MeTaAAOBEAEHME N TEPMUYECKAS OBPABOoTKA

VIK: 673.15 DOI: dx.doi.org/10.17073/0021-3438-2018-6-72-76

OCOBEHHOCTU CHUHTE3A
BLICOKOTEMIIEPATYPHOM KEPAMUKM TaSi,—SiC,
IN SITU APMUPOBAHHO¥ JIJUCKPETHBIMU HAHOBOJOKHAMU
KAPBUJIA KPEMHNA

© 2018 1. C. Bopotsrio, E.JI. IToo30Ba, E.A. JleBamos

HannonanbHBINM HCClIemOBaTeIbCKH I TeXHOoTnueckuit yaupepcuteT «MUCuC», 1. MockBa

Cmamus nocmynuaa 6 pedakyuio 14.08.18 e., noonucana ¢ neuamo 12.09.18 e.

N3yyeHa BO3MOXHOCTb MOBBILIEHU ST MEXaHUYECKMX CBOMCTB KepaMMUeCcKoro marepuaia cucreMsl TaSi,—SiC nytem apmuposa-
HUS HAHOBOJIOKHAMU KapOuaa KpeMHu s, (popMupyonmmu in situ B BojHe ropeHusi CBC-cucremsl. 17151 mosiydyeHU I HAHOBOJIO-
KOH, a TaKKe MOBBIIICHUST 9K30TePMUYHOCTU PEAaKIIMOHHBIX CMeceil MpuMeHsiJach aHepreTuyeckas nobaBka moaurerpadrop-
stuneHa (IITOB) C,F,. C nomolibio MeToAa CaMOPacpoOCTPaHSIIOLIErocst BHICOKOTEMIIEPATyPHOTO CUHTE3a MPHU UCMOTb30BAHUU
MEXaHUYECKOTro aKTUBMPOBaHNUS UCXOIHbBIX PEaKLIMOHHBIX cMeceil Oblia nonyueHa Kepamuka 70%TaSi, + 30%SiC, B koTopoii
KapOuJ KpeMHU I HAXOAUTCS B BUJIE OKPYIJIBIX 36PEH U AUCKPETHBIX HAHOBOJIOKOH. CrieueHHBbIE C TOMOIIIBIO FOPsIYero rnpeccoBa-
HUST apMUPOBAHHBIE KepaMUYeCcKue 00pa3iibl KMeJM OTHOCUTEIbHYIO TIJIOTHOCTH 10 98 %, TBepnocth 19,0—19,2 I'Tla u TpemuHo-
croiikocTsh 7,5—7,8 Ml'[a~M1/2, YTO 3aMETHO MTPEBOCXOIUT TPEIIMHOCTOMKOCTh paHee MojydeHHol 6e3 1o6aBok [1TMOD kepamuku
6JIM3KOr0 COCTaBa.
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Vorotilo S., Polozova E.D., Levashov E.A.
Peculiarities of the synthesis of high-temperature ceramics TaSi,—SiC, reinforced in situ by discrete silicon
carbide nanofibers

The possibility of the increase of the properties of ceramics in the TaSi,—SiC system via the reinforcement by the SiC nanofibers
formed in situ in the combustion wave has been studied. For the formation of nanofibers as well as for increase of the exothermicity
of the reaction mixtures, energetic additive PTFE (C,F,) was used. Using the method of self-propagating high-temperature synthesis
of the mechanically activated mixtures, 70%TaSi,*+30%SiC ceramic was produced, with SiC present as the round-shaped grains and
as nanofibers. Ceramic specimens sintered by hot pressing were characterized by relative density up to 98 %, hardness 19,0—19,2 GPa
and fracture toughness 7,5—7,8 MPa-m!/ 2, which is noticeably above the fracture toughness of the ceramic with similar composition
produced without the PTFE additions.
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Beenenue

Kapoun xkpemauns (SiC) obramaeT BHICOKMMU Me-
XaHUYEeCKUMM CBOMCTBAMM M CTOMKOCTBIO K OKHCJIE-
Huto npu temneparypax no 1200 °C. Kapbugokpem-
HUeBas KepaMHMKa HAXOOUT IMIHPOKOE ITPMMEHEHUE
B KadecTBe KaK BBICOKOTEMITEPATyPHOI'O KOHCTPYK-
IIMOHHOTO MaTepualia, TaK U MPEKypcopoB IJsl Ha-
HeceHUS MOKphITUii [1, 2]. OmHako Kapoug KpeMHUS
obnagaeT psIOM HENOCTaTKOB, B TOM YMCJ€ HU3KOMH
TPEIIMHOCTOMKOCThIO, KOTOPbIE OTPaHUYMUBAIOT ITPHU-
MeHEHNEe 3TOro NMepCIeKTUBHOTO MaTepuana [3—5].

Panee Obl1o mnokazaHo, yto CBC-kKoMNIo3uThI
TaSi,—SiC o0nanaloT MOBBILIEHHONW TPELIMHOCTOM-
KOCTBIO, JOCTUTAIOLIEN 6,5 MITa-m"/ 2, O6maropaps pop-
MHUPOBaHMIO HEPAPXUUYECKONM MUKPOCTPYKTYpPHI [6,
7]. Aucuauuua TaHTajda UMeET BBICOKYIO CTOMKOCTh
K OKHCJIEHUIO IpHU TeMIteparypax no 1600 °C, a kom-
rieKcHble okcuaHble dasbl TaSiO, — BbICOKME aHTH-
(GpPUKIMOHHBIE CBOMCTBA U 3(P(HEKTUBHO 3alUILAIOT
Marepual ot okucieHus [8]. Komnosutsl TaSi,—SiC
MEePCITEKTUBHEI IJTST IPUMEHEHUS He TOJIBKO KaK KOH-
CTPYKIIMOHHBIE MaTepuasibl, HO U KaK IPeKypCcOpbl
(KaTOmMBI-MUIIICHU) IJIsI MOHHO-TIJIa3MEHHBIX TEXHO-
JIOTUH OCaXIeHUS MOKPBITHIA.

JanpHeiiero  yBeJIMYEGHUSI  MEXaHUYECKUX
cBoiicTB koMno3uToB TaSi,—SiC MOXHO TOCTUYb Iy-
TeM apMHPOBAaHUS KePaMHIECKON MaTPHIIBI TUCKPET-
HbIMU HaHoBoJjioKHaMu SiC [9]. [loBblllIeHUE TpelIu-
HOCTOMKOCTH ¥ TEPMOCTOMKOCTU WCKIIOUNTEIBHO
Ba>XHO JJI MaTepuralia MUIIIEHe1-KaToI0B, TPUMEH e
MBIX B MOHHO-TIJIAa3MEHHBIX IIPOlLieccax 0CaXKAeHUS MO~
KpbITHii. BBenenne HaHoBOIOKOH SiC 10 TpaauIInoH-
HOM MOPOIITKOBOM TEXHOJIOTUM He Beerna 3(pPeKTUBHO
M3-3a CJIOKHOCTU UX PABHOMEPHOTO pacIipeecHNs B
Martepuajie ¥ JOPOTOBU3HBI MICXOIHOTO CHIPhSI.

IIpumeHeHne razuUUUPYOMKUX A00aBOK TIO-
mutetpadropatuiaecHa (ITTPD) mpu cunHrtese SiC
ITO3BOJISIET TIOJIyYaTh B MPOAYKTaX TOpPeHUSI KapOu-
JIOKpeMHUeBble HaHOBOJIOKHA [10—15]. TIpu aToM of-
HOBPEMEHHO pelIaeTcs NpobjeMa CUHTe3a U paBHO-
MEpHOTO paclpenecHNsI HAHOBOJOKOH B KepaMMye-
ckoii Mmatpuue. KpoMe Toro, razudunupyonue ao0-
0aBKM 3HAUUTEJBHO BJIMSIOT HA MAKPOKUHETUYECKIE
ImapaMeTphbl TOPEHUS: YBEININBAIOT CKOPOCTh U TEM-
repaTypy TopeHu s, CHUXKAIOT TeMIIepaTypy WHUIINH-
pOBaHUsI, 00eCeuynBamT 00Jiee MOJTHYI0 KOHBEPCUIO
peareHToB B BoJiHe TopeHus [16—18].

Lenrpto naHHOU pabOTHI SABIASJIOCH UCCAENOBAHUE
BO3MOXHOCTU TIOJIYyYEHHUSI BBICOKOTEMIIEPATYPHBIX
Kepamuyeckux marepuayioB TaSi,—SiC ¢ uepapxu-

YEeCKU OPraHU30BAHHOW MUKPOCTPYKTYPOW U in Situ
apMUpoBaHUEeM C(HOPMUPOBAHHBIMU HAHOBOJIOKHA-
mu SiC.

MaTepnaJn,I N METOAbI UCCJICTOBAHUSA

B xadecTBe MCXOMHBIX peareHTOB UCITOJIb30BaINCh
MTOPOIIKHU:

— taHTana mapku TallM 3epHHCTOCTHIO MeHee

63 MKM;

— KPEMHMSI, TIOJTyYEHHOTO0 Pa3MoJIOM MOHOKpPHCTAJI-

0B KD®-4.5 (bpakuus MeHee 63 MKM);

— caxu mapku [1804T;

— nosuteTpadTopaTuiaecHa Mapku ®-4.

ToToBuIKCH CMeCH ABYX COCTaBOB, Mac.%:

1 —53%Ta + 38%Si + 9%C,;

2 — 54%Ta + 33%Si + 3%C + 10%C,F,.

JJ1sT OBBIIIEHHSI UX PeaKIIMOHHO CIIOCOOHOCTH
MMPOBOAMIM MEXaHWYeCKOoe aKTMBUPOBaHME B ILIa-
HETapHOU LEHTPOOEKHOM MeabHUIlE AKTUBATOP-2S
B reueHue 20 MuH (694 06/mMuH, K = 1). CuHTe3 OCy-
mwectBasau B CBC-peaktope B aTmocdepe aproHa
npu gasieHuun 3 arm. Temnepatypy (7)) U CKOpOCTb
(U,) ropeHnst peak TMOHHBIX CMECEN N3MEPSIIIN B pEaK-
TOpE MOCTOSIHHOTO JABJICHUS C UCIIOJIb30BAHUEM BbI-
COKOCKOpOocTHOM BuaecokaMmepnl Panasonic WVBL600
n Mukportepmorapsl W/Re. MUKpPOCTpYKTYypHEIE HC-
clIeIoBaHUSI TIPONYKTOB FOPEHUST U KOMITAKTHOM crie-
YEHHOUW KepaMHUKHM BBITMIOJHSJIM Ha CKaHUPYIOIIEM
anekTpoHHOM MuKpockone (COM) «Hitachi» S3400N
(AnoHus), OCHAIIEHHOM 3HEProAMCHEePCUOHHBIM
cnekTpomeTpoM NORAN.

IIponykThl TOpeHUS pa3MajblBaId B IIapOBOI
Bpallarouieiicss MeapHUlle B OapabaHe ¢ TBepAOC-
MnjaaBHON (yTEpPOBKOM M TBEPAOCIJIaBHBIMM IlIapa-
MU B TeueHue 4 4. CrieKaHHWe TIPOBOIMJIN Ha TOpsTIeM
npecce Direct Hot Pressing - DSP-515 SA («Dr. Fritsch
Sondermaschinen GmbH», I'epmanus) npu temiiepa-
type 1600 °C, naBnenun 30 MIla, Bergepxke 10 MuH.

IInoTHOCTH oOMpeneasiii METOAOM TUIApPOCTaTHU-
YeCKOro B3BelllMBaHUs. TBEpIOCTh 00pa31oB U3MEPSI-
muHatnpuoope HVS-50 c Harpy3koii 20 KT 1 BbIIE PXK KO
10 c. JanHas Harpy3Ka Obljia BbIOpaHa JaJ1s1 GOpMUPO-
BaHUS OTYECTIMBO Pa3JMYMMBIX TPEIIMH B yIjax OT-
IIeYaTKOB, KOTOPHIE MCIIOIb30BaJIM JJIsI BRIUMCIICHUS
TPEUIMHOCTONKOCTH 110 MeToauke [11].

Pe3yabraTsl H HX 00CyKAeHHE

BBenenue B peakiinonnyio cmech I1TOD B konu-
yectBe 10 Mac.% cyllecTBEHHO MOBIMSIO HA MaKpoO-
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®Da30Bblii COCTAB MPOIYKTOB FOPEHUS
HUCCJIeTyeMBIX CMeceil

CocraB CrpyktypHblii | ConepxkaHue, | [Tepuomasi,
®da3za
cMecu THII Mmac.% HM
a=0,4787
TaSi, hP9/3 68
¢=0,6576
beta-SiC cF8/3 32 a=10,4352
TaC cF8/2 2 a=0,4454
a=10,4789
2 TaSi, hP9/3 65
c=10,6578
beta-SiC cF8/3 33 a=0,4352

KMHETUYECKHUE mapaMeTphbl ropeHus. Tak, mjs cMme-
cu coctaBa [ 3Hauenust 7, = 1357 °C, U, = 0,21 cm/c,
a nist cmecu 2 ¢ go6askoit [1ITDD 7. = 1637 °C, U, =
= 0,25 cMm/c. Y3 TabGIMIIBEI BUTHO, 9TO B IIPOAYKTAX T'O-
peHMs cMecH 2 B He3HAUUTEJIBHOM KOJIMUECTBE MPH-
cyrcTByeT ¢aza TaC.

XapakTepHble MUKPOCTPYKTYPBI IIPOAYKTOB T'O-
pEeHUsI, MOJTYYEeHHBIX M3 cMeceil 00OMX COCTaBOB,
npuBeaeHbI Ha puc. 1. VI3 ero maHHBIX CIAEAYET, UTO

mm x2.00k B¢

> g7 &-'-

20.0kV 9.6mm x2.00k SE 3/26/2018

OHU HMMEIOT MepapXmyeckoe CTpOeHHue, 3aKJiovalro-
meecsd B TOM, 4To 3epHa ¢da3 TaSi, u SiC pazmepom
1m0 4 MKM (puc. 1, @) oKpyXeHbl HaHOpa3MEpPHBIMU
3epHaMU 3THX Xe ¢da3, chopMUPOBABIIUMUCS B 30-
He BTOPUYHOTO CTPYKTypooOpa3oBaHus (puc. 1, 6).
Ionpo6HO MexaHU3M 00pa30BaHUS MOAOOHOU CTPYK-
TYypbl paccMOTpeH B pabote [6]. [IpoayKThl TopeHUs
U3 cMecH 2 Hapsioy C IBYXYPOBHEBOW CTPYKTypoOi
cofepXaT paBHOMEPHO paclipelesIcHHBIC B KepaMu-
YecKOil MaTpulle AUCKpPETHble HaHoBoJIOKHa SiCy
nuamerpoM 70—90 HM M IJIMHOW 1O 5 MKM (CM.
puc. 1, 6, 2). CoriacHo pe3yiabTraTaM MUKPOCTPYKTYP-
HBIX MCCJIeOBAaHUN OOBEMHAsT MOJISI 3TUX BOJOKOH
cocraBiseT 5—7 06.%.

MexaHU3M XUMHUUYECKUX M CTPYKTYPHO-(Da30BEIX
MpeBpalleHnii, MPUBOASAIIUNX K OOpa3oBaHWUIO Ha-
HoBoJ1IokoH SiC npu ropeHuu cmeceit Si + C + C,F,,
ommcaH B pabdore [10]. CiremyeT OTMETUTH, YTO TOpE-
Hue cmecu Ta + Si + C + C,F, He conpoBoxpaaeTcs
¢opMUpOBaHUEM KPUCTAJINYECKOTO (pTOpuIa TaH-
Taja, HO MOSBJsSIETCS HeOobimoe KommdecTBo TaC
(cM. TabnuLy), YTO NPEANOJOXKUTETbHO MOXET OBbITh
pe3yJIbTaTOM BBIIEICHU S ra3000pa3HbIX COSAMHEH U

&’

20.0kV 9.6mm x10.0k SE 3/26/2018

Puc. 1. MukpocTpyKTypa NpolyKTOB rOpeHuUs U3 cMeceii coctaBoB / (a, 6) u 2 (s, )
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SN
20.0ur

SiC

TaSi,

{Oﬂum

Puc. 2. M3noMm ropsiuenipeccoBanHou KepaMuku TaSi,—30%SiC—SiCy

a — ysemdenue 2000%, 6 — 5000™

xkpemHus SiF, u SiF,, yTo Hapy1aet crexuomeTpuye-
CKO€ COOTHOIIEHHE KOMITOHEHTOB cmecu Ta, Si u C.
B pesynbraTe Ha BTOpOI CTaiMu XUMUYECKOTO TIpe-
BpallleH s [6] TPOMCXOMUT HEMOHAsI KOHBEPCHSI Kap-
Ouja TaHTaja B CUJIMIIU] TaHTaja.

W3 cuHTE3MpOBaHHBIX MMOPOIIKOB 000MX COCTABOB,
MIPUTOTOBJICHHBIX Pa3MOJIOM ITOPUCTHIX ITPOIYKTOB
TOPEHUSsI, METOIOM TOPSITYEro PEeCcCOBaHU S ObLIU MO-
JiydeHbl obpasibl kKepamuku TaSi,—SiC—SiCy. Muk-
POCTPYKTypa M3jloMa KepaMWKM TpeAcTaBjeHa Ha
puc. 2. BugHo, 4TO nepeKpucTaaJIn3alnss HAaHOBOJIO-
KOH TIpY CTIIEKaHWUM HE MPOUCXOIUT, & CAMU BOJIOKHA
paBHOMEPHO pacrpenejieHbl B KepaMUUYeCKOW MaT-
pule.

IMo cpaBHeHuo ¢ 06pa3ioMm coctaBa I apMupo-
BaHHas KepaMmuka TaSi,—SiC—SiC; obmanaer 6oiee
BBICOKMMM MeXaHW4ecKuMu cBoiictBamu. Ilpu co-
IMOCTaBUMOI OTHOCUTEbHOM I1oTHOCTU (98 %) Tpe-
LIMHOCTOMKOCTH Bo3pocJa ¢ 6,5 10 7,8 MITa-m'/2. ITpu
3TOM TBEPAOCTbh M3MEHUJIACh HECYUIECTBEHHO —
¢ 19 no 19,2 I'a.

TakuM 006pa3oM, MOXHO YTBEPXJIaTh, YTO apMH-
pOBaHHasi KepaMUKa MEePCHeKTUBHA [JIsI UCTIONIb30-
BaHU S B KAY€CTBE MUIIEHEN JIJISI MATHETPOHHOTO pac-
ITBIICHU ST TIOKPBITUA.

BoiBoab1

1. loGaBka B peakLMOHHYIO cMech 10 % monu-
TeTpaTOPITUIIEHA CYILIECTBEHHO YBEJIUYMBAET TEM-
TepaTypy M CKOPOCTb TOPEHUST CMECH.

2. O6pa3sylouiuecs B BOJIHE TOPEHU ST HAHOBOJOKHA
SiC paBHOMEPHO pacHpeaeisiloTCsS B KepaMH4eCKOM

MaTpulle, He mpeTepreBas NepeKpucTain3alluy Npu
CIIEKAHUY B YCIIOBUSIX TOPSAYETO IIPECCOBAHUS.

3. [foxazaHa BO3MOXHOCTH COBMEIIEHUS IBYX
MOAXOAOB K TIOJYYEHHUIO KepaMUUYeCKUX MaTepua-
J0B TaSi,—SiC—SiC; ¢ NOBBILLIEHHOH! TPEIIMHOCTOR-
KOCTBIO: (DOPMUPOBAHUE UEPAPXUYECKOW CTPYKTY-
pbl U in Situ apMUPOBAHUE KEPAMUUYECKOW MaTPULIbI
JUCKPETHBIMM HAHOBOJOKHAMM KapOuaa KpeMHWSI.
TpenMHOCTOMKOCTh TIPU 3TOM BO3pacTaer ¢ 6,5 1o
7,8 MITa-m'/2.

JlaHHas paboTa BbIITOJHEHA ITPH (PUHAHCOBOH MOLAEPKKE

Poccurickoro Hay4HOro ¢poHaa 1o rpoeKry
Ne 14-19-00273-11.
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