PACILJIABBI 2020, Ne 2, c. 155—-165

YIIK 546.62:546.831.4:546.05

HOBBI CITOCOB CUHTE3A JIUTATYP Al—Sc
B OKCUJHO-®TOPUIHDBIX 1 ®TOPUIAHDBIX PACIIJIABAX

©2020r. A.IO. Hukonaes®” *, A. B. Cysnambues?, I0. I1. 3aiikos® *

 Unemumym evicoxomemnepamyphoii snexmpoxumuu YpO PAH, Examepuntype, Poccus
b Ypanvcruit pedepanvhbiii ynusepcumem, Examepunbype, Poccus
*e-mail: suzdaltsev_av@mail.ru

[Moctymmia B pegakuuio 12.05.2019 r.
IMocne nopabotku 21.05.2019 r.
IMpunsTa k myGmrkamvu 19.06.2019 r.

MeTonoM BOJIbTAMIIEPOMETPUM H3yYeHa KMHETHMKA 3JICKTPOBBIAEICHUS] ATIOMUHUSI U
CKaHIUsl U3 (TOPUAHBIX U OKCUIHO-(PTOPUIHBIX paciuiaBoB. OrpeaesieHbl MapaMeTpbl
(06J1aCTh NOTEHILIMAJIOB, TOKW) BJIEKTPOBBIIEICHUS AJIIOMUHUS U CKAHIUS U3 (DTOPUIHBIX
pacriaBoB ¢ fo6aBkamu Al,O3, Sc,03, AlF5 u ScF3 B nnanasone temmnepatyp 750—800°C.
INpemioxxeH HOBBIN TTOAXOM IS TIPOU3BONCTBA OOraThIX IO cKaHauio juratyp Al—Sc,
BKJIIOYAIOIIMI 3JIEKTPOOCAKACHNE AIIOMUHUS U CKAHIMsI Ha TBEPAOM KaTole MpH DJIeK-
Tposin3e MTOPUAHBIX U OKCUAHO-(DTOPUIHBIX PACIUIABOB U TOCJEIyIOllee pacTBOPEHUE
MOJYYEHHOTO KaTOJAHOTO OCalKa B XXHUIKOM aTioMUHUU. Ha ocCHOBaHUU 3JIEKTpOXUMMYE-
CKMX M3MEPEeHUI BbIOpaHbl MapaMeTphbl JIEKTPOJIM3a U MPOBEIEHbBI DJIEKTPOIU3HbIE UC-
MbITAHUSL 1O ToyuyeHUIo auratyp Al—Sc. OnpeneieHbl KaTOAHbIE BbIXOAA MO TOKY MpPU
COBMECTHOM 3JIEKTPOOCAXKIECHNY aIIOMUHUS U CKAHAWSI U U3ydeHa MUKPOCTPYKTYpa Io-
JydaeMbIx Turatyp Al—Sc.
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BBEAEHUE

B HacTost11iee BpeMst 3HaUMTeJIbHOC BHUMaHME YIEJISIeTCS TIPOU3BOACTBY JIMTATyp JJIsI MO~
JIyYEHMUS CTIaBOB U KOMITO3UIIMOHHBIX MaTepHUaioB Ha OCHOBe ajitoMuHus [1—3]. binarona-
sl YHUKAJIBHOMY COYETaHUIO (DU3UKO-MEXaHUIeCKUX CBOMCTB, OMHUM U3 MEPCIIEKTUBHBIX
MPOAYKTOB C TOYKU 3PCHMS MIPOMU3BOMICTBA CILIABOB SBJISIOTCS JUratypbl Al—Sc [4—7], mist
MTPOU3BOJICTBA KOTOPHIX pa3paboTaHbl CMIOCOOBI IIPSIMOTO CIUIABJICHUST METAJJIOB, aTIOMUHO-
TEPMUYECKOTO WU DJIEKTPOJUTUYECKOTO BOCCTAHOBJIEHUSI COJIEl WJIM OKCUIA CKaHIWs B
pacruiaBax [7—12]. HecMoTps1 Ha OTHOCUTEIBHO BBICOKOE M3BJIEYEHUE CKAHAUS B aJllOMU-
HUI yKa3aHHBIMU CIIOCO0AaMU, TMOUCK aJIbTEPHATHUBHBIX MTOJIXO0B TIPU TTOJIYYSHU U JINTATYD
Al—Sc ocTaeTcst akTyaIbHEIM.

JIist ynydieHUsT TEXHOJIOTMYHOCTU MPOLIeCCa U TMOBBILLICHUST U3BJICYEHUSI CKAaHIUS U3 €ro
COJIeii MM OKCHUIA IIpU MPOU3BOACTBE JIUTaTyp Al—Sc TipemiaraeTcst HOBBI TOAXO, BKITIO-
YA COBMECTHOE 3JIEKTPOOCAXKICHUE aTIOMUHMS M CKaHIMSI Ha TBEPAOM KaToJle U3 Ta-
JIOTEHUIHBIX U OKCUIHO-TAJIOTEeHUIHBIX PACILIABOB C TTOCIEAYIONINM PACTBOPEHUEM KaTOI-
HOTO OcalKa B XUIKOM aJlIOMMHMU. Takoi MOAXoJd MOXET 00ecTieunThb MojydeHue Goiee
6oraThIX MO CKAaHIMIO JINTAaTyp C BO3MOXHOCTBIO TIPUMEHEHUsI paHee pa3paboTaHHBIX
3 HeKTUBHBIX KOHCTPYKLIMI 3JeKTPOIM3epoB. J1JIsi OCyIEeCTBICHUS TIpeajiaracMoro Imoji-
X0J1a HEOOXOIMMBbI TaHHbIE MO KMHETUKE COBMECTHOTO 3JICKTPOBBIEICHUS YKa3aHHBIX Me-
TaJIJIOB U3 pacruiaBoB. B iuTeparype nmpeuMyiiecTBEHHO MPeACTaBICHbI pe3yJibTaThl U3yuye-
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HUSI 3JICKTPOBBIACICHUS JIMOO CKaHIMSI, JIMOO aJIIOMUHUS U3 raJJOTeHUIHBIX PACIJIaBOB Ha
pPa3IUYHBIX KAaTOAHBIX MaTepuaiax [13—19].

B naHHoOI1 paboTe METOIOM BOJBTAMIIEPOMETPUHN M3yUYeHA KUHETUKA JIEKTPOBBIIEICHUS
aJIIOMUHUS U CKaHIUS U3 GTOPUAHBIX U OKCUITHO-(GTOPUIHBIX pACcTUIaBOB B 00JIACTH TEMIIe-
patyp 750—800°C. s uccnenosanuii Beiopansl pacruiaBel KF—AIF;, LiF—NaF u LiF—CaF,
¢ nobaBkamu ScF; u Sc,05. [TosyyeHHbIE pe3ybTaThl UCIIOIb30BaHbl B 3JIEKTPOJIMU3HBIX UC-
MBITAHUSIX C LIEJIBIO TTOYYEHMST CKaHANM-COAePKAIINX JIUTATyp U CIJTABOB Ha OCHOBE aJlio-
MWHUSI.

OKCINEPUMEHTAJIbBHAA YACTb

ITlpucomosaenue pacnaasos. PacruiaBbl 111 MPOBENEHUS W3MEPEHUN TOTOBUIU ITyTeM
cruiaBieHus uHauBuayaieHbix propunos LiF, NaF, CaF,, AlF; u KF (OAO “BekTton”,
Poccust). Be3BomHEbI (hropmna Kajnus MoIydaiu ImyTeM TepMudeckoro pasinoxenus KF - HF
MpM TT03TanmHOM HarpeBaHuu coiu no 900°C. TIpuroTtoBiieHHBIE pacIiaBbl MOABEPTaIN
OYMCTHOMY 3JIEKTPOJIN3Y B TeUeHHUe 2 4 IpHU IToTeHImane rpacdpuroBoro karona 0.2 B orHo-
CUTEJILHO IMOTEeHIIMAaJIa alloMUH1eBoro ayiekTpozaa [20]. Ilo naHHBIM aHaIM3aTOpa KUCIOPO-
na (LECO Corp, CIIIA) koHLIEHTpalMsl KMCJIOpOoia B MIPUTOTOBJIGHHBIX pacrjiaBaxX He Ipe-
Bormana 0.1 mac. % (B nepecuere Ha Al,O3). B monyueHHBII pacruiaB 106aBIIsIIN HEOOXOI -
Moe kosmuectBo ScF; nnu Sc,03 (OO0 “UnHrepmuxkc-Mer”, Poccust). Macca pacruiasa B
staeiike cocrasisiia 200 T.

Inekmpoxumuueckue uzmepeHus. DIEKTPOXUMUYECKUE U3MEPEHUST MPOBOAWIU B TPEX-
3JIEKTPOJHOI siueiike B aTMocdepe Bo3ayxa B MHTepBaie teMmneparyp 750—800°C. Konreii-
Hep VIS pacIulaBa, M3TOTOBJICHHBINM M3 rpadura mapku MIII-8, omHOBpeMEHHO CITyXKWJT
BCIIOMOTATeJIbHBIM 3JIEKTpOnOM. B KauecTBe pabounx 3J€KTPOIOB UCIIONb30BAIN CTEPXKHU
n3 crekioyriepona CY-2000 u Bonbdpama nuamerpom 2 Mm. [loreHuman padbodero anek-
TpoJa U3MePsUIM OTHOCUTEJILHO MOTEHLIMaja aJloMUHUeBoro snekrpoaa [20]. Boabrammne-
porpammbl nosnydyanu mipu nomomin PGSTAT AutoLab 320N u ITO NOVA 1.11 (The
MetrOhm, Hunepnannst). st onpenesieHUsI 1 KOMIIEHCAIIMM OMUYECKOI COCTaBJISIONICH
M3MEPUTEILHOM 1LIeTI UCIOIb30Bau Ipolienypy “I-Interrupt”. Temmepatypy paciuiaBa u3-
Mepsin Tepmomnapoii Pt/PtRh u nmomnepkuBanu mocrossHHO#R (£2°C) ¢ MOMOIIBIO TEPMO-
napHoro moayiss USB-TCO1 (National Instruments, CLLA).

Dnexmponusnsie uchbimanus. DNEKTPOIU3HbBIE UCITBITAHUS TIPOBOAMIN B 1aOOpaTOPHOM
aJIeKTpoJm3epe Ha cray Toka 1o 20 A ¢ pacmiaBoM maccoit 500—520 r. DiaekTpoau3sep mpe-
CTaBJIsLT COOO0IT KOPYHIOBBII KOHTEMHED ¢ BEPTUKAIBHO PACOJIOKEHHBIMU TUTACTUHAMU U3
BosbppaMa (KaTomd) U IUIOTHOTO rpadura (aHom). MexkaneKTpOoIHOe pacCTOSHME COCTaBIIS-
710 4 cm. TTocne morpyXeHusl 3J1IeKTPOIOB B pacIlyiaB U JOCTUXKEHUS paboyeil TeMnepaTyphl
BEJIM DJIEKTPOIU3 uccienyemMoro pacmiaBa Inipu nomomu PGSTAT AutoLab 320N,
BOOSTER 20A u ITO NOVA 1.11 (The MetrOhm, Netherlands). B xone anekrponusa ¢puk-
CHPOBAJIM TOK U MOTeHIIMAT KaTtoaa. [1o OKOHYaHUY 3JIEKTPOJIMN3a 0CAA0K CUMIIAIH C DJIeK-
TPOIOB M PACTBOPSIIM B KMIKOM aJTIOMUHMU TIOJ CJIOEM pacruiaBa, MCITOJIb3YeMOTO TP
BJIEKTPOJIU3E.

AHaau3z pacnaagos u npodykmoe. DIeMEeHTHBIN 1 (a30BbIil COCTaB PACIIJIABOB U TTOJTyUeH-
HBIX MIPOIYKTOB OIpeneisiik ¢ ucioib3oBanueM crekrpomerpa iCAP 6300 Duo (Thermo
scientific, CIIIA) u mudpakromerpa Rigaku D/MAX-2200VL/PC (Rigaku, fAmonwus).
CrpykTypy Jmratyp Al-Sc aHanM3upoBaiM Ha CKAaHUPYIOILIEM 3JIEKTPOHHOM MUKPOCKOITe
JMS-5900LV ¢ mukpoananuzatopoM INCA Energy 200 1 sHepro-aucnepcuoOHHbBIM MUKPO-
ananu3aropoMm INCA Wave 250 (JEOL, UK). 1151 3TOro u3 OTJMBOK JIUTATyp U3rOTaBIVBa-
J1 UGBl TIPU TTOMOIIY PeXYIero 1 nndoBaibHOro odbopynoBanus (Struers, Denmark).
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Puc. 1. Borsramneporpammel Ha Bonbdpame B pactutae KF—AIF3 ([KF]/[AlIF3] = 1.5) ¢ no6askamu Sc,O3 nipn

800°C u ckopocTu pa3BepTku noreHumania 0.1 B/c.

PE3VJIBTATHI 1 OBCYXAEHUNE

Boavmamnepnoie usmepenus. B xauecTBe OKCUIHO-(TOPUIHBIX pacILUIaBOB BHIOPAaHbI CU-
creMbl Ha ocHoBe KF—AIF;, ob1anaionie 0THOCUTENIBHO BBICOKOI paCTBOPUMOCTbIO Al,O4
u Sc,05 [21, 22]. Ha puc. | npuBeneHbl BOJbTaMIIEPOrpaMMBbl, MOJyYEHHBIE Ha BOJIbdpaMe B
pacrnase KF—AIF; ([KF]/[AlF;] = 1.5) ¢ no6aBkamu Sc,0; npu temnepatype 800°C [23].
DJeKTPOBbIACICHUE AJIIOMUHUSI HAUMHAETCS TPU TOTeHIManax orpuuarenbHee —0.2 B ¢
dopmupoBanuem nuka (Al) npu —0.45 B u coxpaHeHHeM TOKa 3JICKTPOBBIICICHUS ATIOMU-
HUS TMpPU JajdbHEHIIeM CMEIIeHUN TOTeHIIMalla B OTPHUIIATe/IbHYI0 cTOpoHy. JloGaBiieHre
Sc,03; B pacriaB NMPUBOLWT K TOSIBJICHUIO TOTOJHUTENIBHOTO MUK 3J€KTPOBBIIEICHUS
ckaHaus (Sc + Al) Ha (poHe BOJTHBI BJIEKTPOBBIIEICHUST AJTIOMUHUS B 00JIACTH MOTEHIIUAIOB
ot —0.55 no —0.75 B u nnosiBneHnto BouHb! (K) 31eKTpoBBIIEIeHNS KAy IIpU HOTeHIIAAIe
okoJio —1.1 B. BnekTpoBbiIeaeHre Kalus Ipu 60Jiee TTOJOXUTETbHBIX ITOTSHIINAIaX MOXET
ObITh cBs13aHO ¢ oOpaszoBaHueM coeauHeHuit KSc, K,Sc u K;Sc [24] u BocctanoBiienuem KF
ckanaueM [25, 26]. CTOUT OTMETUTh TaKXKe IOSIBICHUE TMCTEPE3Uca Ha KaTOMHONM BETBU
BOJIETAMIIEPOTPAMM, CBSI3aHHOTO C POCTOM KaTOIHOIOo ocanka [27].

ITpu pasBepTKe MOTEHIIMAIa B AaHOJHYIO CTOPOHY HaOII0AaeTCsl MUK pacTBOPEHUSI CKaH-
IIUST U aJIIOMUHUS CII0XHOM (DOPMBI.

Ha puc. 2 mpuBenaeHBI BOJbTaMIIepOrpaMMBbI, TTOJIydeHHbIE Ha CTEKJIOYTJIEpOie B pacIijia-
Be KF—AIF; ([KF]/[AlF;] = 1.3) ¢ 10 mac. % ScF; ipu 750°C 1 CKOpPOCTBIO pa3BEepTKH IO~
teHuuaia 0.1 B/c. @topua ckaHaus B paciuiaB 3afaBajiv B BUAE MPeaBaAPUTEbHO MPUTOTOB-
sneHHoit cMecu KF—ScF;. B o6nactu norenumanos ot —0.05 no —0.40 B Habmonaercs psn,
MMUKOB, XapaKTEePU3YIOIIUX JIEKTPOBbIACICHUE aTIOMUHUSI U COBMECTHOE JIEKTPOBbIAEIE-
HUE ATIOMUHUS U CKaHAusl. bosbliiee 4Mcio MUKOB B 00raToM MO CKaHIUIO PACIIaBE MOXET
OBbITh CBSI3aHO ¢ 00pa30BaHWEM MHTEPMETATMIHBIX coefnHeHnit Al—Sc pa3HOTo cocTasa.
IMpu nmotreHumane orpuniatenbHee —0.65 B HaGmomaeTcsT BOJIHA 2JIEKTPOBBIICICHUS Kaus,
kotopas B pacmiaBe KF—AIF;—Sc,0; Habmonanacs npu noreHuuane okosno —1.1 B. Kax
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Puc. 2. Bonsramneporpammel Ha crekioyriepose B paciiaBe KF—AIF3 ([KF]/[AlF3] = 1.3) ¢ 10 mac. % ScF3 npu

750°C u ckopocTH pa3BepTku noteHuuana 0.1 B/c.

ObLIO OTMEYEHO BHIIIIE, JCTOISIPU3ALIMST MOXKET OBITh CBsI3aHa ¢ 00pa30BaHUEM COSIMHEHUIA
K—Sc u BoccranoBinenuem KF amomununeM n ckannueM. C TOYKU 3peHUs] TEPMOIUHAMUKU
MEeTaJLIMYECKUE CKAHAWI U aTIOMUHMIA HE TOKHBI BBITECHITh KaJIuii U3 ¢pTOpUIa, OTHAKO
peakuMy MOTYT JOCTAaTOYHO OBICTPO MPOTEKATh B IPSIMOM HalpaBIeHUHU 3a CYET OTBOJA Ka-
JIVST OT 30HBI peaKIuy IMPH TeMItepaType, 6JIM3KoM K TeMnepaTtype KureHus Kanus (759°C).
I[MomoOHEBIe IBICHUS OBLUIM 3KCIIEpUMEHTAIBHO OTMEUYEHEI paHee [25].

st paciimpeHus MpencTaBieHuit 0 KWHETUKE 3JIEKTPOBBIIEICHUSI CKaHIUS ObLTA TTOJTy-
YeHbI BOJIbTAMIIEPOTPAMMBbI B pacIliaBax, B KOTOPbIX COAEpKaHWE AIIOMUHUS CYIIIECTBEHHO
MeHblle, yeM B anekTponute KF—AIF;. Ha puc. 3 npuBeneHsl BonbTaMrneporpaMMbl Ha
Bosb(dpaMe B aBTekTUYecKoM paciutaBe LiF—NaF 6e3 no6asok u ¢ no6askamu AlF; u ScF;.
DJIeKTpOBbIIEICHYE aTIOMUHUST M HaTpUs 13 ¢GTOPUIHOIO pacrjiaBa HaOJIOOAIOTCS IPpU O~
teHuuanax orputarenbiee 0 1 —0.15 B oTHOCHUTeIbHO MOTEHIIMAA aTIOMUHUEBOTO BJIeK-
TpoJa, COOTBETCTBeHHO. [1pu a3ToM noseilieHne conepxxanus AlF; B pacriase conpoBoxaa-

eTcs YBeJIMYEHNEM KaTOIHOTO TOKa BOCCTAHOBJICHMSI MOHOB Al’Y 1 aHOIHOTO TOKa OKMCIIe-
HUs amomuHus. JlobaBneHue M mosblleHUe copepxaHust ScF; B pacrmase LiF—NaF
MMPAaKTUYECKU He TTOBBIIIACT KaTOAHBIE TOKM, HO TIPUBOIUT K TOSIBJICHUIO aHOTHOTO TTHUKA
okucieHus ckanausi. [IpenmoyaraeM, 4To B JaHHOM pacIulaBe 3JICKTPOBBIIACICHE HATPUS
MpoTeKaeT Mpu 0oJjiee TOJIOKUTEILHOM TTOTeHIIMAaJIe, YeM BbIAeJIeHUEe CKaHIWsI, U MOsIBJIe-
HUE aHOMIHBIX MUKOB PACTBOPEHMSI CKAHIMUS MOXET yKa3blBaTh Ha METAJLIOTEPMUYECKOE
BOCCTAHOBJIEHHE MOHOB Sc>t. DTO MOATBEPKIAIOT TEPMOTMHAMUYECKUE OLIEHKHU, COTIACHO
KOTOPBIM MOTEHIIMAJ 3JICKTPOBBIIEICHNST CKaHANS OTpUIIaTeIbHEee MOTeHIIMaIa aTIOMUHM-
eBoro ajiekTpona Ha 0.44 B [28], B To BpeMsi KaKk Hayajo BbIACJICHUS HATPpUsI U3 paclljiaBa
LiF—NaF na6monaercs yxxe npu noreHuuaine —0.15 B (puc. 3).

[Tpy COBMECTHOM 3JIEKTPOBBIACICHUN aTIOMUHUS U cKkaHausl u3 pacruiaBa LiF—NaF—
AlF;—ScF; Ha BoapTamMnepHoit 3aBUCUMOCTH (puc. 4) HabI0gaeTCsl yBeIMYEHUE KaTOIHOTO
TOKa Y MOSIBJIEHUE TUCTEpe3uca.
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Puc. 3. Bonsramneporpammel Ha Bojibdpame B pacriabe LiF—NaF ¢ no6askamu AlF3 (a) u ScF3 (6) npu 750°C u

CKOPOCTH pa3BepTKu rnoteHumaina 0.1 B/c.
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Puc. 4. BonsramneporpamMmel Ha BoJibpame B pacruiase LiF—NaF ¢ no6askamu AlF3 u ScF3 mpu 750°C u ckopo-

cTH pa3BepTKu noteHunana 0.1 B/c.

Jas1 ycTaHOBJEHUSI OOJIAaCTM TIOTEHLMATOB 3JICKTPOBBIAECICHUSI CKAHAWSI TOJIYYEHbI
BOJIbTAMIIEPHBIE 3aBUCMMOCTH B 3BTekTH4YecKoM pacruiase LiF—CaF, (puc. 5). 3 Hux npo-

CIIEXXMBAETCS 3aBUCMMOCTD TNIOTHOCTH TOKA 3JIEKTPOBBIIEIEHNS CKAHINS OT 3aJaHHOTO CO-
nepxanust ScF; B pacruiaBe. [ToTeHIMan Havyana 2JIeKTPOBBIICICHUST CKAHIIMSI OTHOCUTE b~
HO TIOTEHIIMAaJIa aJTIOMUHHUEBOIO 3JIeKTpoaa HaxoauTcd B nuama3zoHe ot —0.44 no —0.45 B.
Dra BeJIMYMHA 0JIM3Ka K TEPMOAMHAMUYECKOMY 3HAUYEHUIO PA3HOCTHU ITOTEHLIMAIOB MEXIY

CKaHIVeM U alloMuHueM [28].
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Puc. 5. BorbramneporpaMmbl Ha Bonibdpame B paciiase LiF—CaF, ¢ no6askamu ScF3 npu 800°C u ckopocTy pas-

BepTKM noreHuuana 0.1 B/c.

HOJ’IY‘I@HHBIC PE3YIbTAaThl BOJIbTAMIICPHBIX I/IBMCpCHI/Iﬁ OBLIM VICITOJIb30BaHbBI pu BbI60p€
00J1acT TTOTEHIIMAJTIOB U TOKOB QJICKTPOBBIACICHUA aJIIOMUHUA U CKaHIUA IIPpU SJICKTPO-
JIM3HBIX UCIIbITAHUAX.

Dnexmpoausnvie ucnvimanus. I1poBepKy NPEIJIOXKEHHOIO IOAXOAA MOJYYEHUs JIUTaTyp
Al—Sc ocymectsisuin B paciiaBax LiF—NaF—AlF;—ScF; u KF—AIF;—Sc,0; nipu pasHbIx
napaMeTpax (Tabi. 1). DIeKTpoIN3HbIe MCIBITAHUS MPOBOAWIN KaK B TOTEHIIMOCTATHYC-
CKOM, TaK 1 B TaJIbBAHOCTATIYECKOM peXrMax. B Xole moTeHIIMOCTaTHYECKOTO 3JIEKTPOIIH-
3a HabJI0JaIu POCT KaTOAHOIO TOKa 110 IPUYMHE yBeJIMYEHMs KaToAHOI nosepxHocTu. [1o

Taomuua 1. [MapameTpbl U pe3yabTaThl 2JIEKTPOJU3HBIX UCTIBITAHUI

Ne onbiTa Pacniias T, °Cli, A em2 Bpems, U B Brrxon P®A ocanka
MWH I10 TOKY, %
1 750 | 0.8—0.9 | 120 —0.1 NaF, Al,
LiF—NaF—AIF;—ScF; He ouermpam| 356
2 750 0.8 120 —0.1...—0.2 NPUMECH:
SCF3, SC203
65.2 Al,
3 800 0.7 260 —0.1...-04 14.5 Sc AlsSe,
62.3 Al KAIFy,
4 KF—AIF;—Sc,0; | 800 | 055 | 320 |—01..-03 K;AIFg,
10.8 Sc KGAIE
60.3 Al KALF;,
. s 4113
5 750 0.4 480 —0.1...—-0.2 135 Sc
6 KF—AIF;—Al,04 750 0.4 480 | —0.1..—0.2 77.1 Al
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Puc. 6. Mukpodororpadusi KaToaHOro ocamka W pacrpeneiieHre ¢a3 B HeM IOC/e 3JIEKTPOJIM3a pacriiaBa
NaF-LiF—AlF3;—ScFj3.
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OKOHYAaHUU 3JIEKTPOJIM3a B 000MX peXrMax OB MOJyUYeH PBIXJBIM KaTOXHBIN 0CamoK
(puc. 6). CoriacHo pe3yibTaTaM XUMHYECKOro, PEHTreHo(ha3oBOro M MHKPOPEHTIEHO-
CTPYKTYPHOTO aHAJIM30B OCAlOK TMpeACTaBisieT coboit cMech (ha3 MHTEPMETALUTUIHOTO CO-
enuHeHus (Al;Sc) ¢ komnoHeHTamu anekTpoauta (LiF, NaF).

B xone anexrponusHbix ucnbiTanuii B pacmiaB KF—AIF;—Sc,0; nepuonunyecku noarpy-
>Kanm okcug Sc,O3 B COOTBETCTBUM C TOKOBOI Harpyskoii. B pesynbrare ceprun a1eKTponns-
HBIX WCMBITAHWIN Ha MpenBapUTEIbHO CMOUYEHHOM QJIIOMUHUEM KaTole OOpa3oBbIBATIMCH
TBEPAbIE PBIXJIbIE OCAJKHU C YACTUYHO METAUIMYECKUM OJieckoM, conepxkaiune dasbl AlsSc,
KAIF,, K;AlIFq, K,AlFs u KAILF 3 no nanubeiM peHTreHoda3oBoro aHaim3a. B pacnuiase npu
atoM Hapany ¢ daszamu KAIF,, K;AlF,, K,AlFs u KAI4F;; 6611 0o6HapyXeHbI JOCTaTOYHO
yetkue TuHUU SCOF. AHanornyHble pe3yabTaThl ObIIM JOCTUTHYTHI IPU CHUKEHUU KaTOI -
HOI TIJIOTHOCTY TOKA U TIPYU CHYKEHUHU TeMIiepaTypbl a1ekTposu3a ¢ 800 o 750°C.

CTOUT OTMETHUTh, YTO BO BCEX CyJasXx Ha KaToae 0Opa30BBIBAJICS TBEPIBIM OCaIOK, YTO
yKa3bIBaeT Ha MPENMMYIIECTBEHHOE 3JIEKTPOBBIICICHNE ATIOMUHUS U CKaHOIWs B BUIE WH-
TEPMETAJUIMAHOIO coenuHeHus Al;Sc. [1st cpaBHeHUs ObUT IPOBEIEH JIEKTPOJIM3 paciljiaBa
KF—AIF;—Al,O; ipu 750°C ¢ ucronb30BaHNEM ATIOMUHMEBOTO KaTtoza (orbIT Ne 6 B Tao. 1).

Jlist onpenesieHust KaTOAHOTO BbIXOAA MO TOKY 3TOrO OCaA0K CYMIAIU C BOJIb(ppaMoBOii
TJIACTUHBI U PACTBOPSUIM B KUJIKOM JIIOMUHUM TI0J, ciioeM cojieBoro ¢uitoca nipu 900°C B
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Puc. 7. Mukpodotorpadust nuratyper Al—Sc, nomyueHHo# npu anextponuse pacruiaBa KF—AIF3—Sc,O3 nipu

750°C ¢ ucnoJib30BaHEM BEePTUKAIBLHOTO BOJIb(MPaMOBOro KaToa.

YCIIOBUSIX TIEPUOANIECKOTO MEXaHNUECKOTO TTepeMelnuBaHust. [Ipy 3ToM 1OCTUTAIOCH TTOJI-
HOE OTZAEJIEHME U3 KaTOAHOTO OcaikKa LesneBoro npoaykra (AlsSc). 3Has yBeamueHue Maccehbl
MTOJTYYEHHOTO CJINTKA U COlep>KaHUe 3JIEMEHTOB B HEM OLICHMBAJIM KaTOIHbBIEC BBIXO/A 11O TO-
Ky. I[Ipu olleHKe TeopeTMYecKOoil Macchl KaTOMHOTO Ocaaka MPUHUMAIW, YTO CKaHIWN U1
AJTIOMUMHMI BBIAEJSIIOTCS B BULE MHTEPMETAIMAHOTrO coeauHeHus AlsSc. M3 tabn. 1 BunHo,
YTO B YCJIOBUSIX JIEKTPOJIM3A C UCTIOIb30BAaHUEM BEPTUKATBHBIX 3JIEKTPOIIOB BBIXOA 1O TO-
Ky JUTSI JIIOMUHUST U CKAHAUS TIPU MX COBMECTHOM 3JIEKTPOBBIICIECHUM TOCTUTAIOT 65.2 1
14.5% coorBerctBeHHO. CyMMAapHBI KaTOIHBIN BBIXOM MO TOKY gocturaer 75—80%. ns
CpaBHCHUH, KaTOﬂHblﬁ BBIXO/ ITO TOKY ITPY MHAWBUAYaJIbHOM 3JICKTPOBBLIACICHUU aJIlOMU-
HusT coctaBui 77.1%.

Ha puc. 7 npusBeaena mukpodotorpacdus auratypsl Al—Sc ¢ comepxkanueM 2 mac. %
CKaHIIMSI, TIOJIydeHHOM ITyTeM pPAacTBOPEHHUsI KaTOTHOTO OcCajka C BOJb(MPaMOBOro BEpTH-
KaJIbHOTO Karona mnocie asekrponusa pacruiaBa KF—AlF;—Sc,05 npu 750°C. B ciyuae uc-
MOJIb30BaHUsI BOJILMPAMOBOro KaToia B JIMTaType MPUCYTCTBYIOT coenuHeHust AlI—W, koTo-
pBle MOTYT OBITh MICKJIIOUEHBI TIPY MCITOIb30BAaHWM KaToJa U3 APYroro Matepuaina (Hampu-
Mmep, TiB,).

IMosyyeHHBIE pe3yabTaThl YKa3bIBalOT HAa MPUHLMIIMAIBHYIO BO3MOXKXHOCTDH IOJTYYECHMUS
suratyp Al—Sc npu asekTposinse GTOPUIHBIX U OKCUAHO-DTOPUTHBIX PACTIIIABOB C UCTIOJb-
30BaHMEM BEPTUKAJILHOTO PACIIONIOXKEHUS 3JIEKTPOIOB.

BbIBOJIbI

[Tpy moMolM BoJIbTAMIEPHBIX U3MEPEHUI OLIEHEeHBI AMAarna3oHbl MTOTEHIIMAIOB U TOKU
5JIEKTPOBBIIEIEHUS ATIOMUHUS W CKaHIMS U3 (PTOPUIHBIX U OKCUTHO-(DTOPUIHBIX pacriia-
BoB. [lokazaHoO, YTO 2JIEKTPOBBIIEICHUE ATIOMUHUS U cKaHIWd U3 pacmiuaBoB KF—AlF;—
Al,03—Sc,05 Ha Bosbdhpame 6€3 NPSIMOro 3JEKTPOBLIACIEHUS Kaausl MPoTeKaeT B 001acTh
noteHianoB ot —0.1 1o —1.1 B oTHocuUTenbHO MOTEHIIMala aJIOMUHMUEBOIO 3JIEKTPOJA.
ITpu 3TOM 3aMeHa Al,O3 Ha Sc,O3 NPUBOIUT K MOSIBJIEHUIO TOMOJHUTEIBHOTO MUKA 3JIeK-
TPOBBIICJIEHNS CKaHAMsI Ha (DOHE BOJHBI BbIIEICHMS ATIOMUHMUSI.

XapakTep 3JIeKTPOBBIIEIEHUST CKaHIUSI U3 DTOPUIHBIX PACIJIABOB OIpPEACISIETCs TPU-
CyTCTBMEM B paciuiaBe KOMIIOHEHTOB (AlF;, NaF), pasnoxeHue KOTOpbIX NPOTEKAET NPU
6oJiee MOJIOXKUTETbHBIX MoTeHIIManaX. ClienoBaTeIbHO, JIEKTPOBBIIACICHUE CKaHAUS 13 Ta-
KHX pacIjlaBOB MTpoTeKaeT Ha (hOHe BBIACICHUS aTIOMUHUS W HATPUsI C BEPOSITHBIM MeTas-
JIOTEPMUUYECKIM BOCCTAHOBIEHHEM HOHOB Sc3+.

ITpoBeneHbI UCTTBITAHUS TI0 3JEKTPOOCAKIACHUIO TBEPIbIX 0CaaKoB Al—Sc U3 pacriyiaBoB
LiF—NaF—AIlF;—ScF; u KF—AlF;—Sc,03 B anekTponu3epe ¢ BEpTUKaIbHBIMU 3JIEKTPOAA-
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MU U ITOKa3aHO, 4YTO INPECUMYIIECCTBECHHbBIM KaTOJAHBIM IIPOAYKTOM ABJIACTCA COCOAMHCHUEC
Al;Sc. IpennoxeH HOBBII MOAXOA ISl TPOU3BOACTBA JIUraTyp Al—Sc, BKIIIOYaIOIUii 3J1eK-
TPOBBIICJIEHNE ATIOMUHUS U CKaHIUSI U3 (PTOPUIOB WIM OKCUAOB TPHU 2JIeKTposaunse ¢GhTo-
PUIHBIX WM OKCUIHO-(PTOPUIHBIX PACIIJIABOB U MOCIIEAYIOlIee paCTBOPEHUE MOJTYyIEHHOTO
KaTOIHOTO OcajKa B XXMIKOM amtoMuHMU. OTpenesieH KaTOAHBIA BBIXO MO TOKY IMPU COB-
MECTHOM 3JIEKTPOBBIIEIEHUN AJIIOMUHUS U ckaHaus u3 pacruiaBa KF—AIF;—Sc,03, KoTo-
pblie mocturaiot 65.2 u 14.5% coOTBETCTBEHHO.

B pa6ote ncnonb3zoBaHo obopynosanue u Mmetoguku LIKIT “CocraB BemectBa” MHcTH-

TyTa BbICOKOTeMIlepaTypHoii anekTpoxumun YpO PAH.
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A NOVEL APPROACH FOR PRODUCING Al-Sc MASTER ALLOYS
IN THE OXIDE-FLUORIDE AND FLUORIDE MELTS

A. Yu. Nikolaev" 2, A. V. Suzdaltsev!, Yu. P. Zaikov'* 2

!The Institute of High-Temperature Electrochemistry of the UB RAS, Yekaterinburg, Russia
2Ural Federal University, Yekaterinburg, Russia

Kinetics of the aluminum and scandium electrodeposition from the oxide-fluoride and flu-
oride melts was studied by mean of voltammetry. The parameters (potential range, currents)
of aluminum and scandium electrodeposition from the fluoride melts with the additions of
Al,03, Sc,03, AlF3, and ScF; in the temperature range of 750—800°C were defined. A novel
approach has been proposed to produce the Al—Sc master alloys enriched with scandium,
including the electrodeposition of aluminum and scandium on a solid cathode during the
electrolysis of oxide-fluoride or fluoride melts and the subsequent dissolution of the ob-
tained cathode sediment in liquid aluminum. On the basis of electrochemical measure-
ments, the parameters of stable electrolysis of the melts under study were chosen and elec-
trolysis tests were carried out to produce Al-Sc master alloys. The cathode current efficien-
cies during the co-electrodeposition of aluminum and scandium were estimated, and the
microstructure of the obtained Al—Sc master alloys was studied.

Keywords: aluminium, scandium, melt, voltammetry, electrowinning, electrodeposition,
electrolysis, master alloy
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