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HNCCIEJOBAHUE BO3MOKHOCTH ITOJIYYEHUSA ITIOPOIIKA CHAJIOHA B PEKUME
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AnHoTtanus. [IpencraBieHsl pe3ynbTaThl MCCIECJOBAHWN BO3MOXHOCTH ITOJMYYEHHs IMOPOIIKA CHAIOHA IIO
a3UIHOM TEXHOJOTHUH CaMOpacIIPOCTPAHSIONMIETOCS BBICOKOTEMIIEPATypHOTO CHHTe3a. llomyueHue cuajgoHa ocy-
IIECTRIUIOCH TIPH TOPEHUH PEAKIIMOHHON IMXTHI, cocTosIei u3 asuna Hatpus NaNs, dropuna amomunust AlF; u
okcuma kpemuus SiOz. OKCHI KPEMHHSI HCTIONB30BANICS B BHIE KBApIIEBOTO mecka aByx ¢paxmuii (0,8-1,2 mm u 0,1-
0,3 MmM) u aspocuia. Mcrnonb3oBanue kBapiieBoro mnecka ¢pakmuu 0,1-0,3 MM IpUBENO K MOJYYECHHIO MPOIYKTA C
HaMOOJIBIIAM KOTHIeCTBOM (hasel cuasioHa (55 %). Kpome atoro, cuanon cocraBa Si1gsAlo.0401.04N1.96 yaazocs cun-
Te3rupoBaTh yxe mpu temneparype 1200°C, 4To Ha HECKOJIBKO COTEH IpagyCcoB HUXKe TeMIepaTyphl OJIyueHHs cra-
JIOHOB TI0 IPYTHM TEXHOJOTHSIM. MHUKPOCTPYKTYpa LEJICBOTO MPOAYKTa, TIPH HCIOab30BaHuK B mmxte SiOz-NaNs-
AlF; xBapueBoro mecka ¢ pasmepom uactun 0,1-0,3 MM, cocTosiia W3 PaBHOOCHBIX YACTHI[ CHAJIOHA
Si1.96Al0.0401.04N1.96, TekcadTopamomunaTa Hatpus NasAlFs u oxcupa kpemuus SiOp. CpemHuid pasmep 4acTHIl
cuanoHna Haxoawics B npegenax ot 100 go 150 am. B mpomykTe, KOTOPHIi OBUT CHHTE3UPOBAH U3 IIUXTHI, B COCTAB
KOTOPOU BXOJIMJI a3pOCHJI, 00HApyKeHbl (a3bl cuanonsl apyroro cocraa SiieAlg4O14N16 (8%) u SIAION (12%).
DTO TOBOPUT O TOM, 4TO pasHbie ppakiuu SiO, B MCXOAHOM IIMXTE OKA3bIBAIOT BIMSHUE Ha (A30BBIA COCTAB He
TOJIBKO BCET0 KOHEYHOT'O MPOAYKTa, HO M HA COCTaB CHAJIOHA.

Ki1roueBble c10Ba: cuajloH, OKCHJ KPEMHHUS, KBapIEBbIH MECOK, a3POCHII, CaMOPACHPOCTPAHSIOINIACS BBICO-
KOTEMIIePATYPHBIN CUHTE3, a3U]] HATPHSL.

Jast umtupoBanmsi: Konaparsesa JI.A. MccnenoBanrue BO3MOXKHOCTH MTOJIyYSHHS TOPOIIKA CHAIOHA B PEIKUME ca-
MOPACIPOCTPAHSIONIETOCS  BBICOKOTEMIIEPATYPHOTO CHHTE3a ¢ wHcrmoiab3oBanueM SiO. pasHeix  (pakuuit
/| ®yunamenTanbHple MPoOJaEMbl  COBpeMeHHOro Marepuanoseaenus. 2025. T. 22, Ne 3. C. 300-311.
doi: 10.25712/ASTU.1811-1416.2025.03.006.

Original article
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Abstract. The article presents the results of studies of the possibility of obtaining sialon powder using the azide
technology of self-propagating high-temperature synthesis. Sialon was obtained by burning a reaction mixture con-
sisting of sodium azide NaNs, aluminum fluoride AlF;and silicon oxide SiO,. Silicon oxide was used in the form of
quartz sand of two fractions (0.8-1.2 mm and 0.1-0.3 mm) and aerosil. The use of quartz sand of the 0.1-0.3 mm
fraction resulted in obtaining a product with the highest amount of the sialon phase (55%). In addition, sialon of the
composition Si1.96Al0.0401.04N1.96 was synthesized already at a temperature of 1200°C, which is several hundred de-
grees lower than the temperature of obtaining sialons using other technologies. The microstructure of the target
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product, when using quartz sand with a particle size of 0.1-0.3 mm in the SiO,-NaN3-AlF; charge, consisted of equi-
axed particles of sialon Si.gsAlo.0401.04N1.96, SOdium hexafluoroaluminate NasAlFs and silicon oxide SiO,. The aver-
age particle size of sialon was in the range from 100 to 150 nm. In the product synthesized from the batch contain-
ing aerosil, sialon phases of a different composition were found: Si; gAlp4014N16(8%) and SIAION (12%). This in-
dicates that different fractions of SiO- in the initial batch affect the phase composition of not only the entire final

product, but also the composition of sialon.

Keywords: sialon, silicon oxide, quartz sand, aerosil, self-propagating high-temperature synthesis, sodium az-

ide.
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BBeaenune

SIAION-cIIaBel  CUMTAIOTCSA TEPCIIEKTHBHBI-
MU KOHCTPYKUMOHHBIMH MaTepHaiaMu Onaromapst
CBOUM XOpOUIMM MEXaHHYECKHM CBOWCTBaM:
HNPOYHOCTH, U3HOCOCTOMKOCTH U BSI3KOCTU paspy-
LIEHUS, a TAKXKE XOpOILIEeH XMMHUYECKOH CTOMKO-
ctu. IloaToMy, cHajoOH IIMPOKO HCIOJIB3YyeTCs B
Ka4eCTBE BBICOKOTEMIIEPATYPHOM KOHCTPYKLHOH-
HOW KepaMHKH B PEXKYIIMX MHCTPyMEHTax, abpa-
3UBHBIX MaTepHallaX U U3HOCOCTOMKHX KOMITIOHEH-
TaX B XMMUYECKOH, He(TSAHOH M Ta30BOH IpoO-
mbinieHHocTH [1]. TIpu M3roToBiIeHHH CHATIOHO-
BOIl KEpaMUKH IMPEUMYIIECTBEHHO HCIOIb3YIOTCS
TaKHe METOJbl, KaKk UCKPOBOE IJIA3MEHHOE CIIeKa-
Hue [2], azorupoBaHue [3] U camopacHpoCTpaHsi-
foruiics BeIcokoTeMmeparypHeiid cuHTe3 (CBC)
[4, 5]. CBC - 310 mporiecc, NpOUCXOSIIHN TIPH
TOPEHUH, WHHULUUPYIOIIUICI Ha MaJCHbBKOM
y4YacTKe PEaKIMOHHOW CMeCHM M B JajbHEHIleM
OBICTPO pacIpOoCTpaHAIONINIiCcS Yepe3 Bech obpa-
3e. Metog CBC o6namaer HU3KUM SHEPromo-
TpeOsieHueM, KOPOTKMM BPEMEHEM pPEaKLUH, BbI-
COKOW YHCTOTOW MPOAYKTOB M TPOCTHIMH Tpebo-
BaHUSMHU K 000pyaoBanuto [6-9].

[Tomygenue mopomka B-SiAION [10] B pexu-
Me TOopeHHsI 0OBIYHO MPOUCXOANT B aTMochepe N»
MoJT BBICOKUM JaBiieHueM oT 0,5 10 HecKoIbKuX
necatkoB Meramackaneit [11, 12]. Ilopomox [-
SiAION ObuT ycHenmHo CHHTE3UPOBaH B IIpoIecce
ropenusi ¢ nobaBieHreM paz0aBuTeNIeH U MEXaHU-
YEeCKOM aKTHBAalUeH NPH OTHOCUTEIHLHO HHU3KOM
napienuu azora 1 MIla [13, 14]. CHuxenue Tem-
TepaTypsl TOPEHUS U 3aMeJIeHNe KHHEeTHKH peax-
[[H - OCHOBHBIE PUYHMHEI, IO KOTOPHIM B PEaKIHH
BMECTO METAJUIMYECKHX MOpPOImKoB Si m Al wuc-
MOJB3YIOTCS Takue coemuHenus, kak B-SIAION,
SisNg u AIN [15]. cnions30BaHNE 3THX COEAUHE-
HHUI Tak)Ke MOBBIIIAET CKOPOCTh MPEBPAILLCHHUS pe-

areHTOB, IPEAOTBPAILACT arJioMEpaLuIo, yaydiia-
€T IpoLlecC HUTPUPOBAHUA U, CIEIOBATENLHO, I0-
BBIIIAET YHCTOTY KOHEYHBIX MPOAYKTOB CHHTE3A.
Hexoroprie uccnenoBatenu [16-18] panee cooO-
LIAJM O BJIMSHUM PA3JIUYHBIX OKCHIOB, UCIONb3Y-
€MBIX B Ka4eCTBE CHIPhs, HA CHHTE3 CHAJIOHOB, I10-
nyyaeMmbIx ¢ noMoinbsto Metoga CBC. beuto o6Ha-
pyxeHo, 9To SiO2 SBISETCS JIYUYIINM HCTOTHHKOM
kucnopona, dyem AlOs, mpu cunrese B-SIAION
meronomM CBC mpu Hm3koMm naeineHuu. OIHAKO
yrcrora nopowmkos B-SiAlON, moigy4eHHBIX ¢ HC-
nonb3oBanueM SiO2 okaszanack HU3KOH. DTO ObUIO
CBSI3aHO C TEM, B KOHEYHOM IPOJYKTE HPHUCYT-
CTBOB&JI OCTAaTOYHBIM HENpPOpearupoBaBIIM, HO
pacIuIaBiICHHBIH M OOBEIMHEHHBIH B arioMeparsl
YUCTHII KpEeMHHH, Ha 00pa3oBaHHE KOTOPOTO IO-
BIMSUTM BBICOKAsh TeMIIEpaTypa pPeakiuuid U CKO-
pOCTh TIpoliecca CHUHTE3a, a TaKXkKe OTCYTCTBHE
muddys3uu azora Bo dponte ropenus [19, 20].

Onnoii u3 pasaoBunHocteit meroga CBC, e
B Ka4eCTBE TBEPJIOT0 a30THPYIOIIEr0 PeareHTa Bbl-
CTyHaeT a3uj HaTpHs, a TAJIOTE€HHUbl UTPAIOT POJIb
aKTHBHpYIONICH JT00aBKH, SIBISETCS a3WHAs TEX-
HOJIOTHSI CaMOPACTIPOCTPAHSIOIIETOCS BEICOKOTEM-
neparypHoro cuaTe3a (CBC-A3) [21, 22]. Ilpm
HarpeBe B BOJIHE TOPEHUS a3W]] pas3jiaraetcs C BbI-
JeTICHHEM aKTHBHOTO a30Ta, YTO oOJerdaer peakx-
LUIO a30THPOBAaHUS. A NPH Pa3lI0KEHUH Tajlore-
HHJAa B Ipolecce ropeHus oOpasyercs OoibIloe
KOJIMYECTBO Ta3000pa3HBIX MPOAYKTOB, KOTOpHIE
OPUBOJAT K Pa3pbIXJeHUI0 PEAKIMOHHON IIMX-
Thl, MPENATCTBYS TEM CAMbIM arjoMepanuu Ya-
crun [23-26].

Henbto paboThI SIBISIIOCH M3Y4YEHUE BO3MOXK-
HOCTH CHHTE3a IOpOILIKAa CHaJOHA IO a3WAHOU
texHoyornn CBC, HCTIOB3ys B Ka4eCTBE HCTOY-
HHKa amroMuHus - Gropun Hatpust AlFs, a B kaue-
cTBe MCTOYHHMKA KpeMHus SiO2 pasHbIX (pakimii.
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MeToanka uccjae10BaHuH

UzydeHrie BO3MOKHOCTH CHHTE3a CHAJIOHA TI0
A3MJTHON TEXHOJIOTUH CaMOPAaCIPOCTPAHSIONIECOCS
BBICOKOTEMIIEPATYPHOTO CHHTE3a MPOBOAMIOCH C
HCITOJIb30BaHUEM TOPOITKOB asuma HaTtpus NaNs
(uucrora 98,7 macc. %), dropun amomunns AlF;
(uucrora 99,3 macc. %) u okcuma kpemuus SiO;
TpeXx (ppakmwii:

- KBapIieBbIi mecok (comepkanue SiO2 He Me-
Hee 99,5 macc. %, pa3mep yactun (cpenHsis ¢pak-
uns) ~ 0,8-1,2 mm);

- KBapueBbIi mecok (comepxanue SiO2 He Me-
Hee 99,0 macc. %, pa3mep yactull (OUYeHb MeEKas
tdpaxmus) ~ 0,1-0,3 mm);

- aspocun (comepxkanme SiO, He MeHee
99,9 macc. %, pazmep gactur ~ 10-40 am).

HccnenoBanne BO3MOXKHOCTH CHUHTE3a CHAIO-
Ha B pexxume CBC ¢ ucnonszoBanrem NaNs, AlF;
u SiO pasHbIX (Qpakuuii MPOBOANIOCH B PEaKTOPE
CBC-A3 (puc. 1).

Heobxomumoe KoIr4ecTBO MOPOIIKa TOTO WIIN
MHOIO MCXOJHOIO KOMIIOHEHTa IHUXThl SiO,-
NaNsz-AlFs otmensHO Apyr oT apyra B3BEIIMBa-
JMCh, CCHIMANMKUCh B (apPOopoByIO CTYNKy W TIIa-
TEJILHO TEPEeMEIINBAINCH 0 TOJIYYEeHUS OJHO-
poaHoii cMecu. IlonydeHHy0 CMECh IIEpEChIIany B
CTaKaH U3 KaJIbKU U onmyckanu B peakTop-CBC. Ha
MOBEPXHOCTH TOPOIIKOBOW CMECH, JIJISI OCYIIECTB-
JICHWS! MHULMUPOBAHUS PEaKIHUU TOPEHUs, pazMe-
LIajM BOJIL(PPaMOBYIO cHpaib. PeakTop 3amonHs-
au azoroM a0 pasneHua 4 Mlla u nopaBanu
HanpsDKEHWe Ha CHupallb. PeakIMOHHAs MNIMXTa
BOCIUIAMEHSUIACh M MPOUCXOIMIO €€ TOIHOE Cro-
paHmue.

IS S O Y Y N Y Y |

Puc. 1. Cxema nosrydeHus! [eJIEBOT0 MPOAYKTA 110 a3UAHOW TEXHOJIOTHH CaMOPACIPOCTPAHSIOMIErOCs
BBICOKOTEMIIEPAaTypPHOro CHHTe3a: 1 — KpblliKa; 2 — BoJb(ppaMoBasi ciupais; 3 — odpasel (cMech KOMIIOHEHTOB);
4 — bunbTp; 5 — KOHEYHBIH TPOJYKT; 7 — MUKPOCTPYKTYpa; 8 — peHTreHOrpaMma

Fig. 1. Scheme of obtaining the target product using the azide technology of self-propagating high-temperature
synthesis: 1 — lid; 2 — tungsten coil; 3 — sample (mixture of components); 4 — filter; 5 — final product;
7 — microstructure; 8 — X-ray diffraction pattern

[Nocne 3aBepuieHus Tpolecca TOPEHUs MOITY-
YUBLIMKACS MPOAYKT OCTABISIIM OCTBHIBATH B peak-
TOpe MO/ MaBiueHueM. Y TonpKko 1o uctedeHun 15-
20 MUHYT TIPOM3BOJIWIIOCH €r0 H3BIICUYCHHE U
JanbHeWas NpoMbIBKa BOAOH Ha BopoHke brox-
Hepa. CyIKa IpOMBITOTO MPOAYKTa MPOBOAMIIACH
Ha OTKPBITOM Bo3fayxe [23, 24, 25].

Bce mpomykThl, CHHTE3WPOBaHHBIE METOJOM
CBC-A3, Obuld TOIBEPTHYTHl UCCIEIOBAHUSIM
MHUKpPOCTPYKTYPBl Ha PAaCTPOBOM 3JIEKTPOHHOM
mukpockone JSM-6390A u ¢azoBoro cocraBa Ha
mudpaxtomerpe ARL X'trA-138.

Pe3y.]'l])TaTl)I H 06cy>lc11elme

B Tabn. 1 npencraBneHsl 3KCIIEpUMEHTAIBHBIC
pe3ynbTaThl CHHTE3a MPOIYKTOB, KOTOPHIE TTOKa3a-
JIM, 9TO TEMIIepaTrypa TOpeHHs: He Oblja BBICOKA M
BapbHpoBanack B npeaenax ot 1200 no 1600°C.

MakcumanbHasi Temmeparypa ropeHus Tr =
1600°C 6nuta 3adurcupoBana B oopasiie Nel, rie B
KauecTBE MCXOJHOTO KOMIIOHEHTa OKCHIa KpeM-
HUS OBLT B3SAT KBapUEBEIM mmecok pasmepom 0,8-
1,2 mm. Temmepatypa ropeHus B oOpasmax Ne2 u
Ne3 cocrasmsna 1200°C u 1300°C cooTBETCTBEH-

Oyna. npoba. cosp. marepuanosen. 2025. T. 22. Ne 3. C. 300-311
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HO, 1 Oblna HIKe 4eM B oOpasue Nel. DTo ObLIO
CBsI3aHO ¢ Oosee MenkuM pasMepoMm yactui] SiO2 B
obpasme Nel

[MapameTpsl mporecca TOpEeHUs] U XapaKTepH-
CTHKH TIOJYYEHHOTO MpoAyKTa u3 obOpasma Ne2,
rae B kadectBe kommoHeHTa SiO; ucnosib3oBaics
KBapIIeBBIN Mecok ¢ pazmepoM vacturl 0,1-0,3 mm,
OTJIMYAIIUCh OT JPYTUX HCCIEAOBAHUN TEM, 4YTO
TeMIIepaTypa ropeHus Obula Ha HECKOJIbKO COTEH
rpagycoB  Menbme, PH mpuOmmkamnocs K
HEUTpaJbHOMY 3HAYCHHUIO U LIBET MPOLYKTa MMEN
TEMHO-CEpbIi LIBET, a HE YEPHBIN, KaK IPU CHHTE3€e
o6pasmoB Nel m Ne3.

Hcnonp3oBanue B ucxognoi mmuxre SiO; ok-
CHJla KPEMHHMS Pa3HOTO pa3Mepa NPaKTHUECKH HU-
KaK HE OTPa)KaJoCh Ha BHELIHEM BHUJIE IOTY4E€HHO-
ro mpoxykra (puc.2). IlpomyKTel mpeacTaBisuin
co0oi m3aenus UWIMHApPUYECKOW (opMbl mopu-
CTOH CTPYKTYpPBl C HEPOBHBIMH ITOBEPXHOCTSIMH,
Ha KOTOPBIX YaCTUYHO €IIe OCTAJKNCh O0YTIICHHbIC

(mpoxykt Nel u Ne3) (puc. 2a u 2B) U HEAOTOPEB-
e (mponykt Ne2) (puc. 26) KyCOUKH KaJIbKOBOTO
CTaKaHa.

Takas ¢opma U CTpyKTypa MOJYyYEHHBIX MPO-
IOYKTOB (puc. 2) cBA3aHa C T€M, YTO MPOTEKaHUE B
IIpoliecce CHUHTE3a PEaKLHi, COMPOBOKAAIOLINXCS
BBIJIEJICHHEM Ta3000pa3HBIX KOMIIOHEHTOB, KOTO-
pble IPUBOAMIN K Pa3phIXJICHUIO MIMXTHI, MPEMsT-
CTBOBJIN CIIEKAHUIO YAaCTHI U KaK CIEICTBUE 3TUX
MIPOIIECCOB K MOJIYYEHHIO IPOIYyKTOB B BUAE MOPHU-
CTBIX LMJIMHIPOB, COCTOSIIUX M3 COEAMHEHHBIX
MeXIy COOOH MOPOLIKOBBIX YACTHL.

[lepBoHa4yanbHO MONMy4EHHBIE MPOAYKTHI CO-
CTOATIM W3 COEOUHEHHBIX MEXIy COOOW YacTHIl
nopouika yepHoro (mpoayktsl Nel u Ne3) u TemHo-
ceporo nBera (mpoaykt Ne2). CHHTE3MpOBaHHEIE
MPOMYKTHI TIPU HEOOIBIIIOM (PU3NIECKOM BO3ICH-
CTBUM JIETKO B PYYHYIO pa3pyLIaluCh W IpeBpa-
LAJIUCh B MIOPOIIKOBYIO CMECH.

Taomuua 1. DxcriepuMeHTaIbHBIC pe3ynbTathl cuHTe3a CBC-npoaykra n3 mmxtel SiO2-NaN3z-AlF;
¢ ucnosb3oBanueM vactui] SiO; pa3Horo pasmepa

Table 1. Experimental results of the synthesis of SHS product from SiO,-NaNs-AlF; batch using SiO; particles
of different sizes

Ne Ha3Banue Pasmep wactun, | Temmneparypa Kucnortho- IIBeT KOHEUHOTO
o6 a_3 a UCXOAHOTO HCXOAHOTO TopeHus, LIETOYHON MTOPOIIKOBOTO
pasil SiO, Si0O, T 'K Gananc (pH) MPOIYKTA
1 Keapueseiid | g 1 5y 1600 12 Yepmpii
MECOK
2 Keapueseiii 0,1-0,3 Mmm 1200 9 TemHO-cephIi
MIECOK
3 Adpocun 10-40 am 1300 12 UYepHslit

Puc. 2. KoHeuHble poayKThl, 00pa3oBaBiuecs nocie cropanus nexoanoi muxthl SiOz2-NaNsz-AlFs, ¢ yyetom
ucnob3oBanus gactuil SiO, pasHoro pasmepa: a) 0,8-1,2 mm; 6) 0,1-0,3 mm; B) 10-40 HmM

Fig. 2. Final products formed after combustion of the initial batch SiO,-NaN3-AlFs, taking into account the use
of SiO; particles of different sizes: a) 0.8-1.2 mm; b) 0.1-0.3 mm; ¢) 10-40 nm

BPMS. 2025; 22(3): 300-311
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CornacaHo pesynbTaraM (ha3oBOTO aHajmM3a
KOHCUHBIA MPOAYKT HE JO/DKEH OBUI MOJYYHUTHCS
YEepHOTo LBETa, TaK KaK W3BECTHO, YTO MOPOLIKH
CHaJIOHa M aJIOMHMHUS MUMEIOT cephlii 1Bet. Ilopo-
ok rekcadropamomunara Hatpusi NasAlFs BbI-
rsaauT OecuBeTHBIMHU, a (ropuga Hatpust NaF —
6enbivu kpuctamwiamu. Oxcun kpemuust SiO; ume-
eT OeNbIii WM CBETNIO-cephlil 1BeT. M ToipKo mo-
POIIOK KpPEeMHHUsI Si MOXeT OBITh TEeMHO-CepOro
LBETA.

OnHako, KpeMHHH MPUCYTCTBYeT JHIIb B
npoxykre Ne3, Torma korga mBeT mpoaykra Nel
TOe YepHBId, HO Si B HeM He oOHapyxeH. O0bsc-
HUTHb TaKOH IIBET KOHEYHBIX NPOIYKTOB MOXKHO
teM, uto kpuoaut NasAlFs npu 06paboTke B BbI-
COKOM TeMIiepaTtype U3MeHsieT cBOM 1BeT. N3Bect-
HO, 4TO IpH 00pabOTKEe B MJIAMEHH C KHUCIOpPOI-
HBIM KOMITOHEHTOM KpPHOJHT MOJXET CTaThb Ooiee

¢

g 20kvV X5,000  Sum_

- 5
20K, 4 x5,000  5pm:

TEMHBIM WU JTa)K€ YePHBIM. A TaK Kak ero B Mpo-
nykte Nel u No2 mpaktuuecku 30%, TO 4epHBIH
LBET LEJNEBOr0 MPOAyKTa Ooiee 4YeM BEpOSTEH.
Opnako OoinbIIOe KOJMYECTBO CHAJIOHA CEpOro
useta (55%) B cuHTe3MpoBaHHOM MpoaykTe Ne2
OCBETJISIET €ro W TMOJy4yaeTcsl MPOAYKT TEMHO-
ceporo usera. B npoaykre Nel u No3 mporeHTHOE
KOJIM4YEeCTBO (ha3, MMEIOIIUX CBETIBIA I[BET, OBLIO
namuaoro Mensie, 9eM NasAlFg 1 cymecTBenHo Ha
LBET BCETO LEJIEBOr0 MPOAYKTa He moBmusuin. [lo-
atoMy TpoAyKTHl Nel 1 Ne3, mosrydniuch 9epHOTO
[BETA.

Pesynbratel nccnegoBaHull MUKPOCTPYKTYPBI
MOJTYYEHHBIX MPOAYKTOB, 00pa30BaBIIMXCS IOCIE
cropanust sk30Tepmuueckoi mmxThl SiOz-NaNs-
AlF3, rie B kagectBe SiO2 HCIONB30BANICS KBapIie-
BBIM IECOK, JHOO a’pocwi, NpeACTaBICHbl Ha
puc. 3.

20kV  X20,000 1um

1um

20kV  X20,000 1pm

e)

Puc. 3. MUKpOCTPYKTYpa LeJEBOro MPOAYKTa, NOMy4uBIierocs mocie cropanus muxtsl SiO2-NaNsz-AlFs, ¢ yuetom
ucmonb3oBanus gactuil SiOz pasHoro pasmepa: a), 6) 0,8-1,2 mm; B), 1) 0,1-0,3 Mm; 1), €) 10-40 aM

Fig. 3. Microstructure of the target product obtained after combustion of the SiO,-NaNs-AlF; charge, taking into
account the use of SiO; particles of different sizes: a), b) 0.8-1.2 mm; c), d) 0.1-0.3 mm; d), €) 10-40 nm
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Ha puc. 3a 1 306 BUIIHO, YTO MUKPOCTPYKTYpa
NPOAYKTA, TOJYYEHHOTO TPU CTOPAHHWU IIUXTHI
SiO2-NaNs-AlF3, roe pasmep gactun SiO; 651 pa-
BeH 0,8-1,2 MM, nipeacraBnsieT cO00H MPUMBIKAKO-
ye APYT K APYTY arioMeparhl pa3Horo pasmepa,
KQXIbIH M3 KOTOPBIX COCTOMT M3 HECKOJLKUX Jie-
CATKOB HW/WIW COTEH YaCTHUI[ UMEIONINX CPEeIHHUNA
pasmep 200-250 M.

Ha puc. 3B u 3r BUAHO, YTO MUKPOCTPYKTYpa
IMPOAYKTa, IIOJIYYCHHOI'O IIPpU CropaHWU HIMXTHI

SiO,-NaNs-AlF3, rae pasmep gactun SiO2 6611 pa-
BeH 0,1-0,3 MM, mpezacraBiser coO00Oi Crpymnmupo-
BaHHBIC B OIIPEENICHHBIX y4acTKax CTPYKTYpbI da-
CTHLBI pa3Horo (azoBoro cocraBa, MPH 3TOM
OonplIas 4acTh TAKUX OObEAMHEHUH MMEET HaHO-
3EPHUCTYIO CTPYKTYpy. Pasmep, Bxomsmux B Ta-
KYIO CTPYKTYpPY YacTHIl, HAaXOAUTCS B TpeAesax OT
100 mo 150 HMm.
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Puc. 4. PentreHo¢has3oBblii COCTaB IIEIEBOT0 MPOAYKTA, MONyUIHBIIErocs mocie cropanust mmxthl SiO2-NaNz-AlF;,
¢ yueToM ucnonb3oBanus yactuil SiO; pasnoro pasmepa: a) 0,8-1,2 mm; 6) 0,1-0,3 mm; B) 10-40 HM

Fig. 4. X-ray phase composition of the target product obtained after combustion of the SiO,-NaNs-AlF; charge,
taking into account the use of SiO; particles of different sizes: a) 0.8-1.2 mm; b) 0.1-0.3 mm; c) 10-40 nm
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Ha puc. 31 1 3e BUIHO, UTO MUKPOCTPYKTYpa
MPOAYKTa, TMOJYYEHHOTO MpPH CTOPAaHUM IIHUXTHI
SiO2-NaN3-AlFs, rne pasmep uwactun SiOz (aspo-
cun) cocrasimsn 10-40 HM, mpexacraBiser coboit
PaBHOOCHBIE YacTHUIBl cpeaHero pasmepa 180-
220 M, 0OBEIMHEHHBIE B MEIKO3EpHHUCTHIC ariio-
Mepatel. B cTpykType 1eneBoro mpoaykra, OJHa-
KO, MOXHO YBHUIETh W KPYIHbIE PaBHOOCHBIE Ya-
CTHIIBI pa3MepOM He 0oiree 3 MKM.

Pesynbratel uccnenoBanuii GpazoBoro cocrara,
COTJIACHO PEHTTeHOTpaMMaM, MPEICTaBICHHBIM Ha
puc. 4, mokazajau HaJIW4He B IENEBBIX MPOIyKTax
KpOME CHAJIOHA ellle HECKOJIBbKUX Ipyrux (as.

B Tabn. 2 mpexacraBineH CpaBHUTENBHBIN aHa-
mu3 npoaykroB CBC, mosiydeHHBIX NpU TOPEHUU
mmxThl Si02-NaN3z-AlFs, a takke mokasaHo mpo-
[EHTHOE COJIepKaHNe KaXIou a3kl B MPOAYKTAX
CUHTE3a.

B mponaykrax, mpu MoIydYeHUH KOTOPBIX OBLI
UCIOJIB30BaH OKCHJ] KPEMHHS C pa3MepoOM HaCTHI]
0,8-1,2 mm u 0,1-0,3 MM omHa m3 (a3 cooTBeT-
CTBOBaJIa CHAJIOHY COCTaBa Si1,96A|0,0401‘o4N1‘96
(mponykt Nel m Ne2) (tabx. 2). IIponenrtHoe co-
nepxanue Siig6Alo040104N19s B mpoaykre Nel u
No2, cocraBmsio 33% u 55% cOOTBETCTBEHHO.

B mpoaykre, mpu moirydeHUH KOTOPOTO, OBLI
MCTOJIB30BaH a’POCHUII CO CPEIHUM pa3MepoM dya-
ctur; 10-40 aM, ObIT OOHAPYKEH CHAJIOH PA3HOTO
coCTaBa Si1,6A|o,401‘4N1,e (8%) 158 SiA|ON (12%)
(mpoaykt Ne3) m ero Komu4ecTBo OBUIO 3HAYM-
TEJILHO MEHbIIE, YeM KOJMYECTBO cHalOHa (ha3bl
Si1,96Al0,0401,04N1,96 B ipogykTax Nel u Ne2.

Ha Bcex peHTrenorpammax moOOYHBIM TPO-
OyktoMm cuHTe3a B pexume CBC-A3 Obu1 rekca-
¢bropamomunar Hatpust NasAlFs. Komuuectso

NasAlFs 65110 caMbIM GOIBIINM B TIpoayKTax Nel
u N2 u cocraBmsio 32% u 27% COOTBETCTBEHHO.
[ToGouHbIME TIPOAYKTaMHU, OOpPA30BABIIMMUCS B
NpOIECCe TOPEHUS PEeaKkIMOHHBIX MHUXT SiOo-
NaNs-AlFs;, sBismuchk Takxke snemeHThl Si, Al u
coenunenns SiO,, NaF. Hannuue B mpoaykre Ne3
cienoB (propuaa HaTpHUsS TOBOPUT O IJIOXO MPOBe-
JICHHOW oIlepaly — MPOMBIBKA MPOJIYyKTa BOJAOU
MOCJIe CHHTE3A.

Hamune Al B npoaykre Nel ykasbiBaeT Ha TO,
yro ramougHas coib AlF3 B BomHe ropeHus pas-
noxwunaack Ha Al u F. @Top BCTymun B peakimio ¢
Na u oOpazoBancs NaF, KOTOpsIli BHIOCIEACTBUHU
OBbUT ymalneH W3 MPOJYKTa, YTO IMOATBEPIKIACTCS
pesyibratramu POA. A BOT altOMUHUIN HE BCTYMHII
B PEaKIMIO C JAPYTHMH pearcHTaMH W OCTaJCsS B
YUCTOM BHJE. [I[pUMeUaTeNnbHO TO, YTO OKUCIICHUE
AIOMHHUS B 30HE BBICOKHX TEMIIEpaTyp HE Mpo-
H30IIUI0, 9YTO OBLIO CBS3aHO C MaJbIM KOJTMIECTBOM
KHCJIOpoa B paboueii atMocdepe peakropa.

[IpucyrcTBue B KOHEUHOM mpoaykre Ne2 ga-
crui; SiOz TOBOPUT O TOM, YTO TeMIlepaTypa rope-
HUs ObLla HE BBICOKA, COTJIACHO pE3yJibTaTaM HC-
cienoBanuii (Tabm. 1), 4TO He MO3BONMIIO KBaplie-
BoMy Trecky (pakiuu 0,1-0,3 MM TIOJTHOCTBIO TIPO-
pearupoBaTth C aJlOMUHAEM M a30TOM JI0 00paso-
Banus cuajoHa. SiOp, HAXOAAMHUICS B IEHTPAIb-
HOW YaCTH IIUXTHL, TJe TeMIepaTypa ropeHus Obl-
Jla BBIIIC, BCTYNWJI B PEAKIHIO ¢ KOMIIOHCHTAMHU
Pa3I0XKUBIIErOCs a3ujia U rajoreHuaa, ¢ oopaso-
BaHueM ¢asel cuamona. A SiO,, HaxomsIIuiics B
MIOBEPXHOCTHBIX CIIOAX W3-3a OBICTPOTO TEIUIOOT-
BOJAa K XOJOJHBIM CTEHKaM pEaKkTopa M COOTBET-
CTBEHHO emle Ooyiee HU3KOW TeMIlepaType YeMm
1200°C, mpopearupoBaTh HE CMOT.

Ta6muua 2. Pesynprarst uccnenoBanuit CBC-mipoaykToB, moxydeHHbIX npu ropernd muxThl SiO2-NaNs-AlFs,
¢ ucnonb3oBanueM SiO; pasHoro pasmepa

Table 2. Results of studies of SHS products obtained during combustion of SiO,-NaNs-AlF; charge using SiO; of
different sizes

Ne Pa3mep wactun @Da30Bblil U KOJIUYECTBEHHbIN ®opma yactury | Cpennuii pazMep
npoaykTta | ucxogHoro SiO; COCTaB MPOAYKTa MPOJYKTa YaCTHUI[ IPOJYKTa
Si1.96Al0.0401.04N1.96 — 33 %;
1 0,8-1,2 mm NasAlFs — 32 %: Al 35 % paBHOOCHas 200-250 am
Si1.96Al0.0401.04N1.96 — 55 %);
2 0,1-0,3 mm Na; 23F60f4271(% : éi’gz “18 % paBHOOCHAs 100-150 um
Si16Al04014N16 — 8 %;
. e o
3 10-40 am NagAIFilfll?Blzl/o; éIZOfJ— 33 %; paBHOOCHAS 180-220 am
Si—25%; NaF —9 %
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axyuil

B8blCOKOmemnepamypHo2o cunmesa ¢ UCnojlb306aHuem S|02 A3HbIX
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t 1 90 (aw

Puc. 5. MukpocTpyKTypa CHHTE3UpOBAaHHBIX MPOAYKTOB, C HOMEPaMH MapKepoB Ha YacTHIax: a) MpoayKT Nel;

0) mpomykT Ne2;

B) mpoxykT Ne3

Fig. 5. Microstructure of synthesized products, with marker numbers on particles: a) product No. 1;

b) product No. 2;

B nponyxre Ne3 ocranock Gonbuioe komude-
CTBO Hempopearupoasiero apocuna (33%) u 3a
CUET Tpollecca BOCCTAHOBJICHUS KPEMHHsI M3 €ro
oKcHaa, 00pa3oBalioch OOJNBIIOE KOJMYECTBO YH-
ctoro kpemHus (25%). Bee 310 OBIIO CBA3aHO C
O4YeHb OOJBIION pa3HHIIEH B pa3Mepax MCXOIHBIX
KOMIIOHEHTOB, YTO HPUBEIO0 K HEPaBHOMEPHOCTH
pacrpesieNieHlsi PeareHTOB B IUXTE M COOTBET-
CTBCHHO HE IIOJIHOMY pEardpOBaHUIO PEaKIHOH-
HBIX YaCTHUI] MEXIy cCOO0OW U MalioMy BbeIXony (a-
3bI cuanona. OxHako B npoxykre Ne3 Obl1 cuHTe-
3WpPOBaH CHAJIOH JPYTOrO COCTaBa, YeM B MPOAYK-
Tax Nel m No2, a HWMMEHHO CHaJOH COCTaBa
Si16Al04014N16 (8%) u SIAION (12%). Takue pe-
3yJIbTaThl YKa3bIBAIOT Ha TO, 4T0 pasmep SiO. B
ucxonon mmxre SiO,-NaNs-AlF;  oxassiBaer

¢) product No. 3

BIMsIHUE Ha (a30BBIil COCTaB CHHTE3HPYEMOro He
TOJIKO KOHEYHOT'0 IPO/IyKTa, HO ¥ CHAJIOHA.
[MpucytcTBre B KoHeuHOM mpoaykre SiO; ro-
BOPHUT O TOM, YTO TeMIIEpaTypa rOpeHUsI IpH CHUH-
teze mpoayktoB Ne2 (T =1200 °C) u Ne3 (T =
1300 °C) ObuIM HE TOCTATOYHBI JJIs TPOXOXKICHHUSI
MOJIHOW peakiuy 00pa30BaHMs CHAJIOHA U3 OKCHA
KpeMHUs. Tak Kak M3BECTHO, YTO CHAJIOH MOXHO
HOJy4UTh TOJIKO TMpPU  TEMIEpPaType BbIIIe
1400 °C. DOto noarBepkaaeTcs pesyiabratamu Qa-
30BOr0 aHanu3a npoaykra Nel, rie temmneparypa
TOPCHHUs]  PEAaKIMOHHOW  HIMXTHI  COCTaBJIsIa
1600 °C (tabm. 1) ¥ B KOHEYHOM MPOAYKTE OTCYT-
ctBoBana (asa SiO,. OnHako, HAaHOOJbIIIEE KOJH-
YeCTBO CHAJOHA B KOHEYHOM INPOIYKTEe Ha00OpOT
OBLIO TOJYYEHO TMPH HMCHOIB30BAHUM IMUXTHI C
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HauMeHbIel Temmepatypoit ropeans — 1200 °C,
rae B kadectBe SiO; MCMONMB30BAJICS KBapIIEBBIN
necok ¢ pasmepamu vactun 0,1-0,3 MM (Tabmn. 2).
[TosTOMy MOXHO yTBEP)KAATh, YTO HA CHHTE3 CHa-
JIOHA OKa3bIBAET BIMSHHUE HE TOJIBKO TEMIIEpaTypa
TOpEHUs, HO U pa3Mep YacTHUIl UCXOJHBIX KOMIIO-
HEHTOB.

Hns ompenenenus (a3oBOro cocrasa IpyMIl
YacTHUIl W/WIH OTJCNBHBIX YacTHI B CHHTE3HPO-
BaHHBIX MPOAYKTax ObUT MPOBEIEH 3JEMEHTHBIH
aHaju3 B HECKOJIBKHUX BEIOpAHHBIX TOUKaxX (pwHcC. 5),
KOTOpBIE OBUTH OTMEYEHBI HOMEPaMH MapKepOoB.

Tak xak HET BO3MOKHOCTH TOYHO ONPENEIUTh
KakoMy (a30BOMY COCTaBY COOTBETCTBYET Ta HJIH
MHasg 4acTHLA WIM MX TPYyNNa, TO Ha OCHOBAaHUH
NPOBEJICHHBIX HCCIEIOBAHUM, MPEACTABICHHBIX B
Taba. 3, MOXHO NPEANOJIOKHUTH, YACTHIBI KAaKUX
BEILIECTB OTMEUYECHbl MapKepaMH Ha MHUKPO(dOTO-
rpadusx, OUEHUTh UX CTPYKTYpYy B GopMy. A30T B
MPOAYKTaX CHHTE3a COIJIACHO 3JIEMEHTHOMY aHa-
nu3y (Tabn. 3) mpUCYTCTBYET, HO B OYEHb MaJbIX
KOHIICHTPAIIUAX, HACTOJIBKO HHU3KHX, YTO HX He-
BO3MO’KHO TOUYHO KOJMUYECTBEHHO OIPEIEINTb.

Yactuns! nmpoagykra Nel, oTMeueHHbBIE Mapke-
pamu 1, 2 u 3, COrJIacCHO 3JIEMEHTHOMY COCTaBY
(Tabm. 3), npeacTaBisOT co00i YaCTHIIBI aTIOMU-
HUS CpEIHero pasMepa 2-3 MM, UMEIOIIKEe PaBHO-
OCHYI0 (OpMy, HOBEPXHOCTH KOTOPBIX ITOKpPBITA

menkumu dactuiiamu NasAlFs. Hactuisl cuanona
U OKCHJAa KPEeMHHUsS NpPU SJICMEHTHOM aHaliu3e Ha
OTPaHUYCHHON H TOJBEPTHYTON HCCICIOBAHHIO
oOmactu HalaeHsl He Obpum. OmHako 0031acTh
CBETJIO-CEpPOTro IBETa B JIEBOM YTy QoTorpadun
M0 CBOCU CTPYKTYpe U (pOpME MOX0XKa Ha arjiome-
paT, COCTOSIIIUN U3 YaCTHI] CHaJIOHa.

Yactuupl npoaykra No2, oTMEUEHHbIE MapKe-
pamu 4, 5 u 6, cormacHo 3IEMEHTHOMY COCTaBY
(Tabn. 3), MoryT OBITb KaK TaJIONJHOH COJBIO
NaszAlFs, TaK u CHUAJIOHOM cocTasa
Si1.96Al0.0401.04N1 g6. Yactuupl Ha puc. 56 mnpea-
CTaBJIAIOT COOOI aryioMepaThl, COCTOSIIUE W3 Ya-
CTHI] PABHOOCHOH (hOPMBL.

Yactuna mpoaykra Ne3, oTMeueHHass Mapke-
poM 7 MO CBOEMY XHMHUYECKOMY COCTaBy M BHEIII-
HEMY BHJY, HCXOJI M3 NPEABLAYIIHX PacCyxjie-
HHH, TIPEACTABIIICT COOOH arioMeparT, COCTOSIIIHIA
CHAJIOHA, B IICHTPE KOTOPOI'0 HAXOMASTCS YaCTHIIBI
Si.

DJIEeMEHTHBI COCTaB YacTHI, OTMEUYCHHBIN
Mapkepamu 8 u 9, cocrout u3 15-20% xpemuus, u
00JIBIIOr0 KOJIMYeCcTBAa amoMuHus (> 65%). Orto
MTO3BOJISIET TPEINOI0KUTh, YTO YACTHIBI OTMeE-
YeHHBIC MapkepaMu 8 W 9 TpeacTaBiIsAIOT COOOM
SiO2 w/unu Si, Ha TOBEPXHOCTH KOTOPBIX B BHUJIE
MEJIKMX PaBHOOCHBIX YAaCTHIl PACHpE/ICIICHbI Ya-
cruipl ragouaHoi comu NasAlFg (puc. 5B).

Tabéuauua 3. PesynsTratsl anemMenTHoro ananmmsa CBC-ipoayKToB, IOTY4YEeHHBIX TPU TOPEHUH LIHNXTHI
SiO2-NaNs-AlFs, ¢ ucnonbzoBannem SiOz pasHoro cocrasa

Table 3. Results of elemental analysis of SHS products obtained during combustion of SiO,-NaN3-AlF;
charge using SiO; of different compositions

X o IIpeanonaraemsiii
Homep UMHYECKHE DIEMEHTBI, Macc. % COCTAB YacTHIl
Mapkepa . MPOJIyKTa,
Si Al Na F 0 N C OTMEUCHHBIX MapKepaMHu
Ipoodyxm Nel (keapyeswiii necox SiO = 0,8-1,2 mm)
1 1,56 57,63 17,50 14,45 7,67 traces 1,19 NasAlFs, Al
2 2,17 52,77 16,19 18,74 8,99 traces 1,14 NasAlFs, Al
3 0,44 68,90 14,26 8,16 5,90 traces 2,35 NasAlFs, Al
Ipoodyxm Ne2 (keapyeswviii necox SiOz = 0,1-0,3 mm)
NasA”:e,
4 8,83 44,04 13,63 10,62 20,34 traces 2,57 Si106Alo 0401 04N 10
NasA”:e,
5 6,82 45,29 14,41 14,07 17,04 traces 2,37 Si10sAl.0:O10:N 16
Na3AIF6
6 5,42 55,87 20,75 7,41 10,03 t 0,52 . '
races Si196Al0.0401.04N1.96
Ipodyxm Ne3 (aspocun SiOz = 10-40 um)
Si16Al0.4014N16
7 48,55 31,88 6,28 3,53 8,16 traces 1,62 wim SIAION, Si
8 20,70 64,94 5,99 2,37 4,73 traces 1,27 NazAlFs, SiO,, Si
9 15,57 65,62 5,90 3,37 5,85 traces 3,33 NazAlFs, SiO;
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3akiouenne

[IpoBenens! uccneq0BaHUS BO3MOXKHOCTH TIO-
Jy4eHUS CHAJIOHA IIpH TOpeHMH MHUXTE SiO:-
NaNs-AlF; B pexxume asuanoit Texuonoruun CBC.
YCcTaHOBIEHO, YTO KOHEYHBIH MPOAYKT MpPEACTaB-
71 coOOM pacchlluaThie M3MEHS IMIIHHAPUYIe-
CKOW (OPMBI, JIETKO Pa3pyIIaroIUecs H COCTOS-
e W3 YacTHIl MOPOIIKa TEMHO-CEPOro H/HiH
4yepHOTOo 1BeTa. [TOpOoIIKOBBIM MPOIYKT MpencTaB-
nsan  coboi cMech HECKONbKMX (ha3: cHajoHa
Si196Alo040104N19s  mmu  SizeAlo4O14N1s  u
SIAION, rekcadropamomunara Hatpus NasAlFs,
kpemuus Si, okcuna kpemuus SiOy, amomununs Al,
¢ropuna mHatpus NaF. CuanoH, OblT mOy4eH BO
BCEX JKCIEPUMEHTAX, MPH HCIOIB30BAHUN BCEX
tpex ¢pakuuii SiO,, 0gHAKO MOGOYHBIE TIPOLYKTEI
CHUHTE3a UMEJIU Pa3HbId XUMHUECKUNA COCTaB.

HauGosnbiiiee KOJUYECTBO CHANIOHA OBLIO TIO-
ny4yeHo u3 obpasna Ne2, rie B KavyecTBE KOMIIO-
HEHTa OKCHIa KpeMHHs Obul ucrojib3oBan SiO:
¢dpaxuu 0,1-0,3 mm. [lonydyeHue cuajioHa B KOJIU-
yecTBe 55% MO3BOIMIO YMEHBIIUTh CPENHUN pas3-
Mep YacTHUI] BCETO KOHEYHOTO MPOAYKTa, TaK Kak
qaCcTUIbl CHaAJIOHA CoOcCTaBa Si1,96A|0,0401,o4N1,96
umenu pasmep B mpexpenax ot 100 mo 150 Hwm.
Haumenpiiee KOMMYECTBO CHAJOHA COCTaBOB
Si1,5A|o‘401,4N1‘6 (8%) nu SIA'ON (12%) B KOHCY-
HOM TPOAYKTE OBUIO 3a)MKCHUPOBAHO MPH HCIOIb-
30BaHMU a’pOCWIIa B Ka4eCTBE MCXOAHOTO KOMIIO-
HEHTA PEaKIIMOHHON MINXTHI.

Veranosneno, uro u3 muxThl SiO2-NaNsz-AlF;
B PEXHME TOPEHHs 10 TEXHOJIOTHH CaMopacIpo-
CTpaHSIONIETOCs] BHICOKOTEMIIEPAaTypHOTO CHHTE3a
¢ npuMmeHerne asuma Hatpus NaNsz m ramowmgHOM
comu AlF3 yxe npu temneparype 1200°C, uto Ha
HECKOJIbKO COTEH TPaJyCOB HWXKE TEMIIepPaTyphl
CHHTE3a CHAJIOHA MO JIPYT'UM TEXHOJOTHSM, ObLI
NOJYy4YeH MUKPO- U HAaHOCTPYKTYPHUPOBAHHBIN IIO-
POLIOK CHaJIOHa.
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