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Annomayus: TlorydeHue MOPOMIKOBBIX KOMITO3UIIMH ¢ TOMOIIBIO OOBIYHON TEXHOJIOTHH 00pabOTKH MOXKET IPHUBECTH
K 00pa30BaHMIO KPYIHBIX arjioMepaToB U, CIEAOBATEIFHO, OCIOXKHSICT MOTyUYeHHE OAHOPOAHOW MHUKPOCTPYKTYpHI. IIpo-
H3BOJICTBO KOMITO3UTOB METOJIOM CaMOpacIpPOCTPaHSIOIIEroCcsi BBICOKOTEMIIEPaTypPHOT0 CHHTE3a MOKET CHU3UTh 3aTPAaThl
U KOJIMYECTBO TEXHOJOTMYECKUX CTAJHUM, a TaKKe MPUBECTH K MOJIYYEHHIO OoJiee OJTHOPOAHBIX KOMIIO3UTOB. Jjis momyue-
HUsSI BBICOKO/IMCIIEPCHOM MOPOLIKOBOH Kepamuueckoi komno3uiiu AIN-TiC npiMeHeH CHHTE3 METOIOM TOpEeHuUs cMece
MOPOIIKOBBIX peareHToB azuna Hatpust (NaNs), ¢roponnacra (C,F,), aoMuHUs ¥ THTaHA IPH Pa3HOM COOTHOIIECHHUH pea-
TeHTOB B arMocdepe razoo0pa3Horo a3ora npu aasieHud 4 MIla. TepmoguHaMudeckue pacueTbl HOATBEPAMIN BO3MOK-
HOocTh cuHTe3a komno3unuu AIN-TiC pa3zHoro coctaBa B peKUMe rOpeHUs. DKCIIEPUMEHTAILHO ONPEAEICHbl 3aBUCHMO-
CTH TEMIIEPATyphl U CKOPOCTH TOPEHHS OT COCTaBa MCXOAHBIX CMECEH PeareHTOB MO BCEM CTEXHOMETPHYECKUM ypaBHE-
HUSIM peakuui. [loka3aHO, 4TO 3KCHEPHMEHTAIBHO HAM/ICHHBIE 3aBUCHMOCTH IIaPaMETPOB TOPEHUS OT COOTHOIICHHMS
HCXOJHBIX KOMIIOHCHTOB COOTBETCTBYIOT TEOPETUUECKHM pe3yIbTaTaM TePMOAMHAMUYECKUX pacdeToB. COCTaB CHHTE3H-
POBAaHHOW KOMITO3UIIMHU OTJINYAETCS OT TEOPETUUECKOTO COCTaBa MEHBIINM COJIepXKaHUEM LieNeBbIX (a3 1 oOpasoBaHHeM
mobounbrx (a3 AlO;, NazAlFg u TiO,. ITopomkoBast KOMITO3UIHS TPEACTaBIsIeT cOO0I BONOKHA HUTPHIA aTFOMHHHUS
nmuamerpoM 100-250 HM U yIBTpaIucIIepCHBIC YaCTHIBI MPEHMYILIECTBEHHO PAaBHOOCHOM M IIacTHHYATOH popM ¢ pa3me-
pom vactui] 200—600 um. [Ipu yBenudYeHUH TeMIepaTypbl TOPEHHUs AJIsl TIOJIyYeHUs] HauOOobIIero KoyinuecTsa (a3sl Kap-
O6uga THTaHa HaOMIOaeTCs yKPyIMHEHHE pa3Mepa YacTUI] 0 MUKPOHHOTO YPOBHS.

Knrwouegvie cnosa: ropeHue; caMopacupOCTPAHAIONIMNCS BBICOKOTEMIIEPATYPHBIN CHHTE3; KEpaMHUYECKUI MOPOIIOK;
HUTPHIHO-KapOUTHAS KOMITO3ULIUST; a3U]] HATpHsT; PTOpoIuiacT (MosuTeTpad TOPITUIICH); HUTPH/] AJIFOMUHYST; KapOUJ| TUTaHA.

Brazooapnocmu: Pabora BbinosiHeHa Ipy GprHAHCOBOMH mojiepxkke Poccuiickoro HayuHOro (JOHAA B paMKax MPOEKTa
Ne 23-29-00680, https://rscf.ru/project/23-29-00680/.
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BBEJAEHUE

B Hacrosimee BpeMs B aBTOMOOWJIBLHOW M a3poOKOC-
MUYECKOH NPOMBIIUIEHHOCTH BOCTPEOOBaHBI MaTepua-
npl, oOjajaromiKe MajblM BECOM, BBICOKOW HpOYHO-
CTBbIO, KOPPO3MOHHON CTOMKOCTBIO M H3HOCOCTOMKO-

TanmmoMaTpuyHelM  kKommo3utaMm (MMK) Ha ocHOBe
amoMUHUsA, ycTaHoBuiad, uto MMK na ocHoBe Al, ap-
MupoBaHHbIe yacturiamu TiC, 6marogaps CBOUM MPeBOC-
XOJHBIM MEXaHHYECKHM W (PU3MYECKHM CBOMCTBAM OCO-
OCHHO TNPHUBJIEKATENBbHBI ISl TPUMEHEHUS B a3POKOCMH-

cthio [1; 2]. XOTs afOMUHNEBbIE CIUIABEI YIOBIETBOPSIOT
TpeOOBaHUAM K JETrKOMY Becy (HH3KOH MJIOTHOCTH),
OoHH 00JamaloT HU3KOW NPOYHOCTHIO M TBEPIOCTHIO.
ATIOMUHHUEBBIE CIIABBl XapaKTEPU3YIOTCS IMPEBOCXO -
HOH (OPMYEMOCTHIO B JONOJHEHHE K BBICOKOH TEIUIO-
MIPOBOJHOCTH M XOPOIIEH KOPPO3ZUOHHOM CTOWKOCTH [3].
MHOro4ucIeHHbIE UCCIEA0BAHUS, MOCBSIICHHBIE Me-

YeCKOH, aBTOMOOWJIBHOH, 0OOPOHHOW W CTPOUTEIBHOM
npoMselieHHocTH [4; 5]. C y4yeToM BBINIECKa3aHHOTO,
TiC BBI3BIBaE€T pacTymuii MHTEpEC y HCCIeaoBaTesel
OJylaroyiapsi cBoel BBICOKOW TBEpPJOCTH, MOIYJIO YIpYy-
FOCTH, HHU3KOH NJIOTHOCTH, OTHOCHUTEIBHO BBICOKOMH
TEeMIIepaTypHOIl CcTaOMIBLHOCTH M XOpOULIeH cMayuBae-
MOCTH aJlfoMUHUEM [5].
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[Ipo9YHOCTE HAHOKOMIIO3UTA Ha CXKATHE TOJOKHUTEIEHO
KOPPETUPYET C CONEpKAHNEM apMHPYIONIETO KOMIIOHEHTA.
MaxkcumanbpHas MPOYHOCTh HA CXKATHE BBEICOKOAPMHPOBAH-
HOTO HaHOKoMIo3uTa coctaBisier 233 MIla, uro ropasno
BBIIIIE, YeM y HEapMHPOBAHHOTO AJIOMHHHEBOTO CIUIaBA.
Hanokxomnosut ¢ cogepkaruem 1o 0,5 mac. % TiC xapak-
TepusyeTcs 60Jee HU3KOH OTHOCUTEIBHOMN TIOTHOCTBIO H3-
3a mpeobiasaHus ynpoyHeHus npu odpadotke. Hcmonb3o-
BaHMe OoJilee MEJKOro Mopomka OyAeT cHocoOCTBOBATH
YBEJIMYCHUIO OTHOCUTEIILHOW IUIOTHOCTH. BBICOKOYMpOU-
HCHHBI HAHOKOMIIO3UT MPOICMOHCTPUPOBAT TBEPIOCTh
1,18 I'Tla mocne cnekanus npu temmeparype 873 K. Drto
3HAaYCHHE B TPH pa3a BEIIIE, 9eM y HEapMHPOBAHHOTO MUK-
POKPHUCTAITHIYECKOTO 00pasna, W B JIBa pa3a BEIIIE, YeM
Yy HEapMHUpPOBAaHHOTO HAHOKPUCTAJUIMIECKOTO 00pasia [6].

IIpu cunTesnpoBannu kommosunuu AIN-TiC B cucteme
Al-C—N o0pa3yercsi, TOMAMO IIeTEBEIX (a3 HUTpPHUIA aJro-
muauA (AIN) n kap6una turana (TiC), HekoTopoe Komde-
CTBO TPOWHOTO KapOOHUTpHIa alOMHUHUS, BKItodas AlsC3N
u Al4C;N,. DTu MaTepuasbl 0OBIYHO MOTYYAOT MPU OTHOCH-
TEJNBHO BBICOKOW Temriepatype criekanus. B pabote [7] yka-
3aHO, uT0 AlsC3N oOpa3syercs, TOJBKO KOr/a 0Opasiibl MoI-
BEpraroTcs ropsuemMy npeccopanuro mpu ~2073 K.

ITo cpaBHEHHIO C OPYTUMH METOJaMH MONYICHHS Kepa-
MHUYECKUX KOMIIO3UINHA, CHHTE3 TOPEHHEM, HJIH BBICOKO-
TEMIIepaTypHOE CIEKaHHE C CaMOPACIPOCTPAHCHHUEM BOJI-
HBI TOPCHUS, TIPEACTABIICT HHTEPEC U3-3a OYCBHIHBIX IIpe-
UMYIIECTB, TAaKUX Kak HeOONbIIas MPONOIDKHUTEIEHOCTh
mporiecca, HU3KUE SHEPro3aTpaThl M BHICOKHH BBIXOJ YHC-
ThIX MPOAYKTOB. CHHTE3 TOPEHHEM HCIONB30BAICS s
CHHTE3a MHOTUX MarepuayioB [8], BKItoUask HUTPUJ aio-
muHus (AIN) u xap6oun (TiC).

Bo3moskHOCTS MOMyueHus TBepzoro pactsopa TiAlC)sNys
U3 MOPOIIKOBEIX cMeceld, cocTosmmx u3 Ti, Al,C; u Al win
AIN, wuccrienoBamy METOJOM CaMOPacIpOCTPAHSIOMIETOCS
BBEICOKOTeMnepaTypHoro cuHTe3a (CBC) B razoobpa3s-
HOM a30Te. MOJISIpHOE COOTHOMIEHUE TPEX MOPOIIKOBBIX
pearenToB cocraBmsio Ti: AlyC;: Al (AIN)=2:1/6: 1/3.
Juist o0oux THUIOB 00pa3IoB NOBHIIICHHUE JaBICHUSA a30Ta
¢ 0,45 no 1,82 MIla yBenuuuBaeT TEMIEPATYPY TOPEHHS
U TaKUM 00pa3oM YCKOpsIET paclpocTpaHeHHE (pOHTa pe-
akiu. [lo cpaBHeHuio ¢ wHepTHBIM AIN, uactuier Al
sHepru4yHo pearupoBanu ¢ Ti u N, Bo Bpems mporecca
CBC, uro mpuBeno Kk 6oyiee BBICOKOI IK30TEpPMHUYHOCTH
peakuuu s o0pasia, cogepxkaimero Al, uem ans obpasua,
coaeprkamero AIN. Tepapiii pactBop Ti,AlC, 5Ny s siBisi-
Csl OCHOBHOH (pa30ii B KOHEUHBIX MPOAYKTaX W3 MOPOIIKO-
BEIX mpeccoBoK Ti—Al,C;—Al. OgHako MOBHIICHUE TaBiIe-
HUS a30Ta OTPUIATEIbHO CKa3aJoCh HAa BBIICICHUU
T1,AlCy 5Ny s, mockonpky Ti ObL1 Upe3MEpPHO a30TUPOBaH,
Al Taxke BcTyman B peaknuio ¢ a3oroM. Korna AIN ucmomns-
3oBanu Uit 3aMeHbl Al, oopasoBanue Ti,AlCysNys yxynuia-
JoCh W3-3a ciaboi sk30TepMuuHOCTH M nedummra TiAl.
Kpome TOro, B MpoayKTax, CHHTE3HPOBAHHBIX U3 00pa3IOB
Ti—Al,Cs—AIN npu naBnenuu azora 1,48 u 1,82 MIla, mpe-
obmaman xapbornutpua tutana Ti(C,N). Dto o3Hawaet, 4TO
WCIIOJIb30BAHHE HUTPHAA ATFOMHHHUS BMECTO aFOMUHHS HeE-
xenarensHo st mosydeHus Ti,AlCysNgs myrem cuHTe3a
C HCTOJIE30BaHUEM Ta3000pa3Horo a3ota [9; 10].

IIpouecc CBC npuBnekaTeneH u3-3a CBOEH MPOCTOTHI
Y SKOHOMHYHOCTH, OH SIBIISICTCS OJJHUM W3 TEPCICKTHBHBIX
in situ METOJOB IPSMOTO CHHTE3a KEPaMHYECKUX MOPOII-
KOB BHYTPH HYXXHOH KOMIIO3HIIMU W3 CMECH HCXOJHBIX

nemeBblx peareHToB. CBC ¢ mcmosb30BaHWEM a3uja Ha-
Tpus ¥ Ta3uUIUPYIOMINXCA TAIOUIHBIX COJIEH MMEET Ta-
KHE OTJIMYUTEIIbHBIE OCOOCHHOCTH, KaK CPaBHUTEILHO HHU3-
KHe TeMIIepaTyphl TOpeHns1, 00pa3oBaHre OOIBIIOTO KOJIH-
YecTBa MIPOMEXYTOUHBIX IAPO- M Ta3000pa3HBIX MPOAYKTOB
peakuii, a Taxke KOHEYHBIX IMOOOYHBIX KOHAECHCHPOBAH-
HBIX W ra3000pa3HbIX MMPOIYKTOB, Pa3/ENISIOMINX YaCTHIIbI
LEJIEBBIX TTOPOLIKOB, YTO TO3BOJISIET CHHTE3UPOBATH BHICO-
KoJUcTIepcHY10 (<1 MKM) MOPOIIKOBYIO KOMITO3HIHI0 AIN—
TiC[11; 12].

CuHTe3 obenx 1eneBbx (a3 HEemocpeaCTBEHHO B 00b-
eMe KOMIIO3UIIMOHHOTO Mopomika (in situ) U3 Hexoporux
peareHToB, a He 3apaHee C IMOCIEAYIOIUM MEXaHHIECKIM
CMeIMBaHUEM (eX Situ) ZOPOrHMX HAHOIOPOIIKOB ITO3BO-
JSIET OCTUYb BBICOKOHW OJHOPOIHOCTH CMECH CHHTE3UPO-
BaHHBIX HEJOPOTUX BBICOKOIUCIIEPCHBIX HHUTPHIHO-KAp-
OMIHBIX KOMITO3HIINH.

Lenp uccnenoBaHuss — NPUMEHEHHE AKTHUBUPYIOIIEH
nobasku ¢ropormtacta (C,F4) st momydeHus: BBICOKOMC-
nepcHoil koMnosuuu nopomkoB AIN-TiC ¢ pa3nmuuHbIM
COOTHOIIEHHEM (a3 METOJOM a3HJHOTO CaMopacIpocTpa-
HSIOILIETOCS BBICOKOTEMIIEPATypHOTO CHHTE3A.

METOJUKA ITPOBEJEHUSA UCCJIEJOBAHUA

Jnst cuaTesa meneBbix kommosunuid AIN-TiC ¢ Moib-
HBIM cooTHomeHneM (a3 ot 1:4 mo 4:1 OpuUM HCTIONB30BA-
HBI CJICAYIOIINE YPaBHCHUS XUMHYSCKUX PEaKIIHil:

2A1+2Ti+4NaN;+CoF=2 AIN+2TiC+4NaF+5N,; (1)
Al+2Ti+4NaN;+CoF,=AIN+2TiC+4NaF+5,5N,;  (2)
Al+4Ti+8NaN;+2C,F,/=AIN+4TiC+8NaF+11,5N,; (3)
4AI+2Ti+4NaN;+C,F /=4 AIN+2TiC+4NaF+4N,;  (4)
8AI+2Ti+4NaN;+C,F,=8 AIN+2TiC+4NaF+0,5N,. (5)
Ecnm nmepelTi OT 0)XKHIaeMoro COTJIaCHO ATUM CTEXHO-
METPUYECKUM ypaBHEHHSM cocTaBa Kommosummid AIN-TiC
B MOJISIX K COCTaBy B Mac. %, YYHTBIBas MOJICKYJISPHbIE
Maccel (a3, MONydaTcsl CIEAYIOIIHE COOTHOIICHUS OXH-
JTAeMOTO TEOPETHYECKOTO COCTaBA CHHTE3UPYEMBIX KOMIIO-
sunuit AIN-TiC mocie ymaneHus: BOAOPAaCTBOPUMOM I10-
60uHoIt conmu NaF:

(1): AIN+TiC=40,6 % AIN+59,4 % TiC;

(2): AIN+2TiC=25,5 % AIN+74,5 % TiC;

(3): AIN+4TiC=14,6 % AIN+85,4 % TiC;

(4): 2AIN+TiC=57,8 % AIN+42,2 % TiC;

(5): 4AIN+TiC=73,3 % AIN+26,7 % TiC.

Jlyist IpOrHO3MPOBAHMSI BO3MOXKHOCTH TIPOTEKAaHUs pe-
aKIUii B pEXXUME TOPEHHs 4epe3 OINpe/eseHUE TEeIIOBBIX
3¢ ¢eKToB (FHTANBINSA), 3ANa0ATHIECKUX TEMIIEPaTyp U CO-
CTaBOB NPOJYKTOB CHHTE3a NPOBOJMIIUCH COOTBETCTBYIO-

e TePMOAMHAMHUUYECKUE PACUYETHI C IMOMOIIBIO KOMIIbIO-
TepHO# nporpammsl Thermo.

10

Frontier Materials & Technologies. 2024. Ne 3



Beaosa I'.C., Tutosa 10.B., Maiinaun /. A. u 1p. « CamopacnpocTpaHsSIIOLIHiicsl BBICOKOTEMIIEPATYPHbIii CHHTE3 MOPOIIKOBOI...»

Ipu sKcrieprMEHTaIbHOM HCCIIEIOBAHUN B KA4ECTBE HC-
XOJIHOTO CBIPhS MICTIOIB30BAJIHMCH: TIOPOLIOK ATFOMUHUS MapKH
ACJl-4 (comepkanme OCHOBHOTO BemiecTBa >98.8 mac. %,
cpemHHMA pa3Mep dacTWll 5 MKM), TuTaHa Mapku [ITM
(=99,7 mac. %, 5 mkm), mopomok ¢ropormnacta Knaccudu-
karm «9» (99,1 mac. %, 20 MKM), TTIOPOIIIOK a3uaa HATPHS
kinaccudukammu «U» (=98,71 mac. %, 100 mxm). Cxuranue
CMECH MCXOJHBIX peareHTOB (ILMXTHI) C HACHITHON OTHOCH-
TeJIbHON MIOTHOCThIO 0,4 MPOBOAMIOCH B KaJIbKOBOM CTa-
KaH4uKe auameTpoM 30 MM ¥ BBICOTON 45 MM, 00epHYTOM
yIIIeTKaHblo, B TaboparopHoM peakrope CBC-A3 o6beMom
4,5 1 ¢ 1ByMS TepMollapaMH IIpH AaBiieHuu azota 4 Mlla.

C nomomrpio TepMonap (TepMomapHas IPOBOJIOKA THIIA
BP5-20, TY 48-1941-73, OAO «MOCKOBCKHI 3JIEKTPO-
JaMITOBBI 3aBOI», MockBa, Poccus) m3Mepsuchy temie-
paTypsl TOPEHHSI M PAacCUUTHIBAINCH CKOPOCTH TOPEHUS.
C nomomrsio MaHoMeTpa (MI14-Y, 1,5 KFC/CMZ, OAO «Ma-
HOTOMBY», BXOIUT B 0o0myto yctanoBky CBC-peakropa mo-
CTOSIHHOTO JaBJICHHs C BBITSDKHBIM IiKadoM (OpoHekaOwu-
HOMW)) OIpeneNaaoch H3MEHEHHE JMaBJICHHUS B peaKkTope
B IIpOIIECCEe TOPEHMUSL.

Ilony4eHHBI NPOAYKT CUHTE3a B3BEIUMBAICA U CPaB-
HUBAJICSI C TEOPETHUECKUM BBIXOAOM 10 peakiusiM (1)—(5).
[TpoxykT ropeHus OTMBIBAICS IAWCTHIUTMPOBAHHOW BOMOM
OT BOJIOPACTBOPUMBIX MPUMECEH, MPU 3TOM OINPEICIIIICS
KHCJIOTHO-IIENIOYHOW OalaHC TNPOMBIBHOM BOABI, YTOOBI
OTIPENICTINTh HaJM4YHe CBOOOIHOTO HATpPHA B NMPOAYKTE TO-
peHUSI W TOJHOTY HPOXOXKICHUS XHMHUYECKOH peakIuu.
ITpoMbIBKa 3akmrodasnach B pa30aBICHUH ITOPOIIKOB AHC-
TUWITMPOBAHHONW BOOM B cooTHomeHHH 1:10 mpu KoMHaT-
HOW TeMmmeparype, B3MYYUBAHUH IIOJYYEHHOH CYCIIEH3UH
U nocneayoouield GuIbTpaury HeJIeBbIX NPOIYKTOB B BaKy-
yM-BOpoHKe B TedeHue 5—10 muH. 3Hauenue pH=7 cBune-
TEJILCTBYET 00 OTCYTCTBUHM CBOOOIHOTO (hTOpa/HATPUS, YTO
KOCBEHHO MOATBEP:KIAeT IOJHOTY MpEeBpalleHus HCXO-
HBIX KOMIIOHEHTOB B TIPOAYKTHI PEAKIIHH.

[TpoBeneHo 3KcnepUMEHTaIBHOE HCCIIEI0BAHNE TIpoIiecca
TOPEHUSI ¢ TEPMOIIAPHBIMH U3MEPEHUSAMH TEMIIEPATyp M CKO-
pocreii ropennsi. MccnenoBanue mpoyKToB TOPEHUs C IpH-
MEHEHHEM PaCTPOBOH AJIEKTPOHHON MHKPOCKOIIMU M PEHTTe-
HO(a30BOTO aHAIM3a IOKa3ano, YTO TMPUMEHEHHE a3UIHOTO
CBC c nobasnennem B ucxoanyro mmxty C,F, B xagecTtBe

HCTOYHHKA YTJIEPOZa MO3BOJSIET CHHTE3HMPOBATH MOPOIIKO-
Byto koMmo3umuio AIN-TiC pa3nuaHOro cocTasa.

@Da3oBblli COCTaB CHHTE3MPOBAHHBIX IMPOAYKTOB Trope-
HUSI OTIPEECISUIN Ha aBTOMAaTU3UPOBAHHOM PEHTTEHOBCKOM
mudpakromerpe Mapku ARL X’tra (Thermo Scientific).
Hcnons3oBamn Cu-H3IydeHHE C HEIPEPhIBHBIM CKaHHPO-
BaHHEM B nHTepBaie yrioB 260 ot 20 10 80° co ckopocThiO
2 rpaa/muH. [lonydeHHBIE CrieKTpsl 00pabaThiBalyd € TO-
MOIIBI0 MaKeTa MpUKIagHbIX nporpaMm WinXRD. Konu-
YEeCTBEHHBII (Da30BBII aHAIN3 MPOM3BOAWICS METOIOM
MOJHONPOGHUIBHOTO aHanu3a (MeTomoMm Pursenpaa) npu
nomomu nporpammel PDXL 1.8.1.0 ¢ ucnoms3oBaHuem
6a3 xpucramtorpadpuueckux naHeeix PDF-2009 u COD-
2019. Cyts MeTOma 3aKIIFOYaeTCs B WCIOIB30BAHUHU ITIPO-
(UIBHBIX WHTEHCHBHOCTEH BMECTO WHTETPAIbHBIX, UYTO
MO3BOJISIET M3BJICYh MAaKCHMAJIbHOE KOJIMYECTBO MH(pOPMa-
LM, COJCpIKAIeiics B SKCHEPHUMEHTaX IOIIarOBOTO CKa-
HUPOBaHMS TOPOUIKOBBIX AudpakTorpamm. Mccienosanue
MOPQOIOTHH YaCTHI] ITOPOLIKA MPOBOANIOCH HA PACTPOBOM
3ekTpoHHOM MuKpockore Jeol JSM-6390A ¢ npucTtaBkoit
JeolJED-2200.

PE3YJbTATHBI HCCJIEJOBAHUA

TepmoauHaMuYecKHil aHAJM3 BO3MOMKHOCTH 00pa-
30BaHUA KOMIIO3HIUI

PesynpTaThl TEpMOIUMHAMHUYECKUX pAacdyeTOB pEaKLUH
ropennst (1)—(5) ¢ momomipio mporpamMMbl Thermo mpen-
CTaBJIeHHI B Tabnu1e 1.

W3 npencraBneHHBIX JaHHBIX BUHO, YTO BCE PEAKLIMH 00-
JIAZAI0T BBICOKMMH auabaTHIECKUMH TeMIIepaTypaMu, JOC-
TaTOYHBIMH JUTs peanm3anyy nporecca CBC B pexxime rope-
HUS, a TAKXKe 00pa3oBaHMs IENIEBBIX (Da3 HUTpUIA ATIOMUHUS
U KapOupa THTaHa. OHTAIBIUS PEAKIUH YBEIMYMBACTCS
1 CHUJIBHO 3aBHCHUT OT COOTHOIICHNUSI HUTPHIHON U KapOHIHOH
(a3 B mpoxyKTax peaknud. MUHUMaIbHOE 3HAYCHUE SHTallb-
IIMM COOTBETCTBYET ypaBHEHHIO (1), MakcHUMaIbHOE 3HaYEHHE
SHTABITUK PEAKIIMN PacCUUTaHO sl ypaBHeHus (5). PaBHo-
BECHBIC KOHIIEHTPALMH MPOIYKTOB PEAKIMii COOTBETCTBYIOT
npaBbiM 4acTsiM ypaBHenuid (1)—(5), T.e. ueneBbiM (azam
HuTpuza amomMunns (AIN) n kapouna turana (TiC).

Tabnuya 1. Pesynomamosl mepmoounamuieckoeo anaiuza peaxyuii (1)—(5)

Table 1. Results of thermodynamic analysis of reactions (1)—(5)

CocTaB UCXOIHOIi cMeCH MOPOIIKOB JHTAIbNUSA, AnmnadaTuyeckas Kommiecrso, moan
B peakumsx K/ x Temnepatypa, K AIN TiC NaF N,
2A1+2Ti+4NaN;+C,yF, —2139 2768 1,00 4,00 4,00 5,50
Al+2Ti+4NaN;+C,F, —2298 2798 1,00 2,00 4,00 5,50
Al+4Ti+8NaN;+2C,F, -2616 2920 2,00 2,00 4,00 5,00
4Al+2Ti+4NaN;+C,F, —3252 3120 4,00 2,00 4,00 4,00
8 Al+2Ti+4NaN;+C,F, —4524 3278 8,00 2,00 4,00 2,00
Frontier Materials & Technologies. 2024. Ne 3 11
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Pe3yJ’l]>TaT]>l IKCIIEPUMEHTA

Pe3ynbraThl SKCIEPUMEHTAILHOTO OIPEACICHUS TeM-
neparypbl (7t) u ckopoctu (Ur) ropenus mmxt CBC-A3
JUISL CHHTE3a KePaMUYECKHX HUTPHIHO-KapOUIHBIX KOMIIO-
sunmit AIN-TiC npencraBneHs! B Tabmutie 2.

W3 mpencraBieHHBIX B TaOiHIE 2 JaHHBIX BUJHO, 4TO
9KCIIEPUMEHTAIbHBIE MaKCHMaJIbHBIE TEMIIEPaTyphl Tope-
HHUS COOTBETCTBYIOT PacueTHBIM 3HAYEHHsIM ajauadaruye-
CKUX TEMIIepaTyp TaOJUIbI 1, HO HECKOJBKO MEHbLIE TO-
CJIEIHUX W3-3a TEIUIONOTEPh B 30HE TOpeHUs. MUHHMAIb-
Hble 3HAYEHHs TEMIIEPaTypbl U CKOPOCTU TOPEHUS HAOIIO-
JaroTcsa B ypaBHEHUH (1), KOTOpOE COOTBETCTBYET COOTHO-
mennto ¢a3 AIN : TiC=1: 1.

Ha puc. 1 npeacraBneHsl pe3ynbTaThl MUKPOCTPYKTYp-
HOTO aHajM3a MPOAYKTOB IOPEHHsS MCXOAHBIX CMEceH Io-
POIIKOB (IIHMXT), NPEACTABICHHBIX YPAaBHCHUSIMH PEAKLIUH
(1)—~(5), mocne BomHOI NMPOMBIBKM OT MOOOYHOI Bomopac-
TBOpUMOM cosnu NaF. U3 puc. 1 a BUIHO, 4TO NPOAYKTHI
ropeHus MWuXThl peaknuu (1) cocTosAT MPEeUMYIIECTBEHHO
U3 BOJOKOH HUTpuja amoMuHus auamerpom 100-250 Hm
U yIBTPaJUCIIEPCHBIX YacTUIl KapOuia TUTaHa IUIacTHHYA-
Toi popmsl pazmepom 200-600 M. [Ipu ymeHBbIIEHHH CO-
JIepKaHUA aTIOMUHUS B UCXOIHON cMecH B 2 pa3a (ypaBHe-
HUe (2), puc. 1 b) mpoAyKT TOpeHHs MPEACTAaBICH IPEHMY-
IIECTBEHHO YacTHLAMU KapOMJa THTaHa IUIACTUHYATOM
topmer pazmepom 200—-600 HM 1 HEOONBIIM KOJTHMIECTBOM
BOJIOKOH HUTpHJa amroMuHuA quamerpoM oT 100 1o 200 HM.
[Ipn yMmeHbIIEHWM COAEPXKAaHUS ATIOMUHMS B JIBa pasa
C O/THOBPEMEHHBIM YBEJIMYECHHEM COZIEpKaHHsl TUTaHa B JIBa
pas3a 10 CpaBHEHHIO C MCXOXHOH cMechio (ypaBHeHHE (3),
puc. 1 ¢) IpOIyKThI TOPEHHsI MPEACTABIAIOT COO0H YacTH-
bl KapOHuJa THTaHa PaBHOOCHOW M IUIACTHHYATON (opm
pasmepom 200—600 um. Ha puc. 1 d u 1 e oTyeTIMBO BUA-
Hbl BOJIOKHAa HUTpUAa amoMuHus awamerpom 100-300
1 100—400 HM COOTBETCTBEHHO.

Pe3ynbpTaThl Ka4eCTBEHHOTO M KOJIMYECCTBEHHOTO PEHT-
reHo(a3oBOro aHajauM3a IPOAYKTOB TOPEHUs] HMCXOJIHBIX
CMecel MOPOIIKOB (IIMXT), MPEJCTaBICHHBIX YPABHECHUAMHU
peakuuit (1)—(5), mocne omepanyu BOJHOW TPOMBIBKU
000011eHEI B TA0IUIE 3.

PesynbpTaTel peHTrenodazoBoro ananuza (tabnumna 3)
MOKa3bIBAIOT 00pa3zoBaHue 1siTH (a3: 1eseBbx (a3 HUTPHU-
nma amomuuus (AIN) u kap6una tutana (TiC), moOOYHBIX

(a3 rexcadropamomunarta Hatpus (Nas;AlF), a Takxke ok-
cunoB tutaHa u amoMunus (TiO,, Al,O;). Tak, TpoayKTHI
peakuu (1) cocrosat m3: AIN — 32,5 %, TiC — 47,4 %,
Na3AlF6 - 6,5 %, T102 — 12,8 %, A1203 - 0,8 %. Takum
00pa3oM, CHHTE3WpOBaHHAS KOMIIOZUIMS OTIMYACTCS OT
oxumaeMoro Tteopermaeckoro cocrasa (1) 40,6 % AIN —
59,4 % TiC MeHpLIIMM COZEp>KaHWEM LEeNEeBBIX (a3, mpu
3TOM WX COOTHOIICHHE COXPAHSICTCS, U HAIMIHEM M000Y-
HBIX TMPOAYKTOB PEAKIUH, CYMMapHOE KOJHYECTBO KOTO-
prix coctaBmuser 20,1 %.

[Ipu yMCHBIICHUM CONCp)KAHHS AIOMUHHS B JiBa pasa
[0 CPaBHEHHUIO ¢ MMXTOH (1) MPOAYKTHI TOPEHHs HIMXTHI
(2) taxxe cocroar m3 matu dasz: AIN — 20,6 %, TiC —
61,2 %, TiO, — 13,1 %, AlLO; — 0,3 %, Na;AlFs — 4,8 %.
B nenom cocraB CHHTE3UPOBAHHON KOMIIO3ULUMM OTINYAETCA
OT OXKH/IAEMOTO TeopeTHdeckoro cocrasa (2) 25,5 % AIN —
74,5 % TiC HemocTaTOYHBIM COJEpKAaHMEM IIETIEBBIX (a3,
MPH 3TOM WX COOTHOIIEHHE COXpAaHIETCS, a CyMMapHOe
KOJIMYECTBO TMOOOYHBIX MPOAYKTOB PEAKIUH HEMHOTO
MeHble, yeM i muxThl (1) — 18,2 %.

[Ipu yMCHBIICHUN CONEp)KaHMS ATIOMUHHS B JBa pa3a
C OTHOBPEMCHHBIM YBEIMUYCHHEM COJICPXKAHUS THTaHA
B JIBa pa3a I10 CPaBHEHUIO C MUXTOH (1) MPOAYyKTHI TOpEeHUs
mumxThl (3) comepxar Beero Tpu dasel: AIN — 14,4 %, TiC —
71,5 %, TiO, — 14,5 %, ¢ HauOOMBIINM KOJTUIESCTBOM Kap-
Omma tutaHa. Takoif COCTaB KOMIIO3UIIMH OTIMYAETCS OT
oxumaemoro cocrasa (3) 14,6 % AIN — 85,4 % TiC namu-
YHeM OKCHJA TUTAHA.

B pesynpraTte ropeHus muxTs (4) ¢ 700aBICHHEM YeTHI-
pex MoJiell aJfoMHHMS 10 CpaBHEHHIO ¢ ImumxToil (1) u npu
TOM K€ COJICp)KaHHU THTaHA 00pasyloTCs YKe ueThipe (hasbl:
AIN - 53,2 %, TiC - 31,4 %, TiO, — 11,6 %, AL,O; — 3,8 %.
CocTaB CHHTE3MPOBAHHOM KOMIIO3ULIMH OTIMYAETCS OT TEO-
petuueckoro cocrara (4) 57,8 % AIN — 42,2 % TiC nanuuu-
€M OKCHJIOB THTaHa M aJlOMHUHUA B KomuecTse 15,4 %.

C yBenM4YeHHEM COJICpIKaHUS AMIOMUHUS B YETHIpE pasza
0 CPaBHEHUIO ¢ MHUXTOH (1) ¥ TOM ke colepKaHNH TUTaHA
MPOAYKTHl TOPEHUS MPEACTABIIOT COOOI aHaIOTHYHBIE
mmxte (4) ¢assr: AIN — 66,4 %, TiC — 15,6 %, TiO, —
11,9 %, Al,O; — 6,1 %. JlaHHas KOMITO3UIIUS TaKXKe OTIIH-
gaeTcss OT Teopermdeckoro cocraBa (5) 73,3 % AIN —
26,7 % TiC manmnyueMm MOOOYHBIX OKCHIOB THTAaHA W ajlio-
MUHUS B KonndecTBe 18 %.

Taonuya 2. [lapamempul 2operust UCX0OHbIX ROPOWKO8bIX cmecell peakyutl (1)—(5)
Table 2. Combustion parameters of initial powder mixtures of reactions (1)—(3)

CocTaB HCX0IHOI cMecH Temnepatypa CkopocTth MaxkcumasibHoe pH I[IpakTuyeckuit
MOPOIIKOB B PeaKIusaX ropenmus, ropenmusi, JaBJeHHe, BBIXO0]] POAYKTOB
Tr, °C Ur, ecm/c MlIla ropeHus, r

2A1+2Ti+4NaN;+C,F, 2420 0,72 7,2 8 20,3
Al+2Ti+4NaN;+C,F, 2520 0,77 7.8 8 17,0
Al+4Ti+8NaN;+2C,F, 2670 0,81 7,0 8 16,2
4A1+2Ti+4NaN;+C,F, 2700 0,75 7.3 8 18,3
8Al+2Ti+4NaN;+C,F, 2940 0,87 6,5 8 20,5
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Puc. 1. Mopgonozus uacmuy npooykmoe copenus cucmemvi Al-Ti—NaN;—C,F;:
a — 241+ 2Ti+4NaN;+CyF;; b — Al+2Ti+4NaN;+CyF,; ¢ — Al+4Ti+8NaN;+2C,F,;
d — 441+ 2Ti+4NaN;+C,F,; e — 8AI+2Ti+4NaN;+C,F,
Fig. 1. Morphology of particles of combustion products of the AI-Ti—NaN;—C,F ;system:
a — 241+ 2Ti+4NaN;+CyF; b — Al+2Ti+4NaN;+C,F,; ¢ — Al+4Ti+8NaN;+2C,F,;
d — 441+ 2Ti+4NaN;+C,F,; e — 8AI+2Ti+4NaN;+C,F,

OBCY)XXIEHUE PE3YJIBTATOB

[pencraBieHHbIE SKCIIEPUMEHTAIbHBIC PE3YJIbTaThl CHH-
Te3a KOMITO3HUILUH BBICOKOJUCIIEPCHBIX KEPAMHUUYECKHX MO-
pomikoB AIN-TiC mony4eHbl Ipu KCMOJB30BaHUH (BTOPO-
miacta (C,F4) ¢ 3a1aHHBIMU MOJIIPHBIMU COOTHOIIIEHUSIMU
HUTPHUIHOW W KapOumHou ¢a3: 1:1, 1:2, 1:4, 2:1, 4:1. Haii-
JIeHbl JKCHEPUMEHTAIbHBIE COCTABBI IPOAYKTOB CHHTE3a
MIPH COKUTAHUHM UCXOJIHBIX MOPOIIKOBBIX CMECEH pearcHTOB
¢ (roporulacToM COTJIacHO CTEXHOMETPUYECKHUM YypaBHE-
nusiM asugaoro CBC (1)—(5). IokaszaHo, 4TO SKCIEpUMEH-
TaJbHBIE COCTaBBl MOTYT 3HAYUTEIHHO OTIIMYATHCS OT TEO-

peTryecKux (ha30BBIX COCTABOB COTIACHO HCXOIHBIM CTe-
XHOMETPUYCCKHM YPABHEHHSM H Pe3yJIbTaTaM TePMOIHAMU-
YEeCKUX PACYCTOB. DT OTIMYMS 3aKIFOYAFOTCS B MCHBIIEM
peabHOM COJICp)KAaHHH LIEJCBBIX (a3 HUTPUAA ATFOMHHHUS
U KapOuma THTAaHA B COCTaBE BCEX IPOJIYKTOB TOPCHUS,
CHHTE3UPOBAHHBIX IKCICPUMEHTAIBHO, a TaKKe B MpPH-
CyTCTBHHM TOOOYHBIX (ha3 OKCHJIOB THUTaHA U ATFOMHUHHS
u rexcadpropamomunara Hatpus (TiO,, Al,Os;, NasAlFy),
KOTOPBIX HE JOJDKHO OBITH COTVIACHO TCOPETHYECKUM pac-
yeram. OTMETHM, YTO B HAIIMX HPEABLAYIUX HCCIIEI0Ba-
HUSIX TOKa3aHO, YTO HUTPUJ ATIOMUHHS, MOJYYSHHBIN

Frontier Materials & Technologies. 2024. Ne 3
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Tabnuya 3. Pe3ynomamul KauecmeeHH020 U KOIUYECMEEHHO20 penmeenogazoeo2o ananusa peaxyuti (1)—(5)
Table 3. Results of qualitative and quantitative X-ray phase analysis of reactions (1)—(5)

Teopernyeckuii 3 a . aB. %
coctas, % CooTHOMEHHE KCIIEPHMEHTAIBHBIN cocTas, %
AIN:TiC
AIN TiC AIN TiC Na;AlF, TiO, ALO;
40,6 59,4 1:1 32,5 47.4 6,5 12,8 0,8
25,5 74,5 1:2 20,6 61,2 4,8 13,1 0,3
14,6 85,4 1:4 14,4 71,5 - 14,5 -
57,8 42,2 2:1 53,2 314 - 11,6 3,8
73,3 26,7 4:1 66,4 15,6 - 11,9 6,1

mertonoM asugHoro CBC, Bcerza coepKUT B CBOEM COCTaBe
TPYJHOPACTBOPHMYIO NPHMeECh — reKca(TopaTiOMHHAT Ha-
tpust [12; 13]. OmHako B maHHOM paboTe rekcag TopaTroMHUHAT
HATpHs 00pa30BaICs TOIBKO Mpu ropeHny muxT (1) u (2).

HecMoTps Ha TO YTO MPOXYKTHI peakLUH COJAEpKaT IOo-
OouHble OKCH/HBIC (a3bl B 3HAUUTEIILHOM KOJIMYECTBE, HC-
MOJIb30BaHKe (PTOPOIIACTA B KAUECTBE HCTOYHMKA YIiiepoia
MO3BOJIMIIO TIOBBICUTH BBIXOJ IIEJIEBOTO KapOuia, 4ero He
yIaBaJIOCh JOCTHYb NPH UCTIOJIB30BAHUH CaKU (TEXHUIECKO-
TO yriepoza) B 6oiiee paHHHUX HcciaeqoBanmsX [14—17].

Taxum 00pazoM, B ciydae MPaKTHIECKOTO IPUMEHEHHS
npouecca CBC-A3 11 monydeHHsl BBICOKOJUCIEPCHOM
HUTpUIHO-KapOuaHoit kommnosuruu AIN-TiC pekomMeHTy-
eTcsl MCIONB30BaTh JUIA CHHTE3a (TOPOIUIACT, NPH 3TOM
TpeOyroTCs JaNbHEHIINE HCCIEeOBAHHUS C LENBI0 IPEeNoT-
BpalleHus 00pa30BaHusl W/WIH yIAJICHUS OKCUIOB M3 CHH-
TE3UPYEMbIX IOPOIIKOBBIX KOMITO3HIIHH.

OCHOBHBIE PE3YJIBTATBI 1 BBIBO/bI

OO6G0CHOBaHBI COCTaBBl HCXOJHBIX CMECeil peareHTOB
U COCTaBJIEHBl COOTBETCTBYIOIIHME CTEXHOMETPUYECKHE
ypaBHeHHUsl peakiuil azugHoro CBC mopomKoBbIX KOMIIO-
sunuit AIN-TiC ¢ 3agaHHBIMH MOJISIPHBIMH HHTPHIHON
U KapOumHO dazamu: 1:1, 1:2, 1:4, 2:1, 4:1.

[TokazaHo, 4TO B Cilydae BCEX COCTaBJICHHBIX ypaBHe-
HUH peaknuii TeoBble 3QQEKTs U agunadaTHIecKue TeM-
Heparypsl JI0CTaTOYHO BBICOKH JISI TPOTEKAHHS PEaKIUi
B PEXHME TOpEHHs U O0pa30BaHMS IEJIEBBIX NPOIYKTOB
B TIOJIHOM COOTBETCTBHM CO CTEXMOMETPHYECKHIMH ypaBHE-
HUSIMM ¥ 33aJJaHHBIMH MOJIIPHBIMH COOTHOIIEHUSIMHM HHT-
pHUIHON U KapOugHOIl das.

IIpu uccaenoBanuu MOpGOJIOTHH MPOAYKTOB TOPEHHS
MIOKa3aHO, YTO B OOJIBIIMHCTBE CIIy4aeB IPHMEHEHHUE IPO-
necca asugHoro CBC ¢ BBIOpaHHBIMH COCTaBaMHU HCXOJ-
HBIX CMECEH peareéHTOB NPUBOAUT K MOIYYEHHIO BBICOKO-
JUCIEPCHBIX KOMIIO3UIMHA MOPOLIKOB B BHUJAE BOJIOKOH
nuameTpoM 100-250 HM U YacTUL PaBHOOCHOM U IJIACTHH-
yaroil popM pazmepom 200—600 HM.

YCTaHOBIIEHO, YTO SKCIEPUMEHTANbHBIA (Pa3oBBIA CO-
CTaB 3HAYNTENFHO OTJIMYAETCS OT TEOPETHIECKOTO (Ha30BO-
TO COCTaBa MPHUCYTCTBHEM B COCTaBE KOMIIO3WIMI MOO0Y-
HBIX (a3 OKCHAOB THUTAHA W AIOMHHHA, a B HEKOTOPBIX

cily4asx — rekcadropatoMuHara HaTpus. [1pu yBenumdeHun
TEeMIIEpaTypbl TOPEHHS AJSL MOTYYeHHsS HauOOJBIIETO0 KO-
nrdecTBa (aspl KapOuia THTaHA HAOIIOAAaeTCs yKPYITHEHUE
pa3Mepa 4acTuI] J0 MUKPOHHOTO YPOBHS.

Taxum o6pa3oM, Ipu FOPEHUH TTOPOIIKOBBIX CMecel azunia
Hatpusi, ¢propomnacta (C,F,), antoMuHus U TUTaHA B aTtMo-
cepe azoTa MOXKHO CHHTE3UPOBATH BBICOKOJHCIIEPCHYIO
KOMIo3uImio kepamudeckux mopomkoB AIN-TiC paznuuno-
ro coctaBa. OJTHAKO B COCTaB CHHTE3UPOBAaHHBIX KOMITO3HIHI
Hapsiy C IeNeBbIMH (a3aMy BXOAAT MOOOYHBIC OKCHIBI
(TiO,, ALO;) u rekcadropamromuaaT Hatpus (NazAlFy).
JanpHeiimme ucenenoBaHus OyIyT HApaBlIeHBI HA NPENOT-
BpallleHre 00pa30BaHI W/WITH yIaleHHe OKCHUIOB B CyO(TO-
PHIOB U3 CHHTE3NPYEMBIX OPOIIKOBBIX KOMITO3HIIUH.
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Abstract: Producing powder compositions using conventional processing technology can lead to the formation of large
agglomerates and, therefore, makes it difficult to obtain a uniform microstructure. The production of composites by self-
propagating high-temperature synthesis can reduce costs and the number of technological stages, as well as lead to obtain-
ing composites that are more homogeneous. Synthesis by the combustion of mixtures of powder reagents of sodium azide
(NaNj3), fluoroplastic (C,F,), aluminum and titanium with different ratios of reagents in a nitrogen gas atmosphere at
a pressure of 4 MPa was used for the production of a highly dispersed powder ceramic AIN-TiC composition. Thermody-
namic calculations have confirmed the possibility of synthesis of AIN-TiC compositions of different formulations in com-
bustion mode. The dependences of temperature and combustion rate on the composition of the initial mixtures of reagents
were experimentally determined for all stoichiometric reaction equations. The study have shown that the experimentally
found dependences of combustion parameters on the ratio of the initial components correspond to the theoretical results
of thermodynamic calculations. The formulation of the synthesized composition differs from the theoretical composition
by a lower content of target phases and the formation of Al,Os3, Na3AlF4 and TiO, side phases. The powder composition
consists of aluminum nitride fibers with a diameter of 100—250 nm and ultradisperse particles of predominantly equiaxed
and lamellar shapes with a particle size of 200—600 nm. As the combustion temperature increases to produce the largest
amount of titanium carbide phase, the particle size increases to the micron level.

Keywords: combustion; self-propagating high-temperature synthesis; ceramic powder; nitride-carbide composition;
sodium azide; fluoroplastic (polytetrafluoroethylene); aluminum nitride; titanium carbide.
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