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HccnenoBaHa BO3MOXHOCTh TOJIyY€HHMSI BHICOKOYMCTOTO OKCUAA AIIOMUHUS ITyTeM OKUCIEHMS TPaHyIv-
poBaHHoOTrO amoMuHus B 0.1 M pacTBope rMapoKCcHIa KaJIus C IMTOCIeNYIOIIMMY TePMUUYECKON M KUCIOTHOM
00paboTKaMM MPOAYKTOB OKUCAeHUSs. [TpOOYKT OKMCIeHNST aIIOMUHUS, TIPEACTaBISHHBIN IBYMSI MOIU-
dukanuamu Al(OH); (6alieputom 1 rMOGCUTOM), OBLT ITPeIBAPUTENIBHO MIPOKaJeH Npu TemmepaTypax 300,
600, 900 wm 1200°C, 3aTeM 00pabOTaH COJISIHOM KHUCIOTOM M OTOXKEeH Ipu TeMmitepaTtype 1450°C. Ycra-
HOBJICHO, YTO C yBEJIMUCHUEM TEMITIepaTyphl MPeIBapUTEIbHON TEPMOOOPAOOTKM CyMMapHasi KOHILIEHTpa-
1IMSI IpUMecei, BKJIlouasi IpMMech XKeJie3a, YBeJIMYMBAeTCs, a KOHIIEHTPaLUS 1eJoYHbIX MeTauioB (K,
Na, Li), Hao6opoT, ymeHbInaeTcs. M3 amoMuHust ¢ Y4uctoToit 99.7% GbUT TTOTyYeH OKCHUI ATIOMUHUS C UM~
cTOTOI Ha ypoBHE 99.886%. M3 amoMuHUS ¢ YMCTOTOM 99.98% ObLI IOJIyYeH OKCHUIT ATIOMUHUSI C YUCTOTOM
Ha ypoBHe 99.993%.

KioueBsle cioBa: TUAPOKCHUI aJIIOMHUHUA, OKCUI aJITIOMWUHUA, KUCJIOTHaA 06pa60TKa, IIpUMECHU, ITOBEPX-

HOCTHag cerperauus
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BBEAEHWE

OmHMM 13 IIPOIYKTOB, BOCTPEOOBAaHHBIX HA PHIHKE
0C000 YMCTBIX HEOPraHWYECKUX BEIIECTB, SIBIISICTCS
BBICOKOYMCTHIN OKCUI amioMUHUSI. OH IIPUMEHSIETCS
IUISL TIOJIyYEHMSI BBICOKOKAYECTBEHHOM ONTUYECKOM
KepaMuKku [1, 2], MOHOKPUCTAIIINYECKOTO allOMO-UT-
TpHMEBOro rpaHara [3], cuHTeTH4ecKoro camndmupa, or-
HEYNOPHBIX U3IC/INIA, NCIIOIb3YEMbIX B IPOM3BOICTBE
0C000 YMCTHIX MaTepPUAJIOB, a TAK:KEe HOCHUTEJICH KaTa-
JIN3aTOPOB M COPOEHTOB.

ITpOMBILIUIEHHBII CHOCOO IOAYYeHUsI OKCHUOA
aJTIOMUHUSI, U3BECTHHINM Kak Tipoliecc baiiepa, obec-
MeYnBacT XMMUYECKYIO YHUCTOTY OKCHIA aJIIOMUHMUS,
Kak TIpaBujIo, He Beie 99.7% W He yHOBIETBOPSIET
TpeGOBaHUSIM PsSIda COBPEMEHHBIX HeMeTaJTyprude-
CKMX MIPOU3BOJACTB, TAe CyMMapHOe CoaepKaHue TPy~
Meceil He OODKHO IIPEBBINIATh €IVWHUIL U IECITKOB
ppm. UMeHHO 3TO 0OCTOSTEIHLCTBO OOYCIIOBUIIO PSIII
paboT, TTOCBSILEHHBIX pa3padoTKe CITOCOOOB IMOIyYe-
HUSI OKCUa aJTIOMUHMUS BbICOKOU YncTOTHI (OABY).

OCHOBHBIM MTPOMBIIIJIEHHBIM CITOCOOOM MOIyYe-
Hust OABY (c uncroroii 99.99—99.999 mac. %) siBmnsi-
eTCsl aJIKOroJIsITHasl TexHoJjiorust [4—6], B KOTOpoii
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IMIPOMEKYTOUYHBIM BEIIECTBOM CIIY:KMT M30IIPOIIMJIAT
QIIOMUHUS, TI0JIydaeMblii B pe3yJibTaTe B3aUMOIEH -
CTBUSI AJIOMUHUSI C W3OMPOIUJIOBBIM CIIUPTOM B
MIPUCYTCTBUM KaTanmu3atopa [7, 8]. B kauecTBe aib-
TEePHATUBHBIX CIIOCOOOB MOXHO OTMETUTH MOJIyde-
HUE M TepMUYECKOE pa3/IoKeHWE HUTpaTa ajlloMU-
HUS [9], 2IEKTpOXUMNYECKOE PACTBOPEHUE aJTFOMU-
HUS ¢ TIociienylonieii TepMmooopadorkoit [10, 11] n
rugpoTepMaibHblii MeTon [ 12—14]. Bo Bcex mepeunc-
JIEHHBIX CJIy4asiX B KA4eCTBE MCXOTHOIO XUMNYECKO-
ro ceIpbs 11 moaydeHuss OABY ncnonbs3yeTcest anio-
MUHUI. DTO CBSI3aHO, B TOM YMCJIe, C TEM, UTO alio-
MUHUI SIBJISICTCS XUMWYECKM aKTUBHBIM METaJlJIOM,
MIPOMBIIIIEHHOE IIPOMU3BOACTBO KOTOPOI'O MCUMCIISI-
eTCsl IeCSITKaMU MUJIJIMOHOB TOHH B TO/I.

B kauecTBe BapruaHTa, B KOTOPOM UCXOIHBIM ChI-
PBbEM CIYKUT OKCHUI aJIIOMUHUSI, OTMETUM CIIOCO0O
[15], B KOTOpOM pasmuaHbie (pa3bl THAPOKCHUIA aJTfO-
MUWHUS PaCTBOPSIIOTCS B KOHLICHTPUPOBAHHOM COJISI-
HOM KMCJIOTE C 00pa30BaHNEM PaCTBOPUMOIO XJIOPH-
J1a aJTIOMUHMUS, TOCJIE YETO PacTBOP OTHESIETCS OT
HEpacTBOPEHHBIX TBEPABIX IPUMECEI U OCYILECTBIISI -
eTCsl KPUCTaUIM3alusl XJIOpUIa aJTIOMHUHUS U €To
TepMHuyeckass oopadoTka. JJaHHBIN crtoco0 OB pa3-
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Ta6auma 1. Conep:xxaHue nmpumMeceii (Mac. %) B ICXOIHOM
amroMuHun Mapok A7 u A98 ('OCT 11069-2001 amromMu-
HUI ICPBUYHBIIA)

Mapka ainioMHHUS A7 A98
Al, % (He MeHee) 99.7 99.98
Si, % (He 6oiee) 0.15 0.0035
Fe, % (He Goutee) 0.16 0.0056
Cu, % (He Goiee) 0.01 0.0016
Mn, % (He Gonee) 0.03 0.002
Mg, % (He Gonee) 0.02 0.002
Zn, % (He 6onee) 0.04 0.003
Ga, % (ue 6omee) 0.03 0.003
Ti, % (He Gonee) 0.01 0.002
IIpoune npumecu (Kaxkaoi 0.02 0.001
B OTIENbHOCTH), % (He Gonee)

paboTaH I TIPSIMON MepepaboTKN MHHEPATbHOTO
CBIPbsI, OMHAKO TOCTUTHYTasT MaKCUMaJIbHasI XUMU-
YyecKasl YMCTOTa He YIOBJIETBOPSET COBPEMEHHBIM
TpeboBaHUsIM. OCHOBHOI NPUYWHOU SIBJISIETCS TO,
YTO BMECTE C XJIOPUIOM AJTIOMWHMS B IIPOIIECCE €TO
pacTBOpEeHHUST 00Pa3yIOTCs TaKXKe PACTBOPUMBIE XJI0-
pHUIOBI TIPUMECHBIX aTOMOB, KOTOpEIE OCTAalOTCS B
MMPOIYKTE TOCTIe KPUCTATUTU3AIINH.

AJTIOMUHUI B KAYE€CTBE VCXOMTHOTO ChIPhSI IJISI TT0-
nyuyeHust OABY Gosiee mpeArmoYTUTEICH, YEM €T0 OK-
CUl, B TOM 4YMCJIE TIOTOMY, YTO €r0 YUCTOTA MOKET
OBITH TOTIOJTHUTEILHO TIOBEIIIEHA ¢ 99.7 10 99.99% B
XOlle MPOMBIIICHHOTO TIpollecca TPEXCIOMHOTO
3JIEKTPOJIN3a. DHEPro3arpaTHOCTb 3JICKTPOJIUTHYC-
cKoro pagpuHupoBaHus (mpolecca Xyrca) He Ipe-
BBIIIAET 3HEPro3aTpaTHOCTh IIpolecca MOMYYSCHUS
MEPBUYHOTO alioMUHUs (rpouecca Xojuta—3py)
[16]. IIpu moOaBiieHMM KUCIOpPOIa K aJIIOMUHUIO C
yuctoroit 99.99% (cymMMapHBIM comepKaHUEM TPU-
Meceit 100 ppm) TeopeTHUEeCK MOXHO MOJIYYUTh OK-
CHII C IUCTOTOM ~99.995% (cyMMapHBIM comepsKaH-
eM npumeceil 50 ppm), Tak Kak U3 | KI aJIOMUHUS
MOJIy4aeTCs OKOJIO 2 KI' OKCHIA U, COOTBETCTBEHHO,
KOJIMYECTBO IpUMeceil B eAUHUIIAX PpmM yMeHbIIa-
ercsl BaBoe. OQHaKO Ha MPaKTUKE OCYIIECTBUTh pe-
aKIUIO TPSIMOTO OKHMCIIEHUSI B YMCTOM KUCIIOpPOIE
WUIX Boze 0e3 KaKux-JIM00 100aBOK WIM KaTajn3aTo-
pOB OKa3bIBaeTcsl He Tak nmpocto [17].

OTHOCHUTEIILHO HEAABHO OBLI TIPEIJIOXKEH CITOCO0
OKMWCJIEHUS TPaHYJIMPOBAHHOTO AIIOMUHMST B HU3KO-
MPOLIEHTHBIX PAacCTBOpax IeaodYeil MpU WHTEHCHUB-
HOM TIepeMeIINBaHNY, B KOTOPOM ILIE€JIOUb BHICTYIIA~
Jla B KayecTBe KaTaju3aropa Mpoliecca OKUCICHUS
[18, 19]. O6pasyroluiicss aTloMUHAT B KOHKPETHBIX
SKCIEPUMEHTAJIbHBIX YCIIOBUSX OBICTPO pacramacs
Ha TUIPOKCHUJ aTIOMUHUS U I1eJI0Yb, KOTOpasl 3aTeM
y4acTBOBajia B OKUCIIEHUH CJIEAYIOIIE MOPLIMU alio-
MmuHus. Ha mpuMepe KaimeBoii 11eJIoun ObLIM OTIpee-
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JIEHBI ONITUMAaJIbHBIE CKOPOCTh MepeMeIIMBaHMs, Ha-
yajibHasi KOHLIEHTpalus 1ejiour B pactBope (0.1 M) u
MacCOBOE OTHOIIIEHWE BOTHOTO pacTBOpa K allOMHU-
Huwo (o0 = 4), obecreunBaloliie BbICOKYIO CTEeNeHb
npespalleHus amoMunus (6omee 80%).

Takke OTHOCHTEJILHO HeIaBHO ObLla ITOKa3aHa
BO3MOXXHOCTh OYMCTKM OKCHMAa aJIIOMUHUSI B XOIe
BBICOKOTEMIIEPATYPHOIO BaKyyMHOIO IIPOKaJIUBa-
aud [20, 21]. JaaHbIi Iporiecc ocHoBaH Ha g dy3un
MpuMeceil K TOBEPXHOCTU KpUCTaila (MOBEPXHOCT-
HOI cerperauyy) M MX ITOCICOYIOIIMM WCIIapeHUN
[22]. B kadecTBe MCXOTHOTO CHIPHSI MCIOIb30BAJICS
MUMKPOHHBII OPOIIOK aJIIOMUHUS, OKUCIEHUE KOTO-
pOTO OCYIIECTBIISUIOCh B TUAPOTEPMAIBLHBIX YCIOBUSIX
pu TeMmnepatype okosio 300°C u maBnenun 10 MI1a.

HaHHas paboTa MocBsiIleHa UCCIAEI0BAHUIO BO3-
MOXHOCTU TMOJy4eHHUsI BBICOKOYMCTOTO OKCHUAA
ATIOMUHUS MMyTEM MEXaHOXUMUYECKOTO OKUCIECHUS
amoMuHus B 0.1 M pacTBope ruapokcuia Kajaus ¢
MOCIEeAYIOINMN XUMHUYIECKO M TepMHUYEeCKOil 00-
paboTKaMu TUAPOKCHUIA aJTIOMUHUS U APYTUX €T0
coenuHeHuii. Beitobop KOH o6ycioBieH oTHocu-
TEJIbHO HU3KMMU TeMIlepaTypaMM UCITapeHUsT OKCUIa
1 amoMuHaToB Kayiust. [IpomeskyTouHast TepMudecKasi
00paboTKa MPOBOAUJIACH C LIEJIbIO MOHUXEHUSI KOH-
LIEHTpaLlMU MpUMeceil B 00beMe KpUcCTalljia 1 MOBbI-
IIEHUSI UX KOHLIEHTpalMKU y noBepxHocTu. Kucnor-
Hast oopadotka (HCIl) mpuMeHsiiach ajisl paCTBOPESHMUS
U OTHEeJIeHWS] MPENNnoJOXUTENILHO Oojiee 3arpsi3HeH-
HOTO MPUMECSIMU TTIOBEPXHOCTHOTO CJIOSI TUAPOKCHIA
win okcuaa. IpeamnosioxxeHre OCHOBBIBAETCSI, B TOM
4yuclie, Ha pe3yjbTraTax paboThl [23], B KOTOpOil Ha
MpUMepe TUAPOKCUAA ATIOMUHUS, MOJYYEHHOTO C
HCITOJIb30BaHMEM IIpoliecca baliepa, rmokasaHo, 4To
MPUMECH IIEJTOYHBIX METAJIJIOB B BUIE AIIOMUHATOB
CKOHIIEHTPUPOBAHBI Y TOBEPXHOCTH.

BSKCINEPUMEHTAJIbHAA YACTb

Xummnueckne peakTuBbl. [[7151 HapaOOTKM TUIPOK-
CcHIa aTIOMUHUS TTyTeM oKUcaeHus amoMuaus B 0.1 M
pacTBOpe THMAPOKCUIA Kalusl MCIIOJIb30BaJICS alio-
MUHUI TpaHyJIMPOBAHHBIN IBYX MapoK: A7 ¢ comep-
KaHueMm amoMuHus 99.7% u A98 ¢ comepkaHueM
amomuHus 99.98% (Pycan), comep:xaHue IpuMeceit
B MCXOQHOM AJIIOMMHUM IIPEACTaBICHBLI B TaOm. 1.
BuemHmit BUa aflOMUHUS pa3HBIX MapoOK OB OOU-
HakoB (puc. 1). OkucieHre NpoOBOAUIOCH B BOTHOM
0.1 M pactBope KOH. /1,151 IpuUroTOBIeHUS pacTBOpa
HUCIIONIL30BaAJICd 0c000 4ucThlil 30%-HBI BOOHBINA
pactBop KOH (KomrmoHeHT-peakTuB). MaccoBoe
OTHOIIIEHKE BOTHOI'O pacTBOPa K AJIIOMUHUIO COCTaB-
JIs110 O, = 4. J1J151 IIPOMBIBKY TTOJIyY€HHOTO THIPOKCH -
Jla aJIIOMUHUS MCITOJIb30BaJIM COSTHYIO KMCJIOTY KBa-
Jqudukaum “oc. 4.” (KoMmoHeHT-peakKTuB) ¢ KOH-
HeHTpauueit 5%. B skcnepuMeHTax UCIOIb30Ballach
IUCTWUIMPOBAHHAS BOAA.
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Hapa6oTka ruapokcuaa aTioMUHASA [IPOBOAMIIACH HA
YCTaHOBKE, CXeMa KOTOpOIi IpeJcTaB/ieHa Ha puc. 2.
YcTaHOBKA COCTOUT U3 CTEKJITHHOTO peakTopa Lenz
00BeMOM 1 JI ¢ TEpMOCTAaTUPYIOIIE pyOaIrkoit, BXO.,
M BBIXOH KOTOPOIi coennHeHbI ¢ TepMocTtatoM Huber
CC 308B cJINKOHOBBIMU IIJIAHTaMM IS TIOIACPKKI
TMOCTOSIHHOI TeMIIepaTyphl B PEaKTOpe; BepXHEIIPH-
BoxgHoit memanku 1KA Eurostar 60digital ¢ mepeme-
IIMBAIOIIVM 3JIEMEHTOM SIKOPHOTO THIIA; XOJIOIMIb-
HUKa U1 BO3BpaTa CKOHIEHCHUPOBABILIETOCS BOISIHO-
ro rnapa B peaklIMOHHYIO cpedy; 6apOboTepa B BUIIE
CKJISTHKU J{pexcers.

Ilepen HemocpeICTBEHHO OKMCIIEHHMEM alOMMU-
HHEBBIC TPaHyJIbl IPOXOMIIN 00pabOTKy B YIbTpa-
3BYKOBOU BaHHE. YJIBTPa3ByKOBOE BO3MIEHCTBUE UC-
MOJIb30BAIOCH IJISI OYMCTKH IIOBEPXHOCTU T'PaHYJI OT
OpraHMYeCcKNX M MEXaHMIECKUX 3arpsI3HEHUI. 3aTeM
MPUTOTABIMBAJICS BOIHBIN pacTBOpP TMApOKCHUAA Ka-
JIMSL ¢ 3aJaHHOM KOHLIEHTpAaLMe 1IeJI0YX 1 C TIOMO-
LIbI0 MEPHOI CTEKIIHHOM eMKOCTU B 00beMe 600 Mt
3aJIMBaJjicsl B peakTop. B peakTop mocje ero Harpesa
M TEePMOCTAaTHUPOBAHMUS 3arpyxKajach HaBecKa ajio-
MuHHAS Maccoit 150 r. PeakTop OBLI yTeIJIEH TETIO-
M30JIMPYIOIIMM MaTepuajioM ISl TToAAepXKaHUsl Mo~
cTostHHOI#T TemIieparyphl. Ilocie repmerusauum pe-
aKTopa BK/II0YAJach BEpXHEIIPMBOOHAS MEIIAIKa CO
ckopocThlo BpalneHuss 400 006./MUH, B pe3yJibTaTe
Yero 3allycKajlach peaklivsl OKUCJICHMS aJIIOMUHUS.
OOpa3yonuiics B X0Ie OKUCICHUST aJIOMUHUS BO-
Jopoa HaOJmomancs I0 My3bIpbKaM B Oapbotepe.
DKCIEPUMEHT IIPOBOIMICS B U30TCPMUYECKOM pe-
xume 1ipu reMnepatype 90°C 1 atMmocdepHOM IaBiie-
HuU. [TponoCKUTENLHOCTD TIpoliecca OKMCIEHUST CO-
craBiisiiia 5 4. BaxkHoiT 0COOEHHOCTBIO KCIIEPUMEHTA
110 OKKCJICHUIO AJTIOMUHUS SIBJISUIOCH TO, YTO PEaKIIMSI
OCYIIECTB/ISIIaCh TMPU MHTEHCUBHOM IIepeMellrBa-
HUM, YTO CITOCOOCTBOBAJI0O MEXaHMYCCKOMY TPEHMIO
rpaHy/ aJllOMMHUS APYr O Opyra M, COOTBETCTBEHHO,
JTIOTIOJTHUTEIbHOM aKTUBALIMM PEAKIIUU 32 CYET CHSITHUS
OKCMTHOM ITUICHKHU C TIOBEPXHOCTU afoMuHMsL. [1omy-
yeHHasl B XOIe 9KCIEpHUMEHTa CYCIIEH3MST OTAEISIIach
OT HEMpopearunpoBaBILIEeTO ATIOMUHUS C TTIOMOIIIBIO JIa-
6oparopHoro cuta (stueiika 500 MKM) ¢ mocenyoolei
cragmeii BakyyMHoI dunbTpannn. [Tocne punbrpa-
U TUAPOKCUI aJIIOMUHUS MPOMBIBAJICS OUCTUJI-
JIMPOBaHHON BOMO¥ 10 HeTpanbHOM cpeabl pH ~ 7
M IIOMENIAJICI B BaKyyMHBIA CYIIMJIBHBIM IIKad
Binder cepuu VD. CreneHs npeBpalnieHus aJoMM1-
HUS oTpenesiach, Kak B padote [18].

ITocre cymku obpasia ocylecTBIsLIaCh JUOO0 eTro
TepMOOOpadboTKa, TMOO KMCIOTHAS 00padoTka. O0600-
IIeHHas1 OJIOK-CXeMa MPOBEACHUST BKCIIEPUMEHTOB
npeacTaBicHa Ha puc. 3.

Tepmuuyeckasa odopadoTka. {11 TepMUUIECKO 00-
paboTKM oOpa3ell OKCHIa WIN TUAPOKCHUIA aJIOMHU-
HUSI Maccoii 25 r moMelnancs B KOPYHAOBBINM TUTEIb,
KOTOpBIil ycTaHABIMBajcs B MydenbHOI eun. Bpe-
MsI BBIAEPKKH TIPY MaKCUMAJIbHOM TeMItepaType BO
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Puc. 1. AmioMruHUIT TpaHyIMPOBAHHBIN.

Al

KOH

e

Puc. 2. CxeMa yCTaHOBKM JUJIsI HapaOOTKU TMAPOKCHUIA
aTIOMUHUS: 1 — TepMocTaT, 2 — BEepXHENPUBOIHAS Me-
manka, 3 — oOpaTHbIi XOJOIUJIbHUK, 4 — peakTop, 5 —
Oapborep.

BCEX DKCIIEPUMEHTAX C IPOMEXKYTOUHOI TepMOooOpa-
0OTKOI1 OBLJIO OMMHAKOBBIM U cocTaBJIslIo 1 4. Bpems
BBIAEPKKY ITpu TeMitepatype 1450°C cocTtaBisio 3 4.

Jas TepMo0oOpadbOTKM MCITOIb30BaTUCh My(delb-
Hast meub LHT 08/16 (Nabertherm) ¢ nucunnimamMo-
JINOICHOBBIMU HArpeBaTe/IsIMA U KOPYHIOBBII TU-
resib 06beMoM 80 cm®. Macca 06pa3LoB B X0Oze ucciie-
JIOBaHUS M3Mepsjach C ITOMOIIBIO aHAJTUTUYECKUX
BecoB Sartorius Cubis MSA3248S.

Kuciornaa oopadorka. [TonydeHHBINM TMAPOKCUI
AJIIOMUHUS TIOCJI€ CTaAWMM OKUCJCHMS W CYIIKM, a
TaKKe MPOAYKTHI ITPOMEXKYTOIHOM TepMOOOPaOOTKH
ObUT 0OpaboTaHbl B 5%-HOM pPacTBOpE COJSTHOM
KHCJIOTHI B CTEKJISTHHOM Koy1oe oobeMoM 500 M1 ¢ 11e-
peMelIMBaHNEM Ha MarHUTHOM I€peMEIIMBaIOIIEM
ycrpoiictBe IKA C-MAG HS 7 B reueHue 2.5 4. Ilo-
cJie 3Toro oopas3ubl GUIBTPOBAIUCH MPU TTOHUKEH-
HoM aaBJjieHuU. ITocie puabTpaliu ocagok MpoMbl-
BaJICl OUCTUWJUIMPOBAHHOM BOMOU 1O HEUTpAJIbHOM
cpensl pH ~ 7 1 moMelaics B BAKYYMHBII CYIINIIb-
HBI mKad Binder.

2019
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ViIbTpa3ByKoBast
obpaboTka
ATIOMUHUS
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>

Cyuika

KucnorHas |

obpaboTka

Puc. 3. O60011eHHas 6J10K-cXxeMa IMPOBEACHUS SKCIIEPUMEHTOB.

ITpoMbIBKa THAPOKCHUIA ATIOMUHUS B BOAHOM
pacTBOpE COJISIHOM KHUCJIOThl OOECTIeUnBaeT YacTU4-
HBII TIEpeBOJ XeJie3a 1 MIEJTOYHBIX METAIIIOB, a TaK-
K€ UX OKCUIOB, COAEPXKAIUXCS B TUAPOKCUJIE allio-
MUHUS, B COOTBETCTBYIOIINE XJIOPUIBI, HEKOTOPHIE
U3 KOTOPBIX PacTBOPSIIOTCS B Boje. OTae/ieHUe ruji-
poKcuJa aTIOMUHMS OT pacTBOpa COJSTHON KUCJIOThI
MoCje TaKOW TPOMBIBKM CIHOCOOCTBYET IOMOJHU-
TeJIbHOU OYMCTKE 1IeJIEBOTO MPOAYKTa OT IIpUMECE,
MOCKOJIbKY XJIOPUIbl HEKOTOPBIX METAJUIOB (HAIpU-
Mep, XeJie3a) UMEIOT, KakK IpaBujio, 00jee HU3KYIO
TeMIepaTypy KWIeHUs1 (CyOonmMmanuu) TpU aTMO-
chepHOM JaBJI€HUM, YeM UX OKCUIbI, U TIpU Jdajb-
HeleM MpoKaJuBaHUM B My(eJIbHOM ITedn TeMIIe-
paTypa KuneHus (CyoJmmann) XJI0puaoB OyIeT HU-
Ke, YeM OKCUIIOB COOTBETCTBYIOIIMX METAIOB,
CJIeI0BaTEIbHO, U OYMCTKA OT IIpUMeceii OyneT Hau-
OoJtee TTOJTHOM TIpU TepMOOOPaOOTKE.

Pentrenodaszosbiii anaams. Ma3oBbiii cocTaB 00-
pas31oB U3yvajcsl METOJIOM PEHTIeHOBCKOM nudpak-
mun Ha nudpakromerpe Thermo ARL XTRA ¢ uc-
mmonb3oBaneM CuK -usnyderus (A = 0.15418 um).
CnexTpbl peHTT€HOBCKOM OU(ppaKIlIuu CHUMAJIUCh B
uHTepBasie yriaoB 260 = 10°—100° ¢ maromM cKaHUPO-
BaHus 0.75 rpan/muH. Mnentudukamus ¢a3oBoro
coctaBa 00pa3loB OCYLIECTBIISIIACH C TIOMOIIBIO MIPO-
rpaMMHoro Komruiekca Maud. O61acTb KOrepeHTHO-
IO paccessHUsl BbIYMCIISUIACH C MOMOUIBIO YPAaBHEHUS
leppepa.

Macc-cneKTpoMeTpHYeCKMii aHaqm3. MeToguka
oIpeneeHUs] TPUMECHBIX 3JIEMEHTOB B ITOPOIIKaX
0eMuTa U OKCUIOB aJloOMUHNSI OCHOBaHA Ha UCTIOJIb-
30BaHUU MacC-CHEKTPOMETPUM C MHAYKTUBHO CBSI-
3aHHoOi masMoi (MCII-MC, X-Series II Thermo
Scientific, CIIIA) ¢ mpeaBapUTeJIbHBIM PAaCTBOPEHU -
€M BellleCTBa. AHAJIU3UPYEMBbIl OKCUJl aTIOMUHUS B
kommyectBe 25 mMr cmaunBain 0.03%-HbIM pacTBO-
POM M30BUHWJIOBOTO CIIMPTa U MpeccoBaJiu (AaBlie-
Hue ~500 MIla) B teueHue 30 muH. IlomydeHHBIH
KOMITIaKTHbIN oOpa3zent 0oi-Al,O; moMemanu Ha Tpen-
METHBIU CTOJIMK B STYEUKY Ja3epHOU TpucTaBku. B
KayecTBe BHYTPEHHEro cTaHmapTa Ipu Macc-CheK-
TpaJbHBIX U3MEPEHUsIX ucronb3oBanu 2’Al. KoHleH-
Tpaly 3JIEMEHTOB MOJy4Yald yCPEAHEHUEM IO BCEM
oIpeneasieMbIM U30TOMNAaM C YY4€TOM MX pacipocTpa-
HeHHocTu. I Kaxmoro oOpasiia MpOBOIWIM TIO
MSATh U3MEPEHU, PE3YJIbTATHl YCPEAHSJIM U BbIUMC-

HEOPTAHUYECKUWUE MATEPHUAJIbI

JISUIM CTaHAApTHOE OTKJIOHeHue. [l KOHTpoIsT u
IIPOBEPKM IIPAaBMJILHOCTU pa3pabOTaHHOM METOIUKNI
WCIIOJIb30BAJIM HE3aBUCHUMBIM METOH, OCHOBAaHHBIN
Ha pacTBOpeHuu o0pasioB o-Al,O; maccoii 100 mr B
cmecu 1 ma H,SO, u 1 M1 H;PO, B Teuenue 6 4 ipu
nmasieHun 140 MIla u remnepatype 320°C B KBaplie-
BBIX 3aKPBITHIX IpoOMpKax. PacTBOpPEI IIEpeHOCHIIN B
MJIACTUKOBBIC TTPOOUPKHM, 00BEM KaxKIOTO pacTBoOpa
noBoauau 10 10 mui. Pe3ynbTraThl Tpex NapajuieIbHbIX
U3MepeHUH ycpeaHsUIU. ITorpeHoCcTh onpenaeaeHus
JIJIs 3JIEMEHTOB cocTaBisuia He 6osee 30% [24].

CxaHupYIomas 3JIeKTPOHHAs! MUKpocKomusi. Mopdo-
JIOTUSI OBEPXHOCTU 00pa3LOB U3ydyallach Ha CKAaHUPY-
Io111eM 3JIeKTpoHHOM MUKpockorie JEOL JSM-7401F.
OO0pasiibl B MUKPOCKOIIE pa3MellaiuCh Ha yTepo/-
Hoii moaoxke. CheMKa 00pa31ioB MPOBOAUIACH ITPU
ycKopsmolleM HanpskeHuu 1 KB.

PE3VJIBTATBI 1 OBCYXIEHHWE

Amovunuii Mapku A7 (99.7%). ATIOMUHUI TpaHy-
JIMPOBAHHBIN MapKu A7 ObLT OKUCIIEH TIPU TeMIlepa-
type 90°C B BODHOM pacTBOpPE THAPOKCUIA KAJIUS C
koHueHTpanueir 0.1 M. CremeHp IIpeBpamieHUs
amoMuHus coctaBmia 82%. [Nocne oTneneHus 1mo-
JIY4EHHOTO TMIPOKCUIA aJTIOMUHUS OT HEOKUCIICH-
HOI'0 aJIIOMMHUS, a TaKKe (UIbTpAllUM U CYIIKU,
MPOBOAMIIN TEPMOOOPAOOTKY M KHMCJIOTHYIO o0Opa-
OOTKY.

IMonyyeHHBIl B pe3yabTaTe OKUCIEHMSI TUIPOK-
CcUJI AJTIOMUHUSI BHAUYaJIe IPOXOAWII IIPOMEKYTOUHYIO
TepMUYECKyl0 00paboTKy mpu Temmepatypax 300,
600, 900 uau 1200°C. ITocie 3TOro MPoayKT HOABEP-
rajicsi KUCJIOTHOM oOpaboTKe, a 3aTeM MpOoKajKe Mpu
temneparype 1450°C nis obpazoBanus o-Al,O;. [To-
JIYYEHHBIN TUIPOKCU ATIOMUHMS TaKXKe MOIBepra-
Cs1 KUCJIOTHOIT 00paboTKe 0e3 IpeaBapuTe/IbHOMN Tep-
MUYECKON 00OpabOTKM C ITOCICAYIOMICH ITPOKAIKOM
npu temmnepatype 1450°C. Kpome Toro, ObLUT momy-
yeH obpaszelr o-Al,O; myTeM npssMoro MpoKaaiBaHUs
MPOOYyKTa OKHUCJIEHUS Tpu Temitepatype 1450°C.
bnok-cxemMa npolieccoB TepMOOOpabOTKU U KMCIOT-
HOIT 00pabOTKU 1Sl MPOLYKTA OKUCIEHUS aJIlOMU-
HUg Mapku A7 mokKa3aHa Ha puc. 4.
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A7

OxucneHue Al, 1450°C > Al,O; (1.1)
90°C}, |

AlOH);— A1om), 1450°C___ | ALO,(1.2)

o 3

ol 5 |aoon HE_, Al00oH W0C Ao, (13)

8 |aLo, —HOL ALO; AS0°C__ , AL0s(14)

ALO HCL , Ap0, BC s A0, 015)

ALO;, HCL_, A10, 40°C , ALo,(16)

Puc. 4. Biok-cxeMa IpoleccoB TepMOOOPAGOTKU U KMCIOTHOM 00pabOTKU MPOAYyKTa OKMCICHUS alloMUHUS Mapku A7 (00-
pasubl okcraa agtoMuHust 1.1—1.6 OTIpaBIsINCh HA MacC-CIIEKTPOMETPUIECKH I aHATU3).

ITpu temnepatype 300°C, comtacHo [25], ruapox-
CUJI QTFIOMUHUS TOJKEeH TIEPEXOIUThb IMTPEUMYIIECTBEH-
HO B okcuruapokcu amomuHust (AIOOH):

Al(OH), —3%€ 5 AIOOH + H,0.
ITpu Temnepatype o6xkura Bbite 600°C ruapok-
CUJ IIEPEXOIUT B OJHY U3 KPUCTALINYECKUX (a3 OK-
cuna (y-, 8-, 6- uinm a-Al,05):

2A1(OH), —28°C 5 AL.O, + 3H,0.

B pesynbrate peHTreHOha30BOro aHaiausa Ipo-
JIyKTa OKUCJIEHWS allOMWHUSI ObLIO YCTAHOBJIEHO,
YTO JOMUHUPYIOLIEH KpUCTAIUTUYECKOI (pa3oii B HEM
asisiercst AI(OH);, npencraBieHHbI IByMsSI MOIU-
dukanmgamu: 6aiteputTomM 1 TmoocuToM. HeGompimas
yactb Al(OH); HaxonuTcs B peHTreHoaMOp(hHOM CO-
CTOSIHUM (pa3Mep o0JIacTeil KOTepeHTHOIo paccesi-
HU He 1peBbiiaeT 1 HM). ITocite TepMoo6padboTKM
npu 300°C K yXe NepedrcIEHHBIM KpUCTaJJIn4e-
ckuM ¢dazam npobdasisiercss oemut (AIOOH). Ilocne
TepMoo6paboTku Tipu Temmeparypax 600 u 900°C
JTOMUHUPYIOIIUMU KPUCTALUIMYECKMMU (a3amMu B
obpasiax sBisores Y-, 0- u 0-Al,05. [ocie Tepmo-
00paboTku 1pu TemItepatypax 1200 u 1450°C gomu-
Hupyet o-Al,O;.

B xone kuciaoTHOIT 06pabOTKM COsTHAs KMCIOTa
B3aMMOCICTBOBAJIA C TIOBEPXHOCThIO OKcUma (TU-
POKCHIAa) aTIOMUHUS C 00pa30BaHNEM XJIOPUJIOB:

ALLO, + 6HCl— AICI, + 3H,0.

B Ta6:1. 2 mpeAcTaBieHbl MAaCChl COEIMHEHUIA, T10-
JIY4YEHHBIX B Pe3y/IbTaTe OKUCJICHUS AJIIOMUHUS C IO~
clieIoBaTeIbHBIMU XUMUYECKOH U TePMUUYECKOM 00-
pabotkamu. Ilepen B3BelIMBaHUEM BCe OOPa3IIbl BhI-
CYIIMBAINCH OO JOCTVKEHUS TIOCTOSTHHOTO 3HAUYCHUST
Macchl Tipu Temrieparype 120°C. Bo Bcex cepusix aKc-
MEePUMEHTOB MCXOOHAsI Macca MPOAYKTA OKUCIICHUS
Al(OH); cocraBnsiia 25 r, KOHEUHBIM MTPOAYKTOM SIB-

HEOPTAHUYECKUWE MATEPUAJIBI  tom 55 Ne 3

JISUICST OKCHJI, alTIOMUHYS, TIPOLIEAIINIA TEPMUYECKYIO
00paboTKy npu Temiiepartype 1450°C.

M3 pe3ynbTaToB M3MEpEeHUs1 Macc 00pas3LioB MOX-
HO BUJIETh, UTO C YBEJIMUYEHUEM TeMIIEpaTyphl Mpe/-
BapUTEJIbHON TEepMUYECKO 00pabOTKM Macca KO-
HEYHOTO MPOAYKTA YBEJINYMBACTCS. DTO OOBSICHICT-
Ccd TeM, 4TO C YBeJMYEHUEM TeMIIepaTypbl MPOLYKT
MEHbIIIE PAacCTBOPSIETCSI B COJISIHOM Kucjore. [Ipo-
MbIBKa B Kuciote ruapokcuaa AI(OH); u okcurun-
pokcuaa amomuHusg AIOOH npuBomuT K HanOOJIb-
IIeMY YMEHBIIIEHUIO MaCChl, OTHOILLIEHUE MAaCC TT0CJIe
U 10 KUCJIOTHOM 00paboTku coctanisieT 0.81 u 0.87
COOTBETCTBEHHO. JIJ1s1 3KCITEpPUMEHTOB C KUCIOTHO
00paboOTKOI OKCHAa aJIOMHUHUS, TIOJYISHHOTO TPpHU
600—1200°C, oTHOLLIEHNE MACC MIOCIIE U OO0 KUCIIOT-
Holt 06paboTku coctasisiet 0.97—0.98. U3 pesynbra-
TOB U3MEPEeHUsI Macc 00pa3loB TAKXKe CIICAYeT, YTO B
clydyae KUCJIOTHOM 00pabOTKM HEMOCPEICTBEHHO ITPO-
nykta okuciaeHust Al(OH); uiy okcuruapokcuaa amo-
muHust AIOOH TtepsieTcst 3HauMTeIbHAS YacTh MACChl
KOHEYHOro mpoaykra — 10 17.6 wiu 12.3% coorBer-
CTBEHHO (B CpaBHEHHMHM ¢ Maccoii oopasua 1.1). B ciy-
yae KUCJIOTHOIT 00pabOTKM OKCUIA ATIOMUHUS, TTOJTY-
yenHoro npu 600—1200°C, B urore tepsiercst ot 2.3%
(mrst 1200°C) mo 5.8% (st 600°C).

PesynbraThl Macc-CIIEKTPOMETPUIECKOTO aHAJH -
3a 00pa3IlOB OKCHIA ATIOMUHUS, TOJYYeHHBIX W3
aJlloMUHUS Mapku A7, IpeacTaBieHbl B Tab. 3. Hau-
GoJIbIlIas cyMMapHasi KOHILIEHTpaIs IIpuMeceil Ha-
omromaeTcs B oopasne 1.1, mojiydaeHHOM M3 ITPOIyKTa
OKWCJIEHUSI aJlOMUHUSI HampsiMylo IIyTeM oOOXura
npu temrepatype 1450°C. HauMmeHblas cyMmMapHas
KOHIIEHTpalMsl TIPUMECei MpencTapieHa B obpasiie
1.2, moay4yeHHOM B pe3yJibTaTe MOCea0BaTeIbHBIX
KHUCJIOTHOI 00paGOTKI U MPOKAIMBAHUS IIPU TEMITe-
parype 1450°C (6e3 npeaBapUTeJILHON TEpMOOOpa-
0OTKM). YMEHbIICHUE CYMMapHON KOHLEHTpaluu
mpuMeceil TOCTUTHYTO 3a CUYEeT YMEHBIICHHS COIep-
XXKaHus Xeje3a B obpasne. CHIMKEHHE KOHICHTpa-
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Tabauma 2. Pesynabrarsl U3MepeHUsT Macc 00pa3lioB, MOJYYEHHBIX B XO/I€ TEPMUUECKON U KUCIIOTHOM 00paboTOK Tpo-
JlyKTa OKHUCJIEHUS aTIOMUHUS Mapku A7 (McxonHast Macca nponykra okuciaeHust AI(OH); B Kaxnoii cepuu sKCepuMeH -

TOB cOCTaBJIsLIa 25 T)

Macca, r
Cepus IMpouecc OTHo1IeHnEe Macc
o mocye
1.1 TepmoobpabdoTka rpomykra okuciaeHuss Al(OH); mpu 1450°C 25 15.98 0.64
Kucnornast oopabotka nponykra okuciaeHus Al(OH), 25 20.25 0.81
12 Tepmoo6paborka AI(OH); ipu 1450°C 20.25 13.16 0.65
TepmoobpaboTka nponykra okuciaeHus Al(OH); mpu 300°C 25 19.04 0.76
1.3 Kucnornast oo6padorka AIOOH 19.04 16.49 0.87
TepmooGpacotka AIOOH nipu 1450°C 16.49 14.01 0.85
TepmoobpabdoTka nponykra okuciaeHus Al(OH); mpu 600°C 25 16.19 0.65
1.4 Kucnornast o6pabotka Al,O4 16.19 15.80 0.98
TepmooGpabotka Al,O5 ripu 1450°C 15.80 15.05 0.95
TepmooGpaboTtka nponykra okucienust Al(OH); mpu 900°C 25 16.21 0.65
1.5 KucnorHast o6padorka Al,O5 16.21 15.70 0.97
Tepmoobpabdotka Al,O5 mpu 1450°C 15.70 15.18 0.97
TepmoobpabdoTka nponykra okuciaeHus Al(OH); mpu 1200°C 25 16.08 0.64
1.6 Kucnornast o6padotka Al,O4 16.08 15.75 0.98
Tepmoobpabotka Al,O5 ipu 1450°C 15.75 15.61 0.99

M XKeJle3a MOXET OOBSICHITBCS TEM, YTO IIPUMECH,
HaxomsIIasicsl Ha TpaHMIIEe 3epeH TMAPOKCHUAA ajio-
MUWHUSI, pacIipele/IeHHOTO 1o BceMy o0beMy, B pe-
3yJIbTaTe KHCJIOTHOM 0OpabOTKM pacTBOpSIETCS B
BOITHOM PAacTBOPE COJISTHOI KUCITOTHI.

IIpenBapurenpHast TepMooOpabOTKa TIpMBeNa K
YBEJIMUECHUIO COACPKAHUS XKejae3a B KOHEYHOM IIPo-
JIYKTe I10 cpaBHEHUIO ¢ oopa3uoM 1.2. [Tpuaem ¢ yBe-
JIMYeHNEM TeMIepaTyphl IpeaBapUTEIbHON TEPMO-
00pabOTKM KOHLIEHTpAaIMsI IIPUMECH KeJie3a YBeIu-
yrBajach. Bo3MOXHO, C TOBBIIIICHUEM TeMIIepPaTypPhl
KeJIe30 TIepexoIuT B 0ojee CTaOMIbHYIO (hopMy OK-
CHJIa KeJIe3a U BO BPEMS B3aUMOJECMCTBUS C COJISTHOM
KHMCJIOTOM HE pacTBOPSIETCS 1 HE TIEPEXOIUT B XJIOPUI
XeJre3a. Takske 3To MOXET OBITh CBSI3aHO ¢ TN Py31-
ei1 xkeJjie3a B 00beM KpUCTajlla B pe3yJibTaTe IIpeaBa-
PUTEIILHOM TEpMOOOPAOOTKM, O YEM CBUICTEILCTBY -
IOT pe3yabTaThl pador [26, 27].

KonneHnTpanus Takux nmpumeceii, Kak TUTaH U Ba-
Haauii, C yBeJIMYEHUEM TeMIIepaTyphbl IpeaBapUTEIIb-
HOM 00pabOTKM IpakTUyecKu He m3meHsiercs. He-
00JIbIIIOE CHUXKEHNE IIPUMECHOTO COCTaBa MOCIe K1C-
JIOTHBIX IIPOMBIBOK CBSI3aHO C IIPONOPLIMOHAIBHBIM
pacTBOpEeHMEM TUAPOKCUIA AJIIOMUHUSI 1 paBHOMEP-
HO pacIipelieJIEHHBIX B HeM npumMeceii [25, 26]. I1pu-
mecu Ti, V, Cr saBisitorcst HanboJjiee npoOJIieMHBIMU C
TOYKM 3pEHMSI OUMCTKM OKCHIA AIIOMUHUS METOIOM
BBICOKOTEMITEpaTypHOTO nmpoKaanBaHus [20].

HEOPTAHUYECKUWUE MATEPHUAJIbI

Konuenrpanus menounsix MmetauioB (K, Na, Li),
KakK BUIHO U3 PE3yJIbTaTOB UCCIIENOBAaHUS, C YBEJIU-
YeHWEM TeMIlepaTypbl MpeaBapUTesIbHON TepMOOO-
paboOTKM yMEHbIIAeTCsI. DTO CBSA3aHO ¢ audy3nucii
3TUX NpUMeceii K TOBEPXHOCTU KpUCTaslla, YTO TaK-
e mokasaHo B paborte [21]. C yBennueHreM TeMnepa-
Typbl cCKOpocTh Aucddy3un yseanuupaercs. [Toatomy
MOBBILIIEHUE TEMIIEPATYPhl TTPEABAPUTEILHON TEPMO-
00pabOTKU MPUBOAUT K YMEHBIICHUIO COIEP>KAHUS
npumeceii K, Nau Li B oObeMe KpucTallia 1 yBeJImde-
HUIO UX KOHILIEHTpAIMM Y MOBEpXHOCTU. KucnoTHas
MpPOMBIBKA MOCJIE IpeaBapUTeIbHOI TepMOooOpadboT-
KM CITOCOOCTBYET yIajleHWIO NaHHBIX MpUMeceil M3
MpOIyKTa, O YEM M CBUIETEIBCTBYIOT PE3YyJIbTaThl,
npeacTaBieHHbe B Ta0a. 3. MOXHO OTMETUTb, 4TO
It npuMecu Na MpakTUYecKM TOJIHOE ynalieHue
(meHee 1 ppm) mocTuraercs Ipy TeMilepaType IIpe-
BapuTeabHOI TepMooopaboTku 900°C. KoHieHTpa-
11s1 IpUMeCH KaJusi Obljla yMEHbIIEHA 110 CPAaBHEHUIO
c oopasnom 1.1 OoJiee yeM B ABa pa3a IIpPH TEMIIEpaType
npeaBapuTeabHoil TepMooopaboTku 900°C u Gonee
yeM B 4 paza nipu 1200°C.

Konuenrpauun Cu u Co MUHMMAJbHBI B ClIydae
KMCJIOTHOIT 06pabOTKM MPOayKTa OKUCIICHUS, a IIpe/l-
BapuTeJIbHAsI TEpPMOOOPaOOTKA MPUBOIMUT K YBEIUE-
HUIO uX KoHueHTpauuii. KoHmeHTtpauus Mg u Mn
MUHUMAaJIbHA IIPU TEeMIIEpaTypax HpeaBapuTeIbHOMN
tepMoo6padoTku 300—600°C. KoHueHTpauust Zn,
Ne 3
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Taoauua 3. Pe3ynbTaThl Macc-CITEKTPOMETPUIECKOTO aHaI3a 00pa3IioB oKcyaa amoMuHust 1.1—1.6
C, ppm
DeMeHT I10, ppm
1.1 1.2 1.3 1.4 1.5 1.6
Li 0.03 0.27 £ 0.1 0.74£0.2 2.6 £0.7 2.1 £0.5 1.0 £ 0.3 0.8+0.2
Be 0.02 0.028 <I10 <I10 <I10 <I10 <I10
B 1.0 <I1O <I10 <I10 <I1O <I10 <I1O
Na 1.0 20.5+£5.8 13.8+3.6 21.1 £6.2 14.8 4.0 <ITO <I10
Mg 1.0 61.6 = 9.1 44.8 + 6.3 25.6 £4.0 24.1+3.5 419 £ 6.3 409+ 6.7
Al OcHoBa OcHoBa OcHoBa OcHoBa OcHoBa OcHoBa OcHoBa
K 1.0 225+ 273 231 £27.4 | 86.8+£9.8 72.7 £ 8.8 97.9 + 11.9 49.3+6.3
Ca 3.0 <I10 <I10 <I10 <I10 <I10 <I10
Sc 0.3 <I1O <I10 <I10 <I10 <I10 <I1O
Ti 1.0 18.9 £ 2.5 13.8 £ 1.8 13.6 £ 1.8 126 £1.7 121 £ 1.6 13.9 + 1.8
A% 1.0 3.8+0.8 3.5+0.8 34109 35+0.8 32+0.7 314+0.7
Cr 0.1 56t 1.5 50+ 1.4 6.7+ 1.8 7.1+2.0 7.2+2.1 82123
Mn 0.1 16.6 14.0 9.1 8.6 10.2 13.9
Fe 2.0 1555 + 268 717 + 130 959 + 169 1058 + 184 1263 + 225 1332 £ 224
Co 0.2 0.31 <I10 0.30 0.29 0.34 0.31
Ni 1.0 5.5 1.4 5.6 5.8 6.7 6.3
Cu 0.5 28.6 <I10 9.7 9.5 9.2 12.8
Zn 0.2 59.4+74 425=+5.5 54.1 £6.7 50.6 £ 6.3 47.0x5.9 37.6 4.7
Ga 0.2 40.0 37.6 46.2 47.2 47.0 46.6
As 0.1 <I10O <I10 <I10 <I10 <I10 <I10
Se 0.4 <I1O <I10 <I10 <I1O <I10 <I1O
Rb 0.02 <IT0 <I10 <ITO <IT10 <I10 <ITO
Sr 0.07 <I10 <I10 <I10 <I10 <I10 <I10O
Y 0.02 <I10 <I10 0.028 0.024 0.036 0.043
Zr 0.06 1.5 1.4 1.4 1.5 1.5 1.5
Nb 0.1 <I10 <I10 <I10 <I1O <I10 <I10
Mo 0.07 5.3 12.9 49.5 49.6 40.7 15.5
Rh 0.01 <ITO <I10 <I10 <IT1O <I10 <ITO
Pd 0.04 <I10O <I10 <I10 <I10 <I10 <I10
Ag 0.05 <I1O <I10 <I10 <I10 <I10 <I1O
Cd 0.04 <ITO <I10 <IT1O <ITO <I10 <ITO
Sn 0.1 2.2 2.1 2.6 2.3 2.0 2.1
Ta 0.09 <I1O <I10 <I10 <I1O <I10 <I1O
W 0.03 0.13 0.22 0.19 0.20 0.20 0.25
CyMmma 2050.24 1141.76 1297.52 1370.51 1591.18 1585.10

ITpumeuanue. [1O — npenen oOHapykeHUsI.

Ga, Zr, Sn, W nipakTnyecku He MeHsieTcs1. KoHIeH-
tpauus B, Ca, Sc, As, Se, Rb, Sr, Y, Nb, Rh, Pd, Ag,
Cd, Ta nHaxommTcst HIKE TIIpeneiia OIpenciicHUS
MaccC-CHEKTPOMETPUYECKOIO METOIA.

M3 pe3ynbTaToB MacC-CEKTPOMETPHUIECKOTO aHa-
JIM3a CIIEAYET, YTO, HECMOTPSI Ha TO YTO CyMMapHasi
KOHIIEHTpALXs IpUMeceil MUHUMAJIbHA B CiTydae, KO-
rJa KUCJIOTHAs IPOMBIBKA ITPUMEHSIETCS HEIOCpe-

HEOPTAHUYECKUWE MATEPUAJIBI  tom 55 Ne 3

CTBEHHO TIOCJIe OKHUCJIeHMs, Wi ynajgeHus Na n K
HyXXHa JOTOJIHUTEJIbHAsT TepMOooOpadoTKa IO Mpo-
MBIBKM KHMCJIOTOM. JlomoaTHUTEIbHAsI TepMOoOpadboT-
Ka MOXKET MPUMEHSTHCS MPU OKUCISHUU aJTIOMUHUS
BBICOKOM YMCTOTHI, T.€. C 3aB€IOMO HU3KONA KOHLIEH-
TpalMel Xxeje3a, pacCTBOpaMu Iejiouei (Kaausl Wind
HaTpusl), B TAKOM CUTyallMd HanmOoJiee BaXXHBIM CTa-
HOBUTCSI BOIIPOC 00 yIaJICHUH IIEJIOYHBIX METAJIJIOB.
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Puc. 5. MukpodoTtorpadmy THIpOKCHIa ATIOMUHUS, TIOJTYIEHHOTO B Pe3yJIbTaTe OKMUCICHMS TPaHY IMPOBAaHHOTO ATFOMUHYS (2, 0),
a TakxKe MPOIYKTOB MPeaBapUTEILHOM TEPMUYECKOM 00paboTKM rpu TeMmriieparypax 600 (B, r) u 1200°C (x, €).

Ha puc. 5 npencraBneHbl MUKpodotorpaduu rui-
poKCcHOa aTIOMUHMS, ITIOJIYyIeHHOTO B pe3yiIbTare
OKUCJICHUST TPaHYJIMPOBAHHOTO JIIOMUHUS, a TaKkKe
MPOIYKTOB TMpeaBapUTEIbHON TepMUYecKoil obpa-
6o0Tku Tipu TeMnepatypax 600 u 1200°C. BugHo, uto B
pe3y/bTaTe BIX0Ia KPUCTAJUIM3ALMOHHO BOMIBI B XO-
Ile TepMOOOPAGOTKH TTOBEPXHOCTH KPUCTAJUIOB CTAaHO-
BUTCs OoJtee 1mepoxoBaroii (mpu temrrepatype 600°C),
a npu temnepatype 1200°C B pe3syJsibTaTe CIEKAHUS
OKCHIa o0pasyroTcs MOPHI C pa3MepoOM B HECKOJIBKO
TIECSTKOB HM.

HEOPTAHUYECKUWUE MATEPUAJIBI

Ha puc. 6 mpencTtaBieHbl 00pa3ibl 0 W ITOCTE
KHCJIOTHOM TPOMBIBKH. BumHo, 4T0 B 11e710M MOphO-
JIOTHSI IMPOIYKTa HE U3MEHSIETCS, OMHAKO B Pe3ysIbTa-
Te KMCJIOTHOM 00paGOTKI MOBEPXHOCTh YaCTHII CTa-
HOBHTCSI MEHee IJIaIKOM, 00pa3yloTcsl arjloMeparhl
YacTUIL MEHBIIIETO pa3Mepa.

Ha puc. 7 npeacraBneHbl Mukpodotorpaduu o6-
pa3lioB OKCUIA AJIIOMUHUS, TIOTYyYEeHHBIX IIPU TEMITE-
patypax 900, 1200 u 1450°C. U3 aHanu3a MUKpPOdo-
Torpaduii ClemyeT, YTO YBeJIMYEeHUE TeMIICpaTyphl
TEpMOOOPAOOTKM MPUBOIUT K 00pa30BaHUIO MaKpO-
Ne 3
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IMTOJYYEHHME BbICOKOYHNCTOI'O OKCHUIA AJTIOMUWHUA

/ 0 ' TR : :
Puc. 6. MukpodoTorpaduu okcruaa aTlOMUHKS, TTIOJYYeHHOTO B pe3yJibTaTe MpeaBapuTeIbHON TepMUYECKOit 00pabOTKM MpU

600°C, no (a) u nociie (6) KUCIOTHOM 0OpabOTKHU.

nop 110 rpaHuLaM aedekToB KpuctauioB. C yBelmye-
HUEM TeMITIepaTypbl TPOMCXOIUT CIIEKAHUE, YBEJTUUM -
BaeTcs MyTh BBIXOJA MPUMECH M3 00beMa KpHucTalia
Ha ero moBepxHOCTh. HecMoTpst Ha yBelImueHUE KO-
addunmeHTa nuddysnn IpuMecu ¢ yBEIMYECHUEM
TeMIIEpaTyphl, 3TO MOXKET 3aTPYAHSITh BbIXOJ IIPHUME-
ceif, 0 Y4eM KOCBEHHO CBUACTEIBCTBYIOT PE3YJIbTAaThl
HUCCIIeIOBAaHMsI, B YACTHOCTH CpaBHEHME pe3yIbTATOB
Macc-CIIeKTPOMETPHUUECKOro aHaau3a oopa3uoB 1.5 u
1.6, TIONyY4EeHHBIX TIPY TeMIepaTypax IpeaBapUTelib-
Hoii Tepmoo6padoTku 900 1 1200°C cOOTBETCTBEHHO.

Amovunuii mapku A98 (99.98%). AimroMuHMIt Tpa-
HYJIMPOBaHHbIN Mapku A98 ObLT OKUCIIEH TIPY TEMIIe-
patype 90°C B 0.1 M BogHOM pacTBOpe TMAPOKCHUIA Ka-
Jusi. CrereHb MpeBpallleHUsT aTlOMUHUSI COCTaBUia
79%. Tlocne otmeneHWs TIOIYYEHHOTO THAPOKCHUIA
ATIOMUHUSI OT HEOKHMCJICHHOTO AJTIOMUHUS, a TakKXKe
GuUIbTpalliM 1 CYLIKU ObUIM TIPOBEAEHBI TepMOOOpa-
0OTKa M KMCJIOTHast oOpaboTka (puc. 8).

M3 pe3yabTaToB Macc-CIeKTPOMETPUUECKOTO aHa-
Jm3a o0pa3uoB (Tad. 4) BUTHO, YTO IPU UCIIOJIH30Ba-
HUM AJIIOMUHUST BBICOKOM YHUCTOTBI MOXHO OTHOCH-
TEJIbHO JIETKO TTOJYYUTh OKCUIT ATIOMUHUS C XUMUYE-
CKoOI1 uncToToi Ha ypoBHE 99.99%. CTOUT OTMETUT®,
YTO B IAHHOM CJIydae yaaeTcs 3HAYUTEIbHO TOHU3UTD
colepxXaHUe Xejie3a B KOHEUHOM TPOAyKTe, MpuiyemM
Kak B o0Opa3slie C IpeaBapuTeIbHON TepMOoOpadoT-
KOIf, TaKk 1 0e3 Hee. 3a cUeT HU3KOIO COAepKaHUS B
ncxoaHoM amomuanu mpumMeceit Ti, Vu Cr ux conep-
JKaHWE B KOHEYHOM IMPOAYKTE MUHUMAIBHO U yIOBJIe-
TBOpSIET COBPEMEHHBLIM TpeOOBaHUSIM ITOTpeOUTEICi
BBICOKOUMCTOTO OKCHIa aJIFOMUHUSI.

KucnorHas mpoMbIBKa MO3BOJISIET CHU3UTD CONEP-
kaHue menouHbix MetamioB (Li, Na u K), ongHako B
obOpasie 6e3 IpeaBapUTeIbHOM TepMOOOPaOOTKY 1 B
ob6pas1iie ¢ TepMoobpadoTkoit mpu 600°C comepkaHme
Na u K Bce ellie ocTaercst JOCTaTOYHO BEICOKMM. DTO
MOXKET OBITh CBSI3aHO C HAJIMYMEM YCTOMYMBBIX (pOpM
aJIIOMUHATOB HATPUS M KaJIUs, IS yIAJIEHUS KOTOPBIX
TpedyeTcsl IMOO ONTUMM3ALUs TEPMUUECKUX U KHUC-
JIOTHBIX 00paboTOK, 10O OoJjiee BhICOKAsi KOHEYHasl
TeMIeparypa o0Xmura.

HEOPTAHUYECKUWE MATEPUAJIBI  tom 55 Ne 3
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Puc. 7. Muxkpodortorpacdpuu o0Opa3loB OKCUIA aTIOMU-
HUsI, ojlydeHHoro npu temneparypax 900 (a), 1200 (6) u
1450°C (B).
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AMBAPAH u np.

A98

OxucneHue Al,

90°C |

1450°C
Al(OH)341_IC1> Al(()]_l)3 14500C
HCI 1450°C

Al,O5 (2.1)

> ALO; (2.2)

> ALO; (2.3)

Puc. 8. biiok-cxema mpoiieccoB TepMOOOpaOOTKU U KUCIOTHOI 00pabOTKHU MPOAYKTa OKUCTIEHUSI alTFOMUHMS MapkKu A98 (00-
pasubl okcuaa amoMuHus 2.1—2.3 oTIpaBIsUIMCh HA MAaCC-CNIEKTPOMETPUYECKUIA aHAN3).

Ta6auna 4. Pe3yabraThl Macc-CIIEKTPOMETPUYECKOTrO aHaIM3a 00pa3LioB OKCUIa alioMuHus 2.1—2.3

C, ppm
DeMeHT [TO, ppm
2.1 2.2 2.3
Li 0.1 3.8+0.8 34107 34107
Be 0.03 <I10 0.038 <I10
B 0.3 <TI0 <TI0 <I1O
Na 6.0 15.0 £ 3.5 13.0 £ 3.1 120+ 34
Mg 2.0 <I1O <I1O <I10
Al OcHoBa OcHoBa OcHoBa OcHoBa
K 1.0 86.7+£9.3 648 £72 46.1 £5.2
Ca 6.0 6.1 <I10 <I10
Sc 1.0 <IT1O <IT1O <I10
Ti 1.0 <I10 <I10 <I10
A% 0.6 22+0.6 24+0.6 1.6 0.4
Cr 1.0 <I10 <I10 <TI0
Mn 0.2 1.2 1.2 <I1O
Fe 9.0 329+%5 <I10 <I10
Co 0.1 <I10 <I10 <I1O
Ni 1.0 <IT1O <IT1O <I10
Cu 1.0 <I10O <I10O <I10
Zn 1.0 <I10 <I10 <I1O
Ga 0.3 3.1 3.2 2.0
As 0.1 <ITO <IT1O <I1O
Se 2.0 <I10 <I10 <I10
Rb 0.04 <I10 <I10 <I1O
Sr 0.09 <TI0 <I10 <TI0
Y 0.02 <IT1O <IT1O 0.52
Zr 0.6 <I10 <I10 <I10
Nb 0.04 <I10 <I10 <TI0
Mo 0.07 <I10 <I10 0.26
Rh 0.2 <IT10O <I10 <I10
Pd 0.1 <I10 <I10 <I10
Ag 0.04 <I10 <I10 <I1O
Cd 0.03 <TI0 <I10 <TI0
Sn 0.3 <IT1O <I10O <I10
Ta 0.01 <I10 <I10 <I10
W 0.03 <I10 <10 0.081
CymmMma 151.00 88.04 65.96

IMpumevanue. [1O — npenesr oOHApyKEHUSI.

HEOPTAHUYECKUWUE MATEPHUAJIbI
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I[MTOJIYYEHHME BBICOKOUYNCTOI'O OKCHUIA ATIOMUHUA

SAKJTIOYEHHUE

HMccnenoBaHa BO3MOXHOCTD IOJIyYEHUSI OKCHUIA
aJIIOMUHUSI ¢ MOHVXKEHHBIM CoAepXXaHUeM MpuMe-
ceil mMyTeM OKMCIICHUSI T'PaHyJMPOBAHHOIO aJIOMM-
Hug B 0.1 M pacTtBOpe THIPOKCHUIA KAJTNS C TTOCTIEIy -
IOIIUMHA XUMHUUECKON U TepMHUUIECKON 00paboTKaMu
TUIPOKCHUAA ATIOMUHUS U IPYTUX €T0 COCAMHEHMIA.

W3 anmtomuHusg mapku A7 ¢ yuctoroin 99.7% 6bLn
MOJIy4YeH OKCUJ aJTIOMUHUSI C CYMMapHBIM CollepKa-
HueM npumeceir 1141.76 ppm, 4TO COOTBETCTBYET
1141.76 X 107% r unu 99.886%. YcraHOBIEHO, YTO C
YBEJIWYCHUEM TeMIIepaTyphl IIpeaBapUTEIbHOM 00pa-
0OTKM TIPOAYKTa OKMCJIEHHUS aJIOMUHUS CyMMapHasi
KOHIIEHTpALIUsI pUMeCceil, BKJIIoYasi IpUMeCh XKeJiesa,
yBeJIMYMBaIach, KOHLIEHTPALUS IIEJIOYHBIX METAJIOB
(K, Na, Li), HaobopoT, ymeHbIanach. KoHiieHTpamus
MpUMECH KaJiusl OblIa yMEHbIIIEHA TI0 CPaBHEHMIO C
00pa31oM, NOIYYECHHBIM IIPSIMBIM OOKMTOM ITPOIYKTA
OKMCJIEHUSI aJllOMUHMS TIpu TeMiiepatype 1450°C,
0oJiee yeM B JBa pasa Ipu TemIlepaType npeaBapu-
TebHOI TepMoobpaboTkt 900°C 1 6osee yeM B 4 pa-
3a pu 1200°C.

M3 amomunaus Mapku A98 c¢ uucroroit 99.98%
ObLT MOJIy4YeH OKCUJ alloOMUMHUSI C CYMMapHbIM CO-
JIepXaHueM IIpuMeceit 65.96 ppm, 4TO COOTBETCTBY-
eT 65.96 X 10~° r unmm 99.993%. KuciaoTHas mpoMbIB-
Ka TaKxKe CHU3WIA CoAepKaHUE IIEeJIOUHBIX METAJIJIOB
(Li, Na u K) B koHeuHOM T1ponykTe. B obpa3sie, 1mo-
JIyYYEHHOM C IpMMEHEHNWEeM KHUCIOTHOI 00paboTKU 1
IpeaBapuTeabHOM 00padoTku pu 600°C, comepka-
Hue Na u K coctaBuiio 12 u 46 ppm COOTBETCTBEHHO.

BIIATOOAPHOCTD

Pa6ora BeinosiHeHa Ipy (prUHAHCOBOU NMOAAEPKKE
Poccuiickoro HaydHoro (oHaa B paMKax IpOeKTa
“dyHaaMeHTaJIbHbIe OCHOBBI DHEPIeTUKU Oymyllle-
ro” 1o rpaHTy Ne 14-50-00124.
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