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LiAIO, OJ11 KAPBOHATHOIO TOMJINBHOIO 3JIEMEHTA,
CUHTE3UPOBAHHbIN BESHUTPATHbIM CIMTOCOBOM

OpgHoba3HBIYM KPUCTAIMYECKUAN aTIOMUHAT JTUTHS, IIXPOKO UCIOIH3YEMBIA MaTepHal MaTPUIIBI IS 37IEK-
TPOJIUTA TOIJIMBHOTO 3JIEMEHTA, ObLI CHHTE3UPOBAH AByMsS Oe3HUTPATHHIMU MeTomamu mpu 650 °C. 301b-
Tellb METOJ BKJI0Yas MUPOJIN3 KOJJIOUOHOM CMECU TUAPOKCHAA alioMUHUSA U hopMuara nuTtud. [Ipeumy-
IIIeCTBaMU IIPUMEHSIEMOT0 TUPoIu3a ¢hopMuara 1o CpaBHEHUIO C PYTUMU METOLaMU CKUTAHUS SBIISIOTCS
OTCYTCTBUe BEIOpOCa OKCHJa a30Ta, @ TaK¥Ke BHICOKAs OLHOPOLHOCTh IPOLYKTA. TBEPHO(a3HEIN CHHTES SIB-
JIeTCS TPAfUIIMOHHEIM METOOM, HCIIOIb3YEMEIM B IPOMHIIIJIEHHOCTH, T09TOMY B paboTe OblI0 OK06paHO
ONTUMAaJIbHOE COOTHOLIEHNE MaCChl IIOPOIIKa K MacCe MeJTIOLTNX Tejl, 00ecrnednBaolee 00JIbIIYIO IIOMALb
oBepxHOCTU. OnKCcaHHbBIe METONE CHHTE3a NIPENCTABIAI0T CO00 NPOCTEE, SKOHOMUYHbIE U 9KOJIOTUYHEIE
METOIbI U3TOTOBJIEHUST CYOMUKPOHHEIX MOPOIIKOB -LiAlO, ¢ miomagbio moBepXHOCTH 2527 M?/T, KOTOpEIE
SBJIAIOTCSI OIITUMAIbHEIMU A1l IPUMEHEHUS B KaueCTBE MaTPUYHOr0 MaTepHuasa B TOIJIMBHEIX 3JIeMeHTax
C pacIiaBJIeHHEIM 3JIEKTDOJIUTOM.

KniouyeBble cnoBa: monaugHbill 31eMeHm ¢ pacnaas/seHHbIM 3/1eKmpo/siumomM, mampuua, aaromMmuHam

aumus a-LiAlO,, cunmes.

BBEAEHUE

Onnoﬂ Y3 CaMbIX aKTyaJbHBEIX 3KOJIOTUYECKUX
3agad ocTaeTcsa cHuxkeHue ypoBHsA CO, B aT-
Mocdepe. ITOT BOMPOC BKJIIOYAET MOOUGPUKAIIUIO
WU pa3fesieHue BRIXJIONHEBIX Ta30B, PeKylIepaluio
¥ yTunusanuio. MMeeTcs HECKOJIBKO pelleHudl Imo
cHUXKeHMnI0 BrIOpocoB CO,: amcopbums C Imocie-
OVIOIIEeN pereHepalviel, yjlaBIUBaHUEM U XpaHe-
HHUEM, HCIONb30BaHWE B XUMHUUYECKOM CHHTE3E,
B IpoIieccax GHONOTHMYECKOM TepepaboTKu U HuC-
TI0Nb30BaHUE KOJIOTUYECKU YUCTHIX MCTOYHUKOB
sHepruu. X 0coOOEHHOCTH C aHATU30M CTOMMOCTHU
¥ BO3MOXKHOCTEH HCIIOIL30BaHUSA IOOPOOHO pac-
CMOTPEHHI B HECKONIbKUX 0030pax [1, 2]. OmHOU 13
KOHKYPEHTOCIIOCOOHEIX TEXHOJIOTUY YJIaBIWBaHUS
YTJTIEKUCIIOTO0 Ta3a SBJISIETCS IpUMeHeHUe TOIJIUB-
HEBIX 3JIEMEHTOB C pacliiaBlIEeHHEIM 3JIEKTPOIUTOM
[3]. TomnuBHEIE 37IEMEHTHI TAKOT'O THUIIAa Pab0TAIOT
IpU YMEepeHHOU TeMueparype. [Ipu ynaBauBaHUU
CO, ra3oBasi cMech, comepxkaliiias Bo3nyx u CO; (Ha-
IIpUMeD, U3 OTXOISIINX Ta30B TYPOUHEL), UCIIONIbL3Y-
eTcs B KaueCTBe KaTOHOT 0 ra3a. [IMoKCcup yriepo-
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Oa ¥ KHUCJIOPOJ B3aUMOMEUCTBYIOT ¢ 06pa3oBaHeM
KapOOHAT-UOHOB B Cpefie 3JIeKTPOIuTa. B pe3ynb-
TaTe UX 3JIEKTPOXUMUYECKOT0 B3aUMOIEUCTBUS C
BOIOPOMIOM ITPOUCXONUT BHIJEJIEHNWE 3JIEKTPOHOB,
Bonsl 1 CO, Ha aHOme. TakuM 00pPa3oM, MPOUCXOAUT
neperHoc CO, OT XKaTofa K aHOAY. BeifemnseMbll ra3
Ha aHOMe C BEICOKUM copepxkaHueM CO, IOOXOOUT
OJIS1 majibHenedn nepepaboTKy.

Tako# cmoco® CHUXKEHUS BHIOPOCOB HMEET
CllefyIolllie MPEeUMYIIeCcTBa: YMEHbIIEHUEe XUMU-
YeCKOro 3arpsisHeHus aTMocdepsl, IPOU3BOACTBO
9HEPTHH ¥ MeHbIlee SHEePronoTpedIeHue Mo Cpas-
HEHUIO C TPAfAULNOHHEIMU TeXHONOTUsIMU. Kpome
TOTO, TaKOW CIoCO6 TMOOXOMUT [N YTUNUIAIUU
BEIOPOCOB OT MPOMEIIIIEHHEIX KOTJIOB, ITaporeHe-
paTopoB, LIEMEHTHHIX Ie4el, 3JIEKTPOCTAHUUU U
T. 0. [3]. B KauecTBe MaTpULH AJS pacliiaBlieH-
HOTO KapOOHATHOTO 9NEKTPOIUTa OOBIYHO UC-
MONIb3YIOTCA HeOpraHWYeCcKue COegUHeHHUs, Ha-
npuMep antoMuHaT autug LiAlO,. BonpmuHCTBO
KCCIIemoBaHUM OBIJIO cocpemoTodeHo Ha y-LiAlO,
[4], Tak Kak (a30BIl nepexon oT a- K y-LiAlO, B
atrmocdepe CO, u N, mpoucxogut BONMU3u pabouei
TeMIIEPaTyphl yCTPOICTBa. bonee cTabuIbHON MO-
oudukanmed B pabouux yCIOBUAX HA BO3YIITHOH
CMEeCH SIBIISIETCS (-aJIIOMUHAT NMuTHus. KpoMe TOTO,
ero o-mMomuduKalus CHHTE3UPyeTcsa mpu Ooree
HU3KOM TeMIIepaType, MI03TOMY IEepPCIeKTUBHA B
KavyeCcTBe MaTepralia MaTpPUIIHL.
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[IpuMeHeHNe KepaMHKW B KadeCTBe Ma-
TPUIIE, YOEePKUBAIOIIEH 3JIeKTPOIUT, Tpebyer
omHOGa3HOCTH MaTepHuanga U yHOeJbHOM IOBEPX-
HoCcTH He HuXe 10 M?/T, OMHOPOMHOTO pa3Me-
pa 3epeH, a TakK¥Xke OJHOPOOHON IOPUCTOCTH
O CcTaOWIbHOTO KaNUJIJIIPHOTO yHAepXkKaHUS
pacmnnaBa [4]. B HayuyHOM nuTepaType OIHuca-
HO MHOXKECTBO IIOIBITOK HAUTH TOOXOMSIINKI
MeTOl CHUHTe3a ajlloMHHATa JIUTHUS; Pas3Ho-
oOpa3ue MeTOmOB MpHBemeHO B Tabmnuie [5-15].

HepmocTaTkoM MHOTUX MPOBEIEHHBIX MUCCIIEO-
BaHUH SBISIETCS OTCYTCTBUE MHMOpPMAIUK O pas-
Mepe 3epHa UJK YOEeIbHOU TOBEePXHOCTH MoJiydae-
MEIX IIOPOIIKOB, @ 3TO KPUTUYHHIHN IapaMeTp Ipu
nmpou3BoACcTBe Matpull. Hawubosee mepcrekTus-
HBEIM IPEICTaBJIsIeTCS CAaMOPACIPOCTPAHSIOIINT-

MeTtopabl cuHTe3a nopolukos LiAlO,

csl BRICOKOTeMIlepaTypHbU cuHTe3 (CBC), npu Ko-
TOPOM HEIIOCPeNCTBEHHO oOpa3yeTcs y-LiAlO, 6e3
mepexofia yepes apyrue mopuduranuu [14].
CripbeBble MaTepUaldbl O TBepaoha3HoU pe-
AKIIMU MOOJIKHH OBITH TIIATEIbHO H3MEJIbYEHHI,
YTO OOBIYHO TPEOyeT MHOT0 BPEMEHHU U OOJIBIINX
3aTpaT sHepruu. OCHOBHBHIM HENOCTATKOM TBep-
nodal3HOro CUHTe3a SIBIAETCS Majlas yOelbHas
MIOBEPXHOCTh IIOJIy4aeMHBIX IIOPOIIKOB. PemuTh
3Ty npo6rieMy MOXKXHO MeXaHHYeCKOM aKTHUBaIU-
ert [5]. OgHako TBepmoda3HHBIM CHUHTE3 OCTAETCS
6oJiee meIIeBEIM METOJOM II0 CPAaBHEHUIO C METO-
OaMu CXKUTAHUS, KOTOpPhIE U3-3a M00aBJIEHUS TO-
IJINBa YBEJIMUYUBAIOT CTOMMOCTb IpPOAyKTa (CM.
Tabnuiy). 30/Ib-Telb METOM, B TOM YHUCJIe THOPO-
JIU3 aJIKOKCHU[OB, HE MOXKET OBITH MUCIIOIb30BaH B

YoemsHas Turepa- Crou-
p 1oBepxHOCTE, | CO/NO;, N MOCTb
€aKTUB Meron Ycnosus [pomykT ) TYPHBIA
M?/T (pa3mep MOJTb 1T,
WCTOYHUK
YACTHII) eBpo*?
Al(OH); (ru66cuT), LiCO; (1) MexaHOaKTHBa- CBIpbe:ITIaps! = o, y-LiAlO, 20-25 1/0 [5] 1,86
st = 1:20, 10 °C/vuH,
650°C, 44
y-ALOs, Li,COs (2) TBepmohazHbLi B 600-700 °C, 244,  «, y-LiAlO, ~2 1/0 [6] ~7,0
pacrutaBe*! B1ioToKE CO,
[LiAl,(OH)s].COs-3H,0, Li,COs  Tepnodazupntt! 700-800 °C, 2 4 y-LiAlO, 3,5 - [7] -
y-LiAlO, TTomort B rTaHeTap- 250 o6/vuH, 21 g y-LiAIO, 12 - [8] 6,8
HOU MeJTbHUTIEM
Al(NOs)39H;0, LiNOs, Kpucrammzarmst 650°C, 104 y-LiAlO, 56 5/1 [9] 88,65
PMMA natexc, MetaHor (3) KOJIIOWfia Ha 107
TIOXKKE®
HW30mpomnoKcyy amoMUHUS 3omsTens* 1150°C, 34 y-LiAIO; 2 9/1 [10] 6,87
Al(OC;3Hy)s, LiNOs, u3ormpo-
T1aHo1 (4)
AOMUHYST CEK-OyTOKCH, Tupporm3 ankok-  CrapeHmerens 244,  y-LIiAlO, (10 MM™) 12/0 [11,12] 16,54
LiOH, n-6ytanor (5) cupoB* cymka rmpu 110 °C
6 4, cTIeKaHue Ipu
1000 °C, 44
ITOKCHT JTUTHST, STOKCH To xe Tumpormi3 B O0KCe, y-LiAIO, (0,1 mxMm) 8/0 [13] 26
amoMuHws (6) atMocdepa Cyxoro
N, cekaHue mpu
700-1000 °C, 24, B
TIOTOKE KUCTIOpofa
AI(NOs)s9H,0, LiNOs, oprauu- Coxuranme®? 450 °C, y-LiAIO,  Hert maHHBIX 1/6-8 [14] 1
YEeCKOe TOIUIVBO (MOUEBHHA, CaMOBO3TOPaHKE
KapGorumpasum) (7)
AymoMuHYST TPU-CeK-OyTOKCHA, [WmpoTepMarbHbli — [uapoTepmirdeckuii  o-LiAlO, (OuameTp 12/0 [15] 7,49
LiOH (8) CHHTE3 cynTe3 mpu 423 K 3,6-6,9 HM,
72 4, crieKaHue IIpA IIMHa
750°C, 44 100-400 uM)
y-ALOs, Li,COs, mepekuch C mpuMeHeHreM 1000 °C, 44 o, y-LiAIO, HeTt maHHBIX 1/0 [11, 12] 15,62
BOJOPOTA TIEPOKCHTIA
y-ALOs, Li;COs, arieTon CritaBmeHvie 1000 °C, 44 y-LiAlO, » » 1/0 [11, 12] -
AJTFOMMHWST N30TTPOTIOKCHTT YBTpa3ByKoBOM 600-800 °C, y-LiAlO, 45 9/1 [16] 6,87
Al(OCsHy)s, corm matust: CIIPEH-TIPOTIH3* 1,2-1,5¢
LiNOs, arterar, ¢hopmuat
Al(OH); (ru66cur), LiCO; TeeprohasHbi 650 °C, 24 4 o-LiAIO, 25 1/0 TTo 7,0
OaHHBIM
paboTHI
Al(OH); (ru66cwuT), Li,COs, TTupormm3 ¢op- 650 °C, 24 4 o-LiAIO, 27 2/0 To xe 10,3
W30ITPOIIAHOJT, MypaBbHIHasT MuaTa*
kucrota (9)
*1 Tgeproda3Has peakius.
*2 307b-TeNIb METO],.
*3 B cOOTBETCTBUYU C KaTanoroM ¢gupmel Merch u cpegHuMU IleHaMy Ha 97eKTpu4ecTBo B 'epmanuu B 2020 T.
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MacCOBOM IIPOM3BOLCTBE MaTpPUIl U3-3a CBOUX He-
moctaTkoB. Cpenu HUX: HEOOXOOUMOCTbH HOPOTUX
¥ HeCTaOWUJIPHHIX HCXOOHBIX PeareHTOB, TOYHBIH
KOHTDOJb TEeXHOJIOTMYeCKUX omlepauuil u 60ib-
mroe Konau4decTBo ucxonsaiux ra3os CO/CO, u NO,,
COTIPOBOXKAIOUINX PEaKINIo Pa3jIoxKeHus. TeM He
MeHee, 3TOT MeTOJ [I03BOJIseT BapbHpOBaTh pas-
Mep 3epHa, KOTOPHIHY 3aBUCUT OT TUIlA IIPEKYPCO-
POB U ITapaMeTpOB CUHTe3a (CM. TabnuIly) cormuac-
HO ypaBHEHUSIM peaKInii:

2A1(OH); + Li,CO;3 — 2LiAlO, + 3H,0 + CO,, (1)

Al,03 + Li,CO3 = 2LiAlO, + CO,, (2)
(C50,Hg), -1 + LiNO;3 + AI(NO3); + 20, = LiAlO, +

+ 5C0,(CO) + NO; + 4H,0, (3)
Al(OC3H57); + LiNO; = LiAlO; + 9C0O,(CO) + NO, +
+ 10,5H,0, (4)
C1,H27A10;5 + LiOH + 180, - LiAlO, + 12C0,(CO) +
+ 14H,0, (5)
LiC,H50 + Al(C,H50); + 120, - LiAlO, + 8CO, (CO) +
+ 10H,0, (6)
LlNO3 + AI(N03)3 + CH4N20 + 2,502 - LIAIOZ +

+ CO,(CO) + 6NO; + 2H;0, (7)
C12H3AlO; + LiOH + 13,750, — LiAlO, +

+ 12C0,(CO) + 15,5H,0, (8)

Li,CO3; + CH,0, + 2A1(OH); + 0,50, — 2LiAlO, +

+ 2CO; + 4H,0. 9)

Llenp HACTOAIIETO HCCIIENOBaHUS — IONyde-
HHUEe MeNKOKpucTasiuiyeckoro a-LiAlO, ¢ BEICOKOI
yIOenbHOU ITOBEPXHOCTHIO M HU3KOU TEMIIepaTypou
CHHTE3a C HUCIIONh30BaHMEM OE3HUTPATHOU TEX-
HOJIOTHY, KOTOpas IMOOXOOUT AJIS MacCOBOIO IIPO-
M3BOACTBA M 9KOjoruyecku Ge3omacHa. Pa30BbIH
coctaB u Mopdonoruio nopomka o-LiAlO,, cunTe-
3MPOBAHHOTO 30JIb-T€JIb METOMOM, CPaBHUBAJU C
pe3ynbraTaMu TBepmohal3HoW peaknuu. Momudu-
Kallisl 30JIb-TeJIb MeTOla OCHOBaHa Ha TepMOJIn3e
6e3a30THOrO 30515, QOpMHUAaT TUTHUSA UCIOJIH30BATIH
B BUJIe COJM KAapOOHOBOM KMCIIOTH, COmepxXKallen
CaMyI0 KOPOTKYIO YITI€PONHYIO Ielb. ATTecTanus
MUKPOCTPYKTYPH mopoiika a-LiAlO, mocnie morpy-
JKEHUS B pacIjiaB 3BTEKTUKU KapOOHATOB ILeJI0U-
HBIX MeTaJljIoB MPOBefieHa C MPUMeHeHUeM CKaHU-
pyollen 51eKTPOHHON MUKPOCKOIIHH.

3KCNEPUMEHTAJIbHAA YACTb

ANIOMUHAT TTUTHS CHUHTE3WPOBAH U3 MCXOOHBIX
peakTtuBoB Al(OH); u Li,CO; aHAanUTUYECKON YU-
CTOTHL. [MAPOKCHU[ aTIOMUHUS OB IPENCTaBIIEH B
OBYX KPUCTAIIUUYECKUX MOmUPUKAIUAX: THOOCH-
Ta (82 %) u 6atieputa (18 %) 1Mo MaHHBEIM PEHTTEHO-
(dazoBoro ananusa (POA). YuenbHas MOBEPXHOCTh
rungpokcupga amoMuHusg 90-120 m?/r. Beinu npu-
MeHEeHHI [Ba BapHaHTa CUHTEe3a: TBepaoda3Hbll u
nuponus popmuara (307b-resib). [I715 IpoBeNeHUs

HAYYHBIE HCCNEOBAHKA W PA3PABOTKH

TBepHo(a3HOTro CHHTE3a UCXOHBIE KOMIIOHEHTHI B
CTEXUOMETPUYECKOM COOTHOIIEHUY MOJIOJIHU B Cpe-
Ie U30ITPOMHUIIOBOTO CIIUPTA B IIJIaHETAPHOM IIapo-
Bo# MenpHuIle Fritsch Pulverisette 6. 3atem 100 T
MIPUTOTOBJIEHHOW CMeCH 3arpyxajii B KOPYH[IO-
Byi0 wamy, go6aBnsnu 500 r KOPYHIOBHIX LIapH-
KOB (DUaMeTpoM 5 MM) U CMeCh U3MeJibualau Ipu
YacTOTe BpallleHust KOpyHA0Bo# yammu 360 06/MuH
B TeueHue 30 MuH. [TonydeHHYI0 KepaMUUECKYIO
CyCIleH3uI0 cymunu Ha Bo3pyxe npu 80 °C. Cyxou
nopoioK cnekanu npu 650 °C B TeueHue 24 4.

IOns cuHTe3a MenkopucmepcHoro LiAlO, u3s
KOJIJIOUIHOTO pacTBOpPa NYTEM PeaKIIU¥ MHPOIHU-
3a B KaueCTBe IIpeKypcopa UCIoIb30Banu GopMu-
ar nutus HCOOLi, monydeHHHBH BO3[EUCTBUEM
pacTBOpa MypaBbUHOW KUCJIOTH B H30MIPONIUJIO-
BoM cnupTe B cooTHomeHuu 1 : 3 Ha Li,CO; npu
OUTEeNbHOM IlepeMellNBaHUX IpPU KOMHATHOU
temneparype. Ilocne Toro xkak BeigeneHue CO,,
COIPOBOXK[aBIlleecsd peakKI[Uel pa3JIoKeHUs Kap-
foHaTa, 3aKaHYUBAJIOCH, K 9TOH cMecu fo0aBIsIIn
Al(OH); mpu MHTEHCUBHOM IlepeMelnuBaHuu. I1o-
JIVYEeHHYI0 CYCIIEH3WI0 CYIIWJIX Ha BO3[yXe IpH
80 °C. Cyxue nmopowmku cunekanu npu 650 °C B Te-
yeHue 24 4.

[TonyueHHEIE MaTepualibl aTTECTOBAIM Me-
togoM P®A 1npu KOMHATHOXM TeMmIepaTrype Ha
oudppakTometrpe D/MAX-2200 (Rigaku, Hmno-
Hus) ¢ usnydesueM Cu Ky B Oguama3oHe yIJIOB
10 rpapg < 20 < 55 rpap ¢ marom A26 = 0,02 rpag u
ckopocTsio 0,3 rpap /c. IubpakTorpaMMbl CBEPAIN
¢ 6a3oi gauHHX ICSD (2017).

CuHXpOHHBIM TepMudeckuu anHanuid (STA)
CMeCH MPeKypPCOPOB BKITI0OYAJI KOMOUHALIMIO AUd-
(bepeHnManbHOM CKAHUPYIOIIEH KAJIOPUMETPUU U
tepmorpasumerpuu (ICK/TT'), u ObI IpoBedeH
Ha npubope STA 449C Jupiter (Netzsch) B nuana-
30He oT 35 mo 900 °C co ckopocThio Harpera 10
K-mun~! B Bo3mymmHO#M atmMocdepe ¢ HCIOIH30Ba-
HUEM NJIaTUHOBHIX Turieu. [lonydyeHHbEle NaHHEBIE
oOpabaTkiBaju € IOMoOIbI0 nporpaMmel Netzsch
Proteus.

YroenvHy10 MOBEPXHOCTH Sy,; IOPOIIKOB aTlOMU-
HaTa JIUTHS Ompemdessnu Ha mpubope Copbu N4.1
“3MepeHHeM KOJIMYecTBa ra3000pa3HOTO a30Ta,
copOupyeMoro Ha MOBEPXHOCTH oOpa3siia Ipu TEM-
nepaTtype XKugkoro asora (—195,75 °C). Ilepen Ha-
YajoM 9KCIIEPUMEHTa MPOBOAUIIHM MPOOOMOATr0TOB-
Ky obOpa3sioB B armochepe renus (99,995 % He)
npu 300 °C B Teuenue 1 4. i3aMepeHus IpoBeIeHb
110 OTHOCUTEJbHON T'PafiyHpPOBKE IPU ITapIliydajb-
HOM maBnenuu 4 < P/P, < 20, roe P — napiuanbHoe
maBieHue apcopOara; P, — maBeHUe HaCHIIEHHO-
ro mapa agcop0ara. [y MOCTPOEHUS TPamyupo-
BOYHOM 3aBUCHUMOCTH HCIOIb30BaH CTaHOAPTHHIU
TOCYJapCTBEHHHEIM o00pa3el OKCUOAa alloMUHUA.
[To pacuetam metogoMm BIT Sy, MOPOIIKOB Baphu-
poBanack oT (26,68%+0,12) m?/r ipu TBepOoha3HOM
cuHTe3e 10 (27,34+0,35) M?/r mocne nuponuia ¢pop-
Muara.
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I'paHynoMeTpuyYecKui aHalKU3 IOPOIIKOB
IIPOBOMUJIM Ha J1a3epHOM aHanusaTtope Malvern
Mastersizer 2000, o0opyZoBaHHOM TeJIUH-
HEOHOBHIM JIa3epOM C OJIMHOM BONHHE 632,8 HM
U TBEPAOTEJIbHEIM JIa3€POM C MJIMHOU BOJIHEI
470 uM. KomOuHamus [BYX J1a3epoB, KOTOPHIE
BKJII0YAIOTCS IIOCJIe0BAaTEIbHO ONUH 3a APYTUM,
MO3BONISIEeT U3MEPSATh IPaHyJIOMEeTPUUYECKUU CO-
CTaB B MIMPOKOM fHala30He — OT 2 HM [0 2 MM.
1 u3MepeHuy UCIOIb30Balu 06paTHOE MPeos-
pa3oBanue Oypre. [I159 pacueTa pa3Mepa 4acTHUI]
IPUMEHS N Teopuio Mu u npubnuxenue dpayH-
rodepa.

CycneH3u0 anlOMUHaTa TUTUS NOIydalu Ha
0CHOBe gucTuanupoBanHou Boasl ('OCT 6709-72).
[Ing pa3geneHus arIoMepUPOBaHHBIX YaCTUIl Cy-
CIIEH3UI0 MTePeMENINBaJIM C TOMOIIbI0 MEIIaaKu C
yacToTo# BpameHus 2600 o6/MuH, a TaKXKe IIOf-
Beprajau yJIbTPa3BYKOBOM oOpaboTke. 3a BpeMs
U3MepeHUs BCe YaCTHUIBl MHOTOKPATHO IPOXOOU-
TI¥ Yepe3 CBETOBOU IIy4OK. B pe3ynbrate sKcnepu-
MeHTa ¥ 00paG0TKY epBOHAYAIbHBIX HAaHHBIX UH-
OUKATPUCH PACCESTHUS CBETA IOTy4YeHO 00heMHOE
pacnpeneneHre 4acTHI] II0 pa3MepaM.

s TecTupoBaHUsA (a30BOM YCTOMYUBOCTU K
pacmnaBy anekTponuta nopoinok LiAlO,, cuHTe3u-
poBaHHHIM TBepnoda3HO# peakiuel, cIpeccoBa-
TIU B IUJIMHIP U NMOTPY3UJIM B 3BTEKTUKY COCTaBa
(Liol43Naol32K0,25)2CO3 B TJIMHO3EMUCTOM TUTIJIE. HpO'
Bomunu BegepkKy npu 550 °C 270 4 gy oLeHKHU
($ha30B0oi CTAOUIBHOCTHA KepaMHUKU M WU3MeHeHUS
Mopdonoruu 3epeH. OKCIEPUMEHT IIPOXOOUNI B
armochepe razosoi cMecu 0,/CO, 0,33/0,66.
ITopomok LiAlO, mocme 3KCIIepuMeHTa OTMEIBa-
nu 5%-HEIM PacTBOPOM MYypaBbUHOU KHUCIIOTHl U3
OCTHIBINEH 3BTEKTUKHU. MukpodoTorpaduu mopori-
KOB BHITIOJTHEHBI Ha CKAHUPYIOMIEM 3JE€KTPOHHOM
Mukpockorne (C3M) Mira 3 LMU (Tescan) B pexu-

IICK, MmBT/™Mr TT, %
4 1 3522°C 3K30\T 4100
3 190
2 4

480
1-
470
£0 1 [
e .I |.'|' \514,2 °C 460
H 91&9‘5*' 277.1°C} |
21 I | 100
306,4 °Cii| -
T ANOH),
3 r—r—r—r— T 40
0 200 400 600 800 1000

Temmnepartypa, °C
Puc. 1. Kpusnle guddepeHIanbHON CKaHUPYOIMEH Ka-
nopumetpun ([ICK) n tepmorpaBumerpuu (TT) o6pa3iuos
Al(OH); u BEICYIIEHHOM CMECH PeareHTOB M7 NHXPOIN3a
(dopmmaTa: 3eyeHas NUHUS — IIOTEPU MACCHI [T CMECH
TIPEKyPCOPOB; KOPUYHEBAS JIMHUS — IIOTEPU MacChl 06pas-
na Al(OH)s

Me BTOPUYHBIX 3JIEKTPOHOB C YCKOPSIOIIUM HaIPsi-
xeHueMm 10 kB.

PE3VJIbTATbl N UX OBCY>XXIOEHUE

HccnemoBaHue TepMUYECKOTO TOBEeHUs KOJJIO-
HIHOTO pacTBOpa IIpeKypcopa Ipyu HarpeBaHUuU Ha
BO3[IyXe I0Ka3aJio, YTO €T0 pa3JioKeHue SBJISIeT-
Csl 9K30TEPMUYECKUM IIPOIIeCCOM C IIoTepel Mac-
CHl B OCHOBHOM B uHTepBaje 270-360 °C. O6iras
IIOTepsl Macchl B pe3yJibTaTe HarpeBa Ha BO3MOyXe
0o 900 °C coctaBnsieT AMygen = 54,37 Mmac. %, 410
XOpOILIO COTJIacyeTCsl C PacyeTHHIM 3HaYeHUEM
AMpace = 49,24 Mac. % npu yCIOBUU PA3JI0KEHUS
KOJIJIOMIHOT O pacTBopa ¢ oOpa3zoBanueM a-LiAlO,.
Ha xpuBoit puddepeHIMaNbHON CKaHUPYIOMIEN
KanopuMetpuu [JCK (puc. 1) npu HarpeBe BEHICY-
IIIEHHOW CMeCH peareHTOB HaOII0faeTCcs SHOOTED-
MHUYEeCKHHU mpoiecc ¢ MmakcuMmymoMm npu 91,7 °C,
COIIPOBOXKAOUIUICS IOTEPEN MACCHI, BRI3BAHHOMH,
IIPenIoJIOKUTEIbHO, UCllapeHueM Iub0 H30Ipo-
MHUJIOBOTO CIIUPTA, TGO OCTATOYHOI0 KOJTHUYECTBA
MYPaBbUHON KHUCIOTH. Clenyiolnee MOTIONIIEHNe
9HEPTUU — CJIOKHBIM MPOIeCcc, KOTOPHIM U mpef-
cTtaBisieT coboi my6reT miaBieHus (opMuaTa
nutus (262-265 °C) u ¢pa30Boro nmepexoga Mexay
monudukanuamu Al(OH); ¢ ero pasnoxeHueMm C
BHIIEJIEHNEM BOJHI 110 CJIEAYIOUIUM ypaBHEHUSM:
Al(OH); ru66cut - Al(OH); 6émut; AI(OH); Gatie-
put = Al(OH); 6émuT; AI(OH); ru66cut — ¥-Al,03;
Al(OH); 6aiteput— n-Al,03. bémut Al(OH); pa3na-
raetcs ¢ obpa3oBanueM y-Al,0; Brime 470 °C [17],
4YTO HabIogaeTcs TOJIbKO NPU UHOUBUAYAJILHOM
HarpesBe Al(OH); (cM. puc. 1). 9K30TepMUYECKU
npoiecc okomo 350 °C ¢ mpogonxKarIeics noTe-
pey MacCh COOTBETCTBYET pPa3jiokeHUuIo ¢popMua-
Ta JIUTHUSA, KOTOpoe mpoponxkaeTrcsa go 570 °C mo
cnenytouuM peakuusam [18]: HCOOLi - 0,5Li,CO; +
+ 0,5H; + 0,5C0O; HCOOLi - 0,5Li,C,04 + 0,5Hy;
HCOOLi - 0,5Li,CO; + 0,5HCHO; Li,C,0,4 = Li,CO; +
+ CO; CO - 0,5CO, + 0,5C.

[Tpepmomnaraercs, 4To ulonpomnuiadopmuar o6-
pasyeTcs B pe3yJbTaTe B3aUMOLENCTBUS MypaBbU-
HOWM KHCIIOTHI ¥ U3OMPOMUIIOBOTO ciupTa. Crnabwii
SHAOTEPMUYECKUN NMUK OK0Ji0 246 °C Ha KpUBOU
JICK MOXHO OTHECTH K TeMIlepaType UCIapeHus
usonponundpopmuara [19]. Tluponu3 ¢opmuaTa
MO3BOJISIET TONY4YUTHh GOJee aKTUBHbIE YACTHUI[HI
Li,CO;, ueM mpollecC M3MENbYEeHUS TBEPHOOTEIb-
HOTO CHHTEe3a, KOTOPHIM MMeeT OTpPaHUYEHUs IO
3(pHeKTUBHOCTH W3MEINIbYEHUS B MIAPOBOM MeJb-
HHUIle, a TakKxke 0oJbilee pasHoobpasme Momudu-
kamuit Al,O;. Bonee Toro, ruIpOKCU[T aJTIOMUHUS B
OOBIYHBIX YCIIOBUSAX cuHTe3a okojo 300 °C usme-
HseT TONMbKO (a3oByio Mmomudukamuio [16], a mo-
cie mUposu3a o0pa3yeT MEeTKOOUCIIEPCHBIHA TOPO-
IIIOK OKCH[Ia U IIceBmoOémMuTta. Mogudukaum o- u
y-OKCHua aJloOMUHUS MPUBOMAT K HOPMUPOBAHUIO
pasubx Mmogudukaruii LiAlO, [6] 1, HaCKOTbKO HAM
W3BECTHO, BIUSHUE [PYTUX Mogudukaiuii okcuna
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aJIOMUHUS Ha CUHTE3 0CTAaeTCs HEU3YUYeHHBIM. [[o-
MIOJTHUTENIPHEIM TPEUMYIIEeCTBOM ITPUMEHEHHOT0
30/Ib-T€Ib MeTOofa SBJIseTCS OOoJblllas IIJIOIanb
KOHTAKTa MEXMAYy YacCTHUIIAaMHU II0 CPABHEHHUIO C
TBepHo¢a3HbIM CUHTE30M. BBICOKOIMCIIEPCHEIE Ya-
CTHUIIB OKCHUMA aJTIOMUHUS TIOKPHITH BHICYIIEHHEIM
pacTBopoM ¢opMuara, TOrfga Kak IIOCje IIapoBOM
MeJIPHULIBI 00ecrmeYynBaeTCsS TOIBKO TOYEUHBIH
KOHTAKT YaCTHII.

PesynsraThl POA (puc. 2) moKa3bBaOT NPUCYT-
ctBue pednekcos LiAlO, yxke nocie Tepmoo6paboT-
ku pu 360 °C, 1. e. oOpa3oBaHue a3kl HAUUHAETCS
y2Ke TI0CJIe TTIePBOM CTaguy pa3noxkenus popMuara,
B TO BpeMs Kak flaxke mocje TepMoobpaboTKu mpu
550 °C mo TBepmodas3HOUW TEXHOJOTHHU OCTAIOTCS
XOPOIIIO OUYepUYeHHbIe PehIEKCH He BCTYIIHUBIIETO B
peaknuio Li,COs. [Ing cpaBHeHus: a-LiAlO, saBis-
eTCs IePBUYHOM (pa30i B TeX Ke YCIIOBULX, UTO U
Ipu MeToe Muponu3a. Kak oTMedanoch B CTaTke
[6], peaknus mexny Li,CO; u Al,Os; 3aBepinaeTcs
TOJIBKO ITpu TeMmnepaTrype Beile 600 °C u 24 9 06-
paboTku. MeTtactabunbHas B-mogudukamus LiAlO,
B MIPOMEXYTOYHBIX IPOAYKTax He HabiomaeTcs.
TakuM o6pa3oM, TeMIepaTypa CIeKaHUS JOJIXKHA

650 °C

550 °C

650 °C

550 °C

360 °C

10 20 30 40 50 26, rpan
Puc. 2. PeHTreHorpaMMEel POAYKTOB TEPMUYECKOrO pas-
JIOXKeHUs Iociie TBeprodasHOro CHHTe3a (a) U IHpoNu3a
dopmuara (6); * — o-LiAlO, (74-2232 JCPDS); PB — mces-
mo6émurt (21-1307 JCPDS); n — n-ALOs (04-0875 JCPDS)
[20]; x — x-ALOs (13-0373 JCPDS); octanmbuble pedeKch
oTtHocsiTcs K Li,COs (87-0729 JCPDS)

HAYYHBIE HCCNEOBAHKA W PA3PABOTKH

OpITE MEUHUMYM 650 °C, 94TOOB HOCTHUYH IIOJIHOTO
IpeBpalleHus MPEKYPCOPOB B (-aJIFOMUHAT JIUTHA.
[To cpaBHEHHIO C MEXaHOXUMUYECKON aKTUBAIIUEH,
OMMCaHHOU B mMyOnuKauuu [5], B pe3ynbTaTe KOTO-
poii OBlNla MOTy4YeHa CMECh O- U Y-aJIIOMHAHATOB JIU-
tusg nociue 550 °C, nuponu3 GpopmMuaTa JaeT OgHO-
(ha3HbI! IPOAYKT.

AHanu3 pacnpepeneHus YacTHUIl 110 pa3Mepam
(puc. 3) moka3kIBaeT, 4TO TBepaodaszHas peak-
us JaeT y3Koe paclupenesieHue pa3MepoB 3epeH
O0KOJI0 5 MKM. [lopomiky, mony4yeHHBIEe IUPONIU-
30M (QopMmara, [AEMOHCTPUPYIOT Oojiee IIUPO-
KMHU OUala30H TPaHYJIOMETPUYECKOT0 COCTaBa C
eOUHCTBEHHBIM MaKCUMYMOM O0K0JIO 50 MKM U 3a-
METHBIM KOJIMYECTBOM CYOMHUKDPOHHOM (paKIuu.
Bonee kpymHble YacTHIB, HabGIIOJaeMble IOCTE
nuponu3a, OBIIM OTHECEHBI K 00pa30BaHMIO arjio-
MepaToB, O YeM CBUAETENIbCTBYIOT pe3yJIbTaTh
C3M (cm. HuxKe). PacueTHass ymenbHas ITOBEpPX-
HOCTH 000MX IIOPOLIKOB alfOMUHATA JIUTUS COCTaB-
nseT 25-27 M?/r. MexaHoXuMHu4YecKas aKTUBAIlUd,
10 JaHHBIM [5], maeT miomagb MOBEPXHOCTH BCETO
okoJji0 18 M?/T ¢ mpeobamamoIuM pa3MepoM arpe-
ratoB 6oyee 65 MKM. Mi3MenbueHUe MOPOIIKOB B
IIapoBO¥ MeNbHUIE 00BIYHO TpelOyeT 3HAUUTEIb-
HBIX 3aTpaT SHEPTUH, YTO SIBIASETCS HEJOCTAaTKOM
TBepmoda3Horo cuHTe3a. Mcmonb30BaHHBY B pa-
6oTe mumponu3 ¢GopMuaTa IMO3BOJSAET MONYYaTh
foee MeJKONUCIIEPCHbLIE IOPOIIKU, MUHYS 3Ty
TEXHOJIOTHYECKYIO OMlepaluio.

Mopdomnorus gactuil «-LiAlO,, mony4eHHBIX
pa3iokeHUeM KOJJIOMOHOTO IIPeKypcopa, Ipef-
cTaBisieT co00M MOPUCTHIE arjioMeparsl (puc. 4).
[lpyuymHa — oOpa3oBaHue Tra3000pa3HBIX IIPO-
OYKTOB TEPMUYECKOTO Pa3jI0KEHUS MMPeKypcopa
B Iporecce nuposnu3a. [as 060X MEeTOHOB CUH-
Te3a HalOniopaloTcs obuias TeHOEeHLUUS K YKpPYyII-
HEHWIO YaCTHUIl ¥ WX arperanuu B 6oree 06beM-
HBle 00pa30BaHUS, COXPAHAIONINE CHepPpUIECcKYyI0
Tomorpaduio. M3 puc. 4, 5 BUOHO, YTO KPYIHEIE
arperaTts cOCTOSIT u3 Oojiee MenKux 3epeH. Ya-
CTUIB, o0pa3ylomuecs MPU TePMUYECKOM pas-

I TBeprodasHEI CHHTES
!3071B-TENIB CUHTE3

O6wveMHas nonst, %

&

,59815

Pa3Mep YacCcTul, MKM
Puc. 3. I'paHynoMeTpuYeCKul COCTaB IOPOIIKOB (CyCIeH-
31l B QUCTUIITIIPOBAHHOM BOJIE)
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2 MKM

Puc. 5. MukpodoTtorpaduu mopomika a-LiAlO, moce TBepmoda3HOi peakivi Py pa3HOM yBelnu4yeHuu (a, 6, 8); 2 — Mop-
(boorus ToCTIe UCTIBITAHUS Ha CTaOMIBHOCTD B PACIIABIIEHHOM KapOOHATHOM 3BTeKTUKE. COM

JIOXKEHUY, NPEeNCcTaBiIsaioT coboi cdepuyeckue u3 60Jiee MEeJIKUX YACTHI] B BUMle IJIACTUHOK [Ha-
armoMmeparts pasMepamu 18-50 MKM, cocTodme METPOM OKO0yo 2 U TonuuHou 0,6 MkM. [Topowmky,
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nmony4eHHBle TBepmoda3HOM peaknuel, UMEIOT
$hopMy 0CKONKOB ¥ TJIEI0. HacTHIIEI, KJTaCCUDUIU-
pyeMble Kak TJIBIOB, BRITIAAAT KaK TBepHbe da-
CTHUIIBI U aTJIOMepUPOBaHHEIE KJIaCcTepHl pa3Mepa-
Mu 5-10 MKM. OTO KpyNIHBIEe YaCTULIE], IOKPHITHE
XJIONbIMU pa3MepaMu MeHee 1 MKM. Ha Muxkpo-
¢dororpadpuu monyuenHoro a-LiAlO, BupmHO, uTO
YaCTHUIH [OCJie nmupoau3a 6oee OOQHOPOMHE 110
dbopme u pasmepam.

Cepbe3Holl mpo06iIeMol, OrpaHHYMBAIOIIEH
CPOK CNyO0BI TOIJIUBHOTO 3JIeMeHTa Ha paclijiaBs-
JIEHHOM 3JIEKTPOJIUTE, SIBIIETCS Iepexon MeXay
Mmopubukanuamu y-LiAlO, u o-LiAlO,, xoTopHI#
CIOCOOCTBYET POCTY YACTHUIl ¥ Pa3PYIIEHUIO IMO-
PUCTOU CTPYKTYPH MATPHUIIEL. IDTU IpPeBpalleHus
00BIYHO TIpoucXomsaT B mHTepBane 600-700 °C.
[I[puMmeHeHVE 3BTEKTUKUA C HU3KOU TeMIleparTy-
pout nnmaBneHus (Ligs3Nag3:Ko25).CO3 mo3BomsieT
paboTaTs mpu Temneparype mo 600 °C, uyto Mmo-
XKeT OBITH BHITOMHBIM [JIS YCTPOMCTB yJaBIHBa-
Husa CO,.

Ins TeCTUpPOBAaHUS YCTOUYUBOCTU U3 CUHTeE-
3UpPOBaHHOr0 mopomka a-LiAlO, mpeccoBanu Ta-
O/IeTKY ¥ IIOJBEprajiu ee BO3[eHCTBUIO pacIljiaB-
JIEHHOM KapOOHATHON 3BTEKTUKU B aTMocdepe
0,/CO, = 0,33/0,67 upu 550 °C pmns uccnemoBa-
HUS CTPYKTYPHOU u Mopdooruiyeckoi cTabumib-
HocTu. Mopdonorusg «-LiAlO, mocme 270 u
BEIIEPXKKHM B paclljlaBe OcTajach HeU3MeHHOU
(puc. 5, 2), 4TO corjacyeTrcs C JTUTepaTypPHLIMU
OaHHBIMU [4], B KOTOPHIX IPUBEOEHBI Pe3yJIbTaThl
OJIUTENIbHBIX UCTIBITAHUY allOMUAHATa JINTUS B 9B-
TEKTHKaX LizCO3—Na2CO3 n N32CO3—K2CO3. Cra-
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