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Annomayun. AkmyarbHocmp UCCIEA0BaHUS 00YCIIOBICHA HEOOXOMMMOCTBIO PEILICHUS HAYYHO-
TEXHHYECKOH 3a/1a4H — pa3pabOTKH MEePCIIEKTHBHBIX MYJUTUTCOACPIKAINX MaTePHAIOB JUIS BEICOKO-
TEMITepaTypHBIX IPUMEHEHHH B 9KCTPEMAIBHBIX YCIOBHSIX SHEPIeTUYECKOTO BO3CHCTBHSL.

Lenvio paGoTEI ABISIETCSL KCCIIeN0BaHKe BiMsiHIS KoHIeHTpamun ZrOz (5-20 mace. %) Ha dazo-
BBII COCTaB M MUKPOCTPYKTYPY MYJUIUTOBBIX KOMIIO3HUTOB, ITOJIyYeHHBIX IU1a3MEHHBIM METOIOM.

Pesynomampi. DKCIIEPIMEHTAIBHO YCTaHOBJIEHBI MapaMeTpsl IIa3MEHHO-IyTOBOTO CHHTE3a
KOMITIO3UTOB Ha OCHOBE MYJIIHTA, ApMHPOBAHHBIX JMOKCHIOM LHUPKOHHUS. Memoodamu peHTICHOB-
ckoil MukpoToMorpaduu 1 MK-CreKTpoCKONHH BBISBICH MEXaHU3M CTaOMIIM3aLMH TETParoHab-
Holt (asnl ZrO2 (xapakrepHas nosoca ~570 cM ™) npu coneprxanuu okcuaa 15-20 mace. % u cue
Toka 120 A, 4TO COMPOBOXKAAETCS JIOKATBHBIMH MCKKCHHUSIMH KPHCTAIINYECKON PEIIeTKU MyJI-
JIUTa BCJIEICTBYE BHEAPeHHs HoHOB Zr**. TTokasaHo, uTo yBemuuenue nom ZrOz ¢ 5 1o 20 mace. %
TIPUBOJIUT K IIEPEXO/y OT IUIOTHBIX UTOJBYATHIX KPHCTAJUIOB K MOJIBIM Pa3BETBICHHBIM BOJIOKHAM
C BHYTpeHHHMH KaHanamu. [lorydeHHbIe pe3ysibTaTbl IMEIOT IPAKTHYECKOe 3HAUSHHE 11 CO3/1a-
HUS 9HeProd(HeKTHBHBIX OTHEYITOPHBIX U TEIUIOM30JISILIMOHHBIX KEPAMHYECKUX MaTePHAJIOB.
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ZrO2 EFFECT ON MULLITE CERAMIC COMPOSITION
OBTAINED IN PLASMA SYNTHESIS

Valentin V. Shekhovtsov, Anastasia V. Litovko
Tomsk State University of Architecture and Building, Tomsk, Russia

Abstract. The study addresses a scientific and technical challenge of developing promising
mullite-containing materials for high-temperature applications under extreme energy conditions.

Purpose: The aim of the work is to investigate the effect of the ZrO2 addition (5 to 20 wt. %)
on the phase composition and microstructure of mullite composites produced by plasma synthesis.

Methodology/approach: X-ray microtomography and IR spectroscopy show stabilization of
the tetragonal phase ZrO2 (characteristic band ~570 cm™) at the ZrO2 content of 15-20 wt. %
and 120 A current, which is accompanied by local distortions of the mullite crystal lattice due
to Zr** introduction.

Research findings: Parameters of arc plasma synthesis are experimentally determined for the
mullite ceramic composition with the addition of zirconium dioxide. It is found that an increase
in the ZrO2 content from 5 to 20 wt. % leads to a transition from dense acicular crystals to hollow
branched fiber with internal channels.

Practical implication: The obtained results can be used to create energy-efficient refractory
and thermal insulating ceramic materials.

Keywords: mullite, zirconium dioxide, plasma, structure, phase transformation

Funding: This research was financially supported by Grant No. 25-29-20237 from
the Russian Science Foundation (https://rscf.ru/project/25-29-20237/) and a subsidy
Grant No. 02/4/2025 from the Department of Science, Technology, and Innovation of
the Tomsk Region.

For citation: Shekhovtsov, V.V., Litovko, A.V. ZrO, Effect on Mullite Ceramic Com-
position Obtained in Plasma Synthesis. Vestnik Tomskogo gosudarstvennogo arkhitek-
turno-stroitel'nogo universiteta — Journal of Construction and Architecture. 2026; 28(4):
242-254. https://doi.org/10.31675/1607-1859-2026-28-4-242-254. EDN: VVJASQ

BBenenune

PasBuTHE COBpEeMEHHBIX BBICOKOTEMIIEPATYPHBIX TEXHOJIOTHM — OT MPOU3BOI-
CTBa OTHEYIIOPOB U TEIIOM3OJISILMOHHBIX KOMIIO3UTOB /0 aJJUTUBHOIO CHHTE3a
(B 4acTHOCTH, CEJIEKTUBHOIO JIA3ePHOTO CIeKaHus) — TpeOyeT Co3IaHus Kepamuye-
CKMX MaTepUaJIOB C MOBBIIIEHHON TEPMUYECKO cTadminbHOCTBIO [1]. Ocoboe BHU-
MaHHE YIENSeTCs CO3AaHUI0 MaTepHalioB, CIIOCOOHBIX 3(QEKTHBHO padoTaTh
B arpecCUBHBIX CpeJax, MPH BBICOKHUX TEMIIepaTypax U 3KCTpEMaJIbHBIX MEXaHHWYe-
ckux Harpy3kax. Ha cerogusmmauii nenp Mmyiuut (3 Al2O3-2S102) siBiisieTcst oqHUM U3
HanOoJiee MIMPOKO HCCIEAYEMBIX U MPUMEHEMBIX KEPAMUYECKUX MaTepHajioB OJa-
rojgaps CBOMM YHHKAJIBHBIM CBOMCTBaM: BBICOKOH TeMIlepaType TUIaBJICHHS, HHU3-
KOMY KO3(QQUIMEHTY TEIJIOBOTO PACIIUPEHHS, OTIUYHONH KOPPO3UOHHOW CTOWMKO-
CTH, TEPMUYECKON CTAOMIIBHOCTH U HHU3KOW TEIUTOMPOBOAHOCTH [2]. DTH CBoOiicTBa
JIENal0T €ro MEepPCHEKTUBHBIM MaTEpHAJIOM IS MCIOJIb30BAHHSA B KAa4eCTBE OTHE-
YIOPHBIX M3IENUH, TeIJION30IAINOHHBIX MaTepHajIoB, KOMIOHEHTOB TypOOHarpe-
BaTeNeH U IPYrux KOHCTPYKLIMOHHBIX JIEMEHTOB, 3KCILUTyaTHPYIOLIUXCS B 3KCTpe-
MaJbHBIX YCIOBHAX [3]. Tem He MEHee ero MHUPOKOe MPOMBIIIJIEHHOE TPUMEHEHNE
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OTpaHUYUBACTCS HU3KOH TPEIIMHOCTORKOCTBIO U TOHMKCHHBIMU 3HAYCHUSIMH MeXa-
HUYECKOW NMPOYHOCTU IPU KOMHATHON TEMIIEpaType 110 CPAaBHEHUIO ¢ KOHCTPYKLH-
OHHOU KepaMHKOU [4]. J[OTOTHUTEIBHBIM TEXHOJOTHICCKAM OaphepoM SIBIISCTCS
KMHETHKa MYJUTUTU3aUK: HOPMUPOBAHNE BBICOKOILUIOTHOT'O OAHO(]Aa3HOTO MaTepu-
ana TpeOyeT IIMTEILHOTO BEICOKOTEMIIEPATypHOI0 OTXKHra AJs 3aBepiieHus $hazo-
BBIX MpeBparieHuit [3].

Jist perieHust 3TUX OrpaHUYEHHUH B OCIIETHHE TOIbl AKTUBHO pa3padaThIBArOTCs
U MCCIIEYIOTCSI KOMITO3UTHBIE MaTepHalibl HA OCHOBE MYJUINTA, B KOTOPBIX B KQUeCTBE
apMUPYIOIIEeH (as3bl UCTIONB3YIOT TUOKCH upkoHus (Z1r0-) [5]. Beenenne ZrO; aktu-
BUPYET MEXaHU3M TPAHC(POPMALMOHHOIO YIPOYHEHUS: IEPEXOl TeTParoHAIbHOM
(ha3pl B MOHOKIIMHHYIO B BEPILMHE TPEIIMHBI COIIPOBOXKAACTCS 0OBEMHBIM pacIInpe-
HUEM, KOMIICHCUPYIOIIUM KOHUICHTPAUIO HaHpﬂ)KCHI/Iﬁ 1 MOBbIMIAOMIUM TPECHIMHO-
cTolKOCTh Komno3uTa [6]. Takoit 3¢pdexT moBeIIaeT MEXaHUIECKUE XapaKTEPUCTUKH
KOMIIO3UTOB U pacCIIUpsiACT UX 06HaCTI> MPUMCHCHHA — OT OTHCYIIOPHBIX I/I3I[CJ'II/H71 a0
BBICOKOTEMITEPATypPHBIX TEIUIOBBIX 0apbepoB U AMAIICKTPUICCKHIX MOATIONKEK [7].

BaxxHoit 3aaueii sBiseTcs pa3padoTKa COBPEMEHHBIX METOJIOB ITOTyYeHHS Ta-
KHX KOMIIO3UTOB, 00€CIIEUMBAIOIINX OJHOPOAHOE pacnpenenenue ZrO2, MUHUMAIb-
HYIO IIOPUCTOCTh U BBICOKYIO TUIOTHOCTh MaTepuaia. J{ist conocrasienus 3dexTus-
HOCTH Pa3JINuHbIX TEXHOJIOTUYECKHUX MOAXO00B U OLIEHKHU X BIMSIHUS Ha (PU3UKO-Me-
XaHUYECKHE CBOICTBA MaTepHaja B TAaOJMLE CHCTEMAaTH3UPOBAHbl XapaKTEPHUCTHKH
MYJIJIMTOBBIX KOMITO3UTOB, MMOJYYCHHBIX U3BCCTHBIMU METOAAMU. B YaCTHOCTH, IIPH-
BCACHLI JAaHHBIC 110 TEMIICPATYPEC CUHTE3a T, . OTHOCHUTEJILHOM INIOTHOCTH P, TBEPOOCTH
HV u tpemmuocroiikoctu K.

XapaKTepHCTI/IKH MYJ/UIMTOBBIX KOMIIO3UTOB,
MOJY4YC€HHBIX U3BECTHBIMU ME€TOAaMHU

Synthesis parameters for mullite compositions

MeTos nosrydeHus T, °C p, % HV,I'Tla | K, MIla-M¥? | Jlureparypa
Teeprodasuviit | 1600 1650 | 94,0965 | 9,5-11,0 3,0-4,0 [8-11]
METO/

Hekposoe mas- | 4304 1450 | 985 99,9 | 16,0-170 | 4862 [12, 13]
MCHHOC€ CIICKAaHUeE

Meton peakimon- | 4500 1550 | 955 974 | 105112 | 3.4-45 [14]

HOI'0 CHHTE3a

CpaBHUTENBHBIN aHAIN3 TEXHOJOTHYECKUX MOAXO00B (TalNuIa) MOKa3bIBaeT
SIBHOE ITPEUMYIIIECTBO BHICOKOIHEPTETUIECKUX METOJIOB: TaK, HICKPOBOE TNIA3MEHHOE
CIICKaHUE TO3BOJISIET JOCTUYh MPAKTUYECKH IIOJIHOW TEOPETHYECKOW IIIOTHOCTH
(>98.5 %) u BeICOKOIi TpemuHocTolKoCTH (10 6,2 MITa-MY2), uTO CyIecTBEHHO Mpe-
BBIIIIAET MIOKA3aTeNH TPAJAUIMOHHOTO TBepao(hazHoro criekanus. [[puMeHneHne peak-
IMOHHOTO CHHTE3a TAK)Ke IMOKA3hIBACT YIYYIICHUE MEXaHWYECKUX XapaKTepUCTUK
M0 CPaBHEHHMIO C KJIACCHYECKHUM TBEpIO0(a3HbIM METOIOM, OJJHAKO HE 00eCIIeunBacT
BBICOKMX 3HAYE€HUH TUIOTHOCTH U TBEPAOCTH.

Cpenu mepcrieKTHBHBIX TEXHOIOTHH 0C000 BBIJIEINSETCS TUIa3MEHHOE TJIaBlie-
HHUE, KOTOPOE IO3BOJISIET MOIYYUTh IJIOTHBIE U CTPYKTYPHO OJHOPOJHBIC M3/AEIHUS
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C Pa3BHUTOIN KPUCTAJUTMYECKOM CTPYKTYpoii [ 15—17]. Beicokasi KOHIIEHTpalus S3HEPTUH
B IUTa3MEHHOM ITOTOKE M AKCTPEMAJIBHBIE CKOPOCTH OXJIAKACHUS pacIljiaBa CO3JAK0T
ycnoBus 111 JOPMHUPOBAHMST YHUKAIBHBIX METACTAOMIBHBIX (Pa3, HENOCTYIHBIX IPH
TPaAMIHOHHBIX CKOPOCTSIX HarpeBa. TeM He MeHee KWHETHKA CTPYKTYPOOOpa3oBaHus
1 (pazoBbIe PEBPAILCHHUS B YCIOBHUSX BBICOKOTEMIIEPATYPHOTO IIIa3MEHHOTO BO3ACH-
CTBUSI IPH BapbUPOBAaHUU KOHLEHTpauu ZrOz U3y4eHbl HEAOCTATOUHO, YTO OIpeie-
JISIET aKTYalbHOCTh HACTOSILEH PabOTHI.

Lenpto nccrnenoBaHus SABISIETCS W3YyYCHHME BIMSHUS KOHUEHTpaumu ZrO:
(5-20 macc. %) Ha (a30BbIil COCTaB U MHUKPOCTPYKTYPY MYJUIMTOBBIX KOMIIO3HTOB,
MTOJTIyYEHHBIX ITa3MEHHBIM METOOM.

MaTepI{la.]IbI, IKCIIEPUMEHT U METOABI UCCJICI0BAHUSA

B KauecTBe HMCXOTHOTO CBHIPhbS HMCIHONB30BANNCH OKCHABI SiO;, AlOs, ZrO;
kacca XY. Coorrorrenre SiO; u Al,O3 B IMXTE pacCUUTHIBAIN M3 MOJISIPHOTO COOT-
HOILICHUSI, COOTBETCTBYIOIIEro crexuoMerpun Myuura (3Al:03:2S10;), uto cooTBert-
CTByeT MaccoBoMy comepkanmto 71,8 macc. % AloOs u 28,2 mace. % SiO,. Jlnokcun
IUPKOHMS BBOJWIIM CBEPX PACUETHOW Macchl MyJumMTa B nuamazoHe 5—20 macc. %
¢ marom 5 macc. %.

CuHTe3 MYJIIUTa IPOBOAMIICS METOJOM JIEKTPOLYTOBOTO INIA3MEHHOTO IIJIaB-
JIEHUS C PUMEHEHUEM dKCIIEPUMEHTAIbHON ycTaHoBKH [15—17]. B kauecTBe Bapwu-
pyeMoro mapameTpa UCTIOIbh30BaJlach criia Toka B quamasone 80—120 A. Bpems 06-
paboTKH BO Bcex IKcepuMeHTax cocTasisuio 30 ¢, a ocTeIBaHHE 00Pa3LIOB IPOU3BO-
JIJIOCH B YCIIOBHSAX CBOOOTHOTO OXJIAXKICHHUS HA BO3IyXeE.

OTKpBITYO MOPUCTOCTD M KAXKYIIYIOCS IIJIOTHOCTh CHHTE3UPYEMBIX 00pa3LoB
OTIPEIEIISUIA METOJJOM I'MIPOCTATHUECKOTO B3BEILIMBAHMS, U3MEPEHHS IPOBOIMIIN Ha
aAHAJIMTUYECKUX Becax ¢ auckperHocThio 0,0001 1. OOBeMHOE pacipe/ielieHue mop
HCCIIEI0BATIOCH METOI0M PEHTI€HOBCKOH MUKPOKOMITbIOTEpHOH ToMorpadun Ha JIN
GT, napameTtpsl ckaHupoBaHusL: HanpspkeHue — 60 kB, Tok — 2,5 MA. MUKpOCTpYK-
TYPY M 3JI€MEHTHBII COCTaB MCCIEI0BAIN Ha CKAaHUPYIOIIEM 3JIEKTPOHHOM MHUKPO-
CKOIIe ¢ BO3MOKHOCTBIO (POKYCHPOBAaHHOTO MoHHOTO myuka Quanta 200 3D (FEI
Company, CIIIA). [IpumeHsn eTeKTopbl 00paTHO-paccestHHBIX 371eKTpoHOB (BSE)
IUIsl BBISIBIICHUS KOHTpAcTa 110 CpeiHEMY aTOMHOMY HoMmepy ¢a3. KonndecTBeHHBIN
AJIEMEHTHBIA COCTaB OMpEAEISUTA METOJOM SHEPTOIUCIIEPCHOHHON PEHTTEHOBCKON
cnekrpockonuu (EDS) ¢ ucnonszosanunem BcrpoeHnoro aerekropa EDAX. Unentu-
¢ukamuro $a3zoBoOro COCTaBa M OIEHKY CTPYKTYPHBIX H3MEHEHHUH OCYIIECTBIISIIN Me-
togom MK-cnexkrpockomnuu ¢ peodpazoBanneM Oypbe. CIIeKTphI IPOITyCKAHUS pe-
rucTpupoBasid Ha criektpomerpe Bruker Tensor 27 B nuama3oHe BOJHOBBIX YHCEI
400-1600 cm . Paspemenne cocrapusio 4 cm, xommdectso ckanos — 100. s
Ka)X/IOTO COCTaBa U peXMMa CHHTE3a PErHCTPUPOBAIA HE MEHEE TPEX CIEKTPOB.

O0cy:xnenne u pe3yJIbTaThl

Ha puc. 1, a nmpuBeeHbI 3aBUCHMOCTH IJIOTHOCTA KOMIIO3UTOB OT CHJIBI TOKa
IaBiieHus npu coaepxanuu ZrOz ot 5 no 20 macc. %. IIpu cune Toka 80 A mior-
HOCTB 00pa3iioB ¢ coaepkanueM ZrO; ot 5 10 15 macc. % BapbupyeTcs B Ipeaeiax
2,55-2,65 r/cm® Ge3 BepakeHHON TeHaeHmmy; mpu 20 Macce. % IUIOTHOCTH BO3pac-
taer 10 2,75 r/cm®, uto Ha 3,8 % BbIIIE, YEM mpu 15 macc. %. [ns cun toka 100
1 120 A ycTaHOBIIEH YCTOHYMBBIN POCT IUIOTHOCTH € yBenuaeHueM nonu ZrO;. Taxk,
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npu 100 A mmotHOCTH BOspacraer ot 2,60 r/cm® (5 macc. %) mo 2,85 r/em®
(20 macc. %), uTO COOTBETCTBYET 00IIEMy yBennueHuio Ha 9,6 %. ITpu 120 A mwiot-
HOCTh yBenuuuBaercs ¢ 2,75 1o 3,00 r/em® (poct Ha 9,1 %). OGHapyXeHHBIE 3aKO0-
HOMEPHOCTH 00YCIIOBJICHBI OallaHCOM MEXTy SHEPTOBKIIAIOM U CTPYKTYPHOU POJIBIO
ZrO;. ITpu Huzkoi cuse Toka (80 A) HemocTaTouHOE MPOILIABIICHUE MaTPHUIIBI Orpa-
HUYMBAET MEepEerpynupoOBKY YacTull, U numb npu 20 mMacc. % ZrO, dpopmupyercs
MOAACPKUBAIOIIUN KapKac, MOBBIMAMNNA TIOTHOCTD. [Ipu 100—-120 A yBenuuenue
TEeMIepaTypsl U ATUTEIBHOCTH CYLIECTBOBAHUS KHUAKOH (a3bl ciocobcTByeT Oonee
MOJTHOMY YJIaJICHHIO TIOP, PABHOMEPHOMY PACHpPEICICHUI0 OKCUIHBIX YaCTHIl U UX
IUIOTHOM YIaKOBKE 32 CUET KAMWJUIIPHBIX CHII, YTO U 00eCleunBacT MOHOTOHHBIN
POCT IJIOTHOCTH C YBEJIMYEHHEM cojiepkanust ZrO;.

a 3.2 [ 5% o 1,8 4 1 5% [ 1% 15% I 20%
% 1,61 -
"z 3.0 15% ’g 1,41
= 2,9 | 20% 1,21
£ 2.8 2 1.0
j=N 4
227 £0.8
226 2 00
= <07 ~ 0,44
2,51 0.2 i
2,4 - 0,0
80 100 120 80 100 120
Cuna toxa (A) Cuna toka (A)
6 /=80 A

Wcxomusrit
MaTepuan

Pacrinas

Puc. 1. 3aBUCUMOCTb CTPYKTYpPHBIX XapaKTepUCTUK KOMIIO3UTOB Ha OcHOBE ZrO2-MyJuIUTa OT
CHJIbI TOKA IUIABJICHUA IPU PA3JIMYHOM COACPIKAHUU:
a — TIOTHOCTB; 6 — CPETHAN paJnyc MOpP; 6 — TOMOrpaduuecKue N300pakeHHUSI MUKPO-
CTPYKTYPBI

Fig. 1. Melting current dependences of mullite composites with the ZrO2 addition:
a — density; b — average pore size; ¢ — X-ray microtomography images
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[IpuBeneHHOE yTBEpKACHUE HAXOIUT MOIATBEPKICHHUE TPU OLIEHKE paauyca
mop (puc. 1, 6) u ToMmorpadudeckoit BU3yann3alnuu CTpyKTypsl (puc. 1, 8) cuHTe3u-
POBaHHBIX KOMITO3UTOB. Y CTAHOBJIEHO, YTO C yBeIHYeHHeM cuiibl Toka ¢ 80 mo 120 A
JUIs1 BCEX UCCIICIOBAHHBIX COCTABOB HAOIIOJA€TCS MOHOTOHHOE CHIKEHHE CPETHETO
panuyca nop. Tomorpaduueckue CHUMKH (pHc. 1, 6) TOKa3bIBaIOT, YTO MIPH HU3KOH
cute Toka (80 A) B cTpyKType npeodiagaroT W30JIMPOBAHHBIE KPYITHBIE TIOPHI U TIPO-
TsOKEHHBIE TPemnHBL, Toraa kak npu 100—120 A ¢uxcupyercs ToMOreHu3aIwst MUK-
POCTPYKTYpBI ¢ (OPMHUPOBAHHEM 3aMKHYTOH MEIKOMOPHCTOCTH U Pa3BUTON CETKH
pacnaBieHHbIX 30H. Habmogaemast koppensinusi Mexay pocTOM IUIOTHOCTH, CHU-
KEHHEM IOPUCTOCTH M YMEHBLICHHEM pajuyca 0P KOJINYECTBEHHO OIHCHIBACTCS
B paMKax TEOPHH MacCcolepeHoca MpH HATMYWH JKUAKOH (a3bl: MOBBIIICHUE TEMIIe-
patypsl (00yCIOBICHHOE YBEINICHUEM CHITBI TOKA) SKCTIOHEHIIMATILHO YCKOPSIET KO-
3 urreHTE 00HEMHOH M TOBEPXHOCTHON AU GY3UH, YTO IPUBOIUT K YCaIKe TTOp
3a CYeT KamWJUIIPHOTO TEUYCHUS paciuiaBa Mo MEXaHW3MY, aHAIIOTUMHOMY MOJEIH
®penkens [18, 19].

Crout 0TMETHUTH, YTO yBeNmHUeHue cuibl Toka co 100 mo 120 A obecnieunBaet
[EPEX0/ B PEKUM MHTEHCUBHOI'O MAaCCONEPEHOCa IIPH HATMYMH KHUIKOH (hasbl, mpu
KOTOPOM BSI3KO€ TEUCHHE PACIUIABIICHHOW CBS3KH IOJ ACHCTBHEM KaIMJUISIPHOTO
nasieHns AP = 26/r (rae 6 — moBepXHOCTHOE HATSHKEHUE, I — paiyc IMOPhI) CIIoco0-
CTBYET 3aKPHITHIO MO U neperpynmupoBke yacTtui ZrO-. [{ns cuctemsr ¢ 20 macc. %
ZrO; pu 120 A pocturaercst HOpPOT NEPKOJISAIHH, IIPH KOTOPOM TYTOIUIABKHE Ya-
CTHLBI 00Pa3yIOT B3aMMONPOHUKAIOIINI KapKac, OTpaHUYMBAIONINN KOAJIeCIECHIINIO
HOp ¥ CTAOMIM3UPYIONIHMI BBICOKYIO MmIoTHOCTE (3,00 r/cm®). Tlpu 80 A Temosas
MOIITHOCTh HEIOCTATOYHA IS TIOJTHOTO yJaJICHHS Ta30BbIX BKIFOUCHHUH U ITPEoIoie-
HUS SHEPTETHYECKOTO 0aphepa akKTUBAIMHU BSI3KOTO TEUEHUS, BCJICJCTBUE YETO IIIOT-
HOCTB He TpeBbimaet 2,65-2,75 r/em® naxe mpu 20 mace. % ZrO,.

Ha puc. 2 npeacraBieHbl 31€KTPOHHBIE CHUMKH CHHTE3MPOBAHHBIX KOMIIO-
3UTOB Ha OCHOBE MyJumnTa U ZrO; C MaccoBbIM conepxkanue 5 u 20 macc. %. [Ipu
conepxkanuu 5 Macc. % ZrO; MUKPOCTPYKTYypa KOMIIO3UTa XapakTepusyeTcs npe-
WMYIIECTBEHHO IUIOTHO YNAKOBAaHHBIMH MIOJbYATHIMU KpHCTAIAMH MYJUINTA
C OTHOCHUTENIbHO HEOONBIINM KOJIMYECTBOM MEKBOJIOKOHHBIX IOp. BomokHa
HUMEIOT IPEUMYIIECTBEHHO CILIONIHOE CTPOSHHE, X MIOBEPXHOCTH TIIaJKas, a pac-
IpeJieieHrne BOJIOKOH O pasMepaM OJM3K0 K MOHoaucnepcHoMy. 3epHa ZrO; npu
TAKOM HH3KOM COJEpXaHWU PACIOJaraloTcs B OCHOBHOM II0 TPaHHLIAM BOJIOKOH,
He 00pa3ysi HeIIPEpPBIBHYIO CETKY, H HE OKa3bIBAIOT CYNICCTBEHHOTO BJIMSHHUS Ha
MOP(OJIOTHIO MYJIITUTOBBIX BOJIOKOH. PaHee ObLI0 OKa3aHo, YTO BOJIOKHA MYJUIATA
¢ nobasienuem 110 7 mMacc. % ZrO; cOXpaHSIOT KOMIIAKTHYK) MUKPOCTPYKTYpY 0e3
MIPU3HAKOB BHYTpeHHEH mopuctocTtu [20].

[Ipu yBenmmuennn copepxkanus ZrO; no 20 macc. % Habar0gaeTcs n3MEeHEHNE
MHUKPOCTPYKTYPBI: Ha IMOBEPXHOCTH BOJIOKOH ()OPMHUPYIOTCSI MHOTOUYHCIIEHHBIE OT-
BETBJICHUSI U JIATEPANbHBIC BBIPOCTHI, TAKXKE COJIEpIKAIe BHYTPEHHHE KaHabl. Ya-
ctribl ZrOz MHTETPUPYIOTCS B CTEHKH BOJIOKOH, CTAOWIM3HPYs MOy Mopdoio-
ruto. B pabore «Development of mullite fibers and novel zirconia-toughened mullite
fibers for high temperature applications» [20] nokazano, uro npu coaepxanuu ZrO
15 macc. % ¥ BbIIle B BOJIOKHAX MYJUTUTA HAOJIOIAI0TCSI CYIIIECTBEHHBIC N3MEHEHUS,
BKJII04ast (OpMHPOBaHHE TeTparoHaNbHON (a3bl ZrO2 u3 aMmopHOro mpexkypcopa.
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B komnozutax MyanmuT-ZrO, ¢ MOnuOIeHOBOM MaTpUIEH TakKe BBISBICHBI BHYT-
pennue monoctH [21, 22], a BOIIOKHA, MTOIYYeHHBIE METOIOM BHYTPEHHEW KPHUCTAII-
JIM3aI1H, IEMOHCTPHPYIOT XapaKTePHbIE MUKPOCTPYKTYPHBIE 0OCOOCHHOCTH, BIHSIO-
[[Ue Ha MPOYHOCTHBIE CBOMCTRA [23].

:\ [TopocTn A

B BOJIOKHC

MYJUIHTa

NICMCHEEL mac. %

AL, ", 6161
S0 19:61

ZI'O:a 18:78

Puc. 2. DnekTpoHHBIE MUKPOCKOIINYECKHE HM300pa’keHUs] CHHTE3NPOBAHHBIX KOMIO3UTOB Ha
OCHOBe MyJuHTa ¢ fobasnenuem 5 u 20 mace. % ZrO>
Fig. 2. SEM images of synthesized mullite composites with 5 and 20 wt. % ZrO>

Pasmuuve kosddunuentos auddysuu Al* u Si** B pacnnase npuBoauT K rpa-
JIUEHTY XUMHYECKoro noreHuuana. [Ipu ObIcTpoit KpucTaM3ayi NPerMyIIECTBeH-
Hast [ y3ust OAHOTO U3 KOMIIOHEHTOB K (PPOHTY pPOCTA CO3AAET BAKAHCHOHHBIN IIOTOK
B IIPOTHBOIIONIOKHOM HAIPaBIICHNH, arperalys BakaHCui (opMupyeT mopsl, OpraHu-
3YIOIIMECs B KaHAbI BAONL ocH pocta. ZrO,, obnanarommii Hu3Kol nuddy3noHHOM
MOJBWKHOCTBIO, YCHJIMBAET 3TOT 3(h(eKT, neiicTBys Kak Oapbep Uil BHIpAaBHUBAHUS
KoHIeHTpanuii [24]. KpoMe Toro, npy BEITSTUBAHUH BOJIOKOH M3 paciiiaBa Ha (poHTe
pocTa BO3HMKACT I'PAJUEHT TEMIIepaTypsl, a MpucyTcTBue ZrOz M3MEHSET BA3KOCTh
1 TIOBEPXHOCTHOE HATSHKEHHE paciuiaBa, IPOBOLMPYS KalTWUIIPHBIE KOJICOaHusL.

Cnenyet OTMETUTD, YTO KOMIIO3UTHI C BOJIOKHAMH MYJUTUT-ZIO2 HEKOTOPBIX CO-
CTaBOB JIEMOHCTPHUPYIOT JOCTATOYHYIO MPOYHOCTH BIUIOTH 110 Temmeparypbl 1400 °C
Y XapaKTePU3YIOTCS BEICOKOW YCTOMUMBOCTHIO K MEXaHUYECKUM TOBPEXIACHUIM [21,
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22]. UccnenoBanus, mpoBeIeHHBIC HA BOJIOKHAX MYJUTUT-ZI Oz, MOITyYSHHBIX METOOM
BHYTPEHHEH KPUCTAJUTH3AIMH, TIOKa3aJIi, 9TO UX MPOYHOCTH IPH KOMHATHOH U MOBBI-
IIEHHOM TeMIlepaTypax CONOCTaBUMa C MPOYHOCTHIO COOTBETCTBYIOIICH KepaMHKH,
MOJIy4EeHHOU KpucTayum3anueit u3 pacruiasa [23]. [lonble BOIOKHUCTBIE CTPYKTYPHBI
ZrO>-Al,05-SiO; Taroke SBISIOTCS PESIMETOM aKTHBHBIX UCCIIEIOBAHUIA B 00JIACTH BbI-
COKOTEMITEpAaTypPHOH TEIUION30JIIHH, TIpudeM (OPMUPOBAHKE TOJBIX CTPYKTYp pac-
CMAaTpHBAETCs KaK MEPCIICKTHBHBIN My Th CO3aHNs MATEPHAIIOB C HU3KOH TEIUIONPOBOI-
HOCTBIO [25-27]. Takum 0OpazoM, popMupoBaHKE MOJIBIX Pa3BETBICHHBIX KaHAJIOB B BO-
JIOKHaX MyJUIMTa IIpU BbICOKOM conepxanuu ZrO2 (20 macc. %) mpencrasiser coOoi
pe3yIbTaT CHHEPTreTHIECKOTo ACHCTBIS Ta30BBIICNICHIS M3 paciuiaBa, 1iuddy3noHHO-Ba-
KaHCHOHHBIX TIOTOKOB M KalWJUIIPHOM HEYyCTOMYMBOCTH, pruieM JobaBka ZrO; BBICTY-
naeT B poi MOAU(HUKaTOpa, UHTCHCU(PHUIUPYIOIIETO KKIBIA U3 STHX MEXaHH3MOB.

Ha puc. 3 npezacTaBiaeHsl KapThl HHTETPAIbHOW HHTEHCHUBHOCTH XapaKTepH-
crruyecknx MK-momoc B KOMIO3UTax Ha OCHOBE MYJUIMTA C PA3IMYHBIM COJAEpIKa-
HueM ZrO,, CHHTEe3UpOBaHHbIX Mpu cuie Toka oT 80 10 120 A.

a 1500 0,7

—~ =
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L B[Si0,] [[ 0.5 &
5 1000 N o
= Al-O 04 5
8 750 - ala0) 03 &
E Zr-0 02 g
3 500 o-zro_ g0l <
A - 0,0
5 10 15 20
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o o
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Puc. 3. KapTsl HHTErpabHOI HHTEHCHBHOCTH XapakrepucTudecknx MK-mooc B koMnosurax Ha
OCHOBE MYJUIUTA C PA3IMIHBIM cojiepxanneM ZrO2, CHHTE3NPOBaHHBIX IIPH CHJIE TOKa!
a—-80A;6-100A;6—-120 A

Fig. 3. Integral intensity maps in IR spectra for mullite composites with different ZrO2 content
and obtained at different currents:
a—80A;b—100A;c—120 A
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Ha WK-kapTtax (puc. 3, a) KepaMHYeCKHX MPOIYKTOB, CHHTE3UPOBAHHBIX PH
cmite Toka 80 A, 3a)UKCHPOBaHBI XapaKTEPUCTHUECKHUE TTOIOCHI, COOTBETCTBYIOIINE
MyuToBoi Matpuue: ~1100 cm?t (Si-O-Si), ~730 cm? (Al-O) u ~450 cm?
(O-Zr-0). Monoca TerparonansHoi dassl ZrO, npu ~570 cM ! nposBiseTcs cnabo
W 1B TIpH cofiepkannu okcuaa 15-20 mace. %, 4To MOXKET yKa3bIBaTh Ha HU3KYIO
CTeneHb KpucTaIMYHOCTH ZrO2 1100 Ha Masblii pa3Mep KOI'€peHTHOI'O paccesiHus
JacTHI] BCJICACTBHE HeIocTaTouHOTo 2Heproikiama. [Ipu 80 A u cogepxanun ZrO;
5-10 macc. % cHekTpadbHbIE MPHU3HAKA CAMOCTOSTENFHONW LUPKOHHEBOU (a3bl
MIPAKTUYECKU OTCYTCTBYIOT, YKa3bIBasl HA YaCTUYHOE pacTBopeHue ZrOz B MyJUINTE.

[Tpu yBenmmuenun cuitet Toka 10 100 A (puc. 3, 6) Habmonaercs detkas nudde-
PEHIMALKS CIIEKTPOB B 3aBUCUMOCTH OT coziepxkanusi ZrO,. [Tonoca mpu ~570 cm?
CTaHOBHUTCS OTUETIIMBO BhIpaykeHHOH yxe mipu 10 mace. %, a pu 15-20 macc. % — mo-
MHUHMPYIOIIEH Hapsdy ¢ monocaMu MysumuTa. [losieienue mieda okono 500 cMt npu
15 macc. % u BbIle yka3plBaeT Ha (OPMUPOBAHUE Pa3yHNOPAIOUYECHHOW CTPYKTYpHI
Zr—0, xapaKkTepHOU I TeTparoHanbHOH Momudukanuu. OTCyTCTBHE MOJIOC MOHO-
KIMHHON (hasbl (~360 u ~620 cM 1) moATBEPKIaeT CTAOUIM3AIMUIO TETPArOHATIBLHOTO
ZrO,. UnTerpanbHas HHTEHCUBHOCTB MOJIOCHL ~570 cM ™ TMHENHO BO3pACTaeT ¢ yBe-
nuueHreM MaccoBoi 10U ZrQOz, 4TO CBUAETENBCTBYET O MPSIMOM KOJMYECTBEHHOM
COOTBCTCTBHUU MCKAY COACPKAHUCM OKCHUA U €T0 CIICKTPAJIbHBIM OTKIIMKOM.

s 06pa3nos, cuaTe3npoBaHHbiX Tpu 120 A (puc. 3, 6), UK-kapTer mokasbl-
BalOT MaKCHMAaJIbHYIO YETKOCTH (Da30BBIX MOJIOC M HAMMEHBUIYIO MOTyIIUpHUHY. 1lo-
noca ~570 cm ! peructpupyercs naxe npu 5 mace. % ZrO2, a npu 20-25 macc. %
€€ WHTEHCUBHOCTH JIOCTHUTAeT HACHIIEHUA. YIIHMpeHue monoc mymmuta (~1100
u ~730 cMt) mpu 120 A u comepxannu ZrO, 6onee 15 Macc. % yka3bIBaeT Ha JIO-
KaJlbHbIE MCKKEHUS KPUCTAITMYECKOM PEIIeTKH MYJLTUTa, 00yCIOBICHHBIC BHE/I-
penuem HoHOB Zr** (~0,72 A), MOHHBIH panyc KOTOPHIX CYLIECTBEHHO MPEBHIIAET
paguycel AI3*(~0,535 A) u Si** (~0,40 A). Onnako Ipupoia STHX UCKAKEHUH OCTa-
€TCsl JOKaJIbHOU, IIOCKOJIBKY TIOJTHOT'O MCUE3HOBEHMS II0JI0C MYJUINTa HE HaOirona-
eTcs gaxe npu 25 mace. % ZrO;, yTo MOATBEPIKAACT CTAOUIBHOCT ABYX(a3HOM
KOMIIO3UIIMOHHON CTPYKTYpbl. Takum 0o0pa3oM, MOBBIIIEHUE CHIIBI TOKa ¢ 80 10
120 A cniocoGeTByeT 6onee moHOMY (ha3000pa30BaHUIO U YCTAHOBJICHHIO MTPSIMON
KOPpENAINN MEXAY MHTEHCUBHOCTBIO XapaKTEPHOU MOJIOCHI U CONCPIKAHUEM OK-
CHU/ia TUPKOHUSL.

3akiaouyenue

B pesynbrare ucciaeqoBaHus BIUSHUS TUOKCHAA IMPKOHKS HAa (GOPMUPOBAHHUE
MYJIJTUTOBBIX KOMIIO3UTOB B YCJIOBHSAX JJIEKTPOAYTOBOTO IUIa3MEHHOTO CHHTE3a
YCTaHOBJICHBI KIIFOUEBbIE 3aKOHOMEPHOCTH CTPYKTYpooOpa3oBanus U ()a30BBIX TIpe-
BpauieHuil. [IpoBeaeHHbIC HCCaeA0BaHNS TO3BOJIMWIM CAEIATh HECKOJIBKO BEIBOJOB.

1. ITapameTpsl MIa3MEHHOTO CHHTE3a, 00€CTIeYNBAIOIINE MAKCUMAIBHYTO TUIOT-
HOCTb KOMITIO3UTOB, COOTBETCTBYIOT cuiie Toka 120 A u conepxanuto ZrO2 20 macc. %.
B sTOM ciyuae gocturayTa maotHocth 3,00 r/cm®, uto Ha 9,1 % Bhlme, Yyem Ipu
5 macc. % ZrO; u Ha 9,6 % Bbilie 10 cpaBHeHUIO ¢ pexxumoM 100 A. JlanbHeiimee
MOBBIIIIEHNE YHEPTOBKJIa/1a CIOCOOCTBYET (POPMUPOBAHUIO B3aUMOIIPOHHUKAIOIIETO
kapkaca u3 yactull ZrO; u 3pPpeKTHBHOMY yIaJIeHUIO IOp 3a CUET KATHIIISIPHOTO
TEYEHUs pacIliaBa.
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2. CtpykTypHO-(ha30oBbIe IpeBpalmeHus] MOKa3bIBAlOT YETKYI0 KOPPEISIUIO
¢ koHneHTpanuend ZrO; u temmepaTypHbIMH ycinoBuamu. [Ipu cume Toka 120 A
u conepxxannu ZrOz ot 15 mo 20 macc. % B MK-cnekTpax ¢ukcupyercs HachIIIe-
HHE MOJIOCHI TeTparoHanbHoi (asel ZrO; (~570 cm™t), a mosymmpuHa mosaoc Mysi-
JUTa yBEJIWYMBAETCS, YTO YKa3bIBACT HA JIOKAJIbHBIE HCKAXCHHS PELISTKH BCIIE-
CTBME BHEIPEHUS HOHOB Zr*", uTo MOATBEPkK €T CTAOUIBHOCTD ABYX(ha3HOM KOM-
MMO3UIIMOHHON CTPYKTYPHI.

3. Yeenuuenue nonm ZrOz ¢ 5 1o 20 Macc. % NpUBOIUT K TIEPEXO.Ty OT INIOTHO
YIIaKOBaHHBIX UTOJIYATHIX KPUCTAIIOB MYJIIUTA K ITOJBIM Pa3BETBICHHBIM BOJIOK-
Ham. @opMHpOBaHHE BHYTPEHHUX KaHAJIOB 00yCIOBIeHO AH((Py3HOHHO-BaKaHCH-
OHHBIM MEXaHH3MOM M KalWUISIPHONW HEYCTOHYMBOCTHIO, a to0aBka ZrOQ, HHTEHCH-
¢unmpyet 3TOT Tpouecc. [lomyueHHbIe TONbIe CTPYKTYPhl pacCMaTPUBAIOTCS Kak
MEPCIIEKTHBHAS OCHOBA ISl BRBICOKOTEMITEPATYPHOU TETION3OJISIINY ¢ HU3KOW Tel-
JIOTIPOBOTHOCTBIO.
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