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Antomunam 6apua noxyyen 307b-2elb MemoodomM ¢ ucnoavsosanuem CBY-
U3YyUeHus: OA bICYUUBAHUA 2els C Nocaedylowel mepmuyeckol 0opabomxkoi npu
memnepamype 0o 1 200°C. [Jna svisaenenuss OUHAMUKYU (DAZ0BbIX U CMPYKIMYPHBIX Npe-
8paweHUll npu CUHmese ATIOMUHAMA 6apusi UCNOAb306AH KOMNIEKC UCCIeO08AHUIL:
ocHogHble cmaouu gopmuposanusi BaAl204 onpedenenvi memodom mepmuieckoco
ananuza (TA); ssonoyus azo6020 cocmasa u KPUCMALIUYECKOU CIPYKIMYPbL U3YUe-
Hbl npu nomowu penmeeno@azoeozo anaiusa u HMK-cnekmpockonuu; mopgonozus
Nn0EPXHOCMU ANIOMUHAMA DAPUS UCCIEO08AHA HA PACMPOBOM DNEKMPOHHOM MUKDO-
cxone (POM).

KuroueBble ciioBa: amomunam dapus; 301v-2envs memoo;, CBY-usnyuenue; ¢ha-
3000pazosanue; MIOMUHOPOD.

BBenenne

B nHacrosimee Bpems OoIbIIoe 3HAYCHUE YIENMASTCS aTIOMHHATAM MIETIOYHO-
3€MCJIBHBIX MECTAJIJIOB, ABJIAIOIIHNXCSA OCHOBOM JIIOMHUHECIICHTHBIX MAaTCpUaIoB.
Baxnoe MecTo cpenu coeqWHEHHMI 3TOTO Kiacca 3aHMMAaeT alloMUHAT Oapus,
AKTHBHPOBAHHBI MOHAMH PEIKO3EMENIFHBIX JJIEMEHTOB. bombimoll mHTEpec K
JIOMHUHECLIEHTHBIM MaTepuallaM Ha OCHOBE aJlOMHHATa 0apus CBsI3aH C UX Tep-
MHYECKOH CTaOMIBHOCTBIO, SKOJIOTHYECKOH O€3011aCHOCTBIO, HWHTCHCHUBHBIM
M3IydeHUEeM W JUIUTSIBHBIM BpeMeHeM mociiecBeuenus [1,2]. Haubonee pac-
MPOCTPaHEHHBIM METOAOM MX CHHTE3a SIBISCTCS TBEpAO(a3HOE CIICKaHUE OKCH-
JIOB, THUJPOKCUIOB, KapOOHATOB, KOTOPOE XapaKTepU3yeTcs MPOCTOTOH dKcIie-
PUMEHTa ¥ OTCYTCTBHEM TOKCHYHBIX IPOIYKTOB peakiuu. OZHAKO y 3TOTO Me-
TOJIa €CTh HeIOCTATKH, TaKhue Kak He0OOXOAUMOCTb MOAEP>KaHUs BBICOKOW TeM-
nepaTyphl, HpHBOI[HH.[eﬁ K YKPYIIHCHUIO 4YaCTHUIl BO BPEMs OTKUI'da MCXOAHBIX
BEIIECTB, a TaKKe IMOJTy4YeHHE MHOTO(a3HBIX W YacTO HECTEXHOMETPHYHBIX
npoaykToB. OMHUM W3 pelIeHui mpodaeMsl (Ha30Boil HEOTHOPOTHOCTH SBISICT-
sl UCTOJIB30BaHUE 30JIb-Te€llb METOJIa. BBeAeHNE OpraHMuecKON COCTaBIsIOLIEH
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OPUBOJAUT K CHUKCHUIO TEMIICPATYPbl CUHTE3a U OTCYTCTBUIO CIICKaHUA YaCTHUII.
3TO MO3BOJISET MOTYYaTh YaCTHUIBI OMPEICICHHOTO pa3Mepa, YTo CoCOOCTBYET
YBEIHMYCHHUIO HHTCHCUBHOCTU JIIOMHUHECIICHIIMH. KpoMe TOro, 3011b-Tellb CHHTE3
TO3BOJIACT YHPABJIATH CBOMCTBAMH KOHEYHOTO NpoAYKTa 3a CUCT M3MCHCHUSA
apaMeTpoB MpoLecca, TAKUX KaK COCTAB U COOTHOIIICHHUE NCXOIHBIX PEarcHTOB,
TeMIepaTypa CHHTE3a, BpeMsi TEPMUUYECKON 00paOOTKH H T.I.

Henp nanHO#M paboTHI 3aKiovaachk B pa3padOTKe criocoda MONydeHUs rek-
CaroHaJbHOIO MOHOAJIIOMHHATA 0apHs 30Jb-T€llb METOJOM C HCIIOJIb30BAaHUEM
MHKPOBOJIHOBOTO H3JIy4eHHs Ha CTaJWH BBICYIIMBAHUS TS, UCCICIOBAHUH
npoiiecca Gpa3000pa30BaHuUs IEIEBOTO IPOIYKTA U OMPEICICHUN ONTHMAIBHBIX
YCJIOBHH, O3BOJISIOLIMX TONYYUTh OJHO(A3HBIIT IPOIYKT.

BKCHepHMeHTaHl)Haﬂ 4acTb

st cuaTe3a amoMuHaTa Oaprs B KauecTBE HCTOYHUKOB METAJUIOB HCTIOIB30Ba-
71 KapOoHAT Oapusi U CBEKEOCAKIECHHBIM MMIPOKCHU]] alFOMUHUS; B KAUECTBE Xela-
TOOOPA3yIoMIero ¥ MOJIMMEPHU3YIOIIETO areHTa — JIMMOHHYIO KHUCTIOTy. BwiOop
MOJIFHOTO COOTHOIIIEHHSI HCXOIHBIX PEareHTOB Me?" : AP : HyCit nenanu Ha ocHO-
Be JaHHBIX (ha30BOM quarpammsl [3], Ha KOTOpOi HAOMIOAAIOTCS TPH XUMHYECKUX
coenureHns BaAl;1019, BaAlOs, BazAlyOs, miaBsmuxcst KOHTpySHTHO TipH 2 188,
2088 u 1893°C cOOTBETCTBEHHO, W YETHIPE IBTEKTHYECKUX TOYKH Tipu 2 148,
1893, 1753, 1 698°C. MoHoanmomuHatT Oapusi 00pa3yeTcsi MPU MOJILHOM COOTHO-
mennu okcuioB BaO:AlbOs, paHom 1:1. Takum 00pa3om, MCXOAHBIE KOMITOHEHTEI,
coZiepiKaIyie KaTHOHBI Oapusl ¥ aTIOMHHHS, OpaJlll B CTEXHOMETPHIESCKOM COOTHO-
1eHuH, MonbHoe cootHomenne HyCit : cymmapHoe kKomudecTBo katnonoB (Ba®' +
AP¥") coctaBumo 2 : 1 [4]. JIns BBICYIMBAHMS TeIsl HCTIONB30BAIN MUKPOBOJHOBOE
BozzelicTere MourHocThio 90, 360, 600 Bt, CBY n3mydenue 2450 + 49 MI'u. Bpe-
Ms BO3JIciicTBHS Ha 00paser; oobemoM 10 mit cocTaBriio 15 MuH.

[ ycTaHOBNIEHUsI OCHOBHBIX CTaguii (pOpMHUPOBAHUS KOHEUHOTO MPOIYKTa
npoBouIy TepMudeckuii ananmu3 Ha npudope NETZSCH STA 449C u mace-
CIIEKTPOMETPUYICCKUI aHaIN3 TP CKOPOCTH Harpea 10°/MUH B BO3IYIIHON aTMO-
cdepe B unTepBasie Temrepatyp 25—1 000°C, HarpeBaHHEe MTPOBOAMIN B TUIIISIX W3
ALOs.

OBomoruio (GazoBOro COCTaBa M KPUCTAJUIMIECKOW CTPYKTYPBHI M3y4Yald TIpU
nomon MK-cnexrpockonuu Ha MK-®ypee crnektpomerpe Agilent Technologies
Cary 600. /I onpenienieHust KAYECTBEHHOTO M KOJIMUYECTBEHHOTO COCTABA KPUCTAJI-
JTrdeckuX (a3 KOHEYHOTO W MPOMEKYTOUYHBIX MPOAYKTOB CHHTE3a HCIIONIB30BAN
MeTol peHTreHoda3oBoro ananmm3a Ha auppakromerpe Rigaku MiniFlex: CuK, —
W3JIyYeHHre, Truamna3oH yrioB 20 3—-80°, ckopocTh CheMKH 2°/MHUH.

Amnanus ($a3oBoro coctaBa IMpoOBOAMIIM C UCHOJIB30BaHUEM 0a3bl JaHHBIX PDF-2.
Mopdosnoruio moBEpXHOCTH UCCEOBAIIM Ha PACTPOBOM DIIEKTPOHHOM MHKPOCKO-
nie Hitachi TM-3000 nipu yckopsironeM HamnpsbkeHuu 15 kB B ycnoBusx peximMa
CHSITHS 3apsaKu ¢ obpasia (dnekTponHas mymka 5-107 Ila; xamepa s o6pasua
30-50 I1a).
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CaexeocaxIeHHbII KapOonat 6apus,
THUAPOKCHUJ] ATTFOMUHHSI, BaCO,
Al(OH),

'
|

PactBop muTparos PactBop nutparoB
aJTIOMUHUSA Oapus

Pactopenue B H,Cit

Y 4

[TepememmBanwne pacTBopa, 1,5 4

Y

Cymika ¢ ucnions3zoBanueM CBU-uznyuenus,
15 Muu
OxnaxIeHre J0 KOMHATHOW TeMITepaTyphl

A

Harpesanue co ckopoctbio 5°/muH 10 1 000°C,
oTxur Ha Bo3ayxe npu 1 000°C, 3 u

A

OxJraxcieHre 10 KOMHATHOM TeMITepaTypbl
B My(QelbHOU TIeun

Puc. 1. Cxema cunresa BaAl>O4

DOJeMEeHTHBIN aHaJ U3 MPOBOIIIIN HA MIPHUCTABKE IS SHEPTOIUCIIEPCHOHHOTO
Mukpoananusa Quantax-70. C uenpio GOPMUPOBAHUS KPUCTATLUTHYECKOTO aJIko-
MHUHATa CHHTE3WPOBAHHBIN MPEKYPCOP OTXKHUTAIH B My(enbHOU TeYH IpH TeM-
nepatype 1o 1 200°C. Cxema cuHTE3a IpUBEIeHA Ha puC. 1.

Pe3yabTaThl M MX 00CyXK/AeHUE

OCco0EHHOCTAMH MHUKPOBOJHOBOTO H3JIy4EeHHs SBIIAIOTCSA XOpOIIas MpPOHH-
KaroIas CrlocOOHOCTh M B3aUMOJIEHCTBUE U3ITyUEHHUS C MOJIEKYJIaMH M MOHAMH
o BceMy 00beMy 00IydaeMoro oObeKTa, 9YTo MPUBOJUT K (OPMHUPOBAHUIO O
HOPOJHBIX 0 pa3Mepy JacTHUIl KOHEYHBIX MPoAyKToB. Hawmmydmmero pesymnsraTa
yJaJoCh JOCTHTHYThH C MCIOJIB30BAHHEM MHKPOBOJHOBOT'O BO3JIEHCTBHS MOII-
HOcThI0 360 BT. laHHblEe pacTpoBOH 3IEKTPOHHON MMKPOCKOIUHU CBUJIETEIb-
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CTBYIOT 00 00pa3oBaHUU XOPOIIO C(HOPMHUPOBAHHBIX TPAHYJ OKPYIJIOH (OPMEI
pasmepom 350-550 aM. B cBsi3u ¢ aTUM JanbHeinme uccieaoBanus hazoobpa-
30BaHUS IPOBOIUIIN IS CUCTEMBI C UCIIOIb30BAHUEM HMEHHO 3TON MOIIIHOCTH.

Jns ompeneneHus TUHAMHUKH (DA30BBIX NPEBpAICHUN MCXOTHBIA pacTBOp
BBICYIIWIIHN TIpH ucnonb3oBannu CBY-uznydenus momHocthio 360 Bt u moa-
BEepriaM TepMHYecKod o00paboTke B wmHTepBaje temmeparyp 100-1200°C

(puc. 2).
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Puc. 2. JlaHHBIE TEpMHYECKOTO aHATIH3a

Ananuz TI' u JICK kpuBBIX W pe3ynbTaThl Macc-CIEKTPOMETPHUECKOTO U
HK-cnexTpocKonu4eckoro aHajau3oB (puc. 2) mokaszaid, 4To (opMupoBaHUE
aNfOMHUHATa OapHst MPOTEKaeT B HECKOJIBKO CTAAHMN, XOPOIIO pa3eIeHHBIX MEXK-
ny coboid. [Ipu temnepatype 10 200°C mpoUCXOANUT yJalleHUEe PacTBOPUTEINS U
JIETKOJIETY4YUX KOMIIOHEHTOB, YTO IOATBEPXKIAETCS HAJMYUEM OCKOJKOB Ha
Macc-crekTpe, npunaiexkanux razam CO, CO,, NO,, H>O, u nosiiaeHuem mo-
noc norsomenus B UK-cnextpax mpu 1 385, 1744, 829 cm™!, cootBercTByIo-
X HUTPAT-UOHY, KOTOpBIe rcue3aroT K 250°C, u CHIKeHHeM WHTEHCUBHOCTH
nosoc mpu 3 600-3 100 u 1360 cM !, npuHamIexanmux aacopOUpoBaHHON 1
KpUCTAJUIM3alMOHHON Boxe. Illupokuii 3K30T€pMHUECKUI NUK B HHTEpBaje
temrieparyp 350-500°C cBUAETENBCTBYET O Pa3pyIICHUH MTOIMMEPHOTO KapKaca
C OIHOBPEMEHHBIM OKHCIeHHEeM opranuyeckux BemiectB. B MK-cnekrpax mpu
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9TOM TIPOUCXOTUT YBEIWYCHHE WHTEHCUBHOCTH TOJIOC IOTJIOUICHHUS, COOTBET-
ctBytommx rpymmaM —COO™ npu 1 578 cm!. Beigenupimmiics yriieKHCIbIi a3
o0Opa3yeT ¢ mapamu BOZAbl KapOOHAT-MOHBI, HAIMYME KOTOPBIX CBS3aHO C KoJie-
Ganusimu nipu yactote 1 100 u 1 500 cvm!. dopmuposanue anomuHara 6apus
HauymHaeTcs Boie 800°C, 0 4YeM CBUJCTEIbCTBYET MOSBJICHUE KoJieOaHUi TeT-
pasdnpoB [AlOs], a Takke yBeJIWUYeHHE HMHTEHCHBHOCTH M Pa3pelleHHs I0JI0C
MOTJIOLICHUS], XapaKTepHbIX i cBsi3u Al-O—Al B amomunarte Oapusi. OTHece-
Hue mojoc MK-cmekTpoB amommHaTa 6apus M NMPOMEKYTOUYHBIX IIPOIYKTOB
cuHTe3a npuBeAeHbl B Tabn. 1 [5-9]. Ha xpuBoii JICK nosBnsercs npu 3ToM
9HAOTEpMUUECKUN IPPEKT, CBUACTEIbCTBYIOMUNA 0 (HOPMUPOBAHUHN HOBOHU (ha-
35L.

Taonuma 1
OtHecenne nonoc UK-cnekTpoB ajoMuHaTa 6apus
M NPOMEKYTOYHBIX IIPOAYKTOB CHHTE3a
Temneparypa, °C
250 350 650 700 | 900 | 1000 | Tumxonetanmn
YacToTa KonebaHuii cm ™!
3 600 3 600 3 600— 3600- | 3600— | 3600-
3100 3100 3100 3100 3100 3100 Kpucram.
1 640 1 640 1 640 1640- | 1640— | 1640- BOJIA
1615 1615 1615 1615 1615 1615
3444 3450 3450 3450 3450 3450 —-OH
1 744,13 .
84, 815 - N N N - NOs
1605 1578 1578 - - - COO-
1 500, 1 500, 1500, .
1100 1100 1100 - - - COs
1419,5 14195 | 14132 - Cc=C
10744,
1074 1074 10237 - 0-C-0
906.6, 906.6,
874.9 874.9 897,1 868,6 872 897,1 Al-O-Al
814,8 814,8 820 820 820 820 Al-OH
KOHIICBBIC
691 675 669 700 654 681,8 Al-OH
567.,8 567.,8 564,6 561,5 570 571,5 Al-O
- 443 437 [AlO4]
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PenTtrenodaszoBelii aHaJIM3 MPOMEKYTOYHBIX MPOJYKTOB CHHTE3a, ONpeie-
JICHHBIX 0 Pe3yNIbTaTaM TEPMHUYECKOTO aHAIIN3a, ITO3BOJIMI MPOCIEIUTh AHHA-
MHUKY CTPpyKTypooOpa3oBaHus aidromuHara 0apus (puc. 3). [1o nony4eHHBIM 1u-
(hpakIMOHHBIM KapTUHAM BUAHO, 4TO A0 800°C o0Opasibl ABISIOTCS PEHTICHO-
aMOp(HBIMH, TIO3TOMY OIPEAETHUTH (PA30BBIM COCTAB MPOAYKTOB TaHHBIM METO-
JIOM HE TPEACTaBIAEeTCS BO3MOKHBIM. OHAKO TOsBIICHHE HAanOoJee HHTCHCHB-
HOTO MHKa, cooTBeTcTBYIoMIEro (aze BaAl,Os, cBUAETENBCTBYET O 3apObIiiIe-
o0Opa3oBaHuU OCHOBHOU (a3l yxke mpu 650°C. dopmupoBanue amoMuHara Oa-
pHs TeKCaroHaIbHOW MOAM(UKANN MTPOUCXOAUT MpH Temreparype 800°C, npu
9TOM B HCCIIEyeMOM 00pa3lie NPUCYTCTBYET HEOOJbIIOE KOJINYECTBO MIPUMECH
kapOoHaTa Oapusi, KOTOPHII IPHU JaTbHEHIIEM YBEINYCHIH TEMIIEPaTyPHI UcUe-
3aeT. YBENHMUCHHE TeMIepaTyphl OTKUTa COIMPOBOKIACTCS yBEIHMUCHUEM pa3-
MEpOB KPUCTAJUIUTOB, H3MEHEHHE (pa30BOr0 COCTaBa M KPHUCTALNTUYECKOH
CTPYKTYpBI IPH 3TOM He Habmonaercs (Tadm. 2).
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Puc. 3. ludpakrorpaMMel amoMuHaTa Gapust
Y MIPOMEKYTOYHBIX POJYKTOB CHHTE3a

ITo maHHBIM pPacTpOBOW 3IEKTPOHHOM MHKPOCKONHUU BHIHO, YTO MPOAYKT
MIPEACTaBISIET CO00H MEIKOKPHCTAIUINIECKUI MOPOIIOK, U3 KOTOPOTO COCTOST
KpYITHBIE ariioMepaTsl acTul] (puc. 4). MHKpOPEHTTeHOCTIEKTPaIbHBIA aHaTH3
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MoKa3aj PaBHOMEPHOE paclpe/e/IiCHUE BCEX JIEMEHTOB MO MOBEPXHOCTH IOY-
yeHHOro oOpasma. KonmdecTBeHHOE comepKaHHE 3IEMEHTOB COOTBETCTBYET
cocTaBy MOHOQJIIOMUHATa Oapus (puc. 5).

Tabnuia 2
JlaHHbIe peHTreHo()a30BOI0 AaHAIU3A
Temneparypa L% d A [TapameTpsl OKP. A
omxura, °C ’ ’ sueiiku, A ’
100 4,523 _
800 13 2,393 P 289
38 4,029 ’
100 4,513 B
900 41 4,392 2 _ g’éﬁg 365
38 4,016 ’
100 4,524 B
1000 35 2,400 P 434
26 4,139 ’
100 4,513 _
1100 40 4,392 2 _ g’ééz 463
33 4,127 ’
100 4,525 B
1200 43 4,399 2 _ ;’5(2)3 476
35 4,024 ’

“A D83 500 200um

M3000_3381
Puc. 4. Mopdoiorus moBepXHOCTH CHHTE3HPOBAHHOT'O aJlIOMUHATa Oapust
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. %=

- 4 4 4

Bac 20,500
Al= 39,00=
0= 40,502

Puc. 5. JlaHHBIE 2JIEMEHTHOTO aHAIH3a
3akiiouenue

Takum o0pazom, B paboTe mosrydeH oJHO(Da3HbIN reKcaroHaJbHBINA allOMU-
HaT Oapusi cocraBa BaAl,Os 305b-Telb METOAOM C Hcmnojib3oBanmem CBU-
uznyuyenus. [Ipu ucnons3oBanuu CBU-u3nyueHus BpeMsi CHHTE3a COKpallaeTcst
B HECKOJIBKO pa3, IPU 3TOM CTPYKTypa MPOAYyKTa He HapyIlIaeTcs.

®dopMupoBaHUE AOMUHATA Oapusi MPEACTaBIIeT COOOH MHOTOCTATUIHBIN
MIPOIIECC, BKIIIOYAIONINN PACTBOPEHUE HCXOMHBIX PEareHToB, 00pa3oBaHUe 3071,
pas3iokeHne IpeKypcopa, popMupoBanue aaromuHara O6apus. [1o pesynpratam
peHTreHo(}a3oBoro aHajgu3a (OPMHUPOBAHKE AMIOMHUHATA OapHs HAYHMHAETCS TPU
temnepatrype 650°C. Kpucrammmieckuid oqHO(Ga3HBINA MPOAYKT MMOIydaeTCs pr
temnepatype Bbimie 800°C. C yBenuueHHEM TEMIIEpaTypbl KpUCTaJUIMYecKas
pemieTka He AeOpMHpPYeTCs, pasMep KpPHCTAILIMTOB H3MeHseTcs oT 289 A npu
800°C y10 476 A mipu 1 200°C.
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The sol-gel synthesis of barium aluminate using microwave radiation

Currently, much importance is given to alkaline earth metal aluminate, which are the ba-
sis of luminescent materials. Prominent among this class of compounds take barium alumi-
nate doped with rare earth elements. Sol-gel synthesis is a promising method to obtain mate-
rials with desired properties. In recent years many scientific schools are engaged in its im-
provement. The main advantage of this method is the ability to control of the desired product
formation. The aim of this work was to develop a method for preparing a hexagonal barium
monoaluminate sol-gel method using microwave radiation, to study the process of phase for-
mation of the desired product and determine the optimal conditions that allow to obtain a
single-phase product..

The composition of the final and intermediate products was estimated using Rigaku Mini-
Flex 600 X-ray diffractometer (Japan) (CuKo radiation) (measurements were taken at room
temperature with the range of angles 260 from 3 to 80) and Agilent Technologies Cary 600
Series FTIR Spectrometer (made in USA) for IR-spectroscopy. The surface morphology of the
final compounds was stadied by scanning electron microscopy (SEM) on a Hitachi TM 3000
(Japan) equipment at accelerating voltage of 15 kV while removing the charge from the sam-
ple (electron gun 5 - 10-2 Pa. specimen chamber: 30-50 Pa). Termoanalitical measurements
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of thermally untreated xerogels were performed using a NETZSCH STA 449C thermoanalyser
(“NETZSCH” Germany).

When using microwave radiation decreased the synthesis of time, the product structure is
not disrupted. Formation of barium aluminate is a multistep process involving dissolution of
the starting reactants, formation of sol, decomposition of precursor, formation of barium
aluminate. According to the results of X-ray analysis of the formation of barium aluminate
begins at a temperature of 650°C. Single-phase crystalline product are obtained at tempera-
tures above 800°C. With an increase in the crystal lattice is not deformed temperature, crys-
tallite size ranges from 289 A at 800°C to 476 A at 1200°C.

Keywords: barium aluminate, sol-gel method, microwave radiation, phase formation, the
phosphor.
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