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BJIMAAHMUE FeCl,-6H,0 HA TOPEHUE CMECH KPEMHUS
N CA’KH B ABOTE

bapuunosa T.B., UrnarseBa T.U., Bapunos B.1O., Kopanes U./1., Kapozuna I0.A.

@I'BYH «Hncmumym cmpykmypHOU MAKpOKUHeMUKU U npooiem Mamepuanogedenus um.
A.I" Mepowcanosay PAH, Yepnozconoska, e-mail: tharinova@ism.ac.ru

U3syueno ropenne cmeceil kpemuus u caxu B asore B mpucyrctsuu FeCl-6H,0. MonbsHoe coxepikanue
caxu B cMecsx coctapnsiio 0,7 — 0,8. INokazano, uro nobasku FeCl,-6H,0 aktnsusnpyrotr nponecc ropenus. On-
HAKO MHHIMUPOBATh TOPEHHE B CMECSAX C coxepkanueM caxu Boime 0,8 He yaanocs. [Ipogykramu ropeHus
SIBJISIIOTCS. KOMITO3MLIMOHHBIE MOPOLIKH SiJN 4—SiC. 3aBucumoctb conepkanus SiC OT JaBlIeHUS a30Ta B MOJTyUYCH-
HBIX MOPOIIKaX HOCUT SKCTPEMallbHbIN XapakTep. MakcnmanbHoe conepxanne SiC cocrauino 70% s cmecu
Si+0,7C+0,005FeCl,-6H,0 npu nasnenun azora 7 MIla. Ycranosieno, uto (pa3oBbiil cOCTaB MPOAYKTOB ro-
peHus He 3aBUCHT OT KonndecTsa BBefeHHoro FeCl,-6H,0. TIponykT noyden B BHjE MIMHIPHYECKOTO Gl0Ka
C IUIOTHBIMHU CTCHKaMH ¥ PBIXJION LEHTPAIbHON 4acThio. [IpOIyKT TOpeHNs B EHTPAIbHON YacTH HPEACTaBISIET
c0001f OZIHOMEPHBIC KPUCTAILIBL, B TOM YHCIIE B BU/Ie HUTEH 1 BoroKoH. CozieprkaHie KUCIOPOa B 3TOH YacTH Mpo-
JIyKTa cocrapiser menee 1 %.

KiroueBble cjioBa: caMopacnpocTpaHsoInuiicss BbicokoTeMinepaTypHblii cuHTe3 (CBC), KoMNO3MIMOHHbIE OPOLIKH,
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INFLUENCE OF FeCl,-6H,0 ON COMBUSTION OF SILICON AND CARBON
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Barinova T.V., Ignatieva T.I., Barinov V.Y., Kovalev LI.D., Karozina Y.A.

Chernogolovka, e-mail: tharinova@ism.ac.ru

Combustion of silicon and carbon black mixtures in nitrogen was studied. It was shown that the additions
of FeClI3+6H20 intensify the combustion process. However it was impossible to initiate combustion in mixtures
containing carbon black above 0.8 molar units. For this reason the content of carbon black in the mixtures was 0.7—
0.8 molar units. The phase composition of the combustion products were Si3N4-SiC composite and did not depend
on the amount of FeC13+6H20. The maximum content of SiC was 70 % for a mixture of Si+0.7C+0.005FeC13+6H20
at a nitrogen pressure of 7 MPa. The product was obtained in the form of a cylindrical block with dense walls and
a loose central part. The central part was one-dimensional crystals in the form of filaments and fibers. The oxygen
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content in this part was less than 1% (mass).

Keywords: Self-propagating high-temperature synthesis (SHS), composite powders, silicon carbide, one-dimensional

crystals

IIpu ropenun kpemuus B pexxume CBC
B a30T€ B IPUCYTCTBUH XJIOPHOTO KeJe3a U OK-
casiaTa aMMOHHUSI BO3MOYKHO MOJTy4eHHE HUTPU-
Jla KPEMHHSI B BU/I€ HAHOPA3MEPHBIX KPUCTAaJI-
JIOB W TIOJUKPUCTAIUIMYCCKAX BOJOKOH [1].
Bbu1o ycranoieHo, 4To mpu 00pa3oBaHUU OJI-
HOMEPHBIX KPUCTAJIIOB OOJIBIIYIO POJIb UTPAET
yIIepo, BXOAALUIMK B COCTaB OKcajlaTa aMMo-
nus. [Ipu 3ToM B mpoaykTax ropeHust Kapoung
KpeMHusl He oOHapykeH. llpu BBemeHun no-
MOJTHUTENIbHBIX KOJIMYECTB CaXU B IIUXTY
YIIEPOJ] MOXKET MPOPEarupoBaTh ¢ KPEMHHUEM
¢ obpazoBanuem SiC, Tem OoJiee, YTO KeEIe30
U €r0 COCIMHEHUS SIBISIIOTCS OYeHb aKTHBHBI-
MU Karajau3aTopaMu Ajst 3Tod peakuuu. [1os-
TOMY IPH TOPEHUH KPEMHUS B a30T€ B IIPUCYT-
CTBHU CaX{ U XJIOPHOIO >KeJIe3a IOSIBIISETCS
BO3MOJKHOCTh TIOJyYCHHSI KOMITO3UIIMOHHBIX
nopomkos Si,N,—SiC B Bujie ynsrpaaucnepc-
HBIX U HaHOpPa3MEpHBIX MOPOIIKOB, KOTOPHIE,
KaK M3BECTHO, 00J1aal0T BHICOKMUMH 3KCILTya-
TAl[MOHHBIMH XapaKTEPUCTHUKAMU U SIBIISIOTCS
[IOTEHIMAIbHBIMU MaTepUalaMH JUIsl BBICOKO-
TEeMIIepaTypHbIX PUMEHEHUH. [ToaydnTh KOM-

TO3UIIMOHHBIC TOPOIITKU Si3N 4—SiC C BBICOKUM
cojiepKaHueM KapOuia KpeMHUS U3 3JICMEHTOB
B ycioBusix CBC A0BONBHO CI0XKHO, MTOCKOIIb-
Ky peaKIysi B3aUMOACHCTBUS KPEMHHUS U yIJIe-
polla IMEET HeOCTATOUHBIN TEIII0BOH 2P eKT
JUTSE 00€CIICYCHHUSI CaMOPACIIPOCTPAHSIONIETOCS
pexxumMa ropeHusi. Haubosiee akTUBHO CHHTE3
SiC B pexume CBC uzuer nmpu HCIoNb30BaHUH
TEIUIa CHJIBHO DK30TEPMUYECKON PEaKIMu 00-
pasoBanus Si,N, Py rOPEHMU KPEMHUS B a30-
Te [2—5], 0COOCHHO B MPUCYTCTBUU aKTHBHBIX
J100aBOK [6].

Llenp paboOThI: HCCICIOBAHUE BIUSHUS
XJIODHOTO IKeJlie3a KaKk aKTHUBHOW JI00aBKU
Ha TOpeHHe cMecell KPEMHHUS U CaXKd B a30Te.

MaTepI/Ia.leI U METOAbI UCCTICAOBAHUA

B pa6ote ucnonp3oBaiu Si mapku KPO, SyJ =1,6 Mm%/t
caxy mapku I1-804T ¢ pasmepom uvactur ot 1 10 2 MKM
u S = 12 MYr; KpuCTamIOrHapaT XIOPHOTO *ere3a
FeC 3~6H20 (mamee FeCl3). Jl1st mony4yeHus: KOMIO3HIIU-
OHHBIX TOPOIIKOB C BBICOKUM cojiepkanueM SiC ObuIH
COCTaABJICHBI INUXTOBLIC CMECU erMHI/Iﬂ U CaXXHu C MOJIb-
HBIM coziepkanreM caxku ot 0,7. CMelrBaHue HINXTOBBIX
COCTaBOB OCyIIeCTBISUM B (apdoposoii crymnke. Hase-
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CKH IIUXTHI BecoM 10 40 T HaCHIMHOM IIOTHOCTH OMe-
1AM B KBapLEBBI CTakaH THaMeTPOM 35 MM U BBICOTOM
10 70 MM ¥ CXKHTanu B COCyA€ MOCTOSHHOTO JaBICHUS
oosemoMm 1,4 1. CrakaH pacrojarajid TOPH30HTAJIBHO,
o0paser MKXTHI 32)KUTAJIN C OTKPBITOTO TOPLA pacKajeH-
HOM BOJb(PaMOBOIi MPOBOJOKOH Uepe3 MPOMEKYTOUHBIH
cioif moporka TuTaHa. [IpoBeneHne cuHTe3a B KBapIie-
BOM CTakaHe obecrieqrBaeT 0oJiee BEICOKOE COZlepIKaHHe
KapOuaa B MPOAYKTaxX peakuuu [6].

Pentrenodasoserit  anamuz  (PDA) mpoBoxmiu
na jmudpakromerpe JIPOH-3M ¢ npumenennem CuK
n3mydeHust. COOTHOIIEHHME MeEXAy (azaMH HpOIyKTa
PacCYUTHIBAIM MO METOLY KOPYHAOBBEIX umces. Mopgo-
JIOTUIO MPOAYKTOB H3ydYalld C TMOMOIIbIO ABTO3MHCCHOH-
HOTO CKAaHMPYIOIIETO JIEKTPOHHOTO MHKPOCKOIA CBEPX-
Beicokoro paspemiennsi ULTRA plus (Tepmanms, Kapn
Lleiic) u snexrponHoro mukpockona LEO 1450 ¢ BcTpo-
eHHbIM peHTreHoBckuM aHanuzatopoM INCA ENERGY
350 (EDS).

Pe3yabrarhl Hccie0BaHUSA
U UX 00Cy:KIeHne

VHnunnpoBath ropeHue B IIMXTOBBIX CMe-
cax Si+0,7C mpu naBnenun azora no 7 Mlla
He ypanock. s akTHMBanuuM mporecca rope-
Hus B coctaB cMecy Beouu FeCl,,.

B pesynsrate CBC Bce 00pa3sisl MpogyK-
TOB OBLIM MOJYYEHBI B BUJE HMIHHIPUIECKUX
OJIOKOB, COCTOSIIIIMX W3 TUIOTHOM KPacBOM IIO-
BEPXHOCTH (TommuHa 3—4 MM) U PBIXJIOH OcC-
HOBHOM Macchl. Ha MOBEPXHOCTH CTrOpEBIINX
00pa3loB MOT NPUCYTCTBOBATH HEIMpOpearu-
POBABIIUH CJION MCXOTHOW HIMXTHI TONIUHON
10 1 MM, 4TO, OYEBHIHO, CBSI3aHO C TEIJIONO-
TEpsIMU B IIPOLIECCE CHHTE3a U3-3a MAJIOT0 JHa-
MeTpa obpasiia.

Ha puc. la u 10 npencrapieHbl JaHHBIC
P®A nenrtpanbHOii 1 KpaeBoii yacTeil 11 cMme-
cu Si+0,7C +0,005 F eCl3 P JABJICHUU a30Ta
6,5 Mlla.

Ha puc. 2 (a-B) moxazaHsl jJaHHBIE HC-
cienoBaHusi MOP(OIOTHH KPUCTAIJIOB LEH-
TpalbHOU U KpaeBol 00IacTell MpoayKTa.

B neHTpaiibHOM 4YacTH MOJIyYEHHOrO Ipo-
IYKTa KPUCTAJUTBI OOJBIIEH YacThIO0 IMEIOT BHJT
HUTEH U MOJUKPUCTAIUINIECKUX BOJIOKOH. Tak-
K€ TPUCYTCTBYIOT KpPUCTAJUIbI HENpaBHILHON
OKpyTJI0H opMbI ¢ ceueHueM nopsiaka 100 Hw,
COOpaHHBIX B PhIXJIbIE 00pa30BaHUS IIAPOBH/I-
HOM (hopMmel (puc. 2a). Ha puc. 26 mpencrasie-
HBI BOJIOKHA TIpH OOJbIIEeM yBennueHnd. Buj-
HO, YTO BOJIOKHA COCTaBJIEHBI U3 00JIee MEIKUX
KPHCTAJUIOB BBITSIHYTOH (OPMBI. XapakTepHOH
(hopMOil KpUCTAJUIOB TUIOTHOM KpaeBoiul o0a-
CTH SIBJIAIOTCS TMAJOYKOOOpa3HbIe KPUCTAILIBI
¢ OMM3KMMH pa3MepaMd — JJIMHOH 10 3 MKM
u cedenrneM 160 HM (puc. 2B), a Takke mIapo-
BUJIHBIE OOpa30BaHUsI KPUCTAUIOB OKPYIJIOH
¢dopmebl quamerpom Menee 100 HM.

I[Ipu ropenuu cmecu Si+0,7C+0,005FeCl,
(P(N,)=6,5 MIIa) B Bu/ic HACBINIKK B KBaple-
BOH JIOIOYKE TPOAYKT MOJIyYeH B BUIE TIJIOT-
HOTO CIeKa, YTO CBS3aHO C YyBEIMYCHHEM
CKOpOCTH (UIBTPALMK A30Ta, MPUBOISIIIM
K yBeJIHYEHHIO T M NPOXOKIEHHIO CUHTE3A
B OoJiee )KECTKHX YCIIOBHUSIX, UEM B CTaKaHe.
Kax u mpu ropeHuu B crakaHe, B IIEHTPAIb-
HOM yacTu 00pasia MpoIyKT COCTOUT TOJIBKO
u3 nByx ¢as SiC um B-Si,N, obGpasyrommxcs
NPUMEPHO B PaBHBIX KOMMYeCTBaxX. MUKpO-
CTPYKTypa MPOJYKTa MpeiCTaBIeHa IBYMS TH-
amMHM KpPHUCTaJJIOB, O0OpPa3yIOLIMX CIICYCHHBIE
KOHIJIOMEPAThI, — KPUCTAIIBI OKPYyTIIoi (op-
MBI ¢ pa3MepaMu | MKM W TUITUYHBIE KPUCTAII-
ae1 B-Si,N, ¢ pasmepamu 10 u 6onee MKM.

Ha puc. 3 mnpencraBineHbl 3aBHCHMO-
CTM COCTaBa TPOJAYKTOB TOPEHUS CMeCH
Si+0,7 C+0,005 FeCl3 ot napnenus azora (P

N2) :

x SiC
3500 - . « 3-Si,N,
1 } Si,;N,O
3000 o
= 2500 1 a-Si,N,
=
- |
4 2000
S l
o X
& 1500 1. " =l x x
(% -Wb - X
3 1000- T o
-
= ! g A W
500 - =
-
L T n flw "y R~
0 1

x.h T & % B S 3% 3§ OF 4O § W §E %y ¥R TR ™ §
10 15 20 25 30 35 40 45 50 55 60 65 70 75 80

26, deg.

Puc. 1. JJugppakmozpammel npodykmos zopenus cmecu Si+0,7C+0,005 FeCl, (1 —yenmp, 2 — kpati)
u emecu Si+0,8C+0,005 FeCl} (3)
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Puc. 2. Cmpyxmypa npodykmos 2openus cmecu Si+0,7C+0,005 FeCl
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Puc. 3. 3asucumocmo cooepoicarus SiC om daenenus asoma 0is cmecu Si+0,7C+0,005FeCl,.

W3 pucyHka BUIHO, 4TO ONTHUMAJIbHOE JaB-
JICHHE a30Ta ISl MOJMYYCHUS! MAaKCHMaJIbHOTO
conepxanus B npoaykre SiC, paBaoe 70 %,
cocrapiser 7 Mlla. Maunuuposars ropeHue
B CMECSX IpH JaBiieHUU a3ora MeHee 5 Mlla
HE yIanoch.

ITpu ropennn cmeceit Si+0,8C+0,005FeCl,
MaKCUMaJIBHOE COICpIKaHUE SiC cocrasmio
65% npu napnenuu azora 6,5 MIla. OueBun-
HO, B COCTaBe MPOIYKTOB TOPEHHUSI OCTAJICS CBO-
Oonubiii yrnepoa. lannsie POA nipencraBieHb
Ha puc. 1(3). B cMmecsax ¢ comepxaHneM Caku
BoIte 0,8 MHUTTUUPOBATH TOPEHUE HE YIATI0Ch.

VBenuueHue cojepkaHusi JT00aBOK XJIOp-
HOTO JKelle3a MpPaKTHYeCKH HEe CKa3aloch
Ha (a30BOM COCTaBe NPOLYKTOB TOPCHHSI.

B Tabuuue npeacraBieHbl JaHHbIE XUMHU-
YeCKOro aHajn3a U couepxkanue a3 npoayk-
TOB TOPEHHS HIMXTOBOro coctaBa Si+0,7C+
+0,005FeCl, (P(N2)=6,5 MIla). Ilpomykr
rOpeHus: B ueHTpanLHon YacTH OTJIMYAETCS
HU3KUM COIEPKaHHEM KHCJIOPOAA, YTO MO-
KeT OBITh CBSI3aHO KaK C €ro BBIFOPaHUEM
B Buge CO u CO TaK U yJaJIEHUEM KHUC-
nopoz[coz[epxcamnx razoB u3 Oonee ropsiuci
LEHTpalnbHONH oOnacTu B 0Oojiee XOJNOAHBIE
cion y creHok crakaHa. Conepxkanue SiC
B IIPOJYKTE FOPEHUsI HE COOTBETCTBYET pac-
YEeTHOMY COCTaBy, YTO MOXXHO OOBSCHUTH
KaK BBITOPaHHEM YacTH yIIIepoJia, TaK U, BO3-
MOKHO, OCTaBUIMMCSI B TPOAYKTE CBOOOMI-
HBIM YIJIEPOAOM.

I[aHHI)Ie XHUMHUYCCKOI'O aHaJInu3a

O6paser Ne ®daspl, POA (%) Si(cpod) N 9Hel\ée?§ér§c' % 0 Fo
1 (uewtp) B- 5161‘1(5%402/0% 017 | 183 | 196 | 068
B-SiN, (19%);
2 (xpai) 31811\%5(72?’0)/0 | 075 | 146 | 194 | 42 | 067
st (1%)
MEJKYHAPOIHbII XY PHAJ TIPUKJIA THBIX
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BriBoabI

ITokazano, 4yTo 100aBKH FeC13~6HZO aK-
TUBU3UPYIOT TOPEHHE B a30T€ CMecel KpeM-
HUAS U CAXHU C MOJBHBIM COMCPYKAHUEM CaKd
0,7 — 0,8. MuummmupoBarh TOpeHUE ¢ OOIBITIM
COJICPIKAHMEM CaXXM B BBIOPAHHBIX YCJIOBHU-
sIX HE yAanock. [loidy4eHbl KOMITO3UIIMOHHBIC
nopomwku Si,N, — SiC ¢ comepxkannem SiC
no0 70%. Omnpenenena 3aBUCUMOCTb COCTaBa
TIPOAYKTOB TOPEHUS OT MaBJIeHUS a3oTa. [lomy-
YEHHBIC MMOPOIIKHU B LIEHTPAJILHON YacTH OJI0Ka
MIPOJIYKTa COCTOST B OCHOBHOM U3 OJIHOMEPHBIX
KPUCTAJJIOB, B TOM YHCJEC HUTCH W TOJUKPH-
CTAJUIMYECKUX BOJOKOH. B KpaeBoit obGmactu
XapaKTepHOW (OPMOI KPUCTAJUIOB SIBISFOTCS
T1aJI0YKO00pa3HbIe KPUCTAILIBI ITTHHOHN ITOPSIKa
3 MKM # TonIHOM 10 160 HM 1 mapoodpa3HbIe
00pa30BaHusl, COCTOSAIINE U3 KPUCTAILIOB OKPY-
mioii popmsl 10 100 HM B 1nameTpe.

Paboma ewvinonnena npu unancosoii noo-
oepoicke npoexma PODOU Ne 16—-03—00360
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