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C NCMNOAB3OBAHNEM SAEKTPOHHOM MUKPOCKOMUN, MUKPO3OHAOBOTO AHAAM3A, AEPUBATOrPAdPUU, PEHTTEHODA3OBOTO AHAAM3A
1 SMUCUOHHO-CMNEKTPOABHOTO METOAQ C UHAYKLMOHHO CBSI3OHHOM MAQ3MOW MCCAEAOBAHbBI COCTOB M XAPAKTEPUCTUKM BO3TOHO
MPOU3BOACTBA AAIOMUHUEBO-CKAHANEBOW AUFATYPbI Al-2%SC. YCTAHOBAEHO, YTO OH HA 60 % COCTOUT 13 YACTUL, PAZMEPOM AO
5 MKM, BOoAeE KPYMHbIE N3 HUX UMEKOT OBOAOYKY, BHYTPW KOTOPOWM HOXOASATCS BKAKOYEHUST (CETMEHTbI, YHaCTULLbI, KYCOYKIN) PA3ANY-
HbIX $O3. B cOCTaBE BO3roHA NPUCYTCTBYIOT METAAANYECKN OAIOMUHNUIA (~35 %), ABE MOANDUKALMM GTOPUAC AAIOMUHMST (CYM-
MAPHO ~57 %), OCTAAbHOE — KOPYHA. CoaepxaHue ckaHams cocTaBAageT 0,5-0,6 Mac.%. NOKA3aHO, 4TO AASI NepepaboTky 3TOTo
KOHLLEHTPATA LLeAECO0BPA3HO MCMOAB3OBAHNE TMAPOMETAAAYPINYECKMX METOAOB. MNPeAAOKEH CMOCOB6 MOAYHEHMS «BOraToro»
KOHUEHTPATa € 3—11 MAC.% SC 13 3TOrO BUAQ OTXOAOB NMyTeEM 06paB0TKM BO3roHA 10 %-HbiM PACTBOPOM EAKOIO HATPA MPU TEM-
nepartype 80 °C.

KArOueBble CAOBA: CKAHANN, nepepaboTka OTXOAOB, AAKOMUHEBO-CKOHAMEBAS AUTATYPA, BO3TOHbI.

The composition and characteristics of the sublimate of the aluminum-scandium Al-2%Sc master-alloy production are
investigated using electron microscopy, electron probe microanalysis, X-ray phase analysis, and inductively coupled plasma
emission spectroscopy. It is established that the sublimate consists of particles 1-5 um in size by 60 %; the coarser of them have
a shell, inside which, inclusions (segments, particles, pieces) of various phases are present. The sublimate consists of metal
aluminum (~35 %), two modifications of aluminum fluoride (~57 % total), and the rest is corundum. The scandium content is
0.5-0,6 wt %. It is shown that the use of hydrometallurgic methodsis reasonable for its processing. The method of preparing «rich»
concentrate with 3-11 wt % Sc from this type of waste by the treatment of the sublimate with the 10-% caustic soda solution at
80 °C s proposed.

Keywords: scandium, waste processing, aluminum-scandium master alloy, sublimates.

BBEAEHUE

OCHOBHBIM HaNpaBJIeHUEM WCMOJb30BAHUS CO-
€NWHEHUN CKaHIUS SBISIETCS TMPOU3BOACTBO aTIOMU-
HUEeBbIX cruiaBoB. B Poccuu paspabotaH Lieablil psin
MPOMBILIJIEHHBIX aJTIOMUHUEBBIX CIJIABOB C J0OaBKa-
MU CKaHAWS, KOTOPbIE TIPUMEHSIIOTCS B aBUAIIMOHHOM

U pa3paboTKe crocoba KOHUEHTPUPOBAHUS CKaHIMUS C
LIeJIbIO MepepaboTKMU 3TOI0 BU1a OTXOIO0B.

METOAUKA UCCAEAOBAHUN

npombliieHHocT [1—3]. CkaHauii B mpolecce ux
M3TOTOBJICHUS BBOASAT B BUJE JUTAaTyphl, comepxKaliei
2 mac.%. Sc. Ilpu nonyyeHun Al—Sc-muratypsl ajio-
MUWHOTEPMUYECKUM BOCCTAHOBJICHUEM (pTOpuIa cKaH-
nus [4] u ero okcuaa [5] obpasyercs psii OTXOAOB, CO-
JIepXKalux Sc.

Hacrosimas pabota 1mocBsiieHa UCCIeIo0BaHUIO CO-
CTaBa U XapaKTepPUCTUK BO3TOHA, IIOJy4YaeMOro Ipu
W3TOTOBJICHUH aJIIOMUHHMEBO-CKAHIWEBOM JIMTaTypPHI,

Bosron mpexacrasisieT cob0il MEJKOIMCIIEPCHYIO
(pakuMIO HIMXTH, YHECEHHYIO MOTOKAMU TOPSYUX
ra3oB M3 MeYu B Mpoliecce aJlOMUHOTEPMUYECKOTO
nonyuyeHus: auratypbl Al—Sc. OOpa3ibl 1is uccie-
JOBaHUSI OTOOpaHbl HAMU W3 MPOMBIIIJIEHHBIX Tap-
TUI BO3TOHA, TTOJIYYeHHOTO P U3TOTOBJICHUU aJio-
MUWHUEBO-CKAaHIMEBOW JUratrypbl Ha MPEaNpUSITUUN
OAO <«IuagpoMerannypruyeckuii 3aBoia» (CraBpo-
IMOJIBCKUH KP.).
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MeTaAAYPIUst LIBETHBIX METAAAOB

DNeMeHTHBIN aHanu3 U POTOChEMKY 00pa3lioB BO3-
roOHa OCYIIECTBJISIIM METOAOM CKaHMPYIOIIEH 3JIeKT-
POHHOI MUKPOCKOIUH (MCIIOJb30BaIl MHUKPO30HIO-
BBIIA peHTTeHoBCcKUi aHanau3zaTop Cam Scan MV-2300
¢ aHeproaucriepcuoHHbIM neTeKTopoM Link INCA Ener-
gy 200C, «Oxford instrument», Benrukoopurtanmus). Pac-
MpenejeHe YacTUIl Mo pa3Mepy ompenessijii Ha MUK-
pockone Axio Imager B 46-0046 d («Carl Zeiss», I'ep-
MaHusl).

HOns OLIEHKM KPUCTAJUIMYECKON CTPYKTYpHl (a3
ChEeMKY A1 pakKTorpaMM MPOBOAUIN Ha NUGpPaKTOMET-
pe APOH-4.0 (HIIIT «bypeBecTHUK», Poccust) ¢ MOHO-
xpomaTusupoBaHHbIM CoK -usnyyeHueM. i uHTEp-
npetauuu AUGpPakIMOHHOTO CIEKTpa MCIOJb30BaIU
maket rporpaMm [6]. TouHOCTb onpeneaeHus IEPUOAOB
pelreTok coctaBisiia Aa/a = 0,0015.

TepMuueckoe moBeaeHWe BO3roHA M3y4Yau C TIOMO-
meo auddepeHINaIbHOIO TEPMUICCKOTO aHaIm3a
(ATA) Ha nepuBatorpade Universal V4.5A («TA Instru-
ments», CIITA).

ComepxxaHUE 2JIEMEHTOB B 00pa3liax OICHUBAJIN
AMUCHOHHO-CIEKTPAJIbHBIM aHAJN30M C WHIYKIIMOH-
HO CBsI3aHHOM Ia3moii Ha mpuoope Labtam V-310 Plas-
ma Spectrometer, Model 300 («Perkin Elmer», CIILIA).
BckpriTe npeaBapuTeabHO MpocylieHHbIX mpu 90 °C
00pa3loB OCYILIECTBISIN CIJABJACHUEM C TUIPOCYJIb-
darom kanmsa mpu Temieparype 500 °C B TedeHme
15 MUH c TIOCJIeAYIONIMM PacTBOPEHWEM IjlaBa B pa3-
OaBJICHHOM COJISTHOI KMCJIOTE.

PE3YABTATbHI U X OBCY XAEHWUE

ITo maHHBIM ONTUYECKOIT MUKPOCKOITMH, BO3TOH Ha
60 % cOCTOUT U3 YaCTUII pa3MepoM 10 5 MKM. B ero co-
CTaBe BCTPEUYAIOTCS OTAEJbHBIC KPYITHBIC YaCTUIIHI (10
200 MKM), B TOM YMCJIe TIPEACTABISIONINE COO0I CMeCh
pa3HbIX (a3, MOKPBITHIX 000J04YKOI (puc. 1).

[NonydyeHHBIE pe3yJbTaThl IO pacCIIpeneICHUIO 3Je-
MEHTOB Ha MOBEPXHOCTU 00pasia (Tabi. 1) cBUaeTe b-
CTBYIOT, YTO MAaKpOd3JIEeMEHTaMU BO3rOHa SIBIISTIOTCS
aTIOMUHUNI, GTOp M KUCTIOPOM, a Ha YPOBHE MpUMeceit
MIPUCYTCTBYIOT CKAHIW I, YTJIEPOI, XKeJIe30 M HEKOTOPHIe
JIpyTHe 3JieMeHTHI. [Ipr 3TOM Bce OHM paBHOMEPHO pac-
IpenesieHbl Ha TIOBEPXHOCTH (puc. 2).

I[lo maHHBIM SMHMCUOHHO-CIEKTPAJIBHOTO aHaIN3a
C MHIAYKIIMOHHO CBSA3aHHON ILJIa3MOIi, KOHIEHTpALuK
CKaHIMS U Xejie3a B Bo3roHe coctapiagooT 0,5—0,6 u
0,1—0,2 mac.% cooTBeTcTBeHHO. OCHOBHBIMU (ha3aMu,
IO pe3ysbTaTaM peHTreHoga3oBoro aHaiansa (P®A),
SIBJISIIOTCS MeTaJUIMdyeckuii amomuuuii (35 %) u ¢ro-
PUI ATIOMUHUS ABYX MOnMbUKaUi (cymmapHo 57 %),
Take B HEOOJBIIMX KOJIWYECTBAX MPUCYTCTBYET KO-
pyHA (Tabiy. 2). DTO yKa3bIBaeT Ha TO, YTO MCIIOJb30-
BaHME BO3TOoHA 0e3 MpeaBapUTEeIbHON 00pabOTKU IJIST

TTOJIYYEHU S JTUTaTy Pbl HEBO3MOXKHO.

Hanuuue B o6pasuax sHauuTeabHOU n0oau Al (10
35 %) co3gaeT ompeneeHHbIE TPYAHOCTH IPU BBIOO-
pe pacTBOpOB peareHTOB. [103TOMY C HEeTbI0O M3YYSCHU ST
BO3MOXHOCTH OTHAEJCHUS MeTaIMYecKoil (asbl uc-

u

Puc. 1. COM-uzobpaxeHus OTIEIbHBIX YaCTUII 0Opa3iia Bo3roHa (cM. Tab. 1)
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Tabnuma 1

Pacnipeneienne 31eMEHTOB HA MOBEPXHOCTH 00pa3na
BO3rOHA MO JAHHBIM 3JIeMEHTHOI0 aHAIN3a

Ne criektpa KoHueHTpamus
Ha puc. | Srevent mac.% at.%
13,52 18,20
F 42,67 48,36
! Al 39,07 31,17
Sc 4,74 2,27
(0] 6,41 9,51
2 F 47,50 37,84
Al 46,09 52,64
(0) 7,23 11,14
F 17,30 22,44
7 Al 5,52 5,04
Si 69,95 61,38
C 6,35 10,45
20,60 25,43
F 40,65 42,27
Al 23,26 17,03
! Si 0,96 0,68
S 1,30 0,80
Ca 6,53 3,22
Fe 0,35 0,12
14,63 18,94
F 49,90 54,39
> 33,72 25,88
Sc 1,75 0,80
7,31 9,78
6 F 50,08 56,42
42,61 33,80

Tabnuua 2

PesyasraTel POA o0pa3ua Bo3rona
NMPOM3BOACTBA AJIIOMHUHHEBO-CKAHIMEBOI JIMTATYPbI

Dasa CTpyKTYpHBII MaccoBast nos,
TUI %
AlF; 1p64/6 2
Al cfd/1 35
AlF; hr8/1 55
o-AlL, O3 hR10/1 8

Puc. 2. MukpodoTtorpacdus o6pasiia Bo3roHa (a)
U pacrpeneieHe B HeM cKaHaus (6), yriepona (),
Kucaopoaa (e), dropa (9) u antoMuHus (e)

ClIeA0OBaHO TSPMUIECKOE ITOBEICHNE 00pa3IioB BO3TOHA
¢ momolIbio 1uddepeHIInaJIbHOTO TEPMUYECKOTO aHa-
JIu3a.

JepuBaTorpamMma o0Opasma BO3TOHA B BO3MYIIHOM
atMocdepe (puc. 3) yka3plBaeT Ha MpOTEeKaHUE psiaa
mpoueccos. [1pu HarpeBanuu oopa3siia 10 500 °C ocHOB-
HBIMM TIPOLIECCAMU, TO-BUAUMOMY, SIBISIIOTCS yAaje-
HUE BJIaTH C MIOBEPXHOCTHU U U3 00beMa BO3TOHA, a TaK-
Ke merasanusi. ABTOpsl paOoThl [7] cuuTalOT, 4YTO MpU
t = 400 °C npouecc ociaoxHsieTcs: rugpoausom AlF; ¢
obpaszoBaHueM ¢ropoBogopoaa. Hanee npu ¢t = 500 °C
(mo maaBlIeHUS aJIIOMMHMS) HauMHaeTCs OKHUCJICHUE
MEJIKOOMCIIEPCHBIX YACTHIl METajlja, 4YTO, I0-BUIM-
MOMY, CBSI3aHO C TeM, YTO KO3I(PDUIIMEHT TepMUUECKO-
ro paciimpeHus Al,,., B 4 paza 6oablue, YeM y oKcHIa
aJTIOMUHUS, 00pa3yIolIeTo IMacCUBUPYIOMINUIA cIoi [8].
DTO MIPUBOAUT K pa3pylIeHUIO OKCHUITHOTO CJIOST U B3a-
UMOACHCTBUIO MeTaJlJla ¢ KUCJIOPOIOM C 0Opa3oBaHUEM
AlyO3 KOTOpOE 3aKaHYMBAETCSI OCIIE MIABJICHUST A0~
MuHusg — nipu 760 °C.

Cnoxnbiii xapaktep kpuBblXx TT' u ATA npu ¢t >
> 760 °C, 04eBUIHO, CBSI3aH C ITEPEXOIOM OT HU3KOTEM-
epaTypHBIX MOTUGHUKAIINNA OKCHOA aIIOMUHUS K BhI-
COKOTeMIIepaTypHBIM U Aajiee — K KopyHny [9]. IToay-
YeHHbIC JaHHBIE CBUAETCIBCTBYIOT O HEBO3MOXHOCTU
BBIJIEJICHU S METaJTMUECKOl (ha3bl U3 BO3TOHA MPY Ha-
IpPEeBaHUU IO TEMIIEPATyphl MaBaeHust Al,,., (660 °C).

Pesynprarel Hammx uccieqoBaHuit (Tadn. 3) moka-
3aJiv, YTO 00paboTKa BO3rOHa CIleKaHWeM ¢ (pTopuaoM
Hatpus B auamnasoHe ¢ = 500+900 °C He mo3BoIsIET MO~
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Temnosoit om % C yueToM cocTaBa BO3rOHa CO-

%’Z_%IOOT’ MHH notok, Br/r ’)T_ IM(?H IJIACHO IIPMBEIEHHBIM ypaBHEHU-

SIM PaCCUMTAHO CTEXUOMETPUYECKU

102d 80 6 HEoOXOIMMOe KOJIMYECTBO IIEI0YU

- 0.5 (Cnaom)s cocraBuBiiee 1 kr NaOH

1004 60- 4 Ha | kxr Bo3roHa. TBepablif OCTaTOK

L o nocJje 1eJoYyHOM 00paboTKU Ipo-

o34 404 ) MbIBAJIM BOINOW 10 HEUTpaJIbHOU

peakunu (COOTHOIIEHWE TBEPAON U

o6d  20- 0 -—0,5 xunkoit a3z T : K= 1:50). CreneHnb

OT/EJIEHUSI aJTIOMUHUST OLIEeHUBAIU

04 L 10 1o youLu Macchl (Am, %) UCXOMHO-
0 200 400 600 800 t,°C ’ ro obpasua.

Puc. 3. lepuBarorpamMmmMa obpasiia BO3roHa B BO3AYIIHOM aTMochepe

Cxkopocrtb HarpeBa 10 rpan/mun. 1 — ATT, 2 — ATA, 3 —TT

JIYYUTh aJTIOMUHUEBBIM KPUOIUT, KOTOPBIH MOKHO OBbI-
JIO OBI MCITOJIb30BaTh IIPU U3TOTOBJICHUY JINTATY PHI.

C uenblo otaeneHus Al U mosydyeHusT KOHIIEHTpaTa ¢
0oJ1ee BBICOKMM Coiep>KaHUEeM S¢ MOXKET ObITh UCTTOTb30-
BaHO OKHCJICHIE METaJUIMIECKOM JaCTH BO3TOHA BOMOM
C aKTHUBallMEN aJlOMUHUS XJOPUIAMU OJIOBA M TaJLIUs
[10], amanbkramupoBanue [11], o6paboTKa pacTBOpaMu
coJieil Meau, KUCIOT 1 mesoueit [12]. Hammu BeIOpaH crto-
cob 00paboTKM BO3rOHA paCTBOPOM €IKOro HaTpa, Mo3-
BOJISTIOIIM T TIOJTHO TIEPEBECTHU aJTIOMUHUI B pacTBOp 0e3
MOTEepPh KOHIICHTPHPYEMOTO 3JIeMEHTa U 00pa3OBaHUS
HOBBIX IIPUMECEH, C TTOTyJdeHEeM KOHIIEHTpaTa CKaH I S.
OCHOBHBIMU TIPOLIECCAMU B 3TOM CJIyyae SIBJISIIOTCS B3a-
VMOJIECTBHS aJIIOMUHUS M €T0 COCAUHEHUI ¢ TUAPOK-
CHJIOM HaTpusI ¢ POPMUPOBAHUEM PACTBOPUMBIX KOMII-
JIEKCHBIX COCIMHEHU, HapuMep Hauboyiee IPOYHOIO
TeTParnIpOKCOINaKBaaTIOMUHATA HATPHUST:

AL,O; + 2NaOH + 7H,0 = 2Na[Al(OH),(H,0),],
2Al+ 2NaOH + 10H,0 = 2Na[Al(OH),(H,0),] + 3H,,

AIF; + 4NaOH + 2H,0 = Na[AI(OH),(H,0),] + 3NaF.

C 11eJ1p10 ONITUMU3AIIMHU ITPOLIEC-
ca BBHITIOJIHEHBI 3KCIICPUMEHTHI 110
BBIOOPY KOHIEHTpAllMM IIEJIOYH,
cootHomreHust T : 2K u Temneparypsl npouecca. daH-
HBIe IpUBeAeHEI B Tabd. 4. BugHo, yto Haubonee -
(bexTUBHOE OTHOENEHUE aMIOMUHUS HocTuraercs 10 %-
HbIM pacTBopoM NaOH mnpu cootHomeHuu ¢a3 T : K=
=1:20r/mnut=280"°C.

M3ydyeHne KMHETWKW BbIIIEIaYMBaHUSI TTOKAa3ao,
YTO paBHOBECHE YCTaHaBIMBAaeTCsI MeaJieHHO (puc. 4),
HO M3MEHEHMEe MacChl 00pa3ia He3HAYUTEIBHO YKe TT0C-
Jie 1 4 BemeHu s mpoliecca.

Am, %
80 v +

60+

40-

204

0 ) T T T T

50 100 150 200 T, MUH
Puc. 4. KuHeTHKa BbIlIeIaYMBaHUST aTIOMUHUS U3 BO3TOHA
PacTBOPOM €JIKOIO HaTpa

Cnaon=10%, T: K=1:20r/m1,¢=80°C

Tab6nuua 4

Ta6uua 3 Pe3yabraThl 3KCIepIMEHTOB 10 00pad0TKe BO3roHA
PesyasraTsl PDA 06pasua Bosrona, cneventoro ¢ NaF ~ PACTBOPAMH €/IKOTO HATPA B Teuenue 2 4
Dasa CTpyKTypHBIit Maccosas nosi, Cnaon> % t,°C | T 2K, r/mn | Am, %

THIT % 20 80 1:10 83,1

0-Al,O4 hR10/1 11,6 15 80 1:13,3 82,8

Na;AlFg mP20/13 65,8 10 80 1:10 45,0

NaAl;0yy hP72/5 20,8 10 80 1:15 80,5

v-Al,O;4 cF56/2 1,8 10 80 1:20 83,6

IIpumeuanue. MonbHoe otHomeHue F: Al=1:1,5, 10 40 1:20 57,0

=900 °C, Bpems crieKaHus 3 4. 10 60 1:20 67,0
3BecTns By30B. LiBeTHOS MeTaAAypris « N2 6 « 2014 15



MeTCI/\/\prl/Iﬂ LIBETHbIX METAOAAOB

Tabnuua 5

Da30Bblii COCTaB 00pa3Na MOJYYEHHOr0 KOHIEHTpPATa
nocJie 00padoTku Bo3roHa 10 %-upim pacteopom NaOH
U MPOMBIBKH BOJ0#

Daza CTpyKTYpHBII MaccoBas nods,
THIT %
AlF; hR8/1 44,7-59,5
0o-Al,O5 hR10/1 29,6—22,0
ScF; hR4/10 3,2
Ipadur hP4/1 10,7-12,5
Scy05 cl80/1 2.4
v-AlL O3 cF120/4 9,4
CaF, cF12/1 3,5
IMpumeuvanue. T: K=1:20,7=80°C,t=1u.

ITosryyeHHBI B pe3ynbTaTe 00pabOTKU BO3TOHA pac-
TBopoM NaOH u mpoMBIBKM BOIOI KOHILEHTpPAT Ipea-
CTaBJIsIET CO0Ol TEMHO-CEpPOE BEIIECTBO C Pa3MepoOM
gactul, 0,1—0,5 MKM, cocTtogdiiee, Mo JaHHBIM P®DA,
u3 propuga U okcHaa aJllOMUHUS (B BUIE KOpPYyHAa U
v-Al,O3) u rpadurta. CkaHIUI NPUCYTCTBYET B BUIE
IByX a3 — okcuaa u dTopuaa ckauaus (tadi. 5) ¢ co-
nepxaHnueM ot 3 mo 11 % Sc.

BbIBOADI

1. B pesyibrate pU3NKO-XMMHYECKOTO HMCCIIEAOBA-
HUSI YCTAHOBJICHBI XWUMMWYECKUI U (ha30BBIM COCTaBBI
BO3rOHa, IT0Jy4aeMOro B IIPOlecCe aJTIOMUHOTEPMU-
YeCKOT0 BOCCTaHOBJIeHU S Turatypol Al—2%Sc.

2. C 1uenbl0 KOHIICHTPUPOBAHUSI CKaAHIUS TPEIJIO-
JKeHa 00paboTka Bo3roHa 10 %-HbIM pacTBOPOM €IKOTO
HaTpa ripu Temneparype 80 °C, mo3BoIgomast noaIy4YuTh
(bropuaHbIit KOHIIEHTpaT, comepxamuii 3—11 % Sc.

HccrenoBaHmne BbIIIOJHEHO MPH PHHAHCOBOH ITOANEPXKKE
MunncrepcTBa 06pa30BaHHUS H HAYKH

Poccuiickori @enepannn (KoHTpakT Ne 14.578.21.0014)

B paMKax peaepaabHOH 11eJ1eBOH ITPOrpaMMbl
«HccienoBaHns v pa3paboTKH 10 IPHOPHUTETHBIM
HAaIIpaBJeHHAIM Pa3BUTHS HAYYHO-TEXHOJOTHIECKOIO
komiriekca Poccuu Ha 2014—2020 ronbr».

Pabora npoBoauace ¢ ucrosib30BaHUEM 0OOPYIOBAHUS
LleHnTpa ko/tektuBHOrO moib3oBanuss HUTY «MUCuC»
«MertannoBeneHue u METaaayprus».
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