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H13KoTEMNepaTypHbIe MATEPUAADI
B cucteme Ba—-Pb - Al-B-Si—-0O/Al,O4
AN COBMECTHOTO CMeKAHUS C MOPOLLKAMM

OAAropoAHbIX METOAAOB
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! HaumoHasnbHbIii nccnenosarensckuii TOMCKUI MOTUTEXHNYECKE yHuBepcuTeTt, Tomck, Poccus.

MeTon0M X1akoghasHoro criekaHus B HU3KoTemneparypHom ananasoHe 850-900 °C rosy4eHbl KOMIO3ULIMOHHBIE
marepuassl B cucteme Ba — Pb — Al - B - Si — O-crel</1o/oc-AI203 C cogepxaHnem okcuaa aaomuHus ot 20 4o
60 % (Mac.). CTeks10 Mosiy4eHo ppuTToBaHNeM u3 pacriasa npv remneparype 1430 °C ¢ nocienyioLmm nomMosom
B r/1aHETapHoOV MesibHuLe [0 padmepa 4actul 3, 5 u 8 Mkm. XapakTepucTuky CTEKIIOKepaMUKU 0C/e CriekaHus
onpeneneHbl METOAOM rMAPOCTATNYECKOro B3BELUVIBAHWS C BaKyyMupoBaHnem. MeTogqom peHTreHogpa3oBoro
aHanmn3a bbls10 3YHEeHO BNSIHUE GPAaKLMOHHOIo cocTaBa CTeksia Ha pa30Bbili COCTaB CreYeHHbIX KOMMTO3ULMNIA.
YcTaHoB/IeHO, 4T0 npu Temnepartypax obxura 850-900 °C B komnosuuumsx ¢ 20-60 % (mac.) o-Al,O5 naet
Kpuctannnsaumsi HoBou @asbl — uesb3naHa. C yMeHbLUeHneM pasmepa 4actul cteksia ot 8 4o 3 MKM B
KOMMO3ULMSIX MHTEHCUPULMPYETCS criekaHne obpa3LoB 1 pacTBOPeHUE YacTul, kopyHaa. Kpuctanam3saums
Lesib3naHa 6osee MHTEHCUBHO UAET B KOMIMO3ULMSIX, coaepxaLumnx 6osiee KpyrnHyto ppakumio ctekna (5 u 8 Mkm).
Jlyywmmn xapaktepuctukamu obaagaet coctas npu 70 % (mMac.) ctekna ¢ pa3MepoM 4acTul 5 MKM v
30 % (mac.) a-Al,04, criedeHHbIvi npy 850 °C B TeyeHme 30 MuH, NPV 3TOM KaxyLLasicsl MI0THOCTb COCTaBASIET
2,871 0° KI'/M3,' BogomnomoweHne — 0,01 %, ycanka — 9,86 %. NonyyeHHbie LTCC-matepuasibl npv NCrnoab30BaHnmn
CTeK/1a C KPYIMHbIM Pa3MepoM YacTuL, 5 MKM MeHee CKJI0HHbI K [POHUKHOBEHUIO CTEK/I0Pa3bl B C/IOM METaIM3aLmm
rpyi COBMECTHOM CeKaHuy C rnopoLLkamy 61aropoAHbIX METaI/IOB B COCTaBE MEeTa/lIn3aLnoHHbIX MacT.

KnioueBbie cnoBa: matepuasibl HU3KOTEMIEPaTypPHOro criekaHusl, CTeKJI0KepamMyka, COBMECTHOE CriekaHue,
MeTanmsaums Kepamukm, 6apunii-60poCHIMKaTHOE CTeKI0, LesibanaH, o.-Al,0,.

DOI: 10.17580/tsm.2018.04.07

BeepeHue MeTasnamu, NcnoJsib3yemMmbiMn B Ka4eCcTBe NpPOBOOHNKOB

B MHOFOCJIOMHbIX KOHCTPYKUmsx [1-4]. NMoanoxkn ns LTCC

Ceron,Hﬂ KepamMmmyeckre MmaTepuasibl HA3KOTeMMeparyp-
Horo cnekaHus (low temperature co-fired ceramics —
LTCC) Wwnpoko NpUMEHSIIOT B KQYECTBE OMINEKTPUYECKMX
NOASIOXEK MPY COBMECTHOM CMekaHUU C JIerkoniaBkuMm

005124a10T HUSKVUMU ANSNEKTPUYECKON NPOHNLAEMOCTBIO
(e = 5-10) 1 guanekTpuyeckmmn notepsmm (tgd = 10‘3).
CoBMeCTHOE cnekaHme ¢ MeTaln3aLMOHHbLIMU NacTamMu 1
[OCTUXKEHME MaKCUManbHOW MIOTHOCTM NPOUCXOAUT Npu
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TemnepaTtypax He Bbiwe 900 °C. MNpun Taknx Temnepartypax
MOMYYEHUSI MHOTOC/IOVHBIX CTPYKTYP CTAHOBUTCS BO3MOX-
HbIM NCMOJIb30BAHNE BbICOKOMPOBOASALLNX METANIOB C HU3-
KO TemnepaTypoi nnasneHus, Takux kak cepebpo (T, =
=961 °C) u 3onoto (T, = 1064 °C) [1].

MaTtepunansl LTCC MOXHO pa3fnennTb Ha ABE rpynnbi:
1 — KpucTannM3oBaHHbIE CTEKNA, 2 — KOMMO3UTbI U3 CTEK-
na n kepamuku [4]. MepBasa rpynna npeacTtasnseT cobo
cuTannbl, Noay4yaemMble KpUcTanmaaumein NnpeaBapuTenbHO
CBapeHHOoro crtekna. B namensyeHHoe cTekno nobasnsioT
CBAA3YIOLLME W NOJyYaloT WANKEP, N3 KOTOPOro OTAMBalOT
MAEHKN AN9 NOCNeayoLWwero npon3BoacTaa nognoxek. Ko
BTOPOW rpynne OTHOCAT KOMMNO3MLUMN N3 NpeaBapuTesibHO
CBApPEHHOIr0 1 N3MENIbYEHHOr0 CTEKA U KPUCTANINYECKON
COCTaBNsAloLLEN (OKCMaa aloMUHUS, ANOKCMOA KPEMHUS,
ANoKCMAA LMPKOHUS U T. A.). TOHKON3MESTbYEHHbIE KPUCTan-
JINYECKYIO N CTEKOSbHYIO COCTaBNSIOLLME CMELLNBAIOT BME-
CT€ C OPraHN4yeCcKMMmn KOMMoHeHTamu. M3 nonyyeHHOro
LiMkepa OT/IMBaoT KepaMmnieckmne nineHkKn ans ganbHen-
Lero 06Xumra uiam COBMECTHOIO CreKkaHns C MeTa/lINYeCckm-
MW MOPOLLIKaMW.

Ona nony4eHnsa CTeKNoKepamMmnyeckmnx matepunanos
LUMPOKO M3y4eHbl cTekna B cuctemax: Cal - B,04 - SiO,
[3], ZnO — B,05 — SiO, [6], MgO - Al,O5 - SiO, [7], CaO -
PbO - B,0, - SiO, [8], CaO - Al,O, - B,O5 - SiO, [9], CaO -
MgO - B,0; - SiO, [10], CaO - BaO - B,05 - SiO, [11].
OO6bI4HO NerkoniaBkre CTekna ass KOMNo3uLIMi ¢ KpucTan-
NIMYECKUM HanonHuTenem cogepxat 3 unn 6onee n3 npu-
BEEHHbIX BbILLIE OKCMAO0B. B kauyecTBe HanonHUTeNs yaile
BCEro MCronb3yT OKCUA allOMUHUS B BUAE KOpPyHAA
(a-Al,0,) [12]. CaMbiMmn pacnpoCcTpaHeHHbIMM CTeknootpa-
3YIOLLMMY OKCUAAMW 18 Takux cTekon asnatoTea SiO, v
B,05 [4], moamnpukaTopamm — CaO, MgO, ZnO n PbO
(4aLLe BbINOAHALWLNMI ponb nnaBHA) [1, 4]. Okcua 6apus B
KayecTBe MOANDULNPYIOLLLErO KOMMOHEHTA UCMNONb3YIOT
ropasfao pexe 1 06bl4HO B CMECSIX C OKCUMAAMW KasbLys
MarHusi.

HecmoTps Ha HM3KKe TemnepaTtypbl cuHTeda LTCC-
MaTepmanoB U MHEPTHOCTb KOPYHOOBOIO HAMOMHUTENS, B
HEKOTOPbIX Cy4Yasix BO3MOXHO MOSABAEHNE AOMOHUTENb-
HbIX KpucTannndeckux ¢as [7-11]. MNpn aToM B cocTas
HOBOOOPAa30BaHHOM kpuctannodasbl He BCeraa BXOAUT
OOMUHMPYOLWWIA okeua-moandgukaTop. Tak, B paboTe [11]
OTMeyaloT, YTO B koMnoanumax ns ctekna Ca—Ba - Al - B -
Si—0c¢ 60 % (mac.) HanonHuTens Al,O5, CUHTE3UPOBAHHbIX
npu 875 °C B TedeHne 15 MUH, 3adUKCMPOBAHO BbiNaaeHne
M3 cTekna BTOPON KPUCTaNIM4eckomn dasbl — aHopTUTa
(CaAl,Si,Og), HECMOTPS Ha BEICOKOE COAEPXKaHVe B CTek1e
okcupa 6apus (18 % (mac.)).

B cucteme BaO - Al,O; - SiO, ecTb 06LIMpHas 061acTb
cTeks006pa3oBaHus B HE0OXoaMMOoM s nonydeHus LTCC
TemnepaTypHOM avanasoHe (850-900 °C), B KOTOpOWi BO3-
MOXHA KPUCTanM3aumnsa TPOMHOr0 COEANHEHNS — Lefb-
3uaHa (BaAl,Si,0Og) [13, 14]. UenbanaH [15] nmeet nnot-
HOCTb (3-3,1)-1 0® KF/MS, OM3NEKTPUYECKYO NPOHMLAEMOCTb
6,5—7, TaHreHc yrna amanekTpuyeckmx notepb (1-2)-1 0™*n

HU3knin TKJIP (TemnepaTypHbIn KOSDDULMEHT NINHENHOrO
pacwmpenus) (2,1-2,2)-1 078K, Takum ob6pas3om, kpucTarn-
nmM3aums Lenb3naHa B Ka4ecTBe AOMNOSHUTENbHON dasbl
MOXET YNy4LUUTb AN3NIEKTPUYECKME CBONCTBA U CHU3UTb
TepMuyeckoe paclumpenue LTCC-matepuranos.

Llenb naHHoM paboThl 3aki4yanacbk B UCCNeaoBaHUN
KOMMO3MLMOHHbBIX MAaTEPMANOB HA OCHOBE JIErKOM1aBKOro
ctekna Ba - Pb — Al - B — Si — O pasnnyHoro ppakuyoHHO-
ro cocTaBa 1 KpUCTa/IMYECKOoro HanosHuTens o-Al,O4 ana
BbISIBIEHNSA BOSMOXHOCTWN KpUCTanm3aummn Lenb3maHa B
Ka4yeCTBE AOMNOSIHUTENBHOM KpUCTaNINYeCcKom ¢pasbl 1 nony-
YeHVs MaTepmana Cc xapakTepmcTmkaMmun, NO3BOASIOLWLNMN
1CMNONb30BaTh MOPOLLIKM 61aropoaHbIX METASINIOB B COCTaBe
METaN3ALMOHHbIX NACT.

3Kcnepwme|-rranbﬂas| 4acTb

KomnosuumoHHble LTCC-maTepuansl noayyann MeTo-
[OM ChnekaHns M3 MUKPOHHbIX MOPOLLKOB Gapuii-60po-
CUNIMKATHOrO CTeKsa U KPUCTa/IMYECKOrO HANOHUTENS.
B kauecTBe KpMCTaIMYECKOro HanoIHUTENS UCMOJIb30Ba
rmnHo3em Mmapkn Nabalox (NO 105RA, ynctoTa 99,8 %)
¢ copepxxarviem o-Al,O, He MeHee 98 % v pasmepom YacTuLy
3,24 MmkM. BTOpoI COCTaBASIOLLEN ABMSINIOCH CTEKIIO COCTa-
Ba, % (mac.): 19Ba0 -6 PbO -7 Al,0, - 14 B,05 - 50 SiO,, -
4 (Na,0 + K,0). B ka4ecTBe MCXOOHbIX BELLECTB A1 MOJly-
ueHusa ctekna ucnonssosanu: BaCOg, B,05, Al,O4, PLO,
Si0O,, Na,CO4 n K,CO,4 kBanudvkaumm YA, Bapky ctekna
NPOBOAMIN B KOPYHAOBLIX TUMMAX NPy Temnepatype 1430 °C
C BbIAEPXKOW NPy MakCManbHOM Temnepatype 14 B anek-
TPUYECKO NeYn ¢ Kapbua-KpPeMHUEBLIMU HarpeBaTebHbIMU
anemMmeHTamu. CTyaKy CTEKSIOMacChbl NPOBOAUIN METOAOM
dpuTTOBaAHNA 4Yepe3 BbIIMBaAHWE pacnjaBa B BOAY.
Mony4eHHyo GPUTTY N3MenNbYanu B NaHeTapHON MeNbHULLE
Fritsch Pulverisette 6 c 6apabaHom 1 MenioWyMM Tenamm 13
Jyokenaa UMpKoHust. Pasmepbl HaCcTuL, MOMyYEHHbIX MOPOLU-
KOB CTeKJ1a pacCHMTbIBaNIN, NCXOASA U3 NAOLLAAN YAEbHON
MOBEPXHOCTU, ONPeAeNeHHON MeTOAOM BO3AyXONPOHN-
LLaeMoCTu cflios nopouka ctekna Ha npubope MCX-10.
OTn napamMeTpbl COCTaBUN: 8 MKM (Sy.u = 0,263 M2/F),
5 MKkm (Syn = 0,433 M2/F) n 3 MKM (Syﬂ = 0,585 M2/r).
Tepmuyeckoe pacLUMpeHne CUMHTE3MPOBAHHOIO CTeksa
vccneposanm Ha aunatomeTtpe Neizch DIL402PC. C ncnonb-
30BaHMEM NporpamMmHoro obecneyveHns Proteus 13 kpu-
BOI TEPMUYECKOrO pacLUNPEHNS onpeaennnm Temnepa-
TYpy CTekI0BaHws (1), TemnepaTypy Hadana pa3msiryeHus
(t, ) W TKIIP (0050 9c)-

M3 nonyyeHHbIX ppakumii 6apnii-60pocmMankaTHoOro
CTeka v MrMHO3emMa COCTaBUIM KOMMNO3ULMK C COaepXa-
HueMm ctekna, % (mac.): 40, 50, 60, 70 n 80. CmeLwBaHme
NMOPOLLKOB NPOBOANM B BUOPALMOHHOM MenbHULe Fritsch
Pulverisette 23 npn yactoTe 35 'y, M BpeMeHn nepemMeLun-
BaHMA 5 MUH. [Noay4yeHHble KoMNo3mummn GopmMoBann MeTo-
[OM OJHOOCHOr0 ABYCTOPOHHEro NpeccoBaHus CO CBS-
3ytowmm Bewectsom OPTAPIX (0,5 % (mac.) oT Macchbl
KOMMO3MLMN) Ha MMAPABANYECKOM Npecce npu yaebHOM
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nasneHn 500 MIMa. O6xur cpopmMoBaHHbIX 0OPa3LIOB NPo-
BOAMNM B MydenbHOM nedn npu temnepatypax 850 n
900 °C ¢ BbIAEPXKON NPU MaKCUManbHOM TeMnepaType
30 muH. 3aTem ans Bcex oO6pa3L0oB onpeaenssiv OrHeByto
ycaaky. [TopncTocTb, BOAOMOMOLLEHVE 1 MIOTHOCTL 06pas-
LOB onpenensanu Ha Becax Sartorius ME2358 meTtoaom
rmopoCTaTMYEeCKOro B3BELUMBAHUS C BaKyyMUPOBAHUEM.
Ka4yeCTBEHHbI 1 KONMMYECTBEHHbIV aHanmM3 Kpuctanamye-
cknx daa nosy4yeHHbIx 06pasyoB oNpeaensm MeToaom
peHTreHodasoBoro aHanuia (P®A) Ha gudpakTomeTpe
Shimadzu XRD-7000 (CuK-nanyyeHve) ¢ ncnosbL3osa-
HMeM nporpaMmHoro obecneyeHuns Sleve+ 1 6a3bl AaHHbIX
PDF-4+2018.

PeayneraTthl U X 06CyXaeHue

AHann3 TepMu4eCcKoro pacLunpeHus cTekna

Ha amnatomeTpuyeckon KpuBoM pacLluMpeHust ctekna
(puc. 1) BblaeneHbl HECKOMIbKO y4aCTKOB: | — JIMHENHbIN B
ob6nactv Temneparyp 4o 542,8 °C, Il — pe3ko BOCXOOALLMIA
BOAM3WN UHTEPBANa CTEKI0BaHUS BMAOTL 0 642,1 °C, Il —
HMCXOSWMA NOCNe MakcumymMa paclumpenus. lNepsbin
Yy4aCTOK CBSI3aH C TEPMUYECKMM PacLUMpPEHNEM MaTepmana
[0 TeMnepaTypbl CTEKIOBAHMS. TeMnepaTypHbIn KOahpun-
LMEHT IMHENHOrO pacLUMPEHNs CTEKNA B AMana3oHe TeM-
nepatyp 20-250 °C paset 5,4-10 8 K. Bbiwe Temnepary-
pbl CTEKOBAHMNA tg =594,6 °C B MaTepuane Ha4MHaTCH
CTPYKTYPHbIE MEPECTPOMKN U, BO3MOXHO, 3apoxaeHne
KpucTtannmyeckmx ¢das. TpeTuin y4acTok HavynHaeTcs
nocne ounaTtoMeTpmuyYeckon TeMnepaTypbl PasMaryeHus
(Temnepatypbl Ha4yana AedopmaLn NoL Harpyskown) ¢, ;=
=642,1 °C v cBa3aH C Ha4anoM BA3KOro TeveHus un aedop-
Maumei obpasua nog AeCTBMEM Harpy3km gunatomeTpa.

[na 60onblUIMHCTBA CUIMKATHBIX CTEKON Temnepartype
CTEKJIOBAHUNSA COOTBETCTBYET BA3KOCTb 10'2% Na-.c, atem-
nepaTtype Hadana gedopmaunmun nop Harpyskom —
10'%% Na.c. Monb3ysick ypasHervem M. A. BesGopoposa
[16], paccumTann 3Ha4yeHns BA3KOCTM CTEKNA A Temne-
paTyp B UCcneayemMoM MHTepBane crnekaHms KOMno3u-
L1 cTekna ¢ rMmMHO3EeMOM:

lgn=A+B/T?
AL, MKM
100 = °
I oc t,=594,6°C
50k 20,0, 250,0

-6, 1

Oy, 2500 = 542610 K
-50+ |
-100 t,,=642,1°C
-150
1 1 1 1 1 )
100 200 300 400 500 600

Temneparypa, °c

Puc. 1. [dunaromeTpuueckasi KpyBasi paCIIMPEHUs CTEKIA:
AL — i3MeHeHUe JUIMHbI 0JI0UKU CTeKIIa

roe mn — BA3KOCTb, BbipaxeHHas B IMa-c; T — Temnepartypa;
A N B — KOHCTaHTbI, 3HA4YEHNS KOTOPbIX UHANBUAYAbHbI
ONs KaXAoro cocrtaea CTekna.

JNorapudm saskoctu npu 800 °C coctasnseT 6,65, 4To
COOTBETCTBYET TeMNepaType pasmardeHus JIutmrTona ¢
(Havano nedpopmaumn ctekna nod AencTeBMeM CoOOCTBEHHOM
cunbl TsKecT), Npu 850 °C 3T0 3HAYEHME YMEHbLUAETCS 40
5,85 v npn 900 °C — oo 5,18.

B HuskoTemnepatypHbix LTCC-maTepuanax cnekaHume
MOET Mo XnaKko@asHoOMYy MexaHM3My C YaCTUYHbIM pac-
TBOpPEHMEeM KpucTananyeckon dasbl M MHOrAa conpo-
BOXOaeTcs 06pa3oBaHMEM HOBbIX KpUCTanamyeckumx das
(B 3aBMCKMOCTM OT cocTasa ctekna) [17]. CnekaHue cTe-
KNOMOpoLLlKa HA4YMHAETCs B AMana3oHe OT TemnepaTypbl
JInTTNTOHA (CNekaHwe B MOPMCTOE Teno) 40 TeMNnepaTyphl,
COOTBETCTBYHOLLEN norapndmy BazkocTu Ign =5 (6ecnopu-
cToe Teno). ng KoMno3uuuin Ha OCHOBE MCCNenyemoro
CTeKsa, UCXOAS N3 PACCHUTAHHbIX 3HAYEHWUI BA3KOCTH, Cre-
KaHue cneayeT BECTU B TEMNepaTypHOM amana3oHe ot 850
00 900 °C, nockonbky npu 800 °C BA3KOCTb CTEKA CANLL-
KoM BonbLuas ans obpasoBaHMs 6€CrNoOPUCTOro N3aenns B
KOMMO3ULMSIX C KPUCTANIMYECKMM HanoHNUTENIEM.

BnusHue pasmepa 4acTuy cTeksia Ha cnekaHue
KOMMO3ULUIA C pa3J/Iu4yHbIM coaepXaHnem AI203

Ha puc. 2 n 3 npeacraBneHbl 3aBUCUMOCTU ycaaKu,
BOZOMOITIOLLLEHUNS U KAXYLLENCs MIOTHOCTU OT MaCCOBO-
ro cogepxaHus crteknodasbl B UCcneayemMbix KOMMo3u-
LIMOHHBIX MaTepuanax npu Temneparypax ooxura 850 n
900 °C.

B komno3uumsx ¢ 40 % (mac.) ctekna yrnjioTHEeHue npu
CMNeKaHNN HE3HAYMTESIBHO MPU UCMOJIb30BAHUN BCEX UCCIe-
nyembix dpakumii cteknodasel. O6 3TOM CBUOETENLCTBYIOT
Masble 3Ha4eHns orHeBon ycaaku (<2 %) ons scex dpak-
LIMOHHbIX COCTABOB, CreyveHHbIX Kak npu 850 °C, Tak 1 npu
900 °C. C nosblweHnem Temneparypbl ooxura ¢ 850 oo
900 °C npu 6nM3KNX 3HAYEHUSX ycaaku HabnogaeTca
yMeHbLUeHMe Bogonornowenmsa ¢ 10-11 oo 7,0-7,5 % ana
BCEX nccnenyembix dppakumin. MNpu cnekaHum obpasLos,
copepxalumx meHee 50 % (mMac.) cTekna, konmyecTtsa obpa-
3yloLLEerocs pacnnaea, BA3KOCTb KOTOPOro COOTBETCTBYET
nccnegyeMomy gmanasoHy temnepatyp (850-900 °C),
He[0CTaTOYHO 4151 3aMOSIHEHUS BCEX OTKPbITbIX MOP.

C yBenunyeHnem copepkaHums ctekna B KOMNO3uLmsx oT
50 no 70 % (mac.) cnekaHme 06pasLoB MHTEHCUDUUMPYET-
cA B MccnenyemMom auanasoHe Temnepartyp. Bopo-
nornowexne npu 70 % (mac.) ctekna B KOMNO3numsax cTta-
HoBUTCS Huxe 0,1 % ana Bcex dpakuMOHHbIX COCTABOB
cTeksa. 3To CBUAETENLCTBYET O MaIOM KONIMYECTBE OTKPbI-
ThIX MOP Ha NOBEPXHOCTM 06pa3LLoB. MakcumManbHas ycaa-
ka o6pa3sLoB HabAaeTCs B KOMNO3ULUMn ¢ ppakumeit
ctexna 3 mkm, socturas 10 % npum ee copepxaHnmn 70 % (mac. ).
[na 6onee KpynHbIX Gpakumin cTekna Nnpm nx cogepxa-
HUM 50 1 60 % (Mac.) KOMNO3MLMN CNEKAIOTCS XyXe, 4TO
oTpakaeTcs Kak B 6051ee HU3KMX 3HAYEHUAX yCaaKu, Tak
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M B MEHbLUMX 3HAYEHUAX KaXYLLENCcs MAOTHOCTU (CM.
puc. 3). 310 HabngaeTcs B NpoLuecce obxura kak npu
850 °C, Tak 1 npn 900 °C. CnepyeT 0TMETUTb CXOXee MoBe-
JeHue Npuy cnekaHm KOMMNO3uULMIA C COAEPXaHMEM CTeKa
70 % (mac.) n 6onee ona dpakumii 3 5 MKM.

[nanccnenyembix KOMNO3MUMIA NPOCIEXVBAETCH 3aK0-
HOMEPHOCTb Y/y4LLEHMWS XaPaKTEPUCTUK CNEKAHUSA C YyMEHb-
LLIeHneM pasmMepa YacTuu, cteknodasbl. HecMoTps Ha BbICO-
KOe coaepXxaHue cteknodasbl B COCTaBe KOMMNO3ULUUIA U
XXNOKOCTHBIN MEXaHM3M CNeKaHWs, rMaBHOM OBUXYLLEN
CUJIOi Npouecca sBnsieTcs 3bbITo4Has MOBEPXHOCTHas
aHeprms Yyactuy, C yMeHbLLEHMEM pa3Mepa HYacTuL, CTekna
oT 8 K 3 MKM NMOBEPXHOCTHAsA SHEPrua Bo3pacTaeT U1, Kak
CneacTBue, yyyLaeTcs criekaHne 06pasLoBs, YTO oTpaxa-
€TCH B YBEIMYEHUM YCAOKN U KaXKYLLENCS MAOTHOCTM Ans
06pa3LLoB C 0ANHAKOBLIM COAEPXaHMEM CTeKJ1a B COCTaBe
KOMMO3MLNN.

MnoTHOCTL NccnenyeMbix KOMMO3UTOB YBENNYMBAETCS
C pocToM coaepxaHusa cteknodasbl 4o 60 % (mac.) ans
camoii menkoi ppakumm (3 Mkm). ns octanbHbIX ppakuui

Bogonornowenve, % Ycapnka, %

12 12
Bopgonornouwenne

— — — Ycagka
2 710

> 0
70 80
ConepxaHve ctekna, % (mac.)

Puc. 2. 3aBUCUMOCTb YCaIK1 1 BOAOIOIIOLEHUS OT COIEP>KAHUSI CTEK-
Jla B KOMITO3UIIUSIX C KOPYH/IOM, CIiedueHHBIX rpu 850 (a) u
900 °C (6). Pasmep 4acTuLl CTeKIIa, MKM:
1—3;,2—5,3—8

Kaxyasicsi nnotHocTts, 1073 kr/m3

29
—a

28F !
-2

27 3

26}

2or /7’

24 -/, -

2 s

40

ConepxaHue ctekna, % (mac.)

Puc. 3. 3aBucHMOCTb Kaxyllleiicst INIOTHOCTU OT COIEPXKaHUSI CTeKIIa
B KOMITO3UIIMAX C KOPYHIOM, CriedeHHbIX mpu 850 u 900 °C.
Pasmep vacTuir cTekia, MKM:
1—3;2—5,3—38

MaKkcumMasnbHas NJIoTHOCTb 06pa3LLOB AOCTUrAeTCs npu
70 % (mac.) cTekna B COCTaBe. YBEMYEHME COAEPKAHUS
ctekna oo 80 % (mac.) NoHWXaeT NMI0THOCTb 00Pa3LIoB,
HECMOTPS Ha BbICOKYIO CTEMeHb CNEYeHHOCTU, YTO 0ObsIC-
HSETCS MEeHbLUEein MIOTHOCTbIO CTek/la MO OTHOLIEHUIO K
KPUCTaIIMYECKOMY HanosiHuTento o-Al,0s.

CamblIx BbICOKMX XapakTePUCTUK CreYeHHbIXx 06pa3LoB
nocTturaioT B komnosunumsax ¢ 70 % (mac.) ctekna ¢ pasme-
poM YacTuy, 3 1 5 MKM Npm Temnepatypax cnekaHus 850 n
900 °C: sogonornoLieHne — MmeHee 0,01 %; kaxyLiaacs
nnoTHocTb — 2,87-10° KI’/MS. [na coctaBor ¢ 60 % (mac.)
cTekna pa3mepom 3 MKM 3Ha4YEHUS KaxKyLLLENCS NAIOTHOCTU
npu Temnepatypax o6xura 850 1 900 °C 6a13ku (2,89-103
n 2,88:10° kr/M® COOTBETCTBEHHO), O4HAKO MoKa3aTenu
BogonornoweHus (0,29 n 0,16 %) cBuaeTenbCcTBYIOT 00
OTKPbITbIX MOPax Ha MOBEPXHOCTH.

BnuaHue pazmepa yacTul, cTekna
Ha ¢pa30BbIii COCTAaB KOMMNO3ULUN

Pesynbtathl POA (puc. 4) CUHTE3NPOBAHHBLIX KOMMO3M-
umii ¢ 30 % (mac.) a-Al,O4 CBUAETENbCTBYIOT O TOM, 4TO NPK
crnekaHuy NpPouCcXoanaT ABa napannenbHblx npouecca: 1 —
pacTteopeHe kopyHaa o-Al,O5 B cTeknodase, 2 — kpuctain-
nmsaums uenb3narda BaO-Al,05-2Si0, 13 cTeknodasb.

[Mpwn B3amoaencTenM KOPyHAa CO CTEKIIOM B pacriias
nepexoasT VOHbl aNiOMUHUSA, YTO CO30AEeT YCNOBUS ANs
06pa30BaHVs cMBOTaKCUYECKMX rPpyn, GAMXKHUIA NOPSA0K
KOTOPbIX COOTBETCTBYET CTPOEHUID afioMocunmkaTa
6apus — uenb3uvaHy. NocKonbKy 3TO CoeAnHEHNE UMeeT
rekcaroHasibHbl TUMN KPUCTaNIMYECKON peLueTku, To,
BEpOSiTHEE BCEro, ero 3apobillieobpa3oBaHme HavMHa-
€eTCs Ha MOBEPXHOCTM YaCTuL, KOPyHAA, MMEIOLLLEro cxo-
XU TUN KPUCTaNIMYECKOM CTPYKTYpPbl, N pa3BMBaeTCcs
BHYTPb OKPYXaloLLEero 4acTuLbl KOpyHOa pacnfiasa CTek-
na. Harpes ctekna 6e3 NpucyTCTBUS KPUCTANIMYECKOrO
HanonHuTens yxe npu 850 °C npmMBoaxT K KPUCTANU3ALN
B-kpuctobanuta (cMm. puc. 4, a). AHanna obnacTu KpucTan-
N3aumy uenb3unaHa B TpoiiHoi cucteme BaO - AlL,O, - SiO,
[aeT OCHOBaHMe YyTBEePXAaTth, 4TO KoHUeHTpauus Al,Oq4
B JIOKa/IbHbIX 06/1aCTSX pacrniasa B KOMMO3ULMSX C KOPYH-
noM, koraa GopMmpyoTCst CMOOTaKCUYeCKne Lienb3naHo-
nono6HbIe rpynnbl, MOXeT gocTuratb 15 % (mac.).

Mpun cnekaHMn CTekNoKepaMnUYeCcKnx KOMMNo3numin ¢
yMEeHbLUEeHMEM pa3mMepa YacTul, cTekna ¢ 8 4o 3 MKM B
obpasuax NHTeHCUdUUMpPYeTCs NPoLEecCc pacTBOPEHUS
KOopyHOa B cTeknodase, 4TO OTPaXaeTCs B YMEHbLUEHUN
WHTEHCMBHOCTWN PEHTreHOBCKUX MaKCMMYMOB, COOTBET-
CTBYIOLLMX KOPYHAY. KONn4ecTBo KpMCTanioB Lenb3naHa,
HanpoTMB, YBENINYMBAETCH B KOMMO3MLUSX C BONbLUINMN
pasmepamm yacTtuu ctekna (5 u 8 mkm), o 4em ceuae-
TENbCTBYET YBE/IMYEHMNE PEHTFEHOBCKUX MakKCUMYMOB
(cMm. puc. 4, 6), cooTBETCTBYIOLLMX pase Lenb3nana. Poct
kpucTannos BaO-Al,04-2Si0, B okasibHbIX 0611aCTAX, HAChI-
LLEHHbIX MOHaMWN aJIIOMUHNS Ha FpaHuLLAaxX C Kpuctannamum
KOopyHAa, noeT B o6bemMe 4acTuL, cTekna u IMMnTupyeTcs
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WHTEeHCUBHOCTb, OTH. e/.

Ba-Pb-Al-B-Si-0 a

20, rpag

Puc. 4. PeHTreHorpaMMbl 00pa3iioB, CIIEYEHHBIX ITPU PA3TUYHBIX TEM-
neparypax:
a — crexio npu 850 °C; 6 — xommnosuuuu ¢ 30 % (mac.)
kopyHza rpu 850 °C; 6 — kommnosuumu ¢ 30 % (mac.) KOpyH-
na npu 900 °C;
I— crexio 8 mxm + 30 9% AL O5; 11— ctexiio Smxm + 30 % AL, O5;
1T — crexno 3 mxm + 30 % Al,O5;
1 — B-xpucrobamut; 2— BaO-Al,0,°28i0,; 3 — o-Al, 0,

MEeX3EePEHHbBIMU rPaHULLAMU, Pa3ynopsa0YeHHOCTb KOTO-
pbIX COXPaHaeTCs B 06bemMe cTekiodasbl B UCCIeayEMOM
WHTepBane Temnepatyp Harpesa (850-900 °C). Kak cnep-
cTBMe, B Bonee KpynHbiX YacTuuax ctekna (5 n 8 Mkm),
HaCbILLLEHHbIX NPeA3apoablLLEBbIMU FPynnamMun, PpOCT Kpu-
cTannoB uaeT B 6onblieM 06beME N UX KONMYECTBO 60J1b-
e, 4eM B HYacTULLaxX CTekla MeHbLLEero pasmepa (3 Mkm),
XOTS1 CTEMNEHb UX MEPECHILLEHNSA PACTBOPEHHBIM OKCUAOM
anioMUHNS 6onbLue.

C nosbilLeHem TemnepaTypbl o6xwura ¢ 850 go 900 °C
(cm. puc. 4, B) npouecc pacTBOPEHNSA KPUCTaIIOB KOpyHOA
B KOMMNo3nuusax ¢ 6onee KpynHbiMu GpakunsmMm cTekna
(51 8 MkM) naet 6onee NHTEHCUBHO. PasHnua B IHTEHCKB-
HOCTU KpUCTaNnM3auum Lenb3raHa 4t COCTaBoB C MENKOM
dpakument ctekna (3 Mkm) n 6onee KpynHbIMn Gpakums-
MW CTQHOBUTCS HE3HAYUTESIbHOW, YTO OO BbACHSAETCHA MEHb-
wei BaskocTbio ctekna npu 900 °C 1 BO3MOXHOCTLIO
CNVSIHUS pacniaBMBLLVXCS MEJKMX YaCTuL, CTeka B 6onee
KPYnHble, rAe KpUcTannmaaumsa Lenb3naHa npoTekaeT B
6onbluemM fiokasibHOM o6beme. NonyyeHHble 3aKoHOMep-
HOCTW KpucTananaaumm Lenb3maHa na cteknodasbl xapak-

TEepPHbI AJ151 BCEX MCCNeA0BaHHbIX 00PasLI0B C CoAepXaHu-
em ctekna ot 40 go 80 % (mac.), Nnpu 3TOM KOJINYECTBO
PacTBOPSAOLLErOCa KOPYHAA BO3PACTAET C YBEIMYEHVEM
coaepxxaHus ctekna B komnosuuusx. MNMpu Bbibope cocTa-
BoB LTCC gnsa nocneayollen Mmetaninsaummy nopoLLKamMmm
OnaropoaHbIX METAINIOB CeayeT Y4UTbIBATh, HTO CTEKII0-
daza n3 NOpPoOLUKOB C MENKMM Pa3MepoM H4acTul, (MeHee
3 MKM) cuibHEE MUTPUPYET B CIOU MeTanamsaummn no
CpaBHEHMIO C pacniaBoM Ha OCHOBe 6osiee KpYMnHbIX
dpakunin ctekna (6onee 3 MKM), 4TO BNOCNenCTBUMU
MOXET YXYALNTb 9NeKTPUYECKY0 NPOBOAMMOCTb 3TUX
cnoes [18].

3aknoyeHue

B naHHoi paboTe 6bin nccnenoBaHbl KOMMO3ULMOHHBbIE
mMarepuanbl Ha OCHOBe 6apuin-60POCUNNKATHOrO CTEKNa n
KopyHaa ans nonyyveHns LTCC-matepuanos. B nccneayembix
KOMMO3MUmMaAX ¢ coaepxxannem a-Al,O4 o1 20 10 60 % (mac.)
yCTaHOBMEH akT KpUCTanmsaumm HoBom pasbl —Lenb3na-
Ha B AvanasoHe Temnepatyp 850-900 °C. ins uccnenosas-
HbIX KOMMO3ULMIA NMPOCEXMBAETCS 3aKOHOMEPHOCTb YIy4-
LLIEHMS XxapakTepPUCTUK CreKaHNs C YyMEHbLLEHNEM pa3Mepa
yacTuL cteknodasbl oT 8 4o 3 MKM. Hanbonee NMHTeHCMBHOE
pacTBOpPEHME YacTuL, KOPYHAA B pacniase HabnogaeTcs B
KOMMO3MUMSIX C MeNkon dpakumen ctekna (3 Mkm), a Kpu-
cTannmnsauvs uens3vaHa 6051ee MHTEHCUBHO MAET B KOMIMO-
31LMSX CO CTeksioMm 6onee KpynHoro pasmepa (5 n 8 Mkm).
Nyyqwnmn xapaktepuctnkamm obnagaet coctaB ¢ 70 %
(mac.) ctekna ¢ pasmepom vactmy, 5 mkm 1 30 % (mac.)
a-Al,Og, credeHHbIn npy 850 °C B TedeHme 30 MVH, NPV 3TOM
KaKyLLLAAICs MNOTHOCTb cocTaBnseT 2,867 1 08 KF/MS; BO/MO-
nornoweHne — 0,01 %; ycagka — 9,86 %. icnonb3oBaHne
CTek/a ¢ KpyrnHbIM pasMepom 4acTuL, 5 MKM CHUXAeT BepO-
ATHOCTb MPOHUKHOBEHUS cTeknodasbl B C/IOM MeTainaa-
LMOHHbIX NacT B NMpoLecce COBMECTHOro CrnekaHusi ¢
nopoLukamMm 61aropoaHbIX MeTasnsoB.

AdaHHoe HayyHOe uccriegoBaHve NpoBeneHO npu
nogaepxke DoHaa coaeicTBys pa3BUTUIO Maslbix popm
npeanpusTUi B Hay4YHO-TeXHNYeCcKon cgepe rno npo-
rpamme «YMHUK» B pamkax gorosopa Ne 9939ry/2015
or 16.03.2016 r.

ABTOpPbI BbipaxkalT 6narogapHOCTb HayYHbIM
coTpyaHukam Graoy BO HU TITY A. A. AuTuy 3a npo-
BeAeHue aniatoMeTpudeckoro aHaansa, M. C. Ceipta-
HOBY 3a npoBeAeHne PeHTreHoga30Boro aHaan3a.
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Abstract

We used the method of liquid-phase sintering at a low-temperature range of
850—900 °C to obtain composite materials in the system Ba — Pb — Al — B —
Si— O glass/o-Al, 05 with 20—60% (wt.) of aluminium oxide. The glass was made
by fritting from melt at the temperature of 1430 °C with subsequent grinding on
a planetary mill (particle size: 3, 5 and 8 microns). After the sintering, glass
ceramic characteristics are determined by hydrostatic weighting with
vacuumization. The influence of fraction composition of glass in phase
composition of sintered compositions was studied by using X-ray phase
analysis. A new phase — celsian — is crystallized at roasting temperatures of
850—900 °C in the compositions with 20—60% (wt.) of a:-Al,O3. Sintering of
samples and dissolution of corundum particles is intensified by decreasing the
size of glass particles from 8 to 3 microns in compositions. Celsian is crystallized
more intensively in the compositions with larger glass fractions (5 and 8 microns).
The composition with the best characteristics has 70% (wt.) of glass (particle size
5 microns; 30% (wt.) of a-Al,O3) sintered at 850 °C for 30 minutes. At the same
time, the apparent density is 2.87-10° kg/m3 ; water absorption is 0.01%; and
shrinkage is 9.86%. LTCC materials, obtained through usage of glass with large
particles (5 microns), are less inclined to glass phase in metallization layers at
co-sintering with noble metal powders in metallized pastes.

Our investigation was carried out with the support of the Funds of assistance of
development of small enterprises in scientific and engineering sphere according
to the “UMNIK” program within the agreement No. 9939TV/2015 (16.03.2016).
Key words: low temperature sintering materials, glass-ceramics, co-sintering,
ceramics metallization, barium borosilicate glass, celsian, a-Al,O5.
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