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(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention relates to solid-phase
chemical inorganic  substances,
specifically synthesis of ternary compounds of
neodymium gallate, and can be used in chemical
industry, microelectronics and optoelectronics. Method
of producing neodymium gallates NdGaOs3, NdsGa;03

conversions  of
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and Nd4Gay;Og involves deposition of hydrated

neodymium and gallium oxides from ammonia solution
from a mixture of solutions of neodymium and gallium,
washing and drying the obtained hydrated oxides and
calcining mixture at 800 °C in for 24 hours.

EFFECT: invention reduces temperature of synthesis
and purity of obtained neodymium gallates.
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lNannatel HeoguMa ¢ nepoBcKUTHON CTPYKTYypoit (NdGaOs3), ¥ CTpYKTYpoO#i rpaHaTa
(Nd5Ga3z01,, Nd4GayOg) MUPOKO UCIIONB3YIOTCA B KAYECTBE MaTepUalIa MOIIOKKH 1JIs

BBICOKOTEMIIepaTypHbIX cBepX1poBoaHUKOB (BT CIT) u kotoccanbHOM MarHUTOPE3UCTUBHOM
(CMR) menouno# sarmrakcu [ 1,2 Podlesnyak A.A., Rosenkranz S., Fauth E, Marti W.,
Mirmelstein A.V., Scheel H.J. Cristal-fild and magnetic properties of the distorted perovskite
NdGaOs. //J. Phys. Condens. Matter 5. 1993. P. 8973-8982 u Savitsii D.I., Vasilechko L.O.,

Senyshyn A., Matkovskii A.O., Bahtz C, Sanjuan M.L., Bismayer U., Berkovskii M. Low-
temperature structural and Raman studies on rare-earth gallates. // Phys. Rev. B: Condens. Matter
Mater. Phys. 68(024101). 2003. P. 1-8]. Micnonb30BaHKe COEAMHEHUI CO CTPYKTYpOU I'paHaTa
TaK)Xe OUeHb Pa3HOOOPA3HO.

OHU TPUMEHSIOTCSI B KAUECTBE JIa3epHbIX MaTepuasioB. Ob6iafas MOBBIIIEHHOM
paJIvalMOHHON CTOMKOCTBIO, IPUMEHSIOTCS TAK)KE B KAUECTBE TBEPAOTEIbHBIX
JIFOMUHECHEHTHBIX TO3UMETPOB U JTJIOMUHECIEHTHBIX IeTeKTOpOB. [IInpokoe nprumeHeHme
HaXOJST COEAMHEHMSI CO CTPYKTYPOM I'paHaTa, aKTUBUPOBAHHbBIE iepueM. J{oaroe Bpemst OHU
UCIOJIb30BAJIMCh B KauecTBE 3(PHEKTUBHBIX KATO107 OMUHO(POPOB.

Kpowme toro, monokpucraimisl NdGaOs3 SIBISIFOTCS IEPCIEKTUBHBIM MAaTEPUATIOM ITOAJIOKKH

1151 ocaxxaeHus ieHok GaN. MIHTepec K 9TOMy MaTepualy BbITEKAeT, TJIaBHBIM 00pa3oM,
U3 €r0 TEXHUYECKH IMPUBIICKATEIIBHBIX IUIJIEKTPUUECKUX CBOMCTB. HegaBHo /yts ramnara
HeoauMa ObUTO0 OOHAPYKEHO Apyroe npuBiekaTenbHoe KauecTBo: NdGaOs3, TerupoBaHHbIM

Cau Mg, IIPOABIIACT BBICOKYIO IIPOBOAMMOCTE OKCUIHBIX HOHOB, KaK OKCHUIBI HA OCHOBE
LaGaO3.

lannater Heonuma NdGaOs, NdsGaz0;, 1 Nd4GayOg B OOTBIIMHCTBE CITy4aeB MOJTYYaIOT
CIIJIaBJIeHUEM OKcH10B HeoauMa (Nd,O3) u raiumus (Ga,O3) i ApyTrux COeIMHEHUI HEOIMMa

u rasutust ipu Temnepatypax Boiie 1100°C. Taxk B pabote [[ToptHoit K.W., Tumodeera H.A.
Kucnopoansie coeqMHEHUS PEAKO3EMENBHBIX 3JIEMEHTOB. M: Mertamnyprus. 1986. 480 c]
rajuiaThl HEOAMMA MOJTyYallv CIJIABIIEHUEM CIIPECCOBAHHBIX TA0JIETOK OKCHIOB HEOIMMA U
rayuas mpu temrepatype 1150-1300°C

N3BecteH crioco0 noityueHus rajiata Heo1MMa, 3aKJIF0YAOLIUICS B CIIJIABJIEHUU UCXOIHBIX
okcuaoB Heoguma (Nd,O3) u raiuus (Ga,O3) npu 1650°C. (Gavrichev K.S., Gorvinov V.E.,

Galushina L.N., Tatarova G.A., Tishchenko E.A., Nadtachii Y.G., Poyarkov Y.A. Heat capacity,
thermal conductivity, and IR spectra of NgGaOs in the temperature range 55-300 K. // Inorg.

Materials. 30. 1994. P. 1346-1348). HenoctaTkoM JaHHOTO cItoco0a SIBIISICTCS NCIIOJIb30BaHUE
Npu cuHTe3€e BhicOkuX Temnepartyp (1650°C) u npeasapuTenbHasi HOArOTOBKA UCXOIHBIX
OKCHUJIOB, YBEJIMUMBAIOIIMX BpEeMs MOJTyYEHHUS rajIaTOB.

N3BecteH Takke cnocod mojiydeHusl rajuiata HeoguMa U3 CMecel OKCUI0B U HUTPATOB
HEOJUMA U TaJUINS, IPU KOTOPOM CMECHh OKCUIOB WJIK HUTPATOB MPOKAJIMBAIOT CHAYaJIa IPU
temnepatype 1200°C B Teuenue 24-72 yacos, a 3atem npu 1300°C B Teuenue 12-36 yac

(Chandrasekaran A., Azad A.-M. Densification LaGaOs at low sintering temperatures via Fe’*
substration at Ga>* site. // Journal of material science. 36. 2001. P 4745-4754).
HenocraTtkom nanHOro crioco0a siBiIsieTcst TO, YTO MPU CUHTE3€ UCTIOJIH3YETCS] B KAUECTBE

JIOTIMTUPYIOIIETO ar€HTa COEAUHEHUE Fe3+, YTO MPUBOJIUT K MOIYUEHUIO TOOOUYHOTO MPOIYKTA
oT 15 1o 55 monbHOrO % oxcuna xenesa (Fe,O3), a Tak)Ke UCIIOIb30BAHUE JUI CUHTE3a

BeIcOKUX TeMnepaTyp: 1200°C s nepBoit ctaguu oTkura u 1300°C 151 BTopol ctaauu
OTXKUTA.
N3BecTeH MEXaHOXUMHUUECKUI METO/I CUHTE3a ITIEPOBCKUTOB, KOTOPBIN 3aKII0YAETCS B
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MpeBapUTEIIbHON MEXaHUUeCKON 00paboTKe cMecel KUCIIOPOACOACPIKAIIMX COSTMHEHUM
(OKCUIOB, TUIPOKCUIOB, KAPOOHATOB) MEPEXOAHBIX 3JIeMEHTOB 12 U penKo3eMenbHbIX
anemeHToB P33 nepen craaueit ux repmoobdbpadbotku [PD 2065325, BO1J 23/10, 20.08.1996].
YBenuueHne JMCEPCHOCTH ChIPbs IPUBOMT K YMEHBIIEHUIO TEMIIEpATYPhI cuHTe3a (10 500-
700°C) ¥ ITUTEIBHOCTH TEPMUUECKOM 00paOOTKH, T.€. CHUKEHHUIO JHEPTOEMKOCTH METOUKH,
B CPABHEHUM C TPAAUIMOHHBIM KEPAMUYECKMM CUHTE30M. BaXKHBIM IOCTOMHCTBOM METO1a
SIBJISIETCSI HEBBICOKASI SHEPIrOEMKOCTh, COKpAIlEHUE BPEMEHU CUHTE3a, OTCYTCTBUE BOJIHBIX
CTOKOB U3 PA3JIMYHOTO ChIPhS C YACIbHON MOBEPXHOCTHIO, paHEE TOCTUTAEMOM TOJIBKO
METOJI0OM COOCAXK]ICHMUSI.

K HemocraTkam MeTo/1a OTHOCSITCS BO3MOKHOCTD 3arpSI3HEHUS TPOYKTA CUHTE3a
aOpa3MBHBIM MaTEepPUAJIOM, TaK Ha3bIBAEMBbIN «HAMOIT».

JIJ1s1 rajiaToB CO CTPYKTYPOM rpaHaTa OCHOBHBIM METOJIOM MOJIYyUEHHUS SIBIISIETCS
BBICOKOTEMIIEpATYPHBIN TBepaoda3Hbii cuHTe3 U3 okcuaoB Nd,O3 u Ga,03 (Sawada H.:

Electron Density Study of Garnets: Z3Ga501,; Z=Nd, Sm, Gd, Tb. // Journal of Solid State

Chemistry 132. 1997. P. 300-307.), (Liu ES., Liu Q.L., Liang J.K., Song G.B., Luo J., Yang L.T\,
Zhang Y., Rao G.H.: Crystal structure and magnetic properties of Nd4Ga,0O9 and Sm4Ga,0Oqg. //

Journal of Alloys and Compounds 38. 2004. P. 26-31., (Mill' B.V., Butashin A.V.: Homogeneity
region of neodymium-gallium garnet. // Inorganic Materials 18. 1982. P. 1186-1188). Tak B

crarbe (Liu ES., Liu Q.L., Liang J.K., Song G.B.,LuoJ., Yang L.T., Zhang Y., Rao G.H.: Crystal
structure and magnetic properties of Nd4Ga,Og and Sm4Ga,Oy. // Journal of Alloys and Compounds

38.2004. P 26-31.) nns nonyuenus: Nd4Ga,Og MpUMEHSUIM BBICOKOTEMIIEPATYPHBIN CUHTE3
u3 okcuaoB Nd»,O3 u Ga,O3, npeasaputenibHo npokaieHHbIX 1py 200°C. [TpurotosieHHbIe

OKCHUJIbl CMEIIIMBAJIM B CTEXUOMETPUUECKUX COOTHOIICHUSIX, COOTBETCTBYIOIIUM CTPYKTYpE
rpanara, npoxaauBau npu 900°C B Teuenue 12 yacoB, 3aTEM CHOBA pa3MalIbIBAIIA U
npokanvBaiu rpu 1400°C B TeueHue 8 yacoB. 3aTeM MOJTYUYEHHOE BEMIECTBO OXJIAXKIAIN O
1200°C B TeueHue 24 4yacos.

Hawubomnee 60113kuM 1o mpu3HaKaM K MpeasiaraeMoi TEXHOJIOTUH SBIISIETCS CIIOCO0
MOJIy4YeHUs1 OpTorajuiaTa jlantaHa (aBTopckoe cBuaeTenbctBo SU 266751 k. CO1F 17/00,
1973, Bcero 1 ¢). MeToa 3aKIIF0YaeTCs B TOM, YTO SKBUMOJISIPHBIE CMECH PACTBOPOB HUTPATOB
JIAHTAHA U FaJUINAs YIIAPUBAIOT C IMOCIIEAYIOINM IPOKAJIIMBAHUEM CYXOTO OCTATKA IIPU
temneparype He Bbiiie 900°C.

HenocraTtkoMm 3TOr0 MeTona sIBISE€TCS UCIIOIBb30BAHNE B KAYECTBE UCXOHBIX CMECEH
TBEPABIX HUTPATOB, IPUBOJUT K TOMY, YTO MPOKAJIMBAHNUE CMECEN HUTPATOB HE BCEr1a
00€ecreunBaeT pABHOMEPHOE CMEIIMBAHUE KOMITOHEHTOB.

N3o6peTeHue oTHOCUTCS K 001acTU TBEPA0(hA3HBIX XMMUYECKHX IMTPEBPAIICHUN
HEOPraHUYECKUX BELIECTB, & MMEHHO CUHTE3y TPOWMHBIX COCIMHEHUI TaJUIaATOB HEOAUMA CO
CTPYKTYPOIU MEPOBCKUTA, TAJlJIaTa HEOIMMA CO CTPYKTYPOI rpaHaTa U IPYTUX, U MOXKET ObITh
MCIIOJIb30BAHO B XUMHUUECKOW ITPOMBIIUIEHHOCTH, MUKPO3JIEKTPOHUKE U ONITO3JIEKTPOHUKE.

ITpennaraemslii cioco0 uckiovaeT npumeHenue craand CBU-00paboTku 1 MEXaHUUECKOM
AKTUBAIIMU CMECEH UCXOIHBIX PEareHTOB, TaK KaK CMEUIMBAHUE PACTBOPOB 0OECIICUUBAET
Xopollee CMeIIMBaHue peareHToB. [lonmyuaromuecs B pe3ysibTaTe OCaKIAECHUS CMECHU O
Mo IupUKaLMN TUIPATUPOBAHHBIX OKCUIOB 00JIa1at0T BEICOKOM PEaKIIMOHHON CIIOCOOHOCTHIO,
MO3TOMY JIJIsl CUHTE3a JocTaTouHO MpokanuBanue rpu 800°C B TeueHue 24 yacos. s
CHUHTE3a MOHO HUCIOJIb30BATh HUTPATHI HEOJIUMA U TAJUIUSL.

B ocHOBY U300peTeHMs MOJIOKEHA 3a/1a4a MOJIYYEHUs TalIaTOB HEOIMMa Pa3IMYHOTO
cocTaBa IIpu 00Jiee HU3KOH TeMIepaType, UCKIIOUMB BCE BBICOKOTEMIIEPATYPHBIE CTAJUH.

3agaua pemaercs TeM, YTO MpeajiaraeTcsi crnocod MojyueHus rajijlaToB HEoAUMa,
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BKJIIOUAIOLIUI OCaXACHHE (AMMUAKOM) CMECU THAPATUPOBAHHBIX OKCUOB HEOAMMA U TAJUIUS
NP Pa3JIMYHBIX COOTHOIIEHUSIX OKCUIOB (MX a-popm Nd,O5-nH,0, Ga,05-nH,0, KoTophIe
OTJIMYAIOTCSI JOCTATOYHO BBICOKOM XUMUIECKON aKTUBHOCTBIO 10 CPABHEHMUIO C B-hopmamu
(Ndy0O3, GayO3, KOTOpBIE MOIYYAOTCS IIPU IPOKATIMBAHUUA UCXOIHBIX OKCUIOB) U OTXKHUIE
noJjiydeHHbIX cMmeceit rpu 800°C B TeueHue 24 4acoB.

Cnioco6 ocymectisieTcs cineayommm oopazom. [Iponecc cunresa NdGaOz mpoBoasT B
HECKOJIBKO CTaIuil:

1 cTanus: HUTPATHI TS U HeoauMa Mapku XY pacTBOpPSIIOT B BOJE, MOJIKUCIEHHOMN
A30THOM KUCIIOTOM, ISl UCKITIOYEHUS TUAPOon3a. COOTHOLIEHHUSI UCXOIHBIX HUTPATOB OepeTcst
TaKUM 00pa3oM, YTOOBI MOIYYUTh rajuiat Tpedyemoro coctaBa (NdGaOs; wiu NdsGas0g,,
Nd4Ga,0y). PacTBOp cMecH HUTPATOB 0OECIIEUMBAET OTHOPOJHOE CMEIIMBAHUE KOMIIOHEHTOB.

2 cragus: mpousBoauTcs ocaxaeHue 10% ruipoKCuIoM aMMOHHUSI OTHOPOIHON CMeCH
TUIPATUPOBAHHBIX OKCU/IOB JIAaHTaHa U rajius. [1orydeHHbll 0caJoK IPOMBIBAIOT
JTUCTUUIMPOBAHHOM BOJOM U BBICYIIMBAIOT B CyIIMIbHOM Ikady mpu 105°C.

Nd(NO3)3+Ga(NO3); + 6NH4OH = Nd(OH)3+Ga(OH)3; + 6NHsNO3 nin
Nd(NO3);+Ga(NO3); + 6NH4OH = Nd203nH20+Ga03nH20+ 6NH4NO3 + nH20.

3 cranus: mpokanvuBaHue B MydenbHoit eun mpu 800°C B TeueHue 24 yac:

Nd203;nH20+Ga,03nH20-> NdGaOs; + nH20.
J{1s1 mommy4enus rajuiaTos Heoauma coctaBoB NdsGaz0y,, Nd4GayOg M ApYTHUX UCIIONIB3YIOT

AHAJIOTUYHBIE MTPOLIECCHI, BAPBUPYSI TOJIBKO COOTHOIIIEHUS UCXOAHBIX KOMITIOHEHTOB. Tak
JUIS TTOJIyYeHMs Taju1aToB Heoauma coctaBoB NdsGaz0g,, NdyGayOg UCIIONB3yIOT Crieayromue

COOTHOLICHUA THAPATUPOBAHHBIX OKCHJIOB HEOIUMA U T'dJIJIUA:

3Ga;03 nH,0 + 5Nd,03 nH,O= nH,O+ 2NdsGaszO2,
Ga,03nH,0 + 2Nd,03nH>0 = nH,O+ Nd;sGa,Os.
PenTtreHoda3oBslil aHAIM3 TaJlJIATOB HEOAUMA ITPOBOIUIIM METOIOM MTOPOIIIKA Ha
nidpakTomeTpe XRD-6000 Shimadzu co CKOpOCTBIO IMOIMAroBoro ckanupoanus 0,02 rpas
¢ Cu K a-mnyuenuem (A=1,54718 3). UnenTuduxanys mpoayKToB CHHTE3a IPOBOIUIACH

METOJIOM CPAaBHEHHUS TTOJTyUYEHHBIX 3KCIIEPUMEHTAIBHBIX PE3YJIbTATOB C JAHHBIMUA KAPTOTEKHU
JCPDS u cBefeHwmit, MpUBEACHHBIX B IUTepaType. PeHTreHodas3oBbIit aHAIN3 MOKA3AJT, YTO
IIPY 3TUX YCIOBHUSIX Moiryyaercs rajmiatel Heoguma (NdGaOs, NdsGaz01,, Nd4GayOg).

PeHTreHOTpaMMBI ITOJTyUEHHBIX TaJJTATOB U PEHTTEHOTpaMMBI TajiiaToB u3 6a3el JCPDS
coBmnajaaroT (tadm. 1-3, dur. 1, 2).
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Tabnuua 1. PertrenorpamMmel rajuiata Heoguma NdGaOs
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[Marrezio, Remeika, Dernier. | DxcnepuMeHTalbHbIE JaHHbIE
// Inorg. Chem. 7. 1968. P.

1377]
d, A IOTH. d, A IOTH. d, A Iom da A IOTH
3,8400 |40 1,5420120 |3,83 |28 1,54 |15
3,4400 |40 1,4370 {50 {3,45 |36 1,44 |50
2,7440 |40 1,3730 (40 [2,74 |38 1,38 |45
2,7200 | 100 1,3630 |60 [2,72 |100 1,36 |60
2,5830 |40 1,3570 140 (2,58 |36
2,3180 |40 1,2700 | 50 1,27 |48
2,2330 |50 1,2260 |40 |2,23 |48 1,23 |40
2,2160 |50 1,2210 {60 2,22 |35
2,1370 |40 1,2190 {70 {2,14 |36 1,22 {60
1,9270 |70 1,2170 | 40 1,93 |70
1,8710 |50 1,2110 {70 | 1,87 |45 1,21 |72
1,7210 |20 1,2050140 1,72 |20

1,6920 |50 1,2020 | 20 1,69 |48 1,20 |10
1,6770 |20 1,1730 | 20
1,5790 | 60 1,1530 {60 |1,58 |62 1,15 |50
1,5680 |70 1,1510160 |1,57 |71

OCHOBHBIM ITPEUMYIIIECTBOM U300PETEHUS SBIISETCS CHI)KEHHUE TeMIIepaTypbl CHHTE3a C
1300-1500°C mo 800°C, yncToTa MOJYYEHHOT'O POIYKTA, KOTOpas OMPEALIsIeTCs YUCTOTON

HNCXOAHBIX BECIICCTB, OTCYTCTBUEC TPYAOCMKHX ITPOMEKYTOUHBIX CTaguu.
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Ta6auna 2 - Pentrenorpammsl NdsGas O,

RU 2721700 C1

Hannsle xaprorexku JCPDS DKcriepUMeHTANIbHEIE TaHHbIE
d, A Lo, % d, A Lom., %
3,34 12 3,34 43
3,13 30 3,16 11
2,79 100 2,80 100
2,55 45 2,56 36
2,28 12 2,29 14
1,81 16 1,81 14
1,74 30 1,73 13
1,67 35 1,67 20
1,59 10 1,60 16
1,56 26 1,58 20
1,36 20 1,36 15
1,23 6 1,23 8
1,14 10 1,15 6
1,03 10 1,03 6

Tabnuua 3 - Penrrenorpammsl Nd4Ga,Oyg

Hannbie kaprorexku JCPDS DKcriepuMeHTaIbHbIE JaHHbIE
d, A Lo, % d, A Lom., %
3,87 50 3,86 60
3,44 80 3,46 74
3,17 100 3,18 100
2,76 20 2,76 33
2,57 20 2,56 26
2,13 80 212 76
1,93 20 1,94 23
1,91 50 1,92 35
1,81 50 1,81 40

(57) ®opmyna uzoopeTeHus
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Cnioco0 nonyuenus rayiatoB HeoguMa NdGaOs3, NdsGasz0q3 u NdyGa,Og, BKITIOUarommi

OCaXXJIeHHe PAaCTBOPOM aMMHaKa U3 CMECH PACTBOPOB HUTPATOB HEOJUMA U TaJUIUS
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