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[IpennoxkeH HOBBIN METOA CMHTE3a BHICOKOUYMCTON MEJIKOKPUCTAUINYECKOM aIloMOMarHUeBOM IIMUHEIN
MgAl,O, nyTéM 06paboTku cmecu ToHKonucnepcHbx MgO u runpokcuna Al(OH); wim okcurnapokcuaa
amomunust AIOOH BogHbIM (piitonioM B cBepXKpuTuieckux ycaoBusix (7= 380—400 °C, PHzo =22,8-23,0 MIla).
TTokazaHo, yTo Tpolecc (PopMUPOBAHUS CTPYKTYPhI ATFIOMOMArHMEBOM HITTMHEIU MTPOTEKAET MO TBEPA0(ha3ZHOMY
mexaHu3My. HOBbIil MeTon cMHTe3a MO3BOJISIET, BAPbUPYS YCIOBUS CUHTE3a, PeryanpoBath pazmep oT 20 HM
1o 5 MKM U popmy (ceprueckas, IacTuH4YaTast, OMnupamMuaaibHasi) Y4acTUL CUHTe3UPOBAaHHOM aJlloMOMar-

HueBol mnuHenu MgALO,.
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AmoMomarHuesas mnuHesns MgAl,O, mmpoko uc-
MOJTb3YETCS JUIST TPOU3BOJICTBA BHICOKOKAYECTBEHHBIX
OTHEYMNOPHbIX U3MEJINiA, B YACTHOCTU LIS (hyTEePOBKHU
TUTAaBWJIBHBIX MeYeli B IIBETHOW METAJUTYPIUHU, a TAaKXKe
B MPOU3BOJCTBE YCTOMUYMBBIX KEPAMUUYECKMX KPACOK
U pa3UYHbIX BUAOB KepaMUKU. OcoOyI0 aKTyaJTbHOCTb
B HacTosilee BpeMsi IpUoOpesio MPOM3BOICTBO MOPOIII-
KOBOI aJIJIOMOMAarHMeBOM IITMTUHEIN KaK UCXOTHOTO
ChIPbSI IS TIOJIyYeHHUS ONTUYECKU MPO3pavyHoit Kepa-
MUKW, KOTopas obyiafaeT yHUKaJIbHBIM COYeTaHUEM
CBOMCTB: YCTOMYMBOCTBIO K BO3IECUCTBUIO arPECCUBHBIX
cpell, BBICOKOW TEPMOCTOMKOCThIO, BBICOKUMU TTPOY-
HOCTBIO U YIAPHOM BSI3KOCTbIO, MEXaHUYECKOM MPOY-
HOCTbIO U OTHEYMOPHOCThIO. DTO MO3BOJISIET UCIIONb-
30BaTh KEpaMUKy U3 aJIlOMOMArHMWEBOW IITTUMHENN
B a9POKOCMUYECKON U JIa3ePHOU TEXHUKE, B KAUECTBE
MPO3pavyHOit OPOHU M B ONITUYECKOM ITPUOOPOCTPOCHUM.
OpnHako CylIecTBYIOLIME B HACTOSIILIEE BPEMSI METO/IbI
CUHTE3a ChIPbhS I IIPOU3BOACTBA TaAKOM MPO3pavyHOM
KepaMUKHN — MEJIKOKPUCTATNYECKOUN alloMOMarHue-
BOW 1IMWHEIN — SIBJISIIOTCS BHICOKO9HEPTo3aTpaTHBIMMU,
TPeOYIOT CJIOXKHOTO JOPOTOCTOSIIIETO 000PYA0BAHMUS
U HE MO3BOJISIOT JIMMUTUPOBATh MPUMECHBIM cOCTaB
B KOHEYHOM mpoaykre [1].

II1poko Mcnoab3yeMblil BHICOKOTEMIIEpaTypPHbI
TBepaoda3HbIii CTOCO0 MOJYYEeHUS aTlOMOMAarH1ueBom
wnrHean MgAl,O, 3akmoyaeTcd B CMELIMBAHUU Me-
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XaHUYECKU aKTUBUPOBAHHbBIX TUIPOKCUIOB MarHUs
n amomunust Mg(OH), n Al(OH);, 3arpyske ux B nieub
¢ nocyenytomum nporpesom npu 750 °C u oxaxue-
HueM Ha Bozayxe [2]. TToaydeHHBIN IUCTIEpCHBIN MOo-
POLIOK IIMUHEJU HeIOCTaATOYHO YMCThIN JIJ11 U3rOTO-
BJIEHUS M3 HETO BBICOKOKAYECTBEHHOU MpO3payHOi
KepaMUKHU.

B mocnenHee BpeMsT IIIMPOKOE pacIpocTpaHeHNE
NpuOOPEN METOd CUHTE3a MOPOIIKOBBIX (PYHKIIMO-
HaJIbHBIX MaTepPHUajioB IMyTEM 00pabOTKU MPEKYPCOPOB
CBEPXKPUTHUUECKUM BOAHBIM (itongom. brarogapst
3 OEKTUBHOCTH, TEXHOJIOTUUYECKON TOCTYITHOCTH
U 3KOJIOTUYECKOI 0€30MacHOCTU 3TOT METOJ, UCTOJIb-
3yeTCs He TOJIBKO TSI CMHTe3a HeOPTraHMIEeCKUX Be-
LLIECTB, HO U JJIsI MTOJYYEeHUS Pa3IuYHbIX OPraHUUECKIUX
COCMMHEHMI ITyTEM IeTUAPATUPOBAHMS U TeKapOOKCH-
JINPOBAaHUSI CIIMPTOB UM OPraHUYECKUX KUCIOT MO/
JIEeNCTBUEM CBEPXKpUTUIECKOM Boabl [3—35]. B paborax
[6—8] 6bII0 MOKAa3aHO, YTO M B JOKPUTUUECKUX YCIO-
BUSIX, TIDU TeMTIIepaType U TaBICHUH TTapa BOIBI HITKE
KpuTuueckux 3HaueHuit (7'= 374 °C, PHzo =22,4 MIla),
T.¢. B aTMOcdepe mapa BOAbl, TAKXKe TOCTATOUHO MH-
TEHCUBHO IMPOTEKAIOT MPOLeCcChl Mpeodpa3oBaHUs
CTPYKTYPHI M B3aMMOACHCTBUS MPOCTBIX M CIOXKHBIX
MOPOIIKOBBIX OKCHUJIOB.

B HacTosieit padote npeajiaraeTcsi HOBBIA METOM
CHHTEe3a MEJIKOKPUCTATMIECKON aTIoMOMAarH1ueBoit
mmuHen MgAl, O, myTéM TepMo0OpabOTKY CMECH TOH-
xonpucriepcHelx MgO u runpoxcnga Al(OH); wim ok-
curuapokcuaa amomuHus AIOOH B cpene BogHOTO
¢mounna.
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Cunrte3 B aTMocdepe mapa BOAbI SIBJISIETCS BBICOKO-
MMPOU3BOANTEILHBIM, SKOHOMWYECKHU BBITOAHBIM, T10-
3BOJISIET B TIPOIIECCE CMHTE3a PEryJIMPOBaTh pa3Mephbl
MOJy4aeMbIX MUKPOKPHUCTA/UIOB U CHUXKATh COIEPXKaHUe
npumeceii [9].

CyILIHOCTb 3TOTO METO/1a 3aKJItouaeTcsl B 00paboTke
cmecu ToHkogucrepcHelx MgO u Al(OH); win oken-
rugpokcuaa amoMuaus AIOOH cBepxkpuTuyeckum
BOIHBIM (QIIIOMIOM TIpU TeMIlepaType B MHTEpBaje
380—400 °C u naBneHuu napa Boasl 20—23 MITa. Pe-
3yJIbTaThl PEHTIeHO(hA30BOr0 aHAIN3a MPOIYKTOB B3au-
MOJIEMCTBUSI UCXOJHBIX peareHTOB MoKa3ajiu, YTO CHa-
yayia pu Harpese 10 230 °C u gaBjaeHUM T1apa BOIbI
2,2 MIla o6pasytoTcst 6EMUT, TMAPOKCHUI MAarHUsI U Ipo-
MEKYTOUHBIN MTPOAYKT — NBOMHOM TMAPOKCUI MarHus
U QTIOMUHMS. DTOT CJIOUCTBIN TTPOAYKT UMEET IIIMPOKOE
MEXCJI0eBOe MTPOCTPAHCTBO, 3aIIOJTHEHHOE MOJIEKYJIaMU
BOIBI ¥ TUAPOKCUIIBHBIMU TPYIIIIaMU, CBSI3aHHBIMU
C MOHAMU aJIIOMUHUS UM MarHus. CorlacHO JaHHBIM
6a3bl MOPOITKOBBIX TU(PaKTOTPaMM HEOPTaHMIECKIX
BeiecTB JCPDS cTpykTypa IpoMeXXyTOYHOIO IBOMHOTO
TUIPOKCHUIA MOXET ObITh OTHECeHa K (pa3e cocTaBa
[Mg,Al, (OH),](HOH),,, namensiorierocs mo mepe
npoTekaHus pouecca cuHTe3a. Ha puc. 1 mpuBeneHa
3JIEKTPOHHO-MUKpOCKONMUuecKas ¢poTtorpadus odpa-
sytomerocs rmpu 270 °C mmpoayKTa, COCTOSIIIETO B OCHOB-
HOM U3 IIJTACTUHOK CJIOMCTOTO IBOMHOTO TMAPOKCHUIA
[Mg,Al(OH),](H,0),. B 3aBucumocTy ot ycioBuii CUH-
Te3a (TeMIlepaTyphbl U JaBJI€HUS Mapa BOJIbl) COOTHO-
IIIeHHEe 3JIEMEHTOB CTPYKTYPHBIX (DOPM IBOIHOTO THI-
pokcuaa usMeHsiercs. C MoBbIIIEHUEM TeMIIePaTyphbl
ruapaTHble hopMbl MgAl-Tuapokcuaa TepsitoT Koop-
JUHAIIMOHHO CBSI3aHHYIO BOMY C IIOBEPXHOCTH U U3 MEXK-
CJIOEBOT0O MPOCTPAHCTBA, B pe3y/ibTaTe Yero pacCTOsSIHUE

J MM BESE

)

Puc. 1. COM-u3ob6paxeHue MpoayKTa 00paboTKI cMecH
AlIOOH u MgO nipu 7'= 270 °C 1 1aBIeHUH T1apa BOIbI
5,5 MIla B Teuenue 20 4.

MEXIY CJIOSIMU YMEHBIIIAeTCs] M BO3HUKAIOT OKCUTH-
JPOKCUIHbIE U OKCUIHbIE (hOPMBI CTPYKTYpHI. [Tpu
obpadotke cmecu peareHToB (MgO n AI(OH); nim
AIOOH) cBepXKpuUTUUECKUM BOAHBIM (DJIIOMIOM TP
T> 370 °C npoucxonuT II0JHasI IIepecTpoiika mpomMe-
JKYTOUHBIX COEAMHEHUI C 00pa30BaHUEM aIFOMUHATA
MAarHMsI CO CTPYKTYpoil mmuHean. [1pu aToM u3 ux
CTPYKTYPbI YAQISIOTCS IPUMECHbIE MOHbI, 3aXBaYeHHbIE
MOJIEKYJIaMH BBIICIISIONICHCS BOIBI, M TIOBBIIIIAETCS
YUCTOTAa CUHTE3MPOBAHHOMN MEJIKOKPUCTALINYECKOM
LIMUHEIN. DJIeKTPOHHO-MUKpPOCcKonndyeckast ¢poTorpa-
(us (puc. 2) mokasbpIBaeT, YTO B 3TUX YCJIOBUSIX 0Opa-
3YIOTCS XOPOII0 c(hOPMUPOBAHHbBIE OTPAHEHHBIE KPUC-
TaJlJibl CYOMUKPOHHOTO pa3Mepa co CPeAHUM Pa3MepoM
0,4 MxM. Pe3ynbraThl aHaImM3a coaepKaHus MUHEPalb-
HBIX MpUMecell B MOJy4eHHOM IMOPOILIKE IMUHEIN
npuBEeAEHbI B Ta0. 1.

CuHTe3MpOBaHHAasl MEJIKOKpUCTA/UIMYeCKas ajlto-
MOMarHueBasl IIIMMHeb Oblla OIPOOOBaHa KaK ChIPhE
JUJTSL TIOJIyYEHMSI OTITUYECKM ITPO3padyHOM KEpaMUKU.

Puc. 2. Amomomarnuesas mnuHenab MgAl,O,, cunTesn-
poBaHHas u3 cMecu AIOOH u MgO npu 7= 380 °C u n1aB-
JieHuu napa Bozbl 22,8 MIla, 8 4 06paboTKu.

Ta6muna 1. Pe3ynbraThl aHaM3a IpUMeceii B aTIOMOMAarHUEeBOM
IITTMHEJIN, CUHTEe3UPOBaHHOM B aTMocdepe BOAHOTO (Jionaa
npu 7T=400°Cu PHZO =23 MIla (MeTon u3MepeHus: aTOMHO-
SMUCCUOHHAsI CTIEKTPOCKOITHS M MACC-CIIEKTPOMETPUS C MHIYK-
TUBHO-CBSI3aHHOM TJIa3MOIA)

Ne Maccosas nons, % Conep )KaVH e
n/m npumeceit, %

1 |Kamnit (K) 3-107*

2 |Harpwuii (Na) 2-107°

3 |XKeneso (Fe) 1-107*

4 |Kambunit (Ca) 1-107*

5 |Xpom (Cr) 7-107°

6 |Turan (Ti) 5-107°

7 |Mens (Cu) 3-107
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Puc. 3. CriekTp npoITycKaHUs TIACTUHBI KepaMUKHU, W3-
TOTOBJICHHOI 13 ITOPOIITKA CUHTE3UPOBAHHOM IIITTMHEIH.
TonmuAa rracTuHs! 1,5 MM.

Kepamuka n3roraBnmBazach METOIOM M30CTATUUYECKOTO
npeccoBanus npu temiiepatype 1700 °C u naBiieHUn
aprona 2000 atm. Ha puc. 3 mpuBen€H CrieKTp ornrude-
CKOTO MPOMYCKaHUsI TIoJlydeHHO KepaMuku. B nHppa-
KpacHOM 00JIaCTH CIEKTPa CBETOMPOITYCKAHUE TOCTHU-
raet 82%.

Takum oOpaszom, B paboTe MpeaI0KeH HOBBIIA METO]I
CUHTE3a MEJIKOKPUCTAIUIMYECKOUN aTFlOMOMArHUEBOM
wnuHean MgAl,O,. MeToz no3BoJisieT noay4JaTh yac-
TUILIbI ATIOMOMArHUEBOM IIMMHEIN pasMepoM oT 20 HM
JI0 5 MKM pa3inyHoi (hopMbl (CpeprudecKoit, IIaCTUH-
yaroii, ounupamuaanbHoii). [TosydeHHas onTuyecKku
Mpo3pavyHas KepaMuKa U3 CUHTE3UPOBAHHOM IITMMHEIN
00J1alaeT BHICOKUM CBETOIPOINYCKAaHUEM, MeXaHUYe-
CKOM MPOYHOCTHIO U TEPMOCTOMKOCTBIO, UTO ITO3BOJISIET
WCIIOJIb30BATh €€ JUIS1 OCTEKJIEHUST A3POKOCMUYECKOM
U TIOJBOJHOM TEXHUKHU, IPO3pauyHOil OpOHU U B Kaye-
CTBE 3aIIMTHOTO CPEICTBA JJIST ONTUYECKUX TPUOOPOB.

HUcroynuku punancuposanusi. PaboTta BhInmoiHeHa
B pamKax rocygapcrBerHHoro 3aganus MOHX PAH B 06-
JacTu (byHIaMEHTaJbHBIX HAyYHBIX UCCIEI0BaHUI
U B paMKax rocygapcTBeHHoro 3aganusi MI'Y AAAA—
A16—116092810057—8.
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NEW METHOD FOR SYNTHESIS
OF FINE CRYSTALLINE MAGNESIUM ALUMINATE SPINEL
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A new method for the synthesis of high-purity fine-crystalline aluminum-magnesium spinel MgAl,O, was been
proposed. The procedure includes treatment of mixture finely dispersed MgO and hydroxide AI(OH); or alumi-
num oxyhydroxide AIOOH by water fluid under supercritical conditions (7'= 380—400 °C, PHZO =22,8-23,0 MPa).
[t was been shown that the process of formation of the structure of aluminum-magnesium spinel proceeds through
a solid-phase mechanism. By varying the conditions of synthesis, the new method of synthesis allows to adjust
the size (from 20 nm to 5 um) and shape (spherical, lamellar, bipyramidal) of particles of synthesized aluminum-
magnesium spinel MgAl,O,.

Keywords: aluminum-magnesium spinel, synthesis in supercritical fluid, solid-phase mechanism.
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