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AHHOTALUSA

B pabore omumcanbl wuccienoBaHus mporecca cuHTe3a kommos3uta SizNi-SiAION B pexume
TBEPAOIUIAMEHHOTO TOPEHHsS Ha OTKPBITOM BO3AyXe. B KauecTBe peareHTOB JUIsl MOJTYYEHHS
koMmmo3uta Obutn BeIOpaHbl SisN4 u AbO3. Macca KOMIOHEHTOB B 00pa3iiax BapbHpOBajach OT 3
no 5 r. [IpoBeneHHbIe 3KCHEPUMEHTHI MOKa3alH, YTO BCE CHHTE3UPYEMbIE KOMIO3UTHI COCTOSIT
u3 HecKobkux (a3. Haumyumumm mo ¢a3oBoMy cocTaBy OKa3alcsi KOMIIO3MT, IMOJyYEHHBIH U3
opuxeta Si3N4+AlO3 Becom 51. OH coctosm u3 a-Si3N4, B-Si3Ns U cuanoHOB pa3zHOTO cocTaBa
SiAlgO2Ng, SizAlsO12N2, Si3AlzO3Ns. Kpome 3TOro MHMKpOCTpyKTypa TaKOro KOMIIO3UTA
MPEACTABIsUIa COO0OM CMECh BOJIOKOH M YacTHI] ONM3KUX MO pa3Mmepy: BosiokHa - 200-250 HM,
yacTuisl 300-350 HM.

KiawueBble cjioBa: camMopacnpOCTPAHSIOMIMICA BBICOKOTEMIIEPATYPHBIA CUHTE3, CHAJIOH,
KOMITO3UT, HUTPHUJI KPEMHUS, OKCH/] ATFOMHHHUSL.

Abstract

The paper describes the study of the synthesis process of the SizN4-SiAION composite in the solid-
flame combustion mode in the open air. Si3sN4 and AlO; were chosen as reagents for obtaining
the composite. The mass of the components in the samples varied from 3 to 5 g. The experiments
showed that all the synthesized composites consist of several phases. The composite obtained from
a SisN4 + ALLOs3 briquette weighing 5 g turned out to be the best in terms of phase composition.
It consisted of a-SizN4, B-Si3Ns and sialons of different composition SiAlgO2Ng, SizAlsO12No,
Si3A1303Ns. In addition, the microstructure of such a composite was a mixture of fibers and particles
similar in size: fibers - 200-250 nm, particles 300-350 nm.

Keywords: self-propagating high-temperature synthesis, sialon, composite, silicon nitride, aluminum
oxide.
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BBenenue

CuanoH  cyWTaeTcss  MEPCIEKTUBHBIM  BBICOKOTEMIEPATYPHBIM  KOHCTPYKIIMOHHBIM
MaTepuaIoM, 00JIaJaloNIUM XapaKTePUCTUKAMU TPUCYIIUMU TPUOOJIOTHYECKONW KepaMHKe, 3a CUET
CBOMX XOPOIIUX MOKA3aTeNIel 0 MEXaHUYECKIM CBOMCTBAM M XMMHYECKOH CTabUIbHOCTH. BhicOKast
TBEPAOCTh, BS3KOCTh pa3pylIeHHs] M YCTOWYMBOCTh K TEIJIOBOMY YyAapy [elalT CHAJlOH
MOJIXOSIIUM JUISL 3aMEHBI TBEPIBIX CIUIABOB B KAUECTBE PEXYILEro MHCTPYMEHTa Ipu 00paboTke
CyHepCIIaBOB HA OCHOBE HUKENS [1].

CymectByeT aBe Xopomo Hu3BecTHble (a3bl cuanoHa, a-SIAION u B-SiAION, koropsie
MPEACTABIISIIOT CO00# TBEPIBIE PACTBOPHI HA OCHOBE CTPYKTYPHBIX Moaudukanuii o-Si3Ns 1 3-Si3Na.
a-aza SIAION oOpryHO MMeeT (GOopMy PaBHOOCHBIX 3EPEH M OTJIMYAETCS BBHICOKOM TBEPIOCTHIO,
XOpOIIEH N3HOCOCTOMKOCTBIO U YCTOMYMBOCTBIO K OKHCIICHUIO, @ TAK)KE OTIMYHON YCTOWUYHUBOCTBIO
K TerioBoMy ynapy. B-dasza SIAION umeer BHITAHYTYIO GopMy 3EPEH U XapaKTEePU3yeTCs XOpOIIen
yaapHou Bs3kocThio [2]. B mocnemnee Bpemst kak o-SiAION, tak u -SiAION wumcnonb3yrorcs
B KAauecTBE pEUIETOK-HOCUTENCH Ml KAaTHOHOB PEIKO3EMENIbHBIX METAJUIOB Ul CO3JaHMS
s dexTuBHOM MFOMUHEcHIeHITMH. CoueTaHue BRICOKOW TEPMHUYECKON U XUMHUECKOU CTAOMIBHOCTH U
MIPEBOCXO/IHBIX JTIOMUHECIICHTHBIX CBOMCTB JIEJIaeT CHAJIOH HOBBIM (DYHKLIMOHAJIBHBIM MaTepHaIOM
JUUIS TUCILJICEB U CBETOAMOIOB [3, 4].

[Tonmyyenue o- u f-cHaTOHOB BO3MOXKHO Pa3HBIMH CIIOCOOaMM, HaIIpUMEP, TAKUMH KakK ropsiuee
M30CTaTHYECKOe MPECCOBaHKE, Topsiuee MpeccoBaHue, ClIeKaHue MOoJT AaBJIEHUEM rasa, criekanue 0e3
JaBleHMs, >KUAKo(Da3Hoe criekaHue, KapOOTEpMUYECKOe BOCCTAaHOBJICHHWE W HUTPUAMPOBAHUE,
a TakKe CHHTe3 B mpouecce ropeHus [5]. Bce mnepeuncieHHblE METOABI SIBISIOTCA OYEHb
TPYAOEMKUMH M 3HEPro3aTpaTHBIMU MO CPABHEHUIO C MOCIETHUM METOJIOM — CHHTE3 B IpOIecce
TOpPEHHs], KOTOPBIN MO-IPYroMy Ha3bIBaeTCs CaMOPACIpPOCTPAHSIOUIUICS BBICOKOTEMIIEPATyPHBIH
cuntes (CBC). B wMeronme CBC wHcnonb3ylOT NpEeMMYyINECTBA CaMONOJAECPKUBAOLINXCS
BBICOKOIK30TEPMHUUECKUX pEaKlui, IpU 3TOM OH 00JafaeT aKTyaJlbHbIMU IPEUMYIIECTBAMHU,
TaKMMHU KaK HU3KOE 3HEPrornoTpedieHne, KOpoTkoe BpeMsi 00pabOTKH U MPOCTOTa 000pYA0BaHHS
[6, 7].

[IpakTryeckn Bce METOMbI MOJYYEHHUS CHAIIOHA NMPOBOAATCSA B 3AIMUTHOM aTMmocdepe WiH
B cpene azora, B ToM uyucie u CBC. IlpeacrtaBneHHble € B JaHHOM CTaThbe pE3yJIbTaThl
HCCIICIOBAaHMsI BO3MOXKHOCTH CHHTe3a cuaysioHa B pekume CBC ObIM chenaHbl HAa OTKPBITOM
BO3/yXe€.

Jlns mpoBeneHUs HCCIAeNOBaHUN TOTOBWIOCH Tpu oOpasma (Nel, Ne2 wu Ne3), kaxnmwiid
M3 KOTOPBIX COCTOsT M3 Tpex OpukeToB (puc. 1). Bepxuwuit (1) u HwkHu (3) OpUKET COCTOSIH
U3 IIUXTHI, MOJydeHHON cmemmBaHueM tutaHa (Ti) u rpadura (C). Llentpanbueii Opuker (2)
COCTOSIJT U3 CMECH MOPOIIKOB HUTpuia KpeMHus (Si3N4) u oxcuaa amomuuus (Al>O3).

Bce Tpu 00pasiia oTiMyanuch Apyr oT Apyra BECOM LEHTPAIbHOTO OpUKeTa:

- Opuxker obpasma Nel - SisN4+Al,O3 Becom 5 1.5

— ©Opuker obpasma No2 - SisN4+Al,O3 Becom 4 1.5

— ©Opuker obpasma Ne3 - SizN4+Al,O3 Becom 3 T.

Bepxuuii u HiwkHU OpukeTsl co cMechio Ti+C HeoOX0AWMBI OBUIM KakK BCIIOMOTaTelbHas
cUCTeMa [JIsi OCYUIECTBIICHHS pEaKLUHUU 3aXKUraHus, CaMOpacHpOCTPAHSIONIErocs TOpeHUs u
MHUIMAPOBAHUS BBICOKOTEMIIEPATYPHOTO CHHTE3a MEXKIY KOMIIOHEHTaMHU 3KCIIEPHUMEHTAIBLHOTO
Opukera (LIEHTpAIbHOMN YacTH), @ UMEHHO MEX1y HUTPUIOM KPEMHUS U OKCUJIOM aTIOMUHUS.
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Puc. 1. Cxema ob6pasna: 1 - Opuker peakimonHoi cmecu Ti+C; 2 - OpUKET IKCTIEpUMEHTAITBHON
cmecu Si3N4+A1LOs; 3 - Opuket peakimonHoi cmecu Ti+C; 4 - mecok

a). 3 s 5
Puc. 2. IIpecc-popma: a) B pazodbpanHoM Bujie; 6) B COOpaHHOM BHUIE

Bce ucxomHbie MOpPOIIKOBBIE KOMIIOHEHTHI OTIEIBHO IPYr OT JApyra B3BEHIMBAIKNCH H
CMEIIIMBATIUCh MEXAy Cc000l COMIacHO pPAaCCUYMTAHHBIM JAaHHBIM 10 KOJHYECTBY KaxJI0TO
KOMIIOHEHTa B OpUKETE M COOTBETCTBEHHO B 0Opasime. 3aTeM KaKaas CMeCh, COOTBETCTBYIOIIAsS
OJTHOMY M3 TpEX CJIOeB 00pa3lia, 10 OYepean OTIEIBHO IPYT OT Jpyra 3arpyskaiack B mpecc-Qpopmy
(puc. 2) u mpeccoBanach Ha py4YHOM TUIpaBINdecKoM mpecce (puc. 3) mox nasiaeHueM 20 MlTa.

CrpeccoBaHHBIE OPUKETHI pa3MEIIAINCh HA CIIOE Mecka B ycTaHOBKe s mpoBeneHus CBC

Ha Bo3ayxe (puc. 4).

i T —— = -
Puc. 4. YcranoBka aJisi npoBeAeHUS
CBC na Bo3nyxe

Puc. 3. IIpecc ruapaBinveckuii
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BpukeTsl B COOpaHHOM SKCHEPHUMEHTAIHPHOM 00pa3Ile pacrojarajuch TakuM o0pa3oM, 4TO
B IIeHTpe pazmernaics OpukeT coctaBa Si3N4+AlO3, a Hag HUM U MOJ HUM HAXOAWIUCH OPUKETHI
coctaBa Ti+C (puc. 5a). O6pazerr Ha 2/3 yacTu 3achINaiCs MECKOM, YTOOBI MUHUMHU3UPOBATH MTOTEPH
TeIIa BO BpPEeMs TOPEHHUS U CHU3UTHh CTEIECHb OKHUCICHHS KUCIOPOJIOM Bo3ayxa. IlomHas 3achimka
o0pasia MmecKkoM He MPOU3BOAMIACH TOJIBKO JIMIIb IMOTOMY, YTO TOPKUT 00pa3ia OCyIIeCTBIISIICS
C TMIOMOIIIBIO 3aMabHOW CMECH, KOTOpasi ObLTa HACKITIaHA TIOBEPX MECKa B BUJE TOPOKKH OT CIIUPAIIU
HaKaJIMBaHUS JI0 HIDKHETO OpukeTa oOpasia (puc. 50).

Peakuuro ropeHHst HHUIIMUPOBAIIN AJIEKTPUYECKON CIIHPAThI0 HAKaTUBAaHUS, HATPEB, KOTOPOU
MPUBOAMII K MOJDKOTY 3aITajbHONH CMECH, a CJICIOM 33 3TUM M BOCILIAMCHEHHUIO HIKHETO OpHKETa.
TemnepaTypa ropeHUs HUXKHETO OpUKeTa MPUBOAWIA K Pa3orpeBy KOMIIOHEHTOB LEHTPAIBLHOTO
OpUKeTa M OCYIIECTBJICHHIO XMMHYECKOW peakiuu mMexay nopormkamu SisNs u Al,Os (puc. 5B),
C MOCJIEAYIOIMM TOJTHBIM BOCINIAMEHEHHUEM BCETO HKCIIEPUMEHTAIBHOT0 0Opasia (puc. 5r).

r)

Puc. 5. Orans cuaTe3a CBC-npoaykra u3 cmecu SisN4+Al,O3 Ha Bo3ayxe: a) pa3MeIIeHne
oOpa3iia Ha Mmecke 1 MoJABOJ K 00pa3Ily 3amaabHoU cMecH; 0) 3achilka 00pasiia meckoM
(TOBKO YaCTUYHO, C OOKOBBIX CTOPOH); B) HHUITMUPOBAHUE PEAKIIUU TOPEHHUS 00pa3ia

U €ro TOpeHue; T') MOJHOE BOCIIIIaMEHEeHHe 00pasia
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Puc. 6. Buenmnuii BU 1ieHTpaibHOTO OpUKETa MOCIIE TOPSHHS Ha BO3IyXe

[Tocne 3aryxaHusi TOpPEHHUs CTOPEBIIMI SKCIEPUMEHTAIBHBIM oOpasen (BCce €ro 4acTu)
OXJaXJalICs Ha Bo3ayxe (puc. 6), 3areM pa3beOUHSIUCh OPYr OT JApyra W OYUIIAIIUCH,
OT OIJIaBJIEHHOTO M3-3a BHICOKOW TEMIEpaTyphbl TOPEHUs, CIIOs TecKa.

Ha anmammu3 ¢a3oBoOro cocraBa ¥ MHKPOCTPYKTYPBI CHHTE3UPYEMOTO MPOAYKTA OTAAaBalIaCh
JUIIb YacTh IEHTPAJIBLHOTO OpHKETa, KOTOPBIA OBUT PACKOJIOT Ha HECKOJIBKO YacTeh. AHamu3y
MOJIBEpPrajiach TOJIbKO BHYTPEHHSISI CTOPOHA CKOJIA IICHTPAIBHOTO OpUKeTa.
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© 01-082-0702 : Silicon Nitride[8&-Si3 N4) /543 N4
<>CIL'I-0¢2 0163 : Aluminum Silicon Oxide Nitride/Si ALE 02 NE
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E "k 00-042-0165 : Aluminum Silicon Oxide Nitride/Si3 AlE 012 N2
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i M 00-052-0803 : Aluminum Oxide[2&-Al2 03]/Al2 O3
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Puc. 7. Peatrenorpammbl CBC-ipo1yKTOB, OJYYCHHBIX MPU TOPEHUH PA3HBIX 00Pa3IoB:
a) Nel: SisN4+AlLOs Becom 5 1.; 6) Ne2: SisNs+AlOs Becom 4 r.; B) Ne3: SisNs+AlO3 Becom 3 T.

@a30BbIi COCTaB CHHTE3UPOBAHHBIX MPOIYKTOB OMPEICISUIM METOAOM PEHTTEHO(A30BOrO
aHanmm3a (P®A). CbeMKy pPEHTTEHOBCKHX CIEKTPOB NPOM3BOAMIM Ha JTU(pPaKTOMETpe MapKu
ARL X’trA. MccnenoBaHnue MUKPOCTPYKTYpPBI IIPOYKTOB IIPOBOAMIIN HA PacTPOBOM 3JIEKTPOHHOM
Mukpockorne JSM-6390.

ITo pesynbraram PDA (puc. 7) MOKHO CyIUTh O TOM, YTO cuaioH B pexxume CBC Ha Bozyxe
MOJTYYHJICSI BO BCEX TPEX UCCIEyeMbIX 00pasiax.

OnHako, B KOHEYHOM IMPOAYKTE€ KPOME CHajOHA MPUCYTCTBOBAIM KaK HCXOIHBIC, TaK U
MIPOMEXYTOUHbIE COEAMHEHHUS, OoOpa3ylolHecs B MPOLECCe B3aUMOJEWUCTBUS HUTPHUIIA KPEMHHUS
C OKCHJIOM aJIIOMUHHMSI B BRBICOKOTEMIIEPAaTYPHOI BOJIHE TOPEHUSI.

Kpome Toro, macca ncxomgHoro Opukera SizN4s+AlO3, kak BUIHO W3 MPEACTABICHHBIX Ha
puc. 7 peHTTeHOTpamMM, BIIUSET Ha (Da30BBIN COCTaB CHHTE3UPYEMBIX IPOIYKTOB. B uTore nmomyyvancs
MHOTO(]a3HbIH KOMITO3UT. Pa30BBIN COCTAB KOHEYHBIX MTPOTYKTOB MPEACTABICH B Ta0. 1.

B xommo3ute, momyueHHOM u3 obOpasma Nel Becom Opukera SisNs+AlO; - 5r. HaiineHo
Tpu (a3er cmanona: SiAlgO»Ng, SizAlzO3Ns, SizAlsO12N2. Tlomumo cuaioHa B KOMIIO3UTE
npucyTcTBYIOT (a3l HuTpuna KpemHus (a-SisN4 u B-SisNs) u okcunga amomunus (AlOs).
KomunuectBo Al,O3 B cpaBHEHUH € KOJIMYECTBOM JAPYTUX (a3 KOMIIO3UTA 3HAYUTEIHHO MaJIo.

B xommo3ure, nomyueHHOM U3 o6pasna Ne2 Becom Opukera SisNs+ALO; - 4 ., HalieHO TpH
¢da3el cuamoHa, HO dacTuyHO Apyroro cocraBa: SiAlgO2Ng, SizsAlz036Na4, SizAli2O9Nio.
B xommno3ute Takxke mpucyTcTBYIOT (hasbl kpemHus (Si), Hutpuaa kpeMuus (o-SizsNs u 3-Si3N4) u
HEeOOJbII0e KOIMYecTBO HUTpUaa amoMunaus (AIN).

B kxommo3sute, momydeHHoMm u3 obpasma Ne3 Becom Opumkera SizNs+AlO3 - 3 r. HaiineHo
nBe ¢a3pl cuanona: SiAlgO2Ns, SizAleO12N2, U Takke NPUCYTCTBYIOT (a3bl HUTpHUIAA KPEMHHUS
(a-Si3Ny), Hutpuaa amomunus (AIN) n okcuna amromunus (AlO3).

B cTpykType BCceX CHHTE3MpPOBAaHHBIX KOMIIO3UTOB MPHUCYTCTBYET cuanoH coctaBa SiAlgO2Ns,
MpUYEM KOJMYECTBO CHaJOHa 3TOM (a3bl BO BCeX MPOAYKTax OOJblIe, YeM KOJIMYECTBO CHAaJOHA
apyroro ¢pa3oBOro cocTana.
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Tabnuya 1

Pe3yabTaThl HecaeqoBanmii 00pa3ioB, CHHTe3MPOBaHHBIX B pe:xkume CBC Ha Bo3ayxe

Ne oOpasna ®a30BbIi COCTAB dopma yacTuil Cpennuii pa3mep 4yacTui, HM
a-Si3N4
| B-SisNs JluckpeTHbie
SiAlsO2Ns BOJIOKHA 200-250
(Sl3N4+Al203 Sl'3Al6012N2 PaBHOOCHEIE 300-350
BECOM 5 T.) SizAl303Ns YACTHITEL
AlO3
o-Si3Ny
) B-SizNyg Huresnnanie
SiAlsO2Ns BOJIOKHA 100-150
) Si2.4Al3.603.6N4.4
(SisN4+ALO3 SisAl1209N10 PaBHOOCHbIE 350-400
BeCOM 4 T.) .
Si JACTHIIBI
AIN
3 o-Si3Ny HureBunnbie
SiAlsO2Ns BOJIOKHA 80-100
. SizAl6O12N2
+
(Si3N4+ALOs ALO; PaBHOOCHEIE 550-600
BecoM 3 T.)
AIN YaCTHUIIbI

PesynbraTel uccnenoBanuii MUKPOCTPYKTYpbl CBC-TIpOyKTOB, TOJYYCHHBIX TPU TOPEHHUH
AKCIIEPUMEHTAIBLHBIX 00Pa3I0B HA BO3yXe, MPEACTABICHBI Ha puUC. 8.

20kV  X15,000 1pm
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Puc. 8. Muxpoctpykrypa CBC-nipo1yKTOB, IOJY4€HHBIX TIPH TOPEHUH 00Pa3IIOB:
a) Nel: SisN4+AL O3z Becom 5 1.; 6) No2: SizsNs+AlO3 Becom 4 1.; B) Ne3: SizNs+Al,O3 Becom 3 1.

Bce cropeBmme Ha Bo3ayxe B pexxume CBC o0pasimbsl Ha MUKPOCTPYKTYPHOM YpOBHE
MPEJICTABISAIOT COOOW MOPUCTBIE KOHTJIOMEPAThl, COCTOSIINE U3 YacTHIl pa3HOM (HOpMBI U pa3mepa
(Tabn. 1). MukpocTpyKTypa KOMIIO3HMTa, TIolydeHHOro u3 oOpasma Nel (puc. 8a u 80), cocrout
W3 JUCKPETHBIX BOJOKOH auamerpoM 200-250 HM M paBHOOCHBIX YaCTHI[ CPEIHEro pazmepa
300-350 aM. MUKpOCTpPYKTYpa KOMITO3UTA, MMOTYYeHHOTO u3 obOpasia No2 (puc. 8B u 8r), cocTOUT
W3 HUTEBHAHBIX BOJOKOH auamerpoM 100-150 HM M paBHOOCHBIX YACTHI[ CPEIHETO pa3Mepa
350-400 aM. MUKpOCTPYKTYpa KOMIIO3HUTa, TIOTy4eHHOro u3 obpasua Ne3 (puc. 81 u 8e), coctout
W3 HUTEBUIHBIX BOJOKOH auameTrpoM 80-100 HM M paBHOOCHBIX YACTHUI] CPEAHEro pa3Mepa
550-600 HMm.

W3 mnpencraBieHHBIX HKCIEPUMEHTAJIbHBIX pE3YyJIbTAaTOB MOXKHO CIeNaTh BBIBOJ, 4TO
YBEIMUEHUE MAcChl MCXOMHOTO HeHTpanbHOro Opmkera SisN4+ALO; (ot 3 mo 5 r.) mpuBoauT
K TIOJIYYCHHIO HanOoJiee OJHOPOIHOTO MO pa3Mepy yacTull kommo3uta (oOpaser Nel): BoimokHa —
200-250 umMm, yactuusl 300-350 uM. Taxke B CHHTe3UpyeMOM NpOAyKTe He Halmromaercst (asbl
HUTpPUJIA ATTIOMUHUS U KOJIMYECTBO OKCHJIA aJTIOMUHUS B COCTABE MPOYKTa HE3HAUUTEIHHO Maa.

Takum 00pa3oMm, MOXKHO YyTBEpXAaTh, YTO NPOAYKT, CHHTE3UPOBAHHBIN H3 OpuKera
Si3N4+AlO3 Becom 5 T, ipeacraBisier codboit kommo3ut SizN4-SiAION, B cocTaB KOTOPOTro BXOJAT
5 da3: a-Si3N4, B-Si3N4, S1AlgO2Ng, SizAlsO12N2, Si3Al3O3Ns.
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