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JJIOMUHECHEHIUAU U PACCESAHUSA CBETA BO ®TOPOLIMPKOHATHBIX
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HccenenoBana TeMmneparypHasl 3aBHCHMOCTb MHTCHCHBHOCTH JIFOMHHECICHINH (DTOPOILMPKOHATHEIX CTEKOJ
ZBLAN, nonmnposannbix NdF,, a Takke paccesnus cBeta ()TOPOLMPKOHATHBIMU M TEILTYPCONEPKAIIMMHU CTEKIIA-
mu coctaa 90TeO,~10PbO-P,O,. Makcumymsl mromunectienimu (1054 HM 171s HeoMMa) U PaCCEsTHHOTO CBETa
(1100 HM) perucTpHpPOBAIHCH IPU H3MEHEHUHN TeMmIreparyps! oT 25 10 440°C s crexon ZBLAN u ot 25 o 530°C
JULSL TEIUTYPCOAEPIKAILEro CTEeKIa. YCTaHOBIEHA KOPPEAIMS MEKLY TeMIIEePaTypPHbIMUA H3MEHEHHAMH ONTHYECKUX
XapaKTEePHCTHK U JaHHBIMU IN((EpeHINANbHO-TEPMUYECKOTO aHaIM3a cTeKol. IToka3aHo, 4TO Ha ONTHYECKHX
TEMIIEPATYPHBIX 3aBUCHMOCTSX HAONIONAIOTCS M3MEHEHHS B 00NAacTH TEMIIEpaTyp CTEKIOBaHus T, Havana KpH-
craumsauun 7 ¥ MakcumMyma Kpucrammsauuu T, crexo. OOCykaeHa BO3MOKHOCTD HCIOJIb30BaHHUs TeMIIepa-
TYPHBIX 3aBHCHMOCTEH ONTHYECKHX KPUBBIX B Ka4€CTBE KOHTPOIS TePMOOOPAOOTKH CTEKIO0Opa3sHBIX 00pa3IoB
B IIPOLIECCE MOJIYyUICHUS CTeKIIOKePAMUKH.

TEMPERATURE DEPENDENCE OF LUMINESCENCE INTENSITY
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The temperature dependence of luminescence intensity of the fluorozirconate ZBLAN glasses doped with
NdF,, as well as light scattering of the fluorozirconate glasses and the tellurium-containing glass of the composition
90TeO,~10PbO-P,O.. The maxima of luminescence (1054 nm for Nd) and scattered light (1100 nm) were recorded
at temperature variations from 25 to 440°C for the ZBLAN glasses and from 25 to 530°C for the tellurium-
containing glass. The correlation was found between temperature changes in the optical characteristics and the
data of differential thermal analysis of the glasses. It is shown that in the optical temperature dependences there are
observed changes in the glass transition temperature T , the onset of crystallization T and maximum crystallization
T of the glasses. The possibility was discussed of a use of the temperature dependences of optical curves as a control

for the heat treatment of vitreous samples in the process of glass ceramics obtaining.

Keywords: fluorozirconate glasses, tellurium-containing glasses, luminescence, light scattering, DTA

CrexnooOpa3Hble  MaTepuaibl, aKTHBH-
POBaHHBIE pPEIKO3EMETbHBIMH DJIEMEHTaMHU
(P33), mCcHonB3yrOTCST B Ka4eCTBE AKTUBHOM
Cpeabl MpPU CO3JaHUM J1a3epOB, BOJOKOHHBIX
YCHIIUTENIEH, JIFOMUHECIICHTHBIX JaTYHKOB.
HauGonee mnepcrnieKTUBHBIME SBISIOTCS  aK-
TUBUPOBaHHBIE CTeKJIokepamuku [3, 4, 8].
OOBIYHO CTEKJIOKEPAMHKY TIOTYYalOT METO-
JIOM CIIOHTAHHOW KpPUCTAJIM3aLUU, TO €CTh
[P BBIICPIKKE NIPU TeMIIeparypax HECKOIBKO
BBIIIC TEMIICPATYPhI CTEKIOBaHus T, momyya-
10T B 00beMe CTeKJIa KPUCTAIUTMYECKYI0 HAHO-
pasmepnyto dasy [5, 6, 9]. B xauecTBe ICHTPOB
HyKJIealuu BBICTyNatoT P33, KoTopeie BXOAT
B coctaB kpuctamwioB [7, 10]. Crexnoxepa-
MHKa 3aHMMAET MPOMEXKYTOYHOE IOJIOKCHUE
MEXy KPHCTaUIAMU W CTEKIIAaMU U O0Bbe/In-
HSET B ceOe ITydllne CBOHCTBA KPHCTAJUIOB —
BBICOKYIO MEXaHHYEeCKYI0 U TePMHUYECKYIO

MIPOYHOCTh — U JIYUIIHUE XapaKTEPUCTUKU CTe-
KOJI — BO3MOXKHOCTH TIPECCOBaHMS W (POPMO-
BaHUs, BO3MOXHOCTb BBITSDKKH OINTHYECKOIO
BOJIOKHA U MPOBEJICHUSI HOHHOTO OOMEHa IS
CO37aHUs BOTHOBOAHBIX CTPYKTYP [5].

Ji1s momy4eHust CTeKIIOKepaMUKH He00X0-
JTUM KOHTPOJTh TIPOTEKAOIIel BHYTpH 00pasia
KpUCTA/UIM3aLUU  HEMOCPEJACTBEHHO B IPO-
1mecce TepMooOpabOTKH, YTOOBI OCTAHOBUTH
HarpeB Ha HeoOxomumo# crtaauu. [losTomy
LEJIBI0 HACTOSIICH pabOTHI SBIISIETCS UCCIIEO-
BaHUE TEMIIEPATYPHOU 3aBUCUMOCTH CIIEKTPOB
JIFOMUHECIICHIIMN U PACCESHHOIO CBETA OT Tep-
MHUYECKUX CBOMCTB CTEKJIA.

MarepuaJjibl 1 METOAbI HCCJIETOBAHUS

Jlnst cuHTe3a CTEeKON HCIONB30BAM TeTPahTOpHL
nupkonus ZrF,, dropunsr 6apus BaF,, amomunns AlF,,
nanrana LaF,, narpus NaF mapku «4», okcun Telypa
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TeO, mapku «a», metadochar ceunna Pb(PO,), mapkn
«ana», propunsr Heomuma NAF, u urrepbus YbF, map-
K1 «1». OCyIICHHBIE MCXOIHBIC PEAreHTHl M3MeIbualIi
B PACCUMTAHHBIX MPOMOPIHAX B BHOpomenbHulle MM
301 ¢upmbr Retsch B Teuenme 30 MHHYT C 9acTOTOH
20 ynapoB B MUHYTY.

Cuntes crexkos1 ZBLAN npoBouian B INIATHHOBBIX
3aKPBITBIX THUIVIAX IO CXEME «TUICJIb B THUIVIE)» B II€YH
9MEKTPOCOMPOTUBIICHHUS C PETYIHPYEMBIM HArPEBOM HPH
temneparype 900-950°C B teuenune 25-30 munyT. Me-
TOIMKA CHHTE3a TEeJUTypPCOJEPIKAalIUX CTEKOJI ONMCaHa
B [1]. Pacnmas BbutuBanmu B nmogorpersie a0 220-300°C
CTaJbHBIE KONIBIIA, HAXO/SIINECs Ha HUKEIEBOH MOAT0K-
Ke, OBICTPO BBIPABHUBAIN IOBEPXHOCTH TOPSIINM IIpec-
coM, yOHpast U3JIHIIKH CTEKI000pa3HON MacChl, U OXJIaxkK-
JIaJIv 10 KOMHATHOW TeMIeparypbl.

Jliis ucenenoBaHui HCTIONIBL30BAIM IOPOLIKH CTEKOIL,
CIIPECCOBAHHBIC B TAOJIECTKH TONIIMHON 2 MM, H IIpoO-
3pavHble 00pa3Ibl CTEKOJ, 3aJMTHIX B CTAJIbHBIC KOJbLA
C BHELIHUM JIHAMETPOM dBHeum. =1,2cM ¥ TOIIIUHOMN
1-3 mM. IloBepXHOCTH CTEKON ObLIA JOCTATOYHO TIaj-
KOH, IOATOMY HX JOTIOTHUTEILHO HE TOJIMPOBAIIH.

TemmneparypHble 3aBHCHMOCTH  JIFOMHHECIIEHIINH
OBUTH MOJYYCHBI IyTeM O0IydeHust 00pasiia, MOMEIICH-
HOTO B TePMOsUeHKy, KceHoHoBOM nammoit JIKcIlI-150
B quana3oHe 340-700 HM, BBIOEICHHOM KOMOHHHUPO-
BaHHBIM ¢uiasTpom C3C23 + C3C25. HUccnenoBanue

BIIMSTHUSI HarpeBa Ha paccesHue cBeTa 00pasIoM MpoBo-
IIAIIOCH TIPH OONYYEeHUH Tocieanero ceeroM ot 800 HM,
BeesteHHoro guiasTpom MKC1. Yrom Bo30yxaaromiero
MOTOKAa CBETa Ha IMOBEPXHOCTh 00pasiia BO BCEX JKC-
MEpUMEHTaX COCTaBIsLT 45°, perucTpupyeMoro ImoTo-
Ka — 25°. VI3mepeHue MHTEHCUBHOCTH JIIOMUHECIECHIINN
Y PacCEessHHOTO CBETa MPOBOIMIIOCH C HENPEPhIBHON pe-
ructpanueil Ha cnekrpomerpe CIUJI-1 Ha anMHaxX BOJH
1054 u 1110 HM cooTBeTCcTBeHHO. Temmneparypa oOpasua
m3Mensnack or 25 1o 440°C mua crexkon ZBLAN wu or
25 o 530°C s Tenmypcoaepkauux crekos. CKopocTb
HarpeBaHHst 00pa3oB Obl1a ON3Ka K CKOPOCTH HarpeBa-
Hus B auddepeHnnansHo-TepMuaeckoM anammse (ATA)
u coctaBmsia 5+ 1 rpaf./muH. CHEKTPEI JIIOMUHECICH-
IIUY CHUMAJIH HEeIIOCPEICTBEHHO BO BPEMsI SKCIIEPUMEH-
Ta IIpY HarpeBaHUU 00pa31oB.

Crnextpel ITA NOpOIIKOB CTEKOJI CHUMAIH B 3a-
KPBITBIX TJIATHHOBBIX TUIVISIX CO CKOPOCTBIO 5 TPajl./MUH.
B arMocdepe BO31yxa Ha MOJICPHU3UPOBAHHOM JICpHBa-
torpade Q-1500 pupmbr MOM.

Pe3ysbTarsl nccienoBanus
U UX 00Cy:KIeHue

UccnenoBanust mpoBomwiiM Ha oOpasmax
(hTOPOIMPKOHATHBIX U TEIJUTYPCOACPIKALMX CTe-
KOJI, COCTaBbl KOTOPBIX TIPUBECHBI B TAOIHLIE.

CocTaBbl HCCIIEAYEMbIX 00pa31oB CTEKO

CocraB crekia, Moi. %

Obpasen ZtF, | BaF, | LaF, | AIF, | NaF | NdF, | YbF, | TeO, | Pb(PO,),
ZBLAN-INGF, 53 20 3 3 20 1 - - -
ZBLAN-1YbF, 53 20 3 3 20 - 1 - -
ZBLAN 53 20 4 3 20 - ] - -
TeO,-Pb(PO,), - - - - - - - 90 10

Ha puc. 1 mokasana temmeparypHas 3a-
BUCUMOCTb MHTEHCHBHOCTHU JIIOMHMHECLICHLIUH
(A=1054 am) PTOPOIMPKOHATHOTO CTEKJIA,
normposanHoro NdF,, mpu pasnuunoii ToJI-
mHe oOpasua. Buj KpuBBIX HECKOIBKO HATO-
MuHaeT kpusble JITA cTekna npu HarpeBaHHU.
B obnmactn 261-272°C Ha KpUBBIX HaOIO-
Jarotcsi HeOospme u3ioMsel. IIpu 3Tux 3Ha-
YEHUSX TEMIeparyp BO (TOPOIUPKOHATHBIX
CTEKJIaX HAYMHAETCS Pa3MsTYCHUE, YTO XapakK-
TEPU3YETCsI MOSABJICHUEM HEOOJBIION MOIBHK-
HOCTU CTPYKTYPHBIX CJIOEB W COOTBETCTBYET
TEeMIIepaType CTeKIoBaHus 1 .

B o6mactu 354°C KpI/IBBIge TIPOXOIAT Yepe3
MHHHAMYM 1 BBIXOISIT Ha MakcumMyM ripu 407 °C.
Ha xpusoii [ITA crexna ZBLAN-INdF, stum
3HAUEHHUAM OJM3KM TeMIlepaTyphl Hayaia mnep-
Bo kpucTtawmsauu T =348°C u BTOpOH
kpuctammsamun 7, —403°C (puc. 1, 6). He-
00X0IMMO OTMETHTb, YTO IIPU IIOBTOPHOM Ha-
rpeBe OXJAKIACHHOTO 3aKPHCTAJUIN30BAaHHOTO
obpasua crexnma ZBLAN-INAF, wunTeHCHB-
HOCTb JIFOMHHECHEHLIMN yMEHBIIAETCsS MOHO-
TOHHO M HE COOTBETCTBYET MapabOIMYECKOMY
xapakrepy (puc. 1, xpuBas 3). CnemoBarenb-

HO, CIJIOXHBIH BHJ| KPUBBIX JTFOMHHECIICHITUU
WCXOIHBIX CTEKONI CBSI3aH CO CTPYKTYPHBIMH
M3MEHEHMSIMH B TIPOIIECCe HarpeBaHHs, IIO-
cKoJbKy Juist crekon ZBLAN xapakrepHa He-
oOpaTuMasi KpUCTaJUTN3ALIHS.

Harpes o00pasuoB 3akaHuMBaqId Opu
440°C Bo wus0exaHWe Hayala IUIABICHUS
Y BBITEKaHUSI Pa3MATYCHHOW MAacChl CTEeKJIa
3 Konblieoopasuerx (opm. Ilpu oxmaxkme-
HUU MHTEHCUBHOCTH JIIOMUHECHEHIIMH MOHO-
TOHHO TOBBIIIANACH, MPU 3TOM HAOIIOIAINCS
HeO0OabIION u3sIoM B obimactu 360°C, yTto co-
OTBETCTBYET MPOIECCY KpHCTAUIM3auu (K-
3orepmudeckuii addexr mpu 367°C) na ATA
KpUBOHM oxnaxJaeHus. Popma CUrHAJIA JIIOMU-
HecueHuun Nd*" He3HaYUTENbHO H3MEHSETCS
B TIpoliecce HarpeBaHusl oOpasla, Torma Kak
MHTEHCHUBHOCTb B OXJIAXKACHHOM (3aKpucTal-
JU30BaHHOM) 00paslle yBETUYHBAETCS MpPH-
Oonmu3uTensHO B 2 pasa (puc. 2).

TemmeparypHsle ~ KpUBBIE  paccesTHUs
cBera oOpasmamu crtekon coctaBa ZBLAN
u TeO,~-Pb(PO,), nokazamel Ha puc. 3. Xon
KPUBBIX (PTOPOIMPKOHATHBIX CTEKOJ (puC. 3,
KpuBbIe 1-3) MMeeT MOXOKUH XapakTep, 4To
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OOBSACHSETCSA ONMHAKOBBIM CTPOEHHEM CTEKJIa
ZBLAN. B obmactu 265-268°C Ttak xe, Kak
1 Ha KPUBBIX JIFOMUHECIICHITUH, HAOIIOMAI0TCSI
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Puc. 1. a — memnepamypuas 3a8ucumocms UHMEHCUBHOCTU NOLOCHL TIOMUHECY eHYUU
neoouma (1054 um) 6 cmexne cocmasa ZBLAN—-INAF :
1 — monwuna cmexna 3 mm, 2 — monwuna cmekaa 2 Mm, 3 — ROGMOPHLILL Ha2pes 0bpaszya (2) monuyurotl
cmexna 2 mm; 6 — JJTA kpueas nopowra cmexna cocmasa ZBLAN-INAF , cnamas
co ckopocmyuio 5 epad/mun 6 ammocghepe 6030yxa )
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Puc. 2. Tpancgpopmayus popmol cuenana
miomunecyenyuu Nd** 6 sasucumocmu om
memnepamypwvi: 1 — nocne naepesanus 00 440°C
u oxaasicoenust 00 23 °C; 2 — do Haepesanus,
ucxooHuwlil obpaszey, 3 — npu memnepamype 440°C

KpuBble paccesiHusi cBeTa UMEIOT HECKOIIb-
KO MHUHUMYMOB U MAakCUMyMOB H IOKa3bIBa-
10T 00Jiee CIOKHBIA XapakTep M0 CPABHEHHIO
C KPUBBIMH JIIOMUHECTIeHIINU. OJJHAKO MOYKHO
BBISIBUTh HEKOTOPBIE 3aKOHOMepHOCTH. BOmu-
3M TEeMIIEpaTypHOW 0O0JIaCTH, COOTBETCTBYIO-
mieii Temmeparype creknosanus T, Habmiona-
€TCsl CHMXCHHE HHTEHCUBHOCTH pacCEsHUs,
TOrJa KaK AJIsl TeMIIeparyp, IpU KOTOPBIX Ha-

YUHAETCAd KPHUCTAJUIN3alis, WHTEHCHBHOCTH
paccessHusl cBeTta yBenmmuuBaercs (puc. 3).
OTO XOpolmo BHUIHO Ha MNpHMepe oOpasna
ZBLAN-INdF,, cnpeccoBaHHOTO B TaOIETKY
(puc. 3, kpuBas 4). BiousiHEe TeMIiepaTypHbIX
XapaKTEepHUCTUK o0paslia Ha BHJ TeMIleparyp-
HBIX KpPWBBIX pAacCesHUS W JIOMHHECIECHITUN
OYEBUIHO. DTO TOATBEPIKIAETCS XapaKTepoM
KPHUBBIX paccesHUs TeTypcouepxKammx o0-
Pa3LoB U OKCHJA aTIOMUHHUSL.

Tak, mms oOpasmoB 90TeO —10Pb(PO3)2,
B oTIHure OT o0Opa3noB ZBLAN, w3MeHEHHs
TIOSIBIISTIOTCSL 3HAYUTENIFHO TI03KE — B 00NIacTH
315-335°C (T —mnagano 324°C, okoHYaHHE —
347°C), u no 400°C s o0Opa3siia crekia (puc. 3,
KpUBasi 5) HE OTMEUYEHO HHUKAKUX HM3MEHECHHH.
Jnst cnpeccoBaHHOTO 00pasia AI&O3 BO BCEM
Jimanasone HarpeBa oT 25 no 530°C kakue-nu-
00 M3MeHeHHsT He 3a(MKCHPOBAHBI, YTO BITOJIHE
00BSCHUMO. DTO JOCTATOYHO YCTOWYHMBOE CO-
emunenue, T (ALO,) =2010-2050°C [2].

BriBoabI

HccnenoBaHe! TeMIieparypHbIe 3aBUCHMOCTH
WHTCHCUBHOCTH JIFOMUHECIICHIIUM U PACCESHUS
cBeTa Ha o0Opasiax (TOpOLMPKOHATHBIX U TEJl-
JypCOIEpIKaIMX CTEKOJI B MHTEPBAJIC TEMIIepa-
Typ 25440 1 25-530°C coOTBETCTBEHHO. YcTa-
HOBJICHA KOPPETSIIA MEXKTy TeMITepaTypHBIMI
M3MEHEHUSIMA MaKCHMyMOB WHTCHCHUBHOCTH OII-
THUYECKUX CHEKTPOB U JaHHbIMU JITA 0Opas3iios.
Iloka3aHo, 4TO Ha ONTHYECKHX TEMIICPATyPHBIX
3aBUCUMOCTSIX HAOITFOIAIOTCST M3MEHEHUsSI B 00-
JIacTy Temrieparyp crexnoBanus (7' g), HaJaja Kpu-
crajumsatyd (7)) 1 MaKCMMyMa KPUCTaJUTH3aLIN
(T') crexna. YcTaHOBJICHHAs B3aUMOCBSI3b M3ME-
HEHUSI ONTHUYECKOTO CHEKTpa OT TEPMUUECKOTO
CBOMCTBa 00pasia MOXKeT ObITh HCIIONB30BaHA
JUIl KOHTPOJIMPYEMOH TepMOOOpadOTKU B IIPO-
Tiecce TOMyYeHUsI CTEKIIOKePAMUKH.

B FUNDAMENTAL RESEARCH Nel0,2013 W



B XVUMNWYECKUE HAYKM W

1455

394

407 _ o

Hurenensuocrs, 0TH. £1.

434 =

T T
200 300 400 500
Temneparypa, o

a

154

10

200 250 300 350 400 450 500
Tenllmpm}'pa.oc

0

Puc. 3. a — memnepamypnsie 3agucumocmu paccesnus ceema (A = 1100 wm) obpasyamu:
1 — cmexno ZBLAN, monwuna 2,5 mm; 2 — cmexno ZBLAN—1YbF - MONWUHA 2,5 mm;
3 — cmexno ZBLAN-INdF , monwuna 2,0 mm; 4 — mabaremxa nopowxa cmexia ZBLAN-INAF ,, monwuna
2 mum; 5 — cmexno 90TeO ~10Pb(PO,) , monwuna 2 mm; 6 — mabnemka nopowka cmexia 90720 -
1 OPb(POj) » momuyuna 2 mm; 7 — mabnemra Al 203, monwuna 2 mm; 6 — JJTA kpusvle cmexia ZBLAI{] ons
nopowxa (1) u MOHOIUMHO2O CMEKAA, 3ANUN020 8 KOIbYO MOIWUHOU 2 Mm (2),
CHsIMble CO CKOPOCMbIO 5 2pad/mun 6 ammocgepe 6030yxa

Paboma nposoounacy npu uacmuynoti pu-
HaHcogoll noddepoicke Murnucmepcmea obpazo-
sanus u Hayku Poccutickou @edepayuu 6 pamkax
20cyoapcmeenno2o 3a0anus /lanbHeocmoynozo
gedepanvrozo ynusepcumema Ne 3.8646.2013.
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