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HccnenoBaHo XMMHUYECKOE B3aMMOICCTBUE PACILIaBJICHHOTO aJIIOMUHMUSI C TJIIOKO301
B Cpele pacIUIaBJICHHbIX TaJJOTeHUIIOB IIEJOYHBIX METAJIOB Mpu Temneparypax 700—
800°C. ITokazaHo, 4TO B XO/€ B3aMMOCIHCTBUSI B 00bEMeE COJIEBOTO pacruiaBa odopa3yeTcs
nopowok o-Al,O;, KOTOPbI COCTOUT U3 HAHOKPUCTAUIOB pasMepHOCTbIo 20—100 HM.
O6pa3oBaHNe HAaHOKpUCTALINYECKOro a-Al,O; MOATBEPXKAEHO METOAaMH CKaHUPYIOLIei
3JICKTPOHHOW MUKPOCKOITUU U CTIEKTPOCKOITMY KOMOWHAIIMOHHOTO PAacCesTHUS CBETa.
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BBEJEHUE

IMonyyeHre HAHOMPOIIIKOB OKCUIOB METAJLJIOB SIBJISICTCSI OMHOM U3 BaXXHEUIITNUX MPaKTU-
YeCKMX 3aJad M3-32 MHOTOYMCIIEHHBIX BO3MOXHBIX NMPUMEHEHUN HX B 3JEKTPUUYECKUX
YCTPOWCTBAaX, COJIHEUHBIX OaTapesix U ApYryx o0JacTsx “3eneHbix” TexHojoruii [1, 2]. B Ha-
cTosliiee BpeMsi pa3paboTaHbl JBa OCHOBHBIX MOJAX0Ja K MOJIyYeHUI0 HAHOMOPOLIKOB: AMC-
MeprauvoHHbIN [3—5] 1 KOHAeHCALMOHHbIM [6—8]. JlucriepraliOHHbIE METOAbI OCHOBAHbI
Ha U3MeJIbUeHNU MaKPOCKOMMYECKUX YacTHll 10 HaHOpa3MepoB. KoHaeHcallMOHHbIE CITO-
COOBI CBsI3aHBI ¢ 0OOpa3oBaHUEM HaHOYACTUIL IpU (a3oBbIX Hepexonax. K mucneprainoH-
HBIM METOJaM OTHOCSAT MEXaHWYecKoe AMCIeprupoBaHre (MEXaHOXMMUUYECKUI CUHTE3), a
TakXe MUPOJIN3 BOJHBIX pACTBOPOB coJjieii. B XuMuuecKux KOHIEeHCAIlMOHHBIX METoIaX 00-
pa3oBaHVE HAHOYACTHI] B 9TUX METOJIaX OCYIIECTBIISIETCS] UYepe3 PsiJi IePEXOIHbBIX COCTOSIHUI
npy 00pa30BaHUM MPOMEXKYTOUHBIX aHCAMOJIeH, TIPUBOASIINX K BO3BHUKHOBEHUIO 3aPOJIbI-
11a HOBOI (ba3bl, CIOHTAHHOMY €ro POCTY M TOSIBJIEHUIO (DU3MYECKON TpaHMIIbI pasiaena
¢a3. Ilpu 3ToM BaxkHO 00ECIIEUMTh BBHICOKYIO CKOPOCTHh OOpa30BaHMsI 3apOMdbIllieil HOBOM
¢as3pl 1 MaJlylo CKOpOCTh UX pocta. K aTuM MeTomaM MOXXHO OTHECTH CaMblil IIIMPOKO MC-
MOJIb3yeMbI 30J1b-TeJIb METOJ, METOJA CyOJMMALUU, TUAPOTEPMUYCCKUIA CUHTE3, a TaKXe
CUHTE3 B pacruiaBieHHbIX cossix (MSS-cunres) [9, 10]. OTtu MmeToasl o61afaroT Ype3Bblyaii-
HO IIMPOKUMHU BO3MOXKHOCTSIMU, a €ro HEAOCTaTKaMU SIBJISIIOTCSI IUPOKOE pacripenesieHre
no pazMepaM 0Opa3yIOLIMXCSl HAHOYACTUL, U HEOOXONUMOCTb MCIOJIb30BaHUSI OYE€Hb pa3-
0aBJIEHHBIX TT0 OCHOBHOMY KOMIIOHEHTY PacTBOPOB, T.K. TOJIbKO B 9TOM CJIydyae yAaeTcs Mo-
JIy4aThb HAaHOTIOPOIIKU M3-3a HEXBATKU B 30HE peaKllMM OCHOBHOTO KOMITOHEHTA peakluu, a
TakXe HeOOXOAUMOCTh B MOCJEAYIOUIEM OTKUTe MPOIYKTOB B3aUMOJECTBUS.

HamwumMu uccinenoBaHusiMu B nipenbiayiue roapl [11—15] 0bU10 MoKazaHo, 4YTO 3JIEKTPO-
XUMHWYECKUI CUHTE3 B pacIUIaBJIEHHBIX KMCIOPOACOAEePXKAIIMX COISIX II03BOJISIET OCYIIECTB-
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JISITh CUHTE3 HAHOMOPOIIKOB OKCUJI0B METAJIJIOB C Y3KMM paclipele/ieHUeM 10 pa3Mepam ya-
CTUILL U TOHKMX OKCUIHBIX MOKPBITUI C BBICOKMMU 3allIUTHBIMU CBOWCTBamMU. Takum obpa-
30M OBUIM CHUHTE3MPOBAaHbI HAHOMNOPOIIKMW OKCUIOB amioMuHusA [12], Tantama [13],
mupkoHus [14] u ceuHna [15]. Hanmnuue B pacruiaBax HUTPUT-UOHOB, 00pa3yoIIUXCs Py
TEPMUUYECKOM pa3jIoKeHUM HUTpaTa HaTpus IIpu Temneparypax Boie 700 K. orHocunu k
HexenaTrebHOMY (haKTOpy, KOTOPBIN MPUBOIUT K BO3MOXHOMY YXYIIIEHUIO aAre3uu OK-
CUIHOTO MOKPBITUS K MeTaJInyeckoit ocHoBe. OTHAKO CUHTE3 IMOPOIIKOB OKCUIOB MeTa-
JIOB B XJIOPUIHO-HUTPUTHOM pacIiaBe B TAKOM CjIy4ae CTAHOBUTCSI Upe3BbIYAHO MPUBJIE-
KaTeJIbHbIM MTPOLIECCOM.

B HacTosmeM MccliefoBaHUM TIpeajiaraeTcsl HOBBIM METOJ CMHTE3a HAaHOMOPOIIKOB OK-
cuja aJlOMUHMS, MOJIy4aeMbIX TP XMMHYECKOM B3aMMOIEUCTBUU PACILIaABJICHHOTO ajlio-
MUHUSI C TBEPALIM OPraHMYECKUM MPEKYPCOPOM B Cpejie pacIlIaBJICHHbBIX TaJIOTeHUAOB Liie-
JIOUHBIX METAJUIOB B BO3AYIIHOI aTMocdepe.

OKCIIEPUMEHT

CuHTe3 00pa3ioB MPOBOIMIICS MPU XMMUYECKOM B3aUMOACHCTBUM XKUAKOTO aTIOMUHUS
C OpraHMYeCKUM IIPEKypCOPOM B Cpelie pacIlIaBIeHHbBIX TaJIOTeHUIOB IIEJTOYHBIX METAJIOB.
HaBecka aroMMHMST TOMEIIAETCsS B KOPYHIOBBIN TUTEJb, B KOTOPBIN TOOABIISIIOT CMECh Ta-
JIOTEHUJIOB 1IEJIOYHBIX METAJJIOB HA OCHOBE XJIOPW/IOB, HAIIpUMED XJIopuaa Kaius. B kaue-
CTBe 3aTpaBKH IIPOIIECC TTOMEIIAIOT HaBeCKY KMCIOPOACOaepXKallleid OpraHu4ecKoil 1ooas-
KW, HaIlpUMep, TIIOKO3bl. TUTeb MOMENAloT B OTKPBITYIO TeUb BEPTUKAJILHOTO Harpesa,
BBIIEPXKUBAIOT 1—2 4 B 3aBUCMMOCTH OT MacChl MPeKypcopa, BbIUBAIOT B XOJOAHBIN TUTEb,
OCTY>KaloT, TTOCJIe YeTO OCTHIBIINI KOPOJIEK MeTallJla U COJIEBOI pacIlyiaB, COAepKaIlIuii 00-
pa3oBaHHbIE OKCHJI AJTIOMUHUS U YIJIEPOIHbIC HAHOMAaTEepUaibl, PACTBOPSIIOT B IMCTUILIMPO-
BaHHOI Bome. Koposiek MeTaia ynasioT, yIJepoaHble XJI0Mbs — OYeHb JIETKHE, OHU IO/ -
HUMAaIOTCS K BepXy CTakKaHa ¢ BOJOM, M MX JIETKO MOXHO CHSATh M OT(UIbTpoBaTh. OCTaB-
IIWICS pacTBOP MOCJIE pACTBOPEHUS COJIM COMIEPXKUT OOJIbIIIOE KOJTUYECTBO MTOPOIIIKA OEJI0TO
1Beta. [Topolok oTAeNsIIN HEHTPUDYTMPOBAHUEM, CYIIIWIIH, TTOC/E YeTrO MPOBOIUIN OTXKUT
npu teMirepatype S00°C Ha Bo3ayxe. [1oirydeHHBINM TOPOIIOK aHAIM3UPOBAIN IIPU ITOMOIINI
CKaHUMpYOIIEro 3JeKTpoHHOro Mukpockona Auriga CrossBeam Workstation (Carl Zeiss
NTS, Germany), co 3HeproguciiepcuoHHbIM crnektpoMeTpoM Inca Energy 350 X-MAX,
(Oxford instruments, UK), crieKTpocKonmmy KOMOMHAIIMOHHOTO pacCesiHUSI CBeTa IIPU MO-
mouu “Renishaw-1000" ¢ 3e1eHbIM J1a3epoOM C IJIMHOM BOJHBI 514 HM, TIpU IMTOMOIIM PEHT-
reHogazoBoro Metoaa Ha Rigaku DMAX 2200PC.

PE3VJIBTATBI 1 OBCYKIEHUE

BzanMopeiicTBue alllOMUHUS C TII0KO30M MO/ CJI0EM PACIIaBJIEHHBIX TAJIOTCHUIOB 11e-
JIOUHBIX METAJIJIOB IPOTEKAaeT OYeHb MHTEHCUBHO C BBIACICHUEM Ira3000pa3HOro BOAOPO.A,
KOTOpOE COTIPOBOXKIAETCS JISTKUMHU XJIoTKaMU. OCHOBHBIMU TTPOAYKTaMU B3aUMOACHUCTBUS
SIBJISIETCSI YIJIEPOJ, KOTOPhIA (DOPMUPYET HAHOTOHKKE TUIEHKU BHYTPU aJllOMUHKUEBOM MaT-
pULIbI, YIJIEpOAHBIE IIJIEHKU, 00pa3yeMble B 00beMe CoIeBOli (pa3bl, a TAKXKEe OKCUI aTIOMU-
Hus 110 peakiuu (1):

4A1 + C4H,,04 = 6C + 2A1,05 + 6H,(2). (1)

OHeprust [66ca, paccuntanHast npu 750°C (AG;spoc = —2320.5 kIX/MOJIb) — OYEHB OT-
puliatesibHasg BeaudnHa. OKoHYaHME Ipoliecca OOBIYHO ObLIO CBS3aHO C MpeKpallleHueM
00pa3oBaHUs ITy3LIPbKOB BOAOPOAA.

ITocie pacTBopeHMs peaKLIMOHHOM COJIEBOM CMeCH, O€JIblil TTOPOIIOK HE OCaXIaJICsl B BU-
JIe ocaaka, IIPOXOIW Yyepe3 Bce (UIBTPHI U3-3a KpaliHe Majioro pasmepa yactuil. [loatomy
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Puc. 1. PeHtreHorpaMma ropoiiika 6aiiepura, CHHTe3upoBaHHOTO nipu Temriepatrype 750°C o peakiuu (1).

pPacTBOP C colepsKallUMCs TaM B BUIIE B3BECH MOPOIIKOM IIEHTPUDYTUPOBAIN CO CKOPOCTh
6000 06./MUH B TeuyeHUe 6 4, BbIAEICHHBIN OeIbIii MOPOIIOK CYIIWIN, OblJIa CHSITA PEHTIe-
Horpamma 3toro (puc. 1). CuHTe3MpOBaHHBIN MTOPOIIOK OKa3aics OAHO(MA3ZHBIM 1 COCTOSLI
u3 Gaiieputa Al(OH);. 1o Bceil BeposITHOCTH, THAPATUPOBAHUE MOPOIIKA OKCHUIA ATIOMU-
HUsI B BOIHOM PacTBOpPE TMPOU30IUIO M3-3a JUIUTEJIbHOCTU BPEMEHM, B TeUeHHE KOTOPOTO
Ype3BbIYaifHO MEJKOAMCITEPCHBIN TTOPOIIOK HAXOIWJICS B BOIE.

CrenyonM TeXHOJIOTHYECKNM 3TAIlloM OblIa CYIIKa IMOopollKa GaliepuTa Ha BO3MyXe B
OTKpBITOM neuu npu Temneparype 5S00°C B reueHue 1 4.

ATTecTalMio OpoIIKa IOCJIe OTXKUTa IMPOBEIN TPU TMTOMOIIM CHEKTPOCKOMUU KOMOMHA-
nuoHHoro paccesHus cBeta (KPC), xak kpaiiHe 4yBCTBUTEIILHOTO METOIA OIIpeIe/ICHUSI
CTPYKTYPbI BELIECTBA, MO3BOJISIOLIETO TOYHO pa3aesisiTh ¢a3bl OKCUIA U TUAPOKCUIA ATIo-
MUWHUSI.

Crnexktp KPC nopoiiika mocje oTKura IpeacrasieH Ha puc. 2. CIieKTp IopoIliKa npea-
CTaBJIsIET CeMb KOMOMHALIMOHHBIX aKTUBHBIX (DOHOHHBIX MoA, 2Alg + SEg (416.9 u 643.8;
378,429.9,448.9, 749.5, 576 cm~!). DTOT CIEKTP ABJIAETCA XapaKTEPUCTUYECKUM JIJI OKCUIA
aTroMUHUs B Monudukaimu KopyHna o-Al,O; [16]. OnHako cienyeT OTMETUTD, YTO BCE JIM-
HUU CIIEKTPA MPEKPACHO BBIPAXKEHBI, HO HECKOJbKO CIABUHYTHI (Ha 2—3 cM~') B CTOpPOHY
MEHBIIUX IUIMH BOJIH, YTO MOXHO CBSI3aTh C HAHOPAa3MEPHOCThIO YACTHUIL ITOJYyIaeMOTO IT0-
poika a-Al,O;. M3BecTHO, uTo a-Al,O4 obpasyercs npu orxure -AlL,O; mpu Temmepary-
pax 1600—1700°C. Takum o6pa3oM, CUHTE3 OKCUIA AIIOMUHUS B MOAMGUKALIMM KOPYHIA
MPOVCXOMNT TIpH TeMrepaTypax Ha 900° Hike, YeM TMPU CYIIECTBYIOIINX Ha CETOMHSIITHUI
JIeHb METO/IAX.

ITopowok a-Al,O; 6bL1 HCCIen0BaH NPYU NOMOLLM CKaHUPYIOLLEH 3JIEKTPOHHOW MUKPO-
ckonuu (puc. 3). [lokazaHo, YTO 0Opa3yIOLIMIICS TTOPOLIOK KOPYHJa COCTOMT M3 HaHOYa-
CcTUll B (hopMe MpaBUJIBHBIX TTPU3M € pa3zMepHocThio oT 20 1o 100 HM. Takum ob6pa3omM, MOXK-
HO CUMTATb TOKAa3aHHBIM, YTO TTPY CUHTE3€ B PACIIJIaBJIEHHOW COJIM M ITOCJIEAYIONIeM OTKUTE
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Puc. 2. Crekrp KPC nopoiiika rmocjie oTxura.

Puc. 3. Mukpodororpadusi HAHOKPUCTAINYECKOTO Nopouika o-Al,O5.

Ha BO3ayxe 00pa3yeTcsi HAHOKPHMCTAUTMYECKHUA TTOPOIIOK OKCHIa aTIOMUHUS B MOAU(DUKa-
LM KOPYH/A.

BbIBObI

BriepBbie METOIOM XMMUUYECKOTO B3aMMOACHCTBUS PACILJIABJICHHOTO aJIlOMUHUS C TJIIO-
KO3011 B cpelle pacIUIaBJICHHBIX TaJIOTeHUIOB IIEJI0YHBIX METAJUIOB IIpu TeMitepatype 750°C
C HOCJIeaYIONNM OTKUToM Ipu Temreparype 500°C ObUI CUHTE3MPOBAaH KPUCTAJUIMYECKUI
nopoiok a-Al,O; ¢ pazmepom yactull ot 20 1o 100 HM. CuHTe3 HaHomnopouKa o-Al,O,
MPOXOIUT IIPU TeMIepaType, Kotopast Ha 900° HiKe, YeM B CYIIECTBYIOIINX TEXHOJIOTHSIX.
OH OYeHb MPOCT alnapaTypHo, JIETKO BOCIIPOU3BOAMM, U MOXET CTaTb OCHOBOI HOBBIX Ha-
HOTEXHOJIOTUIA.
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Synthesis of Nanocrystalline Powder a-Al,O; in Molten Halides
at Temperature Range 700—800°C

L. A. Yolshina', V. A. Yolshina'

!Institute of High- Temperature electrochemistry UB RAS, Yekaterinburg, Russia

The chemical interaction of molten aluminum with glucose in the media of molten alkali
halides at temperatures 700—800°C studied. It shown that the powder of a-Al,O; which
consists of nanocrystals with the sizes from 20 to 100 nm forms at interaction in the melt
bulk. The formation of nanocrystalline a.-Al,O; confirmed by scanning electron microscopy
and Raman spectroscopy.

Keywords: aluminum, halide melt, synthesis, nanopowder, o.-Al,O4
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