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BBEJIEHUE

AKTYaJIbHOCTh

YHuKanbHBIC CBOWCTBA KapOWaIa KPEMHHS B BHIE YJIBTPAJAUCIIEPCHBIX MOPOIIKOB
00OyCIIOBIMBAIOT €r0 IIMPOKOE MPUMEHEHHE B KAaUE€CTBE PAa3IMUYHBIX HANOJHUTENEH U
MOIU(UKATOPOB CIJIABOB, KEPAMHUYECKHX M METAIUIOKEPAMHUYECKHUX MaTepHaJIOB,
3alIUTHBIX TOKPHITHH. B HacTrosimee BpeMsi MPaKTUYECKH BECh YIBTPAJAUCIICPCHBIN
MOPOIIIOK KapOuaa KpeMHUS MOoaydaroT u3 Moaudukamuu o-SiC Mo MHOTOCTaMHHON
TEXHOJOTHH MeTonoM AdecoHa. Tekyias TEHACHIWS Pa3BUTHUSI TEXHOJIOTUW CHHTE3a
SiC nampaBneHa Ha ToJrydeHne mopomkoB kapounaa kpemuus 3C-SiC(B) moaudukarmm,
oOnanmaromieit  Ooyiee  MPUBIEKATEIbHBIMU  XapakTepucTukaMu. CaepKUBaIOUINM
(dbakTOpoM IIMPOKO TPUMEHEHHS JTaHHOW Mmoaudukanuu kapouaa kpemuus 3C-SiC
ABJIAETCA OTCYTCTBHE HEAOPOrMX U 3()(PEKTUBHBIX TEXHOJOTMH CHHTE3a MarepHhalia
3aJJaHHOW YHCTOTHI W TPaHyJOMETPUYECKOro cocTaBa. JlaHHBIN acHeKT OmpeseseT
aKTyallbHOCTh HCCJICIOBAaHUM, HAMpaBJICHHBIX Ha pa3paboTKy © anpoOuWpoBaHHE
3(p(GEKTUBHBIX TEXHOJOTUN TMOJIyY€HUS YJIbTPAJUCIEPCHBIX MOPOIIKOB KapOuaa
kpemuust 3C-SiC(B) moauduxanuu.

Leab u 3a1a4un uccae0BaHUS

[lenpto paboOTHI sABISETCS CO3MaHUE TPOCTOH H A(HOEKTHBHOW TEXHOJIOTHU
kapOoTepMuueckoro cuHrte3a kapouga kpemHuss 3C-SiC monudukanuu 3aTaHHOU
YUCTOTHl U TPAHYJIOMETPUUYECKOTO COCTaBa B Medax, padoTarommx Oe3 3allUTHON
atMoc(epsl, a TaKKe NPAKTHUECKOE ampoOMpOBAHUE BO3MOKHOCTH MPUMEHEHUS
MOJIy4€HHOTO MaTepHalia B KaueCTBE apMUPYIOIIEH J0OaBKH B CIIJIaBaX U KOMITO3UTHBIX
MaTepuanax.

JIist nocTrKEeHMS 1IeTT ObLTH TTOCTABIICHBI CIICAYIONIHE 3a/1a4H:

1. Pa3paboTka TexHoIIOTHN KapOOTEPMUUECKOTO CHHTE3a KapOuaa KpeMHUs B

neyax, paboTarolux B aTMoc(epe Bo3ayxa.
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2. OkcnepuMeHTalbHOE omnpeaeneHue 3(HEeKTUBHBIX MapaMeTpOB CHUHTE3a U
COOTHOIIEHUN HCXOIHBIX KOMIIOHEHTOB, OOECIEUMBAIOIIUX MaKCHUMAaJIbHBIA BBIXOJ
KapOuaa KpeMHUS MOCJie CUHTE3A.

3. W3yuyenue cocraBa, CTPYKTYpbl B (PU3UYECKUX CBOWCTB CUHTE3UPOBAHHOTO
KapOuaa KpeMHHS B 3aBUCMMOCTH OT MOJIYYEHHBIX PACUETHBIX MapaMeTPOB.

4. MopenupoBanue nporeccoB B cucreme Si—O—-C ans temmnepatyp 1400—
1700 °C, teopetrnyeckoe ompeaeneHue 3p(HEKTUBHBIX TEMIEPATyp M COOTHOILICHU,
o0ecreurBaroIMX MaKCUMaJIbHBIN BBIXO1 KapOuIa KPEMHHUSL.

5. OnpeneneHne  BO3MOXKHOCTM — IOJIYYEHHs] KEpaMHUKM Ha  OCHOBE
nosyuyeHHoro SiC, a Takke BO3MOXHOCTh BBEJICHUE TIOJyUYEHHOTO MaTepralia B CIIaBbI
B KaueCTBE apMUPYIOIIEH 100aBKH.

Hay4ynasi HOBHU3HA

BriepBbie B yCIIOBUSIX 3alIUTHONM aTMOC(EPDI, CO3/1aBAEMON MPOAYKTAMHU PEaKILIUH,
MOJYyYeH  BOJOKHHUCTBIM  MaTepuan  CTPYKTypHO  cooTBeTcTBytomuid  3C-SiC
monupukanmu kapobuna kpemuus. [lomyueHHblie naHHBIE 00 00BEMAxX M COCTaBe
ra3oo0pa3HbIX MPOAYKTOB, 00pa3yIOIIUXCS B XOJI€ pEeaKklyu, MO3BOJISIIOT CO37aBaTh B
peaxTope 3alMTHYI0 aTMochepy AJis MPOBEIEHUS CHUHTE3A.

BriepBble ycTaHOBIEHBI MapaMeTpbl CHUHTE3a KapOuaa KpEeMHHUsS B PEKTOpax ¢
ABTOHOMHOM 3alUTHONW aTMOc(epoil U MOITyYEeHO UX TEOPETUUYECKOE MOJTBEPKACHUSI.
[TonoOpaHHble COOTHOILIEHUS, TPAaHYJIOMETPUUYECKHII COCTaB MCXOJHBIX PEarcHTOB
MO3BOJISIIOT ~ UCKJIIOUUTH  OMEpalMi0 XMMHYECKOW OYMCTKM KapOujga KpEeMHUS.
[TomyuenHble AaHHBIE MO3BOJSIOT pa3padaThIBaTh TEXHOJIOTUH HU3KOTEMIIEPATypHOTO
KapOOTEpPMHUUYECKOTO CHHTE3a KapOuaa KpeMHHUSI.

IIpakTH4eckas 3HAYUMOCThH

B pabote mpoBeneHbl UCCIENOBaHMS MO ONPEIEICHUIO BIUSHUS COOTHOIICHHIA
UCXOJIHBIX KOMIIOHEHTOB, TEMIEpaTyphl M BpPEMEHHM CHHTE3a Ha KOJIUYECTBO
MoJIy4aeMoro kapomuaa KpeMHusi 1 00bEMa 00pa3yromuxcs ra3000pa3HbIX MPOIYKTOB.
[TomyueHHble SKCIIEpUMEHTANIbHBIE JaHHBIE COTJIACYIOTCS C TEPMOJAWHAMUYECKUM
MOJICIMPOBAHUEM, YTO TIO3BOJISIET HA HMX OCHOBE pa3palboTaTh MPOMBINLICHHYIO

TCXHOJIOTUIO IIPOU3BOACTBA SiC ¢ MakcHMMaJIbHO BO3MOKHBIM BBIXOJOM KOHCYHOI'O
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npoxaykra. [lonydeHnslit kapOu KpeMHUSI UMEET YHUKAIBbHYIO Pa3BUTYIO TOBEPXHOCTD,
YTO MO3BOJISIET UCHOJB30BATh €r0 B KAYECTBE HAIOJIHUTEIS JIs1 CHHTE3a KEPAMHUYECKHUX
u MeETaNIOKePaMUYECKUX MaTepHuasoB. CuHTE3UpOBaHHbBIE oOpas31ibl
METAJJIOMATPUYHBIX KOMIIO3UTOB HAa OCHOBE Mg 1 Al ¢ UCTOIB30BaHUEM MOTYYEHHOTO
KapOuga KpemHusi, uMeeT O0oJiee BBICOKYI0 MHUKPOTBEPAOCTh W MEXaHUYECKUE
XapaKTEPUCTUKU OTHOCUTEJIBHO MATPUYHOIO CIUIaBa U MOTYT HAWTH NMpPUMEHEHUE B
MalIMHOCTPOEHUH.

OcHoBHBbIE N0JI0KEHNSI, BBIHOCHMbIE HA 3AIIUTY

- TEXHOJIOTHSl TOJY4YeHHs YIbTPAaJUCHEPCHOro [-kapOuaa KpeMHUsS B TMeYax,
paboTatonumx 6e3 3aMTHOI aTMOC(hEepH;

- TEXHOJIOTMYECKHE MapaMeTphl Mpoliecca CUHTE3a YIbTPAIUCIIEPCHBIX MOPOIIKOB
kapouna kpemuus 3C-SiC(P) ™Moaudukanuu, TrpaHyJIOMETPHUUECKUA COCTaB H
COOTHOIIEHHE UCXOAHBIX KOMIIOHEHTOB;

- pe3yabTathl MojaenupoBanus B cucteme Si—O—C s remnepatyp 1400-1700 °C
B OTKPBITBIX CHCTEMAX;

- pe3ynbTaTbl TOJYYEHHS KEepaMUKHM U METAJUIOMATPUUYHBIX KOMIIO3UTOB,
apMUPOBAHHBIX J00aBKaMM Ha OCHOBE YJIbTPAJUCIEPCHBIX TMOPOIIKOB KapOuaa
kpemHust 3C-SiC(B) moauduxanuu.

Anpobanusi padoThI

Marepuanbsl, NOJY4YEHHbIE [PU BBIIOJIHEHUH MCCIEI0BAaHUN HEOJHOKPATHO
JOKJIaJIbIBAIMCh Ha Beepoccuiickol MoJtoiekHOM HaydHOW KOH(DepeHInu «MuHepabl:
CTpOEHHE, CBOMCTBA, MeTOAbI HccienaoBanuss» (Muacc 2009 r., 2010 r., ExarepunOypr
2014 r.), BecepoccuiickoM MUHEpAIOrH4ecKoM ceMuHape «l eomaTepualibl 411 BBICOKHX
TEXHOJIOTHM, anmasbl, 01aropoiHbie MeTauibl, camolBeThl TumMaHo-CeBepoypanbCKOro
pernona», (CeixkteiBKap, 2010 r.), XVI  PoccuiickoM cOBEWIaHWHd MO
sKciepuMeHTalbHoM  MuHepanoruu (YepnoromoBka, 2010 r1.), Bcepoccuiickom
coBenjanu «CoBpeMeHHbIE MpOOJeMbl H3Y4YEHUSI M HCIOJb30BAHUSA MHUHEPAIbHO-
CBIpbEBOW 0a3bl KBapmeBoro chipbsi, (Mwuacc, 2011 r.), XVIII wmexaynapomnom
coBemjanun «Kpucramioxumusi, peHTreHorpagusi U CHEKTPOCKOMHS MHUHEPAIOB)

(ExarepunOypr, 2014), Bcepoccuiickoil koHQEepeHIIuU ¢ MEXIyHAPOAHBIM Y4acTHEM
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«Xumusa TBepaoro Tena u (yHkuumoHanpHble Mmatepuanb» U XII Bcepoccuiickom
CUMIIO3UYME C MEXIYHApOAHBIM ydacTHeM «TepMOIMHAMHMKA W MaTe€pUaIOBEICHUE)
(Cankr-IlerepOypr, 2018).

JIMYHBIN BKJIAX

Pe3ynbraThl, COCTaBIAIOIIME OCHOBHOE COJIEPKAHHUE [UCCEPTALMM, IOJyYEHbI
aBTOPOM CaMOCTOSITEJIbHO. ABTOPOM MPOBOAMIUCH SKCIIEPUMEHTHI 110 CUHTE3Y KapOuaa
KPEMHHS U ONPEIEICHUIO TEXHOJOTMYECKHX NapamMeTpOB IPOLECCa, a TAKKE aBTOP
MPUHAMAJI YYACTUE B CUHTE3€ KOMIIO3UIIMOHHBIX MATEPHAIIOB HA OCHOBE ITOJIYYEHHOIO
MaTepuaja M MPOBEACHUM aHAJIM30B Ha BCeX dTamax uccienoBanuil. OOcyxaeHue u
UHTEpIIpETalUsl JKCIEPUMEHTAIbHBIX W TEOPETUYECKUX JAHHBIX MPOBOJUIUCH
COBMECTHO C HAYYHBIM PYKOBOJMTEIIEM, a TAKKE C COABTOpaMU MyOIUKALIHA.

CreneHb 10CTOBEPHOCTH MOJYYE€HHBIX Pe3ybTaTOB

OOGOCHOBAaHHOCTh U JOCTOBEPHOCTH PE3YJIbTATOB HCCIEAOBAHUS OMPENEseTCs
UCIIOJIb30BAaHUEM COBPEMEHHBIX AaTTECTOBAHHBIX METOJIMK M TMOBEPEHHBIX CPEJICTB
u3Mepenuil. [lomyuennsie B paboTe pe3ynbTaThl JEMOHCTPUPYIOT XOPOILIEe COTIacue C
pe3yJbTaTaMu  SKCIEPUMEHTOB JAPYIMX MCCIENOBaTelied M HE MPOTUBOpEYaT
COBPEMEHHBIM TEOPETHUECKUM MPEICTABICHUSM.

DuUHAHCOBAs MOAAEPKKA

PaGoTta BbIMOJHEHA B paMKax BBINOJHEHUS TOCYJAPCTBEHHOTO 3aJlaHus
MunoOpnayku Poccun (mpoext Ne 11.9643.2017/8.9) u npu noaaepx ke KOMILUIEKCHON
nporpaMmbl GyHIAMEHTAIBHBIX HayudHbIX uccienoBannii YpO PAH Ne 18-10-5-16
«Co31aHue KEpaMUYECKUX W  METAUIOKepaMUYECKHX KOMIIO3UTOB HAa OCHOBE
yIBTPAJAUCIIEPCHOTO KapOuia KPEMHUS.

O0bem padoThI

JluccepTanisi COCTOMT W3 BBEIEHUS, IATH TIJaB, PACKPBIBAIOIIUX OCHOBHOE
coiepxaHue paldOThl, 3aKJIIOYEHUS M CIHCKa JuTeparypbl u3 118 HammMeHOBaHUH,
n3jokeHa Ha 121 cTpaHuIlaXx MAIIMHOMUCHOTO TEKCTa M COAEPKUT 77 PUCYHKOB 22
TaOJHIIBI.

baaronapuocTu

ABTOp BBIpaXkaeT 0J1aroJapHOCTh HAYYHOMY PYKOBOIUTEIIO TOKTOPY XUMUYECKUX
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Hayk B.E. EpemsieBy 3a BceCTOPOHHIOIO TOMOIIb B BBIIIOJTHEHUH BCEX 3TANOB PaOOTHI.
ABTOp uckpenHe OmaromapeH uieH-koppecnonnenty PAH B.H. Aundwunorosy (IOY
OHI[ Mul' YpO PAH), kanaunaty texnuueckux Hayk P.III Hacweipory (FOY ®HI]
Mul" YpO PAH), kangunaty reoi.-muH. Hayk C.A. CanykoBy (FOY ®HI[ Mul" YpO
PAH), kangunaty reon.-muH. Hayk [[.A. AptembeBy (FOY ®HIl Mul' YpO PAH),
kaHauaaTy reoi.-muH. Hayk M.B. IlltenGepry (FOY ®HIl Mul' YpO PAH), 3a
BHUMaHHUE K paboTe U IIEHHbIE PEKOMEHIAIMU. ABTOP UCKPEHHE MPU3HATENEH TIOKTOPY
xumuueckux Hayk FO.II. 3aiikoBy (UBTD YpO PAH, ExarepunOypr) u kanauaaTy
xumudeckux Hayk A.B. CysmameuneBy (MBTD VYpO PAH, ExarepunOypr) 3a
HEOIICHUMBIA BKJIAJI B BBIMOJTHEHUH SKCIIEPUMEHTAILHON dacTu paboTel. [IpoBeneHue
TEPMOJIMHAMUYECKUX PACUETOB CTAJI0 BO3MOXKHBIM OJjarojapsi JOKTOPY XHMMHYECKHX
Hayk E.A. Tpopumoy (PI'AOY BO IOVYpI'Y (HNY), Uensabunck). ABTOp BbIpaskaeT
omarogapHocth reH. gupekropy OO0 «COM3» N.I'. Upterory, riaBHOMY TEXHOJIOTY
000 «COM3» A.N. Uprerosy, noktopy Texunueckux Hayk C.}O. Xpumuenko (MMCC
¥YpO PAH, Ilepwms). [IpoBenenre aHaTUTHYECKUX HCCICIOBAHUN OBLIN OCYIIECTBICHO
py NOMOIIM KaHAMUJaTa reojl.-MuH. Hayk W.A. briimHoBa, kaHAWAaTa reojl.-MUH. HayK
I1.B. XBopona (FOY ®HI[ Mul" YpO PAH), pykoBogutens FOxHo-Ypansckoro LIKII
nokTopa reoi.-MuH. Hayk B.H. Ynmaunna u pykoBoautens LIKII «CocrtaB BemiecTa»
noktopa xumuueckux Hayk M.B. AnanbeBa (MBTD YpO PAH, EkatepunOypr).
OtnenpHast  OMAroJapHOCTb  COTPYAHUKAM  Ja0OpaToOpuu  HKCIEPUMEHTAIBHOU
MuHepasioruu u ¢pusuku muHepanos KOY ®HI[ Mul" YpO PAH, cnoco6cTBOBaBIIMX

YCTEITHOMY BBITIOJTHEHUIO PaOOTHI.
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I'JIABA 1. IUTEPATYPHBIM OB30P CBOMCTB U METO]IOB

[TOJIYYEHUA KAPEMJIA KPEMHUA

1.1. CroiicTBa KapOHua KPEMHHUS

Puznyeckue CBOMCTBA.

Kpemauss xapoun (xapoopynn) SiC — oauH U3 BaXHEHIIUX KapOWJIOB,
NpUMEHsSIeMbIX B TexHHKe [1]. B unctom Bume xapOua KpeMHHS IMpeacTaBisieT co0oii
OecLBeTHbIE KPUCTAUIbI, OOJAAAIOIIME aTMa3HbIM OJIECKOM; TEXHHUYECKHH MpPOAYKT
OKpaIlleH B 3€JICHbI WM CHHE-YEepPHBIA IIBET, KOTOPHIH 00yCIaBIMBACTCS HATHMYUEM
npumeceid. KapObun kpeMHusi CymecTByeT B BUAE JBYX OCHOBHBIX KPHCTAJUIMYECKUX
monupukammsx: kyouueckor B-SiC, crabunpHoil no npubnusurensHo 2000 °C wu
rekcaroHasibHO# 0-SiC, cTaOMIBbHOM TpU Kak Mpu 0oJiee HU3KKX, TaK B 00J1e€ BRICOKUX

Temriepatypax (pucyHok 1.1.) [2].

Pucynoxk 1.1. [To3uruun aToMOB KpEMHUS U YIJIEpoJia B dJIEMEHTapHOM sueiike kapouaa

kpemHuus B riockoctH (1120): a-3C-SiC; 6-4H-SiC; B—6H-SiC.

KyOudeckass Momupukanuss HMEET OJHY CIUHCTBCHHYH KPUCTAUTMYECKYIO
dbopmy, 0651aTaI0IITYI0 aTMA30IIOA00HOM AIIEeMEHTapHOH sueikoi ¢ mepruoaom a=4.3596
A, rexcaronanpHas Moamdukanus uMeeT Oombmoe umciao Qopm  (okono 20),
pa3IMYaroIIUXCsl TIEPUOJIOM C TeKCArOHAJIBHOW HIIM POMOO3APUUECKOM dIIeMEHTApHON
sueiikn: a = 3.0806 A u ¢ = n*2.512 A, rme n —KoAMYECTBO CIOEB B HIEMEHTAPHOM
syeiike. OMHOW W3 TPUYMH OOpa3oBaHMs PA3IUYHBIX (GopM TekcaroHaabHoro SiC
SIBJIAFOTCST TIpUMeECH W Je()eKThl pPOCTa KPUCTAIIOB, KOTOPHIE BIMSIOT HA YHUCIO U

pacrnpeneeHue BUHTOBBIX JTUCIOKALIHM.
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Kapbun kpemuusi miaButcs npu 2830 °C c¢ pasnoxxkenueM. TemmepaTypHbIN
KOO (PUIIMEHT JUHEHHOTO pAaCIIMPEHUs] TOBBIMIAETCS C POCTOM TEMIEPaTyphl,
cocrapiss 1 Kyondeckoi mogupukamyun 4.5x107 mpu 300 °C u 5.4x107° mpu 1200 °C
[3]. TenmmonpoBogHOCTH KapOuia KpeMHust paBHa 4—5 BT/cM, TemnoeMkocTs ¢p,= 26,86
Jx/mons K [3].

B uucrom Buae kapOuj KpemMHHUS SBISieTCS H30JsTOpoM. B 3aBHcHMOCTH OT
XapakTepa npuMeced MNpHOOpeTaeT MOJYNPOBOJHUKOBbIE CBOWCTBA C N- WM P-
MPOBOAUMOCTEIO [4; 5]. Y nenbHOE JIEKTPOCONPOTHUBIICHUE TEXHUUYECKUX 00pa3ioB SiC
MOXET MEHSTHCSI Ha MHOTO MOPSAJKOB B 3aBUCUMOCTH OT KOJUYECTBA NIpUMeEceH
METaJUIMYECKOr0 KpeMHHUs. TemmeparypHblid KOI(POUIIUEHT 3IEKTPOCOTPOTUBICHUS
OTPULIATENLHBIN COMPOTHUBJICHUE C TMOBBIIICHUEM TEMIIEpaTyphbl IMajJaeT 3a CyeT
YBEJIMYEHUS KOJMYECTBA 3JIEKTPOHOB MEPEXOASIINX B 30HY MPOBOIUMOCTU. B Tabnuie

1.1. mpuBeieHbI XapaKTEPUCTUKN HanboJee pacpoCTpaHEHHBIX MOIUTUIIOB SiC.

TabOmura 1.1.
OCHOBHBIE XapaKTEPUCTHUKKA HAWOOJIee PACTPOCTPAHCHHBIX IOJIUTHUIIOB KapOwuia

KpeMHusl. [3,6]

XapakTepucTuka 3C-SiC 2H- SiC 4H- SiC 6H- SiC
NOJINTHIIA (B- SiC) (a- SiC) (a-SiC) (a- SiC)
CrpyieTypHa F43m P63mc P63mc P63mc
rpymmna
I'excaronanbHOCTB, % 0 100 50 33
[Iepuon peuieTkn, HM
0.43589— | 0.30753 - | 0.3070— 0.3073 —
: 0.43596 0.3081 0.3081 0.3081
0.5031 — 1.0053 — 1.510092 —
: B 0.5048 1.008 1512
Tabau4yHBIC 3HAYCHUS, HM
a 0.4359 0.3079 0.3073 0.3080
C - 0.5053 1.053 1.5117
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Mexanuyeckue cBOiCTBA.

KapOua kpeMHUS MMEET UCKIIOYUTEBHO BBICOKYIO TBEPIOCTh, YCTYyMas TOJIBKO
anmasy u Kkapouay 6opa. TBepaocth kapOuaa kpeMHus 1o 1mkaie Mooca pasHa 9.5-9.7
[7]. Marepuan Xpynkui, yCTOMYHMB B pa3IMYHbIX XUMHYECKUX CPEAAX, B TOM YHCIIE IIPH
BBICOKMX TemmepaTypax [8]. B Ttabmuine 1.2 mpuBeneHbl MEXaHMYECKHE CBOMCTBA
HEKOTOPBIX MOJUTUIIOB KapOu1a KpEeMHHUS.

Tabnuma 1.2.

MexaHnuecKre CBOMCTBA MOJUTHUIIOB Kapouaa KpeMHus [9]

XapakTepucTrka 3C-SiC 4H-SiC 6H-SiC
MOJIMTHIIA (B-SiC) (a-SiC) (a-SiC)
IInoTHOCTH, T/CM,
3.210 3.211 3.210
300 K
TBepnocth no mkane Mooca 9 9 9
[ToBepxHOCTHAs

2900-3100 2900-3100 2900-3100

MUKDPOTBEPIAOCTh, KI/MM?

Koaddunment o6bemMHoro

250 220 220
cxarus, [Tla’!
Monaynbs yopyroctu (MOIYIIb
Yk JIPY (mony 748 748 748
Onra), I'Tla
Koaddunment
0.45
Ilyaccona

XuMHYecKHe CBOicTBa

XuMuyeckasi CTOMKOCTh KapOujga KpeMHHUs O4YeHb BbICOKA. M3 KHCIOT Ha Hero
JEHCTBYIOT TOJBKO CMECh a30THOM M IJIAaBUKOBOH, a Takxke QocdopHas KuCIoTa Mpu
temneparype 230 °C. [10 — 12].

3SiC+18HF+8HNO3=3H,[SiF6]+3CO,+8NO+10H,0 (1.1)

XJ0p B3auMOAeCcTBYyeT ¢ kapouaom kpeMuus yxe npu 400—-600 °C u noaHOCTHIO
paznaraert ero nipu 1200 °C.

SiC+2C1L=SiCl,+C (1.2)
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OT oxucieHus KapOuJa KpEeMHHS TpeJoXpaHseT IUIeHKa KpEeMHEe3eMa,
oOpa3ymolascsi Ha €ro IOBEPXHOCTH. MeJIeHHOe OKHUCIeHHEe KapOuja KpeMHHUS
HaunHaercs npu 800 °C. CKOpOCTh OKUCIEHUS B TOKE KHCIOPOAA 3aBUCUT OT YHUCTOTHI
kapouna kpemuus. Boimie 1700 °C kapOun KpeMHUSI JHEPIUYHO OKUCISETCS.

Oxucnenve kKapOuaa KpeMHHsI MpPU HEJAOCTATKE KHCIOPOJa U B IMPUCYTCTBUHU
pacTtBoputenied kpemHeszema (1enodeit, pochopHO KUCIOTH U JIp.) MPUBOJUT K €r0
Pa3IOKEHHIO C BBIIEJICHUEM YTJEpoa NpU OTHOCUTEIBLHO HU3KOW TeMiepaType (200—
250 °C). PacnaBiieHHbIe 1IENTOYM U KapOOHAThl B MPUCYTCTBUU KUCIOpPOAA BO3AyXa
B3aMMOJCHCTBYIOT C KapOUIOM KPEMHUS IO CXEME:

SiC+Na,C0O5+20,=Na,Si0;+2CO, (1.3)

SiIC+2KOH+20,=K,S103+H,O0+CO, (1.4)

[Ipu B3auMoOneHCTBUM KapOUJ KpEeMHHS C THUAPOKCUIOM HATpHsl 00pas3yrorcs
CUJIMKAT HATPHs M KapOOHAT HATPHUSI.

SiC+4NaOH+20,=Na,Si103+Na,CO3+2H,0 (1.5)

PacmiaBbl CTEKON M KUCHBIX IIUIAKOB, PACTBOPSS IUIEHKY KPEMHE3EMa, YCKOPSIOT
oKucjeHue kapOujga kpeMHus. OCHOBHBIE OKHCIBI pa3pyllaloT KapOua KpEeMHHS:
OKHCJIBI IEN0YHO3eMeENbHBIX MeTauioB — npu 1000 °C, OKHUCHBI TSXKEIBIX METALIOB
(FeO, NiO, MnO) — npu 1300-1370 °C, Fe,O3 — npu 1000-1200 °C. C xpemHe3eMOM
KapOux KpemHuss He pearupyer pgaxe npu 1900 °C. PacmmaBbl MeTasuios,
B3aMMOJCHCTBYS ¢ KapOUIOM KpEMHUs, 00pa3yroT KapOuabl U CHIUIUABI METAIIOB [7].

IHoaynpoBoaHMKOBbBIE CBOICTBA.

KapOun kpeMHus sBISeTCS BBICOKOTEMIIEPATYPHBIM MOJTYIIPOBOJHIUKOM, CBOMCTBA
KOTOPOTr0 3aBHUCAT OT MPUCYTCTBUS mpuMmecer. Kpucraibl 04eHb BBICOKOM YMCTOTHI
UMEIOT Ype3BbIYailHO HU3KYIO MPOBOJMMOCTh B YCIIOBUSX HU3KUX TEMIIEpaTyp MpHU
OTHOCUTEILHO MIMPOKOHW 3ampernieHHoi 30ue [13]. Jlnsa xkyOuueckoir momudukanum o-
SiC mmpuHa 3anpenieHHOW 30HBI MO Pe3yJIbTaTaM HKCIEPUMEHTAILHOTO H3yUEHHUs
NOTJIONIEHUST CBETa NEPBOHAYAIBLHO OIEHMBAjach MpUOIM3UTENbHO B 2.2 3B mpu
KoMHaTHOW Temneparype [14; 15]. Oanako Oosiee MO3AHHE HMCCIEAOBAHUS CIIEKTPOB
(GOTOMOMHUHECIIEHIIUY MPU HU3KUX TeMIiepatypax [16] u u3amMepeHus MoriolieHus npu

4.2 K panmu Bennuuny 2.390 3B. na B-SiC mmpuHa 3anpenieHHoN 30HbI 3aBUCUT OT
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TUna cTpykrypbl. OHa HaMHOro 60JbIne, yeM A a-SiC, u kKonebneTcs B mpeaenax a0
3 3B [16]. Paznuune B 1BeTe YHCTHIX KyOMYECKUX M TE€KCAarOHAJIbHBIX KPUCTAIIOB
CBS3aHO MMEHHO C 3TOM pa3HUlEH B IIUPHUHE 3ampelieHHON 30HbI. Tak, KyOuudeckas
Mou(UKAIMS UMEET JKEeNTHIA LBET, KaK B OTPAKEHHOM, TaK M B MPOXOJISIIEM CBETE,
TOTJIa KaK YMCThIE T€KCArOHAJIbHBIE KPUCTAILIbI O€CLIBETHBI.

[IpucyrctBue mnpumecedl BIuseT Kak Ha TMOIMVIOLIEHUWE CBeTa, TaK W Ha
npoBoauMocTh. Jlokazano [17; 18], uro 3emnensiii niBeT SiC MOXKeT OBITH 00YCIIOBICH
NPUCYTCTBHEM a30Ta, a CHHUI — amoMuHusA. Kpucramibl, cogepkaiue B KayecTBE
OCHOBHOI TpHUMeCH aJlOMUHUM, 00Jalal0T MPOBOJUMOCTBIO P-TUMA C AKIENTOPHBIM
ypoBHeM Ha 0.30 »B Beimie BaneHTHOW 30HBI [19; 20], Torma kak KpHUCTaJIbI,
coziepXkaiiye a3oT, UMEIT MPOBOAUMOCTh N-THMA C JOHOPHbIM ypoBHeM Ha (.08 3B
HWKE 30HBI IPOBOJUMOCTH. DTO O3HAYAET, YTO HE BCE aKLENTOPbl HOHU3UPOBAHBI IIPU
KOMHATHOM Temrmepatype, U SiC p-Tuma npu HOPMaJbHBIX YCIOBUSX HAXOAMUTCS B
nepexoaHo 001acTi. ITUM 00YCIOBIEHBI 3HAYUTEIbHbIE U3MEHEHUS TIPOBOJUMOCTH B
3aBUCHUMOCTH OT TeMrnepatypsl [19].

3aBUCUMOCTB 3JIeKTponpoBogHOCTH SiC OT TeMnepaTyphl CBsI3aHa C U3MEHEHHUEM,
KaK KOHIEHTpPAlWW, TaK U TOABM)KHOCTH CBOOOJHBIX HOCHTENEH 3apsanoB. BrusHue
KKJI0TO M3 3TUX (DAKTOpOB B OTAENBLHOCTH ompezeneHo Ban Jlaanom ¢ coaBTopamu
[20]. YaensHoe conportupienue SiC npu KOMHATHON TemIiieparype koseosercs ot 105
OmecM s 9uCTBIX 00pasioB A0 10 OMecM A CHIIBHO 3arps3HEHHBIX KPUCTAJUIOB.
Kappomnn [21] mokaszan, uto compoTuBieHue OecrBeTHOro SiC MOXXHO yMEHBIIIHTH
HarpeBaHUEM 3TOro MOJIYNpPOBOAHMKA 10 Temreparyp Bbime 1500 °C, HO Huxe
Temneparypbl nepekpuctaumzanuu (2150-2200 °C) B armocdepe azora, BoAopoaa
WM aproHa, a ConpoTuBiieHue 3eeHoro SiC MOKHO CHU3UTh HAarpEBaHUEM €T0 B a30Te.
[ToxBmxHOCTH CBOOOMHBIX HOCUTENEH 3apsaaoB B SiC meHbIne, yem B Si u anmase [20].

da3zoBas nuarpamma Si-C.

B cucreme kpeMHUM-yriaepo]] yCTAaHOBJIEHO CYIIECTBOBAHUE OJIHOIO COEIUHEHHUS
SiC. Uzyuenue auarpamMmbl cOocTOsiHUS cucTeMbl Si—C BechbMa 3aTpyAHUTEIBHO. DTO
CBSI3aHO C BBICOKOM XMMHUYECKON aKTMBHOCTHIO M YIPYTOCTHIO MapPOB PACILIABIEHHOTO

KPEMHHUS, a TaK)Ke HATMYMEM MHOTOYMCICHHBIX KpucTammuyeckux Moauduxammii SiC.
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B pabGore [22; 23] mpenacrtaBieHbl AMarpaMMbl A pa3HBIX JaBlIeHHM Oe3 ydera

CyIecTBOBaHMs KpucTaymmdeckux moaudukanuii SiC (pucynox 1.2).

4000
1 atm. 300 aTtm.
3500 - - C+X
sic
O n+C Map (M) \
om_ 3000 st 3000 \
~2700
< n+X C+0-SiC
b a-SiC+
S 2500 Ic+e-siC +1 B a-SiC+XK
E .
% ~2000 | «-SiC+X ~2000
e 2000F—-=-=—-=--FI - ;;;{ ———————————
-SiC+
C+B-SIC > C+p-sic | B-SICHK
1500 | 1414 =
B-SiC+Si
1000 | 1 | | 0 | | | |
C 20 40 60 80 Si C 20 40 60 80 Si
Si, % (aT.) Si, % (aT.)

Pucynok. 1.2 ®a3oBas nuarpamma cocrosiaus Si-C [22; 23].

[IpenenbHast pacTBOPUMOCTH yriiepoaa B KpeMHuu coctasisieT 0.6 % (mo macce).
HccnenoBanue coequHeHui B ooactu coctaBoB Si—SiC mokasano HaM4uue AByX ¢as —
TBEPJIOTO pacTBOpa yrjiepoJa B KpeMHHH W KapOuma kpemuus [24]. B oOpasmax
coctaBoB SiC—C nabmomaercs Hanuuue SiC u yriepojaa, IpudeM JJIUTEIbHBIN OTXKUT B
Bakyyme mpu temmeparypax 2000-2100 °C npuBOAMT K JuccoLMaluu KapOuia
KPEMHUS, UCTIAPEHUIO0 KPEMHHUS U BBIICTICHUIO CBOOOTHOTO yTIepo/Ia.

KapOug kpemHHs CylIeCTBYeT B BHUJE JIByX OCHOBHBIX KPHUCTaNIMYECKHUX
moaudukanmii: kyomaeckoro -SiC u rekcaronansHoro o-SiC. TemmepaTypa mepexosa
OJIHOM MoAu(UKaIMU B JAPYTyI0 JOCTaTOYHO TOYHO HE ompeneneHHa. KyoOuueckas
momudukanus B-SiC ycroituuBa tpu Temreparype no 2000 °C, a rekcaroHaibHas o-
SiC ctabunbpHa npu Ooniee BeICOKUX Temreparypax. [lo apyrum nanueiM o-SiC MoxeT
00pa3oBbIBaThCs Ipu Temiieparypax Hke 2100 °C napamensHo ¢ B-SiC [25]

OpnHako, Ipy MPOBEAECHUH IKCIEPUMEHTOB PA3TUYHBIMU HCCIIEIOBATENSAMU ObLIO

YCTaHOBJICHO, YTO B OOJBIIMHCTBE cliydaeB cHadana obpasyercs B-SiC, a mepexona B o-
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MOIU(UKAIMIO IPOUCXOANUT MPH MOBBIIEHUH TEMIIEPaTyphl [25]. DTO MOATBEPKIEHO B
paboTax, B KOTOPBIX BBIYUCIIEHbI KOHCTaHTHI cKopocTu mpespaiuenus B-SiC B a-SiC
npu temneparypax 2100 u 2300 °C, a Takxe DdHeprus akTUBAIMU Mpoliecca
npeBpainieHusi, paBHas 662 kJ[>k/Moab. DTO OIM3KO K 3HAYCHHWIO TETUIOTHI UCTIAPCHUS
SiC B aTom unTepBasie Temneparyp 557 kJx/monb [23].

Kpucrananyeckas crpykrypa u nojautunusm SiC.

Kapbun kpemHHss B TEYEHHME JIMTEIBHOTO BPEMEHH OBLI €IUHCTBEHHBIM
M3BECTHBIM MOJMUTUIIHBIM BEIIECTBOM, U MO3TOMY Haubosiee moApoOHO u3yueH. [loutn
BCE TEOPHUH IMOJIUTUIU3MA TEPBOHAYAILHO OCHOBBIBAJIHNCH HA JAHHBIX, MOJYYECHHBIX
npu uzydeHun SiC [23]. [TomHoe omucanue pabOT MO U3YUYEHHUIO TIOJMTUIIOB KapOuaa
KpeMHUs NpuBoUTCs B pabote A.P Bepma [25].

Mopdomorust kpuctamuioB SiC Obula M3y4eHa C TOMOIILI0 ONMTHYECKHUX METOJIOB
3a10Jr0 A0 TPOBEACHHS  PEHTTEHOBCKUX  HUccienoBaHuil. bputnm  omucaHbl
HaOmoatonecss (GopMbl, a TakKe 3aKOHbI JBOMHUKOBaHMS. VICHONb3ysd TOIBKO
ONTUYECKUE METOAbl, OBbUIM OTKPHITHI mepBbie Tpu Moaudukamuu SiC. B
MOCJIEIYIONIEM, C pPa3BUTHEM ammapatypbl M METOJUK HCCIEAOBaHUM, TaHHBIE O
MOP(}OJIOTHH KPUCTAIIIIOB KapOuaa KpEeMHUHU ObUTH pacIIMipeHbl U TOMOJHEeHbI [26-29].

[lepBoHavalibHbIE CTPYKTYPHBIE HUCCIEAOBAHUS C MOMOIIBIO JIay3rpamMM, CHSITBIX
nepreHaukysspao [0001], oOHapyXWiIM HE TOJBKO TE€KCAaroHaJbHYH) CHUMMETPHIO
(cBsI3aHHYIO C JIBOWHUKOBAaHUEM), HO TAaKXkKe HAJIMYME CPACTaHUW JBYX MOJIUTHUIIOB,
JAIOIMX OOINYI0 PEHTTeHOBCKYI0 KapTuHy. bepnuk m OysH B cBoux pabortax
YCTaHOBUJIM, YTO B CTPYKTYpE M3y4YE€HHOr0 MMHU HojuTHma atombl Si M C 3aHUMAIOT
y3JIbl IBYX WACHTUYHBIX TPAHELIEHTPUPOBAHHBIX POMOOSIPHUUECKUX PEIIETOK, OMU3KUX
K KyOM4ecKo#, Mpu4eM OJHa U3 HUX CMEIlleHa OTHOCUTENIbHO Apyroit Ha 0.36 nmepuona
[0001]. [24]. Ucturnras ctpykTypa 0-SiC Obuta Bmepsblie ompeneneHa XamioMm. OH
YCTaHOBWJI, YTO OHA CXOJHA CO CTPYKTYpOH ajiMaza C OTJIMYMEM B TOM, YTO IMOJIOBUHA
atomoB C mnpuHaaiexanye OJAHOW M3 TpaHEUEHTPUPOBAHHBIX PEIIETOK, 3aMelleHa
atomamu Si. B nmampHeiimemM ¢ momomiplo peHTtreHorpamm mopomka SiC  Obuto
JIOKa3aHO, YTO CTPYKTYpa XapaKTepU3yeTCs T'eKCAaroHaJbHOM IMIOTHEHIeNH yrnmaKkoBKOU

U, B TO K€ BpeMs, MPUHAICKHUT K CTPYKTYPHOMY TUITy anmasa. Toraa sxe Obu1 caenan
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BBIBOJI, YTO B OJHOM U TOM >X€ KpHUCTaJUIe HMeeTcsd Kak KyOudeckas, Tak H
reKcaroHajibHas ymakoBka atoMoB Si ¢ atomamu C, 3aHUMAIOMIMMH LEHTPHI
TETPa’IpOB.

H. Dcnur nmomyunn peHTreHorpaMMBbl BpallleHusl rekcaroHaabHoro nonautumna SiC-
I1 1 moNy4un JJIs Hero cielylolne NapaMeTphl FeKCaroHaabHoM sueiiku: a = 6.2 A, ¢ =
153 A. On ykasbiBam, uTo 3Ta sdeiika comepkuT 24 (opMyJbHbIE €IUHHIBI H
NPHHAIJIEKUT K IpocTpancTBeHHOM rpymie Cle, (= P63 mc), U IPUHSIL, YTO TOJMTHIIHI
I u III umeroT Takyro ke A4erKy, HO C APYTUM PacHpeleieHUEM aTOMOB BHYTPHU HEE
[25].

[lepBbie monHble cTpykTypHble naHHble it noautunos I, II u III B-SiC Obum
onybnukoBanbl H. OtTom B 1925 1. [25]. B paborax ObUI0 MOKa3aHO, YTO CTPYKTypa B
KOKJIOM OTIEIbHOM Cllydae COCTOMT W3 aTOMOB OJHOro copta, Hampumep C,
OKPYXKEHHBIX TOYHO IO TETPadJlpy YEThIPbMsS aTOMaMH JAPYroro copra Si, Mpuyem
HauMmeHblee paccrosHue Si—C coctasnser 1.90 A. OH ykasal, 4To 0JJMHAKOBOE TOUHO
TETpadIPUIECKOE pacmooxeHue aToMoB Si U C SBISIETCS OCHOBHBIM 3JIEMEHTOM BCEX
ctpyktyp SiC, U 4TO 37eMeHTapHble s4eiKd NoaUTUIOB B-SiC pa3nuyaroTcs TOJIbKO M0
croco0y pacroyioKeHUs TETPa3pOB B HaNpaBiieHUH ocu ¢. COrIacHO 3TOMY, ISl TAKOM
CTPYKTYpBbI BCE€ aTOMBI JOJKHBI JIE)KATh HA TPEX BEPTHUKAIBHBIX OCAX, MAPAJIIEIBHBIX
[001] u mpoxonsamux yepe3 000, 5 %5 0 u % 5 0. Hannsie, onyoiaukoBannbie H. OTTom,
JIETJIM B OCHOBY BCEX JIaJbHEMIINX CTPYKTYPHBIX padoT no uzydenuto SiC [30].

Jlanusbie, nonyyeHHbie OTTOM, OBUIM MO3XKE MOATBEPKIAEHBI C MOMOIIBIO aHATN3a
@yppe. YCTaHOBJIEHO pacHpelesiCeHUe AJIEKTPOHHOM IUIOTHOCTH BJOJIb HOPMaId K
0azanpHOMY TTMHAKOWTY Hem3BecTHOTO mosmtumna SiC. OmnpeneneHo, 4To TIOCKOCTH, B
KOTOpPBIX pacronararorcsi atombl C, OTCTOAT ofHa OT Apyroit Ha 2.53 A, a mnockoctu
aToMoB Si JieskaT npuonu3uTensHo Ha 1.90 A Beimie unm Huske nuockocteit atomos C.

Kpucramibl, B KOTOphIX ObLIM OOHAPY>KEHBI PA3IUYHbIC MOJUTUIIHBIE CTPYKTYPHI,
yalie BCEro MPEACTABISIIOT COOOM IJIOCKKE IUTACTMHKH, MapajulesibHbIE MIIOCKOCTH
[0001]. Ha sToif Hanbosiee pa3BUTON TI'paHW HEPEAKO HAOIIOAAIOTCS CIUpPATU POCTa
[25].

BOJBIIMHCTBO WM3BECTHBIX K HACTOSAILEMY BPEMEHHM CTPYKTYP HMMEET CHMBOJIBI



17

KnanoBa, KOTOpbIE OTPAaHUYCHBI YHCIaMHU 2, 3 1 4; UCKITIOUCHHUS COCTABIISIOT TOIBKO [3-
SiC, 2H, 174R u 24R wmomudukammu. Ho maxe s HUX MOCIENIOBATEIHLHOCTD
MHTEPBAJIOB aTOMOB BJOJIb JIIOOOW U3 OCEl CUMMETpUM OTpaHMYeHa yuciamu 2, 3 u 4,
xoTst B monutune 2H BooOIIe HeT aTOMOB HM Ha OJHOW W3 OCEH CUMMETPHUH, U €ro
MO>XHO CYHTAaTh B 3TOM CMBIC/IE UCKItOUeHHEeM. HuKakux mpuyuH HaOJI0Aar0MIerocs
OTpaHUYEHHUS B TMOCJEN0BATEILHOCTH WHTEPBAJIOB JI0 HACTOSIIET0 BPEMEHU HE
YCTaHOBJICHO.

Bce poM0Oosipudeckue MoaUTHUIIBI OTHOCSTCS K MPOCTPAHCTBEHHOM rpymme R3m.
['excaroHajpHblE TOJIUTUIIBI TPUHAIEKAT K MPOCTPAHCTBEHHOW rpymme P3ml;
uckimoueHue coctapisoT nonutunel 2H, 4H, 6H u 8H, xoTopble OTHOCSATCA K
IpPOCTPAaHCTBEHHOM rpymme P6smc. HekoTopble CTPYKTYpbhl — XapaKTepU3YHOTCS
HAJIO)KEHWEM CTATUCTUYECKOTO OECTopsaKa B PACIOJIOKEHUH CIIOEB HAa MMEIONTYIOCS B
HUX YHOPSJI0YEHHOCTb, B TO BpeMsl KakK APyrue MpeKkpacHo ynopsiaodeHbl. CTPYKTYyp ¢
MOJIHOCTBIO PA3yMOPSIOYEHHBIM PACIIPENETICHUEM CIIOEB 10 CUX MOP HE OOHAPYKEHO.

13 Bcex monuTunoB B npombiiiuieHHOM SiC yaiie Bcero Bcrpedaercs nmoautun 6H.
CrnenyomuMu Mo pacpoCTpaHEHHOCTH sBIsAIOTCS noiauTunsl 15R u 4H. Bece npyrue
MOJUTUIIBI BCTPEYAIOTCSI CPABHUTENIBHO PEIKO, B CIydae MX MPUCYTCTBUS OHU YacCTO
HAXOJIATCA B CPACTAHUU C APYTHUMU MOJUTUIIAMHU.

Moaudukamus 2H He BcTpeuaercss B npoMbiniieHHOM SiC. OHa Obia mosydyeHa
npu rta3zoBoMm kpekmHre CH;SiCl; mpu 1400-1500 °C B artmocdepe Bomopoja.
Moaudukamus 2H npeactasiser co0oi equHCTBEHHYI0 Moaudukamnuio ¢ nudpoit 1 B
cumBonie JKnanoa. KyOuueckas wmomudukanus B-SiC o00br4HO o00pasyeTrcss mpu
temriepatypax okoimo 1800 °C wum BcTpedaercs B 0oyiee  XOJOMHBIX YACTAX
anekTpuueckux nedeil. [loaToMy oHa cuMTanack HU3KOTEMIEpaTypHOU MoaupuKkanyen
B OTJIMuMEe OT BbICOKOTeMmepaTypHoil o-SiC. OmHako, MPOBEAECHHBIC HCCICIOBAHUS
CBHUJICTEJILCTBYIOT O TOM, u4TOo Momudukauus [B-SiC sBasercs MeTracTaObMIbHOM
MoAu(UKALMEN TpPU BCEeX Temmeparypax M o0pasyercs MHepBOMl B COOTBETCTBHM C
npaBWIOM cTyneH4aTsIxX nepexoqoB Octeanpaa. IIpu HarpeBanuu Beime 2000 °C ona
npeTeprieBaeT HeoOpaTuMoe npespanieHue B a-SiC tuna 6H; npupoaa storo nepexoaa

B [IOCJIE/IHEE BpEMs U3ydalach MHOTUMH HcciienoBaTessivu [25;31-33].



18

IIpeBpamenue B-SiC B a-SiC.

Kak yxe ykasbiBanoch Bbiie, B-SiC npeacraBisieT co00il HU3KOTEMIIEPATYPHYIO
moaudukamuo SiC. Ona oOpasyeTcss MPEeMMYIIECTBEHHO MpPH TEMIlepaTypax HUKE
2000 °C um mpeteprieBaeT MOHOTpPOMHOE mpeBpaiieHue B a-SiC mpu 0ojiee BBICOKHX
temrnepatypax. IloaToMy ee MOXHO paccMaTpuBaTh KaK  ONpPENENICHHYIO
TEPMOJIMHAMHUYECKYI0 a3y JAaHHOTO COEIMHEHMS] B OTJIMYUE OT MOJUTUNOB 0-SiC,
TEPMOJMHAMHYECKAs] yCTOWYMBOCTh KOTOPBIX COMHUTEJIBHA.

[lepBbIM HcciieoBaTENEM, KOTOPBIN MHUPOKO U3YUWII XUMU3M oOpazoBanus SiC u
ckopocth mpeBpameHus o-SiC u B-SiC mpu pasnuyHbix Temneparypax, Obur .H.
bayman [34]. On ycranoBw, uro mipu 2300 °C peakuust npoxoaut ObICTpo, XoTs B-SiC
HauyuHaeT MeuieHHo npeBpamathes B 0-SiC yxxe npu 2100 °C. JlaHHbIe, OCHOBaHHbBIE
Ha JIBYX IOCTPOEHHBIX MM JuIsl mporiecca npeBpamieHus o-SiC B B-SiC auarpammax
BpeMs - TeMIepaTypa, npuBeeHsl B Tadauie 1.3 [26]. [Ipu atoM npuaumMaercs, uto [3-
SiC cymiecTByeT npu «HYJI€BOM BpeMeHU», XOTs baymaH MCnoJyib30Ban HE KPUCTAILIBI
B-SiC, a cmech SiO; u C.

TabOmura 1.3.
Cxkopocts nipeBpamenus B-SiC B a-SiC [26]

CKOpOCTb MpeBpalIeHus CKopoCTb IpeBpaleHust
npu T=2100 °C pu T=2300 °C
Bpewms, c. C?OCTaB’ & : Bpewms, c. (?OCTaB’ & :
B-SiC | a-SiC B-SiC | a-SiC
0 100 0 0 100 0
300 86 14 300 16 84
600 81 19 600 5 95
900 63 37 900 1 99
1200 67 33 1200 0 100

[Ipy wu3yueHum mpoliecca cuUHTe3a OH YycraHoBwi, u4To [-SiC HauuMHaer
kpuctamuizoBatbesi pu 1400-1500 °C, u peaxkuust 3akanumBaercss npu 1700 °C.
bayman HenocpencTBeHHO HAOIIOAAN PEaKIUI0 MEXAY KPEMHE3EMOM U YIIIEPOJOM MPHU

temmneparype okoJio 2000 °C ¢ moMoInpi0 HarpeBaTeIbHOI0 MUKPOCKOIA U OOHAPYKWUII,
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YTO peakius mpoTekaeT odeHb ObicTpo U B-SiC oOpasyercs B TeueHue | MHUHYTHI U
menee [34]. CnemoBarensHo, ipu peakiuu Mexay SiO; u C BHagane obpaszyercs B-SiC
MoauduKalus, KoTopas 3ateM npespaiiaercs B a-SiC.

O HabOmOMEHUSIX, MPOTUBOPEYAIINX JTAHHOMY BBIBOJY, BIepBble coobmm P.U.
Cketic u I''A. Cmxk [22], xoropble ycTraHoBwiIHM, 4TO [-SiC MOXXHO Harperhb
npubusutenbHo 10 2830 °C, He BbI3BaB IMpPEBpaIlleHUs, M 4YTO KyOMYEeCKHUe M
reKcaroHajdbHble KpHCTauibl MOTYT pacT npu 2600 °C u3 mapoBoii (a3bl, HAXOIACh B
HernocpeacTBeHHOM KoHTakTe [22]. K. Moepc [31] momayuun KpUCTauibl KyOMYECKOTro
SiC meronom Ban Apkena npu temneparype okono 2100 °C. Kpome T0oro, oTKphITHE
CTPYKTYphI BropruToBoro tuma (tuma 2H), oOpasyromieiicss B HU3KOTEMIIEpATypHOM
untepBasie Mexay 1400 u 1600 °C, morpeboBano mepecMoTpa MpeaCTaBICHUN 00
YCTOMUYUBBIX cOOTHOMmEHusX Mexay o -SiC u B-SiC [31].

B.®. Kuunmenbepr [25] B HpOBEAEHHBIX SKCIEPUMEHTAX MOATBEPIUT (PaKT
cymiecTBoBaHusl W oOpazoBanust B-SiC mnpu Ttemmeparypax Bbime 2000 °C. Ha
OCHOBaHWM CBOWX HCCIICIOBAHWN OH TPHUINET K BBIBOAY, YTO 3Ta Momudukanus He
SBJISIETCSI HU3KOTEMIEPATYpHOM MW MeTacTaOuibHAa TMpPU BCEX TeMIepaTypax.
[Ipenmonaraercs, 4To OHa O0Opa3yeTcs NEPBOW B COOTBETCTBUU C MPABHIOM
cTyneH4aThIX nepexoqoB OcTBanba, npereprepas npespaiieHue B o-SiC Beime 2000
°C mnocpenactBoM mnoBepxHOCTHOM nud@y3uu. Tor ¢dakr, uTo oOmnpeaereHHON
TEMIEPATyphl Mepexosia He cymiecTByeT, u uTo B-SiC naxke mpu TeMiiepaTypax HUKe
1000 °C umeet Gosiee BHICOKYIO XUMHUUYECKYIO PEAKIIMOHHYIO CITIOCOOHOCTH, YeM o -SiC,
TaKXe CBUJIETEIILCTBYET B MOJb3Y JAHHOW TMIIOTE3HI.

[IpeBpamenne ogHol Moaudukamuu SiC B APYTYI0O MOXKET MPOUCXOIAUTH IMyTEM
NepecTPoOiku caMoil TBepJoM (asbl MpU ydacTUH MapoBOM ¢as3bl, a TaK K€ 00OUMHU
criocobamu omHOBpeMeHHO [22]. Takum oOpaszoMm, eciu mepexod B TBepaou (asze
BOOOIIIE UMEET MECTO, TO OH MPOSIBISETCS 3HAUYUTEIBLHO MEJJICHHEE, YeM NEePeXo Mpu
ydyactuu mnapoBoil (aswl. [locnenuuil A0MKEH OBITh PEKOHCTPYKTHUBHBIM M MOATOMY
JOJDKEH TpeOOBaTh JIE3MHTETPAIIUU CTPYKTYPBI Ha OTACIIbHBIC MEJIKUE COCTABHBIE YacTH
U TMOCHEAYIOIIEr0 TMOCTPOCHUM U3 HUX HOBOM KPUCTALIMYECKOM CTPYKTYPBHI.

DOHepreTUueckuii 6apbep MpH TAaKUX MPEBPAIICHUSX CPaBHUM C TEIIOTON HCHApEHHS
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YKa3aHHBIX OTAENBHBIX eauHuIl. [lo3TOMy 3HEeprus akTHBaIMu, HeoOXomumas s
MpEBpaIlEHUs], OPKHA UMETh TOT K€ MOPSJO0K BEJIMYMHBI, YTO M TOJIHAS TEIJIoTa
ucrapeHus razo00pa3HbIX BeulecTB B paBHoBecuu ¢ TBepAbIM SiC. E.JI. YutHu, ucxoas
n3 panHbix [.H. baymana o cCKOpocTM mpeBpallleHMs, pPacCUuTan, 4YTO DSHEPIrusd
aKTHBALIUM ISl TAKOTO TIPEBpaIlleHus JOJDKHA COCTaBIATh 158 kkan/Momb (£20%). Dta
BEJIMYMHA XOPOLIO COTJIACYETCS C PACCUYMTAHHBIM 3HAYEHHEM TEIUIOThl HCIApEHUS
razoo0Opasnpix BemiectB u3 SiC, paBHbiM 133 kkan/mMonb. DTO O3HAYaeT, dYTO
npepaienue B-SiC B a-SiC saBisieTcs PEKOHCTPYKTUBHBIM U TMPOUCXOJUT ITYTEM
nepeHoca marepuanga B mapoBoil (asze. B sToM mporecce NpUHUMAOT y4dacTue
ra3zoo0pa3ubiit Si 1 paznuunbie popmsel SiC [25].

Tot ¢akT, 4TO HpeBpallleHne NPOTEKAET B Mpolecce NePEeKpPUCTAIUIN3AlNM, a He
MyTeM TMepepachpeneiieHuss B TBEpAOW KyOuWdeckod MoauQuKamuu, ObUT TaK Ke
yctaHoBieH  KuummeHOeproM B X0/J€  MHOTOUYUCIEHHBIX  SKCHEPUMEHTOB.
[Ipeanonaraercsi, 4To MEPEKPUCTAIUIM3ALMUS TPOUCXOAUT BCIEICTBUE MOBEPXHOCTHOM
muddy3un (Ha TpaHUIAX 3€peH), a HE B pe3yJbTaTe KOHJCHCAIIMU U3 MEPECHIIMECHHOTO
napa. [Ipu 3TOM mponecc pa3BuBaeTcs B CTOPOHBI OT Pa3ynopsiJIOUCHHBIX YYaCTKOB B
KyOMYeCKOM KpHUCTaJule. Y CTAHOBJIEHO, YTO MOJYYEHHBIE B XOJI€ MEePEKPUCTATIIN3ALUN
CTpYKTYphI nipeactaBiensl Tunamu 6H, 15R u 4H. Ananoruunas nepekpucramm3anus
npoucxoaut Takxke U B B-SiC mpu temneparypax Beiie 2000 °C. Yka3biBanioch, 4TO

nepexon B-SiC B a-SiC Heobpatum [25].

1.2. OcHOBHBIE METOJIbI CHHTE3a KapOu1a KpeMHUs

O030p MeTOIOB CHMHTE3a KapOHaa KpPeMHHUs MPUBOAMUTCA B PA3IUYHBIX padoTax
[35-41]. Hwmxe npuBeAEHO ONUCAHUE OCHOBHBIX METOJOB IIOJIYYEHHUS IOPOILIKOB
KapOuJ1a KpEMHHMSI IPUMEHSIEMBIX B HACTOSIIIEE BpEMSI.

Kapo6orepmuyeckuii crocoo.

Meton AvecoHa Hambosee pacHpOCTPAHEHHBIM METOA Jis MOJydyeHus KapOuna

KPEMHHUS MPOMBIIIJIEHHON YHUCTOTHI B OOJBIIMX MaciuTabax (ThICSYM TOHH) [9].
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CyiiecTByeT MHOXECTBO MOAU(PUKALMNA JaHHOTO METO/Aa, OJHAKO IO CYIIECTBY
TEXHOJIOTHsSl HE MpeTepriesa 3HAYUTENbHBIX HM3MEHEHH C MOMEHTa €€ pa3paloTKu
OnBapaoM  AuecoHom [42-44]. B mpocreiliieMm  ciiydae  MpOLIECC  CHUHTE3a
OCYIIECTBIISIETCS B TpaUTOBOM 3JIEKTPONEUH CIIEKAaHHEM OKCHJIa KPEMHHUS U YTJIepoJa.
B snexTponeuax AdecoHa yepe3 HarpeBaTelb-KEpH Mpoiyckaercss Tok nopsiaka 100
KA, 4TO TPHUBOAUT K BbiAeNeHUIO Tema. KepH cocTouT W3 rpaduTOBBIX OJOKOB.
Peakmmonnyro maccy B Buge cmecu SiO, (mpupoansiii mecok) u C (rpadur, KOKC)
noMeniaoT B (opMe NOTYLHHIMHIpa BOKpYT Harpesatess [45]. TemnoBas nu3oasuus npu
TOM 00€CIeYMBAETCS 3a CUET CIIOs TIeCKa Ha MOBEPXHOCTH cMecH mpekypcopos. [Ipu
HarpeBe peakuuoHHoW cmecu n0 Temieparypsl 2500-2600 °C Bokpyr KepHa
00pa3yroTcsi 30Hbl CMHTE3UPOBAHHOTO MPOJYKTa, KPUCTAJUIOB HU3KOM YMCTOTHI M HE
IPOpEearupoBaBIINX KOMIIOHEHTOB. Jlajgee CHHTE3UPOBAHHBIN MPOIYKT pa3aeisieTcs Mo
30HaM U oOpabaThIBaeTCs.

Takoit cmoco6 cuHTE3a KapOuja KpEeMHHsS JOCTaTOYHO TMPOCT, SBISIETCA
HU3KO3aTpaTHBIM U HE TpeOyeT co37aHHs BBICOKOTEXHOJIOTMYHOTO O0OpYI0BaHMS,
UCIIOJIb3YET PACIPOCTPAHEHHBIE KOMIIOHEHTHI U TTO3BOJISIET MOIYy4YaTh TOHHBI KOHEYHOTO
IPOAYKTa, YTO SABHJIOCH MPUYMHON €ro MCMOJIb30BaHMUs Il POU3BOACTBA a0pa3UBHOTO
Y OTHEYIIOPHOTO KapOuaa KpeMHHUS BIUIOTH 10 HACTOAILETO BPEMEHH.

Oco0EHHOCTH KOHCTPYKIIMH 3JIEKTporneyr AuecoHa MPUBOAST K HEPABHOMEPHOCTH
nmporpesa: ciou BOm3u KepHa HarpeBatorcs no 3000 °C, mepudepuiinbie cion — 110
Oonee HU3KOM Temmeparypbl. DTO MPUBOAUT K NPUHIMIHAIBHOW HEBO3MOKHOCTH
oOecreyeHns BBICOKOTO BbIXoJa cuHTe3upyemoi (aszpl SiC: mons yuctoro kapOuja
KPEMHHUs B ITPOJYKTE cocTaisieT nopsiaka 13—15 % npu teopernyeckoM Boixoje 67 %o.
Cronb cyliecTBeHHasl pa3HUIla OOBSCHAETCS HEMOJHOTOW peakluil BOCCTAHOBJICHUS—
KapOMIu3alyd B 30HE TMOHIKEHHBIX TemiiepaTyp. Pa3OpakoBka MPOIYyKTOB pPEaKIHH
OCYIIECTBISIETCS BPYYHYIO, BU3yaJIbHO, TIO3TOMY, J1a)K€ BHYTPH IIEJIbHOW YacTH 3THUX
MPOJIYKTOB BHICOKOE KAYECTBO M OJHOPOJAHOCTh HE TapaHTUPOBAHBI.

Takum o0pa3zom, MOXKHO Ha3BaTh CIEAYIOIIME HEAOCTAaTKU MPUMEHEHHS METO/a
AuecoHa U1l CUHTEe3a KapOuaa KpeMHHUs (B 0COOCHHOCTH HaHOAMCIIEPCHOTO), BKIIIOYas

KaK O0IeTeXHUYECKHe MpoOJIeMbl, TaK U MPOOIEMBI OXpaHbl TPYAA U IKOJIOTUYECKOTO
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BITUSTHUS

— CHJIBHOE 3arpsi3HEeHUE MOJIy4aeMoro MpoaykTa, Majbslid Beixoa SiC;

— HEKOHTPOJUpyeMoe 00pa30BaHUE KPUCTAILIOB;

— BBIOpOC B aTMOCc(hepy OTPOMHOTO KOJIMYECTBA MOHO- U IMOKCHJA YIIIEpOa;

— HEOJIHOPOJJHOCTh TPaHyJIOMETPUUECKOTO COCTABA;

— pyuHas pa30pakoBKa MPOAYKTOB PEAKIIMU OCYILECTBISETCA B YCIOBUSX BHICOKOM
3aIbUIEHHOCTH paboyvero MpoCcTpaHCTBa;

— OBICTPBII U3HOC 3JIEMEHTOB AJIEKTPOIEeYH (Hampumep, MoAoBasi TEIIOU30JIALUS
neyn  OBICTPO  HACHIIIAETCS  MPOAYKTaMH  BOCCTAHOBJICHHWS, TEpPSET  CBOU
TEIUIOU30JIMPYIOLIME CBOMCTBA U TPEOYET YacTOM 3aMEHbI);

— 3aTPYyJIHEHO NOJIyYeHHE MPOAYKTa HAHOPA3MEPHOUN TUCTIEPCHOCTH;

— BBICOKAs IPOJIOJKUTENBHOCTS Tiporiecca (30 - 40 yacos).

HecMoTpst Ha siBHbIE HEJIOCTATKH MeToja AuecoHa, KapOOTEepMHUECKUH Crocod
NOJIy4eHHUs] KapOuaa KpeMmHHs siBisieTcs akTyalbHbIM. C Mmomolnbio pa3paboTaHHBIX
Monupukanuii KapOOTEPMUUYECKOTO CHUHTE3a PEAIM3YIOTCS MPOLECCHl TMOTYYCHHUS
KapOusla KpeMHHUsI CIIeKaHWeM KBapia ¢ yriepogom [46-48] ¢ uCHOIb30BaHUEM
OpraHMYeCKUX MaTepuajoB B KadyecTBE HWCTOYHMKA yriepoaa [49], a Takxke
BO3MOKHOCTh MepepadOTKH yriepoacoiepkaimux orxoaos [S0].

MeTtoa pu3nYeCKOro TPAHCIOPTA MAPOB.

CuHTE3 MOHOKPHCTAJUIMYECKOTO KapOuaa KpeMmHHs, OTIudaromerocs Ooiee
BBICOKOM YHCTOTOM MOJIydaeMoro mpojaykra, opul npeajoxed f. Jlenu [17]. Crioco6
3aKJIFOYAETCS B HUCMAPEHUM  TOJUKPUCTAJUIMUECKOTO0 KapOwWma KpeMHHS Tpu
temneparype 2500-2600 °C u nocnenayromed KOHIAEHCAIMM IMAapOB Ha CIy4alHBIX
3apozpimax. OOBMHO MpU HCMHOJB30BaHMM Meroaa Jlenn u3 kapObuma KpeMHUs
MPECCYIOT BTYJKY, KOTOPYIO TIOMENIAloT B TpadutoBhlii THrenb. Ha BHyTpeHHHMX
CTEHKaX BTYJIKA TEMIIEpaTypa HWXE, YeM Ha BHEIHUX npumepHo Ha 50-70 °C, uro
OPUBOJAUT K KOHJEHCAIlMM MapoB B TIOJOCTH BTYJIKA U CIOHTAaHHOMY pPOCTY
MoHOKpuctaiioB [17, 19; 51].

Henocratkom 3TOoro Meroga sIBISE€TCS OOJIBIIOE KOJMYECTBO 3apOJBIIICH, 4TO

OPUBOJUT K HM30BITKY MEJIKHX KPUCTAIJIOB M 00Opa3zoBaHuio Apy3. Ha ocHoBanuu
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KapOuga KpPEeMHHUsS, CHHTE3MPOBAHHOTO TaKMM METOJOM, CTajl0 BO3MOXKHO
UCCJICIOBAHNE €Tr0 OCHOBHBIX (yHIAMEHTAIbHBIX CBOWCTB, B OCOOCHHOCTH
ANEKTPUUECKUX W ONTUYECKUX. TaK, yAaloCh YCTAHOBUTH, UYTO KapOWJ KpEeMHUS
SIBJIIETCS MOJIYIIPOBOJHUKOM C HEOPSIMOM 30HHOW CTPYKTYPOH, U MMEET HEBBICOKYIO
BEPOSITHOCTh U3Ty4YaTeIbHOW PEKOMOMHAIIMY B 3aBUCUMOCTH OT IIMPUHBI 3aIPEIICeHHON
30HbI U mosiuthna. OQHAKO BCJIEACTBHE MaJloOro pa3Mepa KpucCTauioB meron Jlemm
HEMPUTO/IEH 1JI CEpUIHOTO MPOU3BO/ICTBA, B YACTHOCTH AJIEKTPOHHBIX YCTPOMCTB.

Moaudukamus merona Jlenm Obuta paspaborana B.®d. IlserkoBeiMm u FO.M.
TaupoBeiM ¢ 1enpl0 W30aBUTBCA OT OCHOBHOTO HejocTtaTka wmetoma Jlemn -
HEKOHTPOJIUPYEMOTO POCTa OONBIIOTO KOJIMYECTBA MEJNKHX KpUCTAIoB [26]. Meton
3aKJII0YAETCSl B KOHACHCAIIMU MEPECHIIIEHHOTO Mapa, BO3HUKAIOIIETO MpU CyOJIuManuu
CHHTE3MPOBAHHOTO KapOWaa KpPEeMHHS Ha  MOHOKPHUCTAJUIMUECKYIO  3aTPaBKY.
CyOnuMalMOHHBIA POCT ompenensieTcss psaoM (aKTOpoB, BAKHEHIIMM SIBISETCS
KOHCTPYKLIMSL THUIJISI W pacnpeneseHre Temmeparypel B Hem [52-54]. Illuxta
(MONMUKPUCTATUTMYECKUA KapOuJl KPEMHHUS) HAXOIUTCS B 30HE BBICOKUX TEMIEPATyp
(1800-2600 °C). ITapwer SiC moctynaroT K 00jiee XOJI0HOMY KpUCTaJLTy-3aTpaBKe, Ha
MOBEPXHOCTU KOTOPOTO M3-3a MPECHINIEHUSI MPOUCXOAUT KpUcTaun3anus. B otiuune
ot Merona Jlenu, rae TpeOyrOTCsI MUHUMAIbHbBIE TPAIMEHTHI TEMIIEPaTyphl, B TaHHOM
METOJIe TPAJIUCHT TeMIepaTypbl MOXeT gocTurath 20-30 °/cMm.

TepMonia3MeHHbBIN METOA.

TepMomnna3MeHHBII ~ CHHTE3  SIBIIIETCS  MOPOLECCOM Uil MOJy4EeHUs
BBICOKOKAQYECTBEHHBIX KEPAMHUUYECKHUX HAHOMOPOIIKOB U XapaKTEPU3YyEeTCS CBOUM
YHUKaJIbHBIM XapaKTepUCTUKaM, TaKUM Kak BbIcOKas Ttemmeparypa (> 10 000 K),
BBICOKAss XMMHYECKas aKTHMBHOCTb MaTepHvalia B TMOTOKE IUIa3Mbl U OBICTpOE
oXJIaXxaeHue nomydaemoro npoxaykra (1.06-10°7 K/c) [55].

CyTh MeTOJa 3aKilo4yaeTcs BO B3aUMOJEWUCTBUM Ta3000pa3HbIX MPOIYKTOB
peakuuu B TOTOKe rasza-Hocurens. B wacTtHocTH, B pabote [56] ucmoib3yercss B
kKauecTBe wucTtounmka kpemHuss ra3 SiClsy a B KayecTBe HCTOYHHKA yriepoja
npuMeHsieTcss MeTaH. B mporecce cuHTe3a ra3oo0pa3Hble MPOAYKTHI pa3jarajuch Moy

I[eﬁCTBHeM IJ1a3Mbl U B3aI/IMOI[eI\/'ICTBy10T MCIKOY coOoM nin HCXOOAHBIMH MaTCpUAJIaMM.
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3a cuer OBICTPOTO OXJAKIEHUS TMOJTYYEHHBIX TMPOAYKTOB OBUIM  TOJYYCHBI
HaHOpa3MepHbIe oporTku kKapouaa kpemuus 3C-SiC moaudukanuu.

30sb-res1b METOA.

30J1b-refib METOJ| MOJIYYrJI IUPOKoe pa3Butre B KoHile 1970-x u navane 1980-x,
KOI'/Ia COTHSIM HccliefioBaTelield MOTpeOOBaIuCh HOBbIE METO/bl HU3KOTEMIIEPATYPHOTO
MIPOU3BOJICTBA OKCUJIHOM KEpaMHKH, TAKOW KaK JUOKCHUJ KPEMHHUSI, OKCUIbI ATFOMUHUS,
IIUPKOHUS ¥ TUTaHA B TUIOTHOW MOHOIUTHOU (hopme [57-59].

OCHOBHOE MPEUMYIIECTBO MCIOIB30BAHMS TAHHOTO MOAXO0Aa — 3TO BO3MOKHOCTh
MpOU3BOACTBA 0CO0O0  YHUCTOTO TMPOAyKTa C  Haumbojiee paBHOMEpPHOU U
JTUCTIEPTUPOBAHHON MHUKPOCTPYKTYPOH, HETOCTHKIUMOU TTPH MCTIOIB30BAHUH OOBIIHBIX
METOIOB  00pabOTKM H3-32 MpoOJieM, CBS3aHHBIX C HUCHAPEHUEM, BBICOKOH
TEMIEPATypol IUIABJIEHUS WIM KpUCTauIM3alueil. 30Jb-Tellb METOH  SIBISIETCS
3¢ (HEeKTUBHBIM CIIOCOOOM CHHTE3a HAHOMOPOIIKOB. Takke METo/1 BO3MOKHO MEPEHECTH
Ha MPOMU3BOJICTBO TUICHOK, BOJIOKOH, a TaK)Ke 00beMHBIX u3aeuit [60].

[Ipu cunTe3e kapOuaa KpeMHuUS UCTOYHUKOM Si U C SBISIOTCS BOAOPACTBOPUMBIC
OpraHMYECKHE COEAMHEHUs, KOTOpbIE MOCiie KOHJeHcaluu oOpa3yroT renb [61; 62].
[Toponiok, MoJIy4eHHBIA MOCIE CYIIKH TeJsl M IMOCIEAYIOEro KapOOTepMUYECKOTO
BOCCTAHOBJICHUS] TIPU TOBBILIEHHON TeMmmepaType, HUMeeT OOJIbLIYI0 IUIOLIAh
MOBEPXHOCTH [63].

TeM He MeHee, JJisI MPOMBIILIEHHOTO MPUMEHEHHSI 3TOT MPOIECC TOCTATOYHO
JIOPOTOM, TaK Kak TpeOyeT MOPOroCTOSIIINX MPEKYPCOPOB, OCOOCHHO MO CPABHEHUIO C
KJIACCUYECKUM METONOM AUeCOHA.

Marepuainbl, MOIYYEHHbIE METOJOM 30Jb-T€JIb METOJOM, HUMEIOT JOBOJIBHO
HU3KYI0 IUIOTHOCTh MO CpaBHEHUIO C JApyrumMu Meroaamu mnoiydenus SiC.
JleficTBUTETLHO, OOPA3IIbI, TOJYYCHHBIC TI0 TEXHOJIOTHH 30J1b-T€JIb OYEHb MOPHUCTHIC 110
CBOEH TmMpuUpone 3a CYET BBIJEICHUS Ta30B BO BpeMs KapOOHM3alUUU U
KapOOTEepMUYECKOTO BOCCTAHOBJICHHUS TEJEBbIX MPEKYpCOPOB U, TakuM oOpa3zoM,
IPOSBIAIOT 0OJIee HU3KYIO IIOTHOCTH (1.86 r/cM’) MO CPaBHEHMIO C TEOPETHYECKMM

spauenuem s SiC (3.21 r/em?) [55; 58; 64;].
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Konaencanusi KpucTajijioB U3 ra3oBoii (pasnl.

Metoasl  pocta ciaMTKa M3 Ta3oBOM  (as3pl  SIBISIIOTCSL  JOCTATOYHO
pacrpoCTpaHEHHBIMH B COBPEMEHHOM IMPOMBINUIEHHOCTH JJI1  BbIPALIMBAHUS
NoJTynIpoBOTHUKOB [65]. Texnuka u o0opyaoBanue s ra3o(hasHOro pocta MaTepUaioB
MOCTOSIHHO COBEPIICHCTBYIOTCS JIA0OPATOPUSIMU U TTPOU3BOJACTBEHHBIMU KOMIIAHUSIMU.
Oanum u3 HauOoliee aKTyaJdbHBIX MPUMEHEHUH METOAa SIBJISIETCS POCT CIUTKOB
KapOuaa KpeMHUS, KOTOPBI HaXOIUT BCe OObIIEe MPUMEHEHHE JIJIST PA3INIHBIX TUIIOB
ANEKTPOHHBIX MPUOOPOB. OTINYUTENBHON 0COOEHHOCTHIO ra30(ha3HOro PocTa SIBISIETCS
TO, YTO OCaXJAEMbIC BEIIIECTBA MOABOIATCS K 3aTPaBKe B Ta30Boi ¢aze [66-71].

MeTtoabl ra3o¢a3zHOTO pOCTa MOXKHO Pa3AeIUTh Ha TPH OCHOBHBIX BHJIA.

Buvicokomemnepamyprnoe ocadicoenue u3z eazosoti gazvr (HTCVD). WcxonHbie
ra3oo0pa3Hble BEIIECTBA BMECTE C Ta30M-HOCHUTEJIEM MOAAIOTCS B PEAKIIMOHHYIO 30HY,
HarpeTyr 10 Bbicokux Temreparyp (cBoime 2000 °C), u ocaxaaroTcs Ha 3aTpaBKy.
JIOCTOMHCTBOM 3TOT0 METOAa SBISETCA CTAOUIIBHOCTh CTEXHMOMETPUU PACTYILIEro
KpUCTaJlJIa MO JUIMHE OJiaroapsi BO3MOXHOCTH TOYHOT'O MOJAEpKaHHUs MOTOKOB ra3oB-
npekypcoB. CIUTKH, BBIPAIICHHBIE ATUM METOJOM, HMEIOT OYE€Hb MAJIOE€ YHUCIIO
nedexToB. HemoctaTkoM MeTo1a SIBIISIETCSI HU3Kasi CKOPOCTh pocTa [72].

l'anocenosoe xumuuecxoe eazoghaznoe ocasxcoenue (HCVD). JlanHbI Tporiecc
AQHAJIOTUYEH BBICOKOTEMIIEPATYPHOMY OCAXKICHHIO, HO OTJIMYAETCS OT HEro
UCIIOJIb30BaHUEM TallOTEHOBBIX MpekypcoB. [Ipormecc paszpabotan ansi yBEIUYEHHS
3¢ (HeKTUBHOCTH MPeoOpa30BaHUs UCXOJAHBIX Ta30B B KOHEUHbIH MaTepuall, U CBEIACHUS
K MUHUMYMY OCQXJICHUSI Ha CTEHKU PEaKTOpa.

Cybrumayuonnolii memoo. B ocHOBe MeTO/a JIEKHUT MpoliecC HarpeBa Marepuaia-
UCTOYHHUKA JO0 TEeMIEepaTypsl CyOIuMalMyd C MOCJIEIYIOUIUM OCaXACHUEM €ro Ha
3aTpaBKe. 3aTpaBKa HaXOJIUTCS B 00JaCTH 0oJiee HU3KUX TEMIIEpATyp M pacroiaraercs
HaJl WMCTOYHUKOM. ['a3 mox [elcTBMEM TIpaJueHTa TEeMIEpaTyp IMEepeMEIIacTcs K
3aTpaBKe M  KOHACHcUpyeTcs Ha Hed. JlaHHbli MeTon  sBigercss  Oosee
MpOU3BOUTENIbHBIM 10 cpaBHeHHI0O ¢ HTCVD, HO CchauTK, MNOJy4YEeHHBIE STUM

MCTOAOM, SABJIAIOTCA MCHEC YUCTBIMU N CTCXHUOMETPUICCKHN HCOAJHOPOAHBIMU 110 AJIWMHE

[18; 73].
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CamopacnpocTpaHSIIOIMIACA CHHTE3.

CamMopacnpOoCTpaHSIOMUNACS ~ BBICOKOTEMIIEpaTypHbIi  cuHTe3  (anrim.  Self-
propagating high-temperature synthesis (SHS)) — sk30TepMuueckuii npoiecc ropeHus,
MPOTEKAIONIMNA B aBTOBOJHOBOM PEXHUME B CMECSAX IOPOIIKOB M MPUBOIAIIMNA K
00pa30BaHMIO MOJIE3HBIX KOHIEHCUPOBAHHBIX MPOAYKTOB, MaTepuanoB U uzaenud. SHS
NPEACTaBIIeT COOOM pEeXUM MPOTEKAHUS HK30TEPMUUYECKOM peakIMu, B KOTOPOM
TEIJIOBBIJICJICHUE JIOKAJIM30BAHO B Y3KOM CIIO€ M NEPEHAETCS OT CJIOSA K CJIOK IyTEM
temonepeaaun. [74]. CymectByet nBa pexxuma CBC: pexuM mocaoiHOro TOpeHus: U
o0BpemMHOro TopeHust. OCOOEHHOCTBIO PEeKMMa MOCIONHOTO TOPEHUS SBISETCS OBICTPOE
pacnpoCTpaHEHUE PEAKLMHU B BUJIE BOJHBI UYEPE3 CMECH PEAr€HTOB OT HAYAJIbHON TOUYKH.
Temmneparypa pponrta BoiHBI MOxeT gocturath 4000 K. [ns peanuzanuu o0bEMHOTO
TOpeHUsl HEOOXOAMM pPaBHOMEPHBI KOHTPOJHPYEMBbId HarpeB oOpaslia A0 Hadaja
peakiuuu no BceMy oObeMy. JlaHHBIH crocoO0 MOAXOAUT AJisA CIa003IK30TEPMHUECKUX

peakiuii, B TOM unciie u juis noxydenus SiC.

1.3. BeiBogbl

W3 npuBenéHHoro 0630pa JUTEPaTypbl MOKHO CHENATh BBIBOJ, YTO MOPOIIKOBBIN
NOJIMKPUCTAIUIMUECKUNA KapOuJ KpEeMHHUs SBISETCS BOCTPEOOBAHHBIM MaTepHalioM,
HaxoJSIIMM MPUMEHEHUE B TNPOrPECCUBHBIX HAYKOEMKHX OTpacisiX, TaKhX Kak
KOMIIO3UTHBIE  MAaTE€pUaJibl, DJJIEKTPOHMKA W  MOJYNPOBOJHUKOBAas  TEXHUKA,
PaKEeTOCTPOEHUE U ATOMHAs SHEPreTuka. B 3aBUCUMOCTH OT UCHIOJIb3YEMOM TEXHOJIOTUN
U TIapaMeTPOB CUHTE3a BO3MOKHO MOJIy4aTh pa3IMYHbIE MOJUTHUIIBI KapOuaa KpEMHUS C
pa3HbIMH (U3UKO-XUMHUYECKUMU U MEXaHWYEeCKUMHU cBoicTBamu. [lpu sTom kakmas
TEXHOJIOTHSI CHHTE3a HMMEET KaK CBOM JOCTOMHCTBA, Tak M Heaoctatku. [losTtomy
NPEACTABIACTCS aKTyalbHbIM pa3paboTkKa NPOCTOTO METo[a MOJydeHUs KapOuaa
KPEMHHS C BO3MOXHOCTb KOHTPOJS YHCTOTBI, a TaKKe pa3Mepa M MOJUTUIA

IoJIy4a€Moro Mmarcpuala.
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['JIABA 2. OBOPYIOBAHUE 1 MATEPUAJIbI

2.1. MicxonHble MaTepHalsl Jsl CHHTE3a KapOuia KpeMHUs

I'padur

B pa6ote npumensincs rpaput mapku ['K-3 [75] u ['T-1 [76] npousBoacTBa ropHo-
oboratutenbHoro npeanpusatuss OOO «Taiirunckuii kapbep». OCHOBHOM 00JaCTbIO
NpUMEHEHUs1 JaHHOro Buaa rpadura mapku 'K sBisieTcs mpousBoACTBO KapaHaalleH.
Kapangammeii rpadputr ['K-1, T'K-2, I'K-3 — 5370 mano3onpHBIN Tpadut, MITKUH,
TOHKOJIUCTIEPCHBIN, O€3 mpuMeceil kene3a, kBapua wuaAp. ['padur wmapku I'T
IIPUMEHSIETCS U1 IPOU3BOICTBA OTHEYIIOPHBIX U3EIUM.

B Tabmune 2.1 u Ha pucynke 2.1 mpHUBEAEHbI XapaKTEPUCTHKU MPUMEHSIEMOTO

rpa(I)HTa N TCXHOJIOTHUA €TI0 O60F8.HI€HI/IH Ha IMpCAIIPHUATHH.

Tabnuma 2.1.
Xapakrepuctuku rpadgura mapok ['K-2, I'K-3 I'T-1, I'T-2, I'T-3.
Mapka I'K-2 I'K-3 I'T-1 I'T-2 I'T-3

Ocratok Ha cetke 0.063 He Oonee %. | 0.5 1.0 1.0 3.0 5.0

MaccoBas g0 30ibl. He Ooiee %. 3.0 5.0 0.5 0.5 1.0
MaccoBas 10114 Kese3a. B Iiepecuere

2 FesOs. %, Ho Gonee 1.0 2.0 1.6 1.6 1.6

Bnaxuocts, He 6onee %. 1.0 1.0 - — -
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Hupxoe crexno

Pucynok 2.1. Texnomorusi oboramenus rpadura HA TOPHO-00OTATUTEIHHOM

npeanpuatun OO0 «TalruHckuii kapbep» [77].

Ilempozcpaguueckue ocobennocmu epagpuma QOO « Tatieunckuil kapvepy

HcxogHsIM ChIppeM [JIs1  TOdy4YeHHs] Tpadura SBIASIOTCA OHOTHUT-TpaUT-
KBaplIeBbIe CllaHIbl. BHeIlIHe 3T0 mopoabsl TeMHO-ceporo 1Bera. CTpyKTypa MOpOabl
MEJIKO-CpETHE3epHUCTasd, TEKCTypa Mojocuyaras, CjlaHIleBaTas, MECTaMU MSATHUCTAs.
MuKpOCKOIMYECKH MOPOJbl XapaKTEePHU3YIOTCs JEMHUI0TPaHO0IaCTOBOM CTPYKTYpOil u
CJIAHIIEBATOM TEKCTYpOU (pUCYHOK 2.2a).

KonmdecTBeHHO-MUHEpATOTHYECKHA cocTaB Topoabl (00. %) kBapir — 65-68,
rpadut — 12—15, 6morur — 10, mrarnoknas — 5—7, amatut — 2-3, maraetuT — 1. KBapn
HaOJIo1aeTcsl B BUJE YIJIMHEHHBIX 3€peH HemnpaBuiibHOU (opmbl pazmepoM ot 0.1 1o
1.0 MM, WHTEHCUBHO Je()OPMUPOBAHHBIX, TPEIIMHOBATHIX, YaCTO OPUEHTHUPOBAHHBIX
COTJIAaCHO CJIAHIIEBATOCTH. TpEIIUHbl BHYTPU3EPHOBBIE 3aMOJHEHBI TOHKOAUCIEPCHBIM
rpadguroM. OTMevaeTcst kBapl| AByX reHepanuii. Kpapi-1 uarencuBHo nedopmupoBas,

HapsAy C BKIIOYEHUSIMU TpaduTa comepkuT rasoBo-xkuakue BriatodeHus ([0KB), B
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NOJIIPU30BAaHHOM ~ CBETE€  OTJIMYAeTcs  BOJHHCTBIM  moracanueMm.  Ksapi-2
NPEUMYIIECTBEHHO u3oMeTpuuHoil Gopmbl, 6e3 [KB u crnegoB nedopmarum.
[Toracanme ogHOPOHOE.

I'padut BcTpeuaeTcst B BUJIE YEIITyeK, JUCTOBATHIX 3€PEH U 3€MJIMCTHIX arperaToB
(pucynok 2.26). B mnumdax HemnpospayHbli, B TOHKHMX Cpe3ax IPOCBEYMBACT
3€JIEHOBATO-CEPhIM OTTEHKOM. B oOTpaxeHHOM CBeTe OypoBaTO-CephIid, CIIerKa
KopuuHeBaThli. Haxomutcss rpaduT B mpoOMEKyTKax MeEXAy 3€pHaMH KBapla H
TUTaruoKIIa3a, a TakKe HAXOJUTCS B MapareHe3uce ¢ OMOTUTOM (pucyHOK 2.2r). Yacto
BCTPEUAETCsl B BHUJE 3E€MJIMCTBIX MAacC, 3alOJHSIONIMX TPEIIMHBI B 3€pHaX KBapla u

riaruokiasa (pucyHok 2.28). Pasmep 3epen ot 0.01-0.05 no 2.0-3.0 mm.

Pucynox 2.2. buotur-rpaduT-KBapueBbId CIaHEl: a — JIeNuaorpaHoOIacToBas
CTPYKTYypa, CJIaHIIeBaTasi TEKCTypa; 0, B — UelIyiJaThlie U JUCTOBAThIC 3€pHA Tpadura; r
— cpactanus rpadgurta ¢ 6uoruroM. ®@oro mMdpa B MPOXOAAIIEM MOJSPU30BAHHOM

CBETE C aHAJIM3aTOPOM a, I, 0e3 aHanu3aropa 0, B.

buotut obOpasyeT miacTuHkH, TaOMUUKH U demryiiku pazmepom ot 0.05-0.1 mo 1.0

MM. B mumdax uBer OuotuTa Oyphlii O KpacHOBAaTO-OpaHXeBoro. B paspesax
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NEPHCHANKYJISIPHBIX K TUIOCKOCTH CIAWHOCTH HMHTCHCHUBHO IUICOXPOUPYET OT
KEITOBATO-KOPUYHEBOIO 10 TEMHOTO KPacHO-KOpUUYHEBOT0. CONEpKUT BKPAIIEHHOCTh
rpaduTa U BKIIOUECHHS anaTtuta (pUucyHok 2.3a).

[Inarnokna3 HaOmrogaeTcs B BUAE TaONMUTYATHIX U HEMPAaBUIBHOW (HOPMBI 3€peH
pazmepom oT 0.1 g0 2.0 MM, HOJIMCUHTETUYECKHU CIIBOMHUKOBAHHBIX, OTBEYAIOIIUX IO
coctaBy angesuny No 20-25. 3epHa HWHTEHCHUBHO JAe(QOpPMHUPOBAHBI, YaCTO
cepurTH3UpoBanbl (pucyHok 2.30). BcTpeuarorcst 3epHa anbOuTa, ¢ BKIFOYCHHUSIMU

rpaduta, KBapia u 6uotuta (pUCyHOK 2.3B).

Pucynok 2.3. buotut-rpadur-kBapueBblil claHell: a — BKIIOYeHUs rpaduTta B OUOTUTE;
0 — cepULUTU3UPOBAHHBIE 3€pHA IUIarMOKIJa3a; B — BKJIIOYEHHUS B anbOuTe rpadura,
KBaplia, OMOTUTA; T — BKJIIOYEHHUS aratura B OWotute W KBapie. Doto numda B

POXOSIIEM MOJIIPU30BAHHOM CBETE C aHANU3aTopoM O, B, 0e3 aHanmu3aTopa a, T.

ATaTUT BCTpEYaeTcs B BUJAEC KOPOTKONMPU3MATHUECKUX U OOYOHKOBHIHBIX 3€PEH
pasmepom ot 0.01 mo 0.5 Mm. Amatut OecuBeTHBIM, OypoBaThiii 3a CYeT

mHorounciaeHubix [JKB MuHepanbHBIX BKJIIOYEHMH, MPEICTaBICHHBIX Tpadurom,



31

ouotutoM, wmaruetutom, [JKB (pucynok 2.3r). Hekoropwsie 3epHa HWHTEHCHUBHO
ne(OopMUPOBAHBI, 110 TPEIIMHKAM OTMEYAETCsl TOHKOJUCTIEPCHBIN rpadur.

Mectamu OTMEYaeTcsi HEKOTOPOE YBEIMYEHHE COJIEp)KaHUsl 3€pEeH araTuTa,
KOTOPBIN OOBIYHO MPUYPOUEH K MECTaM C OOJBIIMM KOJMYECTBOM OMOTHTA U Tpaduta

(pucyHok 2.4).

Pucynox 2.4. buotut-rpadur-KBapueBblii CciaHel: a, 0 — BKJIIOYEHHUS amaThTa B
ouotute u kBapue. PorTo mUMda B TPOXOASIIEM MOJSIPU30BAHHOM CBeTe, 0e3

aHaJin3aTtopa.

KBapu

B pabore wucnonp3oBaics KBapl MPOU3BOACTBA T'OPHO-00OTaTUTEIBHOTO
npennpusitust OAO «Keimreimckuit ['OK» nomydennsit mpu oboramenuu xuisl Nel75
Keimteimckoro mecropoxaenus. Mcnons3yemble copta kBapua RQ-4K um RQ-2KC

UMEIOT XapaKTEePUCTUKH, IPUBEACHHbIE B Ta0nuuax 2.2 u 2.3.

Tabnuma 2.2.
I'panynomerpuueckuit coctaB kBapua OAO «Keimteimckuii 'OK»
CopTa KOoHIIeHTpaTa
3 Enuaune:
PO U3MEpEHUs RQ- | RQ- | RQ- | RQ- | RQ-
SK 4K 3K | 2KC | 2K
100- | 100- 100- | 75- | 75-
OcHoBHas (pakius MKM 300 300 300 300 | 300
Maccmvsa;{ Ao % 97 97 96 97 97
OCHOBHOM (hpakiuu

<, He OoJtee % 2 1.5 2 1.5 1.5
>, He OoJiee % 1 1.5 2 1.5 1.5
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Tabnuma 2.3.
MuKpO3IEMEHTHBINA COCTaB Pa3HbIX COPTOB KBapLa, ppm.
Copra KOHIIEHTpaTa
Bemeetso |"p 05K TRQ-4K | RQ-3K | RQ-2KC | RQ-2K
Al 50.0 20.0 15.0 5.0 5.0
Fe 10.0 3.0 1.4 0.5 1.0
Ti 6.5 3.0 3.0 3.0 3.0
Na 45.0 9.0 2.0 0.5 0.5
K 25.0 5.0 2.0 0.3 0.3
Li 2.8 1.0 1.5 0.4 0.4
Ca 25.0 5.0 2.0 0.6 1.0
Mg 7.0 8.0 2.0 0.2 0.2
Cu n/a 0.3 n/a 0.1 0.1
Mn n/a 0.3 n/a n/a n/a
Cr n/a 0.3 n/a 0.1 0.1
B n/a 0.2 n/a 0.1 0.1
Ni n/a 0.3 n/a 0.1 0.1
. RQ-2K - He npore it BEICOKOTEMITEPaTyPHOTO IPOKATTUBAHUS;
. RQ-2KC - npomreamwii BEICOKOTEMITEpaTypHoe npokaiuBanue nmpu T=1100 °C

Ha mnpeanpusitun KeimteiMmckuit 'OK mpuUMEHSAIOTCST HECKOJIBKO TEXHOJOTHM
oOoralieHusi KBapia: Mpu CyXoM OOOTalleHUH HCIOJIb3YeTCsl CXeMa, MpeCTaBIeHHAs

Ha pUCYHKE 2.5, 11 TTy00KOT0 00O0TalIeHHs UCIOIb3yeTCs CXeMa, IPeICTaBIeHHAs Ha

pucyHke 2.6.
WcxonHas npoGa Pucynox 2.5. TexHosorus cyxoro
Bec 250 kr, ¢pp. 10-100 MM _
7 oborarnieHus KBapIa TOPHO-
6n
Apo * i oborartutenbHoro mpeanpusatass OAO
rpoxoyeHme «KpimrreiMckuii 'OK» [78].
+15 —— -5
»| [OpobneHune
Y
+0.3 [poxo4yeHue 0.1
0.1-0.3 Y
MarHuTHas cenapaums 1 @
HemarHuTHbI rr— -
NPOAYKT i bl
MarHuTHanA cenapauuma 2
MarHuTHbIN
npoaykT v
HemaruuTHblii |L_p| MMPoGa KCO >
npoayKT Bec 80-90 kr i
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Kpynka cyxoro
oboraweHusa (KCO)

chp. 0.1-0.3 MM, 100% -
HaBecKa AnA uccnegoBaHun
—_— ]

' (ICP, MuH. aHanus)

dnoraumnna

- MeHHbIA NPOAYKT,
KamepHblii 2.0%

npoAaykT, 98.0% } >

MpomMbIBKa, 96.0%
Y

OtezBoxXuBaHue, 95.0%

HaBecka Ana uccnegosaHun

! . (ICP, MnH. aHanus)

KucnoTHasa
obpaboTka 88.0%
Y
MpoMmeiBKa, 86.0%

Y

ObesBoXUBaHUe, 84.0%

[
Cyuwka, 83.0%
HaBecka gna uccnefoBaHuii

Npoxanka, 82.0% {ICP, M1H. aHanu3s)
A Mo

(]

OxnaxgeHue,
81.5%

Y

MarHuTHasn =
cenapauus MarHuTHbIW NPOAYKT,

- 2.0%
HeMarHuTHBIN ﬂ

npoaykT, 79.5% }

BuayanbHblit
npocMoTp, 79.5%

HaBecka ana uccneqoBaHuii
Y ®1 (ICP, MuH. aHanus, ceeTonpon.)

YnakoBka, 79.5%

OTBan

Pucynok 2.6. TexHonorus riy0oKoro oooramieHusi KBaplia TOpHO-000TaTUTEIbHOTO

npeanpusatus OAO «Keiteimckuit I'OK» [78].

Ilempoepaghuueckue ocobennocmu xeapya.
Kuna 175 KbIITBIMCKOTO MECTOPOXKACHUS CIOKEHA CBETJIBIM, MOJOYHO-OEIIBIM,
CBETJIO-CEPBIM, KEITOBATHIM  KBapIlIeM. NmMeer  MeNKO-CpEAHE3EPHUCTYIO,

CPEIHE3EPHUCTYIO, PEIKO CPEAHE-KPYITHO3EPHUCTYIO CTPYKTYpy. | paHynnpoBaHHBII
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kBapi (nmummdsr 175-13/1, 175-13/5, 175-13/6) B numdax HabIr01a€TCSA B BUIE arperara

rpaHoOIacTOBOM  CTPYKTYpbl (PHUCYHOK 2.7a), CJOXEHHOrO 3€pHaMH  KBapla
W30METPUYHOM U  OJM3KOM K HW30METpUYHOW (POpMBI, B pa3HOH CTEIEHH

ne(OpMUPOBAHHBIX.

N
\\

v

Pucynox 2.7. I'panynupoBannbiii kBapir, a — [ JKB B kBapiie, 6 — 6;10Kk0OBaHHBIN KBapIl, B
— IpaHyJIMPOBAHHBIN KBapIl, I — BKItOYeHUs: Onotuta. ®oto nuwuda B nosisspu3oBaHHOM

CBETE C aHAJIM3aToOpoM O, B, T, 63 aHaim3aTopa (a).

Xpymnkass gedopManus KBaplla OTpakeHa BHYTPU3EPHOBBIMHU 3aJICUCHHBIMU
TpeIIMHAMH, KOJHUYECTBO KOTOPBIX B Pa3HBIX 3€pHAX pas3iu4HO. B ogHuX 3epHax HxX
Majgo, OHM JUIMHHBIE, YacTO W3THOAIOMINECs, B JAPYTHX 3HAYUTEIBHO OOJbIIe,
CTyIleHYaThle, KOPOTKUE, U Iepecekarmuecs. Bee TpelnHbl 3aiedeHbl, K HEKOTOPhIM
npuypoucHsl [JKB, Qopmupyroime mOpepbIBUCTBIC I[EMOYKH C Pa300IEHHBIMU

BKJTFOUCHHSIMU Ta3a U )KUJIKOCTU (PUCYHOK 2.70).
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[Tnotaocts [7KB B Takux 3epHax kojebnercst B pa3Hbix 3epHax oT 0.2 % mo 1 %
wiomany umda. Pasmep Brmodenuit 1-2 MM penko gocturaer 5 mxwm. [loracanue B
3epHax BOJIHUCTOE.

['panynupoBaHHBIN IIPO3pavyHbIM KBapll pa3BUBACTCs 3a CUET YJIMHEHHBIX 3€pEH
UCXOJHOTO KBapua. ['paHuilbl MCXOMHOTO KBaplia CTYINEHYaTo-3yO4aThie (PUCYHOK
2.78). Ctpyktypa rpanodsacroBas. HoBooOpazoBaHHbIN KBapI| cocTaBisieT okoyio 60 %
obbema mumda. 3epHa HOBOOOpa3oBaHHOTO KBapma pasmepom 0.1-2.5 mMm, He
nehopMUpPOBaHbI, MPAKTUYECKU HE cojiepkat Tpeuiud u [KB.

HezaBucumMo  OT nBeTa  MCXOAHBIM  KWJIBHBIM  KBapl  MHOJABEPraercs
pPEeKpHUCTAJUIU3AINH, B PE3YJIbTATE KOTOPOW 00pa3yeTcs rpaHy IMpOBaHHBINA MTPO3PAYHbII
kBapiy 0e3 cienoB nedopmamuu u [OKB. Copepxanue ero B pasHbIX oOpasiax
cocrtasisieT 40-60 % obbema g oB.

B nebonbmiom kommuectBe (10 2 % rmiomaau nuiMda) otMedeH 0oJiee MO3THUM
HOBOOOpPa30BaHHBIN KBapll, KOTOPbIA HAOIIOaeTCA B BUAEC MEIKUX U30METPUYHON WU
okpyrioi popmer 3eper pazmepom 0.01-0.05 mm, penxo 10 0.1 mm. 3epHa mpo3payHbIe,
He cozepxkatr cienoB aedopmaruu u [2KB. OOGbuHO OHM HAXOASTCS B aCCOLMALIMM C
AMUAOTOM M IIOU3UTOM, PEXE C KAIBLUUTOM. OJTO KBapl METacOMaTUYECKOTO
MIPOUCXOKICHHUS.

@parMeHThl HCXOAHOTO JKWJIBHOTO KBaplia BCErJa B PpPa3HOM CTENEHU
nedhopMHUPOBAHbI, COMEPXKAT CIEAbl XpYNKoW u muiactudeckor nedopmaruu u [0KB,
IJIOTHOCTB KOTOPbIX coctaBisieT 0.2—1 % minomanu umuda. Pazmep Bimtodenuit ot 1-2
10 10 mxM. BximrodueHuit qpyrux MuHepasioB B 0oJiblIeil yacTu He 0OHApYKEHO, MHOTA
BCTpeuaeTcss cimofa (OMOTUT, MaparoHUT, MYCKOBUT), YTO CBSI3aHO C OJHM30CTBHIO

KOHTAaKTa ¢ BMCHIAIOIIMUMH ITOPOJaMHU.
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2.2. O6opynoBaHue 151 BEICOKOTEMIIEPATYPHOTO CHHTE3a

B pabote kapOoTepMuueckuii CHHTE3 OCYHIECTBIsUICS B djekrpormeun TK.15-
1750.1® mnpoumssoactBa HIIO «Tepmokepamuka». BHemHui BHI M TEXHUYECKHE

XapaKTepUCTHKHU MPUBEIEHBI HA pUCYHKE 2.8 1 B Tabnue 2.4

Tabnuna 2.4. XapakTepuCTUKH dJEKTPOIeUr

TK.15-1750.1®

MakcumaiibHa

5.8
MoOIITHOCTh Pmax, kBT
MakcumanbHbId ~ TOK

43
Iorp, A
MakcumasnbHas
pabouas Temmeparypa | 1700
Tpao, °C
Tun Harpesarenen | XJIII-
"JlanTepm" 16/470/220/46
KonunuectBo 6
HarpeBareen
MakcumanbHO
nomyctumasi  ckopocth | 350 °C/uac
HarpeBa

Pucynox 2.8. Onexrpomeur TK.15-
Tun
1750.1®. TepMoIIpeoOpazoBaTers TP

O6bem paboueit 15
KaMmephl, JI

[TpumeHsieMblii TEXHOJIOTUUECKUN PEKUM CHHTE3a KapOu1a KpeMHUS:
— HarpeB 10 Temnepatypbl 1650 °C B TeueHue 6 4acos;
— BbIIEpKKa 4 yaca nipu temreparype 1650 °C;
— OCTBIBaHHE 10 KOMHATHOU Temrepatypsl (150-200 °C).
Jns mpoBeAeHUsT HKCHEPUMEHTOB NPUMEHSUIUCh PA3IUYHbIC THUIIBI THUTJICH:

HapY>KHbIE U3 KOPYHOBOM KEpaMUKU U BHYTPEHHUE U3 rpadura.
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Hapyxwusiii turens BoimonHeH u3 matepuana KBIIT ¢ cocraBom Al,O3—99 %,
Ti0,-0.7 %, Si0,—0.3 %. Buyrpennuii o6bem coctasusier 2000 11, BeicoTa 233.5 MM,
BHYTpeHHUM auameTp 111.5 MM, Tonmuuaa crenku 2 MM. Mcrnosib30BaHUE TaKUX TUTJIEH
MO3BOJIAET MPOBOAMUTH HKCIIEPUMEHTHI MPU HEOOXOJUMBIX TeMIlepaTypax M MOJydaTh
MaKCHMAJIbHOE KOJIMYECTBO MPOAYKTA 32 OJIUH SKCIIEPUMEHT.

Jlns n30exxanue 3arpsi3HEHUs TOJy4aeMOn MIUXThl MaTEPUATIOM HAPY>KHOTO THUTJIA
JUI CUHTE3a MPUMEHSUICA BHYTPEHHUU TUTenb U3 rpadura mapku ['D ¢ comepkanuem
301 70 0.5 %. OObem BHyTpeHHero Turisi cocrasiser 1.1 1, Beicota 150 MM,
HapyKHbII quaMetp 95 MM. J[aHHBIE TUIJIM UCTIONB3YIOTCA JJIS TPOBEACHUS CEPUIMHBIX
HKCIIEPUMEHTOB.

Jns mpoBeleHHs SKCIEPUMEHTOB MO IMPAKTHUYECKOMY OINPEACICHUIO KHUHETHUKH
mpollecca CHHTe3a KapOuaa KPEeMHHUS HCIOIb30BAUMCh TUTIH ¢ o0bemMoMm 175 mu. B
MIPOLIECCE MOJATOTOBKH AKCIEPUMEHTA TUTIIN C 3arPy>KEHHOM IIMXTON YCTaHABIMBAIUCH
B AJyHJOBBIE THUIJM KOJUYECTBE 2 W 3 IUT, YTO NO3BOJSIET IMPOBOAUTH CEPHUIO

9KCIICPUMCHTOB IIPH OANHAKOBBIX YCIIOBUAX.

2.3. [TpuHIMO co3AaHusl aBTOHOMHOM 3aIIUTHON aTMOC(epbl

Kap6orepmuuecknii cuHTEe3 yibTpaaucrnepcHoro mopomka [-SiC ocHOBaH Ha
B3aMMOJICMCTBUM KBapla c yriepogoM mpu temneparypax 1400-1700 °C. Hpes
CO3J]aHUsl aBTOHOMHOM 3alllMTHON aTMoc(epbl OCHOBAaHA HAa TOM, YTO €CIU IIUXTY
MIOMECTUTh B TUT€JIb U MPEOTBPATUTh NONAaJaHUE KUCIOPO/Ia BO3yXa B PEAKIIMOHHYIO
CMECh B MPOIIECCE HArpeBaHMs /10 Hayajla CUHTE3a, TO C MOMEHTa Havajla MPOTEeKaHUs
peakuu 00pa3oBaHus KapOuaa KpeMHMs OYJET BBIACIATHCS Ta3000pa3HbIi MOHOOKCH/T

yriaepoaa KOTOPHKIi, U OyAET BBHIOIHATH POJIb 3aIIUTHON aTMoc(epsl (pUCYHOK 2.9).
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[MTorok O2 u3 armochepsi

T T T T Y/ HEPTHBIIT KepaMudecKuii
L LY E L ¥ i)
' - MIOPOLIOK

[lotoxk CO B__{-~ ™\\_Croii rpadura, nornamaroumii
armochepy 7 /| O2 atmocheps!

/ ObnacTe 00pazoBaHNs
o n30biTouHoro aasuenus CO

\

Turen

Si02+3C=8iC+CO

Pucynoxk 2.9 Cxema co3manvs aBTOHOMHOM 3aIIIUTHONW aTMOC(HEPHI.

MexaHu3M co37aHUsI aBTOHOMHOW 3alUTHON aTtMocdepbl ObLIT TMOATBEPKIECH
CIEIYIOIIUM SKCIEPUMEHTOM: TpadUTOBBIA TUTENb C PEAKIMOHHOW CMEChIO
NOMEIIAICA BO BHEIIHWA THUTeIb M3 OKCHAA QIIOMUHUSA M 3aChIaJC CIOEM
rpa@uTOBOrO MOpOIKa, a CJol TrpadUTOBOrO TMOPOILIKA 3aTEM MEepPEKpbIBAJICS
MOPOLIKOBBIM KEPAMUYECKUM MATEPUATIOM, KOTOPbI HE B3aUMOJIEUCTBYET C TUIJIEM U
uMmeeT Temneparypy IuiaBieHuss Beime 1600 °C. Ilpu HarpeBe U BBIICPKKE
PEaKIMOHHOM CMECH, COCTOSIEH M3 KBapla U YIVIEPOJACOAEPKAIIET0 KOMIIOHEHTA B
eyl CJOM KEepaMHM4YeCKOro Marepuana, 3aMeIJIsieT BBITOPAHHE 3AIMUTHOIO CJIOS
rpaduTa U co3/a€T BO BHEUIHEM THUIJIE U30BITOYHOE JABJICHHUE Ta30B, MPEMSATCTBYIOLIEE
MOCTYIUICHUIO KHCIIOPO/Ia K 3aIlIMTHOMY CJIOIO TpaduTa.

3a cyeT razo00pa3HbIX MPOAYKTOB, 0Opa3ylOLIMXCS B MpOLIECCe CUHTE3a U MpU
MEJUICHHOM BBITOpaHUM CJIOSl MOpPOIIKa IpaduTa B YCIOBUSIX AePUIUTA KUCIOPOIA,
JOCTYIT KOTOPOrO 3aMEJUISIETCS CJI0EM KEPaMUYECKOI0 Marepuaia, BO BHEUIHEM THUIJIE
U3 OKCHJla aJlOMHUHMS oOpa3yeTcsl 3amuTHas atMocdepa ¢ U30bITOYHBIM JABJICHUEM.
[Ipu wucmonb30BaHMM  JAHHOTO METOAA HEOOXOJWMOCTb B  HCIOJIb30BAaHUH
JOPOTOCTOSIIINX U MAJIOTPOU3BOAUTEIbHBIX ME€UYeH C 3alUTHON MHEPTHOM aTMochepoit
OTHagacT.

Jis kapOOTEpMHUECKOrO CHHTE3a IUCIEPCHBIX MOPOIIKOB KapOuma KpeMHHUS,
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OCYILIECTBJISIEMOTO0 MYTEM B3aMMOJICUCTBUSI MOPOIIKOBOrO YIrJepojia C MOPOILIKOM
kpemHezema npu Temmneparype 1400-1700 °C wmoryT uCHONB30BaThCS MEYH,

paboTaromue B atMmochepe Bo3ayxa.

2.4. TexHonorus ynajeHus He MPOPEArupOBABIINX KOMIIOHEHTOB IIUXTHI

B mporecce cuHTe3a kapOujga KpeMHUH B IOJIYYEHHOM MaTepuaje MOryT
OCTaBaThCs HEMpopearupoBasilive kBapil u rpadur. s nosydenust kapOujga KpeMHUS
BBICOKON YMCTOTHI HEOOXOAMMO MTPOBECTU OYUCTKY UCXOIHBIE KOMIIOHEHTOB.

CaMbIM MTPOCTHIM U 3P(HEKTUBHBIM CIIOCOOOM OYUCTKU OT YIJIEPOAHOrO MaTepuasa
SABJISIETCS IPOKaJIKa cMecu npu Temneparypax Boime 600 °C. B pabote nns yaaneHus
HE MPOPEarupoBaBIIEro Yriiepo/ia MOTyYeHHbIH KapOua KPEMHHUsSI MTOIBEPraJiCsl OTXKUTY
B anekTponeun TK.15-1750.1® B koHTeHEpax U3 KBAPLIEBOrO CTEKIA. PexxuM oTxura
3anMcTBOBaH U3 pabotsl A.Il. [Terposa [42].

- Harpes 710 700 °C B TeueHue 3 4acos;
- Beiepxka pu temnepatype 700 °C B reuenue 40 yacos;
- OCTBIBaHUE JJO KOMHATHON TEMIIEPATYpHI.

Jns ynaneHusi KBapua, HE BCTYNUBILETO B PEAKLIHUIO C YIIIEPOAOM, MOJTYyYEHHBIH
KapOuJl KpeMHHusi TpaBWics B IIaBuKoOBOM kuciore mpu T=100 °C B TeyeHue IBYX
yacoB. [locie TpaBneHus kKapOua KpeMHHUs MPOMBIBAJICS JIEMOHU3UPOBAHHON BOJIOH /10
HEUTpaJIbHbIX 3HaueHWM pH u cymmics [0 MOJHOTO yaajlieHus Biaru. Bce 3T

OIICpalru BBIIIOJHAJINCH B CTGKHOI’pa(i)I/ITOBBIX TUI'TIAX.

2.5. I/ICXO,Z[HBIC MaTCpualibl U arraparypa JJId CHHTE3a MCTAJJLIOMAaTPHUYIHBIX

KOMITIOBUITMOHHBIX MAaTCpHaAJIOB

I[J'I?I IMPOBCACHUS IKCIICPUMCHTOB 110 IMOJIYUCHHA MCTAJUIOMATPHUIHBIX KOMIIO3UTOB

¢ MaTpuiieit Ha ocHoBe Al ucrnonb3oBaiics amomunuii mapku A0 [79]. Ins npoBeneHust
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9KCIICPUMCHTOB 110 CHHTC3Y MCTAUIOMATPUYHBIX KOMIIOSMIITMOHHBIX MATCPpHAIOB

(MMKM) Ha ocHoBe Mg npumensuics marepuan npousBoactBa OO0 «COM3y, a

UMEHHO:
- rpa”yJsbl yuctoro maraus mapku MI' 90 [80];
- rpaHyJibl U ciuTku cruiaBa MJISITY [81].
CuHTEe3 MPOBOJUJICS B CTAJILHOM TUIJIE 00beMOM 2 J1. [{st 3ammThl paciiaBa Mg-
SiC ucnonw3oBancs cosneoi (iroc u L-ras.
[Ipy npuMeHEeHHH MEXaHUYECKOTO IepeMEeIIMBAaHUs paciulaBa HCIOJIb30BaACh

neyb conpoTtuBieHus. [lmaBka Bemack B TpaduroBoM Turie odvemom 1 1. Cxema

npolecca npuBeaeHa Ha pucyHke 2.10.

m;lié.bu
< |l

Pucynox 2.10. Cxema MeXaHHUECKOTO MepEeMEeNIMBaHMs IO cioeM (irroca.

Jns  cuHTE3a TpH  UCIOJB30BAaHUM  MarHuTorujapoauHamuueckoro (MI']I)
NePEeMEIINBAHUS UCIIOJIB30BAJICS CTATbHOW TUTENh 00heMoM 1,6 . [lpuHnunuansHas

cxema MepeMelnBanus npuseaeHa Ha pucyske 2.10. u onucana B padborax [82-84]

Pucynox 2.11. IlpuHuunuanpHas cxXeMa CO3JaHUS MAarHUTOTHUIPOJIMHAMUYECKOTO

NnepeMCIIMBaHUA.
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2.6. Annapatypa 1 METOJMKH aHAJIN3a

OnTuueckne UCCIEIOBAHUS MOJyYeHHOTO nopomika -SiC ObLIM BBIOJHEHBI Ha
mukpockone MIICY-1 u ontuueckom Mukpockorne Olympus BX50 comnpsbkeHHOro ¢
dboToKaMEPOH U KOMITBIOTEPOM.

CrexkTpbl KOMOMHAIIMOHHOTO paccesHusl KapOuaa KpeMHHUs ObLIM IMOJIY4YEHBbI Ha
criektpometpe RMS 320 LabRam Jobin Yvon ¢ mukpockonom Olympus BX41.
PamaHOBCKMI CIIEKTPOMETP MMEET €IMHBIM MOIYJIb C KOMIBIOTEPHBIM YIIPABIICHHUEM,
OCHAIIIEH aBTOMAaTUYECKON OJOKMPOBKOHM Ja3zepa, aBTOMATHUYECKUMU MpPOIEAypaMu
KaJTUOpPOBKM M HIMPOKUM HAOOPOM CIEKTpaibHbIX OHOIMOTEK. [lomyueHHbIE CHEKTpPbI
KP taxxe ObuM WCIONB30BAaHBI I KA4yeCTBEHHOW OICGHKH (ha30BOrO COCTaBa
MCXOJIHBIX MaTE€pUaJIOB U CHHTE3UPOBAHHBIX 00Pa3LIOB.

DONEeKTPOHHO-MUKPOCKOIIUYECKHE HCCIEI0BAHUS NOBEPXHOCTH CHUHTE3UPYEMOTO
KapOuga KpeMHUsI ObUIM BBINIOJIHEHBI B PEXHME BBICOKOTO BaKyymMa Ha PacTpOBOM
NEeKTpOHHOM  Mukpockone Tescan Vega 3 Sbu ¢ sHeproaucnepcCHOHHBIM
cnektpometrpoM Oxford Instruments X-act (BemukoOpurtanwmsi). beimu momydeHHbIe
AJIIEKTPOHHBIE M300pa)K€HUsI TMOBEPXHOCTH OOpa3lloB W  BBIOPAHHBIX  CPE30B,
MO3BOJIAIOIINE YCTAHOBUTH Pa3Mephl U CTPYKTYPY YaCTUIl CHHTE3UPOBAHHOTO KapOuaa
KPEMHUSI.

JInsi KOIMYecTBEHHOM OIeHKH (ha30BOr0 COCTaBa HCXOJHBIX MaTEpUAIOB H
CHUHTE3UPOBAHHBIX O00pA3lOB M H3yUEHUSI CTPYKTYPHBIX OCOOCHHOCTEH MOIy4yaeMoro
KapOuga KpeMHHsS HCHoJb30BaThcsi peHTreHoda3zoBbii (QXRD) anammuzaTtop Ha
mudppaktomerpe SHIMADZU XRD-6000 (Anonusi) ¢ mocienyromeil OLeHKOH
conepxkanuit snementoB B [1O Profex-3.1.3 meromom PutBenbna. Ha pucynke 2.12
npuBefeHbl XRD criekTpbl sl UCMOJIb3yEeMbIX ATAJOHHBIX BEIIECTB UCIOJIb3YEMbIX U

HOJTy9aeMbIX B IIPOLIECCE CHHTE3A.
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Pucynox 2.12. XRD cnextpsl mist stanonHbix (a3 a-6H-SiC, 6-3H-SiC, B-2H-SiC, r-

rpaduT, A-KBapll, €- KPUCTOOAIIHT.

Psan xapakTepuCTUK CHHTE3MpPOBAHHOTO KapOWAa KpEeMHUS, TaKMX KaK yJelbHas
MOBEPXHOCTh, TpaHYJOMETPUYECKUH cocTtaB, Obul monydeH B  HHctutyTe

BbICOKOTEMIIEpATYypHOU 3nekTpoxumuu YpO PAH.
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JIyist o1ieHKHM KOJMYeCcTBa ra30Boi (asbl, 00pa3yIONIIMICS B XO/I€ PEaKIUidi CHHTE3a
KapOuaa KpeMHUSI B OTKPBITOM CHCTEME, TPUMEHSJICS METO]T B3BEIIMBAHMS MaTepuasa
1o u nocie cunre3a. Becol pupmbel KERN ALS 120-4 ¢ Tounocthio 0,0001T MaTepuana
JI0 U TMOCJIe CUHTE3a, YTO MO3BOJIMIIO HKCHEPUMEHTAIbHO YCTAHOBUTH MAacCy ra3oBOM

COCTAaBJISIOIICH.

2.7. Metoauka TEpMOIMHAMUYECKUX PacueTOB

Hna pacuéra daszoBbix nuarpamm cucteM Si-C-O wucnosnb3oBasicsa 650k "Phase
Diagram", nns moaenupoBaHue (ha30BbIX paBHOBECHH, peanusytouuxcs B cucteme C—
Si0, mpu temmeparypax, Boime 1000 °C BeimosHeHO ¢ momoiielo O0oka Equilibrium
nporpammHoro mnakera FactSage (Bepcus 7.0) mpoumsBoactBa Thermfact (Kanama) u
GTT Technologies (I'epmanus) [85-87] m mannbix 6a3 SGPS u FToxid. bsun
UCIIOJIb30BaHbl JIaHHBIE IS TpaduTa, aiMasa, pacIulaBI€HHOTO YIiepoaa, TBEPAOTO U
xkuakoro kpemuus, o-SiC u B-SiC, naBajamatd mMIECTH BO3MOXKHBIX KOMIIOHEHTOB
ra3oBoil (asbl M BOCBMHM KPUCTALIMYECKUX MOJIU(DPHUKAIMNA OKCHUIA KPEMHUS U
OKCHUJHOrO (IJJAKOBOI'0) paciljiaBa, a TakXke rnapaMmerp ypaBHeHus Pennmuxa — Kucrepa
u3 paboTel [88], XapakTepu3ylwIlMil pacijiaB KpeMHHss U yriaepojaa. B mporecce
IPOBEAEHHBIX PACUYETOB YUUTHIBAIACH BO3MOYKHOCTBH TMOSIBICHHS B CHCTEME TIa30BOM
da3bl U KUIKUX KPEMHHUs, YIIIepoaa U okcuaa kpemuusi. O01iee naBieHHe B CUCTEME
npuHUManoch paBHbIM 1 OGap. IlpoBeneHHOe MoOAENIUPOBAaHUE MO3BOJUT YTOYHUTH
nuarpammy coctosiHus cuctemsl Si-C-O st remmneparyp 1400-1700 °C. Ilomydyenusie
pacyeTHbIe JaHHbIE ObLIM UCTIOIB30BAHBI JIJISl ONPEACIICHUS ONTUMAIbHBIX TEMIEPATyp
CHUHTE3a U COCTaBa MCXOJHBIX KOMIIOHEHTOB B 3KCIEpUMEHTaxX IO CHUHTE3y KapOuia

kpemuus 3C-SiC monudukanuu.
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I'JIABA 3. KAPBOTEPMMYECKWI CUHTE3 KAPEMJIA KPEMHM S

3.1. Crioco0 cuHTe3a kapOua KpEMHHUS B PEAKTOPE C aBTOHOMHOM 3alTUTHOM

atMocdepoit

B cooTBeTcTBHE C MPENTIOKEHHOW METOAMKON, OMMCAHHOM B MPEAbIIYLIEH TIJ1aBe,
B Ipoliecce cuHTe3a B TpaduToBoM Turie (pucyHok 3.1) cosmaercss M30BITOYHOE
JABJIEHUE Ta30B, OOpa3ylIIUXCA B XOJ€ TMPOTEKAaHUS PEAKIMH OMKHCHhIBAEMON
ypaBHeHueM (3.1)

Si0, +3C = SiC + 2CO (3.1)

OOpa3zyromuiicss B mpolecce CUHTE3a MOHOOKCHJ yriepoda MOXET CO3/1aBaTh B
pPEaKIMOHHON Kamepe 3allMTHYI0 atMocdepy M ecid B KaMmepe co3JaaTh YCIIOBUS,
NPENSATCTBYIONIME MOCTYIUICHUIO B HEE€ KUCIOPOJa BO3yXa, TO MPOILECC MOKHO BECTH

0e3 MCMOJIL30BaHUS JOITOJIHUTCIBHBIX 3allIUTHBIX I'a30B.

Pucynok 3.1. Cxema peaktopa misi kapborepmudeckoro cunteza SiC: 1-wHEpTHBIN
KepaMHUYECKHA MOPOIIOK; 2 — 3alIUTHBIN CIIOoi rpadura; 3 — Kpblmika u3 rpadura; 4 —

peakimonHas cmech SiO,+trpadut; 5 — rpaduToBBIN THrENb; 6 — TUTENb U3 Al,Os.

Jna pemeHuss JaHHOW 3a4add ObUIO TPEIJIOKEHO HCMOIb30BaTh IpadUTOBBIN
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TUTENh B KAYECTBE BHYTPEHHETO THUTJIS, B KOTOPOM HEIIOCPEICTBEHHO MPOTEKAET CUHTES
kKapouaa kpemuus. Mcmonp30Banne BHYTPEHHETO TPA(QUTOBOTO TUTIISI TIO3BOJISIET TAKKE
n30eXkaTh 3arpsi3HEHUs IIMXThl BO BpeMs cuHTe3a. [[is mpegoTBpalleHusi CropaHus
rpa(UTOBOTO THUTJIA OH TIOMEIIAETCS BO BHEIIHWW THUTEJh, U3TOTOBJICHHBIA M3 OKCHJIA
amomMuHusa. (CBOOOJHOE TMPOCTPAHCTBO MEXKAY CTEHKAMU THUTJIEH 3achllaeTcs
rpagutoM. 3a cueT 00pa3oBaHUS Tra3000pa3HBIX MPOIYKTOB, OOpa3ylOIIMXCS B
IPOLIECCE CHUHTE3a W MPU MEAJICHHOM BBITOPAHMU 3ALIUTHOTO CJIOS MOPOLIKOBOTO
rpadura B yCIOBUAX AePUIUTA KUCIOPOJA, JOCTYH KOTOPOro K MOPOLIKY rpadura
3aJIep’)KUBACTCS CII0EM KEPaMHUYECKOro MaTepuaia, BO BHEIIHEM THUIJIE W3 OKCHIa
aIFOMUHUS 00pa3zyercs 3amuTHas atMocepa. B kauectBe uctounuka SiO; B HCXOTHOM
muxte ObUTH anpoOupPOBaHbl MOPOIIKHK KBapiia pa3HO KPYMHOCTH M CTENEHU YUCTOTHI,
a TaKkKe MOPOIIOK MCKYCCTBEHHOIO aMOpP(HOTO KpeMHe3eMa, MOIYYEHHOTO METOJ0M
30J1b-T€JIb CMHTE3a. B KadecTBE MCTOYHUKA YIJIEpOJia MPOBOJUIUCH IKCIIEPUMEHTHI C
UCITI0JIb30BAHUEM MOPOIIKA MPUPOJAHOTO TpaduTa, a TAKXKE U3MEIIbYEHHOTO IPEBECHOTO
yTIISL.

B kxauyecTBe MHEPTHOrO MOPOIIKOBOIO KEPaAMUYECKOIO MaTepuaia MCIOIb30BaJICA
nopomok kBapua uian Al,O;. Jlydmme mokaszaTeny MOMydeHBbI B OIMBITaX, B KOTOPBIX
cioi rpaduTa NepeKphIBANICS MaplIaIUTOM — MPUPOJIHBIM MaTepUaoM, COCTOSAIIUM U3
Si0, 98 % u 2 % npumeceid u pasmepom 40-60 Mxm. OOpa3ibl MOpoIIKa KapOua
KPEMHUS C HAWIYYIIAMH XapaKTePUCTUKAMU OBLUIM TIOJYyYeH C HCIIOJIb30BAHUEM
KBaplIeBOro KOHIEHTpaTa riayookoro oboramenust Keimreimckoro I'OKa mapku RQ-
2KC, ¢pakuua < 100 mxm u rpadura Taiirunckoro mectopoxkaenuss mapku ['K-3.
OnucaHHasi TEXHOJIOTHS 3alyIIeHa TaTeHToM [89].

[Ipu pa3paboTke TEXHOJOTMU CHHTE3a B aBTOHOMHOM 3alllUTHOM atMocdepe ObLl
WCIIOJIB30BaH CIEAYIOUUNA COCTaB UCXOJHOM MIUXThI, OJIM3KUI K CTEXUOMETPUUECKOMY:
54.5 mac. % Si0, + 45.5 mac. % rpadura. ['paput npenBaputrenbHO ObLT OUMILEH OT
MuHepanbHbIX TpuMmeceid TpasieHuem B HF. Conepkanue mpumeceid B MCXOIHBIX
MaTepuaax npuBeneHo B Tadnwuie 3.1.

B kauecTtBe mHEpPTHOro Marepuaa, MePeKpbIBAIOIIETO 3aIUTHBIN ClIo rpadura,

OblT  OMpOOOBaH MapIIAUT ©3 MecTopokaenus B YemsOuHckol obnacTw,
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conepsxkammiit 98 mac. % Si0,, a Tak ke nmopomok kBapia gpaxmun <100 mxM. Bo Beex

9KCIICPUMCHTAX MHCPTHBIC KCPAMHUYCCKHUC MAaTCPpUAJIbI ITPCAOXPAHAIN BaIHHTHBIﬁ clioi

rpaduTa OT BEITOpaHHUS.

Tabmuma 3.1.
Copeprxanue nmpumecei B UCXOJIHBIX MaTepuaiax.
Marepuan
OnemMeHT Ksapu RQ-2KP, I'papur I'K-3 I'paput I'K-3
ppm mac.% ounl. Macc %

Al 4.8 0.47 0.02

B 0.09 <0.001 <0.001
Ca 0.37 0.05 0.004

Cr 0.08 - -

Cu <0.01 0.03 0.0003

Fe 0.6 0.70 0.005

K 0.14 - -

Li 0.26 - -
Mg 0.02 0.12 0.016
Mn 0.009 0.005 <0.0001
Na 0.42 - -

Ni 0.06 - -

Ti 2.6 0.02 0.003

Zr 0.007 - -

Si - 0.93 0.006
Mo - 0.02 0.002

\Y - 0.004 <0.001

Cunte3 Benmu npu temneparype 1650 °C B meun TK.15.1750.1®. Bpewms

BBIICP’KKU TP TEMIlEpaType CcuHTe3a cocTaBisulio 4 daca. Ilocime ombeita Mmacca

MOJYYEHHOro Marepuana ymenbwiainca Ha 35 — 40 %. IlomydyeHHble 3HauYeHUS

COOTBETCTBYIOT

paCdCTHBIM  JAaHHBIM  IIpH

CTCXUOMCTPHICCKOM

COOTHOIIICHUH
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KOMITOHEHTOB B MICXOJTHOU ITMXTE. Y MEHBIICHUSI MaCcChl MaTe€pUaia CBHIETEILCTBYET O
NOTEPH YaCTU MaTepHaja Ha CO3JaHMs 3alIUTHON aTMochepsl.

[Ipyn mpoBeneHWM HCCIEIOBAaHWA TOJYYEHHOTO MaTepuaja ObUIO YCTaHOBIIEHO
HaJIM4ue ocTaToyHoro yriepoma u Si0,. [lns ymaneHuss OCTaTOYHBIX HCXOTHBIX
MaTepUajoB MPUMEHIIUCH TEXHOJIOTHUECKHE OTePaAIli OYUCTKH, ONTMCAHHBIE HIDKE.

[Ipn w3ydeHHH IUTEpATyphbl, TOCBIIMIEHHOW TeOpHsIM o0Opa3oBaHUS KapOuma
KpEMHUS, ONMUCAaHHBIX B TiaBe 1, Obla mpuHsATa runoTe3a o0 oOpa3oBaHHs KapOuia
KPEMHUS B pEaKTOpax ¢ aBTOHOMHOM 3alUTHON atMocdepoil yepe3 rasoByro (asy 3a
cyeT o00pa3oBaHMS MOHOOOKCHJA KpEeMHHUS M MOHOOKcHAa yriaepoxaa. Jmis
TIOJITBEPK/ICHUS] TUTIOTE3bI ObLIA TPOBENIEHA CEpUsl IKCTIEPUMEHTOB C HCIIOJIb30BAHHEM
B KaUeCTBE NCTOYHHKA YTJIEPOJIa APEBECHOTO YTJIs.

Bo Bpems skcnepuMeHTOB HCIHONB30Bajoch cooTHomeHue C/Si0,, 6nu3koe K
crexuomeTpudeckomy. CHHTE3 TMPOBOAWICS TO TMpeajaraeMoil TEXHOJIOTMH B
peakTopax ¢ aBTOHOMHOM 3aIlIUTHOM aTMOC(EpOi ¢ BBIIEPKKOH mpu Temnepatype 1600
°C B TeueHue 4 u.

[Ipn m3ydeHnu MOJy4YEHHOTO TOCJEe CHHTE3a MaTephasia YCTAHOBJICHO HaJNuue B
0o0BEME OCTATOYHBIX CKEJETOB IPEBECHOTO KapKaca C 3aMEllIeHHeM yriepoja Ha
kapOun kpemuus (pucyHok 3.2). Takxke B o0ObeMe YCTAaHOBJICHO HAJIMYHME BOJIOKOH

(BukkepcoB) coctosux u3 SiC (pucyHok 3.3).

i
]

Al
Au Ca

2 4
Pucynok. 3.2. SEM ¢otorpadgusi octaTouHOro Kapkaca APEBECHOTO yIisi ¢ YaCTUUYHBIM

3aMelleHue KapOuaoM KpEeMHUSI.
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Pucynoxk. 3.3. SEM ¢dororpadus Bukkepca kapOuia KpeMHUS.

Hanngme octaTo4HOrO yriepomHOro KapKaca M BOJIOKOH KapOua KPEeMHHEBOTO
cocTaBa TOJTBEPXKIACT TUIIOTE3Y, YTO 00pa3oBaHUE KapOuaa KpEeMHHS B PEaKTOpax C
ABTOHOMHOM 3aIIUTHON aTMOC(EpOo TPOUCXOINUT Yepe3 Ta30Byio hazy ¢ 00pa3oBaHHEM

razoo0pasubix Si0O u CO.

3.2. OuurcTKa NOpoIIKa KapOouaa KpeMHHs OT OCTATOYHBIX MTPOIYKTOB CUHTE3A

3.2.1. Ouuctka oT CBOOOHOTO yIiiepoaa

Jns monydeHus yIbTPAJUCIEPCHOrO KapOuja KpEeMHHS B COOTBETCTBHM C
npejaraeMo MeTOMKOM CHHTE3a B PEaKTOpax ¢ aBTOHOMHOM 3allTuTHON aTMocdepoit
HEOOXO0aMMO obecreunTh H30bITOK TpaduTa B UCXOAHOM mmmxTe. CrenoBaTelbHO,
MOCJIE MPOLECCAa CUHTE3a B IMOJYYEHHOM MATEpHUANIE OCTAETCS HEMPOpPEarupoOBaBIINMA
rpadur.

Taxxe ycTaHOBIIEHO, UTO Mpoliecc 00pa30BaHuUs UAET C 3aMelleHrneM TrpaduTa Ha
Kapoua kpemuud. [Ipu Hanuuuu u30BITKA yriepoja B IIUXTE HAOJIOAAETCS YaCTUYHO

KapOuan3upoBaHHBIC 3epHA rpaduTa (pucyHOK 3.4).
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Pucynok 3.4. SEM ¢otorpadust 4aCTUYHO 3aMELICHHOTO 3€pHa Ipaura ¢ COCTaBOM B

HCCIICAYCMBIX TOYKAX.

CaMbIM TMPOCTBIM CIOCOOOM yhaneHus rpaduTa SBISETCS €ro BbDKUTAHHE IpU
temneparype cBoiie 600 °C Ha Bo3ayxe. MakcumanbHasi TEMIEpATypa OTKUIA HE
noipkHa mpeBbimaTth 950 °C, cBsi3aHHOW C HAYaJIOM AaKTHBHOTO OKHCIIEHUS KapOwia
KPEMHUS.

B nannoii paGoTe mpoliecc OTKUra yriepoja peain3oBaH CIEAYIOMUM 00pa3oM:
W3BJICUEHHAs [IMXTAa UCTUPAJIach M 3achllajlach Ha MOJJIOH M3 KBapLEBOrO CTEKJIA WU
KepaMuKH. ToJIIIMHA HACBIITHOTO CJIOSl HE JAOJKHA MPEBBINIATh 2 ¢cM. Bpemsi BbIIEpKKU
B Ileud npu Ttemmeparype omxura cocrasisier 40 wacoB [42; 90]. IIpoBeneHHble
OKCIEPUMEHTBl 10 OYUCTKE OT H30BITOYHOIO yrjiepoAa IMpU MNPOKaJTUBAHUU
CHUHTE3UPOBAaHHOr0 martepuana npu temmeparype 700 °C mokas3anu, 4To IMpU TOJILIHUHE
cinosi Oonpine 2 CcM WIM BpEeMEHHM BbIAEpKKH MeHbine 40 u. Habmomaercs
HEBBIFOpeBIIMH yriepod. A nipu temneparype cBbiie 800 °C nmpoucXoauT 4pe3MepPHOE

OKHUCJICHUE KapOuma kpeMHwusi 10 oOpazoBanus aMmophHoro SiO;.
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3.2.2. O4yucTKa OT OCTaTOYHOr0 KPEMHE3EeMa

Jisa monydeHus KapOuga KpEeMHHUsI BBICOKOM YHMCTOTHI MOJIYYEHHBIM MaTepuan
[ocj€ CHHT€3a M BBDKUIAHUS YIVIEpoJa HEOOXOAMMO OYHMCTHTh OT  HE
IpOpearnpoBaBIIero KpemHe3eMa (pucyHok 3.5). Jlms storo marepwan HE0OXOIUMO
IIPOTPABUTH B IrOpsiY€ KOHIICHTPUPOBAHHOM IUIABMKOBOM KHCIJIOTE WJIH IIOJABEPIHYTH

npokajike B Bakyyme npu temreparype 1450-1500 °C B teuenun 20 u.

Pucynok 3.5. SEM ¢oTtorpadust 3epHa HenmpopearupoBaBIIero KBapiia.

B pabote mnpumensioch xumudeckoe TtpasieHuss B HF. Bpems TpaBnenus
cocraBimsiio 2 4, Temmeparypa <100 °C, TpaBieHHME OCYLIECTBISIOCH B
CTEKIIOTpadUTOBOM TIOCY/IE.

CyliecTBEHHBIM HEJOCTATKOM JTOW ONepaluud SBISETCS BBIMBIBAHHE CaMOU
TOHKOH (hpakimu KapOuaa KpeMHUS B MPOIECCE MPOMBIBKHU J0 HEUTPAJILHOTO 3HAYEHUS
pH. Tak xe Obl1 anmpoOMpoBaH CrOCOO OYUCTKHA OT ocTtaTo4HOro Si0, MpoKamKkod B

BakyyMe npu temmneparype 1500 °C.



51

3.3. DKcnepuMeHTaIbHBINA O00P COOTHOIICHUH yriepoaa U KBaplia B UICXOAHON

CMECH

[IpeaBapuTenbHbIE SKCIEPUMEHTHI 10 CHHTE3y KapOuaa KpeMHUs MOKa3ajid, 4YTO
IpU CTEXHOMETPUIECKOM COOTHOIIEHUHM HCXOAHBIX KOMIIOHEHTOB B TIOJIYYEHHOM
Marepuaie HaOJIIaeTCsl OCTATOYHBIN KBapll, yAaJIeHHE KOTOPOro TPeOyeT MpOBEACHHS
CIIOKHBIX JOTIOJHUTEIBHBIX OMEPaIHi.

st Toro, 4toObl M30aBUTHCS OT OINEpalMidi OYUCTKH IIOJIYYEHHOTO KapOuia
KPEeMHUsI OT W30BITOYHOTO KpeMHe3eMa OBUIM TIOCTAaBICHBI OIBITBI C Pa3HBIM
otHomenue C/SiO, B ucxoaHoi muxre. Heobxonumo Ob110 1mogodpaTh Takol cOCTaB
IIUXTHI, B KOTOPOM HE OCTAeTCsl HE MpopearupoBaBimii KpemHe3em. C 3TOW HeJbo

ObLTH TIpOBeeHbI ONBITHI ¢ oTHOIIEHUs MU C/S10,=6/5 u C/S10,=2/1.

3.3.1. CocTaB NpoAYKTOB SKCIEPUMEHTOB C UCXOJHBIM COOTHOILLIEHHEM

C/8510,=6/5

[TomydeHHBI MaTepuans ¢ MacCOBBIM COOTHOIICHHEM HCXOJHBIX KOMIIOHEHTOB
C/810,=6/5 mocne BeIICPKKHA TPHU TeMIEpaType CuHTe3a 4 4 mpuoOpen 3eIeHOBATYIO
okpacky (pucyHok 3.4). IIpocTpaHCTBO MEXIy KpBIIIKOW TIpadUTOBOrO THUTJIA H

CUHTC3UPOBAHHBIM MAaTCpUAJIOM OBLIO 3aIIOJTHEHO BOJIOKHAMU Kap61/1):[a KpCMHUA.

-r

Pucynox 3.6. I'paduTOBBIM THUTENh CO CMECHIO IIOCJIE€ OIBITA C COOTHOIIEHHUEM

C/S810,=6/51: a — Buz cBepxy, O — BUJ C BEpXY B paszpese
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Jlnst ompeneneHust (HazoBOro cocTaBa IMOJTYYEHHOTO Marepuana OblI MPOBEICH
peHTreHo(a3oBbIii aHANMM3, PE3yNbTaThl KOTOPOTO TpHWBEACHBI B TaOiwmie 3.2 W Ha
pucyske 3.7

Tabnua 3.2.
PesynbTaThl peHTreHodazoBoro ananauza npoosl ¢ cootHomenueM C/Si0,=6/5

IMOCJIC ITPOBCACHHBIX onepaunﬁ.

Onepauys MunepanbpHbIiA cocTaB (Mac. %)

SiC rpadur Si0,

CuHres 45 48 7

Omxur 86 1 13

Tpasienue 99.3 0.7 0

C
Sio, J 0-SiC B-SiC a-SiC B-SiC
I 1 A\ i \L\ i i ‘\;A\ T 1 1 i i i i i \A\ i +\ i 1
18 20 22 24 26 28 30 32 34 36 38 40 42 44 46 48 50 52 54 56 58 60 62 64 66
20

Pucynoxk 3.7. dudpakrorpamma npoOsi ¢ cootHomennem C/Si0,=6/5 nocne cunTe3a.

Ha nudpakrorpamme, cHATON ¢ MaTepuaia mocie OnbiTa, HAOII01aeTCs, HapsaAy ¢
MMKOM COOTBETCTBYIOIIMM (pa3e rpadura, Takke MUK, COOTBETCTBYIOIIUN (ha3e KBapua

(pucyHnok 3.7).

[Ipu ananm3e wu300pa)Ke€HMi, MOJYYEHHBIX HA OHJIIEKTPOHHOM MHUKPOCKOIE, B
o0BeMe HCCleAyeMOro MarepHaia HaOJloJalnuch ocTatouHble 3epHa SiO2, cxoxue c
n300pakeHHbIMU Ha pucyHke 3.5. OcHOBHON 00beM Marepuana (pucyHOK 3.8)
NpeACTaBiIeH KapOWIM3UPOBAHHBIMHM 4YellyWkamMu TpaduTa M BOJOKHAMHU KapOWI-

KPEMHEBOT'0 cOcTaBa (pUCYHOK 3.9).



200 pm

Pucynoxk 3.8. SEM ¢otorpadus npoosl ¢ ucxoaubiM cootHomeHueM C/S10,=6/5 nocie

CHUHTC3Aa.
a Si 0
C
B | NS

Pucynox 3.9. SEM ¢ororpadus 3epHa rpadura B mpode ¢ UCXOAHBIM COOTHOIICHUEM
C/S810,=6/5 yacTUYHO 3aMEIIeHHOTO KapOua0M KpeMHHs (a) U BOJIOKHUCTOTO KapOuja

kpemuus (b).

N3 monyueHHoro marepuana Oblsio oToOpaHo 15 T /I poBeaeHUs JaibHEHIIeH
ofepalyy Mo BbLKUTaHUIO U30bITOUHOTO rpaduTa. [locne omxkura mpoObl B Teuenuu 40
gy npu temmnepatype 700 °C octanocs 9 r. AHanu3 (a3oBOro cocraBa HIMXTHI MOCIE

OT)KUTa MpuBeJieH B Tabuie 3.2.
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[Tocne omxura nmpu Temmneparype 700 °C B mpoAyKTe OMbITa OCTATUCH ABE (a3bl:
Si0, wm SiC. Ha mudpakrorpamme (pucynok 3.10) mnHaOmomaercss Tak ke
HE3HAYUTENbHBIM MUK, COOTBETCTBYHWOINHUK (ha3e yriaepoaa, KOTOPBIM CBs3aH C

HCIIOJIHBIM BBII'OPpAaHUCM YIJICPO/Ja 13 00beMa IIHUXTHI.

_ B-SiC
SiO,
B-SiC
a-SiC
o-SiC_
| C B-SiC

T T T T “T;%\J\‘ T T T T T T T T -~ T M T T \“ T T T T T 1
18 20 22 24 26 28 30 32 34 36 38 40 42 44 46 48 50 52 54 56 58 60 62 64 66

20

Pucynok 3.10. Judpakrorpamma npoOsi ¢ cootHomeHnem C/Si0,=6/5 mocine oTxura.

[Ipy wu3ydyeHWH wMmarepuana, IMOCJA€ BbDKHTAHUS H30BITOYHOrO YIjIepoja, Ha
AJIEKTPOHHOM MHUKPOCKOIE B 00beMe HaONIOJAI0TCS CPOCTKH BOJIOKHHCTOTO KapOuia
kpemuusi (pucyHok 3.11) u HeOOJIBIIIOE KOJIMYECTBO 3€pEH HEMpOpearrupOBaBIICTO

KBapla.

200 pm

Pucynok 3.11. SEM ¢otorpadust nmpoOsi ¢ cootHomeHuem C/Si10,=6/5 nocne oTxkura.
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[locne TtpaBnenus B ropsuedt HF mudpaxrorpamme (pucynox 3.12) mnuk,
cootBercTByOmu (aze SiO,, orcyrctByer . [lo pesynapTatam peHTreHogpazoBOro
aHanmu3a 1pobda COCTOUT M3 KapOuaa KpeMHHs C HEe3HAuYMTEeNbHBIM IHKOM IpaduTta
(rabmuma  3.2). Ilpu wu3ydeHWH OSJIEKTPOHHOM MHKPOCKONE B 00BeMe MpOObI

Hernpopearuponasiiero Si0, He oOHapyxkeHo (pucyHok 3.13)

B-SiC

B-SiC

P

T T T T T T T T T T
18 20 22 24 26 28 30 32 34 36 38 40 42 44 46 48 50 52 54 56 58 60 62 64 66

20

Pucynok 3.12. udpaxkrorpamMmma mnpoObl ¢ ucxoaHbiM cooTHouenuem C/Si0,=6/5

IIOCJIC TPpaBJICHHUA.

Pucynok 3.13. SEM ¢ortorpadust mpobsl ¢ ucxogusiM cooTHomeHueM C/Si0,=6/5

IMOCJIC TPpaBJICHHUA.
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3.3.2. CocTtaB MPOAYKTOB SKCIIEPUMEHTOB ¢ UCXOMHBIM cooTHOMeHueM C/Si0,=2/1

[Toy4eHHBIN MOCTIE CHHTE3a MaTepruall C COOTHOIIICHUEM UCXOIHBIX KOMIIOHEHTOB
paBHbiM C/S10,=2/1 Taxxe mnpuoOpen 3eJIeHOBATHIH OTTEHOK. PeHTreHoda3oBbIit
aHanMW3 TOJy4YeHHOro Marepuana (tabmuma 3.3) mokasan Hamuuue  (asbl
COOTBETCTBYIOIIEH yriaepoay U (a3bl, COOTBETCTBYIOIINE O- U - KapOUAy KpeMHUS,

MUK COOTBETCTBYIOUIUH (haze kBapua Ha nudpakrorpamme (pucyHok 3.14) oTcyTCTBYET.

Tabnuma 3.3.
PesynbTaThl peHtrenodazoBoro anamuza mnpoObl ¢ cooTHomeHueM C/Si0,=2/1

IIOCJIE IPOBEACHHBIX ONEPALIAM.

Omeparis MunepanapHbIid cocTaB (pubi. Bec. %)
patl SiC rpaduT | KpuCTOOATUT
Cunres 43 57 0
OTxur 96 4 0
TpaBiienue 99.9 0.1 0
C
JL asic PSic o-SiC B-SiC
1‘8 2‘0 2‘2 2‘4 2‘6 2‘8 3‘0 3‘2 3‘4 3‘6 3é 4‘0 4‘2 4‘4 4‘6 4‘8 5‘0 5‘2 5‘4 5‘6 5‘8 (;O 6;2 6;4 6;6
20

Pucynok 3.14. udpaxrorpamMmma mpoObl ¢ ucxomgHsiM cooTHomeHuem C/Si0,=2/1

ITIOCJICE CHUHTEC3A.

[Tpu ananm3e oOpas3oB Ha IEKTPOHHOM MUKPOCKOIE YCTaHOBIIEHO, YTO B 00BEME
MaTepuana 3€peH KBaplua He HaOmonaercs. Becb 00beM COCTOMT M3 BOJIOKOH H
CPOCTKOB HTOJIbYATHIX KPUCTAIOB KapOuaa KpeMHUS U KapOOHMU3MPOBAHHBIX YEITyeK

yraepoja (pucyHok 3.15, 3.16).



Pucynok 3.15. SEM ¢otorpadus mpoOsl mociie onbiTa ¢ UCXOJAHBIM COOTHOIIEHHUEM

C/S10,=2/1 nocie cuuresa.

S1
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50 pm 0 2 0 2 0 2

Pucynok 3.16. SEM ¢otorpadus cpoctkoB wurompuateix kpucramioB SiC (b) u

KapOUAM3MPOBAHHBIX YelTyeK rpadura (a, C) B OMBITE C HUCXOTHBIM COOTHOIIEHUEM

C/S10,=2/1.

N3 monmyuenno#t mmxthl ¢ cootHomeHnueM C/Si0,=2/1 ObutO0 0TOOpaHO, TaK XKe,
KaK ¥ JUIg WUXThl ¢ cooTHomeHueM C/Si10,=6/5, 15 r nns mpoBeneHus IajbHEHIIeH
ofepanyy no BDKUTaHUIO U30bITOUHOTO rpadura. [locne omkura npoOsl B Teuenuu 40

yacoB 1ipu temrneparype 700 °C octanocs 6 T.
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[To pe3ynpTaTam peHTreHO(]A30BOrO aHAIU3 MaTepuaia Mociae OTKUTa COCTOUT U3
da3 kapbuga KpemHHS U HEOOJBIIOro KojaudecTBa yriepoma (tabmure 3.3). Ha

nudpakTorpaMme MUK COOTBETCTBYIOMUM (aze Si0, oTcyTcTBYET (pUCcYHOK 3.17).

B-SiC

B-SiC
a-5iC /| g-sic
B-SiC
b A

T T T T T T T T T
0 22 24 26 28 30 32 34 36 38 40 42 44 46 48 50 52 54 56 58 60 62 64 66

20

T
18 2

Pucynok 3.17. HdudpaxktorpamMmma mpoObl ¢ ucxogHsiM cooTHomeHuem C/Si0,=2/1

IIOCJIC OTKHTQA.

[Ipn ananu3e mpoObl HA HJIEKTPOHHOM MHKPOCKOINE B HCCIEAYEMOM OObeMe
MaTepuaja OCTaTOYHBIX 3€peH KBapia He oOHapyxkeHo. IIpoba cocTouT U3 CPOCTKOB

UTOJIbYATHIX KPUCTAIOB KapOuaa kpemuus (pucyHok 3.18).

200 pm

Pucynok 3.18. SEM ¢ortorpadus npoOsl ¢ ucxomubiM cooTtHomeHueM C/Si0,=2/1
MIOCJIE OTXKHUTa
[locne BpDKMTAHMA UW3OBITOYHOTO YIJIEpoJa MaTepuaja ¢ COOTHOUICHHEM

C/810,=2/1, Tak ke kak Marepuaja ¢ cootHomenrnem C/S10,=6/5, TpaBuiiach B ropsuei



59

HF B Teuenue 2 u npu temnepatype ~100 °C.
Pe3ynbTaThl peHTTEHOCTPYKTYPHOTO aHajdu3a TOC]e TPaBJICHUS TMPUBEICHHI B
tabnaune 3.3. Ha nudpakrorpamme muk, cooTBeTcTByrouui (aze SiO, OTCYyTCTBYeT

(pucyHok 3.19).

B-SiC
B-SiC
a-SiC
[ T T T T I I T T T T T T T 1 T T T T T T T T T 1
18 20 22 24 26 28 30 32 34 36 38 40 42 44 46 48 50 52 54 56 58 60 62 64 66
20

Pucynox 3.19. Jludpakrorpamma mnpodbsl ¢ ucxoaHbiM cooTHomeHuem C/Si0,=2/1

TIOCJIC TPABIICHHSL.

[lpu aHanu3e Ha 3JICKTPOHHOM MHKPOCKOIIE B HCCIEAYeMOM O0BbeMe MpoObI ¢
cootHomennemM C/Si0,=2/1 mpHUCYTCTBYIOT TOJBKO CPOCTKH BOJIOKHHCTOTO KapOuia

KpeMHus (pucyHok 3.20, 3.21).

200 pm

Pucynox 3.20. SEM ¢ortorpadus npoOsl ¢ ucxomusiM cooTtHomeHueM C/Si0,=2/1

IIOCJIC TPpaBJICHHUA.



5‘|Jl'll” - 10 pm

Pucynox 3.21. SEM ¢ororpadusi BOJOKOH KapOHaa KpEMHHsS C COOTHOILIEHUEM

C/S10,=2/1 nocne TpaBieHUs.

B uccnenyemoii o6beme mpoObl 3epeH Si0, HE BBISBIECHO, YTO MOJATBEPKIACTCS
OTCYTCTBHMEM COOTBETCTBYIOIIETO MHKa Ha qudparorpamme (pucyHok 3.19).PesynbraTh

M3MEPEeHUI MaCChI TIOCIIe KaXKI0M orepariuy npuBeAeHbI B Ta0nmie 3.4.

Tabmnura 3.4.
[Totepu maccel B onbiTax ¢ cooTHomenuem C/Si10,=6/5 u C/S10,=2/1
C/S10,=6/5 C/S10,=2/1
Macca nociie onepauuu Hcxogapie KOMIIOHEHTBI
55r (251 /30r) 60r (20r/40r)
Cunres 33r (octatok 60%) | 38r (ocTaTtok 64%)
Jlo mpokanku 15r 15r
[Tocne mpokanku Or (octaTox 60%) 6t (octaTok 40%)
Jlo TpaBieHus Or 6r
[Tocne TpaBneHus 7 (octatok 78%) St (octaTok 84%)
OO BBIXO 12,7 % 8,3 %

[Ipu cootHomenun B mumxte C/S10,=6/5 KBapi B XOjJe peakIuu CUHTE3a

pacxonyercs He moaHocThio. [locne TpaBnenus B ropsiueit HF Tepsiercs oxono 22 %
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Macchl obpasua. YacTH4HO, 3TO CBSI3aHHO C MPOTEKAaHHEM PEaKLUU B3aUMOJCHCTBUS
Si0, u HF ¢ o6pa3oBanuem SiFg¢ 11 BoabI, @ 4aCTUYHO — ¢ BEIMBIBAHUEM CaMOUW TOHKOM
dbpakuuy Mpu TPOMBIBKE Tocyie TpaBieHHs. [Ipy mpoMbIBKE HIMXTHI ¢ COOTHOLIECHUE
C/S10,=2/1 Taxxe HabMIOaETCs MOTEPSI TOHKOM (Ppakimu kapoua KpeMHHUS.

[Ipu cpaBHeHUU AUPpaKTOrpaMM MOC]€e BbDKUTaHUsS yriepoaa (pucyHok 3.10 u
3.17) nabmromaercs OTCYTCTBHE IHMKa, COOTBeTcByromiero ¢aze SiO, B mpobe ¢
cootHomenne C/Si0,=2/1, m Oonee HWHTCHCUBHBIN MNHK, COOTBETCTBYOImMHUN (haze
yriepoaa. Takum oOpa3om, otHomieHue C/SiO, B uCXomHOW MmMxTe, paBHOE 2/1,
MO3BOJIIET HCKIIOYUTH OMEpaAlUI0 MO0 yAaJeHUI0 H30BITOYHOIO KpeMHe3ema
kursiueHuem B HF.

J1J1s1 TOUHOTO ONpPEAEICHHs] ONTUMATIBHBIX TEXHOJIOTMUYECKUX apaMeTpOB CUHTE3a
KapOuga KpeMHHH B aBTOHOMHOHM 3alIMTHOM aTtMmocdepe Oblla TOCTaBlIeHA CEpHs
sKkcriepuMeHTOB Tipu Temmneparypax 1600 u 1700° C 1 COOTHOLIEHMH KOMIIOHEHTOB B
ucxoanou mmxrte C/(S10,+C), paBubiM 0.375, 0.5, 0.6, 0.66, 0.71 ipu pa3HOM BpeMEHH
BBIIEP)KKH PEAKIIMOHHOTO TUTJIS B TICYH.

B tabnumne 3.5 mnpuBeneHbl pe3yJbTaThl PEHTIeHO(]A30BOro HCCIEIOBAHUSA
MaTtepuana nociie cuaresa npu remneparype 1600 °C npu IIUTeNbHOCTH BBIIEPKKA 2,
4,6,8n 10 4.

AHanmu3 TOJYyYEHHBIX JAaHHBIX PEHTreHo(a30BOro MCCIeN0BaHUs KapOuia
KPEMHHS, OJy4eHHoro rnpu temnepatype 1600 °C, nokazain, 4T0 MUHUMAJIBHOE BpEMH,
oOecrieurBaroniee MOJHYI0 BbIpaboTKy Si0, coctaBusier 4 4. Ilpu 3TOM BpemeHu
BbIIEPKKHU HcxoaHoe cooTHomenue C/(Si0,+C) nomxHo coctaBnsaTs He menee (.5.

B Tabmune 3.6 mnpuBeneHsl pe3yabTaThl PEHTIeHO()A30BOTO HCCIEAOBAHUSA

Marepuana nocie cuHrtesa npu temmeparype 1700 °C npu AauTenbHOCTUA BbIICPKKH 1,

2,4,6u 8 u.



CocraB matepuia nociie cuatesa npu 1600 °C.

62

Tabmwuma 3.5.

) Bpewms Cocras, mac.%
C/(S10,+C) , .
BbIIEPKKH, 4 | rpacutr | 3C-SiC S10;
0.375 394 1.1 59.5
0.5 65.1 0.5 344
0.6 2 76.3 0.3 234
0.66 80.1 0.3 19.6
0.71 94.5 0.35 5.1
0.375 23.0 58.3 18.7
0.5 20.3 70.7 0
0.6 4 41.1 58.9 0
0.66 53.6 46.4 0
0.71 56.1 43.9 0
0.375 16.1 77.9 6
0.5 27.1 72.2 0
0.6 6 43.7 56.3 0
0.66 52.9 47.1 0
0.71 73.7 26.3 0
0.375 11 89 0
0.5 28.9 71.1 0
0.6 8 52.1 47.9 0
0.66 514 48.6 0
0.71 62.3 37.7 0
0.375 16.5 83.5 0
0.5 34.6 65.4 0
0.6 10 43.7 56.3 0
0.66 49.8 50.2 0
0.71 55.5 44.5 0
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CocraB matepuana nocie cuaresza npu 1700 °C.

CASI02+C) Bpewms Cocras, Mmac. %
BBIICPKKU, 1| rpadur | 3C-SiC | SiO,
0.375 30.3 359 33.7
0.5 47.6 25.8 26.6
0.6 1 51.5 25.1 234
0.66 61.7 24.5 13.9
0.71 74.9 22.8 2.3
0.375 30.2 69.8 0
0.5 31.9 60.7 7.4
0.6 2 43.9 55.9 0.2
0.66 56 43.9 0.1
0.71 59.3 40.7 0
0.375 53 94.7 0
0.5 33.79 | 66.21 0
0.6 4 46.9 53.1 0
0.66 56.1 43.9 0
0.71 70.2 29.7 0.1
0.375 6 94 0
0.5 38.7 61.2 0.1
0.6 6 56.9 43 0.1
0.66 69.5 36.5 0
0.71 69.3 30.7 0
0.375 10.7 89.3 0
0.5 35.3 64.7 0
0.6 8 52.7 47.2 0.1
0.66 65.3 34. 0
0.71 70.9 29.1 0.1

Tabmaua 3.6.
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[Tpu cunrese kapbuaa kpemuus mnpu temmnepatype 1700 °C MuHMManbsHOE BpeMs
CHUHTE3a TaKXKe cocTaBisieT 4 4 ayisi rapantupoBaHHOW BbIpaboTku Si0,. Ilpu sTom
ucxoaHoe cootHomeHue C/(SiO,+C) MoXeT ObITh OJU3KUM K CTEXHOMETPUUYECKOMY
(C/(S102+C)=0.375). Opmnako, nnsi CcO3dAaHHWE 3aIlIMUTHOW aTMocdepbl HEO0OXO0IUMO
oOecrieunTh M30BITOK yriepona B ImmxTe. [lo3TOMy onTHUManbHOE COOTHOIIEHUE

C/(S102+C) nomxkHo O6bITh HE MeHee 0.5.

3.4. Cunre3 kapOuIa KpEMHUS B ATyHJIOBOM PEAKTOPE

[Tocne mpoBeaeHusi moadOpa ONTUMAIBLHOTO COOTHOIICHMS YIJIepo/a K KBapiLly
OBIJIO TPEJIOKEHO OTKAa3aThCs OT TPadUTOBOTO TUTJIS W TPOBOJUTH CHHTE3
HEIMOCPEJICTBEHHO B KOPYHJIOBOM THUTJIE. TaK e ObUTH MPOBEACHBI SKCIIEPUMEHTHI 110
CHUHTE3y B KOPYHJIOBOM TpyOe B KauecTBE HApY>XKHOrOo TUIJIS 0O€3 HUCIHOJIb30BaHUS
BHYTPEHHETO Tpa(UTOBOTO TUTIIA.

Jlnst mpoBesieHrs SKCIEPUMEHTOB Obljla MOJTOTOBJIEHA IIUXTA C COOTHOIIEHHUEM
C/(S10,+C)=0,5 B 00beMe, JOCTATOUHOM JISl 3aCHITIKK THUTJIA U TPYObl. B KOpyH10BOM
TUTJIE CHAuYaja 3achlllajach IIMXTA, a CBEPXY HA IMUXTY 3aCHIMAJICS 3AIUTHBINA CIOU
MapliajuTa TOJIMHOW 2 cM. B KopyHAOBH TpyOe, YCTaHOBIEHHON HA MOACTABKY W3
Al,O3, cHauana 3acelnancs ciaoi rpaduT TONIUHON 2 cM, Jlajee 3achlnanach MIKUXTa, a
CBEpXY ChIMaJics cioil rpaduTa U CION MaplIajnuTa TOJIIMHOM M0 2 M KaKIbIH.

Cunte3 Beics Mo ciueayrouei cxeme: HarpeB Ao 1650 °C B teyeHun 6 4,
BBIZICPIKKA MPU ATOU TeMIlepaType 4 4 v OXJIaXACHUE 10 KOMHATHON TeMIEePaTypHhl.

[locne mpoBeneHusi cCUHTE3a B TUIJIE TOJ 3alMTHBIM CIOEM MapllajuTa Ha
TpPaHMIIE C CUHTE3UPOBAHHBIM MaTepuajioM oOpa3oBaiiach (haza 3eJIEHOTO I[BETa
(pucyHox 3.22), cocrosmias MO JaHHBIM pPEHTreHo(a3oBOTO aHanmm3a W3 KapOuma
kpemuus 71 % u rpaduta 29 %. OOmUNA peHTTeHOCTPYKTYPHBIA aHAIU3 IIUXThI TIOCIIE

CUHTe3a MpuBe/eH B Tadnuie 3.7.



Pucynok 3.22. 3enéublii kapOua KpeMHHUS Ha MOBEPXHOCTHU HIMXTHl B KOPYHJAOBOM

TUTJIC.
C
B-SiC
J a-SiC B-SiC a-SiC %
i, . v,
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Pucynok 3.23. ludpakrorpamma npoObl U3 amyHIOBOTO TUTJISA MTOCJIE OTIBITA.

Ha mudpakrorpamme (pucyHok 3.23) mmxThl mocie cuHTe3a nuk SiO, He
HaOmoaeTcs. B Xoje aHaim3a IMIMXTBI HA DJIGKTPOHHOM MHKPOCKOIE KBaplia B
uccieayeMomMm o0beMe He 0OHapyKeHO (PUCYHOK 3.24), 0JJHAKO UMEIOTCS 3arps3HEHUS

CHUHTE3WPOBAHHOIO KapOuga KPEMHHS OKCHUJIOM aTtOMUHUSA (PUCYHOK 3.25).



l |
200 um

Pucynok 3.24. SEM ¢otorpadus 3enenoro SiC u3 KOpyHIOBOTO TUTJIA.

C al|ICsybl] Sif¢©
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Pucynok 3.25. SEM ¢oTtorpadust kapouan3npoBaHHOM yelryiika kapouaa kpemHus (a,

b), uronpuatelii kKapOuaa KpeMHUS (C) U3 OMbITA C KOPYHIOBBIM THUTJIEM.

N30bITOUHBIN yTAEPO U3 MIUXTHI BBDKUTAJCS COTJIACHO MPUHSATON TEXHOJOTHU:
HarpeB 10 700 °C u BeiAEpKKa npu 3TOM Temnepatype B TeueHue 40 4. [1o pesynpratam
peHtreHo(a3zoBoro a”aimM3a B TpeAeNiaX UYyBCTBUTEILHOCTH METOJa  IIMXTa
MPAKTUYIECKH MOJTHOCTHIO COCTOUT U3 KapOuaa kpemHuus (Tabmurna 3.7).

Tabmnura 3.7.
Pe3ynbTaThl peHTTEHOCTPYKTYPHOTO aHajiW3a MpoObl W3 aTYHIOBOTO THUIJIS TIOCIE

MIPOBEJICHHBIX ONeparuit

da30BbIii coctaB (Mac. %)
SiC rpadut
Cunres 46 54
OTxur 99 1

Onepanus
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B-SiC

B-SiC

a'Si_CJ B-SiC A
A
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Pucynox 3.26. ludpaxkrorpamma npoOsl U3 allyHAOBOTO TUTJIS MOCIIE OTXKUTA.

Ha nudpakrorpamme, CHATOH C OTOXOKEHHOM IIMXThI (pUCYHOK 3.20),
OPUCYTCTBYIOT TOJIbKO MHUKH KapOuaa kpemHus. [lpu aHanmze Ha 53IE€KTPOHHOM
MHUKPOCKOII€ YCTAaHOBJIEHO, YTO OTOXKKEHHAsl LIMXTa COCTOUT M3 CPOCTKOB BOJIOKOH

Kapouaa kpemuus (pucyHok 3.27, 3.28)

e

200 ym

Pucynok 3.27. SEM ¢otorpadus npoOsl U3 KOPYHAOBOTO TUTJISI MOCIIE OTXKUTA.

Si b

o lo 2 1

Pucynok 3.28 SEM ¢ortorpadus urospuatblx KpHUCTAUIBI KapOuaa KpemHUs b u3

KOPYHOOBOI'O THUI'JIA ITOCJIC OTXKHI'A.
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Hamuume nHa cnektpax (pucynok 3.25, 3.28) mwmka, COOTBETCTByIommiero Al,
CBUJICTEIILCTBYET O 3arpsi3HEHUM MoxydaemMoro SiC maTepuanoM KOPYHIOBOTO THTJIS.
[ToaToMy 17151 MOMy4YeHUsSI YMUCTOTO KapOuja KpeMHHUs HEOOXOAMMO HCIOJIb30BaTh
BHYTPEHHHI TUTeIh U3 rpaduTa.

Jlnst  comocTaBieHHs] TOJYYEHHOTO MaTepuaja M yTOYHEHHUs TOoJlydaeMou
Moau(pUKALMK ObLIO MPOBECHO CpaBHEHHE C MUPOBBIMU aHanoramu. Ha pucynke 3.29
NPUBEJCH CHEKTP KOMOWHAITMOHHOTO pACCesHUs, CHUHTE3MPOBAHHOTO KapOuaa
KpeMHus. [ns cpaBHeHUs JaH CHEKTP MOPOIIKA, BBIITYCKAEMOro KOMIIaHWeW Saint-

Gobain (HopBerus) u npuBeaeHHbIN B padote [91].

\'\,ﬂ/\é/

HHTEHCHBHOCTH OTH.€/I.

400 600 800 1000 1200

Jnuuna soanst (em™)

Pucynok 3.29. Cnextpsl KOMOWHAIIMOHHOTO paccesHus KapOupa KpemHus: 11—
CHUHTE3WpOBaHHbIA Kapoua kpeMuus, 2—SiC kommnanuu Saint-Gobain (Hopserus), 3—

SiC [91].

[TomokxeHne OCHOBHBIX IIOJIOC Ha CHEKTpax COBMAaloT. Paznuuusa Mexmy
CIIEKTPaMH BBI3BAHBI IBYMsI IPHUNHAMHU:

1. [Tomy4enHsIit kKapOou B OCHOBHOM COCTOUT U3 -MoauduKaiuu, B TO BpeMs Kak
nopoiok Saint-Gobain npenacrasieH o-moaudpukanuen SiC.

2. Kapbun xommnanum Saint-Gobain mpeacTaBiseTr cO00M KpHUCTAUIMUECKUN
MOPOILIOK C pa3MepoM 3epeH >ImkMm. CHHTE3UpPOBAHHBIM B aBTOHOMHOM 3alllUTHOM
atMocepe KapOua KpeMHHSI UMEET BOJOKHHUCTYIO CTPYKTYPY C TUAMETPOM BOJIOKOH ~

100 HM, B p€3yJIbTAaTC 4€Ir0 OCHOBHLIC ITIOJOCHI CTAHOBATCA Oonee IMUPOKKUMMU.
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3.5. CTpyKTypa CHHTE3UPOBAHHOTO KapOuaa KpeMHUS

[Ipn ananu3e CTPYKTyphl MOIYYEHHOTO KapOuaa KPEMHUS U CpPaBHEHUU €€ C yxKe
M3BECTHBIMU aHAJIOTaMU OBLJIO OIpPEENIEHO, YTO IOJOXKEHHE OCHOBHBIX IHMKOB Ha
nudpakTorpaMmax o- U P-moaupukanuii SiC cOBMagarT, U Pa3IUuUTh UX MOXKHO
TOJIBKO MO HAJUYMIO WM OTCYTCTBHM OIIPENEICHHBIX BTOPOCTENEHHBIX MHKOB. MBI
HojlaraeM, 4YTO B PsA€ ONBITOB HaM yJIAlIOCh THOJYYHUTh JOCTATOYHO YHCTYIO
kyouueckyio (B) moauduxanuio kapobuna kpemuus. Judpakrorpamma nomyueHHoM [3-
Moau(dUKAIIUKM, COBMEIIGHHas ¢ JudpakTorpaMmor o- wMoauduKanuu Kapouma

KpEMHHUs NpuBeieHa Ha pucyHke 3.30.

a-SiC+B-SiC
1  =q-Sic Sait-Gobain —3-SiC

—

a-SiC+B-SiC a-SiC+p-SiC

a-SiC

18 20 22 24 26 28 30 32 34 36 38 40 42 44 46 48 50 52 54 56 58 60 62 64 66
20

Pucynok 3.30. CoBmemennasie qudpaxrorpammsel o (1) u B (2) moaudukamnuii kapouaa

KPEMHHUS.

[Tonyuennsie npo6sl uccnenoBamuch B LIKII «CocraB BemectBay MBTD YpO
PAH. Pentreno¢a3oBbslii aHanu3 B mpezenax YyBCTBUTEILHOCTH METO/a MOKa3al, 4To
uccieayeMas mpoba coCTOUT U3 KapOuaa KpeMHus 0e3 mpuMecel HCXOIHBIX KBapla H

yriepona (pucyHok 3.31)
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SiC

SiC

|
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20

Pucynoxk 3.31. ludpakrorpamma npo6s1 kapouna kpemuuss UBTD YpO PAH.

AHanu3 Ha 3NEKTPOHHOM MHUKPOCKOIIE MOKa3al, 4To hcciaeayemasi mpoda COCTOUT
U3 CPOCTKOB KapoOwaa kpemHus pasmepoMm ot 20 mo 100 mukpoH (pucyHok 3.32).

CpoCTKH B CBOIO OYEPE/Ib COCTOSIT U3 BOJIOKHUCTOTO KapOuaa KpemHus (pucyHok 3.33).

64,92 (ink ¥
5'% 26 um

BT e 48
4 “V b
S BEm ‘
W T 9P5He 8B um {
9966 pm

o

» y- #4576 Wm

SEM MAG: 300 x WD: 15.00 mm MIRAJ TESCAN)|
View fieid: 692 pm Det: SE, BSE
SEM HV: 10.0 kV @apnenkos Awapei Cepreemy Performance in nanospace

Pucynox 3.32 SEM ¢ororpadust armomeparoB kapOuja KpEeMHHUS B OTPaXKEHHBIX

AEKTPOHAX.

LY : A @) 5 & B e A\
SEM MAG: 5.50 kx WD: 15.02 mm MIRA3 TESCAN
View field: 37.7 ym Det: SE, BSE
SEM HV: 10.0 kV. PapneHKos AHgpei Cepreeamy Performance in nanospace

Pucynox 3.33. SEM (¢otorpadusi BojOKHa KapOuIa KpEeMHHS B OTPaXEHHBIX

AIIEKTPOHAX.
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W3mepeHne MoaHou yieIbHOM NOBEPXHOCTH € MOMOIIBE) MHOIOTOYEYHOI'O METO1A
BET nmnokazanma, 49TO yJenbHas TMOBEPXHOCTh HCCIEIyeMOM MPOOBI COCTaBISIET
10.24+0.43m%r. D10 B 22 pasza Oomblue, 4eM a8 KPUCTAUIMYECKOTO MOPOIIKA
pazmepom 100 MKM MOJIy4EHHOTO 110 METOAYy AUeccoHa.

HccnenoBaHue IpaHyJOMETPUYECKOIO COCTaBa KapOuaa KpPEMHMs OIpEAeIeHO,

4TO MpoOa B CPpeHEM COCTOUT U3 yacTuil pazmepoM oT 10 1o 100 mxm (pucyHok 3.34).

12

10

Conepixanne (%)
(o)}

I a1
8.01 0.1 1 10 100 1000 3000
Pasmep JacTHI, MKM

Pucynoxk 3.34 Cpennuii pa3mep 4acTHI] B UCClIeyeMoi ipooe.

[TomyueHnHble JaHHBIE TOBOPAT O pa3BUTON MoBepxHOCTH SiC U MPUTOJAHOCTH €T0
UCIIONB30BaHUsA B  KA4yeCTBE HAIlOJHUTENA JUIsl [POU3BOACTBA KEPAMUKU U

MCTAINIOMATPHUYHBIX KOMIIO3UTOB.

3.6. Texnonoruueckas cxema nonydenus SiC

Ha ocHoBe mpoBefeHHbIX pabOT MO CHHTE3Yy KapOuaa KpeMHHUs B peakTopax ¢
ABTOHOMHOW 3alIUTHON aTtMocdepoil Oblia MpeanokKeHa TEXHOJOTHYecKas cxema,

KOTOpask MOXKET ObITh MCIIOJIb30BaHa I Mepexo/ia OT J1abopaTOpPHOTO MPOU3BOICTBA K

MPOMBINLICHHOMY (pUCyHOK 3.35).
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C B3BemmBanue UCXOMHBIX KOMIIOHEHTOB C S10,
TOYHOCTRIO £ 0,1T. <—I

'

MexaHnueckoe nepeMeninBaHiue B MUKCEpe B
Tteuenuu 10-15 muH.

A 4

y

3arpy3ka HIMXThl B PEaKIIMOHHBIN
TUTEJIb

/

Cunres ipu T=1650°C B
TeueHHe 4 4acoB

Y

N3Brneuenne muxTel U3
PCAKIUOHHOTO THUIJIA

o

BaBemmBanue

Mexanunyeckoe
MepEMENINBAHNE

A 4

OT60p MPOoOKI 7151 TPOBECHUS
aHam3a

A

y

Brokuranne ocrarounoro yriepoaa npu T=700 °C B
teueHuu 40 yacos

y

YmakoBka

Pucynok 3.35. Ilpeanaraemas TexHonoruueckas cxema cuaresa SiC.

Omnepanuss MEXaHUYECKOTO MEPEMEIINBAHNSA UCXOAHBIX KOMIIOHEHTOB B TEUYEHUE
10-15 muH HeoOXxoawma mJisi paBHOMEpHOTro pacmpexaeneHus 3epeH Si0, B oObeme
rpaguta u Oosiee OBICTPOro MPOTEKAHUS PEAKLUH BOCCTAHOBJICHUS KpEMHE3eMa [0
MOHOOKCHU/1a KPEMHHUSI.

[IpoBeneHne omnepanuii 3arpy3Kd IIAXThl B PEAKIMOHHBIM THUIEJb, IPOBEIACHUE

cuaTe3a S1C 1 U3BJICUCHUE IMMXTHI OIUCHIBAINCH paHec.
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Omneparyisi MEXaHUYECKOTO TEpPEeMEIIMBAHUS HEOoOXoauMma Ui  pa3pyIIeHUs
o0pa3ymoIuxcsi B XOJle¢ CHHTE3a KOMKOB, BO3HHUKIIHUX B pe3yJbTaTe OOpa3oBaHMs
BOJIOKHUCTOU CTPYKTYPOM.

Onepanuio BBDKUTAaHUS OCTATOYHOTO YrjiepojJa MOKHO MPOBOAUTh KaK B
MyQenbHBIX Te4ax, MpU TOJIIMHE HACBITHOTO cJIosi He Ooyiee 2 €M, TaKk M BO
Bpaujaroumxcs nevax. Jlo u nocsue BbDKUTraHus yriiepojia Heo0XouM 0TOOp pOOkI st
KOHTpOJIA (pa30BOro cocraBa Kapouaa KpeMHUS.

B npombInuieHHOM TPOU3BOACTBE 3€J€HOr0 Kpucramuyeckoro o-SiC pacxox Ha 1
KI' COCTaBIIsieT: KBapleBblii mecok 13.4 kr, antpanur 4.69 xr, HeQTSIHONW KOKC 4 KT,
npeBecHbie omiku 2.5kr, coib NaCl 1.54 kr, mo 10 kBT-4/Kr HEMOCPEnCTBEHHO ISt
IIPOBEJICHMS Olepaluu CUHTe3a 0e3 yuera 3aTpaT Ha MU3MEIbYEHHE M IMOCIEAYIOLIYIO
04nCTKY. BpIX0a KoHEeUHOTO MpoaykTa coctaBisieT A0 15 %. Jlus mpousBonactBa 1 kT 3-
SiC mo mpeaio)KeHHOM TeXHOJIOTMU HeoOxonumo 1.3 kr kBapia, 2.7 kr rpadura, 133
kBT-u/kr. Beixoa KoHeuHOTO mpoaykTa coctaBisieT 25 %. CebecTouMOoCTh MPOAyKTa €
yuetoM Bcex 3atpar cocrtapiser 7500-10 000 py6./xr. bmmxaitmuii 3apyOexHbIN
aHajor ¢ TMOAOOHBIMU XapakTepucTHKaMu mpousBojacTtBa ¢upmel US Research
Nanomaterials, Inc. [92], monydernsiii CVD meTomom, nmeet ctoumoctb oT 400$/kr.

Takum 00pa3om, MpeasioxKEeHHass TEXHOJIOTHUs SIBIIAETCS pecypcocOeperaroieit 3a
CYET YBEJIIMYEHHUS BBIXOJA TOJHOTO KOHEYHOrO MpOJyKTa M Oojee JEIIeBOi 3a CyeT

pUMEHEHUS 00JIee TPOCTHIX TEXHOJIOTHUECKUX OTepaIiii 1 000pya0BaHMS.

3.7. BeIBOAEI 110 TJ1aBE 3

1. TIpemioxkena u anpoOMpoBaHA KOHCTPYKIHS pPEaKTOpa, MO3BOJISIONIAS BECTH
cuHTe3 KapOuma KpeMHHsI B Tiedax, paboTaromux B aTtMocdepe BO3ayXa 3a Cuer
CO3JIaHUsl 3alUTHON aTMocepbl HENMOCPEICTBEHHO B peakrope. [IpoBeicHHBIC
OKCIIEPUMEHTHI 110 CHHTE3y KapOuaa KPEeMHHsI XOpPOIIO  COTJIACYIOTCS  C

TEPMOANMHAMHNYCCKHMHU pacd€TaMu IMPOUCCCOB, IIPOTCKAIOIHUX B IIPOLCCCC CUHTC3A.
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2. TlpoBeneHHbIe 3KCHEpUMEHTHI MO cUHTE3y SiC ¢ HCMOJIb30BaHHE B KauyecTBE
KOMIIOHEHTOB HIMXThl BBICOKOYMCTOTO KOHIIEHTpaTa KBapla M OYMIIEHHOTO OT
MUHEpalIbHBIX MpUMecel nmopouka rpadpura TaWruHCKOro MECTOPOXKICHUS, TTO3BOJIAIN
MOJIy4UTh KapOua KpeMHus ¢ conepkanueM npumeceid mexee 0.01 %.

3. YcraHOBIEHO, YTO B MPOLIECCE CUHTE3a B PEAKTOpPax ¢ aBTOHOMHOMW 3alllUTHOM
aTMoc(depol mpu BEIOPAaHHBIX YCIOBHUSIX 00pa3yeTcsi BOJOKHUCTBINA KapOua KpeMHus [3-
SiC monudukanms ¢ muameTpom BoJOKOH ~ 100 HM.

4. Omnpeneneno BiussHUE UCXoaHOTO cooTHomeHUus C/(Si0,+C) U KOHCTPYKIIUU
peakTopa Ha COCTaB MPOJyKTa CHHTe3a. [IpoBeAeHBI AKCIEPUMEHTHI MO MOAOOPY
COOTHOIIEHUSI MCXOJHBIX KOMIIOHEHTOB, TEMIeEpaTypbl W BpPEMEHU CHHTE3a IS
noJlydeHus: mMarepuana 0e3 ocrarouHoro SiO,, 4YTO MO3BOJISIET U30€XKaTh
JIOTIOJIHUTEIIBHBIX OMEPALMA MO €TO YAAJICHUIO.

5. IlpemnoxeHHass TEXHOJIOTMYECKash cXema KapOOTEpMUYECKOrO CHHTE3a B
peakTope ¢ aBTOHOMHOM 3alUTHON atMocdepoil MO3BOJISIET MOMyYaTh YUCTHIA KapOua
kpemuus 3C-SiC Moaudukanuu B 10CTaTOYHO OONbIIUX 00beMaxX Mpu ce0eCTOMMOCTH

HHMXKC, YCM MMCIOIIUECS IMPCIJIOKCHUSA Ha PBIHKE.
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I'JTABA 4. TEPMO/NMHAMMWYECKOE U3YYEHUE ITPOLIECCA CUHTE3A
KAPBEMJIA KPEMHUA

4.1. AHanu3 BO3MOXKHBIX PEaKIUi, TPOUCXOSAIINX B MIPOIIECCE CUHTE3a

CunTe3 kapOuaa KpeMHHsI IPOTEKAET MO PEaKIUU, KOTOPYIO YHIPOIIEHHO MOXKHO
3anMcath CIEIYIOINUM 00pazoM.

S10, + 3C = SiC + 2CO 4.1)

OnHako Ha MpaKTUKE CHHTE3 KapOuga KpeMHHUS MPOTEKaeT Mo Oojee CI0XHON
cXeMe C 00pa30BaHUEM IPOMEKYTOUHBIX I'a3000pa3HbIX M KOHJEHCUPOBAHHBIX (a3,
BIUSIOIINX Ha MpOTEKaHWe mporecca. /[aHHple peakuuu MOAPOOHO pPacCMOTPEHBI B

paboTax 1Mo BOCCTAHOBJIEHUIO KPEMHUS MPU B3aUMOECHCTBHHU ¢ yriepoaoM [93]:

Si0a(s) + 2C(s) = Si(l) + 2CO(g) (4.2)
SiOa(s) + 3C(s) = SiC(s) + 2CO(g) (4.3)
Si0(s) + C(s) = SiO(g) + CO(g) (4.4)
SiO(g) + 2C(s) = SiC(l) + CO(g) (4.5)
SiO(g) + C(s) = Si(l) + CO(g) (4.6)
Si(l) + C(s) = SiC(s) (4.7)
Si0a(s) + Si(1) = 2SiO(g) (4.8)
2Si04(s) + SiC(s) = 3SiO(g) + CO(g) (4.9)
SiO(g) + SiC(s) = 2Si(l) + CO(g) (4.10)
SiOa(s) + 2SiC(s) = 3Si(l) + 2CO(g) 4.11)

Jlist 5TUX ypaBHEHUH C HUCIOJIb30BAHUE CIIPABOYHOW JIUTEPATYPbl PACCUUTAHbBI
W3MEHEHHUSI CBOOOJHBIX 3Hepruil ['m606ca B 3aBUCHMOCTH OT COCTOSIHUS HCXOAHBIX U
KOHEUHBIX MPOJIYKTOB, a TaK)KE€ PABHOBECHOE JABJICHUE Ta30B HaJl KOHJECHCHUPOBAHHOM
¢da3oii ¢ UCIIOJIb30BAHKUE CIIPABOYHOM JIUTEpaTyphl [94-104].

Peaxmus (4.2) sugorepMuyeckasi, pacu€T u3MeHeHus sHeprun [ mboca mokaspiBaeT

BO3MOKHOCTh TpoTekaHusi peakuuu npu T > 1942 K. Ilpu stoii Temmeparype
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paBHOBECHOE NaBiicHHe Pco CTAHOBUTCS pPaBHBIM aTMOC(EpHOMY, U YBEIUUYMUBACTCS C
YBEITMYCHUEM TEMIIEPATYPHI.

Peakuus (4.3) aapoTepMuuecKas ¢ TEOpETUYECKON TeMriepatypoit Hadana 1796 K,
yto Ha 146 K Hmke Temreparypbl Hadasia peakuuu ais (4.2). PacueTsl napuuaibHbIX
JABJICHUM HaJ KapowaoMm 1o peakuuu (4.3) U 4UCTBIM KpEMHHEM M0 peakiuu (4.2)
MOKAa3bIBAIOT, YTO OOpa3ylolUica KpeMHUU Mo peakuuu (4.2) OKUCISIETCS OKCHIIOM
yraepojia WA B3aWMMOJICUCTBYET CO CBOOOAHBIM YTriaepoaoMm, oOpasys KapOwu.
CrnenoBaTelbHO, TTOKa B CHUCTEME €CTh YIJepoJ, KpEMHUN MeTacTaOuieH, a peakius
(4.2) saBisieTcst MeTacTaOMITLHOM peaKIuei.

Peakmuss (4.4) samorepmuueckas. EE€ sneprus [mbbOca wu3meHseT 3HaK Ha
ooparueiii mpu 2034 K. IlonydenHass pacuérHas TemrmepaTypa Hadajla pPeakiuu
HAXOAMTCA 3a MPENEIOM HHTEPECYIOIINX HAC TeMIIepaTyp.

Peakums (4.5) sk3orepmuueckas, 3Heprus ['nb0Oca ¢ pocToM TeMIEpaTyphl
yBenuuuBaeTcs. Peakuust (4.5) ciBuHyTa B IpaByH0 CTOPOHY M BO3MOXKHA KakK MpU
BBICOKMX, TaK W TIPH HU3KUX TeMIepaTrypax, €€ CKOpPOCTh 3aBHCHT TOJBKO OT
Pa3BUTOCTH TMOBEPXHOCTH BOCCTAHOBUTENS U CKOPOCTU OTBOAA MPOIYKTOB PEAKIIHH.
["a3000pa3HbIii OKCHJ KpPEMHHS B TIPOIECCE NPOTEKAHHS PEAKIMUA HCIOIb3YEeTCs
MOJIHOCThI0. B XoJe peakiuu NpOUCXOJUT pa3orpeB MNpoaykToB. IIpoBeneHHbie
pacyeThl MOKa3bIBAIOT, YTO €CJIM B PEAKIMH y4acTBYeT pazorperblid SiO, TO MpOayKThI
peakiuu paszorpeBarorcs Ha 400-450 K Boimme temmepatypst SiO. [loatomy peaxius
(4.5) He TONBKO TpeBpalllaeT IMOBEPXHOCTHYIO peakiuio (4.3) B 00bEMHYI0O, HO U
obecreunBaeT MepeHoC OOJIBIIOTO KOJIMYECTBA SHEPTUH U3 TOPSYUX B XOJIOTHBIC 30HBI
TICYH.

Peakuus (4.6) sunorepmuueckas, npu 1178 K sneprust [ m66¢ca peakiyu usmMeHseT
3HAK W CTAHOBHUTCS OTpUIATeNbHOW. OJHAKO ATy TEMIIepaTyp HEIb3d CUYUTATh
TeMIiepaTypoll Haudana peakuuu. l[IpoBelneHHbIE pacyueThl MMOKA3bIBAIOT, YTO JIs
peanu3aluyd JaHHOW peakIuu TpU pacyeTHOM TeMmIepaType Hayaja peakluu
HeoOxoaumo naBneHue psi Oomnbmie 50.6 klla, a mpu Gonee BBICOKMX TeMIEpaTrypax
OoJiee BeposATHA peakius (4.5).

Peakmuss (4.7) »sx30Tepmuyeckas, O3Heprusi [mOOca peakuuu BO3pACTaeT C
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YBEIIMYEHUEM TEMIEpaTypbl. OTa peakiusi BO3MOXHA TOJBKO TMPU HAIUYHUU
KOHJIEHCUPOBAHHOTO Si, 00pa3zoBaHHOTO 10 peaknusim 4.2, 4.6,4.10 u 4.11.

Peakuus (4.8) annorepmuueckas. [Ipu 2151K sueprus 'nb0ca peakuuu u3mMeHseT
3HaK. BO3MOXHOCTh MPOTEKAHWE JIaHHOW pPEaKIUu 3aBUCUT OT TEeMIEpaTypbl H
nasieHus Psio. IIpu Temneparypax ke 1973 K peakuuss MOKET NPOTEKATh TOJIBKO
MpU pacyeTHOM 3HaueHHUM Ps;o 0ombie 17.87 klla.

Peakuus (4.9) suporepmuueckas, sHeprusi ['m60ca ¢ MOBBIICHHEM TeMIIEpaTyphl
yMmenbiaercss U npu 2155 K usmenser 3nak. IlomydyeHHas pacdé€THas TeMmieparypa
Hayaja peaklnuy HaXOJIUTCS 3a MPEJAEIOM HHTEPECYIOITUX TEMIIEPATYP.

Peaxmus (4.10) samorepmudeckas, 3aeprusi [ m66ca ¢ mpu 2195 K usmensier 31Hak
u Beimie 2195 (1922) K cranoButcs orpuniarenbHoi. [1pu Gonee HU3KUX TeMIiepaTypax
peakiysi BO3MOKHA TOJIBKO MpU OOJIBIIIOM JaBieHHUH Pgio

Peakums (4.11) supotepmudeckas, sHeprus ['mbbca ¢ pocToM TeMIlepaTypsl
yMenbiiaercsi, npu 2167 K usmensier 3Hak. IlonmydeHHass pacu€THas TeMmieparypa
Hayaja peakiuy HaXOJIUTCS 3a MPEJAEIOM HHTEPECYIOIUX TEMIIEPATYP.

[Tony4yeHHbIe JaHHBIE MMOKA3BIBAIOT, UTO B MPOIECCE KApOOTEPMUUYECKOTO CUHTE3A
KapOua KpeMHHUs B Tiedax, paboTaromux B atMocdepe Bo3ayxa MpH TeMIepaTypax 10
1700 °C, BO3MOXHO TIpoTeKaHue peakuuid 4.2, 4.3, 4.5. Peakius 4.7, npu BEIOpaHHBIX
YCIIOBUSIX CUHTE€3a BO3MO)XHA, HO OHAa MPOXOJIUTh HE OYJIeT B CBA3U C HAIMYUEM
U30BITOYHOTO yTIJIepoa B UICXOJHOM MITUXTE.

Bce 310 CcBUAETENBCTBYET B MOJB3Y TOTO, YTO B TAaKUX CIOXKHBIX MpOIEccax
TEPMOJUHAMUYECKUN aHAIN3 MOKHO MCIOJIb30BaTh JIMIIIL COBMECTHO C H3YYEHHUEM

KHHCTUKH U aHAJIM30M PABHOBCCH BCCT'O KOMIIJIICKCA peaKHHﬁ.

4.2. MonenupoBanue (a3oBbix paBHOBecHi B cucteme Si—C-O

[TpakTrueckasi peamu3anus MPOU3BOJCTBA KapOuia KPEeMHHUS 1O MPEIIOKECHHOMY
METONy CHHTE3a B peakTopax C AaBTOHOMHOM 3alllUTHON aTMocdepod U

COBCPHICHCTBOBAHHEC OJOTOI0 IIpoHecca TpC6y€T TCOPCTUUCCKUX PacCu€TOB B 4YaCTH
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aHanmm3a ¢aszoBbIX paBHOBecuii B cucreMe Si—C—O u mombopa COOTHOIICHHS
KOMITOHEHTOB MICXOJHOM IIUXTHl M TEMIIEPATypPhl POBEICHUS CUHTE3a, HAIMPABICHHBIX
Ha Makcumusanuio Berxona SiC.

Pe3ynbTaThl MOAENUpPOBaHUS MPEACTABICHBl HA PUCYHKAaX U OTPa)KalOT COCTaB U
KOJIMYECTBEHHBIE COOTHOLIEHUSI MacC BceX 00pa3yIoluXcs B UCCIAEAyeMO cucteMe Si—
O—C ¢a3 B 3aBUCUMOCTH OT COOTHOIIEHHUS MAacC HCXOJIHBIX KOMIIOHEHTOB U
TemriepaTypbl mpouecca. Ha pucynke 4.1 mpexncraBieHa paccuWTaHHas auarpamma

cucteMbl Si—O—C i ceuenuss C—Si10;.

1900 T '
OKCHAHBIH| g3 + SiC
p%cnﬂz)m 6.66
0.p.) |i6.
1800 1806 34.77 il
ras +o.p. + SiC
1700 1689 C ra3 + rpagur + SiC |
o raz+o.p.+S810,(kpucr.)
=
1600 - ra3 + SiC + |
S10,(kprcTodammT)
37.33 1514°C
L300 Si0,(kpreTo0IHT) + TpaduT 1465 °C |
Si0,(Tpuanmut) + rpadut
1400 : £ : ) rp'(b ‘
0 20 40 60 80 100

Maccosas gomns rpaduTa B HCXOAHOH cMecH rpaduta u Si0,,%

Pucynoxk 4.1. PesynbTaThl pacuéta da3oBoii guarpammel cuctembl Si—O—C 1151 ceueHust

C-Si0..

N3orepmuueckue paspe3bl  ¢azoBoit  guarpammbl  Si—-C—O  (pucyHok 4.2),
paccuutannbie s temneparyp 1400—1700 °C, yka3bpiBalOT Ha TO, B 3aBUCUMOCTU OT
COOTHOIIICHHUS] MCXOJHBIX KOMIIOHEHTOB M TEMIEpPATYphl MPOBEJCHHUS IPOIecca €ro
PAaBHOBECHBIMU MPOJYKTaMU MOTYT OBITh KapOuJ KpeMHHUs, ra3oBas (pa3a, ocTaBuIdecs
OKCHJl KPEMHHsI W YTIEpOJ, a TaKkKe OOpa3yIoUMHCS MPU BBICOKHX TEMIIEpaTypax
OKCUJHBIN pacmiiaB. Ha amarpamMmmax mokaszaHbl (a30Bble 00JIaCTH, COOTBETCTBYIOIINE
pa3HbIM coueTaHusM HTUX (a3. BumHo, 4TO B 3aBUCUMOCTH OT COOTHOILIEHUS
KOJIMYECTBA HCXOJHBIX KOMIIOHEHTOB, B KAa4eCTBE pPABHOBECHBIX IPOIYKTOB
MPOUCXOSIIUX B CUCTEME MPOILIECCOB MOTYT BBICTYNATh CleAyIolue couetanus ¢as: 1

— KapOuj KpeMHus, ra3oBas (aza U OCTaBLIMHCSA OKCHJI KPEMHHUS; 2 — TOJIBKO KapOua
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KpeMHUs U razoBas ¢aza; 3 — kapOua KpeMHHUsI, ra30Basi (paza U OCTABLIMICS rpaduT.

; 0.9 0.8 07 08 05 04 03 0.2 0.1
Si Cc
mole fraction a

Si 09 08 07 08 05 04 03 0.2 0.1 C
mole fraction 6

™ U T 7 ‘ a . . " ]
Si 0.8 08 o 0.6-” -::5” ..Ud 03 0.2 01 Cc Si 0.8 08 0.7 06 05 04 03 02 0.1 c
mole fraction mole fraction

Pucynok 4.2. ®azoBas auarpamma cuctembl Si—C—O. Pazpes mna a — T=1400 °C, 6 —

T=1500 °C, B — T=1600 °C, r — T=1700 °C

N3otepmuueckue paspe3sl  ¢azoBoit  gumarpammbl  Si—-C—-O  (pucyHok 4.2),
paccuutannbie s Temneparyp 1400—1700 °C, yka3bpiBalOT Ha TO, B 3aBUCUMOCTU OT
COOTHOILIEHHUS] MCXOJHBIX KOMIIOHEHTOB M TEMIEpPATYphl MPOBEJCHHUS MPOIecca €ro
PaBHOBECHBIMU MPOAYKTAMHU MOTYT OBITh KapOu KpeMHHUS, ra3oBas (pa3a, octaBmmecs
OKCHJI KPEMHHMsI M YTJIEpoJl, a TakkKe OoOpa3yloluiCA MpU BBICOKHX TeMIepaTypax
OKCUIHBIN pacmiaB. Ha amarpamMmax mokaszaHbl ¢a3oBble 00JIaCTH, COOTBETCTBYIOIINE
pa3HbIM coueTaHusM HTUX (a3. BumHo, 4TO B 3aBUCUMOCTH OT COOTHOILIEHUS
KOJIMYECTBA HCXOAHBIX KOMIIOHEHTOB, B KauyeCTBE PaBHOBECHBIX IPOJIYKTOB
MIPOUCXOISIINX B CUCTEME MPOIIECCOB MOTYT BBICTYMATh Clenyromue couetanus das: 1

— KapOuj KpeMHus, ra3oBas (aza U OCTaBUIMHCSA OKCHJI KPEMHHUS; 2 — TOJBKO KapOua
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KpeMHUs U razoBas ¢aza; 3 — kapOua KpeMHHUsI, ra30Basi (paza U OCTABLIMICS rpaduT.
AHanmu3 TOJy9eHHBIX TIPU MOJCIUPOBAHUYU JTAHHBIX TO3BOJISIET CAENATh BHIBOJ O
TOM, YTO B3aUMOJICHCTBUE rpaduTa U OKCcHIa KpeMHUs B ¢Gopme KpucrobamuTa ¢
oOpa3zoBannemM kapOuaa kpemHus B cedeHun C—SiO, MOXET NPOUCXOIUTH MpHU
Temrneparypax Tojpko Bbiie 1514 °C, u oOpaszoBanue B-SiC 0OoJjiee BEpOSTHO, UYeM
oOpa3zoBanue ero o-moaudukamuu. B unemom, B cucreme Si—C-O mnporieccsl,
COTPOBOXKAAIOIIMECS 00pa3oBaHMEM KapOujga KpeMHHs, MOTYT MPOUCXOAWTb U MpH
oonmee Hu3kux yeM 1514 °C TtemmepaTypax, OJHAKO TOJIbKO TMPU COOTHOIICHMSIX

KOMITIOHCHTOB, KOTOPBIC JICKAT BHC MHTCPCCYIOHICTO HAC CCUCHUA.

rpadut
.00 -
1.0g Si0,(s4) Si0,(s6) [as

0.80

Oera-SiC

0.60 -

macca

rpaduTt

0.40 -

. 1514°C

1400 1500 1600 1700
T(C)

Pucynoxk. 4.3. Pe3ynabTaThl MOJEIMPOBAHUS 3aBUCHMOCTH MAacC paBHOBECHBIX (a3 oT

TeMrepaTypsbl 1Jig ucxoaHoro otHomeHuss Mmacc C/Si0,=1:1

B cootBerctBun ¢ pucynkom 4.3 mnpu cootHomeHuu C/(C+Si0,)=0.5
3HA4YUTEJbHAS YacTh yriepoja sBiseTcs H30bITOuHOM. OnHako W30BITOK yriepoaa
oOecrnieynBaeT cTabuUiIbHOE 00pa3oBaHKe ra30BOH (pa3bl, HEOOXOAUMOM ISl CO3AAHUS U
No/Iep KaHusl 3alUTHOM atMocdepsl B 30HE cuHTe3a (pucyHok 4.3). Ilpu ucxomnom
OTHOLIEHHH Macc rpadura W OKCHAA KPEMHHUS, DPAaBHOM CTEXHOMETPUYECKOMY
C/(C+810,)=0.375 paBHOBeCcHbIMH (ha3aMU JOJKHBI OBITh TOJBKO KapOWJ KpPEMHUS U
razoBas (asza. OnHAKO NpPU TaKOM COOTHOUICHWH B PEATbHBIX YCIOBHUSX HEKOTOpas
HEpaBHOMEPHOCTh pacrpeesieHuss KOMIOHEHTOB B UCXOIHOM CMECH MOKET IPUBECTH K
(OpMHUPOBAHHIO 30H, B KOTOPBIX BOCCTAHOBJICHHE OKCHIA KPeMHUS OyIeT MPOUCXOUTh

He 10 koHua. [Ipu cootnomenun C/(C+Si0,)=0.33 HegocTaTOK yriiepoaa MPUBOIUT K
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COXPAaHEHHUIO  HEMPOPEArupoOBABIIETO  OKCHUJA KPEMHUS W  MNAACHUIO  JOJIH
CHUHTE3UPYEMOTO KapOuaa KpeMHHs, KOTOPOE€ 0COOCHHO BBIPAKEHO MPH TeMIIepaTypax
Boilie 1600 °C (pucynok 4.4). Ilostomy 3Hauenue 1600 °C ompenenser BEPXHIOIO
rpaHuIly TEMIIEPATYpPHOTO HHTEpPBajia, COOTBETCTBYIOLIETO CHUHTE3y B ONTUMAJIbHBIX

YCIIOBUAX.

Si0(s4)  Si0.(s6)

1.00

0.80 -

0.60 F ~ iy
2 Oera-SiC

Macca

rpadmr

0.40 +
1514 °C

020 Si0,(s6)

LI1aK
N

1400 1 5I()0 1 (;l)l) 1700
T(C)
Pucynoxk. 4.4. Pe3ynabTaThl MOJEIMPOBAHUS 3aBUCHMOCTH MAacC paBHOBECHBIX (a3 oT

TeMrepaTyphl 411 ucxogHoro otHomeHus: Macc C/Si0,=1/2

Taxke MoaenMpoBaHWE IMOKA3bIBACT, YTO B3aMMOJCHCTBHE Trpadura W OKCHAA
KpeMHUsI ¢ oOpa3oBaHHEeM KapOuaa KpeMHHUs OyIeT COMpPOBOXKIATHCS 00pa30BaHUEM
ra3oBoil (asbl, B COCTaBe KOTOpOMl OyJeT mpeoOiagaTh yrapHblid Ta3, a TaKxke B
HEOOJIBIIIOM ~ KOJHMYECTBE  MNPUCYTCTBOBATH  Maphl  JAPYIHMX  KPEMHUH- |

YTIEPOICOACPKAIINX BEIIECTB (PUCYHOK 4.5).

)

\__sio
=4
§ y (CO.
2
g AT
; SiZOZ
Si
=tk SO,
Si,C

Sic, r

0 40 80 100

Maccosas mons rpaduTa B nexoaHoit emect rpadmra i Si02
Pucynoxk. 4.5 PesynpTaThl MOACIMPOBAHUS 3aBUCUMOCTH COCTaBa Tra3oBOW ¢asbl OT

MAaCCOBOM JIOJIM yTJIepoJia B UCXOAHOM cMecH Jyuist Temnepatypsl 1600 °C
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[Ipu temmepatype 1600 °C (pucyHok 4.6) MakCMMyM MacChl Ta3oBOil (a3bl
Habmomaercs npu C/(C+S102) = 0,368, Torna kak npu temmeparype 1700 °C (pucyHok

4.7) makcuMyM Macchl raza npuxoaurtcs Ha 3Hadenue C/(C+S102)=0,343.

100

80

el
.

\‘5@1‘

rpacput
60

Macca, %

40 - Sio L

20

0

0 20 40 60 80 100
Maccoeas gons rpacgura B cxogHon cmecu rpadputa u SiOz

Pucynok 4.6. Pe3ynbTaThl MOJEIMPOBAHUS 3aBUCUMOCTH MacC PaBHOBECHBIX (a3 OT

MacCOBOM JI0JIM YTJIEPo/ia B UICXOHOM cMecH it Temnepatypsl 1600 °C.
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Maccoeas gons rpacduta B MCxoaHoW cMmecu rpacuta u SiO:
PI/ICYHOK 4.7. P€3yJ'II>TaT bl MOACIMPOBAHUA 3aBUCUMOCTH MaCC PAaBHOBCCHBIX (1>a3 OT

MAaCCOBOM JIOJIM yTJIepoJia B UCXOAHOUM cMecu Jyuist Temnepatypsl 1700 °C.

Pe3ynbTaThl pacyéTa Moka3plBaloT, YTO MaKCUMajbHas Macca rasa, npuxoasuascs
Ha 1000 © cymMmapHOW MaccChbl BCEX BEIIECTB, YYAaCTBYIOIIUX B CHUCTEME IpHU
temneparype 1600 °C coctaBnsier 595 r, a npu Temneparype 1700 °C — 647 r. Ilpu

C/(C+810,)>0,37 macca raza He 3aBUCUT OT TEMIEPATYpPbl U OMPEAENSETCS TOJIBKO

cootHomenrem C/(C+Si0y).
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B cooTtBercTBHM C pe3ynbTaTamMe MOJCIUPOBAHUS OCHOBHBIM KOMIIOHEHTOM
oOpa3yroleiics B 30He peakluu ra30BoOil cMecu sBJsieTcs yrapHblid ra3. Cpeau Apyrux
KOMIIOHEHTOB Ta30BOM cMmecu TmpeobnagaeT MoOHOOKcua Kpemuus (macca CO
cocTtaBisieT okosio 1 mac. % oT o01eil Macchl BCeX KOMIIOHEHTOB), a CPEN OCTaJIbHBIX
— yriekuciabid ra3 (cMm. puc. 3). ComepkaHue Ipyrux KOMIOHEHTOB, CPeld KOTOPBIX
npeobnanaroT kpemHuiricomepxkamme (Si;0,, Si, Si10,, SpC, SiC,), sBusercs
HecyuiecTBeHHBIM (MeHee 0,01 mac. %).

CornacHo pesyibTaTaMm BbINIOTHEHHOTO MojenupoBanus npu C/(S102+C)=0,37 B
razoBoil (pase HaOMIOAAETCS CKAYKOOOpPAa3HOE CHUKEHHE COJEpKAHUS BCEX Ta30B-

npumeceit (kpome manmozHaunmMoro SiC,) (pucyHok 4.5).

4.3. BeiBo

B pesynpraTte MopenupoBanus (a3oBbIX paBHOBecuid B cucreme Si—C-O u
TEOPETUYECKOro MM0A00pa ONTUMAJBHBIX YCIOBHM C LEJIbK0 YBEJIMYEHMsI BBIXOJA
rogHoro npoaykra B-SiC mpu npuMeHEHuMM MeToAa KapOOTEpMHUYECKOIO CHHTE3a B
peakTopax C aBTOHOMHOW 3aIIMTHOM aTMoc(epoil yCTaHOBIIEHO, YTO ONTHUMAJIbHOE
3HAUYEHHE TEMIEpaTypbl CHHTE3a COOTBETCTBYyeT nuamna3zony 1514-1600 °C npu
OTHOLIEHUHU MACChl YIJIEpOa K Macce yriepoaa u okcuaa kpeMuus> 0.373 u <0.5.

Hannuue wu30bITOYHOrO yriaepoja B HCXOJHOW IIMXTE B 3KCIEPUMEHTAJIbHBIX
paboTax IOATBEPKIAETCS TEOPETUYECKUMHU pacdeTaMd U HEOO0XOAMMO s
oOecrieyeHns CTaOWIBLHOTO OOpa3oBaHHE Ta30BOM (pa3bl, UYTO SABISETCS BAKHBIM
YCIOBUEM I CO3JaHUs M HoJAepX aHus 3auuTHOM atmocdepsl. I[loBbleHue
IKCIIEPUMEHTAIbHON TemmepaTypsl cuHTe3a Ha 50 °C BbilIe pacueTHON HEOOX0IUMO

AJI1 UCKITFOYCHUSI BOSMOKHOTO TCMIICPATYPHOTO I'paACHTA B o0BeMe Ieun.
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I'JTIABA 5. CUHTE3 KEPAMUKHU HA OCHOBE KAPEMJIA KPEMHUAI.

5.1. Kepamuka Ha ocHoBe SiC

Kepamuka Ha oOcHOBe KapOHJa KpEMHHMs SIBISETCS OJHUM U3 OCHOBHBIX
MaTepUasoB sl U3ETHi, pabOTalOMUX B YCJIOBUAX HWHTEHCHUBHOTO MEXaHUYECKOTO
M3HOCa U BhICOKMX Temmepatyp [105-109]. biarogaps cBOMM YHUKaJIbHBIM CBOMCTBaM
KapOuJ-KpeMHHEBas KepaMuKa HAXOAMUT CBOE MPUMEHEHHE B aTOMHOW 3HEpreTHKe,
METATYpTUd W MamuHocTpoeHuu. WM3nenus w3  kepamuku Ha ocHoBe SiC
UCIIOJIB3YIOTCSL B KAUECTBE HATPEBATEIbHBIX JIEMEHTOB, PAaIUaJIbHbIX NOAIIUITHUKOB U
nap CKOJBXEHUS, padOTaOIMX B TKEIBIX YCIOBHUSX, PACHBUIMTENBHBIX COILIAX,
TEIUIO3AIUTHBIX 3JeMeHTax u ap. [ns pasnuusbix meneit TpeGyercs Kak IUIOTHas
KEpAMHKa, TAK U MOPUCTHIE MAaTEpUalIbl C HU3KOM MJIOTHOCTBIO U 3aJaHHBIM Pa3MEPOM U
pacrnpeneseHueM 1op.

OCHOBHBIM CIOCOOOM TIOJIYYEHHS] KEpaMUKU Ha OCHOBE KapOuja KpeMHUs
SBJISIETCSI  BBICOKOTEMIIEpATypHOE crekaHue mnopomkoB SiC ¢ pa3aTu4yHbIMU
cBs3yromumu gooaskamu [110-113].

[IpoBeeHHbIE PKCIEPUMEHTHI MO MOJYYEHUIO KapOuaa KpeMHHS B peakTopax ¢
ABTOHOMHOW 3allMTHOW aTMoc(epoil MoKa3alu, YTO MPH YIUIOTHEHHUH HCXOIHOU
HIMXTHI B TpaUTOBOM THUIJIE TOCIE CHHTE3a 00pa3yeTcs CBs3aHHAs CTPYKTypa W3
cMecHU KapOuaa KpeMHUsI U U30bITOYHOTO YIiiepoa.

JInst TOATBEPKIEHUS BO3MOXHOCTH IOJIYYEHHS CAMOCBSI3aHHOW KEpPaMUKH
HEIMOCPEJICTBEHHO B IMIpollecce CHHTe3a KapOuaa KpeMHusi ObUIM MPOBEACHbI
DKCIIEPUMEHTBI C MPECCOBAHUEM HCXOJHOM HIMXTHl C MOCIEAYIOIIUM CHHTE30M B

peaxTopax ¢ aBTOHOMHOM 3aIIUTHON aTMOC(epoil.
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5.1.1. Biussaue coornomrenus C/S102

Jlns  omnpeneneHus: ONTUMAJIBHBIX COOTHOILIEHWW yriepoja K KBapuy s
MOJIYYeHHUsS] CAMOCBSI3aHHOW KEepaMUKH ObLIO HM3rOTOBJIEHO TpU O0pa3lia C pa3HbIM
comepxaHueM yriaepoaa B ucxomguoit cmecu: 1 — C/(C+Si0O;) = 0,66, 2 — C/(C+Si10,)=
0.5, 3 — C/(C+S10,)= 0.33.

Jnst  mpoBeeHUsT SKCIEPUMEHTOB MO TMOJYYEHHI0 KEepaMUKH HMCXOJHBIMU
nopomkaMu Obun BbIOpaHbl rpadgutr mapku ['K-3 TalrmHCKOro MeCTOpOXIEHUS U
kBapi KeiteiMckoro mecropoxaeHus Mmapku RQ-2KP.

HcxoiHpIE TOPOUIKY B3AThIE B HEOOXOAUMBIX MPONOPUUAX, NEPEMEIMBAINCH A0
oOpa3zoBaHus 0JHOPOIHOM cMmecH. [lomydyeHHas mmxTa 3achblnanach B IUIUHAPUIECKYIO
MaTpHILy U CIPECCOBBIBAIUCE NIpU yeumun 960 kr/cm?. Tlocie u3BaeYeH s moTy4eHHbII
CIIPECCOBAHHBIA LUJIUHAP B3BEIIMBAJIICSA U U3MEPSIICS.

TexHonorus TpPOBEACHMS] IMpollecca CHUHTE3a CAMOCBSI3aHHOM  KEpaMHUKU
aHAJIOTMYHA TEXHOJOTMM CHHTE3a KapOuJa KpEeMHHsS B pPEaKTopax ¢ aBTOHOMHOM
3amUTHOM aTtMocdepoil. CrpeccoBaHHbIE 00pa3lbl 3arpy’Kailch HEMOCPEICTBEHHO B
KOPYHJIOBbIN THrenab. OcrtaBiieecsi cBOOOAHOE MPOCTPAHCTBO 3acChINaloch Tpadurom
mapku ['K-3. CBepxy Hachlnayics 3alUTHBIN CIIOM MapmiainTta. Pexxum cuHTe3a Tak e
aHAJIOTMYEeH pPEeXKUMY CHHTe3a KapOuaa KpEeMHHUsA: HarpeB B TedeHHMe 6 49 110
temneparypbl 1650 °C, Beiaepxka 4 4 npu 3TOM TEMIIEpAType, a 3aTeM OXJIAXKAECHUE 10
KOMHATHOM Temneparypsl. llocie mnpoBeneHHs cHUHTE3a KEpaMHYECKUE LIMJIMHIPbI
(pucyHOK 5.1) MOBTOPHO B3BELIMBAIUCH WU HM3MEPSUIUCH. Pe3ynbTaThl H3MepeHUui

npuBeneHbl B Tabnuie S.1.

Ta6muma 5.1.
Pe3ynbTaThl H3MEPEHHMH JI0 U TIOCTIE ONbITa
CooTHolIeHUE Jlo ombITa ITocne ombiTa
C/SiO; m,r | d,mm | hymm | p,r/em® | myr | d,mm | h,mm | p,r/em’
2/1 151 51.5 36 1.97 89 50.8 | 37.5 1.17
1/1 200 51.5 47.5 1.98 120 | 52.5 | 50.5 1.1
1/2 165 51.5 41.5 1.87 102 53 43 1.1




Pucynox 5.1. O6pa3msr kepamuku ¢ cooTHomeHuem C/(C+SiO2) paBubim 0.5 (a),
0.33(0), 0.66(B).

O6pasern ¢ cootHomenune C/(C+Si0,)=0.5 nocne cuHTe3a MOKPHUICS TPEUIMHAMH,
MPOU3OILIO YBEIWYEHUE JUaMeTpa ¥ BBICOTHI. Y o0pas3iia ¢ COOTHOIICHHUEM
C/(C+Si10,)=0.66 BepxHsisi 4YacTb, BbIJABICHHAs W3 TUIJIA BO BpEMs CHHTE3A,
YMEHBIIWIACh B JUAMETpPE, a HIDKHSS YBeIW4Yuiach. BwIcOTa IMIIMHIpa Tak Ke
yBenuumiack. B oOpasue ¢ cootHomenue C/(C+Si0;)=0.33 o6pazoBanochk 00JbIIOE
KOJIMYECTBO TPEIINH, MPOU30IILIO YBEIUICHUE TUAMETPA U BBICOTHI.

[Ipu mpoBeneHWHM SKCIEPUMEHTOB TIO CHHTE3y KEPaMUYECKUX IUIUHAPOB
OOJIBIION JIJIMHBI TPEJIOKEHHBIM CIOCOOOM HaboAanoch oOpa3oBaHWE TPEIIUH
(pucyHox 5.2). B mepByr odepeapr 3TO CBSI3aHHO C OOpa3OBaHMEM BO3IYITHOM

IIPOCJIOMKHU MEXKY CJIOSMH BO BPEMs 3aCHIIIKM UCXOIHOM CMECHU B MaTPUILy.

a 0 B

Pucynox 5.2. BHemnuii BuI crnpeccoBaHHOTO oOpasia 1o (a), mocne cuHTe3a (0) u

1ocJie OTkura (B)
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[TomyuenHslif OMOK TOKPBUICS TpeIIMHAMHU, BEpPXHAS 4YacTb Mpuodpena

3eJICHOBAThIil OTTEHOK. Pe3ynbTarhl u3MepeHuii oOpasiia mocjiae CHHTe3a MPUBEICHBI B

tabmure 5.2.
Tabnuma 5.2.
Pe3ynbrathl u13MepeHuit 0 1 MOCIe ONbITa, U OCJIE OTKUTa.
OTan B3BEIINBaHUSI m,r | d,mm | h,mm | p, r/em®
Jlo cunTe3a 480 51 139 52
ITocae cunTe3a 371 52 122 1,43
[Tocne omxkura yriaepoaa 139 52 122 0,5

[Tocne ombiTa MOMYYEHHBIM OOpa3ell MOMENIAJCS B TMe4Yb IS BBDKUATAHUS
HEIMpPOopearupoBaBIIeTO B Tpoilecce cuHTe3a rpadura mpu temmeparype 700 °C B
teuerne 40 4. Pe3ynbpTaThl H3MepeHuit 00pasiia 1mocjie OTKUra NpuBecH B Tadmumie 5.2.

[Toce oTkHUra OCTaTOYHOTO yTriiepoaa o0pas3erl mpruoOpes 3eJIeHbIH BET (PUCYHOK 5.2)

5.1.2. BnussHue KOMOMHUPOBAHHOTO YIUIOTHEHUS C JIOMOJIHUTEILHON CTEKI0(pa3HON

CBSI3KOM Ha IJIOTHOCTh KEpaMUKHU.

Jlnst ymaneHust ocTaTKa BO3AyXa MEXKAY CIOSMH 3aChIIKA OBLUIO TMPEIIOKEHO
UCTIONIb30BaTh BHOpAIIMOHHOE YIIJIOTHEHHWE COBMECTHO C TpeccoBaHWMEM. B kauecTBe
ucrounnka SiO, TNPEITIOKEHO WCIONb30BaTh MNPUPOAHBIN Mapmamut. CocTaB
npupogHoro mapmanuta: 98 mac. % SiO; u =2 mac. % ALOs;. IlpucyrcTBytonuii B
MapIaanTe OKCHJ ATIOMHUHHS MPH TEMIIEpaType CHHTe3a KapOuaa KpeMHHUS BCTYIUT B
peakmuio ¢ SiO; ¢ oOpazoBaHueM CTEKJI0(asbl, YTO B CBOIO OYEPEIb JOMOTHUTEIHHO
CBSDKET 00pa3yIoIIyIOCs KEPaMHUKY.

CooTHOIIIEHHE WCXOAHBIX KOMIIOHEHTOB Ha OCHOBE TMPOBEJACHHBIX OIBITOB
BeiOpano  C/(C+Si10,)=0.66, wucCXOmHbIi MaTepuan: MapmiaIdT (HEOYHUIIICHHBIN
npuponbliii), rpadut I'K-3 (Heouumennsiit). [IpeccoBanne mpoBOAMIOCH COBMECTHO C

BUOpAIMOHHBIA  yIUIOTHEHWEM npu ycwiuu 961.5 kr/cm?. Ilocne u3BiIeveHUs
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NOJIYYEHHBI CHOPECCOBAHHBIA LWIMHAP (PUCYHOK 5.3) B3BEIIMBAJICS U H3MEPSJICH.

PesynbTatel u3mepenuii oopasiia 10 CHHTe3a NPUBEIEHBI B Ta0IuUIe 5.5.

a | o B

Pucynox 5.3. BHemHwuii Buja oOpasua mociie BHOPAIMOHHOTO YIUIOTHEHUS |

npeccoBaHus (a), mocje cuHresa (0), mocjae BeKUTaHus yrieposa (B).

[Tocne cunTe3a B oOpasiie TpeuH He HabmomaeTcs (pucyHok 5.360). Ilocie aToro
MOJTy4eHHBIM o0Opa3er] MoMemniaincss B Ie4yb IS BBDKUTAHUS HEMpPOpEarnpOBaBIIETO
rpadura mpu remnepatype 700 °C B Teuenue 40 u. PesynpTaTsl n3mepenuit oopasua a0

¥ TI0CJIe IPOBEICHHBIX OTepalil mpuBeAeHbI B TabauIe 5.3.

TabOmura 5.3.
Pe3ynbTatel u3mepenuii oopasiia ¢ yIloTHEHHEM BHOpaIUeil v MPecCOBaHUEM
DTan B3BEIIMBaHUSI m,r | d,mm | h, MM | p, r/cM?
Jlo cunTe3a 433 51 116 1,82
ITocie cunTe3a 351 52 108 1,53
[Tocne orxura yriepona | 222 52 109 0,96

W3 mpoBeIeHHOTO OTBITa MOYKHO C/IEJIaTh BBIBOJI, YTO MCIOJIH30BAaHUE MapIlaanTa
B KayeCcTBE MCTOYHMKA KBaplua C KOMOMHUPOBAHHBIM YIUIOTHGHHEM CMECH [aeT
MOJIOKUTENBHBINA PE3YJIbTAT (PUCYHOK 5.3).

Tak kak B Tpollecce CHHTE3a YacTh KBaplla, COAEpKAIIAsCis B MapIlajuTe,
pacxoayertcst Ha oOpa3oBaHHe CTEKI0(]a3bl B KEpaMHUKE, TO B OJIOKE IOJDKHO OCTaBAThHCS
00JBIIIOE KOJMYECTBO yriepoaa. ITO BeAeT K YMEHBIIECHUIO IUIOTHOCTH KEPaMUKU H,
BO3MOXKHO, €€ MpoyHOCTU. J{Jisl ompesiesieHusi ONTUMAaIbHOTO COOTHOIICHHUS MCXOIHBIX
KOMIIOHEHTOB TPHU TMOJTYYCHUH KEpPaMHUKH, TOTMOJIHHUTEIHHO CBA3aHHOM CTeksI0(a3oil,
ObLJT MpOBeJIEH IKCIepuMeHT ¢ cooTHolennuem C/Si0; paBubIM 6/5, 1/1 u 5/6.

Ucxonnpiii Marepuan: mapmaiuT (HEOYUIICHHBIM NpupoaHsblil), rpadut ['K-3
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(meounmiennsiii). IlpeccoBanue mpoBomuiaoch mpu yewauu 960 xr/cm?. Ilocie
U3BJICUCHUS TIOJYYEHHBIE CIPECCOBAHHBIE OOpPAa3Ibl B3BEUIMBAIUCH U H3MEPSIIUCH.
Pesynbratel u3mMepeHuit 00pasioB 10 CUHTE3a IPUBEACHBI B Tabnuiie 5.4.

TexHonorus mNpoBeACHHUS CHUHTE3a AHAJOTHYHA TEXHOJOTHMU CHHTE3a KapoOuia
KpPEMHHUSI B peakTopax ¢ aBTOHOMHOM 3ammuTHOM atMocdepoil. CrnpeccoBaHHbIE
00pas3iibl 3arpyKajiich B KOPYHIOBBIA TUT€lb, a OCTABIIEECS] CBOOOJHOE MPOCTPAHCTBO
3acpinanock rpagurom mapku ['K-3. CBepxy HachImasncs 3alUTHBIN CIIOM MapIIaauTa.

Pexxum cuHTE3a Tak e aHaJOTUYEH PEXKUMY CUHTE3a KapOuJa KpeMHHUsI: HarpeB B
TeueHne 6 4 go temmeparypbl 1650 °C, Bblaepkka 4 4 mpu 3TOHM TEMIIEpaType,
OXJIAKJEHHUE 10 KOMHATHOW TeMIEepaTyphl.

[Tocne cuHTE3a B OJTydeHHBIX 00pa3iiax TpeluH He HabmoaaeTcs (pucyHok 5.4.).
PesynbpraTel n3MepeHuil ociie CUHTE3a MPUBEIEHBI B Tabauue 5.4.

[Tocne m3mepeHuit momayyeHHble 0Opa3lbl MOMEUIANIUCH B MeYb JJIS YIPOUHEHUS
o0pa3ioB npu Temreparype 1550 °C B TeueHue 4 4 ¢ OJJHOBPEMEHHBIM BBI)KUTAHHUEM
HEMPOpPEearupoBaBIIETO B MPOIeCC CUHTE3a rpaduTa.

[Tocne mpoBeneHust oTKUra oOpasibl MOKPHUIUCH KOPKOM (pUCYHOK 5.4). Pe3ynbrarhbl

U3MEpEHH 00pa3lioB NMOCe OTXKHUra MpUBEIEHbI B TabnuLe 5.4.

Tabmuna 5.4.
Pe3ynbTaThl N13MepeHHi 00pasioB
Coortnomenne C/SiO; Oneparus m,r |d, MM | h,mm | p, r/em®
Jlo cunTe3a 108 | 51.5 | 255 2.03
6/5 [Tocne cunresa 64 52 26.5 1.14

[Tocne orxura yriepona | 50 53 26.2 0.87
Jlo cunTe3a 119 | 51.5 | 28.2 2.03
1/1 ITocne cuaTe3a 86 52 29 1.40

ITocne oTxura yrmepona | 55 | 52.5 | 28.5 0.89
Jlo cunTe3a 180 | 51.5 | 255 2.03
5/6 ITocne cunTe3a 80 52 26.5 1.42

ITocne omxura yrnepoga | 56 | 52.5 | 25.8 1.00
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Jlo cuHTEe3a

Ilocne cuaTE3a

[Tocne orxura yriepoaa

I!’“fiw__‘H;y‘\ti;h;;]'\‘:’Uin:wHll'llliillli"l!i i
| ‘ | | ‘

Pucynox 5.5. Baemnuii Bung o6pasmos a — C/Si10,=6/5, 6 — C/Si0,=1/1, 8 —C/Si0,=5/6
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Jlnst  meTtanpbHOTO WM3YUYEHHUS TONYYEeHHOM CTPYKTYphl H3  00pas3ioB  ObuH
W3TOTOBJICHBI aHNUIA(BI IJI aHAIW3a Ha AJIEKTPOHHOM MHKPOCKOIIE, a TaKXKe YacTh
00pa3ioB OblJJa TOATOTOBJEHA IS IPOBEACHUS PEHTIeHO(a30BOr0 aHau3a.
PentrenodasoBsiii aHanmm3 mokaszan (pUCyHOK 5.5, 5.6, 5.7), uTo Bce pOOBI COCTOAT U3

KapOuaa KpeMHHUs, OCTaTKOB YIJIepO/ia U KBaplia.

BSiC

BSiC
SiO2 BSIC oSIC JL
A A

T i T T T
18 19 20 21 22 23 24 25 26 27 28 29 30 31 32 33 34 35 36 37 38 39 40 41 42 43 44 45 46 47 48 49 50 51 52 53 54 55 56 57 58 59 60 B1 62 B3 B4 B5 B6 B7 B3 69

20

50 jum B 100 ym

Pucynox 5.5. [Judpakrorpamma u SEM ¢dortorpadus cTpykrypsl obOpasua ¢

cootHomenuem C/Si10,=6/5 npu pa3HOM yBEIHUEHUH.

[Ipu ananmu3e HaA SIEKTPOHHOM MHUKPOCKOIE OBLIO OIpeAesieHO0, 4To mpoba ¢
cootHomennem C/Si02=6/5 cocTouT U3 KapOuga KpeMHHs, CBS3aHHOTO CHUIIMKATHBIM
CTEKJIOM pa3HOro cocraBa. B o0pasre HabmtomaeTcs HEOOJBIIOE KOJUYECTBO TIOP
(pucyHok 5.5).

PentrenodasoBsiii aHanu3 mokasal, uto mnpoda ¢ cootHomeHueM C/Si0,=1/1

COCTOUT U3 KapOua KpEMHUs, OCTATKOB yTiepoja v KBapiia (pucyHok 5.6.).
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BSiC

BSIiC

sio BSiC o
2 Si
A s

T T T T T
18 19 20 21 22 23 24 25 26 27 28 29 30 31 32 33 34 35 36 37 38 39 40 41 42 43 44 45 46 47 4B 49 50 51 52 53 54 55 56 57 58 59 60 61 62 63 64 B5 66 67 68 69

20

Pucynox 5.6. [udpakrorpamma u SEM ¢dortorpaduss cTpykrypsl obOpasua ¢

coorHomenueM C/Si0,=1/1.

[Ipn ananu3e Ha DBJIEKTPOHHOM MHKPOCKOME oOpaslla C COOTHOIICHHEM
C/S102=1/lycranoBneHo, 4Tto Tmpo0Oa TakXKe COCTOUT U3 KapOujga KpEeMHUS C
BKJIFOUEHUSIMU CHJIMKATHOTO CTEKJIa pa3Horo coctaBa. Ho B a3Tom o0Opasiie HabmogaeTcs
PaBHOMEPHOE paclipesiesieHre mop ¢ pa3MepoM 0KoJio 10 MKM.

[Ipn ananu3e Ha DBJIEKTPOHHOM MHKpPOCKOME oOpaslia C COOTHOIICHHEM
C/S102=5/6 ycTtaHOBIEHO, YTO B O9TOM O00pa3ile, TAKKE COCTOSIIEM U3 KapOuaa
KPEMHHUS C BKIIOUYCHUSAMH CUIIMKATHBIX CTEKOJ Pa3HOI0 COCTaBa, HaOIIOJAETCSl CUIIBHO
HEpPaBHOMEPHOE pacmpeaenenue mop (pucyHok 5.7). B mentpe obOpaszma cTpykTypa
oosiee TuioTHas (3oHa 1), pasmep nop menee 10 mxm. bimke k nepudepun pazmep nop

yBenuuuBaeTcs oT 10 Mkwm (30Ha 2, 3) 10 300 mxm (30Ha 4).
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BSiC

BSiC

SiO2
BSiC
aSIC

T T T T T
18 19 20 21 2 23 24 26 26 27 28 29 30 31 32 33 34 35 36 37 3B 39 40 41 42 43 44 45 46 47 48 49 60 51 52 53 54 55 56 57 5B 59 B0 B1 62 B3 64 B5 66 67 6B B9

20

Ut €] Ly 1

zmm ' 100 um 160 pm

Pucynox 5.7. Judpakrorpamma u SEM ¢dororpadus cTpykrypsl obpasma ¢

coortHotreaneM C/S10,=5/6.

5.2 MetannomaTpuiyHble KOMIO3UIIMOHHBIE MaTEPHUAIbl HA OCHOBE KapOua KpeMHHUS

5.2.1. Cunre3 Mg-SiC ¢ ucnosib30BaHUEM MEXaHMYECKOTO NIEPEMEIINBAHUS HA OCHOBE

yuctoro Mg

Brenenue mosydeHHOr0o KapOwma KpeMHHS B paciulaB MaTPUYHOTO CIUIaBa ObLT
BBITIOJTHEH JKUIKO(Ga3HBIM CIIOCOOOM C BHECEHHEM M 3aMEIIMBAHUEM YaCTHII B PACIUIaB,
HaXOJIIMKCA TOJ cioeM (proca, MPEnsTCTBYIOIEMY OKHUCIeHHI0. COOTHOIIEHUE
UCXOJHBIX KOMIIOHEHTOB B mmuxTe paBHo 90 % mnopomkoBoro Mg u 10 %
BosiokHucToro SiC. IloaroromneHHass cMech 3arpykajach B CTalbHOW THUIeNlb U

nepekpbiBaiach cBepxy QurocoM. Turenp mnomemancss B pa3orpeTyr0 Ieyb Hu



94

Bbaep)kuBasica npu temneparype 700 °C (£10°C) B teuenue wyaca. IIpoBeneHHbie
UCCJIEIOBaHMSI IOBEPXHOCTU MOJyYEHHOTO METaNIOMaTPUYHOTO KOMIO3UTa HA OCHOBE
grctoro Mg ONTHYeCKMMHM MeToAaMH (PUCYHOK 5.8) IMOKa3bIBAlOT pPaBHOMEPHOE

pacnpenenenue SiC B cruiase.

Ry - T A% -

%
A R
e .

Pucynoxk 5.8. MukpodoTtorpadun moJupoBaHHON IMOBEPXHOCTH 00pa3Iia.

[lonydyenHple MeTONAMHM  CKAHUPYIOIIEHM  JJIEKTPOHHOM  MHMKPOCKOIIMEM  C
ONpEAEICHUEM COCTaBa B BBIOPAHHBIX TOYKax (pPUCYHOK 5.9) 3IIEKTPOHHBIE
N300pakeHMsl MOJyYEHHOI0 METaJIOMaTpUYHOIO KOMIIO3UTAa Ha OCHOBE uyucTtoro Mg
NpUBEICHBI HA PUCYHKE 5.9 U Takke MOKa3bIBAIOT paBHOMEpHoe pacnpeaeneHue SiC B

CIIJIaBE.



200 pm 500 pm 1 mm

Si

C
ol si

C C Cl l :
O O §Si :
O4 | ‘ 1 Ve A5

T T T T T T
0 2 4 0 2 4 0 2 4 0 2 4 0 2 4

Pucynok 5.9. SEM ¢ororpapuss xkommosuta cocraBa Mg+10% SiC, ¢ coctaBom

HCCIICAYCMBIX TOUKaX.

Pesynbratel uccnenoBaHus OOpa3loOB MMOKAa3bIBAlOT BO3MOXKHOCTH BBEICHUS
CHUHTE3UPOBAHHOTO yibTpamgucnepcHoro SiC B pacmmaB Mg, Mexannueckoe
nepeMelIMBaHue paciuiaBa MO3BOJISIET PAaBHOMEPHO pacnpenenuTh BBeAeHHbIH SiC B

o0beMe pacruiaBa.

5.2.2. Cunre3 Mg-SiC ¢ ucnosib30BaHUEM MEXaHUYECKOTO NIEPEMEIINBAHUS HA OCHOBE

yuctoro MJISITYH

s onpenenenus BiausHUA konudecTBa SiC Ha M3MEHEHHs pa3Mepa 3€pHa H
W3MEHEHMs MEXAaHMYECKHUX CBOMCTB MATPUYHOTO CcCIUlaBa Oblja IOCTaBJI€HA CEepuUs
AKCIIEPUMEHTOB TI0 BBEJICHUIO B paciuiaB 3aganHoro komudectsa (0.5, 1, 3, 5 u 10 mac.

%) xapOuaa KpeMHHSI C UCTIOJIb30BAHUEM B KaU€CTBE MAaTPUUHON OCHOBBI CILJIaBa MapKH

MUISIIY.
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Ha pucynke 5.10 u 5.11 npencraBieHsl pe3yabTaThl aHAJIM3a BEPXHEW M HIKHEU
4acTH O0O0pas3IoB, MOJYYECHHBIE METOJAOM JJIEKTpoHHON Mukpockommu (SEM) ¢

dHaJIM30M COCTaBa B BBI6paHH]E>IX TOYKax.

Bepxwnsist uacTe cimTka ‘ Hwuxag4 yacTs ciauTka
MJISTTYA+0.5% Si1C

100 pm 100 um
O | Mg Al Si | Mn | Fe | Zn | X O Mg Al Si | Mn | Fe | Zn | X
a 95.58 | 4.42 100 a 97.00 | 3.00 100
b [0.55]88.84| 9.86 0.75]1 100 | | |b|0.69] 95.27 | 4.04 100
c|0.68|62.53 | 33.03 |0.20 3.56 | 100 c 64.47 | 32.09 | 0.24 3.21]100
d 2.21 | 39.20 | 0.84|54.80 [2.95 100 d 8.59 | 37.77 1 0.68 | 51.83 | 1.13 100
MUJISTIY+1% SiC
100 ym 100 pm
O | Mg | Al [ Si | Mn |[Fe|[Zn| X O | Mg | Al | Si|[Mn |Fe|Zn| X
a_ 0.99]91.40| 7.41 |0.20 100 a_ [0.5193.90| 5.59 100
b 0.46|94.71| 4.84 100 b  ]1042|91.13]| 7.98 0.47] 100
c 62.85]33.35/0.55 3.24| 100 c  |0.46|73.07|24.53 1.94| 100
d 1.02 139.23]0.99]56.52|2.24 100 d 1.64 |138.58]0.83]57.07|1.89 100

Pucynok 5.10. SEM ¢dotorpadus BepxHeit u HIKHEH yacTu 00pa3oB ¢ COAEPKaHUEM

0.5 u 1 mac. % SiC ¢ cocTaBoM B HUCCIIETyEMBIX TOUKaX.
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BepxHss yacTh cimTKa | Hwxagg yacts cimTka

MUISITY+3% SiC

100 pm 100 ym

O | Mg | Al | Si [ Mn |[Fe |Zn| X O| Mg | Al | Si | Mn |Fe|Zn| X
a_ 0.60|95.03| 438 100 a_ |0.38]93.56| 6.06 100
b 10.49|83.70|14.38 1.43] 100 b ]0.42]86.96|12.17 0.44| 100
c 0.66/67.20|29.25 2.89] 100 C 0.44]63.85]32.16|0.14 3.42] 100
d 17.13133.34]1.36]46.89|1.28 100 d 0.91 |137.41]1.75]56.69|3.24 100

MUJISTIYA+5% SiC

50 um

s0um Mg Al Si Mn | Zn | Fe )

e |7333] 1.22 |2544 100

Mg Al Si Mn 7n Nd > f 16227] 272 | 1.74 8.79 100

al 2892 | 41.39 18.81 10.88 | 100 g 20323387 | 2.17 |42.92 0.72| 100
bl 68.88 | 24.06 | 0.63 6.43 100 h |27.07|32.36 | 2.35 | 38.22 100
c| 89.18 | 896 | 04 1.46 100 i 74.4 | 21.53 4.07 100
dl 9594 | 388 |0.18 100 ] 90.06 | 8.59 | 0.22 1.13 100
k ]96.69| 3.13 | 0.18 100

Pucynok 5.11. SEM ¢otorpadus BepxHeit u HIKHEN yacTH 00pa3oB ¢ COAEPKaHUEM
3 u 5 mac. % SiC ¢ cocTaBoM B HCCIIEAYEMbIX TOUKaX

[IpoBenenHble  WCCIEAOBAHUS 00pasIoB MOKA3bIBAIOT  PaBHOMEPHOE
pacnpenenenre SiC mo o0beMy MOMY4YEHHBIX CIUTKOB. Ha pucynke 5.12 mpuBeneHsb
dbortorpaduu MOBEPXHOCTH HEKOTOPHIX IOJYUYECHHBIX O0O0pa3lloB 10 TpaBJICHUS

MOBEPXHOCTH (a), TOBEPXHOCTH 3TUX 00pa3uoB nocie tpasieHus no OCT1 90360-85
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(6) m wm300paxkeHus wuziIoMa 00pa3oB (C), MOTYyYEHHBIE METOJIOM JJIEKTPOHHOM

Mukpockonuu (SEM).

Tpasnenue nosepxuoctu no OCT 1 90360-85

Onrruecknii MUKPOCKOIT PynHbIi MUKpOCKOTT

SEM doTtorpadus

Hn3JjioMa.

MUJISITY (0 mac.% SiC)

/ 7 [
D1=7857 um

D3 = 49.04 pm

D5.= 49.80 um

200 ym

FS s

100 ym

Pucynok 5.12 IloBepxHOCTB HcCeayeMbIX 00pa3IoB.
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XapakTepucTUKa CTPYKTYPHBIX COCTABIIAIOMINX Ha MUKpodoTorpadusix [114]:

— Mgl7Alll, oOpa3oBanusi Oemoro I[BeTa, 4YacTo BcTpedaeTcss B (Gopme
BBIPOXKJACHHOM SBTEKTUKU WJIM «IBTEKTOMJIa» paclajia; B MOCIEIHEM ClIy4yae HMeEeT
dopMy mutacTMH WM 3epeH. TpaBuTenu, OOBIYHO MPUMEHSEMbIC IS MarHUEBBIX
CIUUIaBOB, Ha 3TO COEJIMHEHUE HE JEHUCTBYIOT;

— Mg, oOpazoBanusi OKpyrjioil (opMbl U MaTOBO-CEPOrO I[BETA; pacrojaraercs
OeCIopsIIOYHO MO TMOJI0 3€pHAa W MPHU HEOONBIIOM YBEIWYCHHUH HUMEET BUJ TEMHBIX
TOYEK;

— Mg28Si, obpazoBanusi pa3BeTBiIeHHONW (POpMBI (KUTaCKHE MUCbMEHA) roiy0oro
[[BE€Ta; NPHU TPABICHUM CHUJIBHO Pa3beIacTCs; PacIoyiaraeTcs HIKE IJIOCKOCTH 3epHa
TBEPJIOT0 pacTBOpA.

[Ipu cpaBHeHHMH MOJY4YeHHBIX 00pa3loB co cruiaBoM Oe3 SiC caenaH BBIBOA O
3HAUYUTEJILHOM YMEHBIIEHUU pa3Mepa 3€pHa 3a CUET YBEJIMUYEHHUS cojepkaHus (as3bl
Mg2Si, e€ u3menbueHus: 1 paBHOMEPHOM pacIipeieieHHH 1o o0beMy oOpasla.

s 00pasuoB, MOJTYYEHHBIX B pe3ylbTaTe NPOBEIACHHBIX 3KCIEPUMEHTOB, 3a
UCKIIIOUEHHEM 00pa3lioB C cojiepkaHueM Kapouaa kpemHus 10 mac. %, 1 KOTOPBIX
HEBO3MOXKHO TMOJy4yaTh OTJIMBKH MO JKUAKO(DA3HOMY CHOCO0Yy B CBSI3U C PE3KUM
YMEHBIIEHUEM TEKYy4eCTH paciiaBa, ObUIM MPOBEIACHBbI ONPEIACICHUS HU3MEHEHUs
MEXaHUYECKUX CBOMCTB M MHUKPOTBEPAOCTH METANIOMATPUUHBIX KOMIIO3UTOB B
3aBUCUMOCTH OT KOJr4decTBa BBeeHHOTO SiC.

B cooTBercTBUM € pe3yidbTaTaMU H3MEPEHHUS] MHUKPOTBEPJOCTH IMOBEPXHOCTU
uccieayeMbix o0pasnoB (pucyHok 5.13) HabmromaeTcs OTHO3HAYHBIN POCT TBEPAOCTH
CIUIaBa TPHU yBEJIWYEHUH COAEpKaHUS KapOujga kpemHus. Mcxoas u3 mpoBeneHHBIX
U3MEpPEHUIi, HA OCHOBE MOJIYYEHHBIX JAHHBIX MOKHO CIEIaTh BBIBOJ O PABHOMEPHOCTH
pacnpenenenuss SiC B Marpurie kommo3uta Mg-SiC. U3mepeHHble 3HAYEHUS
MHUKpoTBepaocTd B 1.3—1.9 pasza mnpeBwlIalOT 3HAYEHHWE MUKPOTBEPAOCTH IS

MaTtpu4HOTO cruiaBa u B 2—3 Beiiie ['OCT 804-93.



100

100 -
I 90
80 - 75 I 80 75
65 65
60 - 58,6
>
T 49
40 - ‘ 33
20 - 29
0
Mr90 I'OCT MJISITY MJISITY + MJISIIY +  MUJISIIY +
804-93) @TOCT 2856 0.5mac.% 1.0 mac. % 3.0 mac. %
-79) SiC SiC SiC

Pucynok 5.13. Pe3ynbpTaThl M3MepeHUsT MHKPOTBEPAOCTH MOBEPXHOCTH 0OOpa3LOB IO

meTony Bukkepca.

N3MepeHns MeXaHMYECKUX CBOMCTB MPOBOJWIOCH Ha pacTsokeHue mo [115] u Ha

cxatue mo [116]. Pesynbrarel n3amepenuii mpuBeAeHbI B Ta0MIaX 5.6 u 5.7.

Ta0muna 5.6.
PesynbTaThl ncnbiTaHuii 00pa3noB KoMno3uToB coctaBa MJISmu+SiC Ha pacTsokeHne
MJISITH 0.5 1 mac. | 3 mac. | 5 mac
N3mepsiemas Benmmunaa | ['OCT | MJISITY | wmac. o S C o Si C o Si C
2856-79 % SiC | ”° ° °
IIpenen npounoctn 160 175.44 | 141.14 | 92.71 | 52.24 | 215.60
(68), MIIa 235 185.95 |152.21 | 45.18 | 59.28 | 210.42
VY ciloBHBIN TIpenen 85 75.57 93.35 | 87.37 | 4580 | 72.10
TeKyudecTH (6o2), MIla 110 65.19 95.23 * * 72.88
f{;i“;:;’pﬂyf;’%aiﬂf 0.060 | 0.025 | 0.019 | 0.022 | 0.14
In(Fy/F) 0.056 0.023 | 0.012 | 0.034 0.14
OTHOCHUTEIBLHOE
YJIMHEHUE JI0 1.5 5.40 1.14 1.15 0.58 12.96
paspyuieHus (6), % 5.52 1.53 | 0.105 | 0.31 13.00
100-(ho — hy)/ho

FO’ Fk — IuIom@aab IMOICPECYHOro CCUYCHUA 06pa3ua J0 U ITOCJIC UCIIBITAHUA,

ho, hy — nmuHA oOpasia 0 U MOocie UCTIBITAHUS;

* - 3HAYEHME HE OINPEACIISIIOCH, T.K. BEIMYNHA OCTaTOYHOTO yymnHeHus: meHee 0.2 %.
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Tabmuma 5.7.

Pesynbratel ucnbiTanuii 06pasuoB komno3uToB coctaBa MJISITY+SiC Ha cxatue

MUJISTIY
N3mepsiemas TOCT | MUISTIU 0.5 Mac. | Mac. 3 Mac. 5 Mac.
BEJIMYMHA % S1C | % SiC | % SiC | % SiC
2856-79
[Ipenen npoyHOCTH 160 292.48 366.78 | 355.10 | 340.41 | 367.66
(o), MIla 235 325.96 37743 | 361.00 | 302.08 | 377.38
S;Zf(‘;flléfﬂn(ﬂi‘)eﬂ 85 96.46 | 101.26 | 9724 | 9835 | 68.29
o 110 129.00 101.51 | 101.49 | 93.77 69.33
MIIa
Crenenb
nedopmManmu npu 0.21 0.23 0.22 0.22 0.39
pa3pylieHuH, 0.19 0.26 0.23 0.20 0.35
e = In(Fo/Fy)
OTHOCHUTENIBHOE
CKaTHE J10 1.5 15.90 19.85 19.12 20.86 28.12
paspymenus (6), % 12.43 20.85 19.76 16.72 27.60

100 (7o — hi)/ho

Bregenus 0.5 % SiC u BbIle MO3BOJMIO YBEIMYUTH TPENET MPOYHOCTH HA

CXKaThe TMPaKTUYEeCKU B 2 pa3a C OJHOBPEMHEHBIM YBEJIMYECHHEM IUIACTUYHOCTH.
Brenenue SiC B konuuectBe 5 % yBeNIMUMBAET MpENEN MPOYHOCTH KOMIIO3UTA Ha
pactshxeHue. Beenenne ucnonszyemoro SiC B konmuectBe 6omnee 10 % B MaTpuvHbIN
pacIuyiaB CTaHOBUTCSI HEBO3MOXKHBIM H3-32 PE3KOr0 CHUKEHHS TEKY4EeCTH pacIulaBa.
[lonyyeHHbIE JdaHHBIE TMO3BOJISIIOT CAENATh BBIBOJA O MOJIOKUTEIBHOM BJIUSHHUU
BBeneHus SiC Ha MexaHndeckue cBoiicTBa crutaBa MJISIIY 3a cuet yMeHbIeHHs 3epHA

MAaTpHUYIHOTI'O pacIljiaBa.

5.2.3. Cunre3 Al-SiC c ucnons3zoBannem MI'/l nepemeninBanus

OKCIEpUMEHT 10 BBeACHMIO nopoiika SiC B alfOMUHHUI MPOBOJWICS B CTAIBHOM
TUTJIE KBaJpaTHOro cedeHust ¢ BbicoTor 210 Mm. Bepxnee ceuenne 105x105 mm,
HWKHEE CEeYeHHe 72X72 MM, JHO THUIJIA BOJOOXJIAXKIAEMOE, CTEHKH IOKpPBIBAJIUCH

YKapOCTOMKON 0OMa3KOM.
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[Tocne HarpeBa TUIJIA C aJlOMHMHUEM B TEYU JO 3aJaHHOM TeMmmepaTypbl OH
nomemancsa B MI'Jl mukcep. Temneparypa meramuia npy BBIEMKE W3 II€YU COCTABIIUIA
830 °C, temneparypa turist 600 °C. Ilopomok SiC nomerancst B TpyOKd 1UaMeTpoM 8
MM ¥ BBOIWJICS B XuAKuW amomuuuid. [locne BBemeHuss TpPyOOK MPOU3BOAMIOCH
nepeMeniMBaHue pacijaBa B TedeHue 20 MHH, MOCJE YEero BKIIIOYAIOCh OXJIAKICHUE
JIHA TUTJA BOJIOW. Uepe3 5 MUH MOCIE BKIIOYEHUS OXJIAXKICHUS HHA OTKIHOYACTCA
000TpeB CTEHOK.

Ha npoponbHOM paspe3e MONy4eHHOro CiauTKa (pucyHok 5.14.) BHUIIHO, 4YTO
HEeOOJIbIIast YaCTh MOPOIIKA B BUJIE KJIACTEPOB CKOIMUIIACH BOJIM3U MMOBEPXHOCTU CITUTKA.
MakpocTpyKTypa CIMTKA BbISIBISJIACh XMMHYECKUM TpaieHueM B 10 % BoaHOM
pactBope HF ¢ mocnenyromum tpaBienueMm peaktuBoMm coctaBa 10%FeCl;+25%HCI+
H,O0.

MakpocTpyKTypa CIUTKa HEOJHOpOAHAas, Ha 1/3 OHa COCTOMT U3 30HBI MEJKHX
neHapuTHbIX 3épeH (3oHa 1). Ha BeicoTe 2/3 ciutka Menkue 3€pHa (HOPMHUPYIOT
BOJIOKHA, KOTOpPBIE MEHSIIOT CBOE HAIPaBJICHHE OTHOCHUTEIBHO OCH CIHMTKA, 4YTO,
BEPOSITHO, 00YCIOBJIEHO MACCONEPEHOCOM B 3aBUCUMOCTH OT YCJIOBHI NIEpeMeIIMBaHUS
pacruiaBa. HuxHss 9acTh cimTKa (30Ha 2) TakKe Kak U 30Ha | COCTOMT U3 MEIKHX

JIEHJIPUTHBIX 3€PEH.

JFIHSHANLLO NNIINWO) [0HA33}, ‘0samal] Hiaurss ausdamey Hlﬂml!!{}
st nooo o2 o O 5 8 4 8 5 ¥ ¢

Pucynok 5.14. CTpykTypa NOJIy4eHHOTO CIIMTKA B pa3pese.
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N3mepeHue TBEpAOCTU MPOU3BOAWINCH HA METOLY BpuHENIs 0 BCceMy CEYEHUIO
CJIMTKA Ha 2-X ypoBHsX (30Ha 1 u 2), Harpy3ka 250 kr, mapuk nuamerpom 10 MM, Bcero
cnenano 10 ormedatkoB. MuKpoTBepaOCTh ompenesneHa Ha npudope [IMT-3, B 3-x

CeUEHUsX: Kpail, 2 paamyca, 1ieHTp. Bce monydeHHble 3HA4Y€HUsI NPEACTaBIEHBI B

tabmurie 5.8.
TabOmnura 5.8.
Pe3ynbpTaTel n3MepeHust TBEPAOCTH U MUKPOTBEPAOCTHU MOJIYYEHHOTO CIIUTKA.
Teepnocts HB Mukpotsepaocts, Mlla
Oo6nactb
2 cpenHee 72
MCCIIOBARMA | 1y LIEHTD P Kpau LICHTDP
paguyca 3HAYCHHUE paauyca
30Ha 1 23.7 23.2 239 23.5 350 420 380
23.1-| 23.3-
30Ha 2 23.7 233 360 410 380
224 244

TBepaocTe Mo bprHEIUTI0 B HUKHENW M BEPXHEN 30HE OJWHAKOBAs, HO BBILIE YE€M
Ui UCXOnHOro amoMuHus Ha 27 %, 4To MBI cBsizbiBaeM ¢ mpucyrctBuem SiC B
Martpuue. I3MeHeHrne MUKPOTBEPIOCTH 0. —TBEPAOrO PacTBOpA MO CEYEHUIO B BEPXHEU
Y HUKHEW 30HE UJCHTUYHBI.

3oHa 1 cocToUT U3 AEHAPUTHBIX 3epeH (pucyHok 5.15) Yactuupl SiC pacnonaraior
B MEXJEHIPUTHOM MpocTpaHcTBe (pucyHok 5.16). B BepxHeil yactu HaOmromaeTcs
ycajiouyHas pakOBMHA C KOHIeHTpamued mopomka SiC W TJICHOYHBIX BKIIOYEHUN

Kese3a U OKcua almoMuHus (pucyHok 5.17.)

a
Pucynok 5.15. JlenaputHas cTpykTypa 30Ha 1,a—TpogoapHOe, 6—TI0TIepeyHOe CeUeHuE.
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Pucynox 5.16. Pacmpenenenune wyacTul KapOuga KpeMHHS B  MEXK3EPHOBOM

MIPOCTPAHCTBE MAaTPUIHOTO Al.

Pucynok 5.17. YyacTok ¢ ocTaTkamu MOpPOIIKa U3 YCaJOUYHOM PAaKOBUHBI B TPUOBUILHOMN

YaCTH CIUTKA (a) U MJIEHOYHBIE BKIIFOYEHHUS OKCUa amroMUHUS (0).

30Ha 2 MEJIKOro 3€pHa COCTOMT M3 JCHIPUTOB C OKPYTJBIMU BETBSAMHM, & TAKKE
HEOOJBIIOTO yYacTKa HANpaBJICHHBIX JCHIPUTOB OKOJIO IIEHTpa CIUTKa. B mecrax
MOBBINICHHONW IUIOTHOCTH KapOwma HaONIOMAOTCsS YYacTKM C  CyOJIeHIpUTHOU
CTpyKTypoii (pucyHok. 5.18). Pazmep 3epHa coctaBmsier ~750 MM, cyo3epHa ~ 30MKM.
[To rpanmmam 3€peH  pacmojiararoTcsl MHTEPMETAIUTHIHBIE (a3bl JTHKBAIMOHHHOTO

MIPOUCXOKICHUS, COIEPIKAIITIE JKeJIe30 U KpeMHUl (prCyHOK 5.18).
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B r

Pucynok 5.18 CrpykTypa 30HBI 2 a—JeHIAPUTHBIE 3€pHA, O, B ,/—MHTEPMETALIUIHbIC

¢ba3ebl.

Takum 00pa3oM, CTpyKTypa HIKHEW W BEpXHEW YacTH CJIUTKA OJIMHAKOBBI.
OCHOBHOE OTIMYHME 3aKIIOYAETCS B HAIMYUMKM B BEPXHEM YacTH KOHIJIOMEPATOB,
COCTOAIIMX W3 TIOPOIIKAa KapOuja KpPEeMHUS W MHOTOYHCIICHHBIX IUICHOYHBIC
BKJIIOUeHUI. B HIKHEN yacT 0OHApyKEHO MOBBIIIEHHOE KOJUYECTBO ATIOMUHHUIOB

JIMKBAILMOHHOW MPUPO/IBL.

5.2.4. Cunre3 Al-SiC ¢ ucnoap30BaHMEM MEXaHUYECKOTO MepeMENTNBaHUS

Cunre3 xomno3utoB Al-SiC npu MexaHMYeCKOM MepeMelInBaHuN MPOU3BOINIHN B
rpaduroBom peaktope B Teuenue 60 muH mpu temmeparype 750-760 °C. B peaxrtop

3arpy’kajad MOpPOUIOK WM TpaHylbl aJllOMHHUS, CMEIIAHHBIE C TIOKPOBHO-
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pabuHupyOmuUM  coieBbiM  ¢Garocom  Ha ocHoBe cuctembl KF-AlF;.  Tlocne
paciiaBIeHUs] B PEaKIMOHHYIO CMECh NMPHU MOCTOSHHOM IMEPEMEIIMBAHUU 3arpyKajiu
kapouna SiC B amomunueBoit Qoswre. Ilociae romorennzanuu pacijiaBa ero CiuBaiu B
CTAJIbHYIO U3JI0KHUILY.

W3mepeHHble 3HAYEHUS MHUKPOTBEPIOCTH puUCYHOK (5.21) yKka3pIBalOT Ha
HEeOOJIbIINE KOJIeOaHHs 3HAUE€HUS 3TOTO MapaMeTpa o MOBEPXHOCTH 00pa3loB U B 2.5—
3.0 pa3a mpeBBILIAIOT 3HAYEHHE MHUKPOTBEPIOCTH YUCTOTO ATIOMHUHHS, a Takxke B 1.5—
2.5 paza xommnosuta Al-SiC, moaydeHHOro W3 MHUKpopasMepHoro mopoiika SiC
mrapoo6pasznoit popmer [117, 118]. DTto yka3piBaeT Ha TO, YTO MOAUPHUIMPOBAHUE
CBOICTB aJIOMUHHS HAOIONAIOTCS YK€ MPHU BBEICHUHU B HErO yinbTpagucnepcHoro SiC

B kosimyecTBe 0.1-0.3 mac. %.

E

a §) B

Puc 5.19. Ctpykrypa obpasma npu yBenuuenuu a-10x, 6-20-x, B-50x

[IpoBeeHHbIE ONTHYECKUE HCCIACAOBAHMUS MOKAa3aJld, YTO OOpa3lbl COCTOST U3
JIEHAPUTHBIX 3€epeH (pucyHok 5.19) ¢ BkIOUEHUSMH HHTepMeTauaoB. Kapoun
KPEMHHUS 3aM0JIHSIET MEXK3EPHOBOE MPOCTPAHCTRO.

[To conepkaHuio KpeMHHMS B aJJIOMUHUM U COJIEBOM (DIItOCE MOCTE IKCIIEPUMEHTOB
OBIJIO OIEHEHO COJEepKaHUE U CTEMEHb YCBOCHUS yiIbTpamucrepcHoro mopomka SiC
amomMuHueM, kotopsie coctaBuiu 0.15-0.45 mac. % u 15-30 %, coorBeTcTBEeHHO. M3
pucyHnka 5.20. u 5.21 BugHO, 4TO MUKPOTBEpA0CTh KoMmo3uTa Al-SiC, mosy4eHHOTO ¢
WCITOJIb30BAHUEM MEXaHUYECKOTO TMEePEeMEIIMBAaHMs, OKa3anach HaWOOJBIICH U3 BCEX
MOJIYYeHHBIX KOMIIO3UTOB JIAHHOTO cocTaBa. OJHOM W3 MPUYMH STOTO MOXKET OBbITh
yMEHBIIIEHUE pa3MepoB BkpamieHnid SiC 3a c4eT pacTBOPEHUS IJIEHKH OCTATOYHOTO

Si0, B coneBom Quitoce mpu cuHTe3e. [IpoBeneHHble paHee MccaeAoBaHUs MOKa3aj,
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yro SiO, O0CTaTOYHO HMHTEHCHBHO B3auMojeicTByeT ¢ pacruiaBoM KF-AlF; mpu

temneparype 700 °C.

Pucynox 5.20. Pesynbrarel wu3MepeHuil MukpoTBepioctd kommno3uta Al-SiC,

nosryaeHHoro B uHaykrope MI'/] (a,0) u mpu MexaHUYECKOM TIEpeMeNMBaHuH (B,T)

80 -
68
60 -
50 52
> 40 .
39
= 27,5
20 -+ 822
0
AlITOCT (11070- MI. MEX.
74)

Pucynok 5.21. Pe3ynbrarhl u3MepeHUss MUKPOTBEPJIOCTH MOBEPXHOCTH OOpa3IOB IO

Merony Bukkepca.
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[lonyuyeHHbIE TaHHBIE OKA3BbIBAIOT BO3MOXKHOCTh IPUMEHEHNS] CUHTE3UPOBAHHOTO
yIBTPAJAUCIIEPCHOTO KapOuaa KpeMHHs B KauecTBE JOOAaBKM B ATIOMUHHI U €ro

CIIJIaBHI.

5.3. BeiBog

1. IIpensioskeHHass KOHCTPYKIMSI CO3AaHHUS aBTOHOMHOM 3aIlIMTHON aTMocdepsl B
peakTope TO3BOJIIET B TMporecce o00pa3oBaHus KapOwWma KpeMHHUS TMOJydaTh
CaMOCBSI3aHHYIO KEPAMUKY.

2. IlpoBeneHHBIE SKCIEPUMEHTHI TOKA3ajHM, YTO CaMOCBSI3aHHAs KepaMHUKa,
MOJIy4eHHAasT W3 YHUCTBIX HCXOJHBIX MaTepHalioB, HE 00JaJaeT JOCTaTOYHON
MPOYHOCTHIO. Y CTAHOBJIEHO, YTO HWCIIOJH30BAHME MapINajinTa B Ka4eCTBE MCTOYHHUKA
Si0, MO3BOMSAET AOMOTHUTENBHO YIIPOYHUTH KEPAMUKY HAa OCHOBE KapOuaa KPeMHHS 32
cueT oOpa3zoBanue crekinodas. bonee mpoyHas kepamuKa MoayduiIach ¢ COOTHOIIICHUEM
C/S10,=2/1 ¢ ucnonap30BaHNEeM KOMOMHUPOBAHHOTO YIIOTHEHHSI.

3. YcraHOBIEHO, YTO TIPU CHHTE3€ UIMHHBIX OJIOKOB, TMPEANOUYTHTEIbHEH
WCITIOJIb30BaTh BHOPAIMOHHOE YIUIOTHEHHE COBMECTHO C MPECCOBAHUEM. DTO MO3BOJISET
3¢ (HEKTUBHO YAATUTh BO3AYX W3 IIHUXTHI, YTO MPUBOJUT K YMEHBIIECHUIO TPEIIUH B
Omoke.

4. TlpoBeAeHBI AKCIEPUMEHTHI MO MOJYYCHHUIO METAJUIOMAaTPUYHBIX KOMIIO3UTOB
Ha ocHOBe Mg u Al. YCTaHOBIEHO MOJOXHUTEIHLHOE BIMUSHUAE BBOJUMOTO KapOuaa
KPEMHHUSI Ha MHKPOTBEPJOCTh W MEXaHWYECKHE CBONCTBA MAarHWEeBOTO CILIaBa.
[TokazaHa BO3MOXXHOCTh YyIyUIICHHWs MEXaHWYECKUX CBOWCTB OTOr0  CIUIaBa.
HUcnons3oBanne  MI'/[-niepememiBanns  MO3BOJWIO  MOJYYUTh  PAaBHOMEPHOE
pacnpeneneHue kapOuaa KpeMHusl B 00bemMe obpasia 6e3 UCImonb30BaHus (IFOCOB BO
BpeMsl dKCTiepuMeHTa. MeXxaHnuecKoe MepeMeNInBaHne paciiaBa MO3BOJISET MOTydaTh
paBHOMEpPHOE pacmpe/esieHne Kapouga KpeMHHUS KaK 3a CUeT HENOCPEIACTBEHHOIO

NnepeMCIIMBaHMsA, TaK 1 3a CUCT UCIIOJIb30BaHUA (I)JIIOCOB.
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3AKJIFOYEHUE

1. B pe3ynbrare ONbITHO-KOHCTPYKIIMOHHBIX U METOJIMYECKUX paboT pa3paboTaHa
U anpoOMpoBaHA KOHCTPYKIHMS PEaKkTopa, MO3BOJISIOIIETO BECTU CHUHTE3 KapOuaa
KPEMHHS NPU OTHOCHTEIIbHO HEBBICOKHMX TEMIEpaTypax B aBTOHOMHOW 3alllMTHOU
atMocdepe. Vcnonb3oBanue B mpoiiecce Co3JaHusi aBTOHOMHOM 3allIUTHONW aTMOC(EpPbI
WHEPTHOTO KEPaMUYECKOro TMOpOoIllKa U 3alllUTHOTO CJIosi rpadura MO3BOJISET
UCKJIIOYUTh TOCTYIUICHUS] aTMOC(EpPHOro KHUCIOpoJa B TUTENb U NPEJOTBPATHUTDH
BO3MOYKHOE OKHCJIEHHE TPaUTOBOTO TUTJISl U CUHTE3UPYEMOTro KapOuia KpeMHHUS.

2. C uconp30BaHUEM TMIPEAJIAraeMoTo peakTopa CuHTe3upoBanbl o0pasimbl 3C-SiC
MonupuKauu Kapouaa KpeMHUs, PEACTABISIONINE COO0M arioMepaThl U3 BOJIOKOH C
muamerpoMm ~ 100 HM. Ilo pesynapTaTaM cepuu ONBITOB YCTAHOBJIEHO BIIUSHUE
UCXOJAHOTO COCTaBa KOMIIOHEHTOB, TEMIIEpAaTypbl CHHTE3a, pasMmepa (Gpaxiuii
UCXOJIHBIX KOMIIOHEHTOB M COCTOSIHUS 3alIUTHOW aTMocdephl Ha pa3Mep MOITy4aeMoro
KapOuaa KpEMHUS U €ro MOJIUTHIIL.

3. C wuncnonb30BaHWEM B KAadye€CTBE KOMIIOHEHTOB UIIMXTHI BBICOKOUYHCTOTO
KoHIeHTpaTa kBapua Keimteimckoro ['OKa 1 o4uiieHHOro oT MUHEpaIbHBIX pUMeECcen
nopomka rpapura TaWTHHCKOTO MECTOPOXKACHUSA TOAOOpaHbl  ONTHUMAJbHbBIE
COOTHOIICHUS] HCXOJHBIX MAaTepHalioB, OOECNEYMBAIOIINE MaKCUMAJIbHBIA BBIXO]I
kapouna kpemuus 3C—SiC momudukanuu ¢ coaepkanuem npumeceit menee 0.01 mac.
%.

4. B XxoJe BBIIOJHEHHOTO TEPMOJMHAMHYECKOTO MOJEIUPOBAHUS (Ha30BbIX
paBHoBecuii B cucteme Si—O—-C ompeneneHsl ONTHMalbHBIE TEOPETUUYECKUE
TEMIIEpaTypHbIE  NapaMeTpbl W COOTHOLIEHHS  UCXOJHBIX  KOMIIOHEHTOB,
00€ecTeurBaONIMX MaKCUMaJIbHBIA BBIXOJ KOHEYHOTO TMPOAYKTa. YCTaHOBJIEHA U
000CHOBaHa HEOOXOJMMOCTh M30BITKA YIJIEpoJa B UCXOMHOM MUXTe g 00ecredeHUs

CTaOMIBLHOTO 06pa3OBaHI/I$I ABTOHOMHOU SaHlHTHOﬁ aTMOC(I)Cpr B PCAKIIMOHHOM THI'JIC.
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5. IlpennoskeHHass KOHCTPYKIMS CO3AaHUS aBTOHOMHOMW 3aIIMTHOIN aTMocdepsl B
peakTope TO3BOJISIET B Mpollecce oOpa3oBaHWs KapOuga KpPEeMHHUS TOJydaTh
CaMOCBSI3aHHYIO KepaMuKy. Vcnonb30Banue mapiianuTa B KayecTBe ucrouynnka SiO2 ¢
NPUMEHEHHEM KOMOMHHPOBAHHOTO YIUIOTHEHHSI MO3BOJISIET TOMOJHUTENBHO YIIPOUHHUTD
KEepaMUKy Ha OCHOBE KapOu1a KpeMHUS 3a cueT oOpa3oBaHue CTeKI0]as.

6. Iloka3zana BO3MOXHOCTb MPAKTHUYECKOTO TPHUMEHEHUS IOJy4E€HHOTO
BosiokHHcTOro 3C—SiC kapOuaa KpeMHHs B KaUeCTBE apMUpPYIOLIeH J0OABKH B CILIaBbI
MarHus 1 agroMuHud. [loaydeHsl MeTamioMaTpuyHble KOMIIO3UTHI, ISl KOTOPBIX B XOJI€
NPOBEIEHHBIX UCTIBITAHUI YCTAHOBJICHO 3HAYUTENIBHOE YBEIIMYCHINE MUKPOTBEPAOCTH U

JIPYTUX MEXaHUYECKUX CBONCTB OTHOCHTEIILHO 00pa3lloB HEAPMUPOBAHHOTO CILIABA.
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