiHOTEPMIYHUM BUMarae
Ginblw BUcoKy Temnepatypy (Ha 100 °C Ginblue) i
MEHLUMIN 3anuwiKkoBun TucK (He OBinbwe 0,1 mMm pT.
ct.). OgHak anoMiHOTEpMiYHUI npouec 3abesnedyye
MEHLLY Tp1BanicTb NpoLecy, BULLE BUNYYEHHS NITitO i
BULLYY NPOAYKTUBHICTb.

Y NOPIBHSAHHI 3 eNeKTPOniTUYHMM CnocoboM Baky-
YMTEPMIYHNA NPOLEC BiAPI3HAETLCS AELUEBLLOK CU-
POBUWHO, BiNbLIMM BUIYYEHHSIM TiTito, Binbl BUCO-
KO NPOAYKTUBHICTIO.

OTpumaHi pesynbTaT gaTb 3mory obrpyHToBa-
HO 3pobuTun BUGIp TexHonorii BUpOOGHMLTBA NiTito Ans
ManbyTHIX NiGNPUEMCTB MiTiEBOI MPOMUCIOBOCTI YK-
paiHn. BakyymTepmiyHe OTpuMMaHHA niTilo Mae Taki
nepesaru nepep enekrponiaom:

BMKOPUCTaHHSA SK CUPOBWMHWU OELleBOi CMonykn ri-
Tito - okenay Li2O y cknagi BITYN3HAHUX NITIEBUX pyL;

OinbLU BUCOKA NPOAYKTUBHICTb MPOLIECY;

3aCTOCYBaHHS SIK BiGHOBHMKIB Ta dontociB HE AOpPO-
rx maTtepianiB BiTYN3HSAHOrO BUPOOHNLITBA;

BiACYTHICTb €KONMOriYHNX Npobnem i3 Xriopom.

PacpiHyBaHHA BakyyMTepMIYHOro niTito MOXIuBe
LUASAXOM AUCTURALIT y BakyyMi. OnctunauiviHi yctaHo-
BKM BUrOTOBMSAIOTL i3 MeTanis, siki He B3aeMogiloTh i3
niTiem (3aniso, TMTaH, MonibaeH).

CnoyaTky npu 450 ‘C BigraHsoTb OOMILLKN KpeMm-
Hito, KanbLito, kanito Ta HaTpito. MoTiMm npu 650-800 °C
BigraHsATb NiTiK nig Tuckom = 10 mMm pT. cT. MNpK
oxonopkeHHi napy nitito go 300-420 °C B KoHAeHcAT
nepexoautb 85-90 % niTito, BMICT AOMILLIOK B HEOMY
He nepesuLLye 102 %.

BucHoBKuU:

JliTin — nerkuin pigkicHU KONbOPOBMIA MeTars, Lo
BMKOPUCTOBYETLCS B [aHWA 4Yac Ans BUPOOHWMLTBA

IOHHUX NITIEBUX aKyMymnATOpIB Ans KOMM'IOTEPHOI Te-
XHikM Ta TaroBux 6atapen Ana enekTpoTpaHcnopTy, Yy
BMPOBHULITBI Kepamiku Ta ckna.

3a posBigaHuMm 3anacamu niTiEBUX pya YkpaiHa
nocigae 3-€ micue B €poni — 0,5 — 5 MIH. TOHH.

Y CBITOBIN NpakTULi MeTaneBuin NiTin OTPUMYIOTb
erneKkTponisom posnnaeneHoro xnopuay nitito LiCl —
HangopoX4oi coni niTito. [Jo Toro X gyxe BMcoka nu-
TOMa BUTpaTa enekTpOeHeprii Ha enekTponis, a me-
Tan, Wo oTpuMyIoTb, NOTpebye aogaTkoBoro padiHy-
BaHHA.

MpocTiwnm i gewesum cnocobom OTPUMaHHSA Me-
Tanesoro MiTit0 € BaKyyMTEPMIYHUIA, 3aCHOBaHWU Ha
BIOHOBMEHHI oKcuAdy niTil0 KPeMHiEM Ta antoMiHieM
MpW HarpiBaHHi y Bakyymi. Sk BiQHOBHWK BMKOPUCTO-
BYIOTb nogapibHeHnn 75% depocuniuiv i nopoLiok ne-
PBUHHOIO Ta BTOPUHHOIO antoMmiHito. CMpoBuHOO Ans
OLEPXKaHHA NITil0 CRYXWUTb OKCKA NiTito, WO OTPUMY-
IOTb LUMISIXOM TEpPMiYHOro posknagy kapboHaTty niTito
Li2COs. Ak dntoc 3acTocoBytOTb MOPOLLUOK BanHa.
Mpouec 3aiicHIoTb Ha OPUKETOBAHIN LWKXTI y BaKy-
YMHI peTopTi, WO HarpiBaeTbCs rasom.

Y nabopaTopHMX yMOBax NpoBeAeHO NOPIBHANbHE
DOCNIHKEHHS BIAHOBNEHHSA OKCUay MiTilo KpeMHIEM Ta
antoMiHieM BakKyymTepMiyHUM MeTogom. BctaHosne-
HO, LLO BiOHOBIEHHSI KPEMHIEM MOPIBHAHO 3 antoMiHi-
€M BuMmarae Bully Temnepatypy (1200 °C ) i MeHLuiA
3anuMwKkoBun TUCK (He Binbwe 0,1 mm pT. cT.). OgHak
antoMmiHin 3abesnevye MeHLWy TpuBanicTb BigHOBMEH-
Hs1, BiNbLUY NPOAYKTMBHICTD i BinbLl YNCTUI MeTan.

OTpvMaHi gaHi 34e6inbLIoro y3rompkyoTbes 3 pe-
3ynbTatamu nitepaTypHuUX OOCRiMKeHb Ta LO3BOMS-
I0Tb 3pOOMTUN OBr'pyHTOBaHWIA BMOIp TEXHOMOTII BUPO-
OHMUTBa niTit0 AN ManbyTHIX MigNpUMeEMCTB NiTieBOl
NPOMMUCNOBOCTI YKpaiHu.
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