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Metoaom IleunHu mpoBeeH CHHTE3 aJIOMOMTTPHEBOro rpaHaTa, JeripoBaHHOro noHamu esponusi. Ha ocHose
pPeHTreHo(a30BOro aHa/IM3a HUCCeJ0BaHbl MPOAYKThI CHHTe3a. PaccMoTpeHbl pa3inyHble MPHYMHbI YIIUPEHUSsI
AudpakuuoHHbIX MukoB. [Toka3zaHo, YTO B JaHHOM cjy4Yae yIIMpeHHe omnpeleisieTcsl KaK MajbIM pa3MepoM
00/1aCTH KOTepeHTHOro paccesiHMsl, TAK M HajJu4yueM dedeKTOB M HampsokeHMil B kpucramie. C nomoubio
topmyasr [ledasi—Illepepa nmpousBeneHa olEHKAa pa3MepoOB CHHTE3MPOBAHHBIX 4acTHL. OGHapy:keHO, YTO
pa3Mep CHHTe3HPOBAaHHBIX MNOPOWIKOB cocTapisier nopsinka 20 Hm. MHccnenoBana TemmepaTypHasi H
KOHIEHTPALMOHHAsl 3aBHCHMOCTH HWHTEHCHBHOCTH JIIOMHHeCHeHIWH. BbisiBleHa Hawiydimiasi TemmepaTypa
orxkura — 1000C u onTumajibHas KOHIEHTpauusi eBponus — 16 at.%. U3MepeH CEKTP JIIOMHHECHEHIUH U
CIEKTpP BO30Y:KIEHUsl JIOMHHecUeHUuH st oopasua YAG:Eu 16 ar.% 1000°C. OnpenesieHo mnosioxeHHe
Han0oJiee HHTEHCHBHBIX MoOJIOC JIIoMHHecneHunn. MccienoBaHa KHHETHKAa 3aTyXaHHsl JIIOMHUHECHEHIHH s
06pPa3IOB ¢ PA3THYHBIM COACPKAHHEM JIMTAHAA H ONpeIe/IeHO HAG/II0AaeMoe BPEMsl KHU3HH YPOBHS eBponust “Do.
KiroueBble cioBa: JIIOMHUHECIIEHTHBIE HAHOYACTHLBI, MeTOA [1edrHy, KNHEeTHKA 3aTyXaHHs JTIOMUHECEHIIHH.

STRUCTURAL AND LUMINESCENT PROPERTIES OF YAG:Eu NAN OPARTICLES
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Yttrium aluminum garnet doped with Eu ions was synhesized by Pechini method. Xay diffraction phase
analysis has been used focharacterization of the synthesized products. Varios reasons of diffraction peaks’
broadening were considered. Diffraction peaks’ brodening was found to be related both with small colrent

scattering region and presence of defects in the ystal. The crystallite size of the synthesized madt was
estimated with Debye-Scherrer equation. It was fouth that the size of the synthesized powders is abo@0 nm.
The temperature and concentration dependence of thiminescence intensity was investigated. The optim

annealing temperature is determined to be 100Q and optimum concentration of Eu3+ - 16 at.%. Emissn and

excitation spectra of YAG:Eu 16 at.% 1000C were measured. The position of the most intensidaminescence
band was determined. The kinetics of luminescencerf the samples with different ligand’s concentratio was
investigated. Lifetime of the europium’s levePD, was calculated.

Key words: luminescence nanoparticles, Pechini otgtkinetics of luminescence.

BBenenne

C nauama XX| Beka UWHTEHCHBHO HCCIEAYIOT HAHOYACTHIIbI, JIETHPOBAHHbIE
peaKo3eMeNnbHpIMA MeTalaMu. KoMOWHanmsi MasibIX pa3MepoOB KPUCTAUIMUECKMX YacCTHIl U
HaJIMYUe JIFOMHHECIICHTHBIX IIEHTPOB 00ECIIeYMBACT BBICOKYIO 3()(PEKTUBHOCTh U CTAOHIBHOCTH
JIOMHUHECIIEHIIUU TaKUX MaTEPHAJIOB, UTO CIIOCOOCTBYET paCIIMPEHUIO NOTEHIIMAIBHBIX 00JIacTel
UX TIPUMEHEHUSI.

B nmamHOli paboTe mpencTaBiICHBI  pe3yJbTAaThl  HCCIENOBAHUS  CTPYKTYPHBIX U
JFOMUHECIICHTHBIX CBOWCTB HAHOYACTHUIl AJTTOMOUTTPUEBOTO IpaHaTa, JIETUPOBAHHOTO MOoHamMu EU.
Hanomopomikyu amroMOWTTPUEBOTO0 TpaHaTa OBUIM TMOJYYEHBI 30JIb-TeIb—METOJIOM B BapHaHTe

Pa3JIOKCHUA MCTAJUI IMOJIMMCPHBIX KOMIIJIICKCOB (MeTOJI He‘{I/IHI/I). MCTOI[ [leunnm ocHOBaH Ha



TEPMUYECKOM DPA3IIOKEHUH TeJsl, TOIy4aeMOro B pPe3yJIbTaTe pPeakIuh STepUPUKAIIH MEXKITY
KOMILIEKCaMH, OOpa30BaHHBIMU JIMMOHHON KHCJIOTOH, MOHAMM MeTajlyla M STHJICHTJHKOJIEM, C
o0pa3oBaHUEM MOJUMeEpa, B KOTOPOM aTOMbI ATIOMHUHHUS M UTTPHUSl paclpesieleHbl MaKCUMAalbHO
OJTHOPO/THO.

IKCNePUMEHTAIBLHAS YACTh

B kauecTBe MCXOJHBIX COJeW JUIsI CHMHTe3a HaHOYAcTUI] 1o Merony lleunmHu ObUTH B3SITHI
pacTBOphI HUTPATOB METAIIOB. HUTpaThl HTTpHS W HEOJAMMa TOJTYYalld pacTBOPEHUEM OKCHIIOB B
KOHIICHTPHPOBAHHOW a30THOM KUCIIOTE, K KOTOPBIM JTOOABIISIII PACCUNTAHHOE KOJHMYECTBO HUTpATa
almoMuHus. Jlanee K pacTBOpY CMECH HUTPATOB MPH HArpeBaHUM JOOABIISIIM HACBHIICHHBIH pacTBOP
JUMOHHOM KHCJIOTBI B 00beMHOM cooTHomeHud 1:1. YpaBHeHHE COOTBETCTBYIOLIEH peakuuu
MOJKHO 3aIicaTh B BHJIE:

Me(NO3)3 + 3GHgO7 = [Me(C5H807)3](NO3)3

[Ipu noGaBneHUM OSTHIEHTIMKONS K KOMIUIEKCAM METAJUIOB, B pe3yJibTaTe peakinu
sTepuUKaMi 00pa3oBbIBAJCS MHOJUMEpP — TIYCTOW Mpo3payHbli remb. ['edb B TUMIAX Ui
MPOKAIMBAHUS MTOMEIIATN B TIeYb, HATPETYIO J0 3aJaHHON TeMIIepaTyphl, U BBLIEPKUBAINA B HEH
ompeneneHHoe BpeMs. JlaHHBIM MeTOZOM OBUTM TOJYYEHBI IOPOIIKA C  Pa3TUYHBIMA
koHneHrpanusmu Eu (1, 4, 7, 10, 12, 13.3, 16, 26.7, 53r3)) npu Temneparypax NpoKaluBaHHS
800°C, 850C, 900C, 950C, 1000C. BpeMs cunTe3a IIpH BCEX TEMIIEPATypax COCTaBIsIa 2 yaca.

Jlis  ompeneneHUsT  pa3MepoOB  CHHTE3MPOBAHHBIX HAHOYACTHI[ TPUMEHSUICS  METOJ]
peHTreHoda3oBoro aHanmsa. B Hacrosimeil paboTe peHTreHOo(a3oBBI aHATN3 MPOBOAWICS Ha
peHTreHoBcKoM Judpakromerpe Jlpon-3, wu3nmyuenue CuKa. HccrnemoBanmwe cnekTpaibHO-
JTIOMMHECIIEHTHBIX ~ CBOMCTB  MOJYYEHHBIX  OOpa3lloB  MPOBOAMJIOCH  C  IOMOIIBIO
cuektpodryopumerpa Fluorolog-3.

Pe3ysbTaThl 3KCIIEpUMEHTA H HX 00CYKIEHHE

Ha pucynke 1 mpezacraBieHbl Au]pakTOrpaMMbl MOPOIIKOB aTIOMOUTTPHUEBOIO TI'paHaTa,
CHUHTE3MPOBAHHBIX MpPH pa3HBIX TeMmmeparypax. V3 pucyHka BHAHO, 4YTO 00paslpbl,
CHHTE3UpOBaHHEIE NpH Hu3KoM Temneparype — 800C, spastorcss pentreHoamopdubMu. [Tm0Xx0
copMupoBaHHas KpHCTaluMueckas (aza mosBIsgeTcs npu Temmeparype cuaTesa 850C.
[loBplleHNe TemmepaTypbl CHHTE3a MNPUBOAUT K (opMupoBaHuio Oojiee COBEPILICHHBIX
KpUCTAJUIOB, YTO BBbIpaXaeTcsl B TOSBICHUU OOJBIIEr0 4YWcia JU(GPaKIUOHHBIX JIMHUH,

MHTEHCUBHOCTh KOTOPBIX YBETMUUBAETCS C POCTOM TEMIIEpaTyphbl CUHTE3A.
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Pucynok 1. JludppakrorpaMmbl HTOPOITKOB aTFOMOUTTPHEBOTO I'paHATa,

CHUHTE3WPOBAHHBIX MIPHU Pa3HbIX TEMIIepaTypax.

Ha pucynke 1 BugHO, 4TO AU(PAKIIHOHHBIC THHAK BCEX KPUCTAUTHIECKUX 00pa3IOB 3aMETHO
ympenbl. CoriiacHo Teopuu AUGPaKIMK PEHTTEHOBCKUX JIydel, yIMUpeHHe TH(pPaKIMOHHBIX
JMHUN MOXET OBITh OOYCJIOBJICHO IBYMSI NMPUYMHAME: MajbIM Pa3MEpoOM O00JIACTH KOT€PEHTHOTO
paccestHUsl PeHTIeHOBCKHUX JIyueil (Mablif pa3Mep KPUCTAJUIOB) WA HECOBEPIIECHCTBOM CTPYKTYPHI
KPHCTAJUIOB, 00YCIIOBIICHHBIM, HAITpUMep, MUKpOHaNpshKeHusIMHA [1,7].

Kako#t u3 (akTopoB OKa3bpiBaeT MpeodIiaiaroiiee BIUSHUE HA YIIUPEHHE TH(PAKIHOHHON
JMHAU MOXKHO OIPEACIUTh CleayomuM obpa3oMm. Ecim 3HaueHus B(20)-cos@) mns Bcex
XapaKTEePHBIX MMKOB OJIM3KH 110 3HAYCHUSAM, TO YIIUPEHHUE TUKOB CBA3aHO C HATMYHEM KPHCTAILIOB
pa3IUUHBIX pa3MepoB B oOpasiax. Eciu jke i BceX XapaKTEepHBIX MUKOB OJM3KH 3HAYCHHSI
B(20)/tg(0), To ymupeHue HHKOB OOYCIIOBJIEHO CYIIECTBOBAHHEM B KpuCTalle Ie(PEKTOB H
HanpspkeHui. Takoe cpaBHEHHE MOXKHO CZeJaTh JJIs MOPOIIKOB I'paHaTa, CHHTE3UPOBAHHBIX IPH
1000°C, mi1st KOTOPBIX Ha JUPPAKTOrpAMME MOXKHO BBIIEMTH HECKOJIBKO XOPOIIO TPOSIBIISFOIIUXCS
UKOB. Pe3ynbTaThl COOTBETCTBYIOIIMX OIIEHOK MPUBEIEHBI B Tabwmie 1.

Tabmua 1 — Pe3ynbTarThl OIEHKM TPUYMH YIIUPEHHUS TMHKOB Ha TU(pakTorpamMmax

HAHOKPUCTAJUIMIECKHX IIOPOIIKOB aATIOMOMTTPHEBOTO rpaHara, cuaTesuposannoro mpu 1000C.

20, rpanx B(20), rpan co®H tg0 B(20)-cod B(20)/tgb
17.90 0.25 0.988 0.157 0.25 1.59
33.09 0.42 0.958 0.297 0.40 1.41
46.30 0.53 0.919 0.428 0.49 1.24

Cpennee 0.38t0.09 1.4%0.11

CormacHo HNPpUBCACHHLIM JAHHBIM MOXHO CIACJIaThb BBIBOJ, YTO B YIIUPCHUC JIMHUK Ha

TudpakTorpaMMax BHOCSAT BKJIAaJ 00€ NMPHYMHBL KaK Mallblii pa3Mep obiacTell KOrepeHTHOTO



paccestHusl (MaJblii pa3Mep KPUCTAUIOB), TaK W HUCKAKEHHE CTPYKTYPbl HAHOKPUCTAIIIOB, XOTSI
npeo0iagaeT BKJIaI oT JedopMaIui HAaHOKPUCTAIIIOB.

Pasmep oOmactelf KOrepeHTHOTO paccesiHHs, KOTOPHI B HaIlleM cllydae MOKHO TMPHUHSTH
pPaBHBIM pa3Mepy HaHOKPHUCTAIOB, OIleHWBaJCsA 1o ypaBHeHmio [leOGas—Illepepa. Pe3ynbrarsl
OIICHKH MPUBEJICHBI B TabyHIIe 2.

Tabmuna 2 — Pa3smep oOnacteli KOrepeHTHOro paccesHusi (HAHOKPUCTA/UIOB) B

HUCCIICIOBaHHBIX 06pa3uax.

TemmnepaTtypa
orkura, °C 20, rpan B(20), pan L, am
850 33.05 0.0106 17
900 32.97 0.0115 13
1000 33.09 0.0073 21

Pesynbprarel  HWCClieZIOBaHMSI  CHEKTPAJbHO-TIOMHUHECIIEHTHBIX  CBOHCTB  00pasiioB
ATIOMOUTTPHUEBOTO TpaHaTa, MOJYYCHHBIX MIPH Pa3HOU TeMIiepaType, MpeCTaBIeHbl Ha PUCYHKe 2.
JIroMHHECIICHIIAST HAHOYACTHI] BO30YKaanach uanyuenuem He-Cdnasepa ¢ mymHoi BosiHbI 325HM.
JlmHuYM cieKTpa COOTBETCTBYIOT MEpexoaM ¢ BO30YKJICHHOTO YPOBHSI °Dy Ha YPOBHH = (J=1-4).
[Tepexobt 5Do—7F1,3 — 9TO MAarHUTHBIC JUMOJIBHBIE TEPEXOMIbl, a 5Do—7F2,4 — DJJIEKTPUYECKHE
JUTIONIbHBIE Tepexo/ibl. VIHTeHCUBHOCTH JTaHHBIX MEPEXOJ0B IO-Pa3HOMY 3aBUCST OT CHUMMETPHUH
OKpPY’KE€HHsI  HOHa Eu. DNEeKTpUUYECKUN  JUIOJBHBIA  IEPEX0] °Do—'F,  cumTaetcs
CBEPXUYBCTBUTEIHHBIM K CUMMETPUU OKPYKEHHUS, TaK KaK JaHHBIA MEpexoJ] SBISETCS YaCTHUYHO
paspereHHbM. MHTEHCHBHOCTB ke MAarHHTHOTO JHIOJBHOTO Iepexofa “Do— Fi IPaKTHYecKH He
3aBUCUT OT CHUMMETpUM OKpyxeHus. [losromy wem B Oojee NEHTPATbHOCUMMETPUYHOM
MOJIO)KEHUU HAXOJIUTCS MOH €BPOIMUsS, TEM MEHBIIIE MHTEHCUBHOCTh JJIEKTPUUYECKOTO AUMOIHLHOTO
nepexosa Mo CPaBHEHUIO ¢ MArHUTHBIM JIUTIOJBHBIM [2,6].

[Ipu u3MeHEeHUH YCIOBUN CHHTE3a OKCHUIHBIX HAHOKPUCTAIIMYECKUX MOPOIIKOB, & UMEHHO,
P YBEJIMYEHUU TEMIEPATyphbl OTKHUTa, KpUCTAIIMYECKasl pelieTka CTAaHOBUTCS Bee Oosiee u Oosee
«IpaBUIBHOW». BelieIcCTBHE ATOTO pacTeT CUMMETpPHsI OKPY>KEHUsT MOHOB €BpOMHS, W HanOoiee
WHTEHCUBHBIM MIEPEXO0JIOM CTAHOBUTCS MATHUTHBIN JUMOIBHBIA TIEPEXO/I.

Buano, 4to s 00pa3nos ¢ Temmeparypoii omkura 800u 850C mOMHUHUPYIOMIHM SBISETCS
AIEKTPUUCCKUN JTUTIOBHBIA MEePEX0/T *Do—"F, a i 00pa3IoB, OTOMOKEHHBIX MPH TeMIepaTrype

90C°C u BbIIlle — MarHUTHBINA JUNOJILHBIA IIEPEXO]T 5DO—7F1.
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HMHTEeHCHUBHOCTE, OTH.E/1.

Pucynox 2. Cnektp momunecuenimu oopasnos YAG:EuU
C pa3UYHON TEMIEepaTypOil OTKUTA.

Kpome temmeparypHOil 3aBUCHMOCTH JIFOMHUHECICHIIMM HAHOKPUCTAIMYECKUX YaCTHUI]
ATIOMOUTTPUEBOTO  TpaHaTa, AaKTUBUPOBAHHBIX  €BpOINKEM, Oblla  HCCIeOBaHA  TakKke
KOHIICHTPAIMOHHASI 3aBUCHMOCTb. TeMIieparypa CHHTe3a JUIsl BCeX 00pasloB JIAHHOW cephH ObLIa
pasaa 1000C. VccnenoBanus MpoBeNEHE! IS IBYX HaMOOJee MHTEHCUBHBIX MEPEXOJI0B *Do—"F,

(589.5uM) 1 °Do—'F4 (7091M). Pe3ybTaThl MpeIcTaBICHB Ha PHCYHKE 3.
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Pucynok 3. Konnentpanuonnas 3asucumocts YAG:Eu 1000C
DKCIIepUMEHTAIbHBIC  JIaHHBIE  TIOKAa3bIBAIOT, 4YTO  HAWOOJbINeH  HMHTEHCHBHOCTHIO

JTrOMUHECIeHIInH obnagaet obpaszerr ¢ 16 at.% conepxanuem eBponus. JlanpHeiilee yBeTudeHne



KoHIleHTpanuu P3W NpHBOIUT K YMEHBIIICHHIO WHTCHCHBHOCTH JIFOMHUHECIICHIIMHM BCJICJACTBHE
KOHI[EHTPAIMOHHOTO TYIIICHUSI.

Jns manowyactunn YAG:Eu 16 a1.% (puc. 4, neBblif CHEKTp) UCCIEIOBATIOCH BO30YKICHHE
JTOMHUHECTIeHITMY Ha JyTiuHe BOJHBI /09 HM. CHeKTp COIepUT HECKOJIbKO MUKoB B obyactn 300—
410HM, caMbIif HTHTEHCUBHBIA W3 KOTOPHIX KMEET MAaKCHMYM Ha JJTMHE BOJHBI 394 HM, a TakKe psij
Y3KHUX JTMHANA MaJoi MHTEHCUBHOCTH B OoJiee JJIMHHOBOJIHOBON 00JIaCTH CIIEKTpa.

JIromuHectieHms Bo30ykaaach U3TYyYSHHEM C JTUHONW BOJTHBI 394 HM, 4TO COOTBETCTBYET
Mepexoly M3 OCHOBHOTO COCTOSIHUS Eut 7F0 B BO30YXXKJIEHHOE COCTOSIHHE 5L6 (puc. 4, npaBbrii
crekTp). CHeKTp COACPXKHUT YEThIPEe IOJOCHI Pa3IHMYHOW HHTEHCHBHOCTH, COOTBETCTBYIOIIHE
nepexo/iaM ¢ YPOBHS °Dyo. HanbGoree MHTEHCHBHAS JTHHHSA C MaKCUMyMOM Ha JyuiiHe BoJTHBI 709 HM
HaOIII0/1aeTCs Ha Tepexoie °*Do—"Fs. B 510if 061aCTH [IJIMH BOJH NMEETCS TAKIKe HECKOJIBKO CIa0bIX
MaKCUMYMOB C JyIMHaM# BoJIH 695, 69% 714 M. JlocTaTOUHO MHTEHCUBHBIE JIMHUH HAOJIIOTAFOTCS
Ha quHaxX BoyiH 589.5u 595.5HM, 4TO COOTBETCTBYET mepexoay 5Do—7F1, a Tak)ke JINHAX BOJH
609 1 630 HM, YTO COOTBETCTBYeT Iepexony “Do— Fp. HanGolee HE3KO HHTECHCHBHBIM SIBISETCS

nepexos “Do— F3 ¢ MakcnMymamu Ha 6481 655HM.
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Pucynok 4. CriekTp Bo30yKJICHHUS JTFOMUHECIICHIINN (YSPHBINA) U JTFOMUHECIICHIINN (KpaCHBIN)

YAG:Eu 16ar.% 1000C

st 0OpasiioB alMOMOUTTPUEBOIO TIpaHaTa C pa3jMYHBIM COJACpPNKAHUEM JIETUPYIOIIEro
BelllecTBAa ObLIa HCCIIE/IOBaHA KHHETHKA 3aTyxaHus JroMuHecueHinu [4]. JlromuHecHeHnus
peructpupoBaiiack Ha JumHe BOJHBI 709 HM, YTO COOTBETCTBYET HamOoJieeé HHTEHCHBHOMY

nepexory 5Do—7F4.
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DKCnepruMeHTaIbHBIC JaHHBIC 3aTyXaHUs JTIOMUHECIICHIINH HOHOB EU' s obpasne YAG:Eu

16 ar.% 1000C mpencraBieHsl Ha pucyHke 5. JIuHelHAs YacTh MOJYyYUBLICHCS KPUBON

npuGIMKeHa MeTOIOM HamMmeHslunx kBajapatoB dymkumein IN(l, /1) =t/7, rme T -

5
HaOJTF01aeMoe BpeMst KHU3HHU YpoBHs ~Do (KpacHas JIUHUS).

HHTEHCUBHOCTD, OTH.C/.

1=
0,36788 -

0,13534 1

0,04979 1

Bpewmsi, mc

Pucynok 5. Kunernka 3aryxanus momuHecnenmun YAG:Eu 16ar.% 1000C

3HaueHHs BPEMEH JKH3HH YPOBHs Do JUSl BCEX HCCIIEIOBAHHBIX HAHOIOPOIIKOB

IpeJICTaBJIeHbI B TabauIe 3.

5
Tabnmuna 3 — PesynbraThl M3MepeHus: HaOIIOJaeMOro BpeMEHH KHM3HH ypoBHS "D B obOpasmax

YAG:Eu.

Oobpa3zen T, MC

YAG:Eu 1 at.% 5.8

YAG:.Eu 4 at.% 4.3

YAG:Eu 7 at.% 4.3

YAG:Eu 10 at.% 4.5

YAG:Eu 12 at.% 4.1

YAG:.Eu 13.3 at.% 3.8

YAG:Eu 16 at.% 3.9

YAG:Eu 26.7 at.% 1.2

YAG:.Eu 53.3 at.% 0.1

BoiBoanl

Ha ocHOBe maHHBIX pEeHTreHo(a30BOTO aHa HW3a IO0Ka3aHO, YTO IUIOXO C(HOPMHUpPOBAHHAS

KpucTtaJuimyecKas (1)21321 Yy aJIIOMOUTTPUCBOT'O I'paHaTa IMOABJISACTCA IIPpHU TEMIICPATYPE OTKUT'a 850)C

[Ipy moBBIIEHUU TeMIIepaTyphl OTKUTa 00pa3yroTcs OoJiee coBeplIeHHble KpucTayuibl. CoriacHo

CIeTaHHOM OIleHKe pa3Mep HaHOKPUCTAJIOB B IMOIYYEHHBIX MOPOIIKAX cocTaBiseT nopsaka 20 HM.

W3 ananm3a temnepatypHOil 3aBUCHUMOCTH CJieJlaH BBIBOJ 00 yBEJIMYEHHUH JIOKAJIHbHOW CHUMMETPHUH



OKpPY)KCHHsI HOHOB €BpOMHS C pPOCTOM TeMIeparyphl CcHHTe3a. Haifiena onrtuMmaibHas
KOHIIEHTpaLUs EX* 8 YAG — 16 ar.%. N3mepena KuHETHKa 3aTyXaHUsl JIIOMUHECHEHUUU IS

00pa3IoB ¢ pa3IMYHbIM COACpPKAHUEM JTUTAHIA.
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