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[NokazaHa TEPCHIEKTUBHOCTh MPUMEHEHUSI THOPHUIHOW METOJMKH CHHTE3a HAaHOKPHCTAJUIMYSCKOrO KapOua
KPEMHUS Ha OCHOBE 30JIb-T€JIb ITPOIIecca FUAPOIN3a TETPAITOKCUCHUIIAHA B TPUCYTCTBUU MOJIMMEPHOTO HCTOYHHUKA
yriepojia ¢ 00pa3oBaHUEM Ielisl, CTYIIEHYATON CYIIKH, KApOOHU3AIUU CUCTEMBI ITPH YMEPEHHBIX TeMIIeparypax (c
(hopMHUpPOBAaHMEM BBICOKOIUCIIEPCHON XMMUYECKU aKTUBHON, MAKCHMaJIbHO OJTHOPOIHO PACIIPE/ICIICHHOM CUCTE-
MBI «S10, — C»), ¢ moceny oM KapOoTepMIUUECKIM CHHTE30M IS CO3[aHusl yIPOUYHSIONICH MaTpHUIlbl B 00be-
Me KePaMHYECKOro KapOUIOKPEMHHEBOIO MarepHalia.

Knirouesvle cnosa: xapOuj KpeMHUsI, KEPaMUKa, KOMIIO3UT, 30J1b-T'eJib, KAPOOTEPMUUECKUI CHHTE3

SYNTHESIS OF SiC-WHISKERS VIA SOL-GEL TECHNIQUE
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Good prospects of the application of the hybrid method for synthesis of nanocrystalline silicon carbide were
demonstrated. The method consists of the following steps: sol-gel hydrolysis of tetraethoxysilane in the presence o
polymeric source of carbon to form gel; multistage drying; carbonization of the system at moderate temperatures
with the formation of superfine, reactive and uniformly distributed «SiO» mixture; carbothermal synthesis for
creation of the reinforcing matrix in the bulk of SiC ceramic material.
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1. Beexenue

B HacTosiee Bpemst aBHaliiOHHAast MPOMBIIIUIEHHOCTh OCTAETCsl OTHUM M3 Haubolee BHICOKOTEXHOJIOTUIHBIX
CEKTOPOB SKOHOMHUKH MOTPEOISIONINX HayKOEMKYIO IPOAYKLHI0. [IpeoioneHne TeXHOIOTnIeCKOr0 OTCTaBaHHS OT
Pa3BUTBIX CTPAH, CMEILEHUE AKL[EHTA B IPUMEHEHU U KOHCTPYKIIMOHHBIX MATEPUAJIOB OT METAININYECKUX K HEME-
TAIJTMYECKUM, CO3/IaHIE HOBBIX 00Pa3lloB COBPEMEHHOHN TEXHUKH, TIPEKIE BCETO aBUAIMOHHOM, TECHO CBSI3aHO C
pasBUTHEM MaTepHajoBeICHUsI, pa3paOOTKON HOBBIX KOHCTPYKIIMOHHBIX MaTe€pHUajoB U MOKPBITHH, CIOCOOHBIX
MPUMEHSTHCS B 00JIee )KECTKHX YCIOBUIX — IIPH MOBBIIICHHBIX TEMIIEPATypax U MEXaHWYEeCKUX Harpy3kax. [lomy-
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YeHHe BBICOKOTEMIIEPATYpHBIX KepaMHUUECKHUX MaTepHalloB — BaXKHas 3ajlaya COBPEMEHHOTO MaTepHasoBee-
Hist. O07IaCThIO IPUMEHEHHS STHX MaTepPHAaIIOB SBISIOTCS TIEPCIIEKTUBHBIE H3/ISNTUS aBHAIMOHHON 1 KOCMUYeCKOH
TEXHUKH, a TAK)KE MAIMHOCTPOCHUE, DHEPTeTHKA, HeTsIHASL M Ta30Basi POMBIIILUICHHOCTb.

HckimounTenbHO epCIeKTUBHBI KepaMUYecKre KOMITO3UIIMOHHBIE Matepualibl. B HacTodiee BpeMs Bo3pac-
TaeT MHTEPEC K HOBBIM YHEProcOeperarouM crocodam moyueHns: BBICOKOTEMIIEPATYPHBIX MaTepUaIOB, TAKUM
KaK 30JIb-TeJIb TEXHOJOTHUS, KOTOpasi MO3BOJSET MONYYUTh MaTepHaibl BHICOKOM YMCTOTHI, JAeT BO3MOKHOCTD
TIOJTYYEHHUs TOPOIIKOB CBEPXBBICOKOM AMCIIEPCHOCTH U MO3BOJISIET PETYIMPOBATh MUKPOCTPYKTYPY MarepHaioB Ha
HauanpHOU cTaauu mpouecca [1-6].

AKTUBHO MPOBOJISLIMECS UCCIIEAOBAHHS CIIEHU(PHUECKIX CBONCTB HAHOPA3MEPHBIX YaCTHII OKA3aJIH, YTO X
BBEJICHHE Ja)Ke B HE3HAUNTEJIbHBIX KOJIMYECTBAX B COCTAB KOHCTPYKIIMOHHBIX MaT€pPHUaJIOB MO3BOJISET YIAYUIINTh
TPEUIMHOCTOMKOCTh, YTO OCOOCHHO BAYKHO IS KEPAMUYECKHX BBICOKOTEMIIEPATYPHBIX MaTeprUajIoB, MOIUPHIIU-
pOBaTh MpoYMe MPAaKTHUECKN 3HAYMMBbIC XapakTepucTHKU. OTHIUM U3 HanOoJee MepCreKTHBHBIX METOAOB 3aI1oJl-
HEHHUSI MUKPOTIOP SIBJISETCS 30J1b-Tellb CHHTE3 BHICOKOMCIIEPCHBIX BEIIECTB C IPUBIICYCHNEM Hanbosiee neperex-
TUBHBIX NpeKypcopoB. K mpenmMyiecTBam TaHHOIO METOa CIIeTyeT OTHECTH BO3MOKHOCTD MOJTYUYEHHS MTPOIYK-
TOB MOBBIIIEHHON XMMUYECKON YHCTOTHI, OCAKACHUS MPOIYKTOB Ha TIOBEPXHOCTH CIOKHOU ()OPMBI (B TOM YHCIIe
B ITOpax KOMIMO3UIIMOHHBIX MAaTEPHasIoB), IEPCHEKTHUBBI BapbHUPOBAHMSI XapaKTEPUCTUK CHHTE3UPYEMOM BBICOKO-
JHcTiepcHO (a3bl B 3aBUCUMOCTH OT MapaMeTPOB MpoIlecca — CBOMCTB MPEKypCOPOB (THAPOINTHYECKON aKTHB-
HOCTH, TEPMOCTaOMIILHOCTH), TEMIIEPATyp B PEaKIMAX IHIPOJIU3a U MOIMKOHICCAIlH, YCIOBUH CYIIKH, anmapa-
TYpHBIX 0coOeHHOCTEH U 1p. [7-14].

BBeznenue HaHopazMepHOTO KapOuaa KPEMHHUS B COCTaB TIOPUCTON KEPAMUKH TIO3BOJISIET PEIINTh P 3aad,
Ha4YMHAs OT CO3JaHMs IPaMEHTa 10 COCTaBy MaTepHala 1 3aKaHYMBasi [IeJICHANpaBIeHHON KOHBepcHel n30bITOY-
HOTO yIIiepo/ia, KOTOPBIN MPH MOJTy4YeHHH KOMITO3UIIMOHHBIX MaTepraioB Ha 6aze SiC MeToqoM peakIMOHHOTO
CIICKaHMsI 3a4acTyI0 MPUCYTCTBYET B oOpasuax [15].

KapOum kpeMHUS SIBISIETCS OJJHUM M3 KJIIOUYEBBIX COSINHEHNH, NCIIONB3YyEeMBbIX JUISL CO3/IaHMsI KOHCTPYKIIMOH-
HBIX KEPAMHUYECKUX ¥ KOMITO3UIIMOHHBIX MAaTePUANIOB ISl BRICOKOTEMITEpaTypHoro npumeHeHus [ 16-19], Gmaroxa-
PSl YHUKaJIBbHOMY COUETAaHHIO TAKUX XapaKTePUCTHUK KaK HHU3Kas IMJIOTHOCTb, BBICOKAs TEMIIEpaTypa pas3iioKeHus,
oTcyTcTBHE (ha30BBIX TIEPEXOJIOB B IIUPOKOM HHTEPBAJIE TEMIIEPATYP, XOPOLINE MEXaHUYECKHE CBOMCTBA, OTCYT-
CTBHE B3aMMO/ICHCTBHS CO MHOTHMH arpeCCUBHBIMU CpeJlaMi, HanOOJbINas CPeH TYTOTIaBKUX KapOHUI0B OKHKC-
JUTENbHas CTOMKOCTh. ETo monydyeHne B BBICOKOAMCIIEPCHOM COCTOSIHMM CYIIECTBEHHO PACIHIMPSAET TEXHOJIOTH-
YeCcKHe BO3MOKHOCTH MCIIOJIb30BAaHUS, HAUMHASA CO CHUYKEHMSI SHEPreTHUECKHX 3aTpaT MpH MOJyUYeHHH KepamHu-
YEeCKHUX M3JICIMI Ha ero OCHOBE ITPH MEHBIIUX TeMIlepaTypax, Oonee 3(h()eKTUBHBIM MPUMEHEHHEM IIITMKEPHON
TEXHOJIOTHH U 3aBepIliasi CO3AaHNEM MPHUHIIUIHAIBLHO HOBBIX MPOIIECCOB MOTy4YeHUs MaTepranos [20-24].

CunTe3 HaHokpucTamnueckoro SiC ¢ MpUMEHEHHEM TTOIX0/0B 30J1b-T'eIb TEXHOJIOTHHU JIJIsl CHHTE3a BBICOKO-
JCIIEpCHON cTapToBOM cucTeMbl «Si0, — C» sBIsieTCsl Ype3BBIYaiHO MEPCHEKTHBHBIM U aKTHBHO Pa3BHUBAIO-
muMcs HanpasieHreM. CyIiecTBYIOT pa3nyHbIe HallpaBlIeHUs, KOTOpPbIE OTIIMYAIOTCS JPYT OT JIpyra JOBOJIBHO
CYIIECTBEHHO, B TIEPBYIO O4Yepeib, TUIIOM CTapTOBBIX peareHToB. Tak, B KauecTBe MCTOYHUKOB yIJIepoJa MOTYT
OBITH U AucCTIepCcHBIE (GOpMBI yIiepoaa:

- CaXH,

- YIJIEpOIHbIE HAHOTPYOKH — OJTHOCIIOMHBIE 1 MHOTOCJIOMHEIE,

- KOJUTOUIHBIE CHCTEMBI «IUCIIEPCHOHHAS Cpesia — HaHOTpapuT,

- HaHOpa3MepHbIE aJaMas3bl, U T.II.

Hcrounnkamu ke KpeMHUS B pa3IMUHBIX METOJMKAX SBIISIFOTCS CHIIMKA30JIM U aJIKOKCUABI KPEMHUS, [NITaBHBIM
00pa3oM, TeTPadTOKCUCHIIAH.

OTnenbHO BBIAENSAIOTCS METOJIbI, B KOTOPHIX B Ka4eCTBE MCTOYHMKA YIVIepoJa MpeasiaraeTcsi MpuMeHsTh 1o-
JMMEpPHBIE COEANHEHHUS, IPEKAe Bcero (eHon(popMabaeruIHbIe CMOIBL.

OnHUM U3 MEPCHEeKTUBHBIX METO0B TomydeHust SiC siBhsieTcss THOPUIHBIA METOJ, BKIIOYAIONINN 30Jb-Tellb
CHHTE3 BBICOKO/IMCIIEPCHON XUMHUECKU aKTUBHOM, MAaKCUMAJIbHO OJTHOPOIHON CTapTOBOU cUCTeMBI «S10,-Ch» my-
TEM KOHTPOJIMPYEMOTO THAPOJIN3a TETPAITOKCUCHIIAHA B MPHCYTCTBUU MOJIMMEPHOTO UCTOYHHKA yrepona ((he-
HosdopmansaerugHoi cmoinsl JIBC-1) u nocnenyromiee kapOoTepMUUECKOE BOCCTAHOBICHHE MTPH YMEPEHHBIX

199



Tom 6 (Volume 6) Ne 4 Komnozumul u nanocmpykmypuol
2014 COMPOSITES and NANOSTRUCTURES

temmneparypax (Hiwke 1500-1600 °C), KOTOpbIi MPUMEHSIICS aBTOPCKUM KOJJIEKTUBOM TIPH TTOJTyUYEHHH CBEPXTY-
roriaBkux kapoumos [9-11,25-30].

OnHMM U3 HEMAJIOBAYKHBIX MPEUMYIIECTB JAHHOTO METO/A SBJISETCS BOZMOXHOCTh TOIY4YEHHUsT BBICOKOANC-
MEePHBIX YACTHII IIEJIEBBIX MTPOIYKTOB KaK B BUJI€ HAHOKPUCTAIIIMYECKOTO IMOPOIIIKA, TAK U B BU/I€ TOHKUX IJIEHOK,
a TaKk)Ke B KaYeCTBE BHICOKOJIUCTIEPHBIX MAaTPUIl HETIOCPEICTBEHHO B 00bEMe KOMITO3UTa, MOCKOJIBKY reneobpaso-
BaHHUE B pe3yJIbTaTe THPOJIN3A IPOUCXOUT B TEUEHHE HEKOTOPOTO BPEMEHH, MTO3BOJISIOIIET0 MPOBOAUTD MPOIIUT-
Ky MOPHUCTBIX MaTEPHAJIOB.

Lenbio HacTOsAIEH pabOTHI SIBIISICTCS UCCIIEIOBAHUE BIHMSIHUS COCTaBa CTAPTOBON CMECH «TE€TPadTOKCUCHIIAH
(TD0C) — nomMMEpHBI UCTOYHUK YITIEPOJia — KUCJIIOTHBIM KaTaJIM3aTop — BOJIay Ha BpeMsi 00pa30BaHUs MajoTe-
Ky4ero Teis, a TakKe CHHTE3 BOJIOKHHCTOTO KapOuaa KpeMHHUsI HEeMOCPEJCTBEHHO B oO0beme mopucroro SiC-
Martepua’a.

2. DKcHepUMeHTaJbHAasl 4YacTh

Hcnons3oBanuele Marepuansl: Terpastokcucunan Si(OC,Hg), oc.u. 14-5; nak Gaxenurosiit Mmapku JIBC-1;
mypasbuHas kucinora CH,0O, u.n.a.; aneton CH,COCH, u.x.a.

DJNeMEeHTHBIN aHa U3 BBIMOJIHAJICS C MCIIOJIb30BAaHUEM JIa3epHOr0 Macc-criekTpoMerpa OMAJI-2.

Pentrenodazossrii ananus (POA) nposoauics Ha npudope JJPOH-2, kamepa Huber, nerextop Imaging Plate,
repMaHueBblii MoHOXpomartop, CuK ,-u3inyuenue, mar ceemku — 0.005°.

HK-cnektpsl 00pa3ios 3anucsiBanuck Ha UK ®@ypoe-ciekrpomerpe « UudpalIlOM DT-08» B BuIE cycrneH-
3UH B Ba3eJIMHOBOM Macie B creknax KBr.

Tepmuueckoe moBeseHHE NPOAYKTOB HA BO3AYXE HCCIIEN0BANIOCH C UCIOIb30BaHUEM coBMeleHHoro TI'A/
JCK/JITA anamuzaropa SDT Q-600.

CkaHupyrolas dJieKTpoHHast MEKpockomust (COM) BeIloIHEHa Ha TpexiryueBoi padoueii cranimu N Vision 40,
Carl Zeiss; 211eMEHTHBII COCTaB MUKPOOOJIACTEH ONMPEeIsuics ¢ TOMOIIBIO TPUCTABKH JUTSL SHEPT OAUCTIEPCHOH-
Horo ananu3za EDX Oxford Instrumets.

PeHTreHoBcKas KOMITBIOTEPHAsE MUKPOTOMOTpadusi BBIMOJHEHA Ha HACTOJIBHOM PEHTTEHOBCKOM MHKPOTOMOT -
pade SkyScanl172 ¢ KOMIBIOTEPHBIM KITACTEPOM.

2.1 Hccnedosanue 2eneobpazosanus npu 2uopoiuze mempasmokcucuiana 6 npucymcmeuu noiumep-
HO20 UCMOYHUKA Y2nepood

[TockonbKy 07IHOH N3 0COOEHHOCTEH MPUMEHIEMOT0 B paboTe 30J1b-Tellb METO/Ia MOJTY4YEHHs HEMOCPEACTBEH-
HO B 00bEME KepaMHUYECKOTo KapOUI0KpeMHHEeBOro MaTepuaiia [11] XuMHUECKH aKTUBHOMN BBICOKOIUCIIEPCHON
craptoBoii cmecu «Si0O, — Cy», KoTopas jajee MpUMEHEeHa Ui KapOOTepPMHUECKOTO cHHTe3a BoIOKHHCTOTO SiC,
SBJISIETCSI BOSMOXKHOCTD B 3aBUCHMOCTH OT 33/1a4¥ MOJIy4aTh KaK QyHKIIMOHAILHO-TPaIUCHTHBIEC MAaTePHaIbI, TaK
Y MaTrepuabl C paBHOMEPHBIM O0BEMHBIM 3all0JTHEHUEeM MaTpuiiei (puc. 1), HeoOX0IUMO AOTIOIHUTEIHHO OCYIIe-
CTBHUTB IKCIIEPUMEHTBHI [0 N3YyUYCHHUIO BIUSHUS KOHIEHTPAIIMU KaTalu3aTopa THAPOIN3a — MypaBbHHOM KHCIOTHI
Ha BpeMst 00pa30BaHMs CUCTEM C BBICOKOH BA3KOCTHIO. MccnenoBanue NpoBOIMIIOCH C IPUMEHEHHEM POTALMOH-
HOH BUCKo3uMeTpuu Ha mpudope Fungilab Smart L, mmmaaens L2. Mi3Mepenne AnHaMUUECKOH BI3KOCTH PACTBOPOB
BBINOJIHEHO TpU ckopocTH ciBura 100 06/muH, Temneparypa — 6045 °C. CooTHOIIEHHE KPEMHHI- U YIIIEPOICOIEeP-
JKAIUX PEAreHTOB COCTABIISUIO TS BeeX akcnepumMenToB N(Si):n(O = 1:3. ®UKCHPOBATIOCH TAKkKe U MOJIBHOE COOT-
Homenue N(TIO0C):N(H,0) = 1:3. O6beM peakIMOHHOM CHCTEMbI U KOHLICHTPAIIUH BCEX PEarcHTOB MOJJICPKHIBA-
JIMCh 3a CUeT BapbUPOBAHMUS COJIEPKAHUS PaCTBOPUTEIIS — alleToHa. M3mepeHns BI3KOCTH 3aBepIlialii 0 T0CTHXKe-
uuro 3HadeHust 300 cP. [lonydennsie nanHble (pUC. 2) MO3BOJSIOT CAENATh BBIBOM, YTO COJCPIKAHHUE KHCIOTHOTO
KaTaJM3aTopa TUAPOJIN3a — MypPaBbUHOM KUCIIOTHI — CYILIECTBEHHO BIHMSIET HAa BpeMs 00pa30BaHMs TeIsl.

XoJ KpUBO M3MEHEHUSI BI3KOCTH BO BPEMEHH BO BCEX IKCIIEPUMEHTAX OAMHAKOBBIN — B TEUEHHE I0CTATOYHO
JuInTeNnsHOTrO BpeMeHH (30-37 MUH) BI3KOCTh KOJUIOMIHBIX CHCTEM U3MEHSIETCSl HE3HAUUTEIIbHO, 1ajiee B TCUCHUE
5-6 MUHYT IPOUCXOIUT YBETUUCHHIE TUHAMHUECKOH Bsi3kocTH 10 S0 cP. JlanbHeluii pocT AMHAMHYECKOU BSI3KO-
CTH MTPOTEKAET JIABUHOOOPA3HO B TeueHHe 1-2 MUHYT.
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The solution of polymeric source of
carbon (LBS-1)

The adding of hydrolysis
catalyst (HCOOH)

The heating up to 40+-60°C
with stirring

The dropwise adding
of TEOS

The dropwise adding
of H,O

A J
» The impregnating of SiC-material

L]

The gel-formation

The multistage drying

L]

The obtaining of the superfine
— starting mixture «SiO -C» via
| carbonization of xerogel (850°C, Ar)

Y
The carbothermal synthesis of
nanocrystalline SiC (1100+1500°C,
pressure 1-10+1-107 Torr)

Puc. 1. Cxema npouecca cunmesa evlcokooucnepcnozo SiC ¢ npumeHenuem 301b-2e,1b MeXHON02UU HEROCPEOCHBEHHO 8
00veme KapouodoOKpemMHUe6020 mamepuanda
Diagram for synthesis of superfine SiC directly in the bulk of SiC material using sol-gel technique.

Takum 0Opa3oM, omnpeneneHHble BpeMEHHbIE YCI0BUSI 00pa3oBaHus MalloTeKy4yux reneit (ot 37 no 46 mMuH)
MIPETONOKUTENBHO MTO3BOJIAT OCYIIECTBUTD MOJHYIO MPOMUTKY MOPUCTBIX KapOUIOKPEMHUEBBIX KOMIIO3UTOB.
Buemnwmii B OMy4YeHHBIX TeIei MpUBeAeH Ha puC. 3.

HK-cnexkTpockonus Mojy4eHHBIX B pe3yJIbTaTe MHOTOCTYIIEHYaTO! CyIIKH Kceporenel (Tipu Temneparypax ot
70 no 140 °C B BakyyMHOM CYIIHJILHOM IIKay ¢ ocTaroyHbiM faBiieHueM ~100 MM pT. CT.) TIOKa3aja, 4To s
BCEX TPEX COCTABOB CUCTEMBbI IPUCYTCTBYET MAJIOMHTEHCHUBHAS TI0JIOCA TTOTIONCHN S BaJIeHTHBIX KoneOanuii OH-
rpymm B o6iactu 3100-3700 cm™, koTopbie MOTYT COOTBETCTBOBATH (parmMertam Si-OH, rHApOKCHITEHBIM TPYII-
raM 3TaHoja, MypaBbUHOM KHUCIIOTHI M BOJIbI, BKIIIOUEHHBIM B CTPYKTYpy Kceporeiss. Kpome Toro, mpucyTcTBYIOT
TOJIOCHI TOIIOMIEHHST ¢ MaKcuMyMaMu okouto 1550, 1610 u 1710 cm, cootBeTcTByOIIHME KOeOanusam rpymn C = O
u C = C ¢enonpopmanbIeruaHON CMOJIbI, a TAK)KE MypaBbUHOW KUCJIOTHI U areToHa. B obmactu 1050-1300 cm?
MIPUCYTCTBYET IIUPOKasi ”HTEHCHBHAS 110JI0CA C TJIEYOM, KOTOpast ABJISIETCS pe3yNbTaToOM IePEKPBIBAHMUS 10JIOC MO-
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Puc. 2. H3zmenenue Ounamuueckoli 613K0CHuU 8 3a8UCUMOCHU O epemeHu u coomuouwenusn n(Si):n{CHO(OH);
Dependences of dynamic viscosity on time and n(Si):n{CHO(OH)} ratio

Puc. 3. Buewnuii 6uo KpemHuii-y2nepoocooepiicauiezo 2es

Appearance of silicon&carbon-bearing gel
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ootenus BajgeHTHbIX konebanuit C—0, C—C u Si—O. Crenyet or™eTuTh, uto npu 800-820 cM™ st criekTpoB
KaK TeJisd, TaK U KCEPOTreJsd MPUCYTCTBYET I10JI0CA MMOTTIOMICHUS, XapaKTepHasa Jid KOHACHCUPOBAHHBIX (bparMeH-
toB Si-O-Si, 00pa3yromuxcs B pe3yyibrare rujapoiiusa u nojaumepusauu TOOC.,

B ICJIOM, CIICKTPLI JJid TPEX BBIITOJHCHHBIX SKCIICPUMCHTOB IMOJTHOCTHIO HICHTUYHLI, YTO IMO3BOJIACT CACIIATh
BBIBO/] O PUCYTCTBUH B KCEPOTEIISX OMMHAKOBBIX (DYHKIIMOHATIBHBIX TPyNIL. TakuM 00pa3om, u3MEHEHUE KoJinyie-
CTBa JI00ABIISIEMOT0 KaTajln3aTopa THAPOIN3a HEe CKa3aJoCh CYIIECTBEHHBIM 00pa30M Ha XUMHUYECKOH TpUpPOJIe
IIOJIy4E€HHBIX KCEpOTelen.

Ha ocHoBe mosryueHHbIX KCeporesieil BBIOJTHEH CHHTE3 BBICOKOAMCIIEPCHON cTapToBoi cMech «Si0, — C» B
pe3yiabrare TepMudeckoit 00pabotku npu temneparype 450 °C B yCIIOBUSIX TUHAMUYECKOTO Bakyyma (0CTaTou-
Hoe masnenue ~1-101+1-10% MM pT. CT.).

C mpuMeHeHneM MeToIa HU3KoTeMIiepaTypHoi copOuun azora no meroxy bOT (mpubop Autosorb-1, N,, 77 K)
NoCJie MIPeIBAapUTEIBHON Jierazanuu odpasia npu Temreparype 300 °C onpenessiiach yjelbHas II0Ia b [TOBEP-
XHOCTH Mopo1ka. B pe3ynprare 00paboTku JaHHBIX 10 U3MEHEHHIO MacChl pACCYMTAHO 3HAYEHHE YIEIbHOMN 10~
IA/Id TOBEPXHOCTH, KOTOpoe cocTaBuiio S = 190.8 M%/r. Takoe BBICOKOE 3HAUEHHE S JIOMOIHUTENLHO CBUIETENb-
CTBYeT 00 00pa30BaHWU HAHOPa3MEPHBIX YACTHII, 0OBEJUHEHHBIX B HAHOCTPYKTYPHUPOBAHHBIE arJIOMepaThl ¢ Me-
30II0paMHu. I[OHOJ'[HI/ITCJ'H)HI)IC OKCIICPUMCEHTBI ITO3BOJIWJIN OIIPEACINUTD YACIbHYIO IUIOIa/lb TIOBEPXHOCTHU, OTHOCS -
IIYIOCS K MUKPOITOpaM (MMEIOIINM JHaMeTp MeHee 2 HM), cocTaBuBIIyio 38.0 M%/T, 1 BHEIIHIOK MOBEPXHOCTD —
152.8 m%/r. Cpeauii pasMep pajanyca Me301op, MOJIyYeHHbIH B pe3yJbTare aBTOMaTH3MPOBAHHONW 00pabOTKH K-
CIIepMMEHTANBHBIX JAHHBIX, cocTaBun 12.365 A,

[To manueiM COM, paznenenus a3 AMOKCHIA KPEMHUS M YIJIEpOa B pe3ylbTraTe TePMHUECKOl 00paboTKH
Kceporess He HaOmonaercs (puc. 4); pasmep ariomeparos cocrarisieT MeHee 100 HM. BrinonHeHHOE KapTUPO-
BaHUE [IOBEPXHOCTH MUKPOYACTULIbI CTAPTOBOM CMECH 110 YITIEPOLY, KUCIIOPOAY U KPEMHUIO ¢ puMeHeHuemM EDX-
aHaJM3a MoKasajo, 4YTo pacipeesieHrne dTHX JIEMEHTOB PAaBHOMEPHO, BO BCEX TOUKaX MUKpodoTorpaduu ¢ yue-
TOM pazpemeHust ~1X1 MKM NpUCYTCTBYIOT OJTHOBPEMEHHO HAa3BaHHbIE 3JIEMEHTHI.

Puc. 4. Mukpocmpykmypa nojy4ueHHoll 6b1COKOOUCHEPCHOU CMapmoeoil cmecu no oanuvim COM
Microstructure of the obtained superfine starting mixture in accordance with SEM data

KonnvecTBeHHBIN aHann3 Ha coJepKaHue YIIepoa U AUOKCHA KPEMHHS, a TAKKe U3y4eHUEe TEPMUUECKOTO
MOBE/ICHUSI CTAPTOBOM CMECH Ha BO3JLyXe OCYIIECTBISIIOCH C TOMOIIBI0 An(hepeHIaTIbHOTO TEPMUIECKOTO aHa-
mu3a (coBmemieHHbiit TTA/JACK/ATA ananuzarop SDT Q-600). YcioBust uccie0oBaHus: HHTEPBAI TEMIIEPATYP
20-1400 °C, B Toke BO311yXa, CKOPOCTh Harpesa 20°/MuH, CKOPOCTh TOTOKA raza — 100 MyI/MUH, CpeHsIs BETMYuHA
HaBeckH — 30-40 mr. 3admKkcHpoBaHHAS TOTEPS] MACCHI MPAKTHUECKHA COOTBETCTBYET 3aJaHHOMY MOJIBHOMY COOT-
HomeHuto «Si0, — C», oTkinoHeHHe cocTasiseT MeHee 1,5 %. ITotepst maccsl 0Opasia cBsi3aHa ¢ BHITOPAHUEM
yIIepo/ia, PacloiIoKEHHOTO Ha MMOBEPXHOCTH U B 3aKPBITHIX MOpax Marepuaia, 4To MOATBEPKAAETCs IBYMs yac-
TUYHO HAaJIATaoIUMHKCS SK30TepMUUECKUMH 3 deKkTaMu Ha TepMOTrpaMMe.
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BrImosHeHHBIE TECTOBBIC HCCIIEAOBAHMS TOKA3AJIH, YTO C TPUMEHEHHEM IT0JTy4aeMbIX OIMCAHHBIM BBIIIIE CIIO-
cobom crapToBbix cMecelt « Si0, — C» 00pa3zoBaHKe BHICOKOAUCIIEPCHOTO KapOua KpeMHUsI B YCIOBUSX JHHA-
MHUYECKOTO BaKyyMa BO3MOXKHO yxe rpu Temreparypax 1200-1300 °C, a B armocdepe nHepTHOTO Ta3za (Ar) — npu
Temneparypax Beie 1550 °C.

2.2 Cunmes sonoxknucmoix kpucmaiios SiC ¢ ooveme SiC-komnosuma

[TponuTka mopucTHIX KapOUIOKpeMHUEBBIX MaTepuanoB (nmpou3BoacTBo OI'YIT «k BUAM», oTkpsiTas mo-
pucrocth — 39+42 %, reomerpus 80x8x5 MM —puc. 5) ctapToBOi#l cMechio, coaepxkaiied TOOC, nonumep-
HBI ICTOYHHK YTIepOoia, MyPaBbUHYIO KUCIOTY M BOY, BBITIOJHSIIACH B YCIOBUSIX JUMHAMHYECKOTO pa3pexe-
Hust (p ~ 8+10 MM pr.cT.) pu Temnepatype 50-60 °C B Teuenue 15+30 mMuH.

[Mocne okoHuaHust 0Opazel 0CTaBISUICS B PEaKIIMOHHOM COCYJe Ui Tefieo0pa3oBaHus, anee IpoBOMIIACh
MHOTOCTyTIeHUYaTas cynka npu temnepartypax 70-150 °C, kapbonuzanus npu temmeparype 750-850 °C B art-
Mocdepe aprosa u nocjieayriiee KapooTepMrIecKoe BoccTaHoBIeHUe ipu Temieparype 1570-1600 °C (BbI-
JepKKa — 3 yaca), najee OMUCAHHBIC ITUKIIBI TOBTOPSIIUCH.

Mo pe3ynbraTaM rcciea0BaHHS TOBEPXHOCTH 00Pa3LOB METOJOM ONTHYECKOH MUKPOCKOIIHH MOCIIE 3aroIHe-
HUS TIOp KapOUI0M KpeMHUsI HaOIo1aeTcst K3MEHEHHE TEKCTYPhl — YIUIOTHeHHE. PeHTrenodas3oBelii aHau3 moxa-
3aj, 4To B 00pasle OTCYTCTBYIOT OCTOPOHHHE KPHUC-
TaJUTM4eCKue pumMecH (puc. 6), OCHOBHOH (a30ii siBJIs-
etcst kyondeckuit SiC ¢ mpuMechI0 reKcaroHaabHOTO.

MukpocTpyKTypa ckojia o0pas3ia B IIyOHHE €ro
o0beMa, monydeHHas ¢ npuMmenenrneM COM, mokazaHa
Ha pucyHke 7. J{st 00pa3ioB TunuyHo 0Opa3oBaHue Ha
MOBEPXHOCTH KPYIHBIX YACTHUIL, POPMHUPYIOIINX UCXO/-
HBI IOPUCTHIN MaTepuall, cJioss HAHOCTPYKTYpPHUPOBAH-
HBIX TI00YJISIPHBIX YacTHIl. B 00bemMe mop mpoucxonut
POCT OTHOMEPHBIX YAaCTHIl — BOJIOKOH, AMaMETP KOTO-
PBIX pa3nuyeH: OoNblIas YacTh UMEET AUaMETP MEHee
50 uMm mpu giune 200-400 HM, OHAKO BCTPEYAIOTCS U
KpHCTabl ¢ AuameTpoM ~70-150 HM u uHOI Gotee
2-3 MmxM. B3anmHoe pacrosioskeHue 3TUX arperaTtos co-
371a€T TPEXMEPHYIO KapKacoro100Hy0 cTpyKTypy. [Ipu-
MEHEHHUE pexrnmMa (pa3oBOro KOHTpacTa Mo3BOJISIET TO-
BOPHUTH 00 OTCYTCTBHH B 00beMe MaTepuaia cyluie-
CTBEHHBIX TIpuMecel apyrux ¢a3. Cieayer OTMETUTD,

Puc. 5. Buewinuit 6ud nopucmuix KapouooKpemMHUesvIxX Kap-
Kkacoe (OI'YIl «BUAM)»)

Appearance of porous SiC-ceramic (Federal State Unitary
Enterprise «All-Russian Scientific Research Institute of

Aviation Materialsy) 4TO UMeeTcs OoJIbIast 10/ CBOOOJHBIX IOP, KOTOPhIE
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Puc. 6. Penmezenozpamma SiC-kepamuku nocie mMoOu@uyuposanus ¢ RpUMeHeHUeM 3071b-2€1b MEnoo
X-ray diffraction patterns of the SiC-ceramic after modification using sol-gel technique
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Puc. 7. Muxkpocmpykmypa oovema nopul SiC-komno3uma noc-
J1e MOOUUUUPOBCAHUS C NPUMEHECHUEM 30716-2€/1b MEM00a
Microstructure of the pore bulk for SiC composite after
modification using sol-gel technique

ele MOoIyIH Obl OBITh HACKHIIIEHBI YIIPOUHSIOIIEH (a3oi.
BapsupoBanue ycioBuii IPOIUTKY, resiec00pa3oBaHus 1
BBICOKOTEMIIEPATYpPHOTO CHHTE3a MTO3BOJISICT U3MEHSTh
MHUKPOMOP(HOTIOTHIO 00pa3yIOLUIMXCst YACTHII.

B psine ciiyuaeB B 00beMe 00pa3IoB 3aUKCHPOBAHO
00pa3oBaHue MPOTHKEHHBIX MOHOKPUCTAIUIMYECKHX BO-
JIOKOH KapOua kpemuusi ¢ tuamerpom 80-100 HM u j1iyu-
HOU 1o MeHbInel Mepe 10 MKM (T.e. OTHOIIICHHE TUa-
MeTpa K JnuHe coctaBiser He menee 100-125 pas). Ha
pucyHke 8 Oosiee moAPOOHO MOKa3aHO HAYaJI0 MOHOKPH-
CTaJITMYECKOTO BOJIOKHA — BUJIHO, YTO OCHOBHAS 4acTh
«ycay MpeCTaBIseT CO00H OrpaHeHHBIN KPUCTAILT, 8 Ha
BEpIIMHE UMEETCSI KOHNYECKast 4acTh, Ha KOTOPOW CKOH-
LEHTPUPOBAHBI HAHOKPHUCTAILIBI IPYToM (asbl.

[TonpobHoe uccrnenoBanue 00bEMHOM CTPYKTYPHI
00pasIoB JI0 U MOCIIE 3aIOTHEH S KX TOPOBOTO TIPOCTPaH-
CTBa HAHOCTPYKTYPUPOBAHHBIM KapOHIOM KPEMHUSI BbI-
MOJTHEHO C WCIOJIb30BaHUEM METO/la PEHTTCHOBCKOU
KOMITBIOTEPHOHM MuKpoToMorpaduu. CbeMka oOpasia
KOMITO3UIIMOHHOTO Marepuasia Ha Oa3e kapOuja Kpem-
HUSI IPOU3BOINIIACH B TP dTara:

Ha nepBom sTare ucxonHblii 0Opaser] uecuenoBaics
LEINKOM C pa3peiieHueM 6,2 MKM; OCHOBHBIE TapaMeT-
pBl cheMKu: GuiabTp — antroMuHueBas Qoinbra 0,5 Mwm,
HampsbkeHue Ha Tpyoke — 59 kB, cuna Toka Ha TpyO-
ke — 167 MKxA, yroun BpamieHus — 0,4°, KoIu4ecTBO Ha-
KorieHu# B Touke — 10.

Jlanee BBITIOJHSIOCH UCCIIEIOBAHUE YBEIUYCHHOTO
(parMenTa neHTpaIbHON YacTh 00paslia ¢ pa3penieHu-
eM 1 MKM; OCHOBHBIE TIapaMETPbl CheMKHU: (QHUIIBTP — HE
NpUMEHSUICS, HarpshbkeHne Ha TpyOke — 100 kB, cua Toka
Ha TpyOke — 100 MxA, yron Bpamienus: — 0,3°, kosuue-
CTBO HAKOILJICHHUI B TOUKE — 15.

[ToBTOpHOE M3yUeHHE N3MEHEHNH MUKPOCTPYKTYPBI
YBEJIMYEHHOTO (parMeHTa [eHTpaIbHOM YacTu 00pas-
112 BBITIOJHSJIOCH Y3Ke TOCIE €ro HACKIICHHUS BHICOKO-
naucriepcHor daszoit (paspemenne 1 MKM), mapamMeTpbl
CHbEMKHU Ha JJAHHOM 3Tare COOTBETCTBOBAIN MPEABLIY-
HIeMY DKCIIEPUMEHTY.

Pesynprarel mepBoro sTana chbeMKH TOATBEPAUIH
MIPEINoIoKeHUue 00 OJIHOPOTHOM CTPOSHUU o0pasia,
Ha YTO YKa3bIBaeT paBHOMEPHOE pacmlpejieicHue (c
paspetieHreM >1 MKM) MIOTHOCTH, O YEM MOKHO CY-
JIUTH TI0 pacrlpeneseHnio YpoBHS sipkocTu. Mccneno-

BaHKe 00paslia ¢ pazpemeHueM ~ 6 MKM MO3BOJIMIIO MONYYHTh 0030pHbIC PEHTTEHOBCKHE MIOCKOCTHBIE CPE3bI
BCero oOpasia, BISIBUTH BO3MOXKHBIE MaKPOCKOIHYECKHE AePEKThl. YCTAHOBJICHO, YTO B 00bEME MCXOIHOTO
o0pasna OTCYTCTBYIOT KPYMHbIE 1e()eKThI, MyCTOTHI WIIH BKIIOYCHUS OTIENbHBIX (a3.

CpeMKa Ha BTOPOM 3Tarle BHIMOJIHSIIACH C pa3pelieHrneM | MKM U M03BoJinIIa OoJiee 1eTalbHO U3yYUTh CTPO-
€HHe ITyCTOTHOTO MTPOCTPAHCTBA 00pasiia A0 3al0JTHEHUS TI0P, BU3YyalTU3UPOBATh €r0 ¥ OLIEHUTH €r0 CTaTUCTHYeC-
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Puc. 8. Muxkpocmpyxkmypa monoxkpucmanna SiC (a), 6 mom
yucine 6 pexcume azo60z2o0 konmpacma (6), COM
Microstructure of SiC monocrystal (a) including
microstructure in the phase contrast mode (b), SEM

KHe XapakTepucTuku. Ha pucyHke 9 mokasaHbl peHTIe-
HOBCKHE TJIOCKOCTHBIE Cpe3bl 00pasiia.

Jlnst pacyeToB CTaTHCTHYECKUX XapaKTePUCTHK 00-
pasiia UCIoJIb30BaNIACh JIOKAIbHAS KyOudeckas 00J1acTh
¢ pedpom 0.5 MM, IS TOCTPOCHHSI MOJICITH IYCTOTHO-
ro MPOCTPAHCTBA B 00beMe 00pasiia MpuMeHsuICsS KyO
¢ pedpom 0,25 mm. TlocTpoeHue ke MOEIU, COBME-
MIAKOIIEH MOJIeNb IyCTOTHOTO MPOCTPAHCTBA U TBEP-
JIOW MaTpuiel 00pasia, moTpedoBago UCIOIb30BaHNE
Kyba ¢ pebpom 0.125 mm.

B pesynbrare MateMaTHueCKOTO aHaJK3a MOCTpoe-
Ha moziesib B 3D (puc. 10), rne cepsiM 1iBeToM 0003Ha-
YEHO PaCIOJIOKEHHUE B KyOU4eCcKkoM 00beMe CO CTOPO-
Hoit 0,25 MM TOp B MaTepuare.

AHaznoruuHas cbeMka (paspeuienue 1 MKM) mpoBe-
JICHA Ha TPEThEM dTaIe uisi 00pasiia, MOAUPHUIIPOBAH-
HOTO BBICOKOAMCIIEPCHBIM KapOuaoMm kpemuwus. OHa
N03BOJIHJIA O0JIee IeTalbHO U3YYHUTh CTPOCHHE MYCTOT-
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Puc. 9. Penmeenoeckue niocKkocHmule cpessl uzyuaemozo 00-
paszua 6 mpex niockocmsax (oouiee none cvemxu 4000 mxm)
X-ray plain sections of the sample under study in three planes
(total field of exposure is 40001m)

Puc. 10. Obvemnan mooens cmpoenus nycmomnozo npo-
cmpancmea 00pazua 00 3anoaHeHus €20 NOPO6020 NPOCHPAH-
cmea gvicokooucnepcuvim SiC; kyo ¢ peopom 0,125 mm

3D model of the void space of the sample before pore filling
with highly dispersed silicon carbide; a cube with the edge
of 0.125 mm
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HOT'O TMPOCTPaHCTBa 00pa3ia, BU3yaTHu3UpOBaTh €ro U
OIIEHUTH €r0 CTaTUCTHYECKHE XapaKTEPUCTHKH T0CIIe
IpoIecca YaCTUYHOTO 3aM0JTHEHMs 1TOp; Ha pucyHke 11
npejcTaBlieHa 00beMHasi MOJIENb MyCTOTHOTO TMPO-
CTpPaHCTBA.

B tabnuue | npuBeneHbl cTaTHCTUYECKHE pacue-
ThI, XapaKTepU3YIOLI1e MyCTOTHOE MPOCTPAHCTBO U3Y-
yaeMoro o0pasia Jio 1 IocJie ero 00beMHOTO MOTU(H-
[IUPOBaHMsI BBICOKOJMCIIEPCHBIM KapOUIOM KPEMHHSL.

AHalu3 NOJTY4YEeHHBIX JJAHHBIX B COOTHECEHUH HX CO
3HAUYEHUE OTKPBITON IOPUCTOCTH, ITOJTyYEHHON METOIOM
MPOMUTKH allETOHOM, ITO3BOJIIET TOBOPUT, UTO IMPOU30IILIO
3ar10JTHEHHUE HE TOJBKO KPYIHBIX 0P C THaMeTpoM 1 MKM
U BbINIE (KOTOPbIE MO3BOJISIET 3a(UKCHPOBATH METOJ
KOMIIBIOTEPHOH PEHTTeHOBCKOW TOMOTpauu), HO U IOP
C CYLIECTBEHHO MEHBIIUM JIHaMEeTPOM 3a CUET MpHUMe-
HEHHSI MAJIOBSA3KUX CTapTOBBIX CHCTEM.

3. 3akiaouenue

Puc. 11. O6vemnan mooens cmpoenus nycmomHno20 RpOCMpaH-
cmea o0pazua nocie 3anoaHeHus €20 nopo8o2o NPOCMPAH-
cmea evicoxooucnepchvim SiC; kyo ¢ peopom 0,125 mm

3D model of the void space of the sample after pore filling
with highly dispersed silicon carbide; a cube with the edge
of 0.125 mm.

[Toka3zana mepcrneKTUBHOCTb MPUMEHEHHST THOPH/I-
HOW METO/IMKY CHHTE3a HAHOKPUCTAJITUUECKOTo KapOu-
Jla KpEMHHUS Ha OCHOBE 30J1b-T€JIb ITPOIecca THAPOIN3a
TETPa’TOKCHCHUIIAHA C MPUCYTCTBUU MOJUMEPHOTO UC-
TOYHHUKA yIIepojia C 00pa30BaHMUEM TeJisl, CTyIIeHUaTOH

Tabmuua 1
XapaKTepuCTHKHI IreOMeTPHYecKoil MUKPOCTPYKTYPhI 00pa3La 10 1 1ocjie YAaCTUYHOI'0 3110 THEHHUs ero 1op
BBICOKOAMCIIEPCHBIM KAPOMI0M KpeMHUS
Geometry features of the sample's microstructure before and after partial filling of pores with superfine silicon carbide

The value before pore | The value after pore

Parameter filling filling
Volume within which the calculations were made, um’ 125250000 127210000
Total porosity, % 23.0070 15.6150
Total volume of pores, Pm’ 28815000 19865000
Open porosity, % 22.6260 13.7350
Volume of open pores, um’ 28337810 17472600
Surface area of open pores, Um’ 18666900 13511400
Closed porosity, % 0.4924 2.1801
Volume of closed pores, um’ 477190 2392400
Surface area of closed pores, Um’ 624970 2216300
Number of pores isolated from the sample surface 13754 18012

CYIIKH, KapOOHHU3AIMU CUCTEMBI ITPH YMEPEHHBIX TeMIleparypax (¢ GopMUpOBaHHEM BBICOKOAUCIIEPCHON XUMH-
YeCKU aKTHBHOM, MaKCUMAJIbHO OJTHOPOJHO pacipeaeneHHoi cucteMsl «SiO, — Cy) ¢ nocaenyomum kapooTep-
MHYECCKHUM CHUHTC30M IJId CO3aaHUA prO‘-IHf[IOHlCI\/'I MaTpulbl B O6’I)CMC KEpaMHU4€CKOTO Kap6I/II[OKpCMHI/IeBOI‘O
MaTepuana.

[TokaszaHo, yTO BapbUpOBaHHEM KOHILIEHTpalmu Katanuzaropa ruaponanza HCOOH moxHO 100uThCst ipu ocy-
HIECTBICHUU THPOJIHM3a U MOIUKOHAeH canuu Ipyu Temneparype ~60°C oOpa3oBaHus MpaKTHUECKH HE IOABEPTar0-
mierocst Teuenuto resst (300 cP) 3a Bpems ot 37 no 46 muH. [lpu 3ToM CyliecTBEHHOE U3MEHEHUE BSI3KOCTU
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CUCTEMBI, KOTOPOE MOXKET 3aTPYJIHUTH CTAJUI0 MPOIUTKHU MPHU MOAUDUIIMPOBAHUM KEPAaMHUECKOTO MarepHalia,
MPOUCXOAUT JUIIb B MOCAeNHUE 7-9 MUHYT, 10 3Toro B TedeHue 30-37 MUHYT BS3KOCTH KOJIJIOUTHOM CHCTEMBI
OJIM3Ka K MCXOJHOMU, O3TOMY MOXKET OBbITh MCIOJIb30BaHA JUJISl 3AII0JIHEHUSI TTIOPOBOTO MPOCTPAHCTBA 0A30BOTO
Marepuana.

Uccneoosanus evinoanenvl npu urnancosou noddepacke epanmos POOU 12-03-33005-mon_a_eed u
13-03-12206-opu_m, a maxoice Ipauma I[lpesudenma Poccuiickou @edepayuu 0nsi Monoowvix yuenvix MK-
1435.2013.3.
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