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AHHOTANUSA

Bgenenmne. B pabore mcciieoBaHbl CTPYKTypHBIE U JTIOMHHECIIEHTHBIE CBOICTBA HAHOKPUCTAUIMYECKHUX ITOPOIIKOB
cocraBa Y3Als01,:Re3™ (Re3™ = Nd3*, Yb3*, Ce3"), cuntesnpoBaHHbIX MOAUDUIMPOBAHHBIM MeTOIOM [leuntu ¢
MCIIOJIB30BAHUEM MOJIMBUHIIITUPPOIIUIOHA B KQUECTBE AOMOTHUTEILHOIO CTA0UIIM3aTOpa U OPraHU4YeCKOro «TOIIMBaY
B Xozie cuHTe3a. Metoa. s nccieioBanusi TEpMUUYECKOM 3BOJIIOLIMM T€JIel U CBOMCTB KOHEUHOTO ITPOLyKTa IPUMEHEHBI
(bypbe-CrIeKTPOCKOMHS, TIOMUHECHEHTHAsA CHEKTpocKonus, quddepeHnuanbias CKaHUPYIOIas KaTopuMeTpus,
CKaHMPYIOIIAs HIEKTPOHHASI MUKPOCKOIIHS, a Takke peHTreHo(a30Bkli ananm3. OcHOBHBIe pe3yabTarhbl. [Tokazano, 4to
MIPUMEHEHHE MOAN(UIMPOBaHHOTO MeTozia [TeurHu mpy HCHoIb30BaHNH T0OABOK TTOIMBHHIIIITHPPOIUIOHA B HCXOTHBIC
pacTBOpHI OOecIeYnBaeT MOIyYeHNE BBICOKOJUCIIEPCHBIX MTOPOIIKOB aJIIOMOUTTPUEBOrO IpaHaTa, COASPKAIIUX
peaKo3eMeNbHbIe HOHBL. YCTaHOBIICHO, YTO BBEJICHHUE ITOJIMBUHIIITHPPOIINIOHA OKa3bIBACT CYIIECTBEHHOE BIMSIHIE Ha
9BOJIFOLMIO KOMIIO3UIIMOHHBIX Tejiel P UX TepMooOpadoTke N (OpMHPOBaHHE HAHOKPHUCTAIIIOB aJIFOMOUTTPHUEBOIO
rpaHara IpOMCXOAUT npu Temmneparype okoisio 883 °C. Obcy:xaenne. [TonyueHHble B paboTe HAHOKPUCTATUIMYCSCKUE
MOPOIIKH MOTYT OBITh HCIIOIB30BAHBI B KaU€CTBE MPEKYPCOPOB AJISl CHEKaHMs JIa3€PHOM KEpaMHUKH U BBEICHBI B
OINITUYECKOE BOJIOKHO AJIS CO3aHUS yCUITUTENEH.
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CTpyKTypHbIE M CNEKTPabHbleE CBOMCTBA HAHOKpUCTananydeckux nopowkos AUT:Nd, AUTCe n AUTYD...
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Abstract

Synthesis of nanocrystalline yttrium-aluminum garnet doped with neodymium was performed via modified Pechini
methods. Evolution of material during synthesis was studied using differential thermal analysis; the structure and
morphology of synthesized nanopowders were studied using scanning electron microscopy and x-ray diffraction. It
was shown that the use of an additional low-temperature stabilizer leads to formation of crystalline yttrium-aluminum
garnet phase at lower temperatures. It was shown that the formation of nanocrystals occurs at the temperature of about
883 °C. Obtained powders can be used as precursors for ceramics sintering or be introduced into the optical fiber in
order to fabricate optical amplifiers.
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BBenenune

Kpucramnnel antomoutrpueBoro rpanara (AUT,
Y3Al501,), akTUBHPOBaHHbBIE PEAKO3EMEIbHBIMU KOMIIO-
HEHTaMH, IIMPOKO IPUMEHSIOTCS B ONITUKE U ONTORJICK-
TPOHHKE, Onarogaps BBICOKUM CIIEKTPATbHO-IIOMHUHEC-
LEHTHBIM cBoiicTBaM [1-5]. CTpykTypa U CBOHCTBA 3TOTO
MaTepHaa XOpOIlo U3BECTHBI, U OH IIMPOKO HCHOJIB3YETCS
B BH/IE MOHOKPUCTAJIIOB Y TTOJIMKPUCTAIINYECKON ONTHYIE-
CKOM KepaMMKH B Pa3/INYHbIX JIA3EPHBIX CHCTEMAX.

AWT, nernpoBaHHBIA HOHAMH PEIKO3EMETbHBIX METal-
JIOB, IMIMPOKO MPUMEHSETCS B MPOU3BOJCTBE JHCIICEB U
nazepos [6, 7]. AUT, conepkaiuii peaKo3eMeNbHbIe MOJIU-
(UKaTOpbl, B BUJIE AUCIIEPCHBIX TTOPOLIKOB MPUMEHSIETCS
B CBETOAMOJHOI TEXHUKE, CEHCOPUKE U HAHOTEPMOMETPUU
[1, 8, 9] u aBHseTCS NPOMEKYTOUHBIM MPOLYKTOM MpPHU
(dhopmupoBaHwH J1azepHO kepamuk [5, 10]. [Ipu ucmons-
30BaHUH BBICOKOJIMCHEPCHBIX MopomkoB AU BaxkHyTO
POJIb UTPAIOT MOPQOJIOTHS MaTepHalIa, pa3Mep KPUCTaIIOB
1 0COOCHHOCTH MX KPUCTAIIIMIECKON CTPYKTYpPBI, B 3HA4H-
TEJILHOW Mepe OIPEeIEIIIONINECs] METOIOM U TEXHOIOTHYe-
CKHMH yCIIOBUSIMU ero monydenus [11-13].

Hanoxkpucrammnueckue nopomku AUD moryt ObITh
NOJIyYeHBI IPU NIOMOINHK TBepaodazHoro cuHTesa [14],
30J1b-Tesib MeToja [11], MeTona cxxuranus OpraHMueCcKoro
torunBa (combustion synthesis) [8, 12], ruaporepmas-
Horo cuHtesa [15], nuponusa asposoneii [13], ocaxxaeHus
u3 pactBopa [16], nomumepHo-conesoro meroaa [9, 10].
OnxuM u3 Hanbonee MPOCThIX U 3()(HEKTHUBHBIX METOJOB
nosrydeHus mopomkos AW sBisieTcs 3051b-Teb METO
[TeanHu, B KOTOPOM B KadecTBe cTabmim3aropa u opra-
HUYECKOTO TOTUINBA MCIIOJIB3YETCS IMMOHHAS KUCIIOTA.
JlaHHBII METOX YHUBEpCAJEH, He TPeOyeT CIOKHOTO TeX-
HOJIOTHYECKOro 000pyA0BaHus U obecrnednBacT HopMu-

pOBaHME IMCHEPCHBIX OKCHIHBIX TIOPOIIKOB C BBICOKUMH
JIFOMUHECIIEHTHBIMU cBOWicTBamHu [17].

B pa6ore [17] st momydeHust BEICOKOIUCIIEPCHBIX T0-
poukos Gd,03, conepkamux nonsl Nd3*, Gbu1 HCII0J1B30-
BaH MoAM(UIMpoBaHHbIi MeTo/ Ileunnu, B KOTOpoM, Haps-
JIy C OTHOCHUTEIIbHO HU3KOTEMIIEPATYPHBIM, TPATUIIHOHHO
WCIIONB3YEeMbIM CTAOMIN3aTOPOM (JTMMOHHASI KHCJIOTA),
NPUMEHSIINCH JI00aBKU B HCXOJTHBIE PACTBOPHI MTOJIMBHHIII-
nupposauoHa (I1BIT). DtoT pacTBOpUMBIN OpraHuYecKuii
HoJIMep 00pasyeT B pacTBOPaxX METAJUIONOINMEPHBIE KOM-
miekcsl [ 18], pasnaraercs npu HarpeBaHUU 10 TEMIEPATyp
6onee 400 °C u mMUPOKO UCIIOIB3YeTCsl B (HOPMUPOBAHUM
Pa3IMYHBIX HAaHOYACTHIl OJIMMEPHO-COJIEBBIM METOI0M
[9, 10]. JIumoHHas KuCcTIOTa 0Opa3yeT XeIaTHbIC KOMITICK-
CBl C NOHAMH METAJUIOB, YTO TIO3BOJIAET UCIIOIb30BATh €€
B Ka4decTBE cTaOMIN3aTOpa MPH BBICYIIMBAHUH PACTBOPOB
JUISl COXpaHEHUsI OAHOPOAHOCTH U MPEMSATCTBOBAHUS BbI-
TaJIEHUIO0 0CAJIKOB coJield MeTallioB. Mcnonb30BaHue qByX
crabummzaropoB (I1BIT n TMMOHHOI KHUCIOTHI) C pa3iany-
HBIMHU TeMIIepaTypaMH Pa3I0kKEHUS MO3BOJSET MPOUIUTh
MPOLIeCC BBIICICHUS Ia3000pa3HbIX MPOJYKTOB PEaKIUK
U TE€M CaMbIM MOBBICUTH JUCIIEPCHOCTh CHHTE3UPYEMbBIX
nopo1kos [17].

enbio nanHOM pabOTHI sIBIIsIETCS CUHTE3 HAHOKPU-
crajutMdecKux mnopomkos cocraa AUT:Re3* (Re: Ce3™,
Yb3+, Nd3+) monuduuuposanubsiv Metogom [eunnu [17] ¢
ncnoib3oBannemM [1BIT u 6e3 Hero, a Taxke MCCIeI0BaHNE
(ha30BOTO COCTABA, CTPYKTYPHI, MOP(OIOTHH TTOBEPXHOCTH
Y JIIOMUHECLIEHTHBIX CBOICTB TOydEHHOTO MaTepHuaa.

MaTepna.nLl " METObI

B mponecce cuHTe3a OBUIM MCIOIB30BAHBI CIIENYIO-
MHUe XUMUYeCKne peakTuBbl: HUTpar UTTpus (Y) 6-Bo-
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A. Myccaywu, [1.B. Bynbira, A.W. UrHatbes, C.K. EBcTponbes, H.B. HukoHopoB

JTHBIN (XuMHuUecKkui yucToii (XY)), HUTpaT aTtoMUHHS
(Al) 9-Bonnsrii (XY), nurpar uepust (Ce) 6-Boausiii (XY),
nurpar Heoguma (Nd) 6-Boanbiit (XY), ximopua urrepOust
(Yb) 6-Bomusbrit (XY), mumonnas kuciota 1-Boanast, [1BI1
(Sigma Aldrich, My, = 1 300 000) n mucTHUIIpOBAaHHAS
nenonnzoBaHHas Boaa. [IBII 1 nuMoHHAst KHCIOTA HTPAIOT
pOIb cTaOMIIN3aTOPOB B XOJ€ CHHTE3a, MPEMSATCTBYIOIINX
BBIINA/ICHNIO OCaJKa B XOJI€ BBICYIINBAHUS PAacTBOPA, a
TaKkK€ OPraHNYECKOTo TOILUIMBA, NPEMATCTBYOLIETO 1alb-
HEHIIeMy poCcTy HAHOKPUCTAIIIIOB B XO/I€ TEPMOOOPaOOTKH
3a CUeT BbIJIEJICHHS ra3000pa3HbIX MPOIYKTOB PA3JIOKEHMSI.

XUMUYECKHUI COCTaB UCXOIHBIX PACTBOPOB IPEICTAB-
ne” B Tabi. 1. BbUTO IPUTOTOBIICHO IIECTh PACTBOPOB C
ucnons3oBanueM [IBIT u 6e3 Hero, COOTBETCTBYIOMNX
COCTaBaM KOHEYHBIX NpoaykToB AUT:Ce3t, AUT:Nd3T,
AWT:Yb3*. Tocne TH@ATeapHOro nepeMenuBaHus mpu
temneparype 70 °C B TedeHHe AByX 4acOB PacTBOPHI BbI-
CYIIMBAJINCH NPH TOH K€ TeMIeparype, 3aTeM ITOJTydeH-
HBIE TEIH B TEUCHHE ABYX 4aCOB IOABEPTAIUCH TEPMO-
o0paboTke B MydenpHOI eun pu Temneparype 1000 °C.
PaccunTaHHBIM XMMHYECKHN COCTAB IOTYYEHHBIX HAHO-
KPUCTAJUIMYECKHUX MOPOIIKOB (J1ajiee 1Mo TeKCTy: HaHO-
nopomku 1-6) coorBerctByer AUIL ¢ 1,0 mon.% R,0;5
(R=Ce, Nd, Yb). [Tockonbky Ce, Nd, Yb umeror 60J1b11y10
aTOMHYIO Maccy, U3BMEHEHHE UX MacChl B X0Jie TepMOooOpa-
0OTKHM Telieil He3HAYNTEIIBHO.

BrInonHuM nccieioBaHNEe TEPMUYECKONW HBOJIIOIUHT
reyied ¥ CBOWCTBAa CHHTE3MPOBAHHBIX HAaHOKPHUCTAIIIN-
YECKHUX MOPOIIKOB CIEAYIONMMH MeToaaMu: Gypbe-
CIIEKTPOCKOIINH, TIOMHUHECIEHTHON CHEKTPOCKONNH,
T pepeHTaTbHON CKaHUPYTOIIEH KaJOPIMETPHH, CKa-
HUPYIOIIEH IeKTPOHHON MUKPOCKOINH U PEHTTeHO(a30-
BOTO aHAJIN3a.

PaccMOTpuM KpHCTAIITMYECKYIO CTPYKTYPY U (ha30BBIit
COCTaB MarepualioB ¢ nmomolusio audpakromerpa Rigaku
Ultima IV. OnieHky cpeHero paamepa KpucTajuioB MpoBe-
nem 1o opmyie lleppepa. OcymiecTBUM pEerucTpanuio
CIIEKTPOB MH(PAKPACHOTO MOIIOLIEHHUS OPOIIKOB C UC-
nosb3oBaHneM Qypoe-criekrpomerpa Bruker ALPHA ¢
MIPUCTABKON Ha HEMOJIHOE BHYTPEHHEE OTpAKECHHE.

[IpoBenem ucciie0BaHus TEPMUIECKOI IBOTIOLUH Te-
neit Ha quddepeHnnanbHOM CKaHUPYIOIIEM KaJlopruMe-
tpe STA 449F1 Jupiter (Netzsch), a Mopdomorun gacTuig
MIOPOIIKOB Ha CKaHUPYIOIIEM JIEKTPOHHOM MUKPOCKOIIE
MIRA3 TESCAN. CriekTpsl JIOMUHECIISHIINY B UANa30He
A =250-800 M n3yunm Ha criekrpodroopumerpe Perkin-
Elmer LS 50B.

3KCl'lepl/lMeHTaJ'll)Hl>Ie pe3yabTaThl

TepmooOpaboTKa BEICYIIEHHBIX T'eJel MpHUBea K MOJI-
HOMY Pa3JIOKEHUIO OPraHWYECKUX COCANHEHHH, UTO BbI3Ba-
JI0 yMEHBIIIEHNE MAcChl 00pa3IoB U TepMuueckne 3ddek-
ToI. Ha puc. 1 npeacrasiens! nanubie audhepeHnnanbHon
CKaHUPYIOIIEH KaJTOPUMETPHH Il PACTBOPOB reneit 3 u 4.
HeGomnb110#i 5HI0TEpMHYECKHH MTPOLecC, HAOIIOIAIOIIUHCS
B Auana3zoHe Temneparyp 20—120 °C ¢ notepeil Macchl
okoiio 5 % (puc. 1, a), cBsi3aH ¢ nerujaparanueil reyeu.
DK30TepMUYECKHE MTPOIIECChI, TPOUCXO/AIINE B 00IaCTH
temmnepatyp 120-750 °C, cBsA3aHBI C pa3i0oKEeHUEM LU-
TparoB, HutparoB u [IBII, okucieHnem opraHu4ecKux
coemmaeHui (120-450 °C) 1 mocieayomuM OKHCICHUEM
OCTaTOYHOTO YIIIEPOAa KHCIOPOIOM BO3yXa C S9K30TEPMU-
geckuM dpdextom (450-750 °C) 10 mOTHOTO Pa3IoKESHHUST
OpPTaHUYECKHUX OCTaTKOB.

HeGomnpmiol sHI0TEpMUYECKU TpoTiecc, Habmoaaro-
mmcs 1 resst 4 mpu temmieparypax 10 120 °C ¢ nmorepeit
MacChl OKOJIO 5 % CBsi3aH ¢ aeruaparanueii rens (puc. 1, b).
B o6mactu temneparyp 120—700 °C HabmrogaeTes ps
9K30TEPMHUUECKUX IporeccoB. DPdekTsl B 001acTH TEM-
nepatyp 200—600 °C cOOTBETCTBYIOT OKHCICHHUIO KUCIIO-
POZIOM BO3JlyXa M HUTPAaTaMU METAJUIOB OPTaHMYECKHUX
COCJIMHEHUH ¥ OCTaTOYHOIO YIIEPO/a, & TAKKEe MOTYT OBITh
CBsI3aHBI C 00pPa30BaHNEM aMOP(HBIX OKCHIOB.

CorracHO TaHHBIM peHTreHo(dazoBoro aHammza [17] B
XOZIe CHHTE3a OKCHIA TAf0MHIUS MOJU(UIMPOBAHHBIM Me-
tomoM [leunnu, npu 600 °C MaTepran MOYTH MOTHOCTHIO
cocTouT U3 aMop(dHOi (asbl, B HEM TaKXkKe COIEpKATCS
KPUCTAJNINYECKUE YACTHIIBI CO CPEIIHUM pa3MEepOM I10-
psaaka 10 M. [Ipu 1000 °C noponiok NoJTHOCTHIO COCTOUT
n3 Kprctaumieckoi (assl. OTCIOIa MOKHO CAENaTh BbI-
BOJI, YTO IK30TEPMUYECKUE MUK ¢ MakcumyMmamu 883 °C
(puc. 1, a) u 895 °C (puc. 1, b) cBsi3aHbI ¢ 00pa3oBaHUEM
kpuctasumaeckoro AUI™ u3 aMmopdHBIX OKCHI0B, 00pa3o-
BaBIIIUXCS TP MPpOKanuBaHuU reneil. B [19] o6pa3zoBanue
kpuctamioB AW :Ce3* u3 pacTBOpOB rejieid, MoayYeHHbIX
MIPH WCIIOJIB30BAHUH A00ABOK ATHJICHTIUKOIS, HAOIIO-
nanock mpu 900 °C. @opmMupoBaHHE KPUCTAIITHIECKON
¢dazer AUT:Nd3* npu Tepm006paboTKe HAHOIOPOLIKOB,
MOJYYEHHBIX METOZOM COOCAKACHHS MPU IPUMEHEHUH
rugpokapooHara ammonus [20] wim MmoyeBuHsI [21], mpo-
ucxoauio npu Temmneparypax 948 °C [20] u 900 °C [21].
B [22] o6pasosanue kpuctamueckoi dassr AUT:Eudt u3
pacTBOPOB renei Takke HaOMIONAIOCH TIPH TeMIlepaType
900 °C.

Tabnuya 1. XuMu4eckuil cOCTaB UCXOJHBIX PACTBOPOB

Table 1. Chemical composition of the initial solutions

Howmep Konuenrpanust, macc.%

pacTBopa Bona I1BI1 JlumonHast kucnora Y(NO3)3 AI(NO3); | Ce(NO3); | Nd(NO3)s3 YbCls
1 87,20 5,11 4,26 1,48 1,92 — 0,03 —
2 91,91 — 4,50 1,56 2,00 — 0,03 —
3 87,20 5,11 4,26 1,48 1,92 0,03 — —
4 91,91 — 4,50 1,56 2,00 0,03 — —
5 87,21 5,11 4,26 1,48 1,92 — — 0,02
6 91,91 — 4,50 1,56 2,00 — — 0,02
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Puc. 1. Pesynprare! nuddepernnansHoil ckanupytomeit kanopumerpun (JJCK) (kpuBblie /) 1 TepMOTpaBUMETPHUUECKOTO aHATIH3a
(xpuBsIe 2) 1uist pacTBOpoB reyel 3 (a) u 4 (b)

Fig. 1. The results of differential scanning calorimetry (curves /) and thermogravimetric analysis (curves 2) gel solutions 3 (a) and 4 (b)

ITo narnbsM [17] BBenenue [IBII B ucxomHsiit pacTBOp
3HAYUTENILHO YCKOPsieT (POPMUPOBAHNE KPUCTAIUINIECKOM
(a3pl, yMEHbIIaeT MUHUMAIIBHYIO TEMIIEparypy, He0OX0/1u-
MyI0 Jutsi ee GopMUpPOBaHHUs, @ TAK)KE YMEHBIIACT CPETHUI
pa3Mep HaHOKPHUCTAIJIOB.

Ha puc. 2, a npencraBieHsl CleKTpbl HHPPaKpacHoO-
IO MOIVIOLIEHUS BBICYLLIEHHBIX pacTBOPOB rene 1, 3 u 5.
WHTEHCHBHAS 110J0Ca ¢ MAKCUMYMOM OK0JI0 2945 cm!
COOTBeTCTBYyeT KonebanusMm rpymmsl O—H Bogsl, comep-
Kareiics B oOpasnax [22], momoca ¢ MAaKCUMyMOM B 00-
nactu 1620 cm! — koneGanuaM KapOOHUJILHOM IPYIIIbI
—COO-, comeprkalieicst B MOJIEKyJIe TUMOHHON KUCIIOTHI
[23]. K xonebanusim C—H OTHOCHTCS MUK ¢ MAKCUMYMOM
okoso 1290 cm!, a monoca momIomEHus: ¢ MaKCUMYMOM
1415 cm! — uurparam [24]. Cienyer OTMETUTD, YTO B
CIIEKTPE PACTBOPOB Tejiell HaOI0AAI0TCs MOJIOCH KojieOa-

Tlornomenwue, OTH. €11.
[\o]

T T T T

T T
2000 3000

BonHoBOE umCI0, cM ™!

T
1000

Hu#t cszeit M—O (M =Y u Al) B o6nactu criektpa 550—
850 em! [22].

Ha puc. 2, b nokazanbsl HHppaKpacHbIE CHEKTPHI
HAHOIIOPOLIKOB, MOJYYEHHBIX MyTeM TEPMOOOpPabOTKH
pactBopoB reneit npu temneparype 1000 °C. B cnexk-
Tpax HaOJIIOAIOTCS MTOJOCH ¢ MAKCUMyMaMH OKOJIO 685,
720 u 787 cmL. KoneGanusim cBsizu Al-O cooTBeTCTBY-
IOT MOJIOCHI MOMIOUIEHUS ¢ MAaKCUMyMaMHu 0KoJio 787 u
685 cm 1, a Y-O — nosnioca ¢ makcumymom 720 em! [25].
[Tomy4ennsle HH(PaKpacHbIE CHEKTPHI MOITHOCTHIO COOT-
BETCTBYIOT CHEKTpy Kpuctamia AUT.

Ha puc. 3 npuBeaeHs! 31EeKTPOHHO-MUKPOCKOITMIECKHUE
CHUMKHU HaHOKpHCTa/UIMYecKux mopomkoB 4 u 3. Kak
BUJHO U3 puc. 3, a, ¢, IOIy4eHHbIE MaTepHasbl COCTOST
U3 YaCTHUIl MUKPOHHOI'O pa3Mepa, UMEIOIUX CIOXKHYIO
cTpykrypy. Habnronaercst 3ameTHoe pasnuane B Mopdo-

HOFJ'IOHIGHI/IC, OTH. €1.

T T
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BonHoBoe uncio, cM ™!

Puc. 2. IndpakpacHble CIIEKTPbI BBICYILIEHHBIX pacTBOpoB reneid 1 (kpusas 1), 3 (kpusast 2) u 5 (xpusas 3) (a)
Y HAHOKPHCTAJIMYECKHUX [TOPOIIKOB, IOJyYEHHBIX U3 PacTBOpPOB reneii 1 (kpusast /), 3 (kpusas 2) u 5 (kpuBas 3), CAHTE3UPOBAHHBIX
npu remneparype 1000 °C ()

Fig. 2. IR spectra of dried gel solutions 1 (curve /), 3 (curve 2) and 5 (curve 3) (a) and nanocrystalline powder obtained from the gel
solution 1 (curve /) synthesized at a temperature of 1000 °C (b)
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Puc. 3. DneKTpOHHO-MUKPOCKOIIMYECKHE CHUMKU HAaHOTIOPOIIKoB 4 (a, b) u 3 (¢, d)

Fig. 3. Electron microscopic images of nanopowders 4 (a, b) and 3 (c, d)

JIOTHH YaCTHI TIOPOIIKA, TOTYYEHHOTO C UCIIOIb30BaHHEM
[1BIT n 6e3 nero. Hanonopouiok 4, noiyueHHbId 6e3 npu-
menenus [1BI1, cocTonT M3 MIOTHBIX YaCTHUI] MUKPOHHOTO
pasmepa (puc. 3, a), Ha TOBEPXHOCTU KOTOPBIX BUIHBI OT-
JeNTbHBIC HAaHOYACTHIEI (puc. 3, b). B cTpykType HaHOMO-
porka 3, CHHTE3UPOBAHHOTO MPH HCIIOIB30BaHNH 1I00aBKH
[1BI1, HabmronaroTcst KPyIHBIC BEICOKOMIOPUCTHIE arperaThl
(puc. 3, ¢), coctosimue u3 HaHOUacTHIl (puc. 3, d). Hamane
MOPHUCTON CTPYKTYPHI B Marepuajax, MOIyICHHBIX IIPU
npumeHenuu [1BI1, cBs3aHO ¢ CHIIBHBIM ra30BbIICIEHUEM
npu passoxeHun Hutparos u [IBII npu Temneparypax
400-600 °C (puc. 1, a). Takre 0cOOCHHOCTH MOP(OIOTUH
MarepuasioB, CHHTE3UPOBaHHBIX ¢ ucnoyibzoBaHueM [1BII,
oTMeueHbI B paboTax [17, 24].

Ha puc. 4 npuBeaeHbl peHTreHOTpaMMbl HAaHOMO-
pomkos 3 (kpuBast /) u 4 (kpuBas 2). AHanoruuusle qud-
paKTorpaMMbl OBUTH MTOTy4eHbI Uil Bcex rnoporkoB AUT,
COZIepIKAINX pa3lInuHbIC PEKO3eMeNbHbIC HOHBL. BuHO,
YTO TIOJTyYCHHBIE MAaTEPUAIIbI IIETTMKOM COCTOSIT U3 KyOu-
geckoil ¢pa3er AT i 0061a1at0T BRICOKOH KPHUCTAILTHIHO-
CTBIO, YTO ABJISCTCS BAKHBIM IIPU CO3/TaHUH CBETOINOIOB,
MTOCKOJIBKY CTENEeHb KPUCTAIUTMYHOCTH OKAa3bIBAeT CyIIe-

CTBCHHOE BIIMsHUC HA 3()(HEKTUBHOCTH JTFOMHHECLICHIIUH
[26].

Pacuer cpennero pasmepa HaHOKPHCTAIUIOB OCYIIE-
ctBuM 1o hopmyrte [leppepa [27]:

d = kM(Bcos),

rae k — xoucranta Illeppepa (k= 0,9 s kyOuueckon
(hasel); A — JUIMHA BOJHBI PCHTTCHOBCKOI'O U3JTyYCHHS
(A= 0,15406 um nns Cu Ka); B — mmpuHa Ha MOJTyBBI-
cote HanboJlee HTEHCUBHOTO MHKA B AU(PAKTOrpamMMe;
0 — yroun bporra.

B pesynbrare monyueHo, 4TO CpPeAHUN pa3Mep HAHO-
KPHUCTAJJIOB B CHHTE3UPOBAHHBIX MOPOIIKAX BAPbUPYETCS
ot 40 1o 68 HM. Hanbonpmmii cpeqHuid pa3mMep HaHOKPHU-
ctayioB (60, 68 HM) mocTHUTAeTCs IS PacTBOPOB Trereit 5
" 6, akTUBUPOBAaHHBIX Yb. Bce 3TH sABIeHUs, BEPOSTHO,
CBsI3aHBI C OCOOCHHOCTSIMH IIPOLIECCa KPUCTAIUTH3AIMH
AUT:Yb3,

Beenenue [IBII B ucxonHbIil pacTBOp NPUBOAUT K 3a-
METHOMY YMEHBIIEHHIO CPEIHUX PAa3MEPOB HAHOYACTHUIL
nopoiuka. [TogoOusIi addekr onucan B padore [17] mist
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Puc. 4. TudpaxrorpamMmmbl HaHOTTOPOIIKOB 3 (kpuBast /) u 4
(xpuBas 2).
Ha BcTaBKe [OKa3aH C/ABUT IIMKOB B CTOPOHY OOJIBIIKX YIJIOB MPH
CHHTE3€ C MCIIOJIb30BaHHEM [OJIUBUHIIIIIMPPOIINIOHA

Fig. 4. Diffractograms of nanopowders 3 (curve /) and 4 (curve 2).

The inset shows the shift of peaks towards higher angles during
synthesis using polyvinylpyrrolidone

nanoyactui] Gd,O3:Nd3*. D10 sBIEHIE MOXKET OBITH 0OBC-
HEHO CHJIbHBIM BBIJICJICHHEM I'a30B Npu paznokennu [1BI1
Y HUTPATOB METAJIJIOB, IIPOUCXO/ISILEM B TEMIIEPATYPHOM
unteppaie 400-600 °C (puc. 1, a). Beigenstonuecs B
GompImx o0beMax razpl 00ecIeYnBaOT IIPOCTPAHCTBEHHOE
pasjeneHue 00pa3yoIMXCs U3 HUTPATOB YaCTHIl OKCH/IOB
METaJUIOB, YTO TIPH JalTbHEHIIeH TepMooOpaboTKe, pu 60-
Jiee BBICOKUX TeMIIeparypax, MPUBOIHUT K (GOPMHUPOBAHUIO
0oJiee MEJTKUX HAHOKPHUCTAILIOB.

HoHHbIe pannychl peKO3eMelIbHbBIX aKTHBATOPOB,
BHEJPEHHBIX B KpucTauisl AVI, 3aMEeTHO OTIMYAIOTCS
OT 3aMeIaeMoro UMy uoHa Y (MOHHBIE paguychl Y3T,
Yb3*+, Nd3* u Ce3+ cocrasustor 0,1019; 0,0985; 0,1109
u 0,1143 uM cooTBeTcTBeHHO [28]). DTO OompenensieT ae-

(hopMaIuio ¥ K3MEHCHUE Pa3MEPOB IIEMCHTAPHOM STYCHKU
AU (tadm. 2). OtMeTuM, 9To IehopMalius JeMEHTapHON
STYCHKH KPUCTAIUIOB (OTKJIIOHCHUE 3HAUCHUS MapaMeTpa
KPUCTAJUTMICCKON PEIICTKU OT 3HAYCHUS TSI MOHOKPH-
crajumaeckoro AWIY) mpu cunresze Hanouactu AUT:Ce
MOIU(DUIUPOBAHHBIM METOAOM lleunHN M MpUMEHEHUN
no6asku [1BII menpmie, uem HaOmroqatach B HAHOKPH-
CTaJulaX, CHHTE€3WPOBAHHBIX B [ 19] aHAIOTHYHBIM METOIOM
[P KCII0Jb30BaHUU JT00ABKH ITHIICHITIHMKOMIS (Ta0iI. 2).
‘YMeHbIIIeHHE MEKIUIOCKOCTHOTO PACCTOSIHUSI TAKKE CBHJIC-
TENBCTBYET O CJIBUTE [TMKOB B CTOPOHY OOJIBIINX YIJIOB ITPU
cunrese ¢ ucnoib3obanueM I1BII (puc. 4). I[TomyueHHsbIiH
pe3ysbrar MOXKeT OBITh CBSI3aH C TEM, YTO B XOJIE CHHTE3a
¢ ucnonb3oBanueM [1BI1 HaHOKpUCTAIITBI pacTyT U3 3apo-
JBIIICH C MEHBIIUM Pa3MEpOM, YeM IPU HCIIOIb30BAHUU
J00aBOK ¢ MEHBILICH TEMIEepaTypoi pazIoKeHusI.
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Puc. 5. Cnextpbl BO30YXICHUS JIIOMUHECLICHIIIH
(xpuBas /) 1 TIOMUHECLEHIIMU (KpUBast 2) MOPOIIKa
AWT:Ce3*, CMHTE3UPOBAHHOTO C MCTIONB30BAHUEM
MIOJINBUHUIIITUPPOIIHIOHA

Fig. 5. Luminescence excitation spectrum (curve /) and
luminescence spectrum (curve 2) of YAG:Ce3* powder
synthesized using PVP

Tabnuya 2. TlapaMeTpsl PEMIETKA U CPEIHUN pasMep HAHOKPHCTAILIOB B moporunkax AU :R3* (R3* = Ce3*, Nd3+, Yb3+)

Table 2. Lattice parameters and average size of nanocrystals in YAG powders: R3* (R3* = Ce3*, Nd3*, Yb3*)

B e BT
ANTI":Nd c I1BII (pactBop 1) 40 1,20363 1,74371
AUT:Nd 6e3 IIBII (pactBop 2) 42 1,20629 1,75532
AMUT:Ce c [1BII (pactBop 3) 44 1,20348 1,74306
AMUT:Ce 0e3 IBII (pactBop 4) 63 1,20504 1,74987
ANI:YD c [IBII (pactBop 5) 60 1,20358 1,74352
AUT":Yb 6e3 IIBII (pactop 6) 68 1,20512 1,75001
Momnoxkpucramngeckuid AUI [15] — 1,20020 1,72886
Mounokpuctammmaecknit AUL, (JCPDS Ne 01-073-3184) — 1,20100 1,73232
Hanomnopomok AUT:Ce (1 mon.%) [19] 29 1,20390 1,74490
Hanomopomox AWI:Nd (1,2 macc.%) [10] 40 1,20610 1,75449
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W3BecTHO, YTO MOBBIILICHHE TEMIIEPaTypbl TEpMO0Opa-
60Tk HaHokpuctaiioB AUIL, chopmupoBaHHBIX HU3KO-
TEeMIEepPaTypPHbIM METOJIOM, MOBBIIIAET CTENEHb KPUCTAJI-
JMYHOCTH MaTepHajia U yMEHbBIIAET pa3Mep NEMEHTapHOI
siueliku HaHokpucTasuioB [19]. Beenenue I1BII B cocras
HCXOTHOW CMECH MPUBOIUT K CYIIECTBEHHOMY ITOBBIIIIE-
HUIO TEMIIepaTypbl MaTepuaia B Ipouecce TepMoodpa-
601K (puc. 1), 9T0 ompenenseT yMeHbIICHAE TapaMeTPOB
NIEMEHTAPHBIX sTUeeK (POPMUPYIOLINXCS HAHOKPHUCTAIIIOB
AUT (Tabumn. 2).

Ha puc. 5 npeacraBieHsl CIEKTPHl BO30YKIACHUS
(xpuBas /) U TIOMHHECLEHIMH (KpUBas 2) HAHOKPUCTAJI-
nuyeckoro mopomka AUT:Ce3*. Tlonoca Bo30yxaeHUs
C MakCUMYMOM OKOJIO 454 HM (3JIEKTPOHHBIN NEPEX0
411 — 4105d! wonos Ce3*) X0poIIO COOTBETCTBYET I10-
JI0Ce U3IY4YeHHs CBETOANOA0B Ha ocHOBe InGaN, Takum
o0Opasom, AUT:Ce3* MOKET UCTIONB30BATHCS B KAYECTBE
Tepen3Tydaress sl JaHHOTO THIa CBETOAMO0A0B [29].
AcuMMeTpUYHAs TI0J0Ca JTIOMUHECHEHIIUN ¢ MAKCHMY-
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Puc. 6. CIeKTpbI JTIOMUHECIEHIMU HaHomoponkoB ANUT:Nd3*
(@) n AUT:Yb3* (b), cMUHTE3UPOBAaHHBIX C MCTIOIB30BAHUEM
MOJTMBUHUIITUPPOIIHIOHA

Fig. 6. Luminescence spectra of YAG nanopowders: YAG:Nd3*
(@), YAG:Yb3* (b) synthesized using PVP

MOM 0K0J10 540 HM CBsI3aHa C AEKTPOHHBIMU TIepeXoiaMu
5d! — 2F5; u 5d! — 2F,, nonos Ce3* [19].

Crekrpsl noMuHecteHnuu oopasunos AU :Nd3* u
AWT:Yb3* npencrasnens! Ha puc. 6. B cnekrpe noMu-
HecIeHIN o0pasma, JerupoBanHoro Nd, HaOmromar0TCs
XapaKTepHBIE TOIOCH TIOMUHECIICHIINU B MHPPaAKPaCHOM
nmuamazone 1025—-1150 HM, COOTBETCTBYIOIIHE ICKTPOH-
HoMy niepexony 4Fs,» — 4141, B nonax Nd [30]. [IBe me-
Hee MHTCHCHUBHBIE TPYIIIHI MTOJIOC B 00JIacTH 0KoJio 950
u 1340 um onpenensitores nepexonamu 4F3n — 4gp 1
4F3 — 132 (puc. 6, a).

ITo MOJIYUYCHHBIM CIIEKTpaM JIIOMUHECHCHIIUN HAaHO-
nopomka AUT:Yb3* (puc. 6, b) BuaHa Hanbosnee WHTEH-
CUBHasl 110JI0Ca JIIOMUHECICHIINU ¢ MAKCUMYMOM OKOJIO
1030 am. OcTanbpHble MOJIOCHl ¢ MEHbIIEH MHTEHCHUBHO-
CTBIO COOTBETCTBYIOT JICKTPOHHOMY TI€PEX0ly HOHOB Yb
2Fs/y — 2Fq, [10].

ITorydeHHbIC CIICKTPHI TIOMUHECIEHITUH TTOTHOCTHIO
COOTBETCTBYIOT CIIEKTPaM MaTePHUaIoB aHAJIOTHIHOTO XU-
mugeckoro cocrapa (AU :Ce3t, AUT:Nd3*, AUT:Yb3),
CHHTE3WPOBAHHBIX MPH MOMOIIH MOAU(PHUIIMPOBAHHOTO
metoza [leaunu [31], muTpaTHOTO 307b-TEIH MeTONA [32],
a TaKXKe MoJIMMepHo-coiieBoro metoza [10].

3akaouenune

B pabore 11t cuHTEe3a HAHOKPUCTAIUITMYECKUX T10-
POIIKOB aJFOMOUTTPUEBOTO T'PaHaTa, aKTHBUPOBAHHOTO
MOHaMH pefiko3eMenbHBIX dneMeHToB (Ce, Nd, Yb) mpume-
HeH MoauduIpoBaHHbil Meton [leanHn. MeTon ocHOBaH
Ha UCIIOJIb30BAHUH JByX CTAOMJIM3UPYIOUIUX 100aBOK:
BOJIOPACTBOPUMOTO MOIMMeEpa (TIOJIMBUHUIIIIUPPOIUIOHA),
CIOCOOHOTO 00Pa30BHIBATH KOMIUIEKCH C HOHAMH METall-
JIOB, & TaKXKe€ JIMMOHHOM KHCJIOTBI, UTPAIOIIEH pOJb Xeja-
TUPYIOLIETO areHra, T. €. CTPYKTYPhl, KOTopasi crocoOHa
OJTHOBPEMEHHO MPHUCOCANHSATD JIBa WK OoJiee JOHOPHBIX
aToMa K OJJHOMY M TOMY K€ HOHY MeTajula U 00pa3oBbIBATH
OIIHO MJIN HECKOJIBKO KOJICII.

HccnenoBanus, mpoBeneHHbIe MeTonaMu nuddeper-
LHaIbHOW CKaHUPYIOUIEH KaJOPUMETPUU U TEPMOTpa-
BUMETPHUH, NOKA3aJIM, YTO MPOIECChl KPUCTATUIN3AINH
MaTepHaJiOB MMPOUCXOMST IPHU TeMieparypax oosee 880—
900 °C. Bce marepuansl, cuntesupoBannbie pu 1000 °C,
MIOJTHOCTBIO COCTOSIT TOJIBKO U3 KPUCTAJIIOB aJIFOMOUTTPH-
eBoro rpanara. CpenHuii pa3mep Noy4eHHBIX KPUCTAIIOB
AUT:R3" Bapsupyetcs ot 40 mo 68 uM. J[oO6aBKa 1moiu-
BUHMJIIIUPPOJIUIOHA B HICXOAHBIE PACTBOPHI CHOPMHUPOBA-
na kpuctamuisl AUL:R3* menbiuero pasmepa. Buenpenue
PeIKO3eMeNbHBIX HOHO-aKTHBATOPOB B KPUCTATMYECKYIO
pELIeTKy aJIOMOUTTPHEBOTO TpaHaTa MpUBEIIO K aedop-
MaIll{ JIEMEHTAapHBIX SUYeeK KpucTamios. [Ipumenenue
J100aBOK MOTMBUHUIIUPPOIUIOHA 00ecmedniio hopMu-
pOBaHKE KPUCTAIUIOB ¢ Oojiee KOMIIAKTHONW KPHCTaJINYe-
CKOM CTPYKTYpOH (C MEHBIIIMM 00bEMOM KPHCTALTUIECKOM
PEIIeTKH).

CornacHo TaHHBIM CKaHUPYIOLICH NEeKTPOHHON MHU-
KPOCKOTIHH, 100aBKa MOJIMBUHUIITUPPOIIHIOHA OKa3bIBACT
CYILIECTBEHHOE BJIMSIHUE HAa MOP(OIIOTHIO YaCTHIL TOPOIIKA.
CrpyKTypa IOpOIIKOB, OJIyYEHHBIX 0e3 100aBOK ITOJIMBHU-
HWINUPPOJIUIOHA, COCTOUT U3 MUKPOCKOITMYECKHX arpera-
TOB, COJIEPXKAIINX IUIOTHOYITAKOBAHHBIC HAHOKPHCTAIIIBI
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AITFOMOUTTPHUCBOTO rpaHata. J00aBka MOJUBHHUIIHPPO-
JIUZIOHA B MCXOJHBIC CMECH TO3BOJISICT CPOPMHUPOBATH B
pe3yibpTare CUHTE3a MOPUCThIC YacTUIlbl. [logo0HOE n3-
MEHCHHE MOP(OJIOTHH YaCTHUI] HE OKa3bIBACT CYNICCTBCH-
HOTO BJIMSIHHSI Ha JIFOMHHECIIEHTHBIC CBOMCTBA MOPOIIIKOB,
OJIHAKO UT'PAET BAXKHYIO POJIb B 33/1a4€ BBEICHHS YACTHI] B
BOJIOKHO JUIsI CO3/IaHMUS BOJIOKOHHBIX YCHUIIUTENCH, a TaKKe
[IPU CIIEKAHWHU [TPO3PAYHON KEPAMHUKH, YTO SIBISICTCS OJI-
HOH M3 HanOoJee MepCIeKTUBHBIX 00IacTel MPUMEHEHHS
MOJTy4EeHHOTO MaTepuaa.
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