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IToka3zaHa BO3MOXHOCTB TTOJIYIYCHH HAHOIIOPOIITKA aTIOMUHATA ITMHKA METOA0M MOHOOOMEHHOTO CUHTE-
34, B KOTOPOM B KAQUECTBE MATPHIIBI MCIIONB3YSTCS IIPSABAPUTEILHO CHHTE3UPOBAHHEINA KATHOHOOOMEH-
HEIM MaTepuai. ClaemyeT OTMETHUTD, YTO B IIPOIIECCE CMHTE3a MOHUT BBIIIONHSICT POJIb BCIIOMOTATEIRHOM
(aswl. [ToxygerHpre 06pasIibl MCCISAOBATN METOMAMY PEHTIeHO()A30BOT0 aHaam3a, tudhepeHITaIbHO-
TEPMUYECKOTO aHAJIN3a U PACTPOBOI 3JIEKTPOHHOM MUKpockorun. 1o pesyiapraTaM peHTreHoda3oBoro
aHaIM3a YCTAHOBJIEHO, UYTO MPOUCXOMUT (hOPMUPOBAHUE KPUCTAUTMIECKOM (haser ZnAl,O,, HavaI0 KOTo-
DPOTO COOTBETCTBYET TemiepaType oTxkura 600°C. MonodasHas CTpyKTypa alIOMUHATA ITMHKA (hOPMUPY-
ercsa ripu 1000°C B pesyiabTate HOHOOOMEHHOTO crHTe3a. OCHOBHEBIC MU PAKITMOHHBIC MAKCUMYMEI JIJIS
00pasuos, npoxkaneHueix npu 700°C u BEIIIE, YKA3EIBAIOT HA 00pa30BaHUE IIIIMHEIBHON CTPYKTYPHI C
IpocTtpancTBeHHOM rpymoit Fd-3m. Cpenauit pasMep KpUCTAUIMTOB COCTABUIL 26 HM, UTO TIOATBEPK A -
©TCsT MAHHBIMH JICKTPOHHOM MuKpockomuu. OIIpeaeacHbl MapaMeTpEL PEIICTKY MIITUHEIN. TepMorpasuy-
METPUYIECKUHM aHAIM3 TTOKA3aJI TEPMUIECKYIO CTaOMIFHOCT TTOIYICHHOTO MATEPHalia B MTHTEPBAJIC TEMIIC-
patyp 30—1000°C. C moMOIIBI0 pacTPOBOM RICKTPOHHON MUKPOCKOIIMY YCTAHOBICHO, YTO IIPEIIOKCH -
Has cXeMa MOHOOOMEHHOTO CHMHTE3a IIPU HETIPOAOIKUTEIBHOM TEpMOOOPAdOTKE TTO3BOJISIET TTOIYIATh
JaCTUIIRI ¢ pa3MepoM 10 100 HM ¢ BEICOKOM CTETICHBIO TOMOTEHU3AIINY 11EJIEBOTO TIPOAYKTa ¥ paBHOMED-
HBEIM PacCIpeAcIcHIeM XUMUICCKUX JIEMEHTOB 10 Macce. [Ipy mmrenpHoi TepMoo6paboTKe JaCTHITHI
CKJIOHHEBI K arJIOMEPaIiiu.

Karoueswte caosa: aaiOMUHAT IIMHKA, MOHOOOMEHHBIN CUHTE3, OIITUYCCKUC MATCPHUAJIEL, TIOIYIIP OBOIHMKO -
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1. AKYTAJIBHOCTD U ITPAKTHUYECKAA
3JHAYMUMOCTDb NCCIEAOBAHUA

AJIOMUHATHL rpynma COCAWHEHWNA Kiacca
CJTIOXKHBIX OKCHIOB THUIOBOTO coctaBa XO-Al,O,.
InuHenn Kak CTpyKTYPHBIH THUTT TTO3BOJISIIOT, HE Ha-
pyliasg CUMMETPUIO, BAPBUPOBATH PA3MEPHL MO3U-
Uit, B KOTOPBIX HAXOAATCSI KATHOHBI, a TAKXKE CTe-
TEHB 3aCEJICHHOCTH AaHWOHOB KMCIOPOAA, YTO AAeT
BO3MOXHOCTB 34CEJIITh B KATUOHHBIC MO3ULIUU HO-
HBl Pa3IUYHBIX PAa3MEPOB, 00ECTICUMBAS BBICOKYIO
U30MOP(HYI €MKOCTh KOHECUHBIX COCAWHEHUN W3
3TOT0 CEMENCTBA, TaKUM OOpa3OM TPEOCTABIISI
BO3MOXHOCTb PETYIUPOBATH UX COCTAB U CBOHCTBA B
IIMPOKOM nuanasoHe [1]. ATIOMMHATEI CO CTPYKTY-
poii mIMUHEeNn Onarogapsi CBOUM (PU3UKO-XUMHYIE-
CKUM XapaKTEPUCTUKAM B 3aBUCUMOCTHU OT COCTABA,
MOTYT OOJIAgaTh PAa3IUYHBIMU KATAUTUTAYECCKUMU,
TEIUIOM3ONISIITMOHHBIMY, JTIOMUHECIIEHTHBIMH, Mar-
HUTHBIMH, 3JIEKTPUIECKUMHU U UHBIMU CBOHCTBAMH.

80

Texylue uccaenoBaHus B OCHOBHOM CBSI3aHBI C
npeodpa3oBaHMEM YHEPIMU W BOMPOCAMM OXpaHBI
OKpyKalollieil cpenpl. Pa3paboTka 3KOJOTUYECKU
YUCTHIX (DYHKIIMOHATBHBIX MATEPHUAIOB C UCIIOJIB30-
BaHUEM YCTOHUMBOII 3HEPTUM SIBISIETCS Hambojee
BaXHOM 00JaCTBIO MCCIENOBaHU B 00JIACTH MaTte-
puayioBeAeHUsI. Matepuana TIPOSIBISIET 3HAYMTENb-
HBIE CBOHCTBA 10 MEPE YMEHBIIIEHUS pa3Mepa 10 Ha-
HOpasMepa [2, 3]. Takue MaTepuajIbl, KAK aJIOMIHATEL,
SIBJISTIOTCSI HELOPOTUMU, TIPOYHBIMU, TIPOTUBOPaAHA-
HUOHHBIMH U 3KOJIOTUYECKHU YUCTBIMU HOCUTEIISIMU
PEIKO3eMEIBHBIX JIIOMHUHECIIEHTHBIX MAaTepHuajioB
[4—6].

AmomuHatr umHKa (ZnAl,0,) €O CTPyKTypoH
IITTMHENN, WIH TAHWT, ITMPOKO MCIIOJIB3YETCSI B Ka-
YECTBE BBICOKOTEMIIEPATYPHOM KEpaMWUKU, OTITHYE-
CKOTO MaTepHraia, Karajinu3aropa OpraHmIeckux pe-
axKIIMi M HOCUTEJIS KaTaIn3aTopoB Oiarogaps BeIa-
OIIMMCS XapaKTePHUCTHKAM TBEPAOCTH, XUMUYECKOH
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Puc. 1. Cxema npoLecca CMHTE3a a/llOMMHATA LMHKa.

M BbICOKOTEMMEpPaTypHO CTabunbHOCTKW, YAeNbHOM
MOBEPXHOCTM, MAoWagn n KONM4ecTBa KaTUOHHbIX
BakaHCWii. ANIOMUHAT LUHKA TakXe M3BECTEH Kak
BaXXHbIi MpoO3payHbliil MONYNPOBOAHNKOBLIN MaTe-
puan c WMPOKOR 3anpeLw,eHHoi 30Hoin 3.8 3B [7, 8],
4YTO B COYETaHWM C ero HU3KON AN3NEeKTPUYECKOW
NMPOHULAaeMOCTbIO, NPUBOAUT K BO3MOXHOCTW €ro
LWIMPOKOT0 MCNONb30BAHWUSA MPU MPOEKTUPOBAHUN 1
NMPOW3BOACTBE NeyaTHbIX Naat, cxem 6eCNpPoOBOLHOIO
[0CTYNa, ONTUKO-3/IEKTPOHHbIX 1 ONTUYECKUX KOM-
MyHUKaumnin [9—11].

N3BeCTHO, 4TO (PU3MKO-XMMUYECKMe CBOMCTBA
anMuHaTa LMHKa CYLecTBEHHO 3aBUCAT OT pasme-
pa, Moponorum, MeTofa CMHTEe3a U CTPYKTYpPbl Ma-
Tepuana. Ana NonyyYeHWs HaHOYaACTWL, anloMuHaTa
LMHKA B HACTOSLLEe BPEMSA UCMONb3YeTCA HECKONbKO
MeTOLOB CUHTe3a: rugpoTepmanbHbiin [12], ocaxpge-
Hue [13], 30nb-renb [14], cxxuranue [15] n 1.4. Llenbio
HacTosAl e paboTbl ABNANACh pa3paboTka MeTOLNKN
CMHTE3a aNtoMUHaTa LMHKa MeTO40M MOHHOro 06-
MeHa.2

2. MATEPVANBlI N METO/AbI
MCCNEAOBAHNA

CyLLI,HOCTb NOHOOOMEHHOr0 CMHTE3a 3aKNYaeT-
CA B peakKuymnm MOHHOTO obMeHa, I'IpOI/ICXO,EI'FILIJ.eI\/’I Ha
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KaTuoHute. B faHHOl paboTe onucaHa MeToAuKa
MOHOO6MEHHOr0 CUHTe3a, paHee MNpefcTaB/NeHHas
Hamu N CUHTe3a peppuTta HUKens B pabote [16].

Mpouecc cMHTe3a aitoMUHAaTa LMHKA 3aK/104aeT-
CA B CMELINBAHUMN 3KBUMOJIAPHbIX KONIMYECTB pac-
TBOpOB conein Zn(NO3J26H20 n AI(NO3JY39H20 ¢
npeABapuTeNbHO CWMHTE3MPOBAHHbIM KAaTUOHO006-
MEHHbIM MaTepuanom, BbIMOHAKOWUM POib UOHO-
06MeHHOI mMaTpuubl. Cxema mnpouecca CcuHTe3a
npeacTaBneHa Ha puc. 1

[na npoBefieHUs NMOMHOrO MOHHOTO 06MeHa no-
NYYEHHYI0 CMeCb KaTMOHUTa C pacTBOpaMu cosel
ocTaBnANM Ha nonyaca. NMPU3HaKOM NOMHOTO HaChI-
WeHNa KaTMOHOOBMEeHHOro MmaTepuana CUYMTanoChb
ero mMakcumanbHoe HabyxaHue. [locne 4yero nony-
YeHHYI0 MOHOOOMEHHYIO MaTpuLy C OCaXAEHHbIMU
KaTuoHamu 5—6-KpaTHO MpoOMbIBann AUCTUNINPO-
BaHHOW BOAOM HAa BOPOHKe boxHepa. lanee matepu-
an BbICYWWUIN B TeYeHWe CYTOK Ha BO3AYyXe W Moj-
BEPrnn TepMoo6paboTKe B MY(enbHON NeYn B UH-
TepBane temnepatyp 600—1000°C B TeuyeHue yvaca.
Mpu npokanMBaHMM opraHnyeckas KaTMOHOOOMEH-
Has maTpuuacropana, anony4yeHHbln obpasel npes-
cTaBnan coboi wnuHenb 3agaHHOro coctasa. o-
poLWKK, NpesnonoxuTensHo ZnAl204, umenu 6enyto
OKpacky.

MonyyeHHble o6pasybl 661N UCCNELOBaHbI C MO-
MOLbIO peHTreHogasosoro aHannsa (P®A) Ha gu-
thpaktomeTpe Rigaku Ultima IV ¢ ucnono3oBaHuem
n3nyyeHns Cn&a. Mopdonorua yactuy antoMuHaTa
LMHKA MccnefoBaHa MeTOAOM CKaHUPYHOLWEeRn anek-
TPOHHOI Mukpockonmeit (C3M) ¢ NOMOLLbIO 3/1EK-
TPOHHOTo MuKpockonaJeol JSM 7001F. MccnepoBa-
HMe MPOLeccoB, MPOTEKALWMNX NPU MOCTEMEHHOM
HarpesaHWn martepuana, 6bl10 MPOBELEHO C MOMO-
Wb CUHXPOHHOTro TepmoaHanu3atopa Netzsch
STA449C “Jupiter”.HarpeBaHune NnpoBOAMN/IOCH B UH-
Tepsasie temneparyp ot 30 go 1000°C co CKOpOCTbIO
10°C/MuH B BO3AYLIHOW aTMOCdepe.

3. PESY/IbTATbI NCCNELOBAHWA
N NX OBCYXOEHWE

Mcxoasd M3 faHHBIX PeHTreHo)as3oBOro aHanmsa
(puc. 2) MOXHO CcKa3aTb, YTO Ha4Yaso GPOPMMUPOBAHUSA
KpucTannuyeckon asbl ZnAl204, nponcxognT npu
Temnepartype npokanusaHusa 600°C.

Mpu Temnepatypax omkura 700—900°C nommmo
LLeN1eBOro NpoayKTa HabNo 4alTCA 4OMONHUTENbHBIE
AN PaKLUOHHBIE MaKCUMYMbl, XapaKTepHble A
ZnO n Al203. MoHo(a3Haa CTPYKTypa antoMunHaTa
uMHka dopmupyetca npu 1000°C B pesynbTate
MOHOO6MEHHOTO CMHTE3a.

OCHOBHble AM(PaKLWOHHbIE MAaKCUMYMbl [ANf
06pa3uoB, npokKaneHHbIx npu 700°C 1 BbiWe KPU-
CTannM3yTCcsa B KyOu4ecKol peweTKe LWMNUHENN C

rpynnoin cummeTpun FAd3m u cornacyrTca ¢ faH-
HbIMW KapToTekun 6a3bl AaHHbIX JCPDS agns coepu-
Ne 1
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Puc. 2. PeHTreHorpamMmbl 06pasuios ZnA”ON NosyyYeHHbIX B pesy/ibTarte MIOHOOOMEHHOIO CUHTE3a U MPOKAIEHHBIX B TEUEHE
1yaca npy pasnMyHbIX Temnepatypax. LLITpux-rpaMma yKasbIBaeT Ha NonoXeHve AMMpaKLMOHHbIX MaKCYMYMOB LUMVHENN

ZnAl204.
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Puc. 3. Tepmorpamma o6pasua ZnAl204, nonyyeHHoro npy 1000°C: kpusble rpasumeTpum (TG), anddepeHUmanbHON Tep-
morpasumeTpun (DTG) 1 gudtepeHUMaIbHO-TEPMUYECKOro aHanusa (DTA).

HeHuA cocTaBa ZnAl204 (PDF-kapTouka No 5—669).
LLlnpnHa o6nactu KorepeHTHOro paccesiHns (OKP),
KOTOPYHD MOXHO TpakToBaTb KakK CpefHuil pasmep
KPpUCTannuToB, paccymTaHHas C MCMNONb30BaHUEM
ypaBHeHua LLleppepano WmMpuHe camoro MHTEHCKB-
HOT0 AM(MPAKLMOHHOI0 MaKCMyMa, CoCTaBnna 26 HM,
4YTO NOATBEPXAAETCH LAHHBLIMU 3EKTPOHHON MUK-
pockonuun. MapameTp afeMeHTapHO A4eiikn cocTa-
BN a = 8.0647 A.
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Mo pe3ynbTatam KOMMJIEKCHOTO TEPMUYECKOro
aHanu3sa 6b1/10 YCTaHOBNEHO, YTO MPU pas3HbIX UHTEpP-
Basiax TemMnepaTyp (MKCUPYETCH HECKONbKO YYACTKOB
He3HauYnTeNbHOI NoTepn Macchl (Ha 1—2 Mac. %), co-
npoBoXjarouwmuxca 3HpoagpgekTom. Tepmorpamma
obpasua, npefcrasneHa Ha puc. 3.

Mocne aHanusa Kpueoit notepun maccol (TG) cne-
[yeT, 4To npu HarpeBaHum oT 30 go 200°C Habnoga-
eTCA YMeHblIeHne Macchbl Ha 1.2 mac. %, 4To 06y-
Ne 1

Tom 11 2022
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Puc. 4. Mopdonorusa obpasua antommHaTa LMHKa no gaHHslM POM nocne TepMoo6paboTku npu TemnepaTtype 1000°C B Te-

YyeHue: a) 1uaca; 6) 4 yacos.
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Puc. 5. KapTupoBaHue obpasua ZnAl204.

CNOBNEHO yJaneHuo 13 o6pasua aacopoMpoBaHHOW
n3 Bo3gyxa Bnarn. fanee B uHtepsase 200—500°C
npoTekaeT NaaBHaa NOTeps Macchl, cBA3aHHaaA C fe-
copbuueil c MOBEPXHOCTH, a TaKxKe YaCTUYHO XUMMU-
YeCKW CBA3AHHOTO Kuciopoga.

B nHTepBane 500—950°C nponcxoamnT fanbHei-
Wwas gecopbums XxMmn4eckn CBA3aHHOI0 KMCIoposaa,
COMpoBOXAalLWasacad He3Ha4YyMTe/bHON  MoTepe
maccbl 1 mac. %. Mcxons 3 gaHHbix DTA, onucaH-
Hble Bbllle MPOLECCbl COMPOBOXAATCA NOCTOSAH-
HbIM 3HA03PekTOM. [lanee Bnnote 4o 1000°C noTe-

BECTHUNK HALUMNOHAJIbBHOIO MCCNEAOBATE/IbCKOIo AAEPHOIO YHNBEPCUTETA “MAN®N”

pA MaccCbl He3Ha4YnTeNnbHa, a TakXXe OTCYTCTBYHOT Ap-
KO BblpaXX€eHHbI€ NSMEHEHWNA TEMNNOBOTO 3(bq3€KTa.

ViccnenoBaHUsA CKaHUPYHOLLEl 3/IEKTPOHHON MUK-
pockonuun (puc. 4 a, 6) nokasanu, 4To ANs obpasua
afitoMuHaTa unuHkKa, npokaneHHoro npu 1000°C B Teve-
HWe 14aca pasMep YyacTul, B CPeHEM, He MpeBblLlaeT
100 HM. MpogomKuTenbHasa TepMoo6paboTKa B Teye-
Hue 4yacoB BefeT K arnomepauum u HOpMUPOBAHUIO
4acTul, pa3mMepom BNAOTb A0 1 MKM B MPOLOJIbHOM
cedyeHnun. Kak nokasbiBaeT KapTuposaHue (puc. 5,
Tabn. 1) fjaHHas MeTo4MKa MOHOOOMEHHOTO CUHTe3a

ToMm 11 Ne 1 2022
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Taomoa 1. Pacropenenedue DIEMEHTOB II0 PE3YJAETATAM
KapTUPOBAHMS

O Al /n Total

At % 58.00 25.76 16.24 100.00

TO3BOJISIET TOCTHYh BBICOKOH CTETIEHHW TOMOTEHM3a-
ouy 1ieieBoro mpoaykra. Ha puc. 5 dmkcupyercsa
PaBHOMEPHOE pacIipele/ieHue XUMHUIECKUX 3JIEMEH-
TOB 110 Macce. MIX colep:KaHue COOTBETCTBYET CTE-
XHUOMETPUUYECKOMY PACTIPEAEIEHUIO MEMEHTOB ST
coctaBa ZnAl,O,.

BbIBO/1bI

1. IIpemwioxeHa HOBasI METOAMKA MOHOOOMEHHO-
TO CUHTE3a ATIOMUHATA LIMHKA C TIOMOLLBIO HOHO00-
MEHHOUN MAaTPULIBI, B POJIU KOTOPOM BEICTYIIAET MPEN-
BapUTEIBHO CMHTE3UPOBAHHBIN KATHOHOOOMEHHBIH
Mmarepua.

2. I1o mapgaEIM PMA yCTaHOBIIEHO, UTO IIPH IIPO-
KaIMBaHUM KaTMOHOOOMEHHOTO Marepuaia, ¢ aji-
COpPOMpPOBAHHBEIMM HA HEM HOHAMHU AJIOMUHUI U
OWHKA, B mHTepBaie temnepatyp 600—1000°C mpo-
ucxomut popmupoBanue pasel ZnAl,O,, oTBEUAIO-
meit KyOmIeCcKol KpUCTADIMIESCKOM pelreTKe -

HEJM C TPYIIION cuMMeTpuu Fd3m.

3. Ilo gaHHBIM nud@EEPEHIINATBHOTO TEPMUYE-
CKOTO aHAIN3a MOXKHO CACNATE BEIBOI O TCPMOIUHA-
MHUYECKOH CTAOMIJIBHOCTH MOJIYUYEHHOTO COSTUHEHUSI
B IIIMPOKOM WHTEPBAJIE TEMITEpATYP.

4. I1o pesynpratam COM pasMephl TOJyIEeHHBIX
YaCTHUIl aIOMWHATA [IWHKA He TpeBbianT 100 HM.
Taxkzke yCTaHOBJIEHO, YTO MPU JJTUTENBEHON TEPMOOO-
paboTKe YaCTUIIHI CKIIOHHEI K arjIoMepaliiu.
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Abstract—It has been shown that zinc aluminate nanopowder can be obtained by the ion-exchange synthesis
method, in which a pre-synthesized cation-exchange material is used as a matrix and ionite serves as an aux-
iliary phase. The sample obtained have been studied by X-ray phase analysis, differential thermal analysis,
and scanning electron microscopy. According to the X-ray diffraction data, the ZnAl,O, crystalline phase is
formed, the beginning of which corresponds to an annealing temperature of 600°C. The monophasic struc-
ture of zinc aluminate is formed at 1000°C as a result of ion exchange synthesis. The main diffraction maxima
for samples calcined at 700°C and above indicate the formation of a spinel structure with the space group

Fd3m. According to the electron microscopy data, the average crystallite size is 26 nm. The parameters of the
spinel lattice are determined. Thermogravimetric analysis has shown the thermal stability of the material in
the temperature range of 30—1000°C. Scanning electron microscopy data have demonstrated that the pro-
posed scheme of ion-exchange synthesis with a short heat treatment makes it possible to obtain particles with
a size up to 100 nm with a high degree of homogenization of the target product and a uniform accumulation
of chemical elements by weight. During prolonged heat treatment, the particles are prone to agglomeration.

Keywords: zinc aluminate, ion-exchange synthesis, optical materials, semiconductor materials
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