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B craTbe mpezacTaBieHbl pe3yabTaThl HCCIEIOBAHUS MPOLECCa CHHTE3a BHICOKOAUCIEPCHOTO
MOpOIIKa KapOuaa KpeMHHs KOMOMHHPOBAHUEM 3K30- U SHIOTEPMUYECKHX peaknuii (CHHTE3 W3
3JIEMEHTOB U KapOOTEpPMHUYECKOE BOCCTAHOBIICHHE) C UCIOJIb30BAHHEM HAHOBOJIOKHHUCTOTO YIJIe-
poza B KauecTBe yrJIeposHOro Marepuaina. [IpogyKThl peakiuy U3y4aluch PEeHTIeHO(a30BbIM U
JJIEMEHTHBIM aHAIN3aMH, CKAaHUPYIOIMIEH 3JIEKTPOHHOH MHUKPOCKONHEH ¢ MPUMEHEHHEM JIOKANIb-
HOT'O BHEProIUCIEPCHOHHOIO PEHTI€HOBCKOTO MUKpPOaHaIM3a. Y iebHas IOBEPXHOCTh 00pa3LoB
onpenenena merogoM bOT. TepmookucnurenbHas CTaOMIBHOCTh W3yYeHAa CHUHXPOHHOW TEpMO-
rpaBumetpueii (TT') n muddepennmansroit ckanupyromeit kanopumerpueit (JCK). [Tomyuennsiit
IIPY ONTHMAJIBHBIX YCIOBUSX MaTepHal MpeACTaBiIeH ogHoN (a30i — KapOHIOM KPEMHUS BBICO-
KoTemrneparypHoi Moxudukanuu. CpemHuil pasMep arperupoBaHHBIX YAaCTHIl COCTaBHII
3,3...4,2 MKM. Benuuuna yensHON TOBEPXHOCTH 0GPAsIoB COCTaBIseT 10 5 MY/r. ConepxkaHne
npuMecei HesHaunTeabHOe. ONTUMANBHEBIE YCIOBUS CHHTE3a KapOnaa KpeMHUS ¢ HCIIOJIb30BaHNU-
€M B KayecTBE BOCCTAaHOBHUTENA M KapOuauzatopa HBY crnemyrommue: MaccoBoe COOTHOIICHHE
peareHToB Mo CTeXHoMeTpud Ha kapouxa SiC, maccoBoe cooTHomIeHHe MHUXT 1 : 1, mpoBeaeHue
mporiecca B cpeie aproHa mnpu Temmneparype 1800 °C.

Knrouesvie cnosa: Kap61/1;[ KpEeMHUsI, HAHOBOJIOKHUCTBII yriaepoa, Kap60TepMqucxoe BOC-
CTAHOBJICHUE, CUHTE3 U3 BJIEMCHTOB, XapaKTEPUCTUKHU.
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BBenenue

Hemerammyeckue TyroriaBkue CO€IMHEHHUsS! 00JaJal0T TAaKUMH CBOMCTBaMH, Kak
BBICOKasi TeMIlepaTypa IUIABJICHHS, TBEPJOCTb, XMMHYECKass MHEPTHOCTb, Onaropaps
YeMy OHHU IIMPOKO NPHMEHSIOTCS B Ka4eCTBE OCHOBBI KOHCTPYKIHMOHHBIX, ITOJIYIIPO-
BOJIHUKOBBIX, JKapOIPOUYHBIX B a0pa3uBHEIX MaTepranoB. OqHIM u3 HanOoJee BaKHBIX
MIPECTaBUTENCH COCNMHEHNI NAHHOTO Kilacca sBJsieTcs KapOmnm kpemHus. Hambomee
MIEPCIICKTUBHBIM HAIPaBJICHUEM NPUMEHEHHs KapOuga KpEeMHHS SBISICTCS YIbTPABHI-
COKOTEMIIepaTypHasi KepaMHUKa, HCIOJB3YIOMAscsS B TaKUX 00JacTAX, KaK aBHAIis,
KOCMOHABTHKa M dHepreTuka [1, 2].

OCHOBHBIMHU CIIOCO0OAMH TOJY4EHHs KapOHuaa KPeMHHUsl SIBISIOTCST KapOoTepMmudie-
CKO€ BOCCTAHOBJICHHE, MPOXOJSIIee C TOIJIOMEHHEM TEIUIOTHl NPU TeMIepaTypax
coitie 2000 °C, cuHTe3 U3 3J€MEHTOB, KOTOPBIA MOXKHO OXapaKTepU30BaTh KaK caMo-
pacrpoctpaHsonuiicss Beicokotemneparypusiii cunre3 (CBC), marHuerepmMuyeckuii
CHHTE3 U OCaXKJCHHE U3 TIapora3oBoit ¢assrl [3].

[IpombinuIeHHOE MTPOU3BOACTBO KapOHa KpEMHHSI BO BCEM MHUpPE OCHOBAHO Ha BOC-
CTaHOBJICHMHM OKCHJA KpeMHHs (KBapLEBOro Iecka) yriiepogom. llporecc ocBoeH n
SIBIIIETCSI BHICOKOTIPOM3BOAUTENFHEIM. B Poccnu mpomebIiieHHOE MPOM3BOICTBO Kap-
Ouga KpeMHHUsS OCyIIecTBIsieTcss Ha BomkckoMm abpasuBHOM 3aBone. KapOum kpemHwms
MONTy4yaeTcsl B BUIE KpUCTALTOB pasmMepoM 15...30 mm. [TosTOMy TIpOM3BOICTBO KpyI-
HO3EPHUCTHIX IMOPOIIKOB HE sBIseTCS Ipobiemoil. OmHaKO MOITydYeHHE BBICOKOIMC-
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MIEPCHBIX MOPOLIKOB TPYIOEMKO, TOCKONBKY CBSI3aHO C SHEPTrOEMKUM H3MEIbUCHHEM U
MOCIEAYIOIEeH JIUTENFHON U MHOTOCTAMIHON Kinaccupukauumeit. [To 1ol npuunHe
HCCIIEIOBAaHMsI B O0JIACTH TOJyYEHUsI KapOuga KpeMHHs B BHJE BBICOKOIHMCIEPCHOTO
MOPOIIKA MHTEHCUBHO U3Yy4atOTCsl.

[Iporecc kapOOTEPMUIECKOTO BOCCTAHOBJICHUS HCCIIENOBaH B psame pador. Cywm-
MapHas peakmus [3]:

Si0, + 3C — SiC + 2CO. (1)

Cunraercs [4], yTo Npu B3aUMOAEUCTBUM JUOKCUAA KPEMHUS C yIJIEpPOAOM MEpBO-
HaydaJIbHO oOpa3zyercs Jeryunid MoHookcuz SiO, mapbl KOTOPOTro B3aMMOJEHCTBYIOT C
yrieposoM ¢ oOpa3oBaHHMeM KapOupa kpemHusi. B pabore [S] muokcun KpemMHHs Ha
MIEpBOH CTaJMK PACTBOPSUIM B STHIOBOM CITHPTE, Jlajiee K pacTBOPY M00aBIISUIN aKTHB-
HBIH YTJIEPOJ, MOCIIE YeTo CYCIIEH3HUIO MOJBEPTAIN YIbTPa3BYKOBOI 00pabOTKe, BHICY-
MBI M TIOJBEprajin TepmooOpaborke. [lomydeHHBII MaTepuan xXapaKTepHU30BajICs
BBICOKMM 3HA4YCHHEM YAEIbHOH moBepxHocTH (878 M*/r), ONHAKO COIEPHKAT 3HAUH-
TeJIbHOE KOJMYECTBO CBOOOJHOTO yriepoza. YaleHHe ero TpeOoBano JOMOIHHUTEINb-
HOM omnepauuu — BbLIEPKKH Ha Bo3ayxe npu 850 °C. Cunre3 kapOuaa KpeMHHUS U3
mryHrura onucan B [6]. Tlepex TepMooOpaOOTKOM LIYHTHTa CIEAOBAIO JUIUTEIHHOE
(20 gacoB) ero usmenvuyenue. Coaepxkanue npumecert (Al,Os, Fe,03, K;O, Su . 1.) B
3TOM MHHepaie aocturaio 9,4 % macc., mo3TOMy, [0 MHEHHIO aBTOPOB, MOTyYCHHBIH
KapOMJl KpEeMHHUsI MOXET OBITh HCIIOJBb30BAaH TOJNBKO ISl aOpa3uBHOH 0OpaOOTKH.
Hanonopomok kap6uia KpeMHHsI CO CpeIHHM pa3MepoM dYacTul] 15 HM ObUI MoiTydeH
IIPY JIa3epHOM a0JISIIMK CMECH BBICYLIEHHOTO KCEpOreisi 1 HAHOBOJIOKHUCTOI'O yTIIepo-
na [7]. IIpou3BoAUTENFHOCTE MpoOLiecca OYEHb Majla, YTO CBS3aHO CO 3HAYMTEIbHBIMHU
TEIUIOBBIMU ITOTEPSMHU IIPHU JIa3€PHOM HarpeBe o0pasmos.

CuHTe3 TYTOIUIaBKMX COEJMHEHWH M KOMIIO3UTOB HAa WX OCHOBE BO3MOXKHO OCY-
LIECTBIISITH METOJAMH CaMOPACIPOCTPAHSIOMIETOCS BBICOKOTEMIIEPATYPHOIO CHHTE3a
(CBC). OreuectBeHHbIe pa3pabOTKU MO JaHHOW TemaTuke cocpenorouensl B MCMAH
PAH. CBeznenus o cuHTe3e KapOu/a KpEMHUsSI U3 JIEMEHTOB NpuBe/ieHb! B [8]. Peakius
KapOuoo0pazoBaHus:

Si + C — SiC. @)

Temora obpa3zoBanus kapomnpa kpemuus (71,90 xx/moms = 1798 x/x/xr [3])
CPaBHHUTENILHO HEBEJIMKA, TOITOMY JJIsl HHUIIMHUPOBAHHS PEAKIMK KapOu1000pa3oBaHus
TpeOyercss momorpeB muXTel. KapOua KpeMHHS HU3KOTEMIEpaTypHOH MOAM(DUKAIIUI
(B-SiC) takum mporieccoM ObUI MOJYYEeH HArPEBOM IIMXThI [NIAMEHEM TOPEJIKH U B pe-
)KHME TEIJIOBOTO B3phIBA IIPH MUKPOBOJIHOBOM Harpese.

[MonyueHne kapOuaa KpeMHHSI BO3MOXXHO METAITIOTEPMUYECKUM METOJIOM (B Kaue-
CTBE METaJlIa-BOCCTAHOBUTENSI HCIIOJIB30BAJICS TOJBKO MarHuil). B myOmukamuu [9]
ME30IOPHUCTHIH KapOua KpeMHUs ObLI MOJyYeH B3aUMOJICHCTBUEM HAaHOKOMIIO3UTA U3
CHUHTE3UPOBAHHOT'O 30JIb-T€Jb CIIOCOOOM ME30MOPHCTOr0 OKCHIAa KPEMHHMS M IIOJIMaK-
priamuaa ¢ maraueM. CHHTe3 KapOuaa KpeMHHUsI OCYIIECTBISUICS B cpele aproHa IpHu
temmeparype 550-600 °C B Teuenue 6 yacoB. CpejiHue pa3Mepbl KPUCTAILIUTOB KapOu-
nma kpemans (B-SiC) cocraBumm 20 am. B [10] mHanopasmepnsiit (10...35 M) kapOung
KpEeMHHUsI ObLT CHHTE3UPOBAH B3aWMOCHCTBUEM MArHus C IIEOJUTOM M ME30HOPUCTHIM
yraeponom. IlpeaBapurensHo u3 meomuta oOpabdotkoit pactBopom NH,Cl B TeueHune
48 4acoB ObUIM yJaJieHbl MOHBI IIEJIOYHBIX M IIEIOYHO3EMENbHbIX MeTauioB. CuHTe3
KapOuaa KpeMHHs OCYLIECTBIISUICA B Cpelle aproHa npu remueparype 750 °C B Teuenue
6 gacoB. /lanee B 00oux ciaydasx Ais yaajaeHus coeauHeHuit marausa (MgO, Mg,SiO, n
Mg,Si) cnenoBajia MHOrodacoBas KHCJIOTHas o0paOorka. CBEOCHHS O COACPIKAHUH
npuMeceii B 00enx myOJauKauusIX He ObLIM NPUBEICHBI.

CunTte3 kapOuma KpeMHHUs U3 mapora3oBoil ¢asel ommcad B [11]. TIporecc Boccra-
HOBJICHUS JMOKCHAA KPEMHHUS MPOMAHOM OCYLIECTBIISUICS B a30TO-BOJIOPOIHOM ILIa3-
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MeHHOM motoke. Cozneprkanne TpoiiHoTro coequHenus coctaBa SiCogsNgos B IPOIYKTaxX
peakim He mpeBbmano 93 % macc. [lmazmMoxummyeckas yCTaHOBKa (TUIa3MOMETall-
JTyPTUYECKUI MOZYJb) CIIOKHA M0 KOHCTPYKLIWHU W B SKCIUIyaTaluu. B oTxonsmux ra-
3aX COJIEP>KUTCS TOKCUYHBIN LIMAHUCTBIA BOAOPOLL.

Crnemyer OTMETHTh, YTO B TEXHOJOTHYECKOM OTHOIICHHWU W alllapaTypHOM o(opM-
JICHMH HanOoJiee MePCIEeKTUBHBIMU METOAAMH MOJyYCHHS KapOuIa KPEMHHUS SIBJISTFOTCS
SHIOTEPMHUYECKOE KapOOTEPMUUIECKOS BOCCTAHOBIICHHE M SK30TCPMHUUCCKUI CHHTE3 U3
371eMeHTOoB [3].

B nanHO# paboTre ucciemyercs BO3MOXKHOCTh OOBEIMHEHUS JBYX 3THX METOIOB C
LENBI0 TIOTYYCHUS BBEICOKOTEMIIEPATYPHOH MOIU(UKAIMK KapOuIa KpeMHHS TIPU Me-
Hee BbICOKHX TeMIlepaTypax.

1. MaTepl/IaJI])I H METOAbI UCCJICA0OBAHUSA

B kxadecTBe BocCTaHOBUTENS W KapOWIO0OPa3yIOLIETo areHTa WCIOIB30BAJICS Tpa-
HYJIMPOBaHHBIH HAaHOBOJIOKHHCTHIN yriepoa. Pasmep rpanysn BapeupoBaics B auaria-
30He 4...8 Mm. ['panyner HBY 00pa3oBaHbl MJIOTHO MEPEIUICTCHHBIMHA BOJOKHAMHU C
nuamerpoM 30...100 M. I'paHyibl CpaBHHUTEIBHO JIETKO PACTUPAIOTCS B MOPOLIOK.
HBY nocraroyno 4ucT: HaxOoAsAMIMECs B HEM NPHUMECH NPEICTABISIIOT COO0H OCcTaTKh
ucxoanoro karanusaropa (90 % macc. Ni/10 % macc. Al,O;); ux coaepkanue He mpe-
oimaer 1 % macc. Ero yaenbHas MOBEPXHOCTh HaXOMMTCS Ha ypoBHe 150 M7/T, T. e.
CYILIECTBEHHO BBILIE, YEM Y JIaMIIOBOI1 caxku [12].

JIJiss IPUTOTOBJICHUS NIMXT MCIIOJIB30BAIUCH OKCH KpemHus amopdubii OCY 7-3,
TV 6-09-3811-79, xpemunii Texundecknii KP0OO mo T'OCT 2169-69 u HBVY (Bce pea-
TeHTHl M3MENbYAINCh U MpocenBanuch depe3 curto 100 mxm). Bee peareHTsl mepen
IIPOBEIGHUEM DKCIIEPUMEHTOB OblTH BhIcylleHsl B neud npu 100 °C s ynanenus
Brard. IIWXTHI TOTOBHJINCH B COOTBETCTBHHM CO CTEXHOMETPHUEH O0eHUx peakmuil u
Jlajee CMEIIMBAINCh B MacCOBBIX COOTHOIICHHSX KapOOTEPMHUUYECKOE BOCCTAHOBIIE-
Hue : cuHTe3 u3 3nemeHToB 0,25 :0,75 (mmxta Ne 1); 0,5:0,5 (mmxta Ne 2);
0,75 : 0,25 (muxta Ne 3).

TepMoguHaMu4eckas TeMIlepaTypa Hadaja BOCCTAHOBJICHHUS (IIPH HAaBICHUH MO-
Hookcuaa yriiepoxa 0,1 MIla), paccunTanHas MO CIPaBOYHBIM JMaHHBIM [3, 13], mus
peakuun (1) npudnnzurtensHo paBHa 1440 °C. [lns oOecrieyeHHs MOJHOTHI TPOXOK/Ie-
Hust peakuun (1) kapOumo000pa3oBanusi MOTYT HOTPeOOBaThCs OoJiee BHICOKHE TeMIlepa-
Typsl. Ilo 3TO# mpuuMHE SKCHEpUMEHTH OBUIM NPOBENEHBI IpH Temmeparypax, °C:
1400, 1600 u 1800. TepmooOpabOTKa IIMXT BBHIMONHSIACH B WHIYKI[MOHHON MEYH B
atMoc¢epe aprona. [Iluxrta maccoit mpumepHo 20 T HackImagack B THTENb U3 yIeposa,
[IOMEIAEMbIil B KBapLEBBI peakTop. PeakTop BCTaBisics B MHOTOBUTKOBBIN HHIYKTOP
neun. Temneparypa mpolecca uaMepsiacb UpoMeTpoM. Bpems TepMooOpaboTK BO
Bcex ciaydasx cocTtaBisuio 20 muH. [locne 3aBepIneHnst peakiul peakTop OXIaKAaICs
0 KOMHATHOHM TeMITepaTypsl B IIOTOKE aproHa U U3 HETO U3BJICKAIUCH IPOIYKTHI peak-
uu. [TonHOTa TPOXOXKICHUS peakuyy IPOBOJAMIACH ITyTEM B3BELIMBAaHHS LIMXTHl W
MPOAYKTOB PEAKIIMH W COIMOCTaBICHUS KCIIEPHUMEHTAIBHBIX JAaHHBIX C PAacUYCTHBIMHU.
[IpoayKTel peaknuii WCCIEHOBAINCH PEHTIEHO(A30BbIM aHAIN30M Ha IHU(PPAKTOMETPE
JIPOH-3 ¢ ucnonp3oBannem CuKa-u3mydenus. Mopdosorus moBepXHOCTH U JIEMEHT-
HBIA COCTaB OOPA3IOB M3YYaIMCh HAa PACTPOBOM 3JCKTPOHHOM MHKpockore (POM)
EVO50 XVP ¢ mpucraBkoit Ui 3HEProIUCIIEpCHOHHOTO MUKpoaHanu3a X-Act. Onpe-
JIeICHHe  TEKCTYpHBIX  XapaKTePUCTHK OOpasloB MPOBOJAWIOCH Ha Hpubdope
Quantachrom NOVA 2200e. YaenbHasi MOBEpXHOCTh PacCUUTHIBAJIACH [0 MHOI'OTO-
gyegHoMy Metony BOT. CennMmeHTalMoOHHBIH aHanm3 (paclpenesieHHe pa3MepoB
YacTHIl) BBINOJHSJICS Ha Jla3epHOM aHanu3arope dactun MicroSizer 201 BA Uncrpy-
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MeHTC. TepMOOKHCIUTENbHAs CTaOMIBHOCTE OOpa3IoB MOJyYEHHBIX KapOHIIOB OIpe-
JIeTSIIach C UCTIONBb30BaHUEM NPHOOpa CHHXPOHHOTO TepMuueckoro aHamnza NETZSCH
STA 449 C Jupiter.

2. O0cyxnenne pe3yJbTaToOB

YcaoBust MpoBeneHUs IPOIECCOB CHHTE3a NPEICTABICHBI B Ta0M. 1.

Tabnuya 1/ Table 1

TemnepaTypHble YCI0BHSI TEPMOOOPAGOTKH LIUXT

Thermal conditions of load heat treatment

YObUTH Macchl YOb1TH Macchl
CocraB | MapkupoBka o o
Temneparypa, °C | pacueTHas, % |dKclepuUMeHTaIbHas,
HIUXT 00pas3uos o
Macc. % Macc.

SiC-1-14 1400 5,1

e [sicLle 1600 25,9 6.1
B SiC-1-18 1800 20,3
SiC-2-14 1400 10,1
0’5(?\{(; (2)350 SiC-2-16 1600 412 44.0
B SiC-2-18 1800 46,9
SiC-3-14 1400 8,2

0’7&; (3)325 SiC-3-16 1600 512 30.0
B SiC-3-18 1800 36,7

B Hexoropsix cirydasx (o6pasipsl SiC-2-16 u SiC-2-18) skcriepuMeHTa bHbBIE 3Haue-
HUs yOBUIM Macchl HE3HAYMTENIFHO NPEBOCXOAMIN pacueTHble. Bo3mMoxkHast nmpuinHa —
YacTH4YHAas MOTepsl AMOKCHIA KPEMHUs B BHIE JIeTy4ero MoHookcuna. Cienyer otme-
THTB, YTO BO BCEX CIyYasx TeMIeparypbl TepMoobpadotkn 1400 °C okazanuch Hemo-
CTaTOYHBIMH JUTA MOJHOTHI IPOTEKaHus peakuu. [1oaToMy nanee u3yyaarch 00pasLsl,
HOJTy4YeHHbIE IPH 00J1ee BEICOKUX TeMIIepaTypax.

PesynbraThl peHTreHO(a30BOro aHanu3a Mojay4eHHbIX 00pasios (puc. 1) mokaszainu,
YTO BO BCEX CJIydasx ObUI IMOJIy4eH KapOul KPEMHUS BBICOKOTEMIIEPATYPHOH MOIU(H-
kanuu (o-SiC).

MHTEHCMBHOCTb, OTH. ef.

Puc. I — Pe3ynbpraTsl peHTreHO(ha30BOT0 aHANIN3a

+-0SIiC
= - SiO2

¢ o
A SiC-1-1600

& &
A SiC-1-1800

.
,\ SiC-2-1600

¢ =
SiC-2-1800
N

¢ o
A SiC-3-1600

* %
A SiC-3-1800

20
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Fig. I —Results of X-Ray phase analysis
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Crnemyer otMeTHTh, uTo 00paszen SiC-3-18 comep:kan HepopearnpoBaBIINNA IHOK-
CHJ KPEMHHS, YTO TIOATBEPXKIAAIOT Pe3yJIbTaThl SHEPTOIUCIIEPCHOHHOTO aHAIN3a, TIPH-
BEZICHHbIC B Ta0II. 2.

Tabnuya 2 / Table 2

(] .
Pe3yabTaThl 3HEProAuCIePCHOHHOTO aHAJN3a (CocTaB NMpPUBeaeH B % aT

Results of the energy-dispersive analysis (the unit of content is % at.)

DJIeMeHT - - - O6pa3eu4 - -
SiC-1-16 SiC-1-18 SiC-2-16 SiC-2-18 SiC-3-16 | SiC-3-18
C 51,0 51,6 50,4 52,7 57,3 56,4
(0] 3.4 3,6 2,2 0,0 8,1 10,3
Si 445 439 45.4 45,8 33,2 32,1
MeTtamibl
KaTaau3aropa 1,1 0,9 2,0 1,5 1,4 1,2

DHEeproCIIepCHOHHBIA aHalTN3 O0pa3loB IMOKa3al, YTO MOYTH BO BCEX M3 HHX
0CTaJIOCh HEOOJIBIIIOE KOJIMYECTBO HEMPOPEAarnpoBaBIIero JUOKCHIa KpeMHus. Vckiro-
yeHneM sBisieTcs oopasen SiC-2-18. Taxke moutu y Bcex 00pas3oB aTOMHOE COOTHO-
LIEHHE YIJepoAa M KpeMHHUsl OJIM3KO K pacuyeTHomy, T.e. 1:1. OgHako B KamIoM
oOpasle, Mo-BUAMMOMY, OCTaJIOCh HEOOJIBIIOE KOJMYECTBO HENpPOpEearupoBaBIIETO
yriepoza.

CorylacHO pe3yjbTaTaM CKaHHPYIOIIEH 3JIEKTPOHHOW MHKPOCKOINWH, MPEICTaBIlICH-
HBIM Ha pHUC. 2, 4aCTUIBI KapOuaa KpeMHHs, ITOJ[y4YEHHOTO NP KOMOMHUPOBAHUH Me-
TOJIOB, arperMpOBaHbl, UMEIOT POBHBIE Kpasi, YTO CBUIETEIHCTBYET O TOM, YTO OHU ObI-
JU CHHTE3MPOBAHBI [0 XMMHUYECKHM peakuusM. Pa3sMepsl JacTHIl BapbUPYIOTCS TPH-
MepHO oT 0,4 1o 20 MKM B 3aBHCHMOCTH OT TeMIIepaTyphl Iporiecca.

XapaKTepHO# YepTOoil MONyYeHHBIX MOPOITKOOOPA3HBIX MATEPHAIOB SBISETCS IIH-
POKOe pacIpeesieHie YacTHII 110 pa3MepaM M CKIOHHOCTH K arperanuu. CpenHuid pas-
Mep 4acTHul] NOJY4YeHHBIX 00pa3ioB Bapeupyercs oT 3,3 no 4,2 MkM. Pe3yibrarTh
JaHHBIX 10 YOBUIM MAacChl, a TaKXKe PEHTTeHO(a30BOTO0 W IHEPTOAHMCIIEPCHOHHOTO
aHAJIN30B TI0Ka3aJIH, YTO JyYILIHe Pe3yIbTaThl ObIIM JJOCTUTHYTHI C 00pa3LuamMHu, moJy-
yeHHbIMH 110 BTOpomy Metoxy (0,5 : 0,5). [Jns ompeneneHust cpeaHero pasmepa ya-
CTHI/arperaroB mnoyrydeHHbIx o0pasuoB SiC-2-16 u SiC-2-18 ObuiM mpoBeneHsl pac-
4yeThl 110 Metonuke [14].

Pe3ynbraThl ceAMMEHTAIMOHHOTO aHAJIM3a IIPUBECHBI B Ta0II. 3.

OTH naHHBIE TIOKA3BIBAIOT CIIEIYIOIIee: YBEIHUCHNE TEMIIEPAaTyphl CHHTE3a BEI3BIBA-
€T He3HAYUTEIHHOE yBEIMUCHIE pa3MEPOB YaCTHUIl. BeTHYWHBI CTaHIAPTHOTO OTKIOHE-
HUSI CBHICTEIHCTBYIOT O IIMPOKOM JHANa30HEe PACTpEICICHUS YACTHIl M arperaTos Io
pa3MepaMm (OHH «IJIOXO OTCOPTHPOBAHBI» WIIHM TMOMUAMCIEpCHBI). Huskme 3HaueHUs
MoKa3aTesel aCHMMETPUIHOCTH — JJOKa3aTebCTBO CHMMETPHYHOCTH THCTOTPAMM.

V fiesbHast TOBEPXHOCTH 06pasua SiC-2-16 cocrasmsier 8,2 M>/r, a oGpasma SiC-2-18
HEMHOTO HIXKe — 7,5 M2/T.

HepuBatorpamMmsbl o0pasuoB SiC-2-16 u SiC-2-18 npuBenensl Ha puc. 4 u 5.
PesynbraTel mokazanu, yro obpazen SiC-2-18 comepxwur npumepHo 2,8 % yriepona,
KOTOpBIN okucisiercs B npomexyTtke temmepatryp 500...700 °C, uro moarBepknaercs
9K30MMKOM Ha KpUBOH an¢depeHInaIbHO-CKaHUPYIOEeH KalopuMeTpuu. Tarke y
000mx 00pa3oOB NPOUCXOANT HE3HAYHTEIBHOE YBEIHMUYEHHE MAacChl, YTO CBHUIETEIb-
CTBYET O TOM, YTO B HUX IPUCYTCTBYET KOMIIOHEHT, CITOCOOHBIA OKHCIATHCS MPH ITUX
TeMmepaTypax (CKopee BCero KpeMHUH )
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20 Mkm 20 MKM

20 MKM

20 MKm

Puc. 2 — Pe3ynapTaTsl CKaHUPYIOLICH JIEKTPOHHON MUKPOCKOIIHH:
a—SiC-1-16; 6 — SiC-1-18; 6 — SiC-2-16; & — SiC-2-18; 0 — SiC-3-16; ¢ — SiC-3-18
Fig. 2 —Results of scanning electron microscopy:
a —is SiC-1-16; 6 — is SiC-1-18; 6 — is SiC-2-16; 2 — is SiC-2-18; 0 — is SiC-3-16; e — is SiC-3-18

Tabnuya 3 / Table 3
Pe3ybTaThl ceIMMEHTALIMOHHOI0 AHAJIN3A
Results of the sedimentary analysis

O6pasen Cpennuii pazmep vactury | CrangapTHoe [Toxasarens acum-
U arperaroB, MKM OTKJIOHEHHE METPHYHOCTH

SiC-2-16 3,3 3,15 0,18

SiC-2-18 4,2 2,70 —0,24
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Fig. 4 — Results of the thermogravimetric analysis
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Fig. 5 — Results of differential scanning calorimetry

4. 3aki0ueHnue

IpencraBneHsl pe3yabTaThl UCCIENOBAHUS IIpOLecca MONY4YEeHHs BBICOKOIHUCIEPC-
HOTO MOpOINKa KapOujga KpPeMHHST KOMOMHHUPOBAHHBIM METOAOM (KapOoTepMHYECKOe
BOCCTAHOBJICHUE U CHHTE3 M3 JJIEMEHTOB OJJHOBPEMEHHO) U M3Y4EHHsI HEKOTOPBIX €ro
XapaKTEePUCTHK ¥ CBOWCTB. CHHTE3 MPOBOAMIICS B MHIAYKIOHHOW IIEYH B CpeJie aproHa.
OnTuMalibHbIE MapaMeTphl MpOIEcca: COOTHOIICHWE PEareHTOB IO CTEXHMOMETPUH Ha
KapOuI KpeMHYs, BpeMst Beiepskku Tipu Temreparype 1800 °C — 20 munyT. [TomydeHHBI#
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MPOAYKT COAEPKUT TOJBKO OnHY (pasy — kapbun kpemuus o-SiC ¢ He3HAYUTEITHHBIM
conepkanneM npuMmeceil (Ha yposHe 4 % macc.). Ilo pesynmbraTtaM pacTpoBOH 3IeK-
TPOHHOW MHKPOCKONNH YCTAHOBJIEHO, YTO YacCTHIbl KapOuga KpEeMHUs IpenMylle-
CTBEHHO arpervpoBaHbl M UMEIOT pa3Mepsl 2...5 MKkM. BenmunHa yaensHON MOBEpXHO-
CTH TOPOLIKOB KapOuaa KpeMHHUs B 3aBHCHMOCTH OT BPEMEHH CHHTE3a COCTABIAET
7,5...8,2 M*/r. Cpennuii pasMep arpernpoBaHHBIX YACTHII [0 JAHHBIM CEIMMEHTAIHOH-
HOTO aHalM3a HaXOoJWTCsA B nuamasoHe 3,3...4,2 MKM. ArperupoBaHHbIE YacCTHILbI MO-
suaUctiepcHbl. TakuM 00pa3oM MOXKHO OTMETHTh, YTO KOMOWHHMPOBAHUE DK30- U IHJO-
TEPMHUUECKUX PEAKIHMH C IEeTbI0 CHIKEHHs TeMIepaTypbl cuHTe3a KapOuja KpeMHUs
sBisieTcsl 3(QEKTUBHBIM U MOJyYeHHs 0e3pa3MOJIbHOTO BBICOKOAMCIIEPCHOTO IO-
polKa KapOua KpeMHHS C HE3HAYUTEIILHBIM COJIEp)KaHUEM ITpUMeceii.
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SYNTHESIS OF HIGHLY DISPERSED SILICON CARBIDE
FROM VARIOUS CHARGE MATERIALS

Kvashina T.S, Krutskii Yu.L., Cherkasova N.Yu.,
Kuzmin R.I, Tyurin A.G.
Novosibirsk State Technical University, Novosibirsk, Russia

The paper presents the results of a study of the synthesis of a highly dispersed silicon carbide
powder by combining exo- and endothermic reactions (synthesis from elements and carbothermic
reduction) using carbon nanofibers as carbon material. The reaction products were studied by the
X-ray phase and elemental analyses as well as by scanning electron microscopy using the local
energy-dispersive X-ray microanalysis. The specific surface of the samples was determined by the
BET method. A sedimentation analysis was performed. The thermo-oxidative stability was stud-
ied by synchronous thermogravimetry (TG) and differential scanning calorimetry (DSC). The
material obtained under optimal conditions is represented by one phase - high-temperature modi-
fication silicon carbide. An average size of aggregated particles is 6.3...7.2 um. The specific sur-
face area of the samples is up to 8 m” /g. The content of impurities is insignificant (no more than
4 % by weight). Optimal conditions for the synthesis of silicon carbide with the use of NFC(s) as
a reducing agent and carbidizer are the following: the mass ratio of reagents according to SiC
carbide stoichiometry, the mass ratio of charges of 1:1, and the process in argon at 1800 °C.

Keywords: Silicon carbide, carbon nanofibers, carbothermic reduction, synthesis from ele-
ments, characteristics.
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