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AHHoOTauus
MonyyeH nopoluok coeanHenmnst LizZnTisOs No cnekoBow TeXHONoMmK. YCTaHoBMEHO, YTo cuHTes npu 1200 °C no3sonset
NoMy4nTb MOHOMA3HbIA TEPMUYECKN CTAOWIBHBIN MOPOLLIOK C COBEPLLEHHON MMKPOCTPYKTYPOW. ["paHyrnomMeTpuyeckumi
COCTaB MOpPOLLKa MOCINE U3MENbYEHNA OTBEYAET BCeEM TpeboBaHWAM, NpeabsiBhsieMbiM K MOPOLLKAaM, MCMorb3yeMbim
B TEXHOMOMM HU3KOTEMIEPATYPHO COOBXKUIOBON KepaMuK. [Momny4eHHbI MOPOLLIOK MEPCNEKTUBEH AN1S CO34aHUS Ha ero
OCHOBE TaKNX MUKPOISIEKTPOHHBIX KOMMOHEHTOB, KaK OUNbTPbI, PE30HATOPbI 1 MOHOMONM Mo TexHonorun LTCC.
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OBTAINING POWDERS OF A SET PHASE AND GRANULOMETRIC COMPOSITION
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Abstract
In this work, the powder of the compound Li2ZnTi3Os was obtained by sintering technology. It is established that
the synthesis at 1200 °C allows to obtain a monophase thermally stable powder with a perfect microstructure.
The granulometric composition of the powder after grinding meets all the requirements for powders used
in the technology of low-temperature co-firing ceramics. The resulting powder is promising for creating microelectronic
components based on it, such as filters, resonators and monopoles using LTCC technology.
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BBenenue

AKTHBHOE BHEIPEHHE KEPAMUKH B PAIHOICKTPOHHBIC YCTPOUCTBA CTAJI0 BO3MOYKHO OJ1aroiapsi TEXHOIOTHH
Hu3KoTemIieparypHoro coooxkura (LTCC), koTopast o3BOJIIIa CHU3UTH CTOMMOCTE M YITYUIIIUTh XapaKTePUCTUKH
AJNIEKTPOHHBIX KOMIIOHEHTOB, TAKMX KaK MHOTOCJIONMHBIC HHTErPaIbHBIC CXeMbI, (DUIIBTPBI, PE30HATOPbI, MOHOITOJIN
u ap. [1, 2].

HuskoremneparypHas TEXHOJIOTHS TPEATIONaraeT MpoBeieHue 00KNUTa KEPaMUIECKOH COCTaBIISIONIEH
1 (OPMHUPOBAHKE IPOYHOTO KOHTAKTA MEXKy KEPAMHUKON U METaJIM3aluell B OJTHY CTAJUIO0, TO €CTh COOOKHUT
KEepaMUKH U MeTajuTu3aluu. B kauecTBe MpOBOISINETO CJIOSI HCIOJIB3YyeTCsl cepedpo, 30JI0TO, MIaTHHA
WM WX CIUIABBI, TIPH 3TOM COOOXHUT TIPOM3BOIAT TIPH TEMIIEPaTypax HIDKE TEMIEPaTyphl IUIABICHUS YKa3aHHBIX
METaJUIOB, Kak mpaBwio, Hke 961 °C. Ilosromy ucnoib3yeMas KepamMuKa TOJKHA CIIEKaTbCS TaKKe
pu Temnepatype menee 961 °C.

OpHOM U3 TEHIEHIIN MTPH ITPOU3BOICTBE IEKTPOHHBIX KOMIIOHEHTOB SIBIISIETCS. MX MUHHATIOpU3AIIHS,
KOTOpasi 3aBUCHT OT OTHOCHUTEITLHOM TUAJICKTPUICCKON IPOHHMIIACMOCTH MaTepraia €[ 1, 2]. B cBs3u ¢ 3TuM HayJHBIC
WICCIIEIOBAHNS HAIIPABJIEHbI HA CHHTE3 COSIHEHNH, IEMOHCTPUPYIOIINX 3HAYECHHS &> 20 ¥ TIPH 3TOM CTICKAFOIIIXCS
pu Temriepatype MeHee 961 °C. Hambosee mepCreKTUBHBIMU SABJISIOTCS, HAIPUMEP, COSAUHEHUS CHCTEMBI
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Li,0-ZnO-TiO,, B wactaoctu Li,ZnTi30g [1-3]. ABropamu [3] coobmiaeTcs, 9T0 yKa3aHHOE COCTUHEHHE
JIEMOHCTPHPYET €, = 25,6, Ipu 3TOM TeMIIepaTypa ClieKaHWsI KepaMUKH Ha ero ocHoBe cocrtasisier 1075 °C.
[IpoGiieMa HETOCTATOYHO HHU3KOW TEMIIEPATYpPHI CIIEKaHUS KePAaMUKH PEIIaeTcsl BBEJCHHEM CIEKAIOIIIX
n00aBOK, oOpasyromux Xuakytoo (asy B xome obxkwura [1, 2, 4-6]. Kpome sToro, maHHoe coequHEHHE
MMEET CIOXKHBII OKCHIHBIA COCTaB M (hOPMHUPYET IIMPOKHUI PSII TBEPABIX PACTBOPOB, YTO CKa3bIBAETCS
Ha CTEXMOMETPUYHOCTH M TEPMHUYECKOW CTAaOMIBHOCTH COENWHEHHWS TMPH €ro CHHTe3e M JalbHeHImeM
CIIeKaHUH. JTO, B CBOIO OY€Pe/ib, MOJKET OKa3aTh HEraTUBHOE BIIMSHUE HA TUAJIEKTPHICCKHE CBOMCTBA KEPAMHUKU
Ha ero ocHoBe. [ToaToMy Lenecoobpas3Ho uccaenoBaTh X0 (pa3o00pa3oBaHUi U ONIPEAEIUTD YCIOBHS CUHTE3a
coeaunenns Li>ZnTi30g, KOTOpBIE MO3BOJSIOT MOIYYUTH MOHO(MA3HBIN U IPU 3TOM TEPMHUYECKH CTAOMIBHBIHI
nopouiok. Mimeercs psa padot [7—10], mOcBAIMIEHHBIX YKa3aHHOM MpobiieMe, OHAKO B HUX PACCMOTPEH X0
(ha3oBBIX MpeBpalleHuit B Auana3one temmeparyp 700900 °C, mpu 3ToOM moydaeMbIe TIOPOIIKH CIISYET CUMTATh
KpaiiHe aKTHBHBIMHU K AajibHEHIIeMy criekaHuro. llemecooOpa3Ho uccieqoBaTh TEMIIEPaTypHBIH MHTEpBal
900-1200 °C, Tak kak HEKOTOpOE yBEIMUYCHHE TEeMIIEPaTyphl CHHTE3a CIIOCOOCTBYET COBEPIICHCTBOBAHHIO
CTPYKTYPhI HOPOIIKOB, TO €CTh IMMOBBIIICHUIO X MHEPTHOCTHU IIPU ﬂaﬂbHeﬁmeM CIICKaHUU IIpH TEMIIEpaTypax
menee 961 °C.

Takum oOpazom 1menbo paboTHl ABIAIOCH TonydeHue mopornka Li,ZnTizOg 3amanroro ¢azoBoro
Y TPaHyJIOMETPHIECKOTO COCTaBA IO CIIEKOBON TEXHOJIOTHH TS pa3pabOTKH Ha €r0 OCHOBE HU3KOTEMIIEPaTyPHOU
COOOKUTOBOM KEPaMHUKH.

JKcnepUMeHTAIbHAA YacTh

B kauectBe ncxomHbix MatepuainoB juis cuHTesa LixZnTisOs ucnons3osanu Li,COs, ZnO u TiO, B popme
pyTHIIa KBATU(PHUKALMN «9» U BBIILE. [[JI1 paBHOMEPHOTO pactpe/iesieHHsI KOMIIOHEHTOB 110 00beMY IMOPOIIKH
HUCXOIHBIX KOMIIOHEHTOB B COOTBETCTBHM CO CTEXHOMETPHEH W Y4YeTOM MOTEPh NPH NPOKATUBAHUU
CMEIIMBAIN B BAJKOBOM MenbHHIIE B (hapdopoBoM OapabaHe o MOKPOMY CIOCO0y ¢ KOPYHAOBBIMH MEJTFOIIIIMHU
TeJaMu B TeuyeHHe 24 4. B kayecTBe OUCHEPCHOHHON Cpenbl KCHONb30BAIM alleTOH, a COOTHOLUEHUE
MOPOUIOK : Memromue Tena coctaimsuio 1 : 2. Ilocne cMerieHus, MOMYYEHHYIO CYCHEH3HIO BBICYLIMBAIN
mpu 75 °C, a nopomok npotupanu yepe3 cuto Ne 05 1Baxbl.

st vuccneqoBaHusl BIMSHUS TEMIIEpaTyphl CUHTE3a Ha (a30BbIi COCTAaB MIMXTHI €€ TePMOOOpabOTKyY
MPOBOJMIN B KOPYHIOBBIX THIJISIX B CBOOOJHOHM 3achllIKe B KaMEpPHOM meud C KapOMAKPEMHHEBBIMHU
HarpesaTessiMi. CuHTe3 ocyiuecTBIsuy pH TeMieparypax 900—1200 °C ¢ marom 100 °C, BbIep)kKa IpH KOHEYHBIX
Temreparypax cocrasisiia 2—6 1. [Tocne cuHTe3a mopomku ae3arperupoBain B papdopoBoii cTyrike, a 3aTeMm
npoceuBanu uepe3 cuto Ne 05 nea pasa. 1o pesynbraTam pentrenodasoporo ananusza (POA), nosyuyeHHbIM
Ha paudpakromerpe «JIPOH-3M», onpenensiu (a3oBblli COCTaB IMOPOIIKOB IIOCIIE TEPMOOOPaObOTKU
W PacCUMTHIBAI PEHTTCHOBCKYIO IUIOTHOCTh. J{OTIOMHUTENBHO (ha30BBI COCTAB CHHTE3UPOBAHHBIX MOPOIIKOB
M3y4aJIi IpU MOMOIIH MO pu3aMoHHoro MuKkpockona «lloixam P-211» ummepcuonubiM MeTogoM. 3ydenne
MOPQOJIOTUH YaCTUI] CHHTE3WPOBAHHBIX MOPOIIKOB TPOBOMIIM IPU TOMOIHM CKaHUPYIOMIEH 3JIEKTPOHHON
Mukpockonui (COM). Mukpockonuyeckre UcClieIOBaHuUs BBIOIHEHBI HA 000pyA0BaHuY LIeHTpa KOJIJIeKTUBHOTO
noip3oBanus umenu . Y. Menneneera.

Tak xak B mpon3BoacTBe LTCC-kepaMuku, B 4aCTHOCTH IpH €€ (POPMOBAHUH METOIOM IIJICHOYHOT'O JIUTHS,
UCTIONB3YIOT HOPOIIKK ¢ IUIOMIAABI0 YAEIbHOM moBepxHocTu 8000 cM*r m Gonee [1, 2, 6, 11], npoBomuiu
H3MeJTbYEHHE TIOPOILKOB B BAJIKOBOW MEJILHHIIE TT0 MOKPOMY CITOCO0Y B cpejie alleToHa. Bpemst moMona cocTaBIisiio
24 4, a OTHOILLIEHUE MOPOLIOK : MEJIOIIKE Tena cocTaBisyio 1 : 4. [locie nu3aMenbueHns CyclieH3 IO BBICYILINBAIH
U TIOTYYEHHBIM MOpomoKk mnportupanu yepe3 curto Ne 05. PacrpenenenHue uactun Mo pasMepam U3ydalH
0 pe3yJbTaTaM JIa3epHOH AU(PaKLKH, MOITydeHHbIM Ha qudpaktomerpe Analysette 22, a miomans yaeapHOR
TIOBEPXHOCTH PACCUUTHIBAIIN U3 PE3YIHTATOB, ITOMyYEHHBIX METOAOM T'a30MPOHHUIIAEMOCTH.

Pe3yabTaThl M X 00cy:KAeHHE

Pesynbrarer POA st mopomkoB, CHHTE3UpOBaHHBIX mpu Temmeparypax 900—1200 °C u Beigepxke
4 4, mpencraBieHsl Ha puc. 1. CoriacHO MOJYYeHHBIM JaHHBIM, YXe mpu Temmeparype cuate3a 900 °C
obpazoBanue dasbl Li»ZnTizOg npoucxoaut B nonaoit mepe — 100 % mopomika cOOTBETCTBYIOT HCKOMOMY
TPEXKOMITIOHEHTHOMY COEJMHEHHI0. Y BEJMUEHHe TeMIepaTypsl cuHTe3a BIUIoTh A0 1200 °C He mpuBOIUT
K U3MEHEHHIO (a30BoOro cocraBa. PaccunTpiBaeMas peHTI€HOBCKas IUIOTHOCTD (TalJIMIa) TaKKe BO3PAcTaeT
C TIOBBIIIEHUEM TEMIIEPATYpPHI, 3a UCKIoueHneM cuHTe3a pu 1100 °C. Kpome 3Toro, cormacHo pe3ynbrataMm
ONTHYECKOM MUKpocKomuH, ipy Temriepatype 1100 °C nabnronaeTcs pacna/l TpOHHOTO CoeAMHEH s ¢ (GOpMHUpPOBaHUEM
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BTOPUYHON (ha3pl HEM3BECTHOI'O COCTaBa Mo rpaHuuaMm kpuctamioB LixZnTiz;Os B kommuectBe 2-3 %.
VYMeHbIIIeHNEe WM YBEIUYCHUE IUTEIBHOCTH BBIACPKKH 10 2 W 6 9 COOTBETCTBEHHO NPH yKa3aHHOM
TeMIlepaType TaKkkKe NPUBOAUT K IOHIDKEHHIO IUIOTHOCTH. POpMHpOBaHHME BTOPHYHBIX (a3 B JTaHHOM
Cllydqae HeXKelaTeJIbHO, TaK KaK MX HAJINYME MOXKET HEraTHBHO CKa3aThCs HA JUIJIEKTPUYECKHX CBOWCTBAX
MaTepHualioB, MmoixydaeMblX B nanpHeimeM. [Ipu temmepatype 1200 °C BropuuHas (aza OTCyTCTBYeT,
a PEHTTeHOBCKas IUIOTHOCTh CHOBA BO3PACTaeT M JOCTUTAeT MakcuMyMa. Takum oOpa3oM, B IHara3oHe
temmeparyp 1100-1200 °C mpoucxoaut obpaTumelii mporecc pacnaaa coequHerns Li,ZnTi30g.

® LiZnTiOs (PDF N° 01-086-1512)
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Puc. 1. Pesynbratsl peHTreHodaszoBoro ananusa muxt aiist noiayuenus Li>ZnTizOg mocne cunTe3a:
a —1pu 900 °C; 6 — 1000 °C; ¢ — 1100 °C; e — 1200 °C

PaccuntaHHble 3HaUEHNS PEHTIE€HOBCKOM MIOTHOCTH JJIs1 IOPOLIKOB,
CHUHTE3MPOBAHHBIX P Pa3JIMUHBIX TEMIepaTypax

Ycnosus cuare3a | 900°C /4 4 1000 °C /4= 1100°C /24 1100°C /44 1100°C/ 64 1200°C /44
Pperr, T/CM> 3,5945 3,5926 3,5926 3,5919 3,5840 3,6086

Pesynpratet COM i1 MOPOIIKOB MOCJE CHHTE3a MpeacTaBieHbl Ha puc. 2. COrIacHO MOyYCHHBIM
pe3ynbTaTaM, yBeJTUUYEeHHE TeMIIepaTypbl CHHTE3a 3aKOHOMEPHO MPUBOIUT K YBEIMYCHUIO pa3Mepa HacTHIl.
Ipu Temneparype cunreza 900 °C (puc. 2, a) MOPOLIOK MPEeICTABICH YaCTHULIAMH HETIPaBWILHON (hOPMBI, pasMep
KOTOPBIX HE IpeBbIMIaeT 2,5 MKM. YBenuueHue temmneparypsl cunte3a go 1000 °C (puc. 2, 6) npuBoauT
K HE3HAUUTEJIbHOMY YBEJIMYeHHUI0 pa3Mepa yactu — 10 1,0-3,0 mxm. OgHaKo 1pH JaibHEHIEM YBEITUICHUT
temneparypsl 10 1100 °C (puc. 2, 6) IPOUCXOOUT 3HAYMTENBHOE YBEIMUECHHS pasMepa yactul a0 3,0-6,0 Mm,
a TaKKe MX MpUIIEKAaHUEe, O YeM CBHUICTENbCTBYET HAINYME arperaToB ¢ KOrepeHTHBIMU rpaHunaMu. Kpome
3TOr0, HAOJIIOIAIOTCSI MEJIKHE YACTUIBI OCKOIBYATON (POPMBI, KOTOPBIE M MOTYT OBITh YaCTHLIAMH BTOPHYHOMN
¢a3el. [losbiuenune remneparypst 10 1200 °C (puc. 2, 2) IpUBOANT K KpaliHe aKTUBHOHW PEKPUCTAIUIN3ALIUIH
¢ obpazoBanueM kpuctamioB pazmepom 20,0-40,0 MkMm, pu 3ToM QOpMUPYETCs BHYTPUKpPHCTAIIIMYECKAs

MOPUCTOCTb.

SEl 1AV WDiZmm 8530 X600 s 1

Puc. 2. N300paxkeHNsI MUKPOCTPYKTYPHI ITOPOIIKOB IpH yBemmdaeHuH S000%, OTydeHHBIX:
a— npu 900 °C; 6 — 1000 °C; ¢ — 1100 °C; 2 — 1200 °C
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Takum 00pa3oM, Ha 3Tare CHHTE3a MOPOIIKOB 33JaHHOTO (PA30BOTO COCTAaBa YCTAHOBIICHO, YTO Hambolee
COBEpIICHHON W YCTOWYMBOW CTPYKTypor oOmamatoT mopomkH Li»ZnTi3Og, momydeHHbIe IPH TeMIiepaType
cuaTe3a 1200 °C. Ipn 3ToM HaOMmoMaeTCs aKTUBHAS PEKPUCTANIH3AIS C (GOPMHUPOBAHNEM 3aKPBITOM IIOPHUCTOCTH,
Ho B mpousBoacTBe LTCC-KepaMUKH HCTIONB3YFOT MOPOLIKK ¢ IUIOMAIBI0 YAETbHON mosepxHoctn 8000 cm*/r
u Gonee. B cBs131 ¢ 3TUM, TIOCIIE CHHTE3a TIOPOIIIKOB 33JITAHHOTO (ha30BOT0 COCTaBa TPEOOBAIOCH HX H3MEITBUCHHE.

['panynomerpruyeckuii cCOCTaB MOPOIIKA, M3MEIHUEHHOTO B TeUeHUe 24 U, MpeICcTaBIeH Ha puc. 3.
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Puc. 3. Pacnpenenenue gactui mopoinka Li;ZnTi3Os o pasmepam

CornacHo MOTy4YeHHBIM JaHHBIM, Pacpe/ieJIeHUue YacTUII IO pa3MepaM HMeeT OMMOAaIIbHBIN XapakTep,
4YTO B JAaHHOM CJiy4a€ HC€ KPUTHYHO. (DpaKHHOHHBIﬁ COCTaB IMopoliKa MpPEACTaBJICH HNPECUMYIICCTBCHHO
yactunamu ot 1,0 10 5,2 M. TIpu 3TOM miomans yaeapHOM MOBEPXHOCTH YacTUIl cocTasiser 9200 cm?/r.
YkazaHHBIH TpaHyIOMETPUIECKUH COCTAB IOJHOCTHIO OTBEYAET TPEOOBAHUAM, MPEIBABIISIEMBIM K TIOPOIIIKAM
s LTCC-texnomoruu.

3akino4eHue

UccnenoBan xopn ¢a3oBbix mnpespameHnid B uHTepBasie 900-1200 °C mpu cuHTE3e COEIUHEHUS
Li,ZnTi30s 1o crieKoBo TeXHOJOTHHU. Y CTaHOBJIEHO, uTO chHTe3 pu 1200 °C 1o3BoJIsteT NoMydnTh MOHO(A3HBII
TEPMHUYECKUA CTaOWIBHBIA IIOPOLIOK C COBEPIICHHOHM MHKpOCTpYKTypod. Ilocnemyromiee n3menbyeHHE cIieka
No3BOJIsIeT chOPMUPOBATH TPaHYJIOMETPUUECKUI COCTAaB MOPOILKA, OTBEYAIOIIMKA BCEM TPEOOBAHMSAM JUISl LIMXT,
UCTIONI3YEMBIX B TEXHOJIOTMM HHU3KOTEMIIEPATYPHOH COOOKMIOBOM KEPAMUKH, & MMEHHO JOCTHYb IUIOLIAIN
yIEIBHON TIoBEpXHOCTH YacTHil 9200 cm?/r. TlomydeHHbIH TTOPOIIOK TIEPCIEKTUBEH JUIS CO3JAHMS Ha €70 OCHOBE
TaKWX MUKPOJIEKTPOHHBIX KOMIIOHEHTOB, KaK (PHIIBTPBI, PE30HATOPI B MOHOMOJH 110 TexHonoruu LTCC.
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