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Annomayusn. ViccnenoBana 3aBUCUMOCTb (JOPMBI U pa3Mepa YacTHI] OKCHIA UTTPHUS, JIETHPOBAHHOTO
HOHaMH HEOJMMa, OT Croco0a CHHTEe3a: TOMOTEHHOE U FeTepOreHHOe coocaxeHue. [lji1 roMOreHHOro co-
OCaXJICHUS TI0Ka3aHa 3aBUCUMOCTh (POPMBI M pa3Mepa YacTHLl OKCHIa UTTPUS, JIETHPOBAHHOTO NOHAMHM He-
o/luMa, OT KOHIEHTPAllUH UCXOJHBIX COJNEeH B pacTBOpE, OT COOTHOLICHUS KOHLIEHTPAIMi HOHOB UTTPHS K
OCaJUTEIIO B PACTBOPE, OT BPEMEHHU CTApEHHsI OCagKa BO BpeMs CHHTE3a, OT TEMIIEPaTyphl CHHTE3a. YcTa-
HOBJIEHO, YTO JJIsI TOMOT€HHOTO COOCAX/ICHUS (popMa JacTHUIl HE U3MEHSETCS NPHU TIEPEX0e OT MPEeKypcopa
JI0 CHHTE3MPOBAHHOTO OKCHA UTTpUs — 00pasyroTcs gacTuipl cheprieckoit popmel. Merogamu uHbppa-
KpacHOHM CIIEKTPOMETPHH W PEHTTEHO(])A30BOr0 aHAIN3a YCTAHOBJIECHA IPHPOIA MPEKypcopa — MpeKypcop
peHTreHoaMopHbIH, TMEIOIUH THAPOKapOOHATHYIO MPHPOy. Pa3mep yacTHIl MpH MEpexoie OT MPEKyp-
copa 0 CHHTE3UPOBAaHHOTO OKcuaa UTTpust yMeHbaercs Ha 10—20 %.

J171sl reTepOreHHOT0 COOCAKACHHS NOKa3aHa 3aBUCUMOCTh (DOPMBI M pa3Mepa YacTHUIl OT HPUPOJIbI OCa-
ouTeNs (pacTBOp aMMHaKa M PacTBOP aMMOHHUS YIJTIEKHCIOTO KHCJIOro). Takke OBIIIO M3Y4YEHO BIIMSHHE
KOHLIEHTPALM MCXOJHBIX COJIEH M TeMIepaTypbl CHHTe3a Ha (JOpPMY M pa3Mep 4acTHLl. YCTaHOBJIEHO, YTO
JUIsl TETEPOTEHHOI'0 COOCAXK/ICHUsI BHE 3aBUCMMOCTH OT OcCaIuTelsi popMa 4acTHIl He M3MEHSETCs NPH Ie-
pexozie oT mpeKypcopa 10 CHHTE3UPOBAHHOTO OKCH/Ia UTTPHS — IIPU UCIIOIb30BAaHUH B KA4EeCTBE OCAIUTEIA
aMMHaKa MOJIyqaloTcs YaCTHIBI UT0JIbUaTOl GopMBbl, COOpaHHbIE B arJoMeparsl, IpH HCIOIb30BaHUH B Ka-
YEeCTBE OCAIMUTENSI PACTBOPA AMMOHHUS YIIJIEKUCIIOTO KUCIIOTO MOIYyYaroTCsl YaCTUIBI TNIACTHUHYATON (POPMBL.
MetonamMu MHPPAKPACHOH CHEKTPOMETPHUH M PEHTT€HO(])A30BOr0 aHann3a YCTaHOBJIEHA MPUPOJA MPEKyp-
copa: TIpH UCTIONIb30BAaHWM B KaueCTBE OCAIUTENS PAcTBOpa aMMOHHMS YIJIEKHCIIOTO KHCIIOTO IIPEKypcop
peHTreHoaMopHbIH, UMEIOINI THAPOKapOOHATHYIO TIPUPOAY, a PU HCHOIb30BaHNH B KAU4eCTBE OCaIUTE-
JIs1 pacTBOpa aMMHaKa — CMECh THIPAaTOB OKCOTHPOKCOHUTPATOB HTTPHA. Pasmep 4acTHIl IpH 1epexojie OT
IIpeKypcopa 10 CHHTE3UPOBAHHOTO OKCHUJIA UTTPHUS MPAKTHUECKH HE M3MEHSETCS AJIS YacTHUI[ MTOJTyYeHHBIX
COOC@XKICHHEM PAcTBOPOM aMMHaKa M YMEHBIIAaeTcs B 2 pa3a IS YacTHI[ MOJYUYEHHBIX COOCAaXIECHHEM
pPacTBOPOM aMMOHHS YTJICKHUCIIOTO KHUCIIOTO.
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Abstract. The dependence of shape and particle size of Nd-doped yttrium oxide powder on the synthe-
sis method was investigated, covering homogeneous and heterogeneous co-precipitation. For the homoge-
neous co-precipitation method, the dependence of shape and particle size of Nd-doped yttrium oxide powd-
er on the concentration of the initial salts in a solution, the ratio of concentrations of yttrium ions to the pre-
cipitator in the solution, the aging time of the precipitate during synthesis, and synthesis temperatures were
investigated. It was found that for homogeneous co-precipitation the particle shape did not change during
the transition from the precursor to synthesized yttrium oxide: spherical particles were formed. The nature
of the precursor was established by infrared spectrometry and X-ray fluorescence analysis. The precursor
was X-ray amorphous, of bicarbonate nature. The particle size decreased by 10-20% during the transition
from the precursor to the synthesized yttrium oxide.

For the heterogeneous co-precipitation method, the dependence of shape and particle size on precipita-
tor nature (ammonia solution and ammonium bicarbonate solution) were investigated. Besides, the effect of
the concentration of the initial salts and the synthesis temperature on the shape and particle size) was stu-
died. It was found that for heterogeneous co-precipitation, regardless of the precipitator nature, the particle
shape did not change after conversion from the precursor to the synthesized yttrium oxide. Needle-shaped
particles collected in agglomerates were obtained with ammonia as the precipitator. Plate-shaped particles
were obtained with a solution of ammonium bicarbonate as the precipitator. The precursor nature was estab-
lished by infrared spectrometry and X-ray phase analysis. The precursor was X-ray amorphous, of bicarbo-
nate nature, if a solution of ammonium bicarbonate was used as the precipitator. The precursor was a mix-
ture of hydrates of yttrium oxohydroxonitrates, if ammonia was used as the precipitator. The particle size
obtained by the co-precipitation method with ammonia as precipitator did not change during the conversion
from the precursor to the synthesized yttrium oxide, while the particle size obtained by the co-precipitation
method with ammonium bicarbonate as precipitator decreased by 2 times.
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BBenenue

B nacrosiee Bpemst Bce OoJibllice 3HaUECHUE MPUOOPETAEeT U3rOTOBJICHHE HOBBIX BBICOKOILUIOTHBIX
KepaMHUYECKUX MATEpUAIOB, CO3aHHBIX Ha OCHOBE YHCTHIX HAHOPA3MEPHBIX OKCHUJIOB METAIIOB, B TOM
YHCIie OKCHJa UTTpUs. BBICOKMI MHTEpeC K OKCHy UTTPHUS OOYCIOBIIEH TEM, YTO OH SIBJISETCS UCXOJ-
HBIM BEIIECTBOM JJIsI U3rOTOBJCHHS ONTUYCCKUX MAaTEPHAJIOB, O0JIaar0IINX BHICOKMM CBETOIPOITyCKa-
HueMm B Buaumon u MK-oOmactu criekTpa, BBICOKOH TEpPMO- U XUMHUYECKOH CTOWKOCTBIO, U SBISIETCS
MIEPCIIEKTUBHBIM MaTEePUAJIOM IMPH M3TOTOBJICHUH aKTHBHBIX SJIEMEHTOB TBEPOTENBHBIX Ja3epOB, JIFO-
MUHO(OPOB U CHUHTHLIATOPOB. OIHAKO CYIIECTBYET DSl TPYAHOCTEH, BO3HUKAIOIIUX MPH U3TOTOBJIC-
HUU MOHOKPHUCTAJUIOB OKCHJa UTTPUS ONTHUYECKOTO KauyeCTBa, KOTOPHIC CBSA3aHbI, B MIEPBYIO OYEPEellb, C
BBICOKOI TeMnepatypoii ero miasnenus (2430-2450 °C) [1, 2].

Hesbicokast cTOMMOCTD, IOTEHIHATBFHAS BO3MOXXHOCTh M3TOTOBJICHHUS KPUCTAJUIOB C XOPOIIUM OII-
TUYECKIM Ka4eCTBOM M OOJNBIION amepTyphl, a Takke OONbIINe 3HAYCHHUS TEIUIONPOBOTHOCTH OKCHA
uttpus (0,013 Br/(m-K) gns Y,03 u 0,0014 Bt/(M-K) 11 uTTpuii-aIFOMUHAEBOTO TPaHATA), TO3BOJISIOT
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KepaMUKy Ha ero OCHOBE BBIJIBUHYTH Ha OJIHY M3 BEIYIIUX MO3MIUI B PsITy H3BECTHBIX JIA3EPHBIX KPU-
CTAUTMYECKUX MaTePHAIIOB 1Sl PEMTOCEKYHIHBIX J1a3epoB [1, 2].

s monmydeHust npo3pavyHoil KepaMHKH pelarolee 3HaueHne UMeeT BEIOOp ChIpbs. McXomHbIi 1o-
POLIOK 003aTeNbHO TOJKEH COOTBETCTBOBATH CTPOrUM TpeOoBaHMsIM. PasMep uacTul, pacnpeneneHue
UX 10 pazmepam, Mopdoiiorus, ¢pa3oBas U XUMHUECKAsl YHCTOTA, CTETICHb arjoMepalyuy MOopoIiKa oKa-
3BIBAIOT CYIIECTBEHHOE BJIMSHUE Ha CIIEKAaHHE U MUKPOCTPYKTYpYy kKepamuku [3—5]. @opma u pazmep
YaCTHI[ OKCUJA UTTPHS HAMPSAMYIO 3aBUCST OT CIIOCO0a €ro MoJydeHuUs : JiazepHas adiusus [6, 7], 30716-
rexb Metof [8, 9], meton ocaxaenws [10, 11], ruaporepmanbhbiit Mmetoxn [12, 13] u T. 1.

Hawnbonee nmpocTeiM 1 He TPeOYIOMHUM JOPOTOCTOSIIETO 000OPYAOBaHUS METOJOM CHHTE3a MEIKO-
JHCIIEPCHBIX TTOPOIIKOB OKCH/AA UTTPHUS SBISETCS OCAXKICHHUE (MM COOCAKICHHS B CIydae MOTydeHHs
JIETUPOBAHHOTO OKcuaa UTTpusi). CyINIHOCTh METOJa 3aKII0YaeTcs] B TMONYYECHUH HEPacTBOPUMBIX CO-
enMHeHHH (TIPEKYPCOPOB) M3 PACTBOPOB COJICH HTTPUSI, MOCIEIYIOMEM OTACICHUH 0CaIKa OT MaTOYHO-
T'O pacTBOpa M TEPMUIECKON 00pabOTKH MpeKypcopa. B qaHHOM MeToe pa3nuyaior:

— TOMOT€HHOE OCa)XJIeHHEe, IPU KOTOPOM 00pa3oBaHUE MPEKypcopa MPOUCXOAUT MPU MEAJICHHOM
pasnoxeHun ocaautesis B pactsope [14-19];

— FETEPOrCHHOE OCAXKICHHE, TPU KOTOPOM 00pa30BaHKE OCAIKA IPOUCXOJUT B MOMEHT JJOOaBICHHUS
pacTBopa ocaguTeNs K pacTBOpY cosell (IpsMoe OCaKIeHUE), U Hao00poT — 100aBIIEHUs PacTBOpa CO-
Jieli K pacTBOpy ocaautesst (o6patHoe ocaxkaenue) [20-25].

V3MeHeHne yCcnoBUN OCaXKACHUS MPHUBOJUT K W3MEHEHHUIO COCTaBa MOJydaeMOro mpekypcopa u,
KaK CJIEZICTBUE, K N3BMEHEHUIO OPMBI U pazMepa YacTHI] MOJTy4aeMOoro MOpoIIKa OKCHA.

Lenbio gaHHON pabOTHI SBISUIOCH U3YUEHHE BIMSHUS YCIOBUI CHHTE3a Ha (opMy U pa3Mep 4acTull
OKCHJIa UTTPHS, JIerupoBaHHOro nonamu Heoauma (Nd:Y,053).

Jlist moCTHXKEHMSI TAHHOM 1IN TIPOBOIWIN UCCIICIOBAHUS 3aBUCUMOCTH (DOPMBI U pa3Mepa YacTHII
Nd:Y203 .

— OT crmoco0a OCaKACHHUS: TOMOTEHHOTO U TETePOreHHOT0 0OPaTHOTO;

— KOHIICHTPAIIUU UCXOJIHBIX COJICH;

— TeMIepaTypbl TepMOOOPaOOTKH.

Jlyis MeTo/1a TeTEepOreHHOTO OOPATHOTO COOCAK/ICHHUS TAKKE MPOBOIUIN UCCIICAOBAHUS 3aBHCUMO-
cte (HOPMBI M pazMepa YaCTHIl OT MPUPOJIBI OCATUTENSA (AMMHAK U THAPOKAPOOHAT aMMOHWUS).

JJis BceX METOI0B OCAXK/ICHHUST OTCIICKHUBAIH CBSI3b MEXy (POpMOIi U pa3MepoM YacTHIl IPEKypCo-
pa ¥ CHHTE3UPOBAHHOTO OKCHJIA.

IOKcnepuMeHTAIbHAS YaCTh

B kadecTBe MCXOMHBIX MAaTEPHUAIOB JUIS MOJYYCHHS OKCHJA UTTPHS, TOMMPOBAHHOTO MOHAMHU He-
0JTMMa, UCITOTE30BAIH:

— HUTpAT UTTpUs 6-BOAHBIN, «xu», TY 6-09-4676-83;

— HUTpAT HeoanMa 6-BojiHbIH (MMmopTHEI) ABCR kat. Ne AB 202388.

B kadecTBe ocaguTess HCIIOIb30BaIH:

— kapbamun «amga», [OCT 6691-77;

— aMMOHUH YIIIeKHCIbIN Kucibii, «xuy [OCT 3762-78;

— aMMHaK BOIHBIH, «ocu 23-5» TOCT 24147-80.

Memoo eomozennozo coocaxcoernus

Hutpatel uTTpUs U HEOUMa PACTBOPSUIH B JUCTUILTUPOBAHHOW BOZIE TIPY MTOMOIIIM MarHUTHOHN Me-
IIATIKK JUTS TIONIYYEeHHUs] pacTBoOpa C KOHIeHTpaiued noHoB UTTpus 0,099 MONb/T ¥ MOHOB HEoJIuMa
0,001 momns/m.

Kapbamun pacTBOpsiIM B TUCTHIUTMPOBAHHOM BOJIE MPH IMOMOIHM MarHUTHON MEIIANKH ISl ITOJTy-
YeHMsI PacTBOPa C KOHIICHTpALKEH B AUana3oHe oT 1 10 2 MOJIb/II.

PactBopbl kKapbaMua U CMECH HUTPATOB UTTPHS U HEOJUMa CMEIIUBAIN IIPH MOMOIIY MAarHUTHOM
MEIIAIKA, JOOABIISUTN JUCTHILTUPOBAHHON BOJIBI JUIS TIOJTYYCHHUS PaCTBOpPa C CyMMapHOUN KOHIICHTpAIly-
el noHoB MetauioB B Auanazone ot 0,01 mo 0,02 Mojb/JT ¥ ¢ KOHIIEHTpaluel kapOdaMua B HHTEPBaJIe
ot 0,5 no 1 mosw/n. CoOTHOIIEHHE KOHIICHTPAIMY HOHOB METAJIJIOB K KOHIICHTpALUK KapOaMuia B pac-
TBOpE cocTaBisuo oT 1:50 mo 1:100
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PactBop, cocTosmuii u3 cMecH BOIHBIX pacCTBOPOB HUTPATOB HTTPHSI M HEOJUMA W PacTBOpa Kap-
Oamma, HarpeBail B CTEKISTHHOM CTakaHe 0 TeMmepaTypsl ~ 90 °C mpu mocToSHHOM TepeMeIMBaHUN
Y TI0CJIC Hayajia BBIMAJICHUS 0CaJIKa BIICPKUBAIH B TeueHUe 1—3 4acos.

Memoo eemepocennoco 0bpamuo2o coocanicoeHus

AMMOHHH YTJIEKUCIBIA KUCIBIA PACTBOPSIIN B TUCTHJUTMPOBAHHOM BOIE MPH ITOMOIIM MarHUTHOM
MEIIaJIKy 0€3 HarpeBa, ero KOHIEHTpaIus cocTarisiia 1,5 Moib/n. BoaHbIl pacTBOp aMMuaka rOTOBUIIN
pa3baBiicHHEM aMMHaKa BOJHOTO TUCTHUIMPOBAHHOMN BOJIOW B COOTHOIIICHUU 1:4.

Hwutpatsr uTTpust 1 HeoqMMa pacTBOPSUIA B AUCTHILTUPOBAHHON BOJE MPHU MOMOIIA MarHUTHOM Me-
IIAJIKKA IS TIOTY9eHUSI pacTBOpa ¢ KOHIIEHTparnuel moHoB UTTpus B nuanazone ot 0,0099 mo 0,099
MOJIb/T 1 MOHOB Heoauma B nuana3one ot 0,0001 mo 0,001 mons/n. CooTHOIICHHE KOHIICHTPAIMH HO-
HOB UTTPHA K KOHIIEHTPAIIUH HOHOB HEOMMA B PaCTBOPE COCTaBIsLIO 99:1

Cunrte3 noporka Nd:Y,0; npoBoauiIn METO0M I'€TEPOreHHOI0 00PaTHOIO COOCAKIACHUS U3 pac-
TBOPOB HUTPATOB PACTBOPOM aMMOHUS YTIICKUCIOTO KHCIIOTO (JJajiee IO TEKCTY — FeTepOreHHOe Cooca-
JXKIeHue OMKapOOHATOM aMMOHHMS) M BOAHBIM PacTBOPOM aMMHUaka (Jajiee Mo TEKCTY — IeTepPOreHHBIM
coocaxIeHHe aMMUakoM) npu noazaepxanuu pH pacteopa 7,0 = 0,1. CKopoCcTh KaneapHOro MpuinBa-
HUSI pacTBOpa HUTPaToB ~ 10 cM*/mMuH. CTapeHue ocajka MPOBOIMIN B TEUCHHE 2 YacOB TIPU MepeMe-
IIMBAaHUM Ha MarHUTHOM MeIIajKe.

[lomyuennsle ocanku GUIBTPOBAIN IIPH TTOMOIIY BakyyM-(GmibTpa. Ocamok Ha GUIETPE MPOMEIBA-
JU TACTWITUPOBAHHON BOJIOW M ATHIOBBIM CITUPTOM, 3aTE€M CYIIIIA Ha BO3AyXE B TEUCHHE HE MEHee
6 yacoB. Ilonmy4yeHHBIC MOPOIIKK TpPEKypcopa mpokaiuBaiu npu Temneparypax 700 °C, 1000 °C u
1250 °C B TeueHHe 2 4acoB.

MeToanbl uccieI0BaHMS

Jiist onpeaenieHnst CBOMCTB U CTPYKTYPBI IPEKypcopa MCIOIb30BaIH CIEAYIOIINE METObL:

— coBMemIeHHbI Tepmudeckuid aHanu3 (CTA), BKIOUYarommid TepMOTPaBHMETPHUYECKUN aHAIN3
(TT'A) n meton muddepenmnanpaoil ckaraupyromeit kanmopumerpun (JICK);

— UK-cniektpomeTpus;

— pentrenoda3osslii ananu3 (PDOA);

— CKaHUPYIOIIAs 3JEKTPOHHAS MUKPOCKOITHSL.

®a3oBsIii cocTas, popmy 1 pazMep yacTui nopoika Nd:Y,03 onpenesnsiiig ¢ moMOIIbIo:

—PDA;

— CKaHUPYIOLLEH 31eKTPOHHON MUKPOCKOIINH.

PDA BbITIONTHEH HA PEHTIeHOBCKOM audpakToMerpe Ha m3nydennn CuKo B nuanazone yrios 20 c 16
110 95 rpagycos, ¢ marom — 0,02 rpamyca, BpeMsi HAKOIUIEHUST MMITYJIbCOB — 3 CeKyH/Ibl. Pexkum chemku: U =
40 kB, [ =40 MA.

HccnenoBanne mpolecca TEPMHUYECKOTO Pas3sIOKEHHs OOpasLoB MPOBOJAMIN B WHEPTHOH cpere
(a3ot) B mnTepBajie Temmeparyp ot 25 °C mo 1000 °C co ckopocthio Harpesa 10 °C/MuH Ha TepMoaHa-
nu3arope (mpenesbl I0IMycKaeMOW OTHOCHTEJIBHOW MOIPEIIHOCTH M3MepeHui Temmeparypsl +1,5 %,
Mmaccel =1 %). B xone uccienoBaHus Moydaiad KpHUBbIE 3aBUCHMMOCTH M3MEHEHHS MacChl OT BpeMe-
au/tremnepatypbl (TT-kpuBsie), a Takxke JITT-kpuBbie — nponsBoaHbie 0T TI'-KpHBBIX, TO3BOJISIONIHE
YCTaHOBUTh MOMEHT BPEMEHHU HIIM TEMIIEPATypy, MPH KOTOPOH M3MEHEHHE MacChl IPOUCXOJUT C MaK-
CHUMAaJIbHOM CKOpPOCTBIO.

Pe3yabTaThl M 00CyKIEHHE

Hccneoosanue npexypcopa oxcuoa ummpus

HudpaxTorpaMMsl MOPOIIKOB MPEKYPCOPOB, MOTYUEHHBIX METOJIAMH TOMOTEHHOTO COOCKACHUS U
reTeporeHHOro COOCKICHUS OMKapOOHATOM aMMOHUSI 1 aMMHUAKOM, TIpEJICTaBIIeHBI Ha puc. 1.

Kak BugHo u3 puc. 1, npexkypcopbl Nd:Y,03, noaydeHHbIE METOIOM TOMOTEHHOT'O COOCAXKACHHUS U
reTepOreHHOro COOCAXICHNsI OMKapOOHATOM aMMOHUsI aMOpP(QHBIM, a TaKXKe MPEKypcop, MOITyYeHHBIH
TEeTepOTEHHBIM COOCAXJICHWEM aMMHAaKOM HMMEIOT KPHCTaUIMYECKYI0 CTPYKTYpY. Y CTaHOBIEHO, HYTO
MIPEKYPCOp, TOIYIECHHBII TeTEPOreHHBIM COOCAKICHUEM aMMHAKOM IIPEJICTaBIIeT cOO0i cMeCh THIpa-
TOB OKCOTHJIPOKCOHUTPATOB UTTPHSI.

Io pesynbratam TT'A (puc. 2—4) TepMuUecKoe pa3ioKeHHE UCCIEAOBAaHHBIX TTOPOIIKOB MPEKypCo-
POB IIPOUCXOIUT B HECKOJIBKO CTAIHIA.
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Puc. 1. Aucppaktorpamma nopowka npekypcopa Nd:Y,O3, nony4eHHOro metogom:
a — roMoreHHoro coocaxgeHus; 6 — MeToJoM reTeporeHHOro CoocaxaeHusA aMMUaKkoM;
B — reTeporeHHoro coocaxaeHusi 6ukap6oHaTomMm aMMOHUS

Ha naganpupix yyactkax A TI-KpuBBIX BCeX HCCIIEOBAaHHBIX 00pa3loB HAOIIOAAETCS] SHAOTEPMHU-
yeckuid 3 PeKT, COOTBETCTBYIOIINH yIATCHHI0O XUMUYECKH CBA3aHHOM BOJIBI. 3aTeM HAYWHAETCS TPO-
LIECC IECTPYKIIUH MPEKYPCOPOB.

s obpasua, moayd4eHHOro METOJJOM F'OMOI€HHOT'O COOCKICHHUS (CM. pHC. 2), 3TOT Ipouecc HAET
MPAKTUYECKU C IMOCTOSHHOW CKOPOCThIO 110 TeMieparypsl ~600 °C. Jlanee oTMeuaeTcs pe3koe Bo3pac-
TaHHE CKOPOCTH mpouecca: kak BuaHO 1o JITT-kpuBbIM, MakcHUManbHasi CKOPOCTh HaOJromaeTcs mpH
temneparype 633 °C, 3aBepluaromias TeMIeparypa cTyneHu pasnoxenus — 660 °C. Obmas norepst mac-
CBHI yKa3aHHOTO Topomka npu temmeparype 750 °C mocturaer 43 % u, nanee, 1o 1000 °C uzmeneHust
MAacchl MPAKTUYECKU HE MPOUCXOANT.

OxoHYaHKe TpoIIecca pa3ioKeHHs MPEeKypcopa, MOMYyYeHHOTO TeTePOTeHHBIM COOCaXKICHUEM Ou-
kapOOHAaTOM aMMOHHUS (CM. pHc. 4), mporcxoaut npu Temneparype 713 °C. lns obpa3na, moaydeHHOro
TeTePOreHHBIM COOCAKICHHEM aMMHAKOM (CM. prc. 3), IpoIiecc 3aKaHINBAETCS 3HAUUTEIHHO PAHbIIE —
mipu Temneparype 518 °C.

Taxoke Ha JITI-KpuBBIX 00pa3iloB, MOJYYEHHBIX T€TEPOreHHBIM COOCAXKJICHUEM aMMUAKOM M Ou-
KapOOHATOM aMMOHMsI, B MHTepBaie Temiieparyp oT 300 °C mo 3aBepluaroniux TEeMIEpaTyp Ipolecca
pasioxeHus HaOroaaeTes sHa0TepMUudeckuit apdext (temneparypa nuka 280 °C u 380 °C coorBercT-
BEHHO), 00YCIIOBJICHHBIN Pa3IOKEHUEM TIPEKypcopa.

B pesynbpraTe mpoBeIEHHOIO TEPMHUUECKOTO aHalu3a onpezeneHa temneparypa cuare3a Nd:Y,0;
u3 nipexypcopos — 700 °C.

Ilo manneiM MK-criektpomerpun (puc. 5) cnekTp oOpa3ioB NMPeKypCcoOpPOB, MOTYIEHHBIX TOMOTEH-
HBIM COOC2)KJCHHEM M T'€TepOTeHHBIM COOCa)XIeHHEeM OWKapOOHATOM aMMOHHS, UMEeT Hadop IMOJIOC
MOTJIOIICHHMS, XapakTepHbIX 11t Konebanuii ceszeit «C-O» B rpynmne HCOj3', «N-O» u «N-H», uto mo-
JKET CBUIETEIICTBOBATh O THAPOKapOOHATHOW mpupozae mpekypcopoB. CrekTp obpasma mpekypcopa,
MOJTy4€HHOTO TeTePOTreHHBIM COOCAKICHHEM aMMHAKOM, UMEET HaOOp MOJIOC MOTJIOUICHHS, XapaKTep-
HBIX A7 KoneOanuii cBsizelt «O-Hy» B rpynme OH', «N-H» «N-O», uto cornacyercsa ¢ nanasimu POA —
CMECh TUAPATOB OKCOTMIPOKCOHUTPATOB UTTPUSL.

BecTtHuk HOYpIY. Cepusa «Xumusa». 99
2024. T. 16, Ne 4. C. 95-105



HeopraHunyeckas xumus
Inorganic chemistry

T 1% OTT /(% i)
Tr-kpuBas 4
100
ll/lam}umewccm -11.22%
20 >
80 [OTT-kpuBas 2
1/] —_— J R 1)
e ././ —f—\\__________,\‘\ /"/. R
70 T /‘/ \.\ 7 WameHexne maccer: -31.39 %
Muk: 153.6 °C \ Ocraroqras Macca: 56.22 % (997.6 °C) | o
60 |
[
P
50 Vil 4
\/
|
40 Muk: 633.4 °C
-6
100 200 300 400 500 600 700 800 900
TemnepaTypa /°C
Puc. 2. TI- u ATl -kpuBble nopoluka npekypcopa Nd:Y,0s,
nony4yeHHoOro MmeTogomMm roMmoreHHoOro coocaxpeHus
T 1% ITT /(%/MuH)
ameHenune maccesi: 6.35 % 15
100
1
Wamerenue macchl: -10.29 % |t1.0
Tr-
%0 KpuBas m!
: 0.5
Wamererne macebl: -16.77 % H
80 ATT-kpnBas 3 . "!
|‘.\ %’ Al A NS e S 0.0
N pe N
70 | % \
\ / 05
(RS \, ]
~.
- 680° A
60| Mk 680°C iy Ocratowsan wacca 6583 % (997.1 °C) [ 4 o
Muk: 106.1 °C \
\.
50 | -1.5
Mnk: 280.7 °C A/
Mik: 493.9 °C 20
40
100 200 300 400 500 600 700 800 900
Temnepatypa /°C
Puc. 3. TI- u AT -kpuBble nopoluka npekypcopa Nd:Y,0s,
noJsly4eHHOro reteporeHHbIM coocaxaeHnem aMMnakom
T /% ITT /(% /i)
Tr-kpusas
100 maccel: -17 47 %
0.5
90
[OTT-kpuBas -
Macesi: -14.20 % it e e~ M2 100
. e
\ B
- . -~ e
N — :
70 “ Vad N ] / wacce:18.45% | 02
\ 4 \ ) ke o~
\ / N~
60 \ / -1.0
: / Muk: 3784 °C
50 \ i M 6302 °C .
! i 15
40 \ ‘ OcraroqHas macca: 49.01 % (997.4 °C)
[
\ ! 2.0
30 !
(.
i/
20 A -2.5
Muk 1\; 7°C
100 200 300 400 500 600 700 800 900
TemnepaTypa /°C
Puc. 4. T- n AT -kpuBbie nopowka npekypcopa Nd:Y,0s,
nony4YeHHOro reteporeHHbIM coocaxxaeHmem GVIKapﬁOHaTOM aMMOHMA
100 Bulletin of the South Ural State University. Ser. Chemistry.

2024, vol. 16, no. 4, pp. 95-105



Bopucoe B.H., JlbiceHko O.B., BnusiHue ycnioeuli cuHme3a nopouwka okcuda ummpus,
Konecoea T.B. u dp. JleeupoeaHHO20 UOHaMu HeodumMa, Ha MOPgOoII02UI0

OH HCD,, -H-O

T

2000 1800 1&00 1400 1200 1000 g00 850
on

Puc. 5. Cnektpbl HMIBO npekypcopoB:
1 — romoreHHoOe coocaxaeHue, 2 — reTeporeHHoe coocaxaeHue aMMUaKkom;
3 — reTeporeHHoe coocaxaeHue 6Mkap6oHaToM aMMOHUSs

Ha puc. 6 npencraBineHbl CHUMKH € 3JIEKTPOHHOTO MUKPOCKOIIA YAaCTHL IPEKYPCOPOB, MOTYICHHBIX
METOAAaMHU T'OMOTE€HHOTO COOCAKACHUSI U T€TEPOreHHOTr0 COOCAXKICHUS OMKapOOHATOM aMMOHHUS U aM-
MHAKOM, KOTOPBIE UMEIOT Pa3HyI0 MOP(HOIOTHIO.

D3 = 338
D1's 495 nm

D2 =485 nm

D5 =448 nm_

56 nm
355 nm

\DB.= 402 nm

10000 nm,

a) 6) B)

Puc. 6. 9neKTpoHHbIe CHUMKM YacTuy nopotuka npekypcopa Nd:Y,Os:
a — romoreHHoe coocaxaeHue; 6 — reteporeHHoe coocaxaeHme aMmMUaKkom;
B — reTeporeHHoe coocaxaeHue 6ukapboHaToM aMMOHUA

Hccneoosanue CUHME3UPOBAHHO20 NOPOUKA oKkcuoa ummpus, 1ecupoeaHHoco UOHAMU Heoouma
Hu(bpaKTorpaMMa opouika OKCuJaa UTTpHUd, NOJIYYCHHOI0O MCTOJOM IOMOTCHHOI'O COOCAXKICHUA,

npeacTaBJiCHA Ha pUC. 7.
5004

3914
4004

3004

2004

1004 A J

‘ | Y0, (M01.082-2415)
| 1

VHTeHCHERD CTE, HMILC

16 rpag,

Puc. 7. Audpaktorpamma nopowka Nd:Y,03
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Kax BugHo u3 puc. 7, mudpakrorpamMma MpeacTaBiIeHa TONBKO JMHHUSAMHM, TPHHAIICKAIUMA CO-
enuneHnto Y,0j3, kaprouka Ne 01-082-2415, ¢ kyOndeckoi peneTkoi.

JudpakrorpaMmbl 00pa3loB, MOJTYYSHHBIX M3 MPEKYPCOPOB I'€TEPOreHHOT0 COOCAXKICHUS OUKap-
0OOHATOM aMMOHHMSI 1 aMMHUAKOM, HJICHTHYHBI [IPEICTABICHHOIA.

T'omocennoe coocascoenue

Hccnedosanue 3asucumocmu hopmvl u pasmepa 4acmuy OKCUOA UMmMpusi Om KOHYeHmpayuu UoHO8
UMmMpUsL 8 UCXOOHOM PACMBOPE U OM 6PEMeHU CIAPeHUs

Ha puc. 8 npeacTaBieHbl CHUIMKH C 3JEKTPOHHOI'O MHKPOCKOIA YaCTHUIl OKCU/IA UTTPHS, MMOTyUYCH-
HBIX TOMOTCHHBIM COOCQKICHUEM IIPU PA3IMYHBIX KOHLEHTPALUIX UTTPHs B pacTBope. COOTHOLICHHE
xouuentpauuii [Y*)/[(NH,),CO] cocrapmsino 1:50.

[Tpu aHanu3e AaHHBIX BHIHO, YTO C YBEJIMYCHHEM KOHIICHTPAIMH CyMMapHOH KOHIIEHTPAIUH KO-
HOB UTTPUS U HEOANUMA YaCTHIBI OKCHA UTTPHSI CTAHOBSITCS MEHee ChepuuecKuMu, 0osiee KpyImHbIMU U
CHJIbHEE CPaCTaIOTCS B arjloMeparhl.

- C6
')r: 141 nm

¥
r =947 nm G5

C3 Fj
£=140 nm 3 C#
) =464 nm

0)

Puc. 8. 9nekTpoHHble CHUMKM YacTuL nopolkoB Nd:Y,0s:
a— C(Y*"+ Nd*) = 0,01 mons/n; 6 — C(Y*'+ Nd**) = 0,015 monk/n; B — C(Y**+ Nd*") = 0,02 mons/n

Kak BuanO U3 puc. 6 u 8, Kak /i peKypcopa, Tak 1 JUIsl CHHTE3UPOBAHHOTO OKCHJIA TIPOCIIEKHBA-
ercs cepuueckas popma gactun. CTOUT OTMETHTH, YTO pa3Mep CPEPHUUECKUX YaCTUL] OKCHAA UTTPUS
ymenbiaeTcs Ha 10-20 % B cpaBHEHMH ¢ pa3MeEpOM YaCTHI] IPEKypcopa, 4To JAejaeT BO3MOXKHBIM Mpo-
BEJICHHE OLICHKHU (DOPMBI U pa3Mepa JacTHIl Ha CTaANH PEeKypcopa.

VYBenuueHne BpeMEHH BBIACPXKKU ocazka oT 1 10 3 yacoB U yBenUUEHHE TeMIepaTypbl H30TEPMU-
yecko# BbiepKKH ¢ 90 1o 100 °C He oka3piBaoT BIMsSHUE Ha HOPMY U pa3Mep 4acTull.

3asucumocms opmul u pasmepa uacmuy om memnepamypsl CUHmMe3a

®opma vactun Nd:Y,03 npu remneparypax 700 °C u 1000 °C He MeHsieTcsl, IPH YBETUYEHUH TEM-
nepatypsl 1o 1200 °C mpoucxoauT yBeIndeHrne pa3MepoB U ciunanue yactul (puc. 9).

Puc. 9. dnekTpoHHble CHUMKM YacTul nopouka Nd:Y,O0s:
a — cuHTe3 npu 700 °C B TeueHune 2 yacoB; 6 — cuHTe3 npu 1250 °C B TeyeHune 2 YyacoB

T'emepocennoe obpamuoe coocadicoenue

3asucumocmov hopmul u pazmepa vacmuy om nPUPoOsbl OCAOUMENS U YCLOBUL OCANCOCHUS

Ha puc. 10 npeacraBieHbl CHUMKH CO CKaHHPYIOIIETO 3JIEKTPOHHOTO MHKPOCKOIIA YacTHUI] OKCHIIA
UTTPHS, TIOYYEHHBIX TETEPOTeHHBIM COOCAKICHHEM OMKapOoHaTOM aMMOHUS (0) 1 aMMHAaKOM (a).

Kak Bugno u3 puc. 10, yactunbl nopomrka Nd:Y,03, mosydeHHBIE TETEPOTEHHBIM COOCAXKICHUEM
pacTBOPOM aMMOHHUS YTJIEKHCIIOTO KHCJIOTO, TPEACTaBIeHbl B BUAE IUIACTHHOK TommuHON (110—
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250) am. Yacturpr nopomka Nd:Y,03, monydeHHbIe TeTEPOreHHBIM COOCAKICHHEM PACTBOPOM aMMHa-
Ka, TpeacTaBieHpl uronkamu ToinmuHor 20—40 HM, coOpaHHBIME B ariomepatsl. [Ipu 3ToM wacTuiis!
npekypcopa (CM. puc. 6) ¥ CHHTE3UPOBAHHOI'O OKCHAA MTTPUsl UMEIOT OJMHAKOBOEe cTpoeHue. Paszmep
gacTull uroisuatoil opmsl npekypcopa u Nd:Y,03 npakTudecku He H3MEHSETCS, B TO BpeMs Kak pas-
Mep YacTHIl IUIACTHHYATON (hOPMBI yMEHBIIAETCS IPAKTHYECKH B 2 pasa.

| &

D4 £6. nMm
D1 =49 nm 2 D3 185 nm<_ Th A "

)3 = 47 d D1 = 266 nMh

- 2 335 nm
1000 n’» = 48 o 4000 n

Puc. 10. OnekTpoHHble CHUMKM YacTul nopoiuka Nd:Y,O;
a — coocaxaeHue aMMuakom; 6 — coocaxaeHme 6MKap6oHaTOM aMMOHUA

W3meHenne cyMMapHOW KOHIIEHTpAIlMd MOHOB MTTPUS W HEOAMMa B PAacTBOpPE B JAMANa3OHE OT
0,01 mounb/n 1o 0,1 MOJIB/JT HE IPUBOAUT K U3MEHEHHIO pa3Mepa U OPMbI HaCTHII.

3asucumocmo popmel u pasmepa vacmuy om memnepamypsvl CUHmMe3a

Ha puc. 11-12 npeacrasnens cauMkn 9actuil Nd:Y,03, MOMTy4eHHBIX TETEPOTCHHBIM COOCAXKICHH-
eM OuMKapOOHATOM aMMOHUS M aMMHAaKOM TIPH Pa3lIMuHBIX Temneparypax cunresa: 700 °C, 1000 °C u
1250 °C. IIpu yBenmuenun temmepatypsl cuate3a ot 700 o 1000 °C gacTuipl, HOITyYeHHBIE TETEPO-
TeHHBIM COOCa)XJeHHEeM OMKapOOHATOM aMMOHMS, COXPaHsAOT cBow (opmy. Ilpu yBenndyenuun remume-
parypsl 10 1250 °C B macTuHKax HaOmogaeTcsi o0paszoBaHme chepuIecKuxX YacTHIl U mycToT. J{is yac-
THII, TIOJIY9CHHBIX TETEPOTCHHBIM COOCAXKICHUEM amMMHUakoM Tipu Temiieparypax cuurteza 700 °C u
1000 °C, ¢opma uacTuiy He H3MEHSETCS, a pa3Mep YacTHIl YBEJIWYMBAETCS NPUMEPHO B 2 pasa.
[Ipu yBenuyenun temnepatypsl cuuTe3a jo 1250 °C dopma u pa3Mep YacTHIl MEHSETCS: 00pa3yroTcs
YaCTHUIIBI OBATLHON QOPMEI ¢ pazmepom oT 240 10 280 HM, KECTKO CBS3aHHBIE B arIOMepaThl.

Puc. 11. OnekTpoHHble CHUMKM YacTul nopouwka Nd:Y,03, nony4yeHHOro coocaxaeHnem
6ukap6oHaToM aMmmoHus: a — 700 °C; 6 — 1000 °C; B — 1250 °C

D1 =49 nm 5
47&\ d
¥ d
1000 n” "94 T
6)

Puc. 12. dnekTpoHHble cHUMKM Yactuy nopotka Nd:Y,03, nony4yeHHOro coocaxgeHmeM aMMUaKoM:
a—700°C; 6-1000°C; B—1250°C

D5 =32 nm 2000 nm
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3akia0ueHue

Takum obpazom, Meromamu POA, NK-criekTrpomeTpun, 3neKTpoHHON MuKpockormu u TT- u JICK-
aHAJIM30M HUCCIICJIOBaHbI 3aBUCUMOCTH (hOPMBI U pa3Mepa YacTHUI[ OKCHJIA UTTPUS, JICTUPOBAHHOTO HO-
HaMU HEOJMMa, OT BHJA OCAIUTENIs, KOHIIEHTPAIIMN UCXOJAHBIX KOMIIOHEHTOB M TEMIIEPATypPhl CUHTE3A.
[MokazaHo, 4TO MPH U3MEHEHUW OCAIUTENs U3MEHseTCs GopMa U pa3Mep YacTHIl CHHTE3UPYEMOTO OK-
cuza: cepudeckas popma IpU UCIOIB30BAHUM KapOaMuIa B Ka4eCTBE OCaUTEIIA, IlacTuHYaTas (op-
Ma TIPY UCIIOJIb30BAHUM PACcTBOpa OMKapOOHATa aMMOHHS B KaueCTBE OCAJUTEINIS W Uroiibyaras (opma
NIPY UCTIOJB30BaHUH PAacTBOpa aMMHAaKa B Ka4eCTBE OCAIUTENs. Y CTaHOBJICHO, 4TO (hopMa JyacTHir mpe-
Kypcopa W CHHTE3MPOBAHHOT'O OKCHJIA MTTPUS HE U3MEHSCTCS B MPOIECCE TEPMHUYECKONW 0OpabOTKH.
Takxe yCTaHOBJICHO, YTO YBEIMUYCHHE KOHIICHTPAIMKM MOHOB MTTPHS B UCXOAHOM pactBope ao 0,015
MOJIB/JI B CITy4ae TOMOT€HHOT'O COOCXKICHUS IPUBOJUT K HAYally 00pa30BaHUs KECTKUX arJioMepaToB.
JlJis TeTeporeHHOro OOpaTHOTO OCAXKJCHUS W3MECHEHHE KOHICHTPAIUK WOHOB UTTPHS B PacTBOpE IO
0,1 MOJIB/1T HE MPUBOIUT K CYIIECTBEHHBIM U3MEHEHMSIM (DOPMBI M pa3Mepa 4acTHIl.

ABTOpPBI BBIPAXKAKT 0JIArOIaPHOCTh BCeM, KTO NPUMHHMMAJ y4YacTHe B IpPOBeleHUH padoT
110 MCCJIeI0BAHMIO.
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