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Pa3BuTHe GOJMBIIMHCTBA OTPACIIeil OCBETUTEILHOM TEXHUKU CTABUT 3a1a4y pa3pabOTKM MePeIOBbIX BICO-
KOMOIIIHBIX OeJTbIX CBETOAMOA0B. MIX KOHCTPYKIIMS MPEANoJaraeT COBMeIIeHNEe ABYX 0a30BbIX 2JIEMEHTOB —
BBICOKOMOIITHOTO CHHETO CBETOAMO/A JIMOO JIa3ePHOTO AUOAA C XKEIThIM JIIOMUHOMOPHBIM KOHBEPTEPOM,
CMOCOOHBIM BBIIEPXKUBATh BEICOKYIO TETIOBYIO HATPy3Ky. B mocienHee BpeMsi akTUBHO BeyTcsl pa3padboT-
KM TBEPHOTENbHBIX (B MEPBYIO ovyepenb KepaMuiyeckux) toMruHodopoB Ha ocHoBe Ce:YAG, comonupo-
BaHHBIX TaK Ha3bIBAEMbIMU “KpacHBIMU~ MOHAMM, KOTOpbIe 00JIafaloT BEICOKOI TEILIONIPOBOIHOCTHIO U
TEPMUYECKOM YCTOMUYMBOCTBIO. JIOMTOTHUTEEHO pacCMaTPUBAIOT BO3MOXKHOCTh CO3IaHMSI Ha UX OCHOBE
KOMITO3UTHBIX apXUTEKTYP C BTOPUUHOI TepMOCTaOUIbHOM (a3oii kopyHna o-Al,O3, obnanaroiieil B pa3bl
GOJIBIIIEH TETIONPOBOAHOCTBIO MPH OJIM3KOM Ko3(hdUIMeHTe TeIIoBoro pacupenus. PazpaboTka kap-
Thl CMIEKaHMS CIOXHBIX CUCTEM Ha OCHOBE TBEPABIX KepaMUUYECKUX PACTBOPOB TpebyeT 00s13aTeIbHOTO
KOHTPOJISI UX CTPYKTYPHO-(Ha30BOTO COCTOSTHUSI METOJIOM PEHTTeHOBCKOM Audpakumu. OmHaKo He Bcerma
J1abopaTopHOTro 00OPYAOBAHUS AOCTATOYHO JJIs1 TOHUMAaHUSI MPOUCXOMSIIINX TTPY CIIEKAHUU TTPOLIECCOB.
IToatoMy B HacTos11ell paboTe Ha mpuMepe 6udasHbix kepamuk Al,O;—Ce:(Y,Gd)AG npoBeaeHa onTu-
MM3alKs TPACKTOPUU UX CTIEKaHMSI C TPUMEeHEeHEeM TMPaKIIUU CUHXPOTPOHHOTO U3nydyeHus. Kommnosu-
Thl CUHTE3UPOBaHbI METOJIOM PEAKIIMOHHOTO MCKPOBOTO TJIa3MEHHOIO CIIeKaHMsI MOPOIIKOB UCXOMHbBIX
okcunoB. Iloka3zaHo, 4To npu ¢pUKCUPOBAaHHOI BeIWUMHE MpuKiIansiBaeMoro gapiaenus 30 MIla u mmm-
TEeJIbHOCTM M30TEepPMUYECKOrO BblIepXMBaHUS 15 MuH enuHas ¢daza TBepumoro pactBopa Ce:(Y,Gd)AG
dopmMupyeTcst TMIIb IpU TeMIiepaTypax crnekanust He MeHee 1450°C. I1pu TakuX BBICOKMX TeMIIEpaTypax
CcrieKaHUsl HaOJIOMAOTCs TPU3HAKY PEKPUCTALIM3ALMKU BBUAY OJM30CTU 3BTEKTUMYECKOTO TLIABJICHUSI.
VBenuueHune BpeMeH! BblIepkuBaHUs 10 30 MUH MO3BOJISIET CHU3UTD TeMIepaTypy (OpMUPOBaHUS O1-
dazHoii cTpykTypsl 10 1425°C 1 nipenoTBpaTUTh HeXeaTeIbHYI0 pekpucTauim3anuio. OmHaKo Mmocieny-
o1Me nopeileHue agapiaeHus 10 90 MIla npuBoaUT K COCYIIECTBOBAHUIO B CUCTEME HECKOJIbKUX Bapua-

nuit dasel THIa YAG.

Kimouessie coBa: Al,O;—Ce:(Y,Gd)AG, kepamuueckue momuHodopsl, YAG, Ce:YAG, (Y,Gd)AG, GAG,
KOMIIO3UTHAsl KepaMuKa, peaKIMOHHOEe MCKPOBOE IJIa3MEHHOE CIIEKaHUE, CUHXPOTPOHHOE U3JIyYeHUE,

pEeHTreHOBCKas TUbpaKIs.
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BBEAEHUE

Pa3zButne OoJBIIMHCTBA OTpaciieii OCBETUTENIb-
HOI TEXHUKHU CTAaBUT 3afavyy pa3paboTKU MepeIoBbIX
BBICOKOMOIITHBIX G€JIbIX CBETOAMOA0B. OHU TOJIKHBI
00J1aJaTh HE TOJBKO XOPOIIMMU ONTUYECKUMMU Xa-
paKTepUCTUKAMHU, CPEAU KOTOPBIX BBICOKAsI CBETOOT-
Jlava, MTHIEKC [IBEToIlepeaadn, peryaupyemas 1IiBeTo-
Basl TeMrepaTypa, HO ¥ TeIJIOBBIMU — 3XapOITPOYHO-
CThIO, TETUIONIPOBOAHOCTHIO M APYTUMHU CBOMCTBAMU

47

[1—3]. B mocnenHee BpeMsl B pOJIM UACaIbHOIO KOH-
BepTepa lLiBeTa JJis JaHHBIX CUCTEM paccMaTpUBalOT
koMmno3uTHble kepamuku Al,O;—Ce:(Y,Gd)AG [4, 5].

YAG g9BIg10TCS IEpPEIOBBIMHI TTOJTUKPUCTAIIIYE -
CKMMM MaTpullaMu Ojiarogapsi XOpOIIMM TepMHUYe-
CKIM CBOMCTBAM — TEPMUYECKOM TTPOYHOCTU, TPEILIU-
HOCTOWMKOCTH U TeruionpoBogHocTtu ~9—14 Bt/(Mm - K)
[6]. ¥ Ce:(Y,Gd)AG B dhopMe ONTUIECKUX KePaMUK
OTCYTCTBYET SIBHO€ TEPMUYECKOE TrallleHrne MHTEHCHB-
HOCTU (HOTOJIOMUHECIIEHIIUN TTPU BBICOKOU MOIII-
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HOCTM W WHTEHCUBHOCTM Hakauku [7]. Cos3manue
oudaszHolt KepamMuKu co BTopoit pazoii a-Al,O; Bo3-
MOXHO OJ1aromapsi 61m30cTi KO3 (GHUIIMEHTOB TEILIO-
Boro pacimmpenus — 8.4 x 107¢ 1/K mia o-Al,O4
n 8.0 x 107° 1/K mna YAG [8, 9]. Temonposon-
HOCTH O.-Al,O; 3HAYMTETHLHO BBIIIE M COCTABIISIET
32—35 Br/(M - K) [10], 4To ymydlliaeT TEIIOOTBOO U
MTO3BOJIIET KPAaTHO YBEJIWYUTh MOIITHOCTb HaKauyKH
CHHETO CBETOMMOIa JIN00 JTa3epHOro nuona. [1pu orr-
TUMHU3NPOBAHHOM COOTHOIIIEHUN KOMIIOHEHTOB (CO-
CTaBHBIX (Da3) TEIIOIPOBOTHOCTb KOMITO3MTa MOKET
nocturath ~19—24 Bt/(M - K) [11—14].

Panee .10. KoCbIHOBBIM U COTPpYIHUKAMM OBLT
MPEMTIOXEH U YCHENTHO alipoOUPOBaH HOBbBII MOAX0
K TOJIYYEHUIO MEJIKO3EPHUCTBIX, ONTUYECKU IMPO-
spauHbiXx KepaMuk RE3":YAG (RE — penkosemen-
HbI{ 3JIEMEHT) METOMOM PEeaKIMOHHOTO MCKPOBOTO
IUIa3MEHHOTO CHEeKaHMsI OKCUIHBIX TMOPOIIKOBBIX
cucteM Y,0;—RE,0;—AlL,O; (Hanpumep, [15]). Ha-
crosiiasi pabora MOCBsIeHAa ONTUMM3AIMU TpaeK-
TOPUHU PEaKIIMOHHOTO UCKPOBOTO TJIA3MEHHOTO CIIe-
KaHUsI KOMOO3UTHBIX KepaMuK Al,O;—Ce:(Y,Gd)AG
¢ MpUMeHeHUeM IUdpaknd CUHXPOTPOHHOIO 13-
aydyenus (CH).

MATEPHAJIbI U METO/bI

B kadyecTBe MCXOMHOTO CHIPhSI UCTIOIB30BAIN BBI-
COKOUMCTBIE KOMMEpPYECKIE OKCUIHBIC ITOPOIIKU:
a-Al,05 (99.99%, Fenghe Ceramic Co., Ltd, Kurai;
d ~ 0.2—0.4 Mmxm), Y,05 (99.999%, Fujian Changting
Golden Dragon Co., Ltd, Kuraii; d ~ 5 Mxm), Gd,O;
(99.999%, Jining Zhongkai New Materials Co., Ltd,
Kurait; d ~ 3—5 MxMm), CeO, (99.99%, Alfa Aesar
Chemical Co., Ltd, Kurait; d ~ 2—3 MmxMm). 7151 KepaMuK
MoJisipHOe cooTHolieHue Al,Os/rpaHat coctaniisiio 0.75,
koHueHTpauuu Ce*t u Gd** — 0.1 u 25 ar. % B cooTBeT-
ctBur ¢ OpyTTO-opMyIoit (Y)749Gdy25Ce0,001):ALO -
B KavyecTBe KOMITJIEKCHOM CIIeKalomeil mTo0aBKU
ucrionb3oBanu 0.8 Mac. % TITpasTOKCUCUIIAaHA U
0.08 mac. % MgO. [1opoIIKOBYIO CMECh TOTOBHJIN B
riaHeTapHoii menabHUlle QM-3SP2 (Nanjing Chi
Shun Technology Development Co., Ltd, Kuraii) B
TedyeHUe 12 4 co CKOpOCThIO BpallieHus 279 06./MuH,
WCITOIB3YS 3TAaHOJ B KadecTBE MUCITepraTopa 1 KO-
PYHIOBBIC IIAPUKY B Ka4eCTBE MeTIoIux Telr. [1ory-
YeHHYIO OMHOPOIHYIO CYCIIEH3UIO BBICYIIIUBAIN MPU
70°C, npoceuBanu yepe3 cuto 200 Me1r 1 ImpoKaim-
BaJiu B BO3AyIIHOM atMocdepe npu 600°C B Teue-
HUe 4 4.

CriekaHue TIOPOIIKOBBIX CMeCeil Npu HaBecKe
1.5 r npoBoauau Ha yctaHoBke SPS-515S (Dr. Sinter
LABTM, AAnoHus) B rpacuTOBOM TUIJIE C BHYTPEH-
HUM OuaMeTpoM 15 MM, ITpoIoKeHHOM rpadUTOBOM
oyMmaroit m3HyTpu. Mcronp3oBaim ABYXCTaoUIAHBIN
HarpeB — 10 1000°C co ckopocthio 100 rpan/mMuH,
a jajee 10 TeMIlepaTyphbl BhIIEPXKUBAHUSI CO CKOPO-
ctbio 50 rpan/mMuH. B 1BYyX aKcnepruMeHTalIbHbBIX Ce-
PUSIX BApbUPOBAJIUCH pa3IMYHbIC TapaMeTPhl CIIeKa-
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Hud. B “TeMmnepaTtypHoOit” cepni BHEITHEE HaBJICHIE
cocrtapistimo 30 MIla ripu IJIMTENBbHOCTH M30TEPMHU-
YeCKOTO BhIIEpXKMBaHUS 15 MUH, a TeMIiepartypa clie-
KaHug BapbupoBaiach — 1350, 1400, 1425 u 1450°C.
B cepum “mo naBieH1Io” BpeMs BhIOECPKUBAHMNS ObI-
JI0 yBenn4yeHo g0 30 MUH, TeMIlepaTypa CIeKaHUS
cocraBisiia 1425°C (3TOT BBIOOP mapaMeTpoB 00y-
CJIOBJIEH pe3y/IbTaTaMM UCCIeOOBaHUS Mpeablayleit
cepuH), a BapbMpOBaJlaCh BeJIMYMHA TIPUKJIagbIBae-
moro gasiaeHus — 30, 60 u 90 MITa. ITocie cnekaHus
00pa3ibl KepaMUK OTXKUTaIU Ha Bozmyxe rpu 1300°C
B TEUEHME 5 4 JJisI BOCCTAHOBIIEHUSI KUCIIOPOIHBIX
BAaKaHCUI M CHSITUSI OCTATOYHBIX HATIPSISKCHUIA.

s xapakTtepuzaluu o0pas3iioB NPUMEHSIN 1Be
METOIUKHM ¢ ucnonb3doBanuem CHU, peanuszoBaHHbIE
B llentpe komrektuBHOro Ioab3oBaHus (LIKIT)
“CuOUpPCKUI LIEHTP CUHXPOTPOHHOTO U Teparepio-
Boro msnydeHus1 (CLICTH)” Ha 6a3e YHUKaIbHOI
HayyHoli ycraHoBKU (YHY) “Komitekc BOIIII-4 —
BBIII1-2000” B MWMHCTHTYTE smepHON OU3NKA
uMm. [.U. Bynkepa (MAD) CO PAH [16].

s KayeCTBEHHOTO WCCAEAOBAHUS ITOJTHOTHI
¢dbopMUpoBaHUS TBEPIOIO pacTBOpPa MPOBeACHA Mpe-
nn3noHHas cbeMka pedaekca 1004 daswel Tnna YAG
¢ wucnonb3oBanueM CHM Ha sKcneprMMeHTaAIbHOM
cranumm “Ilpenmn3mnonnas nudpakToMeTpUs U aHO-
MajlbHOE paccesiHue” KaHajda 2 HaKOIMTEJIbHOIO
kosbia BOIIII-3 8 HKIT CLICTH [17]. Beibop aToro
pedekca 0OyCIIOBIEH TEM, YTO OH JOCTATOYHO WH-
TEHCUBHBII U, C OMHOI CTOPOHBI, HE MepeceKaeTcsI C
pednekcamu dasbl 0-Al,O;, a ¢ aApyroii CTOpOHBHI,
HaXOOUTCS B “majbHeil” o0yiacTu, Iue JIydlie IIposIiB-
JIeHBbI 3 deKTH, CBSI3aHHBIE C “pacclioeHUeM” pe-
(hekcoB, COOTBETCTBYIOLIUX OJU3KUM MEXILIOC-
KOCTHBIM paccTossHUSIM. CheMKY MPOBOAVIIN B 1A~
naszoHe 20 86.2°—87.7° ¢ marom 0.01° Ha minHe
Bonubl CU 1.5391 + 0.0003 A. XapaktepucTuku mu-
KOB OMNpeAessuii TIPU aIlIpoKCUMAUM (PyHKIMER
BoiiTa ¢ ucnoib30BaHUEM OTKPBHITOTO MIPOrPaMMHO-
ro obecredyeHus IS HETMHEWHOM amnmpoKCUMauu
KpUBBIX M aHajm3a gaHHbIxX “Fityk 1.3.17 [18].

JOMmoTHUTETLHO TTOTYYeHBI TU(PPaKTOTPaMMBI C
ITOMOIITBIO TBYXKOOPIWMHATHOTO AETEKTOpa Ha SKCIIe-
pUMeHTaIbHOI cTanumu “AudpakroMeTpus B “XKecT-
KOM” PEHTIeHOBCKOM aualia3oHe” KaHana 4 HaKo-
nuTtenbHoro konbua BOIII-3 8 HKIT CLHCTH [19].
CheMKYy IIPOBOMWIIN AETEKTOPHOM cucTeMoi mar345
(MarResearch, I'epmanusi) Ha mimHe BomHbl CHU
0.3685 £ 0.0006 A, menu KOJUIMMAaTOpa pa3sMepoM
0.3 X 0.3 MM, paccTosiHuE OT oOpaslia 1o AeTeKTopa
246.1 Mm.

PE3VJIBTATDBI

Ha puc. 1 moka3aHbl pe3yiabTaTbl ChEMKH M-
dpakumonHoro peduekca 1004 daszer Tuma YAG.
OnpeneyieHHbIE Ha OCHOBE allIpOKCUMAIIUU XapaK-
TEPUCTUKHU pediekca ImpeacTaBiieHB! B Taou. 1.

Jng “TemnepaTrypHOi” cepuM MOXHO IIpOCJe-

IUTH BTaIlbl GOPMUPOBAHUSI TBEPAOTO pacTBOpa II0

Ne 10 2023
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Puc. 1. Tudpakuuonnsiit pediaekc 1004 ¢pasbr Tuna YAG: a — “temnepartypHast” cepust 1350—1450°C/15 muu/30 MIla; 6 —

cepus “nio napnenuto” 1425°C/30 mun/30—90 MIla.

JIBOIHOI cTpyKType peduiekca (puc. 1a). CooTHoIeHue
MEXIy BapyaHTaMU TBEPJOIro pacTBopa, onpeaeieH-
HOE MO TUIOLIAASM oA rpacMKaMU alllpOKCUMUPY-
o1mux GyHKUMA, u3MeHsieTcs Kak 75.2 : 24.8—83.0 :
:17.0—83.3 : 16.7 o Mepe yBeJIMYeHUs TEMIIEPATYPHI
BbiaepxuBaHug 1350—1400—1425°C. XoTsa mocaen-
Hee U3MeHEHMEe COOTHOIIEHUS TUTOLIaneii He BhITISI-
JIIUT CYLIECTBEHHBIM, OHO COIPOBOXIAETCS N3MEHE-
HUEM OTHOIIEHUSI BBICOTHI K IIMPUHE MEHBIIETO
nuKa Ha ~23% — NPOUCXOOUT €ro YMEHBIICHUE U

VIIMPEHUE, YTO MOXHO TPAaKTOBaTh KaK “H3Mesbyue-
HHe” pelieCCUBHOIO BapraHTa TBEpIOro pacTBopa I1o
Mepe ero “mcue3HoBeHUs1”. I1o TOCTIKEHUN TeMIIe-
patypsl 1450°C emuHUYHas CTPyKTypa IudpaKIMOH -
HOTo peduiekca CBUAETEILCTBYET O 3aBEPIICHUN TIPO-
necca (pOpMUPOBAHMS TBEPAOro pacTtBopa. ToJbKo
B ciaydae obpa3sua “1350°C” cpemHeB3BellleHHOE I10-
JIOXXEHUE NMUKA 3aMETHO OTKJIOHSIETCS OT 3HAaYyeHMUs
st oopasia “1450°C”.

Ta6omuuna 1. Ouenka napametpoB peduiekca 1004 dasbl Tuna YAG

Bapeupyempbrii OTHOLIIEHNE BBICOTHI CpenHeB3BEIICHHOE
Housa o torowmanu, % 3 ITonoxenue, rpan
napamMeTp cepun K mupuHe, 10° oTH. en./rpan MOJI0XEHHUE, Tpa
“TemnepatypHas” cepus: 1350—1450°C/15 mun/30 MIla
75.2 2.8 87.14
1350°C 87.18
24.8 1.9 87.30
83.0 3.1 87.12
1400°C 87.15
17.0 1.4 87.29
83.3 6.0 87.13
1425°C 87.15
16.7 1.1 87.28
1450°C 100 8.0 87.14
Cepus “1io naBinenuio”: 1425°C/30 mun/30—90 MIla
30 MIla 100 43 87.14
60 MTIla 100 39 87.14
8.7 0.16 86.76
90 MIla 62.7 1.9 87.16 87.17
28.5 2.4 87.32
TMMOBEPXHOCTE. PEHTTEHOBCKME, CUHXPOTPOHHELIE U HEUTPOHHBLIE UCCIIEIOBAHUA  Ne 10 2023
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IIpu uccnenpoBanum o6pasua “1450°C” B pasiauny-
HBIX TOYKaX HaOII0JaJIOCh CYIIECTBEHHOE M3MEHE-
HUe MHTeHCcUBHOCTH peduiekca 1004 ¢das3pl TUma
YAG. HccnenoBanue KapTWH ABYMEpPHOU mudpak-
LM MO3BOJIWIO IIPOSICHUTh cUTyauuio. Tak, B CiIy-
yae obpasua “1450°C” KkpoMe OZHOPOMHBIX KOJIELL
KapTUHa cofepKalia IpKue OMMHOYHbBIE MSATHA KaK Ha
cooTBeTCTBYIOMUX (paze Tuna YAG Kojbllax, TaKk U
Ha kosblax dassl 0-Al,O;, B TO BpeMs Kak B cilydyae
IIPOYMX OOpa3loB HAOIIONAINUCH TOJILKO OTHOPOII-
HBIe Koiblla. MOXHO 3aK/IIOYnTh, UYTO B 00pasie
“1450°C” (pukcupyeTcst Ha4aja0 peKpUCTaUIn3aluu,
CBOIICTBEHHOE ITOJIUKPUCTAUIMYECKUM CHUCTeMaM
BOIM3M IUIaBjieHUs. B maHHOM ciy4yae IjiaBjieHUE
cienyeT cunTarh 3BTekTdeckuM [20]. ITo 3Toit mpu-
YyuHE CcleayeT MpU3HATh TeMIIEpaTrypy CIEeKaHUS
1450°C cauikoM BBICOKOI JJIsI TIOJy4eHUsI MEJIKO-
3epHUCTON KepamMuKku. [IpoGiemMa HEOKOHYEHHOIO
¢dbopMUpoBaHUs TBEPAOIO pacTBOpa IPU TeMIrepary-
pe cnekanust 1425°C Obula peleHa yBeIUMYCHUEM
BpEeMEHHM BbIIepXKUBaHUS 10 30 MUH. DTH TeMIiepa-
TYPHO-BpEMEHHBIE ITapaMeTPhI UCITOJIb30BaJIi B 9KC-
MEpUMEHTAX 110 ONTUMM3ALIMM BEIWYMHBI IMPUKIIa-
JIBIBAEMOTO TaBJICHUS B XOI¢ UCKPOBOTO IJIa3MEHHO-
rO CIIEKaHMSI.

Jlas cepnnm “T10 JaBJICHWIO” YBEJIMUEHNE BAPbUPY -
€MOro napamMeTpa INPUBOIUT K WHBIM pe3yjbTaTaM
(puc. 10). I[Ipexne Bcero ciienyeT OTMETUTD, YTO 00-
pazen “1425°C” B “reMnepaTypHOii” cepuu 1 obpa-
zenr “30 MIla” B cepuu “mo maBJIEHUIO” OTIMYAIOTCS
TOJILKO BpPEMEHEM MH30TePMHUYECKOIO BBIIEpPXKMBa-
Hus. BugHo, dyto ero yBenudyeHue ot 15 go 30 MmuH
MMO3BOJIMJIO OOCTUYhL (DOPMUPOBAHMS €IMHOM (Da3bl
tBepaoro pactBopa Ce:(Y,Gd)AG npu npouux paB-
HEIX ITapaMeTpax. I1oBhIllIeHMEe JaBICHUS UICKPOBOTO
Iu1a3MeHHoro criekanust ot 30 go 60 MITa HecKOIbKO
yIIUpwIo U paKIIMOHHbBIN MUK. A B ciiydae oOpaslia
“90 MIla” nabmomaercs TpOfHas CTPYKTypa pediek-
ca C pacCYMTAHHBIM 10 IJIOLIAAU MO ITMKOM COOT-
HOIIIEHUEM MEXIy cocTaBjstiomumu 8.7 : 62.7 : 28.5
IpY HEKOTOPOM W3MEHEHUM CPEIHEB3BEIIEHHOIO
nonoxeHus pediiekca. McciaenoBaHue AByMEpPHBIX
KapTuH IUdpakIum o0pa3loB cepuM “II0 ITaBlie-
HUIO” HE BBISIBUJIO HUKAKUX OCOOCHHOCTEH.

SAKJIIOYEHHME

IIpoBeneHa onTUMU3ALMSI TPASKTOPUU peaKIiv-
OHHOTO MCKPOBOTO TIJIA3MEHHOTO CIIeKaHUsI KOMITO-
3uTHBIX KepaMuk Al,0;—Ce:(Y,Gd)AG ¢ npumeHe-
HueM MetonoB nudpakiu CHU. OcobeHHOCTU CTPYK-
TYpPHO-(ha30BOTO COCTOSIHUS BBISIBJICHBI HA MIPUMEpPE
JBYX BKCIIEpUMEHTAIbHBIX cCepUii 00pa3IoB.

[utg TiepBoit cepuy MoaAaep>kuBacMoe TPy CIieKa-
HUN naBieHue cocrtapisio 30 MIla, a BappupoBa-
JIach TeMIlepaTypa M30TepPMUYECKOTO BBIACPKUBA-
HUA TIpU eTro gnnterbHocTh 15 muH. Ilokasano, 4ro
0 TeMIeparypbl criekaHust 1425°C BKIIIOYMTEIBHO
coxpaHsIeTcsl ABOITHas CTpyKTypa pedJiekca, CBUIe-
TEJIbCTBYIOLIASI O He3aBEePIIEHHOCTH TIpoliecca dhop-
MUPOBaHUSI TBepHoro pacrsopa. MopMupoBaHue
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ogHO(a3HOTO TBEPIOro pacTBOpa GUKCUPYETCS IPU
1450°C, ogHakO MPOSIBJISIFOTCS MPU3HAKM PEKPUCTAI-
JIN3alX BBUIY OJTM30CTU 9BTEKTUYECKOTO IUIABJICHUSI.

g BTopoii cepru BEIOpaHa TeMIIepaTypa BEIIep-
xuBaHUs 1425°C, ero BpeMs1 ObUIO yBeJIU4YeHO ¢ 15
mo 30 MUH, a B Ka4yeCTBe BapbHUpPyeMOTO ITapaMeTpa
paccMaTpMBaJIM BETMYMHY TTPUKIIATBEIBAEMOTO daB-
JIeHUs. YBeJIWYeHUEe IJTUTETbHOCTU BBIICPKUBAHMS
B pexume 1425°C/30 MIla nmo3BoIMIIO HOCTUYD
dopmupoBanmst enuHON (ha3kl TBEPHAOTO pacTBopa
Ce:(Y,Gd)AG 06e3 pexkpuctamianuu. [1oBeieHne
nasieHus 10 90 MIla npuBeso K cocyleCTBOBaHUIO
B CICTeME HeCKOJIbKMX Bapualuii pa3sl Tuna YAG.

Takum obpa3oM, YncTasg KpUCTATMIEeCKasT KOM-
nosuTHas cuctema kopyHia—rpaHar Al,O;—Ce:(Y,Gd)AG
¢ enuHOIi (ha3oii COOTBETCTBYIOIIIETO TBEPJAOTO pac-
TBOpa OBIJIa YCITEITHO CUHTE3MpOBaHa METOIOM pe-
aKIIMOHHOTO HCKPOBOIO ILJIa3MEHHOTO CITeKaHUs
npu 1425°C/30 muna/30—60 MIla. Ilocnenyomniywo
OTNITUMMU3AIINIO PEKMMOB CTIEKaHUS CIISAYET BECTH He
TOJIBKO C MO3ULIMU (hOPMUPOBaHUS 1ieJeBOro (a3o-
BOTO COCTaBa Ke€paMWKM, HO M TIpM aHaIW3e psaa
KJII0YEBBIX XapaKTEPUCTHUK T10Iy4aeMOro mMatepuana —
3epEeHHOI CTPYKTYPBI, OCTATOYHOMN MOPUCTOCTH, TETI-
JIOTIPOBOITHOCTH, KapPOTIPOYHOCTH U TIPOYMX.

BJIATOJAPHOCTHA

HccnenoBaHue BBITIOJHEHO 3a cyeT rpaHTa Poccuii-
ckoro HayyHoro ¢oHna (rpoekt Ne 20-73-10242). 3aBbsi-
JoB A.Tl. 6raronapeH MUHUCTEPCTBY HAyKW U BBICILIETO
obpasoBanusi Poccuiickoit denepauu 3a (pUHAHCOBYIO
MOAAEPXKKY B paMKaXxX rocylapcTBeHHOro 3agaHus MHcTu-
TyTa XMMHMU TBepaoro teia u mexaHoxumuu CO PAH
(rmpoexT Ne FWUS-2021-0004). Kocbksinos J1.}O. 6iarona-
pex Cosery no rpanraMm I1pe3sunenra Poccuiickoit @ene-
paunu (crunieHaust Ne CIT1-3221.2022.1) 3a ¢hmuHaHCOBYIO
MONAEPXKKY MCCIeNOBaHUIN MO Pa3BUTHUIO METOMOB IOJY-
YeHUsI TIepeIoBbIX KepaMUUeCK1X MaTepuayioB. B pabore
ucrojib3oBaHo obopynoBanue LIKIT “CLICTU” Ha 6aze
YHY “Komruieke BOITIT-4—B3I1I1-2000” 8 USID CO PAH.
ABTOpBI TakKe BhIpaxatoT oyiarogapHocTs O.0. [uyanu-
Hy, Xin Liu u npodeccopy Jiang Li 3a momo1iis B mojryue-
HUM 00pa3lloB KEpaMUK.
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Application of Synchrotron Radiation Diffraction Techniques for Optimizing
the Sintering Trajectory of Al,O,—Ce:(Y,Gd)AG Composite Ceramics

A. P. Zavjalov" > *, D. Yu. Kosyanov> **

! Institute of Solid-State Chemistry and Mechanochemistry SB RAS, Novosibirsk, 630128 Russia
2SEC “Advanced Ceramic Materials”, Far Eastern Federal University, Viadivostok, 690922 Russia
*e-mail: Zav_Alexey@list.ru
**e-mail: Kosianov.diu@dvfu.ru

The development of most branches of lighting technology poses the challenge of developing advanced high-
power white light-emitting diodes. Their design involves the combination of two basic elements — a high-
power blue light-emitting diode or a laser diode with a yellow phosphor converter that can withstand high
thermal loads. Recently, the development of solid-state (primarily ceramics) phosphors based on Ce:YAG,
co-doped with the so-called “red” ions with high thermal conductivity and thermal stability, has been actively
pursued. Additionally, the possibility of creating on their basis composite structures with a secondary ther-
mostable phase of corundum o-Al,O3, which has many times higher thermal conductivity at a close coeffi-
cient of thermal expansion, is being considered. The development of a sintering map for complex systems
based on solid ceramics solutions requires mandatory control of their structural-phase state by X-ray diffrac-
tion. However, laboratory equipment is not always sufficient to understand the processes occurring during
sintering. Therefore, in this work, on the example of Al,0;—Ce:(Y,Gd)AG biphase ceramics, we optimized
the trajectory of their sintering using diffraction of synchrotron radiation. The composites were synthesized
by the method of reactive spark plasma sintering of powders of the initial oxides. It is shown that at the fixed
applied pressure of 30 MPa and an isothermal holding for 15 min, a single phase of the Ce:(Y,Gd)AG solid
solution is formed only at temperatures of at least 1450°C. At such high sintering temperatures, signs of re-
crystallization are observed due to the proximity of eutectic melting. Increasing the exposure time to 30 min
makes it possible to lower the temperature of formation of the biphasic structure to 1425°C and prevent un-
desirable recrystallization. However, the subsequent increase in pressure to 90 MPa leads to the coexistence
of several variations of the YAG-type phase in the system.

Keywords: Al,0;—Ce:(Y,Gd)AG, ceramic phosphors, YAG, Ce:YAG, (Y,Gd)AG, GAG, composite ceram-
ics, reactive spark plasma sintering, synchrotron radiation, X-ray diffraction.
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