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Bopudvt Memannog wupoxko UCnoAb3ymces 8 Kkawecmee menaou3oaayuoHHbIX MAMepuanos,
HO 8 YCA08UAX 8bICOKOMEMNEPAMYPHBIX OKUCAUMENbHbIX cped aPdexmueHOCmb Ux npumeHe-
HUS 3HAUUMEAbHO CHUXcaemcs. /na nosvlueHuss mepmocmouiuKocmu KOHCMPYKYUOHHBIX MA-
mepuanos Ha ocHoge dubopuda mumara u npedomspawieHus pocma kpucmannos TiB, npume-
HAU 000a68KU XUMUYeCKU CMOUKOU a1loMoMaA2He3UaAbHOU wnuHeu, obaadaruieil oeHeynop-
HbMU ceoticmeamu. Lleavto daHHOll pabombl 26.18.10Ch Uccaedo8aHUe CIMPYKMYPbL KOMNO3uma
TiB,-MgAl,O,, noayueHHo20 MemodoM camopacnpocmpaHsiowje20cs 8blCOKOMeMnepamypHo-
20 cunme3sa dsyms cnocobamu. Ilepewiii — CB-cunmes dubopuda mumaHa u3 e2o 31eMeHIMo8
¢ 006asKoll anoMoMazHe3UaNbHOU WnuHeau. /[pyaum cnocobom peweHus noayHeHus mep-
MOCMOUK020 KOMNO3UYUOHHO20 Mmamepuana seasemcsi CB-cumme3 antomomazsHe3uanbHou
wnuHeau ¢ dobasaeHuem 20moeozo dubopuda mumara. Hauayuwue peayasmamut noayueHvt
nepevim cnocobom. Cmpykmypa ¢ pagHomepHbiM pacnpedeneHuem meaxux 3eper TiB, cunme-
suposana c¢ dobaskoll 25 % macc. MgALO,. Cocmasul uccredosanu peHmeeHoPa3oevim aHa-
ausom (/TPOH-3M, gpuarvmposartoe Cu-k,-usayuenue), HK-cnexkmpockonueii (Nicolet 5700) u
ckaHupyrouetl anexmporHol muxpockonuell (Philips SEM 515). IToayuennblii mamepuan npeo-
cmasasem coboil komnosum, 8 komopom uacmuyst TiB,, umeroujie pasmep, He npesbllLaowull
5 MKM, PA8HOMEPHO pacnpedeneHbl 8 Mampuye a10MOMAZHe3UANLHOU WNUHeAU.

Karouesvie crosa: dubopud mumaHa, anoMomMazHe3UaAbHAS WNUHeAb, CAMOPACNPOCMPAH-
rowutics 8bICOKOMEMNEPAMYPHbHLLL CUHIMES, KOMNO3UIMbL.

BBeaenue

KapOunbr u GopuIbl METAIIOB IIUPOKO HC-
MOJIB3YIOTCA B Ka4e€CTBE TEIJIOM3OJSIIMOHHBIX MaTe-
pHYajoB, OJHAKO 0OJACTh WX MPUMEHEHHS OTpaHnde-
Ha B pe3yJibTaTe OKHUCIIEHUS B arpPECCHUBHBIX Cpenax
MpU BBICOKHMX Temreparypax. s MOBBIIEHUS WX
OTHEYTIOPHOCTH JOTOIHUTEIHHO BBOIUTCS AIOMO-
MarHe3uanbHas mmuHenbs (MgAl,O,), uMeromas
Temneparypy miasienus 2135 °C, 9To COOTBETCTBY-
€T BBICITICH Kareropuu oraeymnopHocty [1]. s cuH-
Te3a TaKMX KePaMHUYECKUX MaTepHalioB MPUMEHSIOT
MarHuii- 1 aJloMOTEpPMUYECKHAE MPOIECCHl CHHTE3A.
Tax, ¢ MOMOIIBI0 METAIIIIOTEPMHYECKOTO BOCCTAHOB-
neanust B cucteme Ti0,-MgO-Al,0;-Al momydeHbt
OTHEYIIOpPHBIC MaTepuayibl Ha ocHOBe MgAL,O, m
KapOOHUTPUIOB THUTaHa [2]. BBICOKOTIPOUYHEIH TTO-
PUCTBIN KEpaMUYECKU MaTepuall, B COCTaB KOTOPO-
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TO BXOOAT MgA1204, TiBz, Ti02, A14B206, Mngzos,
cunTe3npoBan B cucreme Ti0,-B,0;-Al ¢ mobaBka-
mu MgO. Ero MOXHO HCTIONE30BaTh B Ka4ECTBE Ka-
Tanmu3aTopoB mIpu Temmeparypax 600-700 °C B or-
KpoeITO#t atMocdepe [3; 4].

IIpy monydeHnn TYTOMJIABKUX HEMETaJUIHde-
CKHX KOMIIO3WUITMOHHBIX COCIMHEHHWH C 3a/[aHHBIMHU
CBOMCTBaMH IIMPOKO HUCIIOIB3YETCS METOJ caMopac-
MIPOCTPAHSIOMIETOCS] BHICOKOTEMIIEPATYPHOTO CHH-
te3a (CBC). C nmpuMeHEHHEM 3TOTO METOJa B JaH-
HOU paboTe TOJIydeH KOMITO3WIIMOHHBIA MaTepua
Ha OCHOBE TUOOpHIa TUTaHA U XUMHUECKH CTOUKOMH
U OTHEYNOPHOM ajJtoMOMarHe3nalibHOW IIMUHENH,
KOTOpas dKpaHupoBaja dacTulbl TiB, u 3aTopMaxu-
Bajla TPOTEKAaHUE BBICOKOTEMIIEPATYPHBIX TBEPIO-
(ha3HBIX OKHCIUTENbHBIX PEaKIUii B MPOIECCEe DKC-
IJIyaTaluy MaTepuara.

ITonydanu Takoit marepwayn AByMs criocoba-
mu. [lepBeIil — cuHTe3 TUOOpHUIAa TUTAHA U3 €T0 dJIe-
MEHTOB C 100aBKOW aJlfOMOMarHe3najbHOW INMHUHEe-
mu. [Ipyrum crocobom pemieHus MoxydeHus: TepMo-
CTOMKOTO KOMIIO3MITMOHHOTO MaTepuaia SBISIeTCS
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CHHTE3 aJIOMOMArHE3UaJbHON MIMUHEIH METOIOM
CBC ¢ no6aBneHneM roToBOro TuOOpuIa TUTAHA.

Lenpro maHHOW pabOTHI SIBISACTCS MOTYyUCHHE
MeronoM CBC TepMOCTOHWKOTO KOMITO3HITHOHHOTO
Martepuana Ha ocHoBe TiB, m MgAl,O, nByms BHI-
[IeTIePEYNCICHHBIMI CITOCO0aMH W HCCIIEIOBaHHE
(ha3oBOTO COCTAaBa U MHUKPOCTPYKTYPHI MOTYIECHHBIX
MaTepHaoB.

Martepuaabl 1 METOABI
JICCAEAOBAHUA

Jns npurotroBiieHUsT pPEeaKIMOHHBIX cMeceH
JUTSL CHHTE3a KOMIIO3UIITMOHHOTO MaTepHasa ImepBbIM
CrIoco0OM HCIIONB30BAIH MPOCYIIEHHBIE B BAKyyMe
npu temneparype 200 °C B TedeHme 2 HacoB IIO-
porku tutana mapku TIIII-8 (comepxanue THTaHA
~ 96 %, pazmep gactur < 160 mxm, OAO «ABHCMaY),
amomomMaruesuansuoi mmuHen (TY 6-09-01-136)
u 6opa amopduoro (b-99A-TY-6-02-585-75). beino
MPUTOTOBJICHO 4 cMecH pa3nu4Horo cocrana: 90 %
(Ti + 2B) + 10 % MgAl,04; 75 % (Ti + 2B) + 25 %
MgALO,; 60 % (Ti + 2B) + 40 % MgAl,O4; 55 %
(Ti + 2B) + 45 % MgAlLO,. Ilopomku TmaTenbHO
MepPEeMEeIINBaIN 10 TTOTyYSHHUS OJHOPOTHON MIMXTHI,
M3 KOTOPOW Ha THApPABIMYECKOM mpecce (hopMoBa-
mu opuctsie (40—45 %) nunuHIpuIecKre 00pa3ibl
nuametpoM 20 u mmuHoi 30—32 MM. CHHTE3 TIPOBO-
JWIA B yCTAaHOBKE MMOCTOSHHOTO JIaBJICHUS B aTMOC-
(hepe aprona npu naBieHun ~ 6 atM. BocriiameHnenme
00pa3IoB OCYIISCTBISIA C MOMOINBIO BOJL(paMo-
BOM criMpaliu.

B kagecTBe MCXOIHBIX pEareHTOB JJI1 BTOPOTO
croco0a MCTIOIB30Bad CMECH TOPOIIKOB OKCHIIOB
Maraugs MgO u amomuraus Al,O; kBamudbukamuu
«a», mopomok amromuaus Mapku AC/[-4 mucmepc-
HOCThIO MeHee 30 MKM ¢ mo0aBkoi amopdHOTO Oopa
(b-99A-TVY-6-02-585-75) B xomnuectBe 4 % Macc.
C pa3MepoM dHacTull 1-5 MKM W HHTpaT Maraus
Mg(NOs), - 6H,0 «xu». B cMech mo0aBisian mopo-

Tom 2

moxk TiB, (10 % wmacc. u 20 % wmacc.), TOTy4YeHHBIH
CBC metomom. CHHTE3 KOMITO3UTA OCYIIECTBILUTH B
CTaKaHYMKaxX W3 METAIMYECKOW CETKH Ha BO3IyXe
pu aTMOC(hEepHOM JIaBIIEHUH, KOTOPBIE TIOMEIIAINChH
B TPaJIMCHTHYIO T€4b CONMpoTHBIeHHUA. g cuHTe-
3a WCIONB30BAIM OOpa3Ibl HACHITHOW IUIOTHOCTH,
BOCIIJITaMEHEHHE KOTOPBIX OCYIIECTBIISIIN B BEPXHEH
gacTu o0Opasma, TJe TeMIeparypa rnedu Oblia MaKkcH-
MaJIBHOM.

TemmepaTypsl TOpPeHHS OIPEAENsIN BOJIb-
¢dbpam-penneBoii Tepmorapoii BP5-BP20 mmame-
TpoM 100 MKM, peTHCTpAINIO JAaHHBIX OCYIIECTBIIS-
U ¢ TIOMOIIBI0 aHAJIOTO-IIU(POBOTO MpPeodOpa3oBa-
tens JIA-20USB, coemnHEHHOTO ¢ TEPCOHATBHBIM
komIbioTepoM. CoCTaBbl TOJNYYEHHBIX MaTepua-
JIOB TIOATBEPXKICHBI PEHTTEHO(A30BHIM aHAIN30M
(dpou-3M, dunsrpoBannoe Co ko-usmydenue),
HK-cnekrpockormmeit  (MK-Oypre  cmekTpoMeTp
Nicolet-5700). [lmsg wu3ydeHUS MUKPOCTPYKTYPHI
HCIIOIB30BAIM ONTHUYCCKUN MHKpockomn (Axiovert
200M) ® pacTpOBBIM D3JIEKTPOHHBIH MHUKPOCKOI
SEM-515 (Philips). UcnieiTanus Ha MEKPOTBEPIOCTD
npoBojuin Ha MukporBepaomepe [IMT-3 mpu Ha-
rpy3ke Ha nupamujky Buxkepca 100 r B cooTBeT-
ctBum ¢ TpedboBarmsamu ['OCTa 9450-60.

Pe3yAbTaThl 1 00CYXAEHKE

st cMecu TOpOIIKOB € COOTHOIIEHHWEM KOM-
noneHnToB Ti:B = 1:2 agmabarmdeckasi TeMieparypa
ropenus cocrasisieT T,, = 3190 K [5]. Beicokas Tem-
repaTypa CHHTE3a TUOopHIa TUTAaHA CTIOCOOCTBYIOT
paCIUTaBIICHHUIO aFOMOMAarHe3uadbHOW IIMHHEIH,
KOTOpasi, pacTeKasch MO TOBEPXHOCTH €ro 3EpEH,
dbopMupyeT MaTpHIly, OOCCIICUYNBAIONIYIO 3aIIUTY
noBepxHoctn TiB, mmuuensio. B manHoM ciydae
aJioMoMarte3uaiabHas mmnuaens MgAl,O, mo or-
Homenuto k cmecu (Ti + B) sBnsgercs uneprom. B
Tabn. 1 mpuBeneHs! HU3UKO-XUMHYCCKHE CBOWCTBA
IMTAHENW U qubopuaa TutaHa [6; 7].

Tabnuna 1
DU3NKO-XUMHUYECKHE CBOWCTBA COCANHEHUN
CoenuHenmne p, T/cM3 Ty °C —AH® i, KIK/MOB
MgAl,0, 3,58 2135 2307,8
TiB, 4,45-4,50 2850 2933
MgTiO4 3,91 1630 (1680) 1569,6
a-Al,O4 3,99 2045 1675,0

Ha puc. 1 mpeacraBiena tepmorpamma mpo- 2300 °C, 4To BBIIIE TEMIIEpaTyphl ILIABICHUS IIITTH-
mecca ropenust cuctembl TiB, (75 % wmacc.) + wHenn.

MgAl,O, (25 % wmacc.). Kak BuUIHO W3 PHCYHKA,

Cunres

aJfOMOMAarHe3uaabHOI

INITXHCIIN

MaKCHMajbHas TeMIIepaTypa CHHTE3a COCTAaBISIET TPOTEKaeT NMPU MEHBIINX TeMmmeparypax (puc. 2).
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BocrutamMeHeHue TIPOMCXOMUT TPU  TEMIEpaType
~ 330 °C n gocTuTaeT MaKCUMAaIIbHOU TeMITepaTyphl
mporiecca ~ 1500 °C, gTo HIXKE TeMIepaTypsl TUIaB-
nenus TiB,.

T, °C
2000 -
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Puc. 1. Tepmorpamma mporiecca TOPSHHUS CHCTEMBI
75 % wmacc. TiB, + 25 % macc. MgAl,O,

T, °C
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Puc. 2. Temneparypro-BpemeHHoH npoduias CB-
CUHTE3a aTIOMOMAarHe3UalbHO! IMUHENH, IUXTa

KoTopoi coctouT u3 cmecu MgO, Al,O5,
Mg(NO;3), - 6H,0, Al u B (4 % macc.)

B 3aBucumoctu OT cojepxkaHUs BBOJUMOI
IIITUHENIN B COCTaB KOMII03uTa Ha ocHOBe TiB,, mo-
JyIECHHOTO TEPBBIM CIIOCOOOM, HAOIIOMACTCS M3Me-
HEHUE MUKPOCTPYKTYpHI 00pa3mos. [Ipu komamaecTse
MgAl,O, < 10 % nabmiomaroTcsi 3epHa nubopuaa
TATaHa, HE TIOJHOCTBIO OKPYXCHHBIE 3aTBEP/EB-
muM pacmiaBoM MgAlL,O,. Bonemioe kommdecTBoO
BBoaumor MgAl,O, (40 % wmacc.) dhopmupyer He-
OJTHOPOJIHYIO CTPYKTYpY, BKJIIOYAIONIyI0 B ceOsd OT-
JebHBIE 00JIaCTH, COCTOAIINE U3 TUOOpUAa TUTAHA
Y aJroMoMarHe3uajibHoi mnuHenyd. Hannyuiume pe-
3yNIBTAThl TIOTYYaIOTCA MIPU COACPKAHUH IITTUHETH B
konmmgecTtBe 25 % macc. (puc. 3). MukpocTpykrypa
COCTOUT M3 MeNKuX 3epeH TiB, (cBeTiible KpucTam-
JIBI), TIOJTHOCTBIO OKPYKEHHBIX INMHUHEBI0 (TEMHBIS
obmacTn).

e — { I

Puc. 3. Mukpoctpykrypsl CBC-koMno3uToB Ha
OCHOBE ubopuIa TUTaHa ¢ qobaBneHueM 25 %
MgAl,O,, rre (a) — onTH4ecKuid MUKpOCKOI AXiovert

200M u (b) — pacTpOBBIif TEKTPOHHBI MHKPOCKOT
SEM-515 (Philips)

B pesynbprare mcciemoBaHUS MHKPOCTPYKTY-
pBI yCTaHOBIIEHO, 4TO no6aBka 25 % MgAl,O, npu-
Bella K CYHIECTBEHHOMY YMEHBIIECHUIO KPHCTAJIOB
TiB, (~ 2 MKM), KOTOpPbIE OKPYXXEHBI 3aCTHIBITUM
pacruIaBoM aJlOMOMAarHe3NMaIbHON HIMTHHEIH.

PentrenodazoBeiii aHaMM3 HCCIETYEMBIX 00-
pasIoB, MPUBEAEHHBIH Ha puc. 4, MOKa3asl, 4TO B
COCTaBe aJIOMOMAarHe3WallbHON MINMUHENH COJep-
xutcs 12 % macc. Al,O;. Kak BugHO M3 pHCyHKA,
IITTUHENb OMPENENAeTCs B KOMIIO3UTE, COACPIKAIIEM
25 % wmacc. MgAlL,O,, xoTs Meramiorpaduaecku
ITTUHENb UACHTUPUIUPYETCS YKE MTPH CONEPIKAHIH
10 % macc.

HK-cnekrpockonuyeckue HCCIIeI0BaHUS
KOMITO3HTa, copepxaiero 25 % macc. MgAl,O,, mo-
Ka3a, 9TO B €T0 cocTase, Hapsny ¢ TiB,, MgAl,O,
u oa-Al,O;, comepxurcs He3HaunmTebHO MgTiO;
(puc. 5).

Ha puc. 5 (kpuBas 1) HabmromaroTcst IBE OC-
HOBHBIE TTOJIOCHI TOTJIONMIEHUSI C MAKCUMYMaMHU TIPH
692,0 cm-! m 540,0 cm-!, oTHOCsAmHECsS K TeTpa-
SIPUYECKH KOOPAWHUPOBaHHOMY Maramio MgO,
U OKTadIPUYECKH KOOPAMHUPOBAHHOMY  ajlio-
muaAI0  AlOg amroMoMarHe3wadbHON — IITTHHEIH.
Heynopsa0o4eHHOCTh CTPYKTYPBI IITTHHENH, MTPUBO-
JiAIIas K M3MEHEHHIO CHITBI CBSI3W B KATHOHHOMW TTOA-
pelIeTKe MINMUHENH, TPOSBISETCS TOSBICHUEM TI0-
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70cel normomenus mpu 558,7 cm-! [8]. He6Gomnpmoi
MUK B WHTEpBajge dactoT ~ 800-900 cm-! cBume-
TENbCTBYET 0 nmpucyTcTBuH Al,O5 B cocTaBe MIIHHE-
nu (kpuBas 3).

intensity

20,deg.

Puc. 4. luppakrorpaMMbl KOMITIO3UTOB Ha
octoge TiB, ¢ pa3auyHbIM conepKaHHEeM
aJIFOMOMarHe3naabHoi mmunenu: (a) — MgAl,O,,
(b) — TiB, + 10 % MgAl,0,, (c) — TiB, + 25 %
MgAl,O,, (d) — TiB, + 40 % MgAl,O4 1 — TiB,, 2 —
MgAl,O,, 3 — AL O;

1007
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80+
3
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S 4!
s 60
> |
‘» 50+
C |
2 |
£ 40!
30+
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20+

1400 1200 1000 800 600 400

Wavenumber, cm’”

Puc. 5. UK-cniekTpbl B MHTEpBaJIe 4acTOT
400-1300 cm-1: (1) — MgAl,O,, (2) — xoMmo3ur
TiB,-25 % macc. MgAl,O,, (3) — cepslii KopyH,

(4) — TiB,

Jubopun TuTaHa, COmEepKANUNCS B KOMITO3H-
T€, TPOSIBISIETCS XapaKTePHBIMHU IOJIOCAMH TIOTIIO-
meHus npu 473, 5 cm-! 1 418 cm-! (kpuBbie 2 u 4).

B mpomecce ropenms cuctemsr 75 % wmacc
TiB, + 25 % macc. MgAl,O, MakcumanbHas Temre-
patypa mocturaet 2300 °C, 9To MPUBOIUT K YaCTHY-
HOMY pazpymieHnto MgAl,O,.

MgAl,0, —— Al 0, + MgO (D

Tom 2

Hannyme monoc mormiomeHns B CeKTpe KOM-
mo3uta mipu 638,4; 592, 0 m 464, 5 cMm-!, xapakrep-
HBIX JUISI OKTa3APUYECKH KOOPAHMHUPOBAHHOTO aJIio-
muHUSA AlOg4, ¥ IPUCYTCTBUE MOIOC TETPAIAPUISCKU
KoopauHUpoBaHHOTO amomuHusA AlO, mpu 1089,1;
797,9 m 778,7 cM-! yKka3pIBaeT Ha CoOAEp)KaHUEC B
nponykre TuHO3emucTOM mmuHEenTn AlOALO;.
OTa mNuHENb, UMEIOMAas TEMIEPaTypy TIaBICHUSI
1980 °C, oOHapykeHa MPU TOIYICHHUU DIICKTPOKO-
pyHIa B BOCCTaHOBHUTENBHOM cpene [1; 9; 10]. s
cpaBHenus, MK-cniekTp KopyHJa NpUBElIEH HA pHUC.
5 (xpuBas 3). Kpome TOoTO, B CIIEKTpe KOMIIO3UTa Ha
YPOBHE ITYMOB TIPOSIBISIFOTCS] TIOJIOCHI MOTIIOMICHUS
pu 940,2; 727,2; 507,8 u 451,3 cM-1, KOTOpBIE MOXK-
Ho otHectn K MgTiO;5 [11]. OGpa3zoBanue gaHHOTO
COETMHEHHS BO3MOXKHO BO BpEeMsI CHHTE3a Ha TPaHH-
e da3 mexay TiB, n MgAl,O,4. Kucmopog m MgO
MOTYT 3aUMCTBOBATHCS NMPU TEPMHUUECKOM paciiaje
IITTTHEIIH.

MgO +Ti+0, = MgTiO, )

B pesynbrare MEJIKO3EPHHCTOH CTPYKTYPBI
nmanHoro kommosuta ero MK-cmektp (kpuBas 2)
MpeCTaBIsAeT cOO0K OrmOaroNIyIo JUHUIO MO CIeK-
TPY aJTFOMOMAarHe3uajbHOMN HIITUHENH C HAJIOKECHUEM
MHOI'OYMCJICHHBIX 4aCTOT KojeOaHMUi CBsI3ei, OTHO-
camuxcst K TiB,, KopyHIy, TIUNHO3EMHUCTON IIITHHE-
mu u MgTiO;.

Kax BumHo n3 Tab:1. 1, Bce MPUCYTCTBYIONTHE B
KOMITO3UTE KOMITOHEHTHI UMEIOT BHICOKHE 3HAYCHUS
TEeMIleparyp IUJIaBICHH, YTO JellaeT AaHHBIH Kepa-
MHYECKHI MaTepHall OTHEYTTOPHBIM.

B mporecce CB-cuHTE3a KOMITO3UTHOTO Ma-
Tepuana u3 cmecu okcuaoB MgO u Al,Os, HUTpa-
ta Marausg Mg(NO;), - 6H,O u mopomrkoB ajxromMu-
uusa AC/I-4, 6opa, ¢ mobaBkamu TiB, (10 % wmacc.
n 20 % wmacc.) moiay4deH KepaMHU4eCKHH MaTepuall,
COCTOSIINH, COTIIACHO PEHTreHO(a30BOMY aHAJHU3Y,
B OocHOBHOM, m3 cMecu MgAl,O,, TiB, n o-Al,O;.
B cocraBe kommo3uTa HE3HAYUTENHHO OTPEIEIs-
forcst okeun Al,O,4, octaTounsrii MgO U BO3MOXHO
BN (puc. 6). Hanuuune BN monreepxmaercs MK-
CIIEKTPOCKOITMYECKIM aHaTNu30M (puc. 7).

Ha HK-cnekTpax KOMMO3UTa C pasiudHbIM
conepxxanneM TiB, B cocTaBe HCXOMHBIX PEarcHTOB
HaOIIFOAAIOTCS KaK MOJOCHI TOTIIOMICHHS TeTPadApH-
YeCKH KOOPIWHHpPOBaHHOTO MarHus [MgO,] mpu
696,7 cM-! W OKTa’APUUCCKUA KOOPIWHHPOBAHHOTO
amomuaus [AlOg] mpu 543,2 cMm-!, oTHOCSIIHECS
K aJIIOMOMAarHe3WalbHON MmuHe u, Tak u TiB, npu
1098,2; 474,4 u 418 cm-1. [IpuueM ¢ yBemnueHUEM
coneprKaHus TUOOpHIA TUTaHA B ITUXTE HAOIIOMAeT-
Cs YBEIIMUCHUE TTOJOCHI MOTIOMeHUs pu 418 cM-!
CO CIIBUTOM B HU3KOYACTOTHYIO 007acTh 70 412 cMm-1,
YTO CBSI3aHO C HE3HAYUTEIHLHBIM OKuciaeHueM TiB, n
JaCTUYHBIM 3aMerieHueM kosebanmii cBs3u O(Ti-B)
Ha d(Ti-O) ¢ obpaszoBanmem okcuma tutana TiO [8].
IIpu 1651,7 cm-! QukcupyeTcs HE3HAYUTETh-
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Hoe nedopmanuonnoe konebanme O(OH)-rpymmmb
BOIBI, aIcOpOMpOBaHHOW Ha AUOOpHUIE THTaHA.
[MpucyTcTByeT moioca TOMIOUMICHHUS TETpadipu-
YeCKH KOOpAWMHUpOBaHHOTO amomuuus AlO, mpu
~ 780 cm-!, oTHOCsmascs k okcuny Al,O,4, ompeme-
JSIEMOMY TaKKe PeHTTeHO()A30BbIM aHATH30M.

1
2 45

K-20%TiB,
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Puc. 6. JludpaxrorpaMMbl KOMIIO3UTOB Ha OCHOBE
MgAl,O, c mob6aBkamu TiB,:

K-0 % TiB, — amoMoMarue3naibHas IMITHHENb,
nomyuennast CBC meronom; K-10 % TiB, — xommo3ut
Ha OCHOBE aJIFOMOMAarHe3UaJIbHOH LINUHETH,
coxepxammii 10 % TiB,; K-20 % TiB, — xommo3ut
Ha OCHOBE AJIIOMOMAarHe3uajabHON IITUHETH,
coznepxanuit 20 % TiB,;

1 —MgAl,0,, 2 - TiB,, 3 — a-Al,03, 4 — AL,O,, 5 —
MgO, 6 — BN

Hutpun 6opa nposiBiasieTes IHPOKOH IOI0COM
nmorsomenus B uHTepBane 1200-1600 cm-! (xapak-
TepHOEe 1edo npu 1272,6 cM-!) u KoneOaHUSIMH CBSI-
3eit mpu 925,5 (medo), 816,7 cM-1, 9T0 yKa3wsIBaeT
Ha TeKcaroHajlbHyI0 Momudukamuio [12]. OH oTHO-
cutcs k tyromiaBkuM (T, = 2973 °C), repmudeckn
YCTOWYUBBIM, MaJIO PEAKIIMOHHOCTIOCOOHBIM COEIH-
HEHUSM W HCTIOIB3yETCs I M3TOTOBJIEHHUS BBHICOKO-
OTHEYIIOPHBIX MarepuaioB. OOpaszoBanme BN mpo-
MCXOJIUT M3 CMECH OKCHIOB a30Ta, BBLACIHBIINXCA
MIPH Pa3NIOKEHUHU MIECTUBOJHOTO HUTPATa MarHUA.

2Mg(NO,), -6H,0 =

3)
=2MgO+12H,0 T +0, T +4NO, T
H3BecTHO TakkKe, 9TO TP MOBBIIICHHBIX TEM-

neparypax (135—620 °C) nByokuch azora pasiara-

€TCsl HA MOHOOKCH/T 230Ta M KUCIOPOJI, &8 MOHOOKCH]]
azora NO mpu 800 °C okmcisieT 60p ¢ 0dbpa3oBaHHU-

€M OKCHIIa ¥ HUTpuaa 0opa ogHOBpeMeHHO [13].

2NO, =2NO +0, (4)
5B+3NO=B,0, +3BN (5)

JelicTBuTenbHO, HapALy C HUTPUIOM Oopa
omnpeneisieTcs MUpoKas Iojoca noromenus B,0;

¢ makcumymamu npu 1477,3 u ~ 1450 cm-1, coor-
BETCTBYIONIUMH aCCHMETPUYHBIM BaJICHTHBIM KOJIe-
OanusaM cBsi3u B-O B utockoMm TpeyronpHuke [BO;]
U KOJIeOaHMSIM CaMUX TPEYroJbHBIX TPYIIHAPOBOK
[BO;] mpu 880,7 cM-1, uTO yKa3bIBaeT HAa YACTUIHOE
okucienne o6opa [14; 15].
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Puc. 7. UK-ciextps! B mHTepBajie yactot 400-2000 cm-1:

(1) — xommo3ut (TiB,-10 % wmacc.), (2) — kommo3ut (TiB,-

20 % wmacc.), (3) — MgAl,O, (CBC-meton), (4) — TiB,, (5)
— HATpHL Oopa (TeKcaroHAIBHBIN)

B nndpaxpacuom quanazone mpu ~ 720; 567,2
u 450,4 cM-! TIpOSBIIACTCS COCAMHEHNE, UMEIOIIee
CTPYKTYpY aHAJIOTHYHYIO CTPYKType TIePOBCKH-
Ta [16]. K TakoMy COETUHEHHIO MOKET OTHOCHUTHCS
u tuta"at Maraus MgTiO;.

OnTuyeckne HWCCIeAOBAHNS TOATBEPKAAIOT
YacTHYHOE pas3pylleHne aubdopuna TuTaHa. Ha mu-
kpodotorpadun xommosuta (20 % macc. TiB,) Bun-
HO, 4TO dacTtuisl TiB,, Haxonsmuecs B MaTpuIie u3
AJIOMOMAarHe3nalbHON MIMHHENIN, OKPYXEHBI Opeo-
JIOM M3 YaCTHII JKeaToro mBeta (puc. 8). Beiencraue
TOTO, YTO CHHTE3 IMOJYYEeHHOTO MarepHayia IPOBO-
JIUJICST HA BO3JlyX€ B arpeCCUBHOM OKHCIMTEIbLHOU
cpene, HaONIOMAETCS YACTUYHOE OKHCICHHWE KpPH-
cramoB TiB, Mo MOBEpXHOCTH W TIO TPAaHHIIAM pPa3-
Jlena 3epeH ¢ oopaszoBanmem okcuaa TiO.

Puc. 8. Mukpocrpykrypa CBC-kommnosura,
MOJYYCHHOTO BTOPEIM criocobom, te 1 — MgAl,O,,
2 —TiB,, 3 = TiO, 4 — Al,04
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Kax mnokasanu wuccienoBanus, Jy4dlide pe-
3yIbTaThl TIOJMY4YEHbI MEPBBIM criocoboM. Marepuan
(TiB, + 25 % MgAl,0,) nmeeT MEIKO3epHUCTYIO
CTPYKTYPY, cocTosmyo u3 3epeH TiB,, okpyKeHHBIX
aJfoMOMarHe3uaabHON mmuHeas0. O0pa3yromasics
MMOBEpPXHOCTHAs Mpocioika n3 MgAl,O, Ha rpanutie
3epeH TiB, BeIcTyIIaeT B posu OJIOKHPYIOMICH 3a1n-
TBI OT OKUCJICHHS TUOOpHa TUTAHA U MIPETISTCTBYET
pocty kpuctamioB TiB,. B mporiecce cuaTe3a KoM-
MO3UTa MPOUCXOANT YACTUYHOE pa3pylIeHHE IIIH-
HEJIH, O 4YEM CBHJETEIHCTBYIOT HE3HAYUTEIbHBIC
npuMecH kopyHaa 1 MgTiO;.

Bo Bropom ciywyae HaOdrOmaroTCs KpyIHBIE
YacTHUIBl AUOOpHIA TUTaHA, XaOTHUYHO pa3dpocaH-
HbIC B QJIFOMOMAarHe3naJibHOW marpuie. HactuuHoe
okuciIeHue KpuctamioB TiB, mo moBepXxHOCTH U Tpa-
HHUIIaM 3€peH MPUBOIUT K 00pazoBanuio okcuaa TiO,
KpOME TOTO Ha ypOBHE MHUKPOIIpUMeEcei 0O0HapyKH-
Baetcst MgTiO;.

W3mepennss MHKpOTBEPAOCTH, TMPOBEICHHBIE
Ha muKkporBepaomepe [IMT-3, mokazamu, 910 IS
xommosuta 75 % (Ti + 2B) + 25 % MgAl,O, ona ne-
CKOJIBKO BhIlIe M cocTasisieT 24,02 I'Tla B otinnune
ot xomroszuta 90 % (Ti + 2B) + 10 % MgAlL,O, co
3HaueHneM MuKpoTBeproctu 22,56 I'Tla. ITo dopme
OTIIeYaTKa, OCTABIEHHOTO MTUPAMHUIKOM, MOXKHO CJie-
JaTh BBIBOM, 9TO KOoMHo3uT 75 % (Ti + 2B) + 25 %

Cnucok Jiureparypbl

Tom 2

MgAlL,O, sBisgeTcs MeHee XPYNKUM (OTCYTCTBYIOT
TPEUIMHEI TI0 yIJIaM oOTIedaTrka). BBemenue moOa-
Bok MgAl,O, ctocobcTByeT hopmupoBanuio Ooiee
IUIOTHBIX CTPYKTYP KOMIIO3UTOB Ha ocHOBE TiB,.

3aKAYEHUEe

B mporecce cuATE3a KOMIIO3UTa MEPBBIM CTIO-
co0OM MTPOUCXOANT YaCTUYHOE Pa3pyllIeHHe IITHHE-
7, 0 9€M CBHUIETEINHCTBYIOT HE3HAYUTEIbHbBIE TPH-
MECH KOpyHaa, TTHHOo3eMucToi mmuaenn 1 MgTiO;,
4yTo goka3biBaeTca MK-cnekrpockomnueil.

Bo BTOpoM ciydae, coritacHO peHTreHogaso-
BoMy aHaiu3y U MK-cnekTpocKonuu, NpoucxXoiuT
YaCTUYHOE OKHCIICHHE TUOOpUAA TUTaHA W, HAPALY
¢ oOpaszoBanmeM ocHOBHEIX (a3 (MgAl,O,, TiB,),
HaOmomaeTcst obpa3oBanue kopyHaa, okcuna Al,O,,
BN, B203, TiO u MngO3

ITokazaHo, 9TO CTPYKTypa C pPaBHOMEPHBIM
pacmpeneneHueM 3epeH TiB, B amroMoMarte3maib-
HOUM MaTpuIle MOoIydeHa MEepPBBIM CIOCOOOM C TIpH-
MeHeHnueM 25 % macc. MgAlO,.

O6pasyromasicst mpociorika u3 MgAl,O, Ha
rpanunax 3epeH TiB, BeICTymaeT B poin OIOKUPY-
IOIIeH 3alIUThl OT OKUCICHHS AUOOpHAa THUTaHA H
MIPEMATCTBYET poCcTy KprucTamioB TiB,.
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SH-SYNTHESIS OF TiB,-MgAl,0, COMPOSITES FOR HEAT-
RESISTANT COATINGS

N. I. Afanasyev, N. 1. Radishevskaya, O. K. Lepakova,

A. Yu. Nazarova, W. D. Kitler
Tomsk Scientific Centre SB RAS, Tomsk, Russian Federation

Metal borides are known to be widely used as heat-insulating materials, but their efficiency significantly
reduces under high-temperature oxidizing conditions. To increase the heat resistance of structural materi-
als based on titanium diboride and prevent the growth of TiB, crystals, chemically-resistant refractory
magnesium-aluminate spinel was used. The purpose of this work was to study the structure of the TiB,-
MgALO, composite obtained by the method of self-propagating high-temperature synthesis using two ap-
proaches. The first approach is the self-propagating high-temperature synthesis of titanium diboride from
its elements with the addition of magnesium-aluminate spinel. Another approach to the obtaining of a heat-
resistant composite material is the self-propagating high-temperature synthesis of magnesium-aluminate
spinel with the addition of titanium diboride. The best results were obtained using the first approach. A
structure with a uniform distribution of fine TiB, grains was synthesized by adding 25 % wt. MgAl,O,,. The
compositions were investigated using X-ray diffraction (DRON-3M, filtered Cu-k,-radiation), IR spec-
troscopy (Nicolet 5700) and scanning electron microscopy (Philips SEM 515). The obtained material was
a composite in which TiB, particles with a size not exceeding 5 microns were uniformly distributed in the
matrix of magnesium-aluminate spinel.

Keywords: titanium diboride, magnesium-aluminate spinel, self-propagating high-temperature synthesis,
composites.
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