Komnozumut u nanocmpykmypuol Tom 8 (Volume 8) Ne 4
COMPOSITES and NANOSTRUCTURES 2016

YK 538.539.2539.3

KOMIIO3UTHI C BOJTOKHOM MYJ/UIMT-OKCHU/J IUPKOHUSA
U MOJIMBJIEHOBOM MATPUIIEN: TOJTYYEHUE, CTPYKTYPA
U MEXAHUYECKHUE CBOMCTBA
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BrepBbie noy4eHbl B MCCIEI0BaHbl KOMIO3UTHI ¢ BOJTOKHAMM MYIUIUT-ZrO, 1 MOJIMOIEHOBON MaTPHULIEH;
UCCIIEIOBAHBI UX MAKPO- U MUKPO-CTPYKTYPBI, IPOYHOCTH IIPU KOMHATHOM U BBICOKOM TeMIIepaTypax, a Tak-
JKe YyBCTBUTEJIBHOCTD K Hajipe3y. OOHapyKeHbl HEKOTOPbIE CTIEU(PUIECKIE 0COOCHHOCTH MUKPOCTPYKTYPBI
BOJIOKOH. [Tokaszano, 4To MpOYHOCTH KOMIIO3UTOB € BOJOKHAMHU MYJIUT-Z10, HEKOTOPBIX COCTABOB OKa3bIBa-
IOTCSl IOCTaTOYHO MPOYHBIMH BILIOTH 0 TeMieparypsl 1400 °C. Bce KoMImoO3HUTHI 0Ka3bIBalOTCs €1abo 4yB-
CTBUTEJIBHBIMU K HAaJpe3y.

Knroueewle cnosa: KOMIO3UTHI, MYJUTUT, OKCH] TUPKOHUS, MOJIMOJCHOBASI MATPHUIIA, TPOYHOCTH, UyBCTBUTEIb-
HOCTB K HaJpesy.

MULLITE-ZRO,-FIBRE/MO-MATRIX COMPOSITES: FABRICATION,
MICROSTRUCTURE AND MECHANICAL PROPERTIES

S.T.Mileiko, A.A.Kolchin, V.A.Chumichev, N.I.Novokhatskaya, N.A.Prokopenko, O.F.Shakhlevich
Institute of Solid State Physics of RAS, Chernogolovka, Moscow distr., Russia

Composite with mullite-ZrO, fibres and molybdenum matrix are obtained for the first time; their macro-
and micro-structures, room and high temperature strength as well as damage tolerance are studied. Some
special features of the fibre microstructures are revealed. It is shown that composites with fibres of some
mullite-ZrO, compositions are sufficiently strong attemperatures up to 1400°C. All composites are characterized
by high damage tolerance.
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1. BBenenue

OueBuiHasE HEOOXOUMOCTh Pa3paOOTKH KAPOIPOUHBIX MATEPHUATIOB C TEMITEPaTy POl BbIIIE peIeIbHON padoueit
TEMITIEpaTyPbl HUKEJICBBIX CYIEPCILIABOB, KOTOPAs B IEPCIEKTHBE HE MOXKET mpeBbicHTh ~1100 °C, BhI3Basa K )KU3HH
UCCIIeIOBAHNS B HATIPABIICHUH Pa3pa0O0TKU HOBBIX CIIABOB M KOMIIO3UTOB. B iepBom Hampasienui [ 1 ], kak mpasuiio,
JIBa METaJlla pacCMaTpPHUBAIOTCS B Ka4eCTBE OCHOBBI HOBBIX JKapPONPOYHBIX MaTepuajioB — HUOOW U MonuOpaeH. B
TIOCJIE/THUE ITPUMEPHO 5 JIET HEKOTOPBIE HCCIIEI0BATEN!N EPCIIEKTUBHBIMY MaTepraiaMy TaKoTo THIIA pacCMaTPUBAIOT
TaK Ha3bIBaeMble BBICOKO-3HTponHiiHble Marepuaiisl (BOChI) [2]. B kauecTBe anbTepHaTnBbI METAIIMYECKUM CILIa-
BaM Komno3uthl Tuna SiC-SiC_ paccMarpuBaroTCs B IIEpBYIO 0uepeib. COCTOSHME €M U NEPCTIEKTHBbI 3TUX U IPYTHX
KOMITO3UTOB C KepaMHYeCKOi MaTpHlLiel peryisipHo o0cyskaarorcst Ha cepuitnoii konpepenimun HT CMC (Breicokorem-
neparypHble Komnosutsl ¢ Kepamuueckoid Marpuiieit), ouepenHast U3 KOTOPBIX cocTosiiachk B utoHe 2016 .

OcHOBHasl TeHCHIIMS B pPa3padOTKe HHOOMEBBIX CIIJIABOB — JISTUPOBAHHE HUOOMSI KPEMHUEM M HEKOTOPBIMH TY-
TOMJIABKUMH METaJIAMH C TEM, YTOOBI COPMHUPOBATH YACTHIIBI CIIOKHBIX CHIIMIIUIOB B METAIUTMYECKON MaTpHile.
I'maBHast nmpobiema 31ech COCTOUT B TAKOH MOJCTPOMKE CTPYKTYPBI, KOTOpast odecnedrnBana Obl OajJaHc cOnpoTHB-
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JICHUSI TTOJI3YYE€CTH, TPELITMHOCTOMKOCTH M COITPOTUBIICHUS] OKUCIICHUIO MaTepHaia, KOTOPBIN YIOBIETBOPSIT ObI XKec-
TKUM TPEOOBaHMUSM K MaTepraiy paboueii JonaTky ra3oBoi TypOunbl. HHoOueBblii cruiaB, onrcanHbii B [3 |, uMeer
OYEHb BBICOKOE COTPOTHBIICHHE MON3ydecTr mpu Temmeparype 1500 °C, onpenmensemMoe OOIBIINM COACPIKAHUEM
CHJIMIIMIOB B HHOOMEBOW MaTpHIle, HO Ta K€ CTPYKTYpa ONpeieNisieT i O4eHb HU3KYIO TPEHIMHOCTOMKOCTh CIIaBa
NP KOMHATHOM TeMIeparype, YTo HCKII0YaeT BO3MOKHOCTh €ro MPaKTHYECKOro MCNoib3oBaHus. CoBpeMeHHbIe
HHOOUEBBIE CIUIABHI [4,5 | XapaKTepru3yloTCsl JOCTATOYHO BHICOKOHM TPEIIMHOCTOMKOCTBIO M CONPOTHBIEHNEM OKHC-
JICHHIO, YTO MO3BOJISIET UX UCIIOJIB30BaTh MpHU TeMieparypax 1o nmpumepHo 1200 °C. B peransrom o630pe [6 | onu-
CaH, TI0-BUAMMOMY, OJJFH U3 JTYUIIHX CIUIABOB Ha 0cHOBe HHOOMs - Nb-10Ti-5SMo -5W-18Si.

JanpHeliniero noBelmeHus paboynx TeMIEepaTyp KaponpoyHbIX MAaTepHaoB IUIAHUPYETCSl JOOUTHCS TOIK-
HOW TMOJICTPOHKON CTPYKTYp MOJIMOJIEHOBBIX cIlaBoB. OCHOBHOE HallpaBlIEHUE 3/1eCh - pa3paboTKa CILJIAaBOB B
cucreme Mo-Si-B. XapakrepucTHKH Mon3y4yecTH [7 | U )KapOCTOHKOCTH CIUIABOB 3TOW CHCTEMBI [§ | tocTaTtouHo
XOPOIITH, TI0 KpalHe# Mepe, - 10 Temieparypsl 1300 °C; oaHaKO, TPEITMHOCTONKOCTS HX COOTBETCTBYET TPEIIHHO-
CTOMKOCTH KOHCTPYKITMOHHOW KepaMUKH [9 |, 4To HCKIII0YaeT UX MPUMEHEHHUE B CETOAHSIIIHEM COCTOSIHUH B Kaue-
CTBE MaTepuasioB paboueil TOmaTKH ra3oBoil TypOHHBI.

W3BectHbME focTonHcTBaMU BOCOB SBISIOTCS, BO-TIEPBBIX, BOBMOYKHOCTD YAyUILICHHS OanaHca NPOYHOCTh — Tpe-
IIMHOCTOMKOCTb 10 CPABHEHHIO CO CIIABAMU TPAJUIIMOHHBIX CTPYKTYp [10 ], 1 BO-BTOPBIX, HAMYKE CHCTEM, XapaKTepH-
3YIOIIMXCS TOBBIIIEHHBIM COMPOTHBIIEHUEM OKUCIIEHHIO IIPH BBICOKUX Temreparypax. OTHako, OTCYTCTBHE B MHOTOUHC-
JICHHBIX ITy OJIMKAIMSX TAHHBIX O KPUIIOCTOMKOCTH TAKOTO POIA MATEPHAIIOB IPH JIHCTBUTENBHO BEICOKHX TEMITEpaTypax
HE MO3BOJISIET CYMTH O TiepcriekTHBHOCTH BOCOB Kak %aporpoyHbIX Marepuaniax ais temieparyp biiie 1200 °C.

KoMmo3uThl ¢ KepaMuuecKoil MaTpuliel, HECOMHEHHO, Oy/IyT pa3BUBAThCS, MPEK/IE BCET0, B CTOPOHY MOBBIIIIE-
HUs pabounx Temmneparyp. B wactu SiC-SiC xommo3uToB 310 Oymer obecrieueHo pa3paboTkor 3pdeKTHBHBIX
3alIUTHBIX TOKPBITUH, OKCHI-OKCHIHBIE KOMIIO3UTHI OyyT COBEPIIEHCTBOBATHLCS € Pa3paboTKoi Ooee KpUmoc-
TOMKHUX BOJIOKOH, MOHOKPHUCTAJUINYECKUX U IBTEKTUUECKHX, MTOJTy4aeMbIX KpUCTAJUIM3AIMEN paciyiaBa.

OnHuM 13 Hanbollee MepCleKTHBHBIX HAIPaBIeHUH pa3padoTKH KapOIPOYHBIX KOMIIO3UTOB SIBJISIETCS UCTIOJb-
30BaHME METAJITMUECKON MaTpHIIbl, KOTOpas 00eCIeYnBaeT JOCTATOYHO BHICOKYIO TPEIIMHOCTONKOCTh KOMIIO3HU-
ToB. JKapocToiikas MaTpuila Ha OCHOBE HUKEJSI UIMEET J1Ba HeJocTaTka. Bo-nmepBbIX, HCIOIb30BaHNE OKCHIHBIX
BOJIOKOH ITO3BOJISICT MOJTy4YaTh JOCTaTOYHO KPUTIOCTOMKHME, 110 KpaitHeit Mepe, 10 Temrepatyp okono 1200°C, kom-
no3uThl [11], onHako B cuily IMJIOXOW CMauMBaeMOCTH pacilylaBaMH OKCHJOB, U KakK CIJI€JCTBHE, HEIOCTAaTOYHO
MPOYHOH rPaHUIIbI pa3Jielia, - HOBEACHUE TAaKOTo THITa KOMITIO3UTOB IMPH TEPMOLUKINPOBAHUH HE OyIIET T0CTATOYHO
MpUeMJIeMbIM. DTOT HEAOCTATOK, MO-BUIUMOMY, YCTPaHUM, HO BTOPOIl — OTHOCHUTEJILHO HHU3Kas TeMIeparypa
TUTaBJIEHUS] MATPUIIBI — OTPAHUYMBAET TEMIIEPATy Py UCII0JIb30BaHUS YKa3aHHOM BhIIIIE.

IToaTomy ocTaérces ABa MyTH — IPUMEHEHHUE YIIOMSHYTBIX BBIIIE BBICOKOAHTPONMMHBIX cj1aBoB [12 ] u Tyromn-
JIAaBKUX METAJUIOB B KaueCcTBe MaTpull. BTopoii BapuaHT oka3bIBaeTCs BOZMOYXKHBIM B CHITY, BO-TIEPBbIX, ITOKa3aH-
HOU paHee BO3MOKHOCTH CYIIECTBEHHOTO TOPMOKEHHSI OKUCIICHHSI MOJINO/IeHa MMy TEM COOTBETCTBYIOIIETO BBIOO-
pa xumcocraBa BoyiokHa [13,14 ], U, BO-BTOPBIX, OTMEUYEHHOU BBIIIC BO3MOKHOCTH Pa3pabOTKH JIOCTATOUHO Ka-
POCTOHKHX MOJTMOJCHOBBIX CILJIABOB.

B Hacrosmeit paboTe moaydeHbl U UCCIEAOBAHBl KOMITIO3UTHI ¢ MOJIMOJIEHOBOH MaTpHIled M BOJIOKHAMH,
COCTOAIIMMH U3 MyJlIUTa (CI0KHBIA okens B cucteme Al,O,-Si0,) n okcna HUPKOHUS. ABTOPOB TOJBUIIIA K
3TOMY HCCIIeIOBaHHIO, B YACTHOCTH, OMYyOIMKOBAHHBIE JaHHBIC 110 MTOTYYSHHIO U UCCIICOBAHUIO KPUCTAIIIN30-
BAaHHBIX U3 paclljiaBa CTepKHEN U3 yKa3aHHOI'0 OKCHAa 3BTEKTHMYECKOTO COCTaBa U COCTaBa, CABUHYTOIO OTHO-
CHUTEIBHO dBTEKTUYECKOM Toukm [15,16].

2. l'[o.nyqe}me KOMITIO3UTHBIX 06pa3IIOB

KomnozutHbIe 00pa3ipl MOIyYaINCh 10 TEXHOJIOTHH, OCHOBAHHOM Ha METOJIe BHYTPEHHEH KPUCTAJUIU3AUH,
cocrosiieM 13 (1) moAroToBKM MOMMOCHOBOTO KapKaca ¢ HeNPEePbIBHBIMH HMIMHAPUYECKUMH KaHaJIaMH C Xa-
PaKkTEepHBIM pazMepoMm morepedHoro cedeHus ~ 100 mxM; (2) IpoNUTKU KaHAIOB paciiaBoM okcupa; (3) Kpuc-
TaJUIN3AIMU OKCUJI0B, 00pa3yoLIMX BOJIOKHA, B B KaHAJIaX MOJIMOEHOBOM MaTPHIbL. JTa CXeMa OIHMCaHA PaHee B
psne myonukanuii (cM., Harpumep [17 ]) u moaTomy He TpeOyeT eTallbHOrO ONMCAaHUs B HACTOSIIEH cTarhbe.
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B ommune OoT HMTHPOBAaHHBIX BhINIE PAOOT MO MCCIEAOBAHUIO CTPYKTYPBI M MMPOYHOCTH IBTEKTHKH U JIBYX
HEDBTEKTHYECKHX COCTABOB B cUcTeME MyJUMT-ZrO,, B HacTosIel paboTe MCCeJ0BaHbl KOMIIO3UTHI ¢ BOIIOKHA-
mu sBrektuueckux (E-1) u neaprextnueckux (E-2 — E-7) cocraBoB (cm. Ta6n. 1). CocraB E-1 coorBercTByeT
sprektuke 3A1,0,-28i0, — ZrO,, cocrasbl E-2 u E-6 cusunyThl no nunnn 3A1,0,-2S10, — ZrO, B cropony ZrO,
u 3A1,0,-28i0, , coorBercTBeHHO (Tpoiinas quarpamma Al O, - SiO, - ZrO, npusoautcs B [15]). Ocranbuble Tpu
COCTaBa CABHHYTHI OTHOCUTEIHHO YIOMSHYTOH JIMHAN B CTOPOHY OKCH/JIa alfoMUHUs. BolokHa KprcTamimsoBa-
JIMCh CO CKOPOCTSIMU MEPEMELICHHUST OKCUA-MOJIHOIeHOBBIX 0110K0B 10-50-250 MM/MUH, 4TO IPUMEPHO COOTBET-
CTBYET CKOPOCTH KPUCTAJUTU3AIIH.

OcHoOBHasl 4acTh MOJTy4aeMbIX 00pa3loB UMEET BHJ, MpeacTaBiIcHHbIH Ha Puc. 1 (cieBa) ¢ pasmepamu ~
5%15%65 mm’. B 311 06pa3Isl BHOCHIICS HAaJPe3 ¢ MOMOIIBIO aIMA3HOTO JAMCKA, TIPH STOM €T0 JUTMHA COCTABIIS-
Jla OKOJIO TIOJIOBUHBI BBICOTHI 00Opasna (~ 7.5 MM), paauyc B koHdrke ~ 0.15 MM. DTH 00pa3iibl UMEIOT MSATU-

Tabmuna 1
Hcnosib30BaHHBIE JIs1 TIOJYYEHUSI BOJIOKOH MCXOJAHBIE coueTaHHs okcuaoB (Macc %). CocTaBbl
E-1, E-2 u E-6 coorBercTBYIOT HecienoBanHoii B [15,16] kepamuke (C,, C, and C,, cooTBeTCTBEHHO)
Table 1
Compositions of the raw mixtures of oxides used to crystallise the fibres. Compositions E-1, E-2
and E-6 correspond to ceramics C,, C, and C,, respectively studied in Ref. [15,16].

710, SiO, Al,O3
E-1(C)) 30 20 50
E-2(C,) 67 10 23
E-3 67 7 26
E-4 68 8 24
E-6 (Cs) 16 24 60
E-7 23 24 53

Cuts after test

Macrocrack

Puc. 1. Obpazey 0ns uzmepenus KpUmMu4ecKko20 K0Ihuyuenma unmencueHocmu Hanpsaxyicenuil (cneea). Cxema paspesxu
O0CHOBHO20 00pA3UA 0115 NOAYUEHUA WeCHU MAbIX 00PA3U06 01 OnpedeneHus npoYHoCmu Komnozuma (cnpasa). Anu-
30MpPOnHAA 6 NIIOCKOCHU, HOPMATIbHOU K HANPABIEHUIO 6bIMAUGANHUA 00PA3UA 8 NPOYecce KPUCMAIUZAUUN 60/10KOH,
CHPYKMYPA KOMRO3UMA WLTIOCHPUPYENICA U300paAICEHUEM GHUZY

A specimen for measuring critical stress intensity factor (left side). Schematic of cutting the specimen to make six smaller
specimens for measuring composite strength (right side). The picture at the bottom illustrates an anisotropic structure of the
specimens in a plane normal to the direction of pulling-up during crystallization of the fibres
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3Ha4HbIi HOMep Tura AXXXX, npu 3ToM mepBblii 3HaK — OykBa natuHckoro andasura, X — nudpa. [locue
ucHbITaHus 00pasna ¢ HaApe3oM, OH paszpesaics Ha 6 cy0-o0pa3ioB Ui UCTIBITAHNS Ha U3THO WX HOMEP CTaHoO-
Buiicss AXXXXY, rae Y = 1,...6 kak noka3ano Ha Puc. 1 (cipaBa), mpu 3ToM ¢ TOpIioB 00pa3ioB 1-3 HaunHamach
KpHCTaJTU3aIHs BOJIOKOH.

3. Makpo- H MHKPO- CTPYKTypa 00pa3ioB

MakpocTpykTypa 00pa3iioB TUHIIMYHA JUTSI OKCHJI-MOJIMOJCHOBBIX KOMITO3UTOB, OHA MILTIOCTPUPYETCS Ha

Puc. 2. MakpocTpyKTypa onpenensercs coctaBom ucxonnoi cmecu Zr0 ,-Si0,-Al,O, u ckopocThIo KpucTa-
yu3anuu BosiokoH. Ha Puc.3—7 npeacraBneHs! THITHYHBIE MUKPOCTPYKTYPBI BOJIOKOH B CEUEHUSIX ~ 5 MM OT Bep-
XHero Topiua oopas3nos (Homepa AXXXX (1-3)) u ~ 5 MM ot HIKHeTo Topua (Homepa AXXXX (4-6)). Pentreno-
BCKHE CIIEKTPHI IByX TUIOB BojokoH (E-1 u E-2) npencrasnens! Ha Puc. 8.

MOHO OTMETHTB CIIEIYIOIIIE XapaKTepPHbIe 0COOCHHOCTH MUKPOCTPYKTYP:

1. MukpocTpyKTypa BOJOKHA B TIONEPEUYHOM CeueHHH o0pasiia oTianyaeTcs pazHooOpasueM. Tem He MeHee,
MOYKHO BBIOpaTh TUITMYHBIE, HAOOJIEE TTOBTOPSIIONINECS MUKPOCTPYKTYPBI, IPEICTaBICHHbBIE B OOJIBIIOM YBEJIH-
YEHUH Ha YIIOMSIHYTHIX Bbiie COM-MUKpOQOTOrpadusx.

2. MukpocTpyKTypa BOJIOKHA U3MEHseTcs 1o JuinHe. Kak mpaBuiio, ¢ ylaleHneM Ce4eHus: OT BEpXHEro Topiia
oOpa3ua (30Ha Hayalla KPUCTAITU3aH) MUKPOCTPYKTypa orpyoisercs. DTo, B YaCTHOCTH, HaOmomaeTcst Ha
pa3mepe BKIIOYCHHI OKCcHIa IUpKoHus (Oenast dasa).

3. PeHTreHOBCKUN MHUKpOaHan3 TEMHOH (a3bl (HEKOTOpBIE PE3yAbTaThl MPUBOAATCS B TaONUIAX, BKIIOYEH-
HBIX B UIUTIOCTPAIIMU MUKPOCTPYKTYP BOJIOKOH) [IOKA3bIBAE, YTO B BOJIOKHAX MPUCYTCTBYET Kak Myt 2A1,0,-Si0,,
tak 1 3A1,0,°Si0,, mpu 5TOM BTOPO¥ 0OBIYHO HE KPUCTAIUIM3YETCS U3 PacIlIaBa.

4. CxopocTb KpHCTaJUIN3ALUY HE BIMSET CYIIECTBEHHO Ha XapaKTepHBIH pa3Mep CTPYKTYpHI JJIsl BCEX COCTa-
BOB, 32 MCKIIIOYCHHEM IBTEKTHUECKOT0. B mocnennem ciydyae HaOmonaeTcss 0OBIYHOE YMEHBIICHHE XapaKTep-
HOTO pa3Mepa CTPYKTYpbl C POCTOM CKOPOCTH KPUCTAJIITH3ALIH.

5. Bo MHOrHX BojIOKHaX HabmonaeTcs AeHApUTHbINA pocT ZrO,-(a3bl B MyJLIMTOBON MaTpHIIE.

6. HeoxuaaHHbIM OKa3bIBAacTCs IPUCYTCTBUE TETPAroHanbHol (Gasel ZrO, B BOJOKHAX YBTEKTUYECKOIO CO-
cTaBa (HalIOMHUM, B HCXO/JHOI CMECH TIOPOILKOB OTCYTCTBOBAJ CTA0MIN3UPYOLINH TETParoHaJbHYyIO a3y OKCU
uTTpusi). C OTKIOHEHUEM OT IBTEKTHYECKOI'O COCTaBa B CTOPOHY OKCHA IIMPKOHHS Tpeodiafaronieil oka3pBaeT-
csl MOHOKJIMHHas (basa.

KnroueBoii BOIpoC B CBS3H C 3TUM COCTOUT B TOM, KaK 3TH OCOOCHHOCTH CTPYKTYphI BOJIOKHA BIHUSIIOT Ha
MEXaHUYECKUE XapaKTePUCTUKU KOMIIO3UTOB. DTOT BOMPOC OOCYKAAETCS B CIEAYIOIIEM pa3Jielie.

&

SEMHV: 200KV Date(midy): 01/28/15
SEM MAG: 400 x View field: 954.0 ym 200 um i

SEMHV: 20.00kV  Date(m/dly): 01/28/16 [ .. . | .\ 1 1] VEGAN TESCAN
SEM MAG: 400 x View field: 954.0 ym 200 pym 4

Puc. 2. COM-muxpogomozpagpus nonepeunozo (cresa) u npoooavnozo (cnpasa) ceuenusn oopasuya C0130 (cocmae E-2,
cKopocmyb eblmazusanus 250 mm/mun)

SEM-micrographs of a cross-section (left) and longitudinal section (right) of specimen C0130 (composition E-2, pulling-up
rate 250 mm/min)
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Puc. 3. Xapaxmepnvie muxpocmpykmypul 60;10KoH cocmasa E-1 ¢ komnosumax, noayueHHvIx npu cKOpoCmsax KpUucmali-
auzayuu 50 u 250 mm/mun. Yxkazanvl maxoice geuduHbl NPOYHOCHU KOMROZUNIHBIX 00pa3106
Characteristic microstructures of fibres of the E-1 composition obtained at crystallization rates 50 and 250 mm/min. Also
the strength values of the specimens are shown
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100um

C01302 250 mm/min

Element— 1 2 3 4
Point}

AlIK 0.38 | 27.13 | 28.93 | 25.53
SiK 0.00 | 10.14 | 8.75 6.27
ZrL 33.02 | 0.58 0.47 5.79
ALSi 2.68 3.31 4.07

Vega CTescan
RSMA Group IEM RAS

C€02396 50 mm/min

C01306 250 mm/min

Puc. 4. Xapakmephvie Mukpocmpykmypul 6010KkoH cocmaega E-2 ¢ komnozumax, noayuennsix npu cKopocmsax Kpucmai-
auzayuu 50 u 250 mm/mun. Tabnuya 0aém pezynrvmamol MuKkpoananusa ¢ eonokue oopazuya C01302
Characteristic microstructures of fibres of the E-2 composition obtained at crystallization rates 50 and 250 mm/min. The
Table gives results of the X-ray microanalysis in a fibre of specimen C01302
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Al K 29.36
SiK 7.75
Zr L 0.73
Al:Si 3.79

a,

SEM HV: 20.00 kV Date(m/dly): 11/29/16 !
SEM MAG: 920 x View field: 276.5 ym 50 ym
BaH KB Det: BSE Detector RSMA Group IEM RAS n

V10232 50 mm/min

— —

VEGAW TESCAN
p

-

= 3

SEM HV: 20.00 kV Date(m/d/y): 11/29/16 VEGAW TESCAN
4

SEM HV: 20.00 kV Date(m/d/y): 11/29/16 VEGAW\ TESCAN
SEM MAG: 920 x View field: 276.5 pm 50 ym SEM MAG: 2.67 kx View field: 95.40 pm 20 ym f
BaH K.B. Det: BSE Detector RSMA Group IEM RAS n BaH K.B. Det: BSE Detector RSMA Group IEM RAS n

V10235 50 mm/min

Puc. 5. Xapaxmepnusle mukpocmpykmypul 60710Kon cocmasa E-6 6 komno3umax, noayueHHuIxX npu cKOPOCmu KpUCmaiu-
sayuu 50 mm/mun. Tabnuya 0aém pe3ynvmamol mukpoananusa é 6010kue oopazya C10235

Characteristic microstructures of fibres of the E-6 composition obtained at crystallization rate 50 mm/min. The Table gives
results of the X-ray microanalysis in a fibre of specimen C10235
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st - 1 S EEAlS 5 n

2Ll ~ SEMMAG: 130k Vieweld 38162um Lttt 1111l SEMMAG.7.99kx  View fied 47.74 um
SEMHV:2000kV  Dste(may):042116 L. |\ (| VEGAVTESCA | SEMHV:2000KV  Date(midy):0421/16 N HV: 200KV DATE:O52316  100um VegaGTescan | HV: 200KV DATE: 0502316 u Vega CTescan
SEMMAG:833x  Viow fild: 3816 ym 100 um SEMMAG:684kx  Viewfold: 4788 4m  10m U Verkv DET. BSE Detector RSMA Group [EMRAS | VarkV. DET. BSE Detector RSMA Group IEM RAS
Ban KB Det: BSE Detoctor RSMA Group EM RAS| BanK8 Dot BSE Detoctor

C02433 50 mm/min C02413 250 mm/m‘in' . _

[ &‘ - SEMMAG'T G0kc  Vieweld 38162um Lot li1i 1] SEMMAG: 800 kc  View feld 47.70um

SEM HV:2000KV  Dota(midy): 0421118 VEGA\TESCAN | SEMMV:2000/  Cata(may) 04zi11s VEGA TESOAN HV: 200KV OATE 052316 100um VegaGTescan | HV: 200KV OATE OSr2318 | Z0um gn OTescan
SEMMAG:833x  Viewfioid: 381 6pm 100 pm 7 | SEMMAG:667kx  Viewfiek: 4769 m  10pm - DET. BSE Detector RSMA Group IEMRAS |  VankV DET. BSE Detector RSMA Group IEM RAS.
BankE 1 romacopemrasl | sanke Dot BSE Dotector rowa roup e ras B

— C02416 250 mm/min
C02436 50 mm/min

Puc. 6. Xapaxmepnuvie Mukpocmpykmypul 6010K0H cocmaea E-4 ¢ komno3zumax, nojiyueHHbIX BPU CKOPOCHIAX KPUCHAT-
auzayuu 50 u 250 mm/mun

Characteristic microstructures of fibres of the E-4 composition obtained at crystallization rates 50 and 250 mm/min

\ ) E ;
SEM HV:2000KV ~ Date(midy): 11/29/16 VEGAW TESCAN SEM HV: 20,00 kV Date(m/dly): 11/29/16 L1111 1111 1] VEGAW TESCAN
SEM MAG: 920 x View field: 2765 ym 50 ym s | SEMMAG 266kx  View field: 95.80 ym 20 pm T
Baske Dot 5% betscor rowrcroupenrasll | sanke Dot B5E etctor rswa croup em ras [

V10662 250 mm/min

v 2@

SEMHV:20.00kv  Date(midy): 11/29/16 VEGANTESCAN | SEMHV: 20.00kV  Date(m/d/y) 11/29/16 (L1 111 ] VEGAN TESCAN
SEMMAG: 920X Viewfleld: 276.5um 50 ym. 7 | SEMMAG: 267k«  Viewfleld: 9532pm 20 pm i
Banke Det 86 botator rewcopenrsll | swe Det 8SE secor rwa croup eu ras B

V10665 250 mm/min

Puc. 7. Xapaxmepuwie mukpocmpykmypol 60,10KoH cocmasa E-7 6 Komno3umax, noayueHHolX npu cKOpoCmu Kpucmaiiu-
sayuu 250 mm/mun

Characteristic microstructures of fibres of the E-7 composition obtained at crystallization rate 250 mm/min
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C0070.AI-Zr-Si [co067:Al-zZr-Si]
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v-mOnoK|.Z102(00.037.1434) I-tetrag.ZrO2 (00-079-1769)
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Puc. 8. Penmzenosckue cnekmpul 60,10KOH 08X COCHIAB08, ROJIYYEHHBIX RPU CKOpOoCcmu Kpucmanauzauyuu 50 mm/mun.
X-ray spectra of the fibres of two compositions obtained at crystallization rate 50 mm/min.

4. MexaHu4YecKHe CBOICTBA

4.1. Texnuxa ucnvimanuu

TexHUKa H3MEPEHUSI BETUYHHBI KQKYIET0CS KPUTHIECKOTO KOd(PPHUIIMEHTa MHTEHCUBHOCTH HANPsHKeHUH K*
u3noxkeHa B ctarbe [ 18 |. OHA COCTOUT B UCMONIB30BAHUM CTaHAapTH30BaHHOW ASTM i1t METaIIJIOB TEXHUKH, TIPU
OTOM TEPMHUH «KaXKYIIMACs» BOSHUKAET MOTOMY, YTO 9Ta METOJMKA HE IAET BENMIMHBI K| ., KOTOPYIO MOXKHO ObLIO
OBl UCTIOJIB30BaTh BO BCEX JATBHEHIINX MPOIEYpax JTHHEHHON MEXaHUKH Pa3pyLICHHUS, TO3BOJISIONINX OLICHUTD
npeeNbHbIe HArpy3KH 2JIEMEHTOB KOHCTPYKIINH ¢ 1eeKToM. B 9TOM sKcriepuMeHTe (M3MepeHre MaKCUMallbHON
Harpy3Ky Py UCTIBITAHMK 00pa3la ¢ HaJpe30M Ha U3ru0) MOTyYaeM TaKKe MPOYHOCTH S, 00pasia ¢ HaJpe3oMm,
BBIYMCIICHHYIO K& IPOYHOCTbH CIIONIHOM YacTu 00pa3ia 0e3 yueTa KOHIEHTPAIlMK HAalpsKeHUH.

U3mepenne npoYHOCTH O Ha M3rub 00pasloB ¢ XapakTEPHBIMU pasMepaMu 5X5X3() — BRIHYK/IEHHAs MEpa B
CHITy HEBO3MOKHOCTH TIOJTyueHHsI 00Jiee JITMHHBIX cy0-00pa3ioB. [103ToMy 17151 KOHTPOJISI HCTIBITHIBAINCH TAKKE
MCXO/IHBIE 00pa3ibl AIHHOW ~ 65MM, IPU 3TOM PE3YJBTaThl IBYX CEPUI MCIBITAaHHN OKa3bIBAJKMCH B Mpeeniax
00BIYHOTO pa3z0Opoca AaHHBIX.

OTH JIB€ COBOKYITHOCTH J@HHBIX JAIOT OCPENAHEHHYIO BEIMYMHY O, /0, TPAKTYEMYIO OOBIMHO KaK 4yBCTBH-
TEJILHOCTh K HaJ[pe3y Marepuaina, MO3BOJISIONIYI0 CPaBHUBATh Matepuanbl o nux damage tolerance wim gomyc-
TUMOCTH TTOBPEXKICHUM.

4.2. Ilpounocmo

HOHy‘lCHHBIC JAaHHBIC IO MPOYHOCTU MPU KOMHATHOM U BBICOKOH TEMIICPATypax KOMIIO3UTOB C BOJIOKHaAMM
Pa3HOrO COCTaBa B 3aBUCMMOCTH OT CKOPOCTH KPUCTAJUIM3AIMU MPUBEICHBI Ha Puc. 9. MOXXHO BUIETh, YTO BO-
TIEPBBIX, IIPU KOMHATHOW TeMIIEPaType 3aBUCUMOCTH IIPOYHOCTH OT CKOPOCTH KPUCTAILTU3AIIUU HE HAOIIOIat0TCs
JUTSL BCEX COCTaBOB BOJIOKHA. B 10 e BpeMms nipu temneparype 1400 °C ¢ yBenuueHHEeM CKOPOCTH KPUCTAILIH3a-
MU HAOTFOIAeTCS HEKOTOPBIM POCT MPOYHOCTH KOMITO3UTOB C BOJIOKHaMu cocTaBa E-2. OkoHYATEeNbHBIN BBIBOJ
00 ONTHMAaJILHOM COCTaBE M CTPYKTYpPE BOJIOKOH MOXHO OYJIET C/iejlaTh Ha OCHOBAaHUU CUCTEMATHUSCKHUX UCIIbI-
TaHUW KOMIIO3UTOB Ha MOJI3y4eCTh.

4.3. Tpewunocmotixocmo
Kak orMeuanochk Bblliie, U3MEPEHHUS B COOTBETCTBUU cO cTaHaapToM ASTM BennunHa K* HOCUT OTHOCUTEIHHO
YCIIOBHBIN XapakTep. TeM He MEHee, MOYyYCHHbIC B 3THX M3MEPEHUSIX JaHHbIC NnpuBeleHbl Ha Puc. 10 B Buje
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Puc. 9. Ilpounocmes KomMno3umoe ¢ 6010KHAMU PA3IUYHOZ0 COCIMAGA 6 3A6UCUMOCIU OM CKOPOCMU KPUCMANUZAYUU.
Ceemnivle u mémusle mouKu 00OHOU hOPMbL COOMEEMCMEYION 00HOMY COCMABY 60J10KOH 051 memnepamyp 20 u 1400 °C,

coomeemcme€eHHo

Strength of the composites with the fibres of various compositions versus pulling-up rate in the fibre crystallization process.

Open and solid points of the same for a particular fibre composition stand for RT and 1400 °C
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Puc. 10. 3asucumocmso Kaxcyuwiezoca koI puyuenma uHmMeHCUGHOCMU HANPAICECHUA KOMROZUMHBIX 00pa3y0e om cocma-

6a apmupyrouie2o eonokna. Ilo ocu X omnosxcen nomep cocmaea 6 coomeemcmeuu ¢ Taonuyein 1

Dependence of the apparent stress intensity coefficient of the composite specimens on the reinforcing fibres composition.
The X-axis presents the composition number according to Table 1
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3aBUCHUMOCTH K* OT cOCTaBa BOJOKHA U CKOPOCTH KpucTasuu3aiuu. JlJis BceX COCTaBOB BOJIOKHA, Kpome E-7,
M3MepeHHas BennunHa K* He 3aBUCUT HU OT COCTaBa, HU OT CKOPOCTH KPHCTAJTU3AIMHY, CpeIHss BenuunHa K*
paBHa 17.4 MIlaem'?, cpenHee KBajpaTH4YHOE OTKJIOHEHHE cocTaBiseT 3.55 MITasm'”.

Bbonee nokasarenbHONU BEIMYUHON SIBIISIETCS YyBCTBUTEIBHOCTD K HaJpe3y, onpenenéHHas soiuie. IIpencras-
JIIeT MHTEpeC COOTHECTH 3TH JIB€ BEJIMYMHBI, 4TO caenano Ha Puc. 11. Kak BuaHo, 31€ch AUanpyIoT cocTaBbl E-
1, E-6 u E-7, npu 3TOM HEKOTOpBIE KOMITO3UTHI OKa3bIBAIOTCSl HEUYBCTBUTEIBHBIMU K HaJlpe3y — CBOMCTBO, He-

MBICIIUMOC IJId MCTAJUIMYECKUX CIUIaBOB € TPAAUIIUOHHBIMU CXEMaMHU YIIPOYHCHU.

1.2 T T T T T T% T
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Puc. 11. Koppenayus mesxcoy uy6cmeumenbHOCHbI0 K HA0Pe3y KOMNO3UMO08 U KAHCYWUMCA KOIPPuyueHmom unmeHcue-
HOCIMU HANPANCEHUTL
Correlation between the notch the sensitivity and apparent stress intensity coefficient of the composites

5. BuiBOaBI

1. BiepBble 10JTy4€Hbl H CHCTEMATUYECKH MCCIIEI0BAHBI KOMIIO3UTHI C BOJIOKHaMU MyJunT-ZrO, u Monube-
HOBOM MaTpHIEH.

2. IlokazaHo, 4TO MHUKPOCTPYKTYpa BOJIOKHA XapaKTepHU3yeTcs PIoM 0cOOeHHOCTel. B yacTHOCTH, B BOJIOK-
Hax npucyTcTByeT Kak Myt 2A1,0,-Si0,, tak n 3A1,0,-Si0,, 1px 3TOM BTOPO OOBIYHO HE KPUCTAIUIM3YETCS
u3 paciiasa. s HEKOTOPBIX COCTaBOB XapaKTepHO MPHUCYTCTBUE TETPAroHAILHON BEICOKOTEMIIEpaTypHO# (ha3bl
okcuaa nupkoHus. CTPyKTypa BOJIOKHA MEHSIETCS C €ro BBICOTOH, KaK MpPaBWIIO, OKa3bIBasich Oolsiee Tpy0oil B
HWKHEH (OTHOCHTENFHO HANpaBlIeHHs KPUCTAIUIN3AIMH) YacTH oOpa3ia. CKOpoCTh KPUCTAIIM3AINN HE BIHSET
CYIIECTBEHHO Ha XapaKTepHBIM pa3Mep CTPYKTYpHI JUIsl BCEX COCTABOB, 32 MCKIIOYEHHEM 3BTEKTHYeckoro. B
nocieHeM ciydae HabimoaaeTcst 00ObIYHOE YMEHBIICHNE XapaKTEPHOTO pa3Mepa CTPYKTYPhl C pOCTOM CKOpOC-
TH KpUCTAIIU3AIIHN.

3. 3aMeTHOE BJIMSIHME CTPYKTYpPbI U CKOPOCTH KPHUCTATU3ALUU Ha MPOYHOCTH KOMIIO3UTOB NPU KOMHATHOMN
TeMIeparype He HaOJogaeTcs, MpU BHICOKOH TeMIieparype HamOoliee MPOYHBIMU OKA3bIBAIOTCSI KOMITO3UTHI C
BOJIOKHAMH 9BTEKTUYECKON U CMEIIEHHOH B CTOPOHY OKCHJ1a ITMPKOHHSI COCTABOB, ITPH ATOM HAOIIOaeTCsl HEKOTO-
PBIF POCT MPOYHOCTH C yBETUUEHHEM CKOPOCTH KprcTamu3anuu ot 10 10 250 Mm/mMuH.

4. Bce KOMIO3UTHI XapaKTepPU3YIOTCs MOBBIIIEHHON HEUYyBCTBUTEIBHOCTBIO K HaJlpe3y MO CPaBHEHHIO C
MOJIMOJICHOBOM MaTpuliel. [|Jisi HEKOTOPBIX COCTABOB aPMHUPYIOIIETO BOJIOKHA (IBTEKTUYECKOTO U COCTaBa C Ipe-
o0J1alaHueM MyJuTUTa 2A1203'Si02) OTHOILIEHNE ON/OO MOYKET JOCTUrarh 1.
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