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OLLEHKA NMPUrogHoOCTN OKCUaA AJIIOMUHNA,
MNONYYHEHHOIO SJIEKTPOXUMUHECKUM OKUCJIEHUEM,
ONd NPON3BOACTBA JIEUKOCAMNM®PUPA

PaspaboTaHa TEXHOJIOTUS IPOKU3BOLCTBA BEICOKOUUCTOr0 Al,O3 — MCXOLHOTO CEIPBS AJISI IOy YeHU s JIelKocar-
¢upa, MUPOKO IPUMEHSIEMOr0 B MeTa Iy pruieCcKUX Ipoueccax. BeicokouncTsii Al,Oz momyydany 371eKTPOoXU-
MUYeCKUM OKHCJIeHNeM alloMUHUS. [IpuBeieHbl ONTHMaJIbHEIE DeKUMEL U IIapaMeTPhI 3JIeKTPOXUMHUYEeCKOr0
IIpoIecca, XUMUYeCKUH, TPaHyIoMeTpUYecKul 1 (Ha30BbIM COCTABH, a Takke ¢hopMa U pa3Mep YacCTHll Io-
nmydueHHOro AL,O;. ITokazaHa IpUHIUNIKATbHAS BO3MOKHOCTD UCIIONIE30BAHUS 00pa310B BEICOKOUUCTOT0 Al,O;
OJ1s BhIpalIUBAHUS KPUCTAJIJIOB JelKocandupa MeTofaMu BepHelns, TOpU30HTaNIbHO HalpaBlIeHHOU KpU-

cramnu3anuy (F'HK) 1 30HHOM ITaBKHU.

KnioueBble cnoBa: okcuod antoMuHuUA, neukocangup, aHoOHOe OKUC/1eHue, 3/1eKmpoaus.

BBEOEHWUE

B HacTosImee BpeMs JeWKocandups (6ecuseT-
HBIe MOHOKpHCTaNak Al,03) HALIIM IIHPOKOE
IIpUMeHeHNe B XUMUYECKOU ¥ MeTajIypPruiecKon
OTPaCTSIX MPOMHIIIEHHOCTH. OHY IITUPOKO TPUMe-
HSIOTCS [IJISI IPOM3BOMCTBA OTHEYIIOPHON XUMUYe-
CKO¥f TIOCYIBI, B YACTHOCTH, HA WX OCHOBE ITPOU3-
BOISAT TUIJIH, JIOLOYKHU U Kamcyikl. [ToMuMo 3TOTO,
melKocandupel UCMIONb3YIOT OIS MPOHU3BOMACTBA
CMOTPOBEIX OKOH PA3JIMYHBEIX IIe4Yel, U30JgILUU
TepMonpeoOpa3oBaTeyiell ¥ MPOYUX KOHCTPYKIIU-
OHHBEIX 3JIEMEHTOB, IpefHa3HAYEeHHBIX [JIS 9KC-
IJyaTallid B BBICOKOTEMIIEPATYPHBIX YCIIOBUSX
[1, 2]. KnroueBoit 00/1aCThI0 IPUMEHEHUS U3OETTUI
U3 Jelkocandupa SBASIOTCI XUMHYECKHE U Me-
TaJIypPrudeckue IPOIECCH, XapaKTepusylollue-
Cs TIONy4YeHWeM 0Cc000 YMCTHIX MaTepuajioB, HUC-
KJTI0YaoIUX [a’ke MUHUMAaJIbHYI0 BO3MOXKHOCTD
B3aMMOJIEMCTBUS TIOy4aeMOro MPogyKTa C MaTe-
puanoMm Turns. JlelikocandupoBrle IPSIMOYTOJIb-
Hble KIOBETHl HE MMEIOT aHAJIOr0B NP UCIBITAHU-
SIX METOJOM CIIEKTPOCKOIUU TOPSAUYNX QTOPUIHBEIX
PacIiaBoB, MOMOTHUTENBHO K 3TOMY JefdKocandup
MOXKET CJIyKUTh aJIbTEPHATUBOM U3[ENIUAM U3 pef-
KHX METAJIJIOB B Psifie TUOPO- ¥ MUPOMETAaNlIypPri-
yeckux mporeccoB [3]. Hanpumep, B paborax [4,
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5] TPOBONUINCH UCCIIEIOBAHUS 110 BhIPAIIMBAHUIO
KpuctamioB B-Ga,0; B camdupoBEIX THUTIISAX. Mo-
nuOmeHOBEe ¥ BOJIb(MpPaMOBEIE TUTTIH, CIIOCOOHEIE
BHIIEPKUBATh TeMuepaTypy npoiecca 1800 °C u
paccMaTpuBaeMble B KaueCTBE aJIbTePHATUBHI JIeH-
KocamndupoBLIM, He 06ecreyrnBaniy YUCTOTY IOIY-
YaeMoro MPOAYyKTa BBUOY B3aUMOMIEHCTBUS C 06pa-
3YIOIUMCS TaJIJIMEBEIM PaCIJIaBOM.

OCHOBHBIM KPUTEPHUEM OIIEHKU UCXOOHOTO CHI-
pbs NI IPOM3BOACTBA JelKocandupa ABIIETCA
comepxaHNe OCHOBHOTO KoMIoHeHTa [6]. Comep-
xkanue Al,O; B UCXOIHOM CHIPBE [OJKHO OBITH HE
MeHee 99,99 mac. % npu yCIOBUU BHIPAIUBAHUS
KpucrannoB MmetomaMu Bepueiing unu T'HK. B
cllydae HCIOJIb30BaHUA MeTOmoB YoXpalabCKo-
ro unu Kupomnynoca TpeGoBaHHE K COmEePKAHUIO
OCHOBHOTO KOMIIOHEHTAa B UCXOTHOM ChIPbE YBEJIH-
yuBaeTcs [7].

HacTosimas paGoTa nocBsiiieHa OLeHKe IPUTOfI-
HOCTM IIPOOYKTa, IIOJyYaeMOTO B3JIeKTPOXUMHuYe-
CKUM OKHCJIEHUEM aJIOMUHUS, [JIsT IIPOU3BOMCTBA
Jerikocamndupa, UCCIIeJOBAaHUI0 W3MEHEHUS XUMU-
YeCKOr0 ¥ T'pPaHyJIOMEeTPHYeCKOr0 cocTaBa IOJY-
YaeMoTO0 IIPOAYKTa.

NCXOAHbIE MATEPUAJIbI U METOOUKA
SKCNMEPUMEHTA

Inst akcmepumenTa Owvinm monydeH Al,O; BHICOKOM
YUCTOTHL IIPU MOMOIIM SKCIEPUMEHTalbHOU yCTa-
HOBKM y4eOHOU HAy4YHO-TTPOU3BOINCTBEHHOU Oa3bl
«Tennei Cran» HHUTY «MHCuC». TexHOmoru-
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yeckas cxXeMa 3JIEKTPOXUMHUYECKOTO IIOJIYUeHUSs
Al,O; moka3aHa Ha puc. 1.

JNEeKTPOXUMHUYECKass TEXHOJIOTHUS IOydYeHUs
Al,0; ocHOBaHa Ha aHOJHOM PaCTBOPEHUM MeTall-
JINYECKOT0 aJTIOMUHUS C TOJIyUeHUeM TUAPOKCHUAA
aIIOMUHUS U €T0 nocienywoinei o6paboTkoit. Cto-
UT OTMETHUTb, YTO MMEHHO 3JeKTPOXUMHYEeCKast
TEXHOJIOTUS SBNSIETCS ONHUM U3 IEPCIEKTUBHAIX
TIOIXOMIOB K PEILIEHNI0 BOIIPOCA O CO3[aHUM OTede-
CTBEHHOUM TEXHOJIOTUM IIPOU3BOMACTBA HCXOOHOTO
CBHIPHS I IONy4YeHus jgerkocandupa [8].

B kxauecTBe MCXOOHOTO KCIIOIL30BANIM CIENYIO-
mee CHpbe: MeTANNUYEeCKUH alloMUHUNU MapKu
A99 [9], uuTtpar ammonus (NH;NO;) kBanmuduka-
uui X. 4. [10], memoHu3wpoBaHHAs BOJA C YOETbHBIM
anekTpoconpoTusaenueM 17,5 MOm:-cM. B mpoiiecce
QHOOHOTO PACTBOPEHMS AIOMUHUS HCIOJIb30BajIU
OTITMMaJIbHEIE TEXHOJIOTUYECKNe TapaMeTphI, Ipefi-
cTaBJyieHHBIE B paboTax [11, 12]. IInoTHOCTH TOKa Ha-
xogunack B uHTepBane 0,06-0,10 A/cM?, uHTEpBan
CMEHBI TIOJISIPHOCTHY 3JIEKTPOMOB OBLI paBeH 1 MuH,
KOHIIEHTpAI[X 9JIEKTPOJINTA COCTaBgama 25 Mac. %.

[ ymameHus mpuMecell, BHOCUMEIX B 3JIEK-
TPOJIUT C HUTPATOM aMMOHUS, MPOBOAUNIU padu-
HUPOBAHUE 3JIEKTPONIUTA IYTEM YOAJIEeHUS [IePBOH
apTUW TUOPOKCULA aJIlOMUHUS, MOJIy4YEeHHOU B
mpollecce 3alyckKa 3JIeKTPOIN3HON BAaHHHI U BBHIXO-
ma Ha pabouyto TemnepaTtypy 40-45 °C (napaboTka
TepBO¥ mapTuu Benack 12 4). I[Tocime paduHUpoBa-
HUSA 37eKTPOJINTa aJllOMUHUY OABEpTraayd aHOIHO-
MY pacTBOpeHUIO B TeueHue 12 4. [Tony4yeHHBIU TU-
OPOKCHUT allOMUHUS OTCTaUBaIU B 3J1€KTPOJIU3HON
BaHHE B TeueHUe 24 4, IIOCJie Yero MPOU3BOOUIU
€T0 BHITPY3KY.

BrirpyKeHHBIN TUAPOKCHUL aTIIOMUHUS CYIIUIN
B cymunbHOM mkadpy KBC G-100/250 (PREMEO)
ons yoanenus Bnaru npu 150 °C B Teuenue 12 g,
IIOoCJie Yero OIpefdeNisii paclpefesieHNe YacTHUll
110 pa3MepaM Ha Jla3epHOM aHalIu3aTope MUKpPO-
carzep 201C (BA HMucranT). 3aTeM ciegoBaa [BY-
CTaW[iuliiHas NPOMBIBKA THUAPOKCUAA allOMUHUS
OEeVOHU3UPOBAHHOU BOLOW C MOCHEOYIOUIUM OIpe-
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meJieHueM paclpenesieHusT YacTHUIl [0 pa3MepaM B
OTMBITOM F'UAIPOKCHE. [Tocie OTMBIBKY ITPOBOAUITN
MIOBTOPHOE IIPOCYINWBAHWE B CYLIMJIBHOM IIKady
IIPY PaBHOH MPOIOJIKUTENbHOCTH (12 4), HO Gonee
BBEICOKOH TeMmnepaType 250 °C. B npoiiecce mpocy-
IIMBAHUS TUOPOKCHUIA aIOMUHUS HaAOIIOmanoch
obpa3oBaHue 0enoro mapa, KOTOPHIA COCTOUT U3
MIPONYKTOB UCIIAPEHUST HECBSI3aHHOM BJIaru U IIPO-
OYKTOB TEPMUYECKOT0 PA3/I0KEHWS HUTpPATa aM-
MoHu4 [13], IpoTeKaIIero Mo peakIusaIM:

NH.NO; = NO; + 2H,0, Tjeax = 210 °C, o))
2NH4NO3; = N3 + O; + 4H,0, Tyeax = 270 °C. (2)

BricyureHHBIN TUAPOKCUT, @ TIOMUHUS IPOKA -
Bau ¢ o6pasoBaHueM LieyieBoro nponykra — Al,Os.
[TpokanuBaHue OCYIIECTBISAIOCH B aJIyHIOOBHIX
turngax (88-99 mac. % Al,0;) ¢ ucnonb3oBaHuEM
anexkTporneyr SNOL 30/1100 (CHOJI TEPM), pa6o-
4Jad TeMmepaTtypa coctasnsna 1100 °C, mpogonxu-
TeJIHOCTH IIpollecca — 9 ¥ ¢ MOMEeHTa BBIXOZa Ha
pabouyio TeMmeparTypy.

PE3VJIbTATbI N UX OBCY>XXOEHUE

s KOHTPOIA XMMUYECKOT0 COCTaBa MPOIYKTOB,
IIoJy4aeMBIX Ha 3KCIIepUMEHTalbHOU YCTaHOBKE,
WCIIOJIb30Bail PEHTTeHO(MIYOPECIeHTHRIM CIIeK-
tpoMmeTp ARL OPTIM’X (Thermo Fisher Scientific).
[TockonbKy [Mana3oH M3MepPeHUs OaHHOTO CIIekK-
TpoMeTpa HaXoOguTcs B rpaHunax ¢rop F — ypan
U, DOMOTHUTENTHHO KOHTPOIUPOBAIIY YOBIIb MaCCHI
npopykta Am. IlonydyeHHBIe 3HAUYEHUS IPENCTaB-
JIEHH B TabnuIe.

[TonyuyeHHEIe 3HaUEHUS NOATBEPXKOAIOT Ipef-
MOJIOXKeHNe 00 YBENIWYEeHUU HOUCIEPCHOCTH TH-
OpOKCHIa allOMHUHUS C OGHOBPEMEHHBIM CHUXKE-
HUEM COflepKaHUs HUTpaTa aMMOHUSA B HeM. [Ipu
cuuxeHuu copepxkanusa NH;NO; B rumpokcume
amomunaug ¢ 25,8 go 5,1 mac. % MenuaHHBIU qUa-
MeTp 4acCTHUll yMeHbIIaeTcsd TpoeKkpaTHO. OTmemns-
HO CTOMT OTMETHTBH CYILIECTBEHHYI0 YOBIJIb MaCCHI
(30,7 %) npu cymke TuApoOKCcuaa anioMuHug. [lomy-
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Puc. 1. Texnonmoruueckas cxema nonyderus Al,O; o 31eKTPOXUMUYECKOM TeXHOIOTUN
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XapakTepucTuka rugpokKcuaa asloMUHUA

V3MepeHHbIE 3HAUEHUS PacueTHHIl cocTaB, Mac. % MenuaHHELH
C Opab Al(OH
Tamust o6paboriu Al(OH)s Al, mac. % Am, % AOH); |  NHNO; [IMaMeTp, MKM
HeoOpabGoTaHHBIH 25,68 0 74,2 25,8 72,3
[TpoMEBITEII 32,85 22,5 94,9 5,1 23,8
[TpOMEITEIN U TPOCYIIEHHIN 34,51 30,7 99,7 0,3 -

4YeHHOe 3Ha4YeHMe XapaKTepusyeT CTeleHb OYHUCT-
KA TUODPOKCHUMA alOMUHUS OT HeXeJlaTellbHEIX
mpuMeced (HUTpaT aMMOHUS, CBOOOIHAs BiIara).

MuxkpodoTtorpaduu AI(OH);, monyueHHEIE C TO-
MOII[bI0 YHUBEPCAJIbHOT'0 MUKPOCKOIIa IPOXOsIIe-
ro csera Axio Imager Al (Carl Zeiss Microscopy),
TOKa3aHBl Ha puc. 2.

Puc. 2. MukpodoTtorpaduu Al(OH);
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Puc. 3. Pacupenenenue yactury Al(OH); no dpakmusm: a —
HeobpaboTtauubit Al(OH);; 6 — nmpombrThiit Al(OH);

[Tonyd4eHHBIN TUAPOKCUT aTIOMUHU S IIPEACTaB-
nsieT coboi remeoOpa3Hoe BemmecTBo. B paboTax
[12, 14, 15] ycranoBneno, uto Al(OH);, momydae-
MBIH 10 3JIEKTPOXUMUYECKOM UITH 30/1b-T€JTh TEXHO-
JIOTUH, COOTBETCTBYET AUCIIEPCHOCTY KOJIJIOUTHEIX
yactur (1-100 um). OpgHAkKO B Ipollecce OTCTau-
BaHUS B 3JIEKTPONU3HOM BaHHEe 4dacTuIilbl Al(OH);
ob6pas3yioT 6onee KPyIIHbIe arperaTsl, U OUCIEPCHU-
OHHAsl CHCTeMa M3 COCTOSHUS 30JI NEePEeXONUT B
COCTOSIHWE TeJis. DTO MOATBEPKAAETCS pacupemne-
neHueM 1o pa3mepam vactuil Al(OH); (puc. 3, a).

Bonee 50 mac. % Al(OH); coOTBETCTBYeT KpyII-
HocTu Yactun 50-100 MKM, a MeguaHHBIUA [Ha-
MeTp 4acTHI] cocTaBnseTr 72,3 MkM. Huskas mguc-
MIePCHOCTH 00YCIIOBIIEHA BRICOKOM KOHIIEHTpPAIuen
NH;NOj3 B 91€KTPOnIUTE, KOTOPHIH, B CBOIO OYEPEND,
BBICTYTIAET B POty KoarynsHTta mias AI(OH); [12].

Cuuxenuve copmepxkauusgs NHyNO; B Al(OH);3
TIPUBOOUT K YBEJIWYEHHIO ero gucrepcHoctH. [lo-
cre pByxcTapguiiHoM mpoMmbiBku Al(OH); mpu or-
HommeHuu TBepHowu ¢a3swr (AI(OH);) K KuAKOH (mIpo-
MEBIBHAS OEMOHM3WPOBaHHAS BOOa), paBHOM 1 : 2,
MeOUaHHBIA JUaMeTp YaCTHUll yMEeHbIIUIICA [0 23,8
MKM. PacmpepeneHue 4acTHI[ MO pa3MepaM IIpoO-
meiToro Al(OH); moka3aHo Ha puc. 3, 6.

Hawubomnbimuii Bec (okojo 35 mac. %) COOTBET-
crByeT ¢ppakuuu 0-10 MKM, 94TO 0OBSICHSIETCS Pa3-
pPYILIEHWEM arPEraToB IPY BEIMbIBAHUY KOATyIISTHTA.

[Monyuennwit AI(OH); mpokanuBanu c obpa-
3oBaHueM Al,0;. KonuuecTBeHHBIM COCTaB IIO-
nyuenHoro Al,O; (puc. 4) ompepmensinu IO TPEM
mapasielbHEIM U3MEPEHUSIM NP TTOMOIIA MacC-
cektpomeTpa XSeriesII (Thermo Elemental) ¢
MpUCTaBKOM masepHou abmsuuu UP226 MACRO
(New Wave Research).

da30BHI# cocTaB Al,O3 OBITT OIIpefesieH Ha aHa-
nutudeckoM kKommyiekce ARL 9900 Workstation
(Thermo Scientific). ®a30BbIM aHAIKW3 BLITIOIHSII-
cs ¢ ucnonb3oBanueM 0a3sl aHHEX ICDD PDF-2 u
nporpaMmHoro nmaketa Crystallographica Search-
Match (puc. 5).

[Tomy4yeHHBIH TPOOYKT OTBeYaeT alibda-
mopupukanmu o-Al,O3, mpyrue da3rl He 00HApPYKe-
HBl. CyMMapHOe cofiepKaHue MpuMecei He TPeBHI-
maeT 50 ppm. [Ipu 3TOM cofepkaHUe IpUMeCcel,
BIUSAIOIMIMX HA OKPACKy U TPO3PAvYHOCTH JIEWKO-
candupa (Fe, Ni, Cr, Cu, Mn) [16] He mpeBHIIIaeT
1 ppm. Ha ocHOBaHWHU 3KCIEPUMEHTAJIbHBIX HaH-
HBIX MOXKHO KJIacCU(UIMPOBATh MOJIYyYEeHHEIH IIPO-
oykT kaK HPA (high purity alumina) kateropuu 4N
(MexxpmyHapoOmHAs KilaccuduKaius, B Koropo HPA
4N cootBetcTByeT Al,O5 ¢ comepKaHUeM OCHOBHO-
TO KOMIIOHeHTa He MeHee 99,99 mac. %) [17]. Pac-
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Hawubonpmuit Bec (0Komo 28
Mac. %) COOTBETCTBYyeT (ppakuuu
30-50 MKM, a MegWaHHBIN IHa-
MeTp YacCTull yBenu4uics no 42,3
MKM, YTO CBSI3aHO C arjoMepaliu-
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IrPaHyIOMETPUYECKOTO COCTABOB

Cramus TeXHOJIOTUYECKOU CXEMBI

npogyKTa B 3aBUCUMOCTHU OT CTa-
OUY 3JIEKTPOXUMUYECKOU TEXHO-
JIOTMY NTOKa3aHo Ha puc. 7.

dopMy dYacTul] NOJIYYEHHOTO
Al,0; u3yyanu ¢ moMoIIbI0 CKaHU-
pymoiero snekTpoHHoro Mmukpockomna FEI Quanta
650 SEM (Thermo Fisher Scientific) (puc. 8).

Yactuner Al,O; mpencraBnsiioT co0oi ariome-
pUpOBaHHLIE arperaTthl WU30METPUYHOU (OPMEI C

Puc. 7. VI3MeHeHre XUMUY€ECKOT0 U TPaHyJIOMETPUYECKOT0 COCTaBOB IIPOYKTa

OyrpuCTON TOBEPXHOCTBIO. Ha HapyXKHBIX CIIOSX
arperaTos IIPUCYTCTBYIOT TPELINHEL U CJIeNHl yChiXa-
Hus. CpenHuil pa3mep arperaros coctasnseT 40-60
MKM, pa3Mep YacTHI] BapbupyeTcs oT 3 10 20 MKM.

Puc. 8. MukpodoTorpaduu Al,03: a — x600; 6 — x1200; 8 — x5000
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3AKJIIOHMEHUE

[TonydeH okcup anoMuHus anbda-Moguduranuu
(a-Al;03) ¢ cymMMapHBIM COfiepKaHUEM IIPUMecen
He Ooinee 50 ppm. [To KpUTEPHUIO XUMUIECKOTO CO-
CTaBa IOJIyYEeHHBIM OKCHUJ allOMUHUS MPUTONEH
0715 TIONTyYeHUsT IedKocandupa MeTomaMu BepHei-
ns, T'HK u 30HHOU nnaBKu. [Ipy OOIOTHUATEIbHOM
KOMIIaKTAPOBaHUY (TpaHyIUpPOBaHUE, CIeKaHue U
Ip.) TIOJY4YEHHBIH OKCHU[ ANTIOMUHUS MOXKET OBITh
WCIIONIb30BaH [JI POCTa KPHUCTAJIOB KOPyHOa Me-
TogaMu Yoxpanbsckoro, Kuponynoca u CTenaHoBa.

HccnemoBaHo U3MeHeHNE TPaHYIOMETPAYECKOT0
coCTaBa TUPOKCHU[IA U OKCHMA aJIOMUHUS, MOJTydae-
MBIX II0 3JIEKTPOXMMHYECKOM TexHomoruu. O6pasyo-
ITUHICS B MPOLIeCCe aHOMHOTO OKUCJIEHUS alFOMUHUS
Al(OH); mmeet gucniepcHOCTh 0T 1 10 100 HM. C yBEIH-
YeHUEM MPOJOIKUTETHHOCTH ITPOLIECCa 3/IeKTPOIIH3a
U, KaK CJIe[ICTBHE, C yBeIUYEHNEM IIPONOJIKUTENTLHO-
CTH OTCTaWBaHUS THUOPOKCUIA aJIIOMUHUS MequaH-
HBIM OUaMETP YaCTUIl yBeIUYUBaeTCsA [0 72,3 MKM.
B mpornecce mpomeiBku Al(OH); MemuaHHbIN graMeTp
YaCTHI] CHUZXKaeTCa 0o 23,8 MKM, UTO CBSI3aHO C BHI-
MbIBaHMEM KOarTyJITHTa, B POJIM KOTOPOTO BHICTYIIa-
10T TOKOHEeCyIIne no0aBKH 3JIEKTPONIKUTa. B mporiecce
MIPOKAJIMBaHUs MeJUaHHBIN [UaMeTpP YaCTUIl YBeJu-
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