MNCUC ISSN 1997-308X

YHUBEPCUTET elSSN 2412-8767

G

W3BECTHUA BY3OB \/Q

MNOPOLLUKOBAA METANINTYPTUA
N OYHKLIUOHAJIbHBIE MOKPbITUA

2025
POWDER METALLURGY & 1ox s

Vol.

AND UNCTIONAL OAING 3 poer.misis.ru




ISSN 1997-308X
SSSSS 2412-8767

W3BECTUA BY3OB
NOPOLLUKOBASA

METAJITYPTUA

N OYHKLMUOHAJIbHbBIE
NOKPbITUA

2025

POWDER \TIZT‘I? 5155
METALLURGY

AND FUNCTIONAL
COATINGS

Scientific and Technical Journal

Founded in 2007
Six issues per year



U3BECTUA BY3OB
MOPOLWIKOBAA

METANINYPIUA
U OYHKUMUOHAJIbHDIE
MOKPbITUA

HAYYHO-TEXHUYECKWUM XXYPHAN
OCHOBAH B 2007T.
BbIXOA4MNT 6 PA3 B rof

http://powder.misis.ru

ISSN 1997-308X
elSSN 2412-8767

MUCUC

YHUBEPCUTET .
HAYKU U TEXHONOMMn

Yupeputenso:

e

OI'AOY BO HanmoHanbHBbI MCCIeT0BaTeTbCKII
TexHONMorm4deckuii yausepcuret « MICHC»
Aopec: 119049, Mocksa, JlennHCKMit Ip-T, 4, cTp. 1
https://www.misis.ru

MnaBHbIKN peaakTop

EBrennit Anexcanpposud JleBamos
0.m.M., un.-kopp. PAH, npogpeccop, HUTY MVCIHC, . Mockea

JKypuan BxmodeH B [lepedenp pelieH3MpyeMbIX HAYYHBIX M3[JaHMIT, pekoMeHgoBaHHBIX BAK Muuno6pHayku PO
ISt Iy G/IMKaLMU Pe3y/IbTaTOB AMCCePTALMIl Ha COMCKAHME yUeHbIX CTeTleHeil.
JXKypuan Bxouen B 6a3bl faHHbIX: Scopus, Russian Science Citation Index (RSCI), Ulrich's Periodicals Directory, PVHII, BJI/PX BUHMTIL.

PepakumoHHas konnerus

M. J1. AnpIMOB - [1.T.H., WI.-Kopp. PAH, mpo¢., ICMAH, r. YepHoronoska
A.II. AMocoB - f.¢p.-M.H., 1pod., CamI'TV, r. Camapa

H. B. BinHKOB - f.T.H., ipod., HUTY MVCHUC, r. Mocksa

II. A. Butass - n.1.H., akag. HAHB, npod., HAH benapycu, r. Munck

B. 0. lopodees - n.1.1., mpod., FOPTTIY (HITM), r. HoBouepkacck

A. A. 3aitneB - K.T.H., go1., HUTY MIUCHC, r. MockBa

A. ®. Unpromenko - f.1.H., akaz. HAH Benapycu, npod.,
I'HITO IIM HAH benapycu, r. Munck

II. 0. Kosanes - j.¢.-m.H., ICMAH, r. YepHoronoska
10. P. Kono60s - 1.¢.-M.H., mpod., PV ITXP 1 MX PAH, r. YepHoronoska
B. C. Komnes - a.1.H., wi.-kopp. PAH, npo¢., UMET PAH, r. MockBsa

10. M. Kopornes - a.1.H., 1pod., HTA «IToporkoBas MeTaTypris»,
. MockBa

B. II. Kysnenos - ..., 1pod., Yp®Y, r. Exarepunbypr

C. B. Ky3bmun - a.1.4., w1.-kopp. PAH, npod., BonrI'TV, . Bonrorpap
10. B. JleBuncKmit — 1.1.H., 1pod., ICMAH, r. YepHoronoska

A. E. JTurages - 1.¢p.-M.H., mpo¢., IOD PAH, r. Mocksa

A. A.Jlo30BaH - A.T.H., npod., MAV (HIY), r. Mocksa

B. I0. Jlonmatus - X.T.H., goii., HUTY MUCUC, r. MockBa

B. 1. JIpicak - .1.H., akaj. PAH, npod., BonrI'TY, r. Bonrorpan

A. B. Makapos - [1.T.H., akaj. PAH, I®M YpO PAH, YpdYV,

r. Exarepun6ypr

C. A. OrnesHnesa - .T.H., 1pod., [THUILY, r. [lepmb

. B. Ilanrenees - 71.1.H., npod., CII6I' TV (TY), r. Cankt-Iletepbypr
M. . Terpsxuk — A.T.H., mpod., HUTY MUCHC, r. Mocksa

10. C. Iloroxes - K.T.H., goir., HUTY MUCIHC, r. MockBa

B. B. IonskoB - f.¢.-M.H., 1pod., Antl'Y, r. Bapnayn

A. A. TlonoBuy - 1.1.H., wi.-kopp. PAEH, npod., CII6I'TIY,

r. Canxr-Iletepbypr

C. E. Tlopososa - fi.T.H., mpod., [THUITY, r. [Tepmb

A. A. Pemnens - f1.¢.-M.H., akag. PAH, npo¢., UMET YpO PAH,

r. Exarepun6ypr

A. H. Tumodees - a.1.H., AO «Kommosur», r. Kopores

M. B. YykuH - A.T.H., mpod., MI'TY, r. Marautoropck

C. I. llnanux - A.1T.H., npod., MAV (HNY), r. Mocka

II. B. Iltanckmii - f.¢.-m.H., npod., HUTY MUCHC, r. Mocksa

H. Danninger - Dr. Sci., Prof., Vienna University of Technology,

Vienna, Austria

B. Derin - Dr. Sci. (Phil.), Assoc. Prof., Istanbul Technical University,
Maslak, Istanbul, Turkey

Yu. Estrin - Dr. Sci. (Nat.), Prof., Monash University, Clayton, Australia
I. Konyashin - Dr. Sci. (Econ.), Prof., Element Six GmbH, Burghaun,
Germany

S. A. Kulinich - PhD (Chem.), Associate Prof., Tokai University, Hiratsuka,
Kanagawa, Japan

L. L. Mishnaevsky - Dr. Habil. (Eng.), Technical University of Denmark,
Roskilde, Denmark

A. S. Mukasyan - Dr. Sci. (Phys.-Math.), Prof., University of Notre Dame,
Notre Dame, USA

R. Orrii - Dr. Sci. (Eng.), Prof., University of Cagliari, Cagliari, Italy

F. Peizhong - Dr. Sci., Prof., China University of Mining and Technology,
Xuzhou, PR. China

C. Pengwan - Dr. Sci., Prof,, Beijing Institute of Technology,

Beijing, PR. China

F. Rustichelli - Dr. Sci. (Phys.), Prof., University of Marches, Ancona, Italy
Zheng YongTing - Dr. Sci., Prof., Harbin Institute of Technology, Harbin,
PR. China

F. Zhengyi - Dr. Sci., Prof., Wuhan University of Technology, Wuhan,
PR. China

Pepakuus xypHana

Aopec: 119049, Mocksa,
Jlenmnckuit np-T, 4, ctp. 1. HUTY MUCHC

Ten.: +7 (495) 638-45-35. . nouma: izv.vuz@misis.ru

CuperenbcTso 0 peructpanum Ne ®C77-27955 or 12.04.2007 1.
[epepernctpanusa 25.09.2020 r. IIN Ne ®C77-79230

DM 1 @[T © HITY MIACHC, Mocxsa, 2025
U3BECTUA BY30B

@@@@ Cmamou docmynnol nod nuvensueii Creative Commons
BY NC ND Attribution Non-Commercial No Derivatives

Beoyuwuii peoaxmop: A.A. Kynunosa
Buinyckarowuii pedaxmop: O.B. Cocunna
Husaiin u eepcmxa: B.B. Pacenenp

Hopmicano B nevars 21.10.2025. Popmar 60x90 !/,
Bym. odcerHas Ne 1. ITeyaTs imdposas. Yo med. 1. 11,75
3akas 23328. Ilena cBo6ogHas
Ortnevarano B Tunorpadun Vaparensckoro Joma MVICUC
119049, . Mocksa, JleanHcKuii mp-T, 4, cTp. 1
Ten./dbakc: +7 (499) 236-76-17


https://www.misis.ru
mailto:izv.vuz%40misis.ru?subject=
https://www.misis.ru
https://powder.misis.ru

POWDER
METALLURGY

AND FUNCTIONAL
COATINGS

SCIENTIFIC AND TECHNICAL JOURNAL
FOUNDED IN 2007
SIX ISSUES PER YEAR

http://powder.misis.ru

ISSN 1997-308X
eISSN 2412-8767

MISIS

UNIVERSITY
OF SCIENCE
AND TECHNOLOGY

Founder:

National University of Science
and Technology “MISIS”

Address: 1 Bld, 4 Leninskiy Prosp., Moscow 119049, Russian Federation

http://www.misis.ru
Editor-in-Chief
Evgeny A. Levashov

Dr. Sci. (Eng.), Corr. Mem. of the RAS, Prof., NUST MISIS, Moscow, Russian Federation

Journal is included into the List of peer-reviewed scientific publications recommended by the Highest Attestation Commission
of the Ministry of Education and Science of the Russian Federation for publishing the results of doctoral and candidate dissertations.
Abstracting/Indexing: Scopus, Russian Science Citation Index (RSCI), Ulrich’s Periodicals Directory, VINITI Database (Abstract Journal).

Editorial Board

M. L. Alymov - Dr. Sci. (Eng.), Corresponding Member of the RAS, Merzhanov Institute
of Structural Macrokinetics and Materials Sciences of the RAS, Chernogolovka, Russia
A. P. Amosov - Prof., Dr. Sci. (Phys.-Math.), Samara State Technical University,
Samara, Russia

1. V. Blinkov - Prof,, Dr. Sci. (Eng.), NUST MISIS, Moscow, Russia

M. V. Chukin - Prof,, Dr. Sci. (Eng.), Magnitogorsk State Technical University,
Magnitogorsk, Russia

H. Danninger - Prof,, Dr. Sci., Vienna University of Technology, Vienna, Austria

B. Derin - Assoc. Prof,, Dr. Sci. (Phil.), Istanbul Technical University, Maslak,
Istanbul, Turkey

V. Yu. Dorofeyev - Prof,, Dr. Sci. (Eng.), South-Russian State Polytechnical University
(NPI), Novocherkassk, Russia

Yu. Estrin - Prof,, Dr. Sci. (Nat.), Monash University, Clayton, Australia

A. Ph. Ilyushchanka - Prof., Dr. Sci. (Eng.), Acad. of the NAS of Belarus, State
Research and Production Powder Metallurgy Association, Minsk, Belarus

Yu. R. Kolobov - Prof., Dr. Sci. (Phys.-Math.), Federal Research Center of Problems of
Chemical Pfysics and Medicinal Chemistry of the RAS, Chernogolovka, Russia

V. S. Komlev - Prof., Dr. Sci. (Eng.), Corresponding Member of the RAS, Institute of
Metallurgy of the RAS, Moscow, Russia

I. Konyashin - Prof., Dr. Sci. (Econ.), Element Six GmbH, Burghaun, Germany

Yu. M. Korolyov - Prof., Dr. Sci. (Eng.), Scientific and Technical Association “Powder
Metallurgy”, Moscow, Russia

D. Yu. Kovalev - Dr. Sci. (Phys.-Math.), Merzhanov Institute of Structural
Macrokinetics and Materials Sciences of the RAS, Chernogolovka, Russia

S. A. Kulinich - Assoc. Prof., PhD (Chem.), Tokai University, Hiratsuka, Kanagawa,
Japan

S. V. Kuzmin - Prof,, Dr. Sci. (Eng.), Corresponding Member of the RAS, Volgograd
State Technical University, Volgograd, Russia

V. P. Kuznetsov - Prof,, Dr. Sci. (Eng.), Ural Federal University, Ekaterinburg, Russia
Yu. V. Levinsky - Prof,, Dr. Sci. (Eng.) Merzhanov Institute of Structural Macrokinetics
and Materials Sciences of the RAS, Chernogolovka, Russia

A. E. Ligachyov - Prof,, Dr. Sci. (Phys.-Math.), Prokhorov General Physics Institute
of the RAS, Moscow, Russia

V. Yu. Lopatin - Cand. Sci., NUST MISIS, Moscow, Russia

A. A. Lozovan - Prof,, Dr. Sci (Eng.), Moscow Aviation Institute (NRU), Moscow, Russia

V. I Lysak - Prof,, Dr. Sci. (Eng.), Acad. of the RAS, Volgograd State Technical
University, Volgograd, Russia

A. V. Makarov - Dr. Sci. (Eng.), Acad. of the RAS, M.N. Mikheev Institute of Metal
Physics of the Ural Branch of the RAS, Ural Federal University, Ekaterinburg, Russia
L. L. Mishnaevsky - Dr. Habil. (Eng.), Technical University of Denmark, Roskilde,
Denmark

A. S. Mukasyan - Prof,, Dr. Sci. (Phys.-Math.), University of Notre Dame,

Notre Dame, USA

S. A. Oglezneva - Prof,, Dr. Sci. (Eng.), Perm National Research Polytechnical
University, Perm, Russia

R. Orrit - Prof,, Dr. Sci. (Eng.), University of Cagliari, Cagliari, Italy

1. B. Panteleev - Prof., Dr. Sci. (Eng.), St. Petersburg State Technological Institute
(Technical University), St. Petersburg, Russia

E. Peizhong - Prof., Dr. Sci., China University of Mining and Technology, Xuzhou,
PR. China

C. Pengwan - Prof,, Dr. Sci,, Beijing Institute of Technology, Beijing, PR. China

M. I Petrzhik - Dr. Sci. (Eng.), NUST MISIS, Moscow, Russia

Yu. S. Pogozhev - Assoc. Prof., Cand. Sci. (Eng.), NUST MISIS, Moscow, Russia

V. V. Polyakov - Prof,, Dr. Sci. (Phys.-Math.), Altai State University, Barnaul, Russia
A. A. Popovich - Prof., Dr. Sci. (Eng.)., Corresp. Member of the RANS, St. Petersburg
State Polytechnical University (National Research University), St. Petersburg, Russia
S. E. Porozova - Dr. Sci. (Eng.), Perm National Research Polytechnical University,
Perm, Russia

A. A. Rempel - Prof., Dr. Sci. (Phys.-Math.), Acad. of the RAS, Institute of Metallurgy
of the Ural Branch of the RAS, Ekaterinburg, Russia

E. Rustichelli - Prof., Dr. Sci. (Phys.), University of Marches, Ancona, Italy

S. D. Shlyapin - Prof,, Dr. Sci. (Eng.), Moscow Aviation Institute (NRU), Moscow,
Russia

D. V. Shtansky - Prof., Dr. Sci. (Phys.-Math.), NUST MISIS, Moscow, Russia

A.N. Timofeev - Dr. Sci. (Eng.), JSC "Komposite", Korolev, Russia

P. A. Vityaz’ - Prof,, Dr. Sci. (Eng.), Acad. of the NAS of Belarus, Minsk, Belarus

A. A. Zaitsev - Assoc. Prof., Cand. Sci. (Eng.), NUST MISIS, Moscow, Russia
Zheng YongTing - Prof., Dr. Sci., Harbin Institute of Technology, Harbin, PR. China
F. Zhengyi - Prof., Dr. Sci., Wuhan University of Technology, Wuhan, PR. China

Editorial Staff

Address: NUST MISIS,

1 Bld, 4 Leninskiy Prosp., Moscow 119049, Russian Federation
Phone: +7 (495) 638-45-35. E-mail: izv.vuz@misis.ru
Certificate of registration No. FS§77-27955 (12.04.2007)
Re-registration PI No. FS§77-79230 (25.09.2020)

\/QPM & FC ©NUST MISIS, Moscow, 2025

Articles are available under Creative Commons
Attribution Non-Commercial No Derivatives

Leading Editor: A.A. Kudinova
Executive Editor: O.V. Sosnina
Layout Designer: V.V. Rasenets

Signed print 21.10.2025. Format 60x90 '/,
Offset paper No. 1. Digital printing. Quires 11.75
Order 23328. Free price
Printed in the printing house of the MISIS Publish House
1 Bld, 4 Leninskiy Prosp., Moscow 119049, Russian Federation
Phone/fax: +7 (499) 236-76-17


https://www.misis.ru
https://www.misis.ru
mailto:izv.vuz%40misis.ru?subject=
https://powder.misis.ru

M3BECTMA BY3OB. [NOPOLIKOBAA META/INYPTUA
M ®YHKUMOHANDBHBIE MOKPbITUA. 2025. T. 19. Ne 5

CogepxaHue

Teopus n npouecchl GopMOBaHUS
W CMeKaHWs NOPOLIKOBbIX MaTepuanoB

KuszeBa A.I'., Kopocrenesa E.H., Cagponosa B.C.

CriekaHne U TePMOKHHETHIECKOE MOJICITHPOBAHIE

9BOJTIOINH COCTAaBa TEPMUTHBIX CMECEH B yCIOBHSIX
PETYIUPYEMOTO HATPEBA ...cevvenvrenreenteenieeeeenteeeeairesieesseenieenseenseenne 5

CaMopacnpocTpaHstowmmcs
BbICOKOTEMNepaTypHbIA CUHTES

Canun B.H., Uxopaukos /I.M., CuBakosa A.O.,

Kosauen /I.10., CuasikoB C.JI., [IanoBa M./I.

CHHTE3 BBICOKOOHTPOIIMUHBIX CIIABOB Ha OCHOBE

TyromiaBkux MetamioB Mo—Nb-Ta—(Cr, V, Zr, Hf)

MeTonamu IeHTpobexkHoi CBC-Metamtyprun

U UCCJICIOBAHUE X OKUCIUTEIIEHON CTOMKOCTH ....veevvereveneeensen. 17

YBaposa U.A., AmocoB A.Il.,

Turtosa 10.B., Epmomikun A.A.

[MpumeHenue noauTeTpadTOPITUIICHA B A3HIHOM
caMopacHpOCTPAHSIOIIEMCs BEICOKOTEMITEPAaTyPHOM

CHHTE3€ BBICOKOJMCIIEPCHOM CMECH KepaMUUYeCKUX

TOPOIIKOB TIN=SIC ....ccoeiiiiiiiiiiieeieieeee e 36

Tyronnaekue, kepaMuyeckue
¥ KOMNO3WULMOHHbIE MaTepuabl

Xazun MLJIL., AnakameB P.A., Anac B.E.
CTpyKTypa U CBOICTBA aJJFOMOMATPHYHOTO MaTrepuala,
YIPOYHEHHOTO YACTHLAMH KaPOHUIA IUPKOHU ....ovvenvenverenenenn 51

AnrtponoBa K.A., Yepkacosa H.1O.,

Aunexcanaposa H.C., Xa6upos P.P.,

Muaiep A.A., Aragpono M.IO.

BuusiHue TeMIeparyphl SJeKTPOHCKPOBOTO CIIEKaHHs

Ha CTPYKTYpPY ¥ CBOWCTBA aJFOMOOKCHHON KEPAMUKH,
COIEPIKAILCH TEKCAATIOMIHAT QAP «..c.veevvnvenrenrerereneeniesienneans 60

HaHocTpykTypupoBaHHble MaTepuansi
1 GYHKLMOHaNbHbIE MOKPbITUS

AdanacweB A.B., Beikos 10.0., Jledenes A.O.,

Mapkos A.B., lllapenxosa H.B., Jlarunkosa H.M.

IMokpeiTHe U3 KapOuaa TUTaHA I TpadUTOBOM

apMaTypbl BEICOKOTEMIIEPATYPHBIX MPOLIECCOB .....oevvevverereernenne 70

MaTepMaﬂbI U NMOKpPbITHUA, NoONTy4YaeMble
MeToAaMn afAUTUBHDBIX TEXHONOrUK

By6uenkos B.B., ’Kapmyxam6eto A.C.,

HBanos U.A., Hlapanos U.C., Beceako C.H.

[Noepermenne mnoTHOCTH OpUCTHIX CJIC-3aroToBOK

13 KapOua KPEeMHUS MTPOITHTKOM, THPOITH30M

U CHITALHPOBAHUEM ...evvvinvieiieniienieenieeteeateesteseeesseesesesseenseenseenees 80

@

POWDER METALLURGY
AND FUNCTIONAL COATINGS. 2025. VoL. 19. No. 5

Contents

Theory and Processes of Formation
and Sintering of Powder Materials

Knyazeva A.G., Korosteleva E.N., Safronova V.S.

Sintering and thermokinetic modeling of the phase

evolution in thermite powder mixtures under

controlled heating .........coceeeeiieieniinenirce e 5

Self-Propagating
High-Temperature Synthesis

Sanin V.N., Ikornikov D.M., Sivakova A.O.,

Kovalev D.Yu., Silyakov S.L., Panova M.D.

Synthesis of refractory high-entropy alloys

based on Mo—-Nb-Ta—(Cr, V, Zr, Hf) using

centrifugal SHS metallurgy and investigation

of their oxidation resiStance ..........c.cooevereirerieenierineneereeiene 17

Uvarova L.A., Amosov A.P.,

Titova Yu.V., Ermoshkin A.A.

Polytetrafluoroethylene-activated azide

self-propagating high-temperature synthesis

of a highly dispersed TiN-SiC powder composition ................. 36

Refractory, Ceramic,
and Composite Materials

Khazin M.L., Apakashev R.A., Adas V.E.
Structure and properties of an aluminum-matrix
composite reinforced with zirconium carbide particles ............. 51

Antropova K.A., Cherkasova N.Yu.,

Aleksandrova N.S., Khabirov R.R.,

Miller A.A., Agafonov M.Yu.

Effect of spark plasma sintering temperature

on the structure and properties of alumina ceramics

containing barium hexaaluminate .............cccceveverenenenenenene 60

Nanostructured Materials
and Functional Coatings

Afanas’ev A.V., Bykov Yu.O., Lebedev A.O.,

Markov A.V., Sharenkova N.V., Latnikova N.M.

Titanium carbide coating for high-temperature

raphite COMPONEGNLS ........euerviieiiieiiitiieerieeee e 70

Materials and Coatings Fabricated Using
the Additive Manufacturing Technologies

Bubnenkov B.B., Zharmukhambetov A.S.,

Ivanov I.A., Sharapov LS., Veselkov S.N.

Densification of porous SLS SiC preforms

through polymer infiltration, pyrolysis,

and liquid silicon Infiltration ...........c.cccceveverenenininicieeene 80



POWDER METALLURGY AND FUNCTIONAL COATINGS. 2025;19(5):5-16

N PM s FC Knyazeva A.G., Korosteleva E.N., Safronova V.S. Sintering and thermokinetic modeling ...

’0 Teopua u npoueccobl popMOBaHUA U CMEKAHUA MOPOLIKOBbLIX MaTepuanos
N\

Theory and Processes of Formation and Sintering of Powder Materials

YOK 536.421.5 HayyHnas cmambus
https://doi.org/10.17073/1997-308X-2025-5-5-16 Research article

©9ee

CnekaHue U TepMOKUHETUYECKOEe MoaeNnupoBaHue
3BOJIIOLUM COCTaBa TEPMUTHbIX CMEeCceM
B YC/IOBUSAIX peryMpyeMoro HarpeBa

A.T. Kussesa, E. H. KopocreneBa, B. C. Ca¢pponona”™

HHceTuTyT PU3NKH NPOYHOCTH M MaTepuasoBeneHus Cudupckoro oraenenus PAH
Poccust, 634055, . Tomck, ip. AkageMuueckuid, 8/2

&3 19627826013@yandex.ru

AHHoTayums. [IpoaHann3upoBaHo MOBEACHHUE MIPECCOBOK M3 cMeceil mopomurkoB MeTamios (Al, Ti) u mepepaboTaHHBIX OTXO/I0B METAJLIO-
obpabotku (Fe +Fe,O, + C) B ycnoBusx BaKyyMHOTO CIEKaHHMs IIPH PETYIMPYEMOM HAarpeBe JUIl MCCIENOBAHHMS BO3SMOKHOCTH
TOTyYeHUs in Situ METaJUIOMATPUYHBIX KOMIO3UIIMOHHBIX MAT€pPHallOB C YMPOUYHAIOMIMMU OKCHIHBIMU JacTuIlamMH. B kauecTBe
HCXOIHBIX MaTepUaliOB MCIOJIB30BAHBI MOPOIIKKA THTaHA W amoMHUHUA ¢ (pakmusamu d < 160 MM 1 <100 MKM COOTBETCTBEHHO,
a TakKe MOPOIIOK TepepaboTaHHOM CTPYKKM U3 cTamu pazMepoM MeHee 300 MkMm. B pesymbrare mpoBeJeHHOTO SKCIIEPUMEHTA
oOHapyXeH HEOTHOPOIHBIN (a30oBBIi cocTaB OOpa3OB, KOTOPBIH MCCIEJOBANN C MOMOIIBIO PEHTIEHOBCKOTO AudpaxroMeTpa
XRD-6000 ¢ CuK -u3my4eHHEM M ONITUIECKOTO MUKpockomna «Axiovert 200MAT». ITpoieMOHCTPHPOBAHO CYIECTBEHHOE Pa3InIHe
B TIOBEJICHUN CHCTEM Ha OCHOBE aTIOMHHHS U THTAHA: TIePBasi CHCTEMA XapaKTePU3yeTCsl IPKO BBIPAKCHHBIM TEPMUUECKHM TTHKOM,
a BO BTOPOIl — MpeBpalleHns] UAyT B CHOKOHHOM pexume. [Ipeqnoxkena TepMOKMHETHYIECKass MOAENb MPOIEcca, yUUTHIBAIOMIAL
CTaAUHHOCTh TMPEBPAIIEHNH 1T 00eUX CHCTEM. YUTEeHBI METAUIOTEPMUUECKHE PEaKIUH M Peaknuu oOpa3oBaHMS MHTEpPMETal-
maoB. JlaHa oneHka (GopMamTbHO-KHHETHIECKHM TapaMeTpaM PEeaKIfii ¢ MOMOIIBIO MOy IMIHpHIeckoro noaxoaa. Ilomydennsre
TapaMeTpsl KOPPEKTUPOBAIICH TPH CPAaBHEHHU C SKCTIEPUMEHTOM. MoJenb peann3oBaHa YUCIEHHO C MOMOIIBIO MOTYyHESIBHOTO
MeTona Dinepa. [IpoBepsnch 3aKOH COXpaHEHUS] MAacChl 1 HEM3MEHHOCTh YHCiIa aTOMOB. HauanmpHbI cocTaB 00pa3ioB B pacueTax
BapbHUPOBAJICA (32 CUET ydeTa MPUCYTCTBUS KHCIOPOAA, YIIEPOaa U COOTHOIICHHMS jKelle3a U OKCHIA JKelie3a B CTPYKKE) TaKUM
00pa3oM, 4TOOBI B Pe3yIIbTaTe CHHTE3a MOMYINTh COCTAB MPOAYKTOB, MAKCUMAIBbHO IPUOIMKEHHBIH K pe3yabTaTaM 3KCIIePUMEHTA.
[Momy4yeno kaueCTBEHHOE COOTBETCTBHE TEOPUH M SKCIEPUMEHTA.

KnioueBble cnoBa: MeTaJ’IJ’IOManI/I‘{HI)If/'I KOMIIO3UT, BAaKYYMHOC€ CII€CKaHHUEC, MCETAJUIOTEPMUYCCKUE pPEAKINUU, HHTCPMETAIUIBI,
TEPMOKHUHETUYCCKAA MOAECIIb

bnarogapHocTn: Pabora BhIMONHEHA 1O Tporpamme (yHIaMeHTaNbHEIX HaydHBIX Hccnepoannit UOIIM CO PAH: mpoekts!
FWRW-2022-0003 (Teopetndeckas yacts) # FWRW-2021-0005 (3xcriepuMeHTaIbHAs 9acTh).

Ana yntnposanus: Kuszesa A.T., Kopocrenesa E.H., Capponosa B.C. Criekanue u TepMOKHHETHIECKOE MOJCTUPOBAHNE SBOJIOLHN
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Sintering and thermokinetic modeling
of the phase evolution
in thermite powder mixtures
under controlled heating

A. G. Knyazeva, E. N. Korosteleva, V. S. Safronova®

Institute of Strength Physics and Materials Science, Siberian Branch, Russian Academy of Sciences
8/2 Akademicheskii Prosp., Tomsk 634055, Russia

&) 19627826013@yandex.ru
Abstract. The behavior of compacted mixtures of metal powders (Al, Ti) and recycled metalworking wastes (Fe + Fe, O, + C) during

vacuum sintering under controlled heating was investigated to assess the possibility of producing in situ metal-matrix composites
containing oxide strengthening particles. The starting materials were titanium and aluminum powders (particle size <160 pm and
<100 pm, respectively) and a powder produced from recycled steel chips (<300 pm). The resulting samples exhibited a heterogeneous
phase composition, which was examined by X-ray diffraction (CuK radiation, XRD-6000 diffractometer) and optical microscopy
(Axiovert 200MAT). A pronounced difference was observed between the aluminum- and titanium-based systems: the former exhi-
bited a distinct thermal peak, whereas the latter showed smooth temperature behavior without thermal spikes. A thermokinetic model
describing the multi-stage reactions in both systems was developed. The model incorporates metallothermic reduction and interme-
tallic formation reactions. Formal kinetic parameters were estimated using a semi-empirical approach and refined by comparison with
experimental data. The governing equations, including the heat balance equation and the system of kinetic rate equations, were solved
numerically using a semi-implicit Euler method, while mass conservation and atomic balance were verified. The initial composition
of the samples was varied in the calculations — accounting for oxygen, carbon, and the Fe/Fe,O; ratio in the steel-chippowder — to repro-
duce the experimentally observed product compositions. The calculated and experimental results showed qualitative agreement.

Keywords: metal-matrix composite, vacuum sintering, metallothermic reactions, intermetallics, thermokinetic model
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BsepeHue

CuHTE3 KOMIO3UTOB ¢ (POPMUPOBAHUEM YIIPOTHSIO-
IIMUX YaCTULl i1 Sifu NIPUBJIEKAET BHUMAHUE B IIOPOIIKO-
BBIX TEXHOJOTHUSIX B CBA3U C PA3HBIMU MPUIIOKECHUSIMU
JUISL a3pOKOCMHUYECKOH, aBTOMOOMIBHOW M 3HEpreTH-
YEeCKOW oTpaciieil MPOMBIIIIEHHOCTH, YTO BBI3BIBAET
00JBIION MHTEPEC CO CTOPOHBI PA3IUYHBIX TPYIIII
uccnenosareneif [1-4]. CrieKTp BO3MOXXHBIX ITOPOILIKO-
BBIX METAJUIOMAaTPUUYHBIX KOMIIO3UTOB BECbMa HIMPOK
KaK I10 COCTaBy MaTpPHILIbl, TaK U 110 HAOOPY YIIPOUHSIO-
mux (a3. Cpenu HAX 0COOBIA HHTEPEC MPEACTABISIOT
KOMIIO3MLIMM C XHMHYECKH B3aUMOJCHCTBYIOIIUMHU
IIOPOLIKOBBIMU KOMIIOHEHTaMU, PEaKLUUl MEXKIy KOTO-
PBIMU TIPUBOIAT K CHHTE3Y YHPOUHSIONNX (a3 in situ
B BUJE€ MHUKPOBKJIIOUEHHH. B 3HaunMTenbHON cTeneHu
3TO OTHOCHUTCS K CHHTE3Y TOPEHUEM C UCIIOJIb30BaHUEM
MeTajuloTepMuyeckux peaknuit [5—9]. Peakuuu storo
THUINA, KaK MPaBUIIO0, COMPOBOXKIAIOTCS 3HAUUTEIbHBIM
TEIIoBbIM 3P (HEKTOM, YTO CHOCOOCTBYET MOJAepriKa-
HHIO Tiporecca cuHTe3a. dopmupoBaHHe yHpOUHSIO-

6

IIMX YaCTULl HEMOCPEACTBEHHO MPU CO3JaHUU KOM-
MMO3UTOB OJIATOTIPUSATHO C TOYKH 3PCHHS 00pa3OBaHHUS
XOPOILIUX KOHTAKTOB MEXAY YacTULAMH M OKpYyxKe-
HueMm. OgHAKO HAJIMYHE B CMECH, B KOTOPOW BO3MOXKHA
peakius BOCCTAHOBJIEHHUS OJHOIO MeTaylla IPYTuM,
WHBIX KOMIIOHEHTOB MOKET CYIIECTBEHHO H3MCHHTH
MyTH peakluil BCIEACTBUE PAa3IUYHBIX YCIOBHMA
B3aUMOJICHCTBHS B Pa3HBIX JOKAIBHBIX 00bemax [10].

3ajaya cTaHOBUTCS Oosiee HEOJHO3HAYHOW, €CIH
OIMH W3 KOMIIOHCHTOB IOPOIIKOBON CMECH TPEICTaB-
ngeT co0Oi CIOXKHYIO KOMITO3UIMIO MeTain4ec-
KO OCHOBBI C OKCHIHBIMH BKJIIOUCHHSIMH, KOTOpas
OblJa MOJlydeHa B pe3ylbTare nepepadOTKU CTalbHOU
cTpyxkkwu [11].

B mnacrosmeii pabore wuccienyercss BO3MOXKHOCTD
MOTYYEHHSI METAJUIOMAaTPHYHBIX KOMIIO3UTOB U3 CMeCer
nopomkos Al-Fe,O,-Fe u Ti-Fe,0,-Fe (Bo3moxHo,
COZICPYKAIINX YITIEPO) B YCIOBHSX CIICKaHUS B BAaKyyM-
HOM Kamepe B COYETaHUU C TEOPETUUYECKHM OINHCAaHUEM
Ha OCHOBE MOJICTIH, YIUTHIBAIOIICH KHHETHKY OCHOBHBIX
peaKuuun.
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1. OkcnepuMeHT
1.1. MaTtepwuansl n MeToabl

PeanbHoe (a3zooOpa3oBaHHe B YCIOBUSAX BaKyyM-
HOTO CIIEKaHUSI C PEeryJIupyeMbIM HarpeBoM mpu
temneparype cnekanus 1173-1473 K ¢ Bwiaepx-
ko 60 MMH B IOpOILIKOBBIX MaTepuanax Ha OCHOBE
Ti-Al-Fe,O,/(Fe + C) 0bu10 HCCNENOBaHO HA TIpH-
Mepe CIEAYIONMX MOPOUIKOBBIX KOMIO3UIUN (U3
HECKOJIbKMUX BAPHUAHTOB COYETAHUS KOMIIOHEHTOB):
Al+ (Fe +Fe,0,+C) n Ti+ (Fe+FeO,+C). J[lna
MIPUTOTOBJICHUSI CMECEH MPUMEHSUIM MOPOLIKH THUTaHA
TIIII-8 (ocHoBHas Qpakmus d < 160 MKM) U aTIOMH-
Hus [1A-4 (d <100 mxm). Kak aHajmor KOMITO3UIHH
Fe +Fe,0, + C Obu1 HMCNONB30BaH MOPOIIOK MeEpepa-
OOTaHHOHM CTPY)XKH W3 cTand 45 pasMepoM He Oolee
300 MKM, XapakTepUCTUKH KOTOPOTO JIETAJHHO OIH-
canpl B pabore [11]. CooTHomeHHE KOMITOHEHTOB
B CMECSIX OBLIO PACCUYMTAHO TAaKUM 00pa3oM, YTOOBI ero
OBUIO JTOCTATOYHO KAk JJIsl PEaKIMH BOCCTAHOBJICHUS
(MeTayIOTepMHUM), TaK M A PEakuud 0O0pa3oBaHUS
HHTepMeTaUTUI0B. KonmnyecTBeHHBIN COCTaB UCCIeaye-
MBIX TIOPOIIKOBBIX CMECel mpencTaBieH B Tadi. 1.

Br160op nponopuumii A1 COCTaBOB € aJIFOMUHUEM CBS-
3aH C IMarpaMMOM COCTOSHUS TBOMHOM cuctembl Al-Fe.
IlepBbiii BapuaHT cOOTBETCTBYET oOnactu a-AlFe,, Bro-
poif — TpenMyIIeCTBEHHOI o0nacTé (a3sl Ha OCHOBE
ALFe u AlFe. O6a BapraHTa NpETIONararT SK30TEPMH-
YECKHE PeaKIIHH.

Cocras ¢ turanom Brimodan 75 % Ti u 25 % cTpyxku,
YTO OOYCIIOBIMBAET (OPMUPOBAHUE MATPUYHONH OCHOBBI
OyyIero KOMIIO3KUTA B BU/IE TBEPJOTO PACTBOPA JKene3a
Y KUCJIOPOJia B TUTAHE.

CTpyKTypHBIE UCCIEIOBaHMA OBbUTH MPOBEACHBI
C TMOMOILIBI0 ONTHYECKOW M PacTpOBOH DIEKTPOH-
HOM MHKpPOCKOIUH, a TaKke PEeHTreHo(a30BOro aHa-
nu3a (POA). bbuin ucnonb30BaHbl ONTHYECKUA MUKPO-
cxon «Axiovert 200MAT» (Carl Zeiss, ['epmanus), cka-
HUPYIOIIAN BIIEKTPOHHBIA MUKpockorn «Mira 3LMU»
(Tescan, Uexusi), pEHTTCHOBCKUE JU(DPAKTOMETPHI
XRD-600 (Shimadzu, SAmonust) u JIPOH-8 (Poccust)
¢ CuK -uzmyvenueMm. Ananu3 (a3oBoro cocrasa Hpo-
BeZIcH ¢ mpuMeHeHueM 0a3 maHHbiX PDF 4+, a Takxke
mporpamMmbl  IoTHONpoduisHOro aHanuza POWDER
CELL 2.4.

Puc. 1. MukpocTpykTypa nepepaboTaHHOi CTPYKKH U3 cTanu 45
HOCITe TIPOLIEAYP OKUCICHHUS U IPOOITCHHS

CaeTiast 00acTh — cTajibHas cepaleBrHa,
TEMHast — CJIOM U3 OKCHIOB JKeie3a

Fig. 1. Microstructure of the recycled steel 45 chips
after oxidation and crushing

Light areas correspond to the steel core, dark areas to the iron oxide layer

Cornacao uccinenoBanusim [11], okuciennas B Boze
CTpPY)KKa IMOCIIC U3MEJIBUCHHS MPECTaBIsACT co00i Ha-
00p (PparMeHTOB-4ACTHI] C KEIC3HOW CEePIICBUHOM, TIe
pacTBOpeH yriepos (MpearnonokuTensHo ~1,5 mac. %).
Hecwmortps Ha TO, uTO, IO MaHHBIM PDA, cTpyx)Kn Kap-
OMIHBIX (a3 He ObLIO OOHAPYKEHO, HAMYHE YIIIepoja
B YaCTHIAX CTAJBHOHW CTPYKKH OTMEYACTCS IO PE3yib-
TaTaM JHEPrOJUCIEPCHOHHOTO MHKpoaHamu3a. OueHka
COZIEpIKAHUS YIIIepoa ¢ UCIOIb30BAaHHEM aHAIHM3aTopa
razoBeix mpumeceid LECO ONH-836 (CIIA) moka3zana
mmpokuii ero pasdpoc (ot 0,8 mo 1,6 mac. %) 3a cuer
3HAYUTEIIBHOW HEOJHOPOMHOCTH (hparMeHToB oOpa-
OOTaHHOHN CTAJBHOW CTpyKKH. Ha MOBEpXHOCTH STHX
YaCTHI[ PACIOJIOKEHBI OOIIMPHBIE OO0JACTH OKCHIOB
xeneza Fe 0,/Fe,0,/FeO [11], konnmuecTtBO KOTOPBIX
MoxkeT nocturath 50-70 %. OxcupHble clou JIOKaIH-
3yIOTCSl HEpaBHOMEPHO (pHcC. 1), M03TOMY B3aUMOAEUCT-
BUEC YaCTULBI CTPYKKHU C MOPOIIMHKAMU aJTFOMHUHUS U
TUTaHa OyIeT ONMPEJeNAThCS TeM, C KaKOW ee JIOKaIbHOM
00JIacThIO MIIM CTOPOHOW OHM KOHTAaKTHPYIOT. B Taxmx
CMECSX ONHOBPEMEHHO OYIyT KOHTaKTBI CO BTOPBIM
KOMIIOHEHTOM W YHCTOTO keJie3a (YIIIepoAnCTOH cTanm),
U €r0 OKCHJA.

Tabaunya 1. CocTaB Hcc/leyeMbIX IOPOIIKOBBIX cMeceii, mac. %

Table 1. Composition of the investigated powder mixtures, wt. %

. IepepaboTanHast CTajgbHast CTPYKKa
Cmech Cocran Ti Al (Fe + Fe,0, +C)
- 25 75
1 Al + (Fe + Fe,0, + C)
- 60 40
2 | Ti+(Fe+Fe,0,+C)| 75 | — 25
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1.2. PesynbTaTbl aKCNepUMEHTabHbIX
nccnenoBaHum

B pesynprare mpoBeneHHOTO HKCIIEPUMEHTA B YCIIO-
BUAX BaKyyMHOro crekauus mpu 7, = 1273 K B xomro-
sunuax Al + (Fe + Fe,O, + C) obenx nponopuuii oOHa-
PYKEeH CIOKHBIH (a3oBsIii coctas [12]. [IpeaBapurensHo
CIPECCOBaHHBIC OOpA3Ibl M3 CMECH IOPOIIKOB AJF0-
MUHUSL ¥ U3MEJIBUCHHOW OKUCICHHOU CTPY>KKH TEpPsUIN
CBOKO (hOpMY M pazJieTajiCh Ha OTIENIbHBIC (PParMeHTHI.
BriOpaHHbIe yCIOBUSI CIICKaHUS OBUTH JTOCTATOYHBI LIS
WHUIMAPOBAHUS KOMIUJIEKCA pEaKIHid, B pe3yibrare
KOTOPBIX B IPOIYKTE ObUTH C(HOPMUPOBAHBI HHTEPMETATI-
manel Tpynnbl Fe—Al u okcunble yacTuiel. B cocrase
IPOIyKTa OOHAPYXKEHO OCTATOYHOE (HEIpopearrnpoBaB-
miee) xene3o (puc. 2). Kuciaopon mpakTHYecKd B IOJTHOM
00beMe MHUTPHUPOBAT U3 OKCHAOB JKeJe3a B allFOMUHHN
¢ obpasosanuem Al O;. bombmyro wacte o6bema mpo-
nykra 3anuman FeAl.

[Ipn yBenwueHnu comepKaHus ANTIOMHHHS B IIpec-
COBKE B MPONYKTaX B3aHMMOICHUCTBHS 3a(HKCHPOBAHO
3HAQUUTENFHOE KOJMUYCCTBO OCTAaTOYHBIX HENpopeart-
POBaBIINX KOMIIOHEHTOB, YTO CBSI3aHO C YMCHBIICHUEM
CYMMapHOTO Ter1oBoro 3ddekra peakiui.

Bropoii coctas — Ti + (Fe + Fe,0, + C) — sBnsercs
MEHee 3K30TepMHUYHBIM. Tak Kak pacTBOPUMOCTD JKeJe3a
B -THTaHEe TOCTHTAeT MaKCHUMAIBLHOTO 3HaueHus 22 at. %
npu 7; = 1358 K u camxaercs n10 0,34 ar. % B o-TuTaHe
IpU yMEHbLIEHUH Temmeparypsl 1o 673 K, npenrnona-
rajoch, YTO 4acTh jkene3a OyJaeT B3aMMOICHCTBOBAThH
C TUTAHOM C 00pa30BaHUEM HHTEPMETAILTHIOB. [Ipu aToM
OXHJAJIOCh, YTO TUTaHA OyAET JOCTATOYHO U JUIS B3aH-
MOJCUCTBHSL C OKCHIHBIMH BKIIFOUCHHSMHU B ITOPOIIKE
nepepaboTaHHON CTPYKKH. [Ipu dKCIIEpUMEHTaIbHBIX
HCCIIEZIOBAaHUAX YCTAaHOBIIEHO, YTO MIOPOLLIOK U3 Mepepa-

Puc. 2. MukpocTpykTypa (parMeHTa ClIe4eHHOTO MaTepHraa
25 % Al+75 % (Fe + Fe,0, + C)

Fig. 2. Microstructure of a fragment of the sintered material
25 % Al +75 % (Fe + Fe,0, + C)

OOTaHHOHN CTPYXKKH TIPHU B3aUMOJCHCTBHH C IOPOIIKOM
tutana B cocrage Ti + (Fe + Fe,0, + C) nemoncrpupyer
Xopolee CIeKaHnue ¢ MPEUMYIIECTBEHHBIM TU((Y3HOH-
HBIM B3aHMOJICHCTBHEM C KEJIe30M U MUTPALUCH KHUCIIO-
poza 13 OKCHa JKelle3a B THTAHOBYIO OCHOBY. He mckitio-
YEeHO, YTO IPHUCYTCTBYIOIIUI B CTPYXKKE YIJIEPOI CIIO-
COOCTBYET CIIEKaeMOCTH MAHHON KOMITO3HIMHU 3a CYET
cBoell mud¢dy3un B THTaH. [I0CKOIBKY €ro KOIU4ecTBO
HE3HAYMTENIbHO, TO KapOua THTaHa He (QopMupyeTcs
B TOM KOJIIMYECTBE, KOTOPOE MOXKHO 3apETUCTPHPOBATH
merogoM P®DA. B3aumoneiicTBue CcBOOOIHOIO KeJiesa
C TUTAaHOM B TIPUCYTCTBUH OKCHIHBIX BKJIIOUYCHUHA HE
MpenaTcTByeT MU Py3un KOMIOHEHTOB. B 3aBrcUMOCTH
OT TEeMIIepaTyphl CIICKAaHHsS BO3MOXEH pa3HBI HaOOp
(a3 m UX KOIMYECTBO, HO BO BCEX CIydYasX MPEUMY-
IIECTBECHHO (DOpMHpPYETCsl TBEPIBI pacTBOP Ha OCHOBE
tutaHa (puc. 3). [lpu HU3KUX TeMIeparypax B Mpo-

Puc. 3. MuKpOCTPYKTYpa CIIeYeHHBIX [IPECCOBOK
u3 cmecu 75 % Ti + 25 % (Fe + Fe, 0, + C)
npu Temneparypax 7, = 1173 K (a) u 1473 K (6)

a: I — obnacTh OCTATKOB KeJie3a C OKCUIHBIMU BKITFOUCHHUSIMH;
2 — o-Ti nepemenHoro cocrasa ¢ BKmodeHusiMu TiFe;
0: 1 — o-Ti mepeMeHHOT0 cocTaBa ¢ PACTBOPEHHBIMH JKEJIE30M U KUCIIO-
ponom, nebonbmmmu Bkmoderusamu TiFe, umn TiFe; 2 — o6nactu o-Ti,
00€e/THEHHBIE KETE30M ¢ HEOOIbIMMH BKIouerusamu Ti,Fe

Fig. 3. Microstructure of sintered compacts from the mixture
75 % Ti+ 25 % (Fe + Fe,O, + C) at temperatures
T.= 1173 K (a) and 1473 K (0)

a: 1 —regions of residual iron with oxide inclusions;
2 — o-Ti of variable composition with TiFe inclusions;
0: 1 — o-Ti of variable composition with dissolved iron and oxygen,
with small TiFe, or TiFe inclusions;
2 — a-Ti regions depleted in iron with small of Ti,Fe inclusions
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IlyKTax OOHApYXKEHbl HECTEXMOMETPHUUYECKUH OKCH]I
Ha ocHose TiO, (18 mac. %) u ocTaTku OKCHJa Kejles3a
FeZO3 (32 mac. %), BXOASIIEro B COCTaB YaCTHUIl CTallb-
HOU cTpyKKH. JKene30 U3 3TUX YacTHUI] B3aUMOJICHCTBYET
C TUTAHOM, 4TO MIPUBOIMT K 00pazoBanuro 10 20 mac. %
skBuaroMuoro uarepmeramuuaa TiFe. [Ipu Oonee Beico-
Koit Temmeparype cnekanus (1473 K) nenpopearnposas-
X KOMIIOHCHTOB yX€ HE OCTaeTcs u (HOPMHUPYIOTCS
JIBa BHJIa TBEPJBIX PACTBOPOB Ha OCHOBE O-T1 ¢ pa3HOM
KOHIICHTpAIFell paCTBOPCHHBIX B HEM Keje3a M KUCIIO-
poza; TaM e 00HAPYKUBAIOTCS HEOOIBIINE BKITIOUCHHS
Ti,Fe, TiFe, umu TiFe. B xasectBe oTmenbHOH (hasbl
OKcUABI He (PUKCUPYIOTCS (CM. puc. 3).

[Tonmy4ennsie B pabotax [13; 14] nanHbIe MOCTYX UK
OCHOBOM JIsi MOCTPOCHHS TEPMOKHMHETHYECKHX MOJIe-
e, YIUTHIBAIOIINX CTaAUHHOCTH (ha3000pa30BaHusI.

2. Mopenb cnekaHus
C AeTalbHOU KUHETUKOM

2.1. banaHc Tenna

B TepMokMHeTHYECKOM MOAENN  yUHUTBIBAETCS
U3MEHEHHE TEMIIEpaTypsl oOpaslia BCIECICTBHE PETy-
JUPYEMOro BHEIIHErO HarpeBa M TEIUIOBBLACICHHUS
BCIEACTBUE XUMUYEeCKUX peakuuil. Ilpennonaraercs,
4TO BCIEACTBUE MAJOCTH pa3MepoB oOpasla pacrpe-
JICJIEHUEM TEMIIEPaTyphl 0 00bEMY MPECCOBKH MOXKHO
npeHebpeub. OLIEHKH, MOATBEPKIAIOIINE TaKyH BO3-
MOXXHOCTB, JlaHbl B pabote [15]. YpaBHeHue OasaHca
TEIIa UMEET BU]|

vep L —yw, +oeS(T) ~T*)-aS(T-T,), (1)

dt
rne T — temneparypa; t — Bpems; V' u S — o0beM | 1U10-
I11a/1b TOBEPXHOCTH IPECCOBKU; ¢ U P — TEIFIOEMKOCTb
U TUIOTHOCTh CNIPECCOBAHHOM CMeCH TOpOIKoB; W, —
CYyMMapHO€ XMMHYECKOe TEeIUIOBBIICNICHUE; G — TIOCTOSH-
Hast Credana—bormpriMana; € — CTENeHb YEPHOTHI
MOBEPXHOCTH TPECCOBKH; 0 — KOI(P(HUIUEHT TEIIo00-
MeHa (B BaKyyMe MOXHO TIPHHSATH PaBHBIM Hymi0); T, —
TEMIIepaTypa OKpYXKarolie cpeabl (eclnu HEoOXOAUMO
VYHTBHIBAThH TEIUIOOOMEH 110 3aKOHY HbroTOHA).

Temneparypa cTeHOK BakyyMHO#H Kamepsl 7', u3Me-
HSCTCS TI0 THHEHHOMY 3aKOHY:

T,=T,+tat,ecru T<T,

T,=T,ecuT>T, 2)

IJI€ @ — CKOPOCTh HAarpesa; I, — TeMIeparypa CrieKaHus.

[Monaraem, uyro B uHrtepsane remmeparyp 7 . -T
UMEET MECTO IIABIEHUE, NMPH KOTOPOM JOJS SKUAKOU
daspi (n, ) usmensercs or 0 1o 1:

Tabnuya 2. Temnepatypsl IUIaBJIeHUS HCXOAHBIX Bell[eCTB
U HEKOTOPBIX MPOIYKTOB

Table 2. Melting points of the starting substances
and selected reaction products

Marepuan T,K Marepuan T,K
Al 903.3 Ti-Al" 1513-1733
Fe 1811 Ti-Fe* 1273-1723
Ti 1941 Al-Fe” 825-1583
Fe,O, 1838 FeAl,O, 1713
ALO, 2345 Ti,FeO, -
TiO, 2116 TiC 3473
* IHTepMETaUUIBI 3TOM TPYIIIIbL.
** HeycToiunBoe coequHeHne, KOTOPOE PacIagaeTcs
1o Havana rutasienus (npu 7= 1273 K).

N, =0mnpu 7 <7,

min *
2

T-T.
n = min nmpu 7. <T<T,__, 3)
Tlnax - Tmin

n=lopu7T>T_. .

B namem cinyyae 7. COOTBETCTBYET MHHMMAJILHOM
13 TEMIIEPaTyp IJIABJICHHUS PEareHTOB U MPOLyKTOB peak-
uui, a T — MakCUMAabHOW M3 TEMIIEPATYP IIaBJICHHUS
(Tadi. 2) BBIOpaHHON CHCTEMBI.

V3meHenme TEIIOEMKOCTH B HHTEPBAJIC TEMIICPaTyp
IJIaBJICHUS COOTBETCTBYET 3aKOHY

i O
C{C’ﬁ%%)(l—m)ﬂmp “4)

rIe ¢g — TEIIOEMKOCTh CMECH B TBEpHOH ¢ase, ¢, —
TEIUIOEMKOCTh CMECH B JKUKOH (ase; O — apdexTus-
Hasl CKpbITasl TEIUIOTA TUTaBicHus, J/Moib; m — cpen-
HSsl MOJISIpHAsi Macca CMECH pEareéHTOB M IPOTYKTOB
peaKuum.

TennoBbIIeNIeHNE XUMHUUECKUX PEaKUii HaX0 UM 10
(hopmyie

Wa = iQi(Di’ (5)
i=1

[JIe 1 — KOJIMYECTBO peakiuii; O, — CKOPOCTH PEaKIuii;
O, — TennoBbie PPEKTHI PEAKIHA.

2.2. Mopenb agonoumm ¢a3oBoro
COCTaBa B NPOLecce CrekaHus

IlockonbKy JeTanbHbIE MEXaHHW3M OOJIBIIMHCTBA
peakuuii ¢ y4acTHEM TBEPABIX BELLECTB, KaK IIPaBUIIO,
HEM3BECTEH U CTAJUSIMU PEaKLUH SIBISIOTCS Pa3sHOO00-
pasHble (pU3UYECKHE MPOLECCH, TO Hanboiee KOPpeKT-
HBIMH OKa3bIBalOTCS MOJEIU C pPEoyLUPOBAHHBIMH

9
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XMMHYECKUMH CTAIHAMH, KOTOPBIC YUUTHIBAIOT (hopMH-
pOBaHME HAOIIOJAEMBIX B SKCIIEpUMEHTE (ha3.

B cucreme ¢ amomuHHEeM (KOTOPBI B 3TOH cuc-
TeME UMEET CaMyl0 HHU3KYI TeMIeparypy IJIaBICHUS)
0’KU/IA€TCsl, YTO OCHOBHOM 3K30TEPMUYECKOM peakuueit
OyzmeT peakiys BOCCTAHOBICHUS jkelle3a M3 OKCHIA
AJTIOMUHUEM:!

2Al+ Fe,0, = ALO, + 2Fe. )

BoccranoBienHoe Kene3o gajee pearupyer ¢ u30bl-
TOYHBIM AIIOMHUHHEM € 00pa30BaHHEM HHTEpMeTasUThI-
HBIX (a3. [loCKONBKYy OCHOBHBIE PEaKIUH OCYIIECTB-
JISIFOTCSI ¢ BBICOKHM TETUIOBBIM Y(P(PEKTOM, TO COOCTBEHHO
nporuece (pazo00pa3zoBaHUs TODKEH MIPOTEKATh MPEHUMY-
[IECTBEHHO B JKUIKOH (paze M COMPOBOXKIATHCS IOSBIIC-
HueM criekoB [ 16]. Onnako, B coorBeTcTBuH € [17], HEmno-
CPEICTBEHHO B3aUMOJACUCTBUIO QJIIOMUHUS M OKCHJA
KeJe3a B IPOLECCe TOPEHUS MPEALISCTBYIOT CTaIud
yacTuyHoro pasinoxenus Fe, 0O, — Fe,O, — FeO. As-
Topamu [17] oOHapyXeHBI TOHKHE IJIACTUHKH OKCHIA
FeAl,O,, monyyaromuecs B pe3yJbTaTe B3auMOACHCTBHS
FeO ¢ amop¢noii mienkoi AlO;, Bcerna npucyTCTBYyO-
1ieil Ha aIOMUHHHU:

FeO + ALO, — FeALO,. (I1)

3ametum, uto okcuabl FeAlL, O u FeAl,O, wacro
obpasytorcst B cucteme Al-Fe,O;, uro HeGnaronpusTHo
JUTsl BOCCTAHOBJICHHUSI OKCHA KeJie3a, 0COOCHHO B TIPH-
cyrcrun okcuna Al,O, [18].

[Ipu B3aumonericTeuu Al u F6203 HENb3s1 UCKI0YaTh

M CTaIUIo

2Fe,0, — 4Fe0 + 0, (111
C HOCJ'IGIIy}OIHI/IM OKHUCJIICHHUCM AJIFOMUHUA.
2000
a
1800 F
1600 |- L
S
& 1400 Y>>*
=
-Al 5 —_
1200 “ 2= =
ERIS|S
1000 + =
800
1 1 1 1 1 1 1 1 1
0 10 20 30 40 50 60 70 80 90 100

Al, mac. %

4Al1+30, =2AL0;. Iv)

Ha nuarpamme coctostaus Al-Fe nmeercst HECKOIBKO
uHTEepMETAITHAHBIX (a3 (puc. 4). duarpamma cocrtos-
HUS ObLTA TOCTPOCHA B OTKPBITON BEPCHUHU IPOTPAMMHOTO
makera Thermo-Calc Software Ha ocHOBe 0a3bl TaHHBIX
TCBIN: TC Binary Solutions v1.1.

OO0pa3oBaHHEe WHTEPMETAJUTUAHBIX (a3 COOTBETCT-
BYET peaKIusiM

Al + Fe = FeAl, V)
FeAl + Al = FeAl,, (VI)
FeAl + 2Fe = Fe,Al, (VID
FeAl, + Al = FeAl,, (VIID)

FeAl, + FeAl, = Fe,Al. (IX)

WNutepmerannun AlFe Ha nuarpamme He ykasaH,
OJJHAKO M3BECTHO, YTO OH 00pa3yeTcs B pe3yibrare
ynopsimouenns o-Fe. Fe Al sBnsercs meractabuib-
HBIM COEIMHEHHUEM, KOTOPBIA MOSABISETCS B PE3Ylb-
Tare (Ha3oBOTO IPEBpAIICHUS BTOPOTO IOPSAKA
n3 FeAl [19]. [lpucyrcTBytomuii B 00paboTaHHOM
CTPYXKKE yIIepoa MOr OBl y4yacTBOBAaTH B CHHTE3€
kapbuna amomunus (Al,C;), HO pexuM crexaHus
U COCTaB IOPOIIKOBOW KOMITO3WIIMM HE MOTYT obec-
MeYuTh TpebyeMoe KOJUYECTBO yIviepoaa U TemIiepa-
TypHBIC yCJIOBHS, HEOOXOIMUMBIE /I HHUIIMUPOBAHUS
COOTBETCTBYIOIIEH peakLuu.

Bo Bropom ciyuae (cucrema Ti-Fe,O,~Fe-C) nau-
0ollee JIETKOTUIAaBKUM SIBIIIETCS kKeyie30 (cM. Tadum. 2).
ABtopsl [20] yTBEpKIalOT, 4TO TEPMUTHAs peaKLUs
TifFeZO3 BKJIFOYAET HECKOJBKO CTAAMU — TaKUX, KakK
Boccranosienue Fe,O, mon neiicteuem Ti ¢ obpa-
soBanueM ¢a3 Fe u TiO,, a 3atrem Qopmuposanue
MHTEPMETAIIMYECKOH MeTactabunbHoi daser Ti,Fe.

2000

1800

1600

a-Al

TiFe,

1400

B-Al ~TiFe

1200

1000

800 & 1 1  TioFe+ Tife, 1 I | |

0 10 20 30 40 50 60 70 80 90 100

Fe, mac. %

Puc. 4. [luarpammsr coctostaust Al-Fe (a) u Ti—Fe (6)

Fig. 4. Phase diagrams of the Al-Fe (a) and Ti—Fe () systems
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C yderoM YacTUYHOTO Pa3JIOKEHHUS OKCHIA JKenesa,
INPUCYTCTBUSA B CMECH yriaepoga M 00pa3oBaHUA
HHTEPMETAJUMIHBIX (a3 (puc. 4, 6) cucreMa peakuui
MPHUMET CIIeTyIOIUi BUI:

3Ti + 2Fe,0, = 3TiO, + 4Fe, )
Ti + Fe = TiFe, (1)

TiFe + Ti = Ti,Fe, (1)

TiFe + Fe = TiFe,, (IV')

Ti + C = TiC, (V')

2Fe,0, — 4Fe0 + 0,, (VI')

Ti + 0, = TiO,, (VIT)

TiO, + Ti,Fe = Ti,FeO, . (VIII')

O06o03HaueHUsT KOHIIEHTPAIIHI (Ck) BEIIECTB I
Ka)JI0l CHCTEMBI MPENICTaBICHBI B Ta0I. 3 1 4.

Jns xaxnooil cucTeMbl peakuuii MOXKHO 3alKcarh
KHHETUYCCKHE YPaBHCHHS BUJIA

TJIE V,, — CTEXMOMETPHIECKUE KOIPGUIHMEHTHI KOMITO-
HEHTA Kk B PEAKILUH [; ¥ — YUCII0 peakuuii, @, — ckopocTn
peakuuii. [lamee monaraeM, 4YTO CKOPOCTH pEaKIMi
3aBHCAT OT TEMIIepaTyphl MO 3aKOHY AppeHuyca, a oT
KOHILICHTPAIIM — B COOTBETCTBUH C 3aKOHOM JIEHCT-
BYIOILIUX Macc:

@, =k ]C. (7)
k

3,I[CCL nki — IOKa3aTrejin CTCIICHU, PAaBHBIC 10 abCOITIOT-
HOM BEJIWYUHE COOTBCTCTBYIOIIUM CTCXUOMCTPUYICCKUM

ko3 unmeHTam;
E.
k. =k,exp| —= |,
i i0 p [ RT )

e k) — TPEIdKCIIOHEHIMANbHBIE HAKTOPBI; £, — 9HEP-
MM aKTUBAallUM peakuuii; R — yHHMBepcallbHas razoBast
noctosiHHasA. s Bcex peakuuid BhIpaKEHUS AJS CKO-
pocTeli ipeicTaBIeHbI B Ta0M. 5.

Takum oOpa3oMm, Ans NMEpPBOH CHUCTEMBI HaM Tpe-
Oyercs 27 (GopManbHO-KHHETHYECKUX MAPAMETPOB K, ,
El., Ql,, a st BTopoi — 24. Bocmnoias30BaThesi UMEIOIIN-

®)

dac . .
7" = ZV PO (6) MHCA NaHHBIMM IO TIapaMeTpaM CyMMApHBIX PEaKINU
L4 st cmecelt, Tunuanbix st CBC [21], He mpexacras-
Tabamya 3. O603HaYeHHs] KOHLEHTPAaI Uil Tabaunya 4. O603Ha4YeHNs] KOHLIEHTPALUii
nas cucrembl Al + (Fe + Fe,0,) aas cucrembl Ti + (Fe,O, + Fe + C)
Table 3. Concentration designations Table 4. Concentration designations
for the Al + (Fe + Fe,O,) system for the Ti + (Fe,O, + Fe + C) system
Bemectso | Konnentpanus | BemectBo | Konuenrpanus BemectBo | Konunentpanus | Bemectso | Konnenrtpanus
Al C, Fe,Al, C, Ti o TiFe, C,
Fe G, Al,O, Cq Fe G, TiC Cq
FeAl C, Fe,O, G, Fe,O, (@ FeO C,
FeAl, C, FeO Cy TiO, C, o, Co
Fe Al C 0, c, TiFe C Ti,FeO, c,
FeAl, Cs FeAl,O, c, Ti,Fe Cs

Tabnnya 5. CkopocT peakuuii

Table 5. Reaction rate expressions

CucreMa ¢ aJIFOMUHUEM CKOpOCTI: peakuu Cucrema ¢ THTAHOM CKOpOCTI: peakuu

1) Al + Fe = FeAl ®, =k,C,C, 1) 3Ti + 2Fe,0, = 3TiO, + 4Fe @, = kCC?

2) FeAl +Al = FeAl, ®, = k,C,C, 2) Ti + Fe = TiFe ®,=k,C,C,

3) FeAl + 2Fe = Fe Al @, = kC2C, 3) TiFe + Ti = Ti,Fe @, = k,C,C,

4) FeAl, + Al = FeAl, ®,=k,CC, 4) TiFe + Fe = TiFe, D, =k,C,C,

5) FeAl, + FeAl, = Fe Al @, = k,C,C, 5)Ti+C=TiC ®, = k,C,C,

6) 2A1 + Fe,0, = ALO, + 2Fe @y =kC2C, | 6)2Fe,0, — 4FeO + 0, D = kCs

7) 2Fe,0, — 4Fe0 + O, ®,=k,C? 7) Ti+ 0, =TiO, @, =k,C,C,

8) FeO + AL O, = FeAl,O, ®,=kC,C,, | 8) TiO, + Ti,Fe = Ti,FeO, @, = k,C,C,

9) 4A1 + 30, = 2AL,0, @, = kyC\'C;,

il
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nsieTcst BO3MOKHBIM. OJIHa M3 MPUYUH — CYIIECTBCHHAS
3aBHCHMOCTh IapaMEeTPOB OT croco0a OompeiesneHus,
BHJa 00pabOTKH CMECH, CKOPOCTH Harpesa u T.14. Jpyras
MIpUYUHA — OTCYTCTBHE AAHHBIX JJIsl OOJIBILIMHCTBA CTa-
nui. Jlaxke aist OMHOM M3 caMbIX HMCCIEIOBAaHHBIX Tep-
MUTHBIX cMecel (Al-Fe,O,) naHHble pasHbIX aBTOPOB
MIPOTUBOPEUYUBHI [22], BKIIOYAsl SHTAJIBIUU PEAKIUI.
Hampumep, mos peaknuu (VI) B cucteme ¢ allfoMUHAEM
u3 [23] umeem: AH =—-851,4 xJIx/mMonb, a u3 [16] cie-
nyet AH =~ —752 xJI)/Mob.

OHTPOIIMY U DHTAJBIMM pEaKUUil HaXOAWIM C IO-
MOILBIO 3aKoHa [ecca:

0o _ 0 0
AH 44 = z Vi AH 59 — z Vi AH ., ©)
products reagents
ASs = D VS — D VuAS) (10)
298 = k59298 kiB9298>
products reagents

TIe MEepBHIC CllaracMble B MPABBIX YACTAX YpPaBHEHHU
SIBIISIFIOTCSL CYMMOH IapaMeTpoB MPOIYKTOB pPEaKIIvH,
a BTOpBIC — CyMMOH ITapaMeTPOB UCXOTHBIX COCTIHEHHH.
OpHako He JJIs BCEX COSIMHEHHWH €CTh 3HAYCHHS DTHX
BENWYMH B juTeparype. [lo 3Toit mpuumHe Ui npeasa-
PHUTENbHON OIEHKH (hOpPMANBHBIX MapameTpoB (Tadi. 6)
UCIIONB30BANCh TPUONKEHHBIC IOy IMIIHPHICCKHE
MeTO/Bl. MeTo[MKa OIIEHKH IapaMeTpoB TOApoOHee
H3JI0kKeHa B padote [15].

3amaua s KaKI0W cucTeMbl (KoTopas Bkiodaia 10
n 9 oObIKHOBEHHBIX IU(D(EepeHINANTBHBIX YPaBHEHHUN
Buaa (6) AN CHCTEM C ATFOMHHHUEM M TUTaHOM COOT-
BETCTBEHHO W ypaBHeHuWe Oamanca terma (1)) permena
YUCIEHHO C WCIOJIb30BaHUEM IOTYHESBHOTO METO/Ia
Oiinepa. B kaxaoM pacdere mpoBepsUICs 3aKOH COXpaHe-
HUSl MacChl U 3aKOH COXPaHEHHS YMCiia aTOMOB. Pacyer

0
TIPOBOJIICS TIPH TIOCTOSTHHBIX 3HAYEHUAX ASSoe 11 AH yoe.

JlaHHble 110 MOpsIKaM peakLUil KOPPEKTUPOBAIUCH IIPU
YHCJIEHHOM pelleHud. [l nepBoi CUCTEMbI MOTYy4€eHO:

ko, = 1017, k= 102, k= 3:102, k, = 102,
kos = 102, ko = 8-10%, k) = 6-10'5,
ko = 1015, oy = 10% ¢,

s BTOpOM CHUCTEMBI KOPPEKTHPOBKa 3aTpOHYJa
JIBa TIPEIPKCIIOHCHTa W DJHEPTHI0 aKTHBAIIMH OJHOU
peakuuu:

kys=3-10" ¢, ky = 6102 ¢!,
E, =150 255 Jlx/mMonb.

KoppeKkTupyomuii MHOKHUTENb, €IMHBIA JUIS BCEX
pEeaKIui, U1l CUCTEMBI C ATFOMUHUEM OKA3aJICs PABHBIM
107", a s cuctemsl ¢ THTaHoM — 7,5-10713. Kpurepuem
BHIOOpA  KOPPEKTHPYIOLUIETO  MHOXHUTEIS  CIIY’KHIIO
XapaKTEPHOE BPEMs MPOTEKaHMs PEaKIUi B yCIOBHUAX
SKCIIEPHMEHTA.

2.3. Pe3ynbTaTtbl YNCNIEHHOTO
MccnefoBaHuUs

Pacuer u3meHenust temneparypsl U cocraBa B IIpO-
L[ECCE PEaKIMOHHOIO CHEKAHUS JJIS1 U3Yy4aeMbIX CUCTEM
npeacrasieH Ha puc. 5—7. TunuuHele TemnepaTrypHble
KPHBbIE AJISI CMECEH C allOMMHUEM M THUTAHOM DPa3iu-
qaforcst (puc. 5). B mepBom ciyuae mMeercs BCIUIECK
TEMIIEPaTypbl, COOTBETCTBYIOLIUNH  HHUIHMUPOBAHUIO
peakumit ipu 7= 700900 K. Bo BTOpOM ciyuae sipko
BBIPA’KCHHOTO BCIIJIECKA TEMIIEPATyPhbl HET, OHAKO UME-
€TCsl HEKOTOpasi BOJIHUCTOCTb TEMIIEPATYPHOM KPUBOM.

Tabnuya 6. (I)OpMaJIbHO-KI/lHETl/I‘leCKHe nmapamMeTpbl, HaliIeHHbIE ¢ TOMOLIbIO MOJIYSMIIMPHUYIECKOT0 IMmMoaxoaa

Table 6. Formal kinetic parameters obtained using a semi-empirical approach

Al + (Fe + Fe,0,) Ti + (Fe,O0, + Fe + C)
vomen | A% | ke | E | AHh | oot | ASh, | k| B | aHg,
1 -26,10 10" 32 104,53 -30,7 1 -0,36 9-10" | 15710,04 | -1155,0
2 -25,15 103 31218,18 -33,7 2 -3,47 10 18 730,20 —44,6
3 -36,10 3-10% | 36 638,25 -93,0 3 —40,92 106 78 275,70 —49,1
4 —26,38 10" 32 365,77 -37,6 4 —-40,43 10 77 496,60 —45.,4
5 —24.,95 101 47960,92 | —161,5 5 -161,62 | 3-102 | 17970,00 | —209,0
6 -38,48 810" | 43655,07 | -760,0 6 274,20 6-10% | 15255,54 584,0
7 274,30 6-10%° | 15260,94 584.0 7 —183.,32 1022 10 348,02 | —933.0
8 -5,40 10 22 621,50 | -122,0 8 10,60 2-10 | 32147,00 | -173,3
9 -626,86 10% 34 299,18 | -3164,0
[Ipumeyanue. PazmepHocru: [ASS%] = Jbk/(monb-K); [k,,] = ¢! [E] = dx/monb; [AHggg] = kJIx/MOJIb.
Hywmeparus peaknuii cooTBeTcTByeT Tabm. 5.
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2800 PacueTsl sBOMMIOIIMK cocTaBa JUIsl pa3HbIX HAYaJIbHBIX
“ JIAHHBIX TIPEJICTaBICHBI HA pUC. 6 1 7. Buanm, uTo cocras
2100 MPOIYKTOB MOKET 3HAUMTENbHO paznuuarbcs. B ciy-
Yyae CUCTEMBI C AITIOMHUHHEM (CM. pHC. 6) B MPOIYyKTaX
E“ 1400 BCET/IAa PUCYTCTBYIOT HHTEpMeTauabl Fe Al u FeAl,
C pa3sHBIM IIPOLICHTHBIM COIEpPIKaHUEM, a TAKKE OKCHI
700 amomuHus. Hanbonee ObICTPOM SIBISICTCST peakKius BOC-
1 1 1 0’ 6
0 250 500 750 1000
1500 0,5
0,4
1000 o 03
< 0,2
&~
500 01 A ko FeAl,
0
1 1 1 0’5 6
0 500 1000 1500 2000 0,4
t,c
0,3
Puc. 5. Tunu4aHoe MOBEACHHUE TEMIICPATYPHBIX KPHUBBIX o)
JUTSL COCTaBa C aIFOMUHUEM (@) U TUTAHOM (0) 0,2
CocraBsl cMeceil 2 u3 Tabi. 7
Temneparypa cnekanus 7, = 1273 K 0.1 Al Feal, FeALO, Fel,
1 — remnieparypa Harpeparesisi; 2 — Temreparypa oopasia
Fig. 5. Typical temperature curves for the composition
with (a) and titanium (6)
Mixtures compositions 2 from Table 7
Sintering temperature 7, = 1273 K
1 — heater temperature; 2 — sample temperature
G
Kak npaBuio, Takoe MoBeACHHE TEMIIEpPaTyphbl CBs-
3BIBAIOT C YYBCTBUTEIBHOCTBIO TepMOIapbl. Pacuersl
MOKA3bIBAIOT, YTO ATO MOXKET ObITh OOYCIIOBJIEHO B3aH- Pl Fegos
MOBIIUSTHUEM (DU3HKO-XMMHUYESCKUX CTAIHH.
3aMeTHM, YTO TOYHBIM COCTaB OKCHIA JKeje3a 0,7
B CTPY)XKE HEHU3BECTEH, YTO OBLIO OTMEUEHO BBINIE. 0,6
[TosTOMYy mnpu MOAENMPOBAHUHM BO3MOKHBI BapUAHTHI 0.5
MIpH 3aJIaHUM HAYaJIbHBIX JaHHBIX (Tadi. 7). [Tomoxum, 04
YTO UMEIOTCSI OKCUIBI IBYX THIIOB — FeO n FezO3. Oxcun S

Fe,O, B nmepBoM NpHOIMXEHUH MOKEM PacCMaTpHBATh
kak komOuHanuo okcunos FeO u Fe, O, u sBHO ero He
YYHUTHIBaTh. KpoMe TOro, y4reM B YHCICHHOM SKCIepH-
MEHT€, YTO Ha MOBEPXHOCTH YACTHIl MOTYT COIEPIKAThCA
a7ICOpPOMPOBAHHBI KHCIOPOA M OKCHJl aTFOMUHUSL.
Tonbko B ATOM ciy4ae yaaeTcs MOJIYYHUTb B MPOAYKTaX
TO KOJIMYECTBO OKCHJIa AJTFOMHHUS, KOTOpOE HaOIrona-
eTcsl B dKcrepuMenTe. KpoMe TOro, YMCIIeHHBIA DKCIIe-
PUMEHT TI03BOJICT MPOBOJIUTH MCCIICAOBAHUS B IIHPO-
KOI 00J1aCTH M3MEHCHUS HAYaIbHOIO COCTaBa, YTO DKC-
MIEPUMEHTAIILHO CJIeNIaTh 3aTPYAHUTEIBHO.

B cucreme c¢ TthraHOM Takux mpoOieM He ObLIO.
OnHako BappbUpPOBaTh HAYANBHBIA COCTAB MOPOIIKOBOM
CMECH B YUCIIEHHOM JKCIIEPUMEHTE TaK)Ke BO3ZMOYKHO.

0,3
02
0,1

Fe;Al

0 1000 2000 3000 4000 5000 6000

tc

Puc. 6. zmenenne ($ha30BOro coctaBa IpeCCOBKU
C aJTIOMHUHHEM B YCIIOBUSIX CHEKAHUS
HauaneHslit coctaB cooTBeTcTBYeT TabI!I. 7

Cocrasbl ¢ Al: @ —cocraB 1,0 —2,6—3,2—4
Fig. 6. Phase composition evolution
of the aluminium compact during sintering

The nitial composition corresponds to Table 7
Al-based mixtures: @ — composition /, 6 —2,6—3,2—4
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Tabnuya 7. HauajabHble TaHHBIE 1JISI PACYETOB

Table 7. Initial data for calculations

Howmep cocraBa | HauanpHbIi cocTaB cMecH ¢ amOMUHHEM, Mac. % HauanpHbIid cocTaB cMecH ¢ THTaHOM, Mac. %
B UHCJICHHOM g
SKCTIEpHMEHTE Al Fe,O, Fe FeO 0, ALO, Ti Fe,O, I FeO ©
1 0,25 | 045 | 0,30 - - - 0,75 0,100 | 0,150 - -
2 0,25 0,20 0,30 0,15 0,05 0,05 0,75 0,010 0,239 - 0,001
3 0,25 | 0,15 | 0,30 | 020 | 0,50 | 0,05 0,75 0,239 | 0,010 - 0,001
4 0,60 0,20 0,20 - - - 0,75 0,100 0,050 0,10 -
08 p CTaHOBJICHUs keje3a. MHTepmetamn FeAl B mpomayk-
0,7 Tax He oOHapykuBaeTcs. [IBOWHONW OKCHI MOSABISAETCS
0.6 Tire B MPOJAYKTaX TOJIBKO MPH YCIOBUU HAIWYHS B UCXOTHOM
. 0.5 \ CMECH OKCHIIOB A1203, FeO u xucnopona. B mocnennem
O 04 BapHaHTE B NMPOAyKTax npucytcTByer Fe,Al,. JlanubiM
z; TiFe0, JKCIIEpUMEHTa 00Jiee COOTBETCTBYET BapI:IaHT 2 ¢ cozep-
0.1 o YKaHMEM KUCJIOPOJia U OKCHJIAa B UCXOJHOM CMECH.
0 P Da30Bblil COCTaB MPECCOBKU C TUTAHOM TaKKe U3Me-
0,8 Hsieres (puc. 7). Bee peakium uayT akTHBHO B TEUCHHE
0,7 6 HMHTEpBaja BPEMEHHU, MEHbBLIET0 BPEMEHHU CIEKaHMS.
0,6 "PizFe [ Bcex cocTaBOB B MPOAYKTax Bcerja MPHUCYTCTBYIOT
0,5 untepmetaa Ti)Fe ¥ Heu3pacxXomOBaHHBIA THTaH.
O 04 ®daza TiFe mosiBsieTcss B mporiiecce CrieKaHUs B BHJIE
0,3 MIPOMEKYTOYHOTO MNpoIayKTa. B Tpex BapuaHTax mnpo-
0.2 nykr coneprut Ti,FeO,. Bo Bropom BapuaHTe HCXOHAs
0,1 Ti.stO: . CMECH COIEPKUT MaJlo€ KOJINYECTBO OKCHIA JKEIEe3a,
Og MO3TOMY €r0 pojib B peakuusX NposBiseTcs caado.
0:7 6 Ho oxcun Fe O, nanbosee COOTBETCTBYET yCIOBHAM
0.6 JKCIEpUMEHTa. B ycnoBusX 3SKCHEpUMEHTa MPOLYKT
05 - comepxut 91 mac. % TBepmoro pactsopa o-Ti+ TiFe
G 04+ TiyFe0, u pactopa a-Ti + TiFe. Oxcuna Fe,O; B oTOM ciyuae
0,3 Freo, HEIOCTATOYHO /IS 00pa30BaHMs OKCHAa THTaHa. B mpy-
0,2 { TiFe TO. Fe0 rux Tpex BapuanTtax okcua TiO, mosBisercs Kak mpo-
0,1 Ti Fe MEXYTOUHBIH IPOAYKT, KOTOPBIH JOCTATOUYHO OBICTPO
0 TpaTUTCs Ha 00pa30BaHME ABOIHOTO OKCHIA.
0,8
07 | Ti ‘
06 - 3aknouyeHue
- 05r Takum 00pa3oM, B TIpEACTaBICHHOW paboTe IMoKa-
© 04r 3aHO Y/AOBJIETBOPUTEIBHOE COIIACHE MPEASIOKEHHON
03T Feo, TFe TRe  THFEO, TEPMOKHMHETUYECKOH MOJIENU C JKCHEPUMEHTAIBHBIMU
g’f T Va . : . JAHHBIMH O TOBEIEHMH MHOTOKOMIIOHEHTHBIX MOPOII-
’ Ti0, FeO, KOBBIX CMECEH W3 CTAIBHOW CTPYXKKH C aJTIOMHUHHEM
0 500 1000 1500 2000 W TUTAHOM B YCIIOBUSIX BaKyyMHOro crekaHus. Kak

tc

Puc. 7. I3menenne $ha3oBOro cocTaBa IpecCOBKH

C TUTAHOM B YCJIOBUSIX CIICKaHUSL

HavanbHbIit cocTaB cOOTBETCTBYET TabI. 7
CocraBeic Ti:@a—cocraB 1,0 —2,6—3,2—4

Fig. 7. Phase composition evolution

of the titanium compact during sintering

The initial composition corresponds to Table 7
Ti-based mixtures: @ — composition /, 6 —2,6—3,2—4
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U B DOKCIHEPUMEHTE, TEOPETHYECKUE PacueThl IOKa-
3aM  3HAUUTENFHOE TEIUIOBBIACIICHUE TIpU Harpese
cocrapoB Al + (Fe + Fe,O, + C), Torna kak B cucreme
Ti+ (Fe +Fe,0, +C) mpouecc crekauus MpOXOAUT
B CIIOKOWHOM pekuMme. B mepBom ciyuae oOpasoBaHue
KapOua amOMUHES B MOJIETIH HE YYUTHIBAJIOCH 10 MPH-
YMHE HU3KOM TeMIIepaTyphl cliekaHus. Bo BTopom ciy-
yae KapOuJ TUTaHa 00Pa30BHIBAJICS B HUUTOXKHOM KOJTH-
yecTBe. B skcriepuMeHTax kapOupl He 0OHAPYKEHBI.
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CuWHTE3 BbICOKO3HTPOMNMUMNHbBIX CMNJ1aBOB
Ha ocHoBe Tyronnaskux metannos Mo-Nb-Ta-(Cr, V, Zr, Hf)
MeTopaMu LeHTpobexHon CBC-metannyprum
N uccnefoBaHMe UX OKUCTTUTESIbHOU CTOMKOCTHU

B. H. Canun’, T. M. kopuukos'“, A. O. CuBakosal,
1. Y0. Kosanes!, C. JI. Cunaxos!, M. [I. ITanosa>

MHCeTHTYT CTPYKTYPHON MAKPOKUHETHKH H MpoGieM Matepuaiosexenust um. A.I. Mep:kanosa PAH
Poccust, 142432, MockoBckas 0071., I. YepHoronoBka, yi. Akagemuka OcurbsiHa, 8
2 AO «TocyIapCcTBEeHHBIH HAYYHO-HCC/IEOBATEHCKHUIT H IIPOEKTHBIA HHCTHTYT
peAKOMeTaIINYecKoii npoMblnlieHHOCTH «'Mpeamen
Poccus, 111524, . Mocksa, yi. DnekrpoaHas, 2

&) denis-ikornikov@yandex.ru

AHHOTayms. BricOKoHTpONHITHEIE CITaBbl Ha 0cHOBE TyromiaBkux MetaiuioB (TBOC) (aurn. RHEAs — refractory high-entropy alloys)
o06agaoT HabOPOM 3aMevaTeNIbHbIX CBOWCTB — TAKMMH, KaK BHICOKAs IPOYHOCTh M TEPMUYECKast CTAOMILHOCTD IPH BEICOKUX TEMIIe-
parypax. B coctaB 3THX CIIaBOB BXOJIUT PsiJi JOPOTOCTOSIIUX TYTOIUIaBKHX dIeMenToB: Mo, Nb, Ta, W, Hf u n1p. ITomumo BbIcOKO#
cTouMocTH, nostyuyeHne TBOC xapakrepusyercss pAaaoM TEXHOJIOTMYECKUX TPYAHOCTEH. YCIEIIHO JeHCTBYIOINE KOMMEpUECKue
TEXHOJIOI'MU JIJI1 HUKEJIEBBIX KAPOIPOYHBIX CIIJIaBOB 3€CH IMMPAKTUYCCKN HE IPUMEHUMBI BCJICICTBUEC 60,]'[66 BBICOKHUX TEMIIEpATyp
TUTABJICHHSI KOMIIOHCHTOB U UX BBICOKOM XUMHUYECCKOM aKTUBHOCTH. JIJ1s1 peIieH st 3TOM mpoOIeMbl B HACTOsIIEH paboTe nccieoBaHa
BO3MOXKHOCTB TToirydeHust muteix TBOC meronom nentpobexnoit CBC-metamtypruy — OAHUM U3 TEXHOJOTHUECKHUX HAIPaBIICHUH
B 00J1aCTH caMOpacIpoCTpaHsionierocs BeicokotemiieparypHoro cuaresa (CBC). Hcnonb3ys 1aHHBII METOJ1, BIIEpBBIE OBLIH TOJTY-
yeHbl tuThie TBOC Ha 0cHOBE 0a30BO# CHCTEMBI, COCTOSIIIECH U3 TYToIIaBKuX MeTaiioB Mo—Nb-Ta, neruposannsie 3d-mMeTamiamMu
(Cr, V, Zr, Hf) nenocpencrenno (in situ) myrem CBC. IToka3aHo, 4TO KpUCTAIUIN3ALMS CIUTKOB IPOMCXOAUT M3 KHIKOTO COCTO-
SIHHSI, B KOTOPOM O0ecIieunBaeTcsi roMmoreHHoe pacrpezenenne snementoB Mo—Nb-Ta—(Cr, V, Zr, Hf). Beisiieno, uto ¢a3oBsrit
COCTaB CHUHTE3UpPYeMbIX cIUTKOB TBOC 3aBHCHUT OT CIUIaBISEMBbIX KOMIOHEHTOB. [IpH COBMECTHOM BOCCTAHOBJIEHHM METAJLIOB
V (Nb, Ta, V) u VI (Cr, Mo) rpynm GpopMupyIOTCs NPaKTHIECKH 0AHO(DA3HbIE CIUIABbI, HMEIOLINE KPUCTAIIMIECKYIO CTPYKTYPY
OLIK, xapakTepHyI0 JUIsl METaJUIOB 3THX Tpynn. Benenue B 4-komnonenTHsld ciiiaB MoNbTaCr snementoB Zr n Hf, nmerommx
FeKCarOHAIBHYIO KPUCTAIMYECKYIO CTPYKTYPY, IPUBOIUT K CYIIECTBEHHOMY M3MEHEHHUIO ()a30BOTO COCTaBa CIUTKOB C peduiek-
camu OI[K-dassr Ha gudpaxrorpamme, rie NPUCYTCTBYIOT HHTeHCHBHBIE peduekcsl I LIK-¢aspl, a Taioke ciadbie peduieKchl IByX
I'TIY-da3. Tlokazano, yTo NpUMEHEHHE MPEIaraeMOro MeTo/ia CYIIECTBEHHO YIPOIIACT CIOKHYIO TEXHOJIOTMYECKYIO 3a/ady 110
TMOJTy4EHHIO JTUTHIX MHOrokoMroHeHTHeIX TBOC 3aganHoro cocrapa. M3yueHneM OKHMCIUTENBHOH CTOMKOCTH MOMY4YEHHBIX MaTe-
puanoB ycraHoBieHo, 4to coctaB Mo—Nb-Ta—Cr—V HanboJsee nepcnekTHBEH JUlsl JajbHEHIIEro CCIe0BaHus U, B CPABHEHUH C
JPYTHMH COCTaBaMHU, UMEET XOPOIIHe MOKa3aTel! 10 KapOCTOMKOCTH, YTO JIeIaeT JaHHbIH MaTepuas KOHKYPEHTOCIIOCOOHBIM JUIs
BBICOKOTEMIIEPATypHOT'O UCIIOJIb30BAHUS.

Kniouesbie cnosa: camopactpocTpansiomuiics: BeicokotemreparypHslii cuures (CBC), nenrpobdesxnas CBC-meramryprus, CBC-cucteMst
TEPMHUTHOTO THIIA, BRICOKOAHTponuiHbIe cIuiaBsl (BOC), crraBl Ha 0CHOBE TYrOINIABKUX METAJUIOB, ITOTYYEHHE TIOTNMETATIHISCKIAX
CIIIABOB, OKUCIUTENbHAsS CTOlKocTh BOC

BnaropgapHocTy: Pabora BbimonHeHa 3a cueT rpanrta Poccuiickoro Hayunoro gonma Ne 24-13-00065, https:/rscf.ru/project/24-13-00065/

Ansa yntnpoBanms: Canun B.H., Uxopuukos J[.M., Cusakosa A.O., Kosanes J[.1O., Cunsxos C.JI., [TanoBa M.J]. CuHTE3 BBICOKO3H-
TPOIUIHBIX CIUIABOB HA OCHOBE TYromiaBkux metaiioB Mo—Nb—-Ta—(Cr, V, Zr, Hf) metogamu tientpobexuoit CBC-meramtyp-
THH ¥ UCCIICIOBAHUE MX OKHCIHMTEILHON CTOMKOCTH. M36ecmus 6y306. [lopowkosas memaniypeust u QyHKYUOHATbHbIE NOKPbLNUSL.
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Abstract. Refractory high-entropy alloys (RHEAs) based on refractory metals exhibit a combination of outstanding properties,

such as high strength and thermal stability at elevated temperatures. These alloys typically contain costly refractory elements,
including Mo, Nb, Ta, W, and Hf. In addition to their high cost, RHEA production is associated with a number of technological
challenges. Well-established commercial methods used for nickel-based superalloys are generally unsuitable due to the higher
melting points and increased chemical reactivity of the components. To address this issue, the present study explores the feasibility
of synthesizing cast RHEAs using centrifugal self-propagating high-temperature synthesis (SHS) metallurgy — a technological
approach within the broader field of SHS. For the first time, cast RHEAs based on the Mo—Nb-Ta system, alloyed in situ with 3d
metals (Cr, V, Zr, Hf), were successfully synthesized via SHS. It was demonstrated that crystallization of the ingots occurs from
the molten state, ensuring homogeneous distribution of Mo, Nb, Ta, Cr, V, Zr, and Hf. The phase composition of the synthesized
RHEAs was found to depend on the alloying elements. Co-reduction of group V (Nb, Ta, V) and group VI (Cr, Mo) metals
resulted in nearly single-phase alloys with a body-centered cubic (BCC) structure typical for these elements. The addition of Zr
and Hf — metals with a hexagonal crystal structure — to the quaternary MoNbTaCr alloy significantly altered the phase compo-
sition of the ingots. In addition to BCC-phase reflections, the X-ray diffraction patterns exhibited intense reflections of face-
centered cubic (FCC) phases and weak reflections of two hexagonal close-packed (HCP) phases. The proposed synthesis method
considerably simplifies the otherwise complex technological process of producing cast, multicomponent RHEAs with a desired
composition. Oxidation resistance tests revealed that the Mo—Nb—Ta—Cr—V composition is the most promising for further investi-
gation. Compared to other compositions, this alloy demonstrated superior oxidation resistance, making it a competitive candidate

for high-temperature applications.

Keywords: self-propagating high-temperature synthesis (SHS); centrifugal SHS metallurgy; thermite-type SHS systems; high-entropy
alloys (HEAs); refractory high-entropy alloys (RHEAs); multimetallic alloy synthesis; oxidation resistance of HEAs
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BsepeHue

Haumnas ¢ mepBbix pabor [1; 2], BBIMONTHEHHBIX
B 2004 1., B 00nacTh MaTepuanoBeicHUs ObLIa BBEJCHA
HOBasl KOHIIeMINs (POPMUPOBAHUS METAJUTMYCCKUX MaTe-
pHaJIOB, B OCHOBY KOTOPO# Oblila MOJIOKEHA Mapaurma
MYJIBTHKOMIIOHEHTHOCTH. Takue mMarepualbl, MOJyIHB-
M€ Ha3BaHUE BBICOKOIHTPONUIHBIX craBoB (BOC),
Ha TPOTSDKEHUM TOCICIHUX JBAALATH JIET OCTAIOTCS
00BEKTOM TMOBBIIIEHHOTO HMHTEpeca HCCIe0BaTeNeH.
OtnuunTensHoi ocobennocteio BOC, moMmMo MHO-
TOKOMIIOHEHTHOTO COCTaBa, SBIsgeTcs (opMUpoOBaHHE
MIPEUMYIIECTBEHHO OIHO(A3HOTr0, TEPMOJIMHAMHUYCCKH

18

CTaOMIBHOTO HEYTIOPSIOYCHHOTO TBEPAOTO pPAacTBOpa
3aMEIeHHs] C BRICOKOCHMMETPHYHOI KyOHUeCKo#l rpa-
HenentpupoBanHoit (I'LIK) wimu kyOndeckoit 00beMHO-
ueHTpupoBanHoit (OLIK) pemrerkoii [3—6].

Ha mnepBoHawambHOM 3Tame HcCiIeqOBaHUN OBLIO
c(OPMHUPOBAHO MPEAMOIMKEHHE, YTO BCICICTBHUE BBICO-
KOTO BKJaga KOH(HUTYPAIMOHHON JHTPOIHH CMeIe-
HUS B CBOOOAHYIO 3Hepruto ['mbOGca 0O0ycIOBICHHOTO
HAJIMYAEM HECKOJIBKUX DJICMEHTOB B SKBHATOMHOM WA
COM3MEPHMOM KOJIMYECTBE, OOpa30BaHHE Pa3ymopsIo-
YEHHBIX TBEPJBIX PacTBOPOB 3amerneHus B BOC Oyaer
UMETh OOJIbIIICe TPEIIOUTCHIUE [0 CPABHEHUIO ¢ POPMHU-
pOBaHHMEM YHOPSIIOYCHHBIX (a3 (MHTEPMETAIUTHIHEIX )
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U, TakUM 00pa3zoM, (OpMHUpPYEMBIC BBICOKOIHTPOIHH-
HbIE TBEpJIble PacTBOPHI OyAyT 00J1a1aTh OJHOBPEMEHHO
BBICOKOM MPOYHOCTHIO U JIOCTATOYHOMN TUIACTUYHOCTHIO.
OpnHako MPOBOJAMMBIE IMOPKE HCCIEIOBAHUS BBIIBUIIM,
YTO DSHTPONUUHBIN BKJAJ Jalleko HE BCerjga sBis-
eTCs ONpeneTIomuM (akTopoM Mpu (HOPMHPOBAHUU
HEYIIOPSOYCHHBIX TBEPIBIX PACTBOPOB B peabHbBIX
cUCTeMax. YCTaHOBJEHO, 4yTo (a3oBblii coctaB BOC
B TIEPBYIO OYEPE/Ib OMPENCISICTCS HE YUCIOM BXOSIINX
B COCTaB JJIEMEHTOB, a XapaKTEPUCTUKaMU aTOMOB 3THX
aieMeHToB [7—12].

Oxwunaercs, uro BOC npeB30i1yT 10 SKCIUTyaTaly-
OHHBIM XapaKTEPUCTHKAM COBPEMECHHBIE KOMMEPYECKHE
CITJIaBbI KOHCTPYKIIMOHHOTO Ha3zHaueHws [ 13—16] Gmaro-
napss 000CHOBaHHOMY BbIOOpY cocTtaBa BOC (Brirovas
COCTaBbl C 3aMETHBIM OTKJIOHEHHEM OT SKBHBAJICHTHO-
CTH) M WCCIEIOBAHUIO HOBBIX HMHCTPYMEHTOB YIIPaB-
JIEHUsI CTPYKTYpOH Ha MHUKPOYPOBHE (HOBBIE METOIBI
nonyuennst BOC, ncrnonb30Banne NoCaeayonux TeEpMo-
U MEXaHUYECKOH 00paboTOK 1 1p.). YrKe ceidac BBISBICH
nenslit psag BOC, obnamatomux HabopoM (GpHU3UKO-XUMH-
YECKUX XapaKTePUCTUK, MPEBBIIIAIOIINX TAaKOBBIE IS
TpaJlULIUOHHBIX KOMMEPUECKUX CIU1aBoB [4; 7; 11-17].

Cpemu Heckonpkux cemeiictB BOC [18] ocoboe
MECTO 3aHHUMAIOT BBICOKOTEMIIEPATYPHBIC TYTOIUIABKHE
(>xaponpounsie) ciuiasbl (TBOC) (RHEAs — refractory
high-entropy alloys), cocrosre TPEUMYIIECTBEHHO
U3 DIIEMEHTOB C BBICOKOW TeMIlepaTypoil IUIaBIEHUS —
TakuX, kak Huoou# (Nb), moaubdaeH (Mo), tanran (Ta),
Bonb(Gpam (W), pernii (Re), radpuuit (Hf) [14; 18-23].
TyromnaBkue MeTauIbl 00J11at0T BBICOKOW IPOYHOCTHIO
U YCTOWYHMBOCTHIO K Je(hOPMAIUH TIPH BBICOKHAX TEMIIE-
parypax, 4To JeJlaeT UX HJeaTbHbBIMHA KaHIUIaTaMH JIs
co3ganus TBOC.

B nepBbix uccienoBanmsix [22; 23] cooOmianock, 4To
takue TBOC, kaxk NbMoTaW u VNbMoTaW, ¢ OIIK-
CTPYKTYPOH HMEIOT XOPOIIYI0 CIIOCOOHOCTh K YIpOd-
HEHUIO NPU KOMHATHOM TeMmIeparype U CTaOMIbHYIO
ctpykrypy npu t = 1400 °C. Eme Oosee yIuBHUTEIBHO,
YTO TMpenes TEeKy4eCTH JTHX CIUIaBOB OCTaeTcs Ha
ypoBae 405 u 477 MIla cooTBeTCTBEHHO, KOT/Ia TeMIIe-
parypa nocturaetr 1600 °C. DToT pe3ynbTrar IBHO J1€MOH-
CcTpUpyeT OONBIION MOTEHIMAN MPAKTUYCCKOTO MpUMe-
Henust TBOC. Takue criaBbl UCCIEAYIOTCS C TIPHUIIEIIOM
Ha HMCIOJIb30BAHKUE B aBUAIIMIOHHON U a3pPOKOCMUYECKON
0TPACIIAX MPOMBIIUICHHOCTH, U PA0OTHI B BRICOKOTEM-
MepaTypHOi 00IacTH yCTAHOBOK T'a30TYpOMHHOTO THUIIA,
rae TpeOyeTcs MOBbIIIeHHE pabouux TemIeparyp cBepx
YCTaHOBJICHHBIX JUIsI COBPEMEHHBIX HHUKEIIEBBIX CyIep-
crutaBoB (o 1100 °C) [24; 25].

OcHoBHBIME HefocTaTkamu mepbix TBIC (Ha oc-
HOBE TYTOIUTaBKUX 31eMeHToB Mo, Nb, Ta, W, a taxxe
V) SBIAINCH OY€Hb BBICOKAS TIOTHOCTh W HU3KAasl OKHUC-
nuTenbHast croiikocth [23]. TlosToMy BmoCIENCTBUM,
C TENbI0 HUBEIWPOBAHUS O3TUX HEIOCTATKOB, OBLIH

MIPEINPUHATHI TIOMBITKA 3aMEHUTh HEKOTOPBIE M3 JTHX
ANIEMEHTOB (WJIM YMEHBIINTH MX KOJIUYECTBO) Ha Oojee
JIETKHE W JOCTymHbIe — Takue, kak Cr, Ti, Zr, Co, Mn
u Al [18;26-38]. Beenenne B cocraB TBOC ykazan-
HBIX 3JIEMEHTOB TIO3BOJISIET PEIIATh 3a/1a4l TTOBBIIICHHS
yAENbHOW MPOYHOCTH M OKHUCIUTEIBHOH (KOPPO3HOH-
HOM) CTOHKOCTH, yCTOHYMBOCTH K TEPMUUECKOMY yAApY,
MoN3y4yecTH MU JedopMaluu NpU BBICOKUX TeMIlepa-
Typax. boOnblas yacTb BBIIOJHEHHBIX HCCIIEAOBAaHUM
TBOC cocpenoroueHa Ha BBIABICHUH B3aUMOCBA3H
H3MepsieMbIX CBOHCTB M 0COOEHHOCTEH (hopmMHupoBaHMS
CTPYKTYpbl. 3HAUUTENbHO MEHblIee BHUMAHUE YIe-
JIEHO M3YYCHHUIO M pa3paboTke HOBBIX I(P(PEKTUBHBIX
MeTonoB nosydeHuss TBOC ¢ 4eTko KOHTpOIUpyeMbIM
COCTaBOM W 3aJIaHHBIM PACIIpEeIEHUEM CTPYKTYPHBIX
KOMITOHEHTOB.

[Ipy 3TOM CyIIECTBEHHOE paCIIUPEHUE CIEKTpa
HCHOJIb3YEMBIX JIEMEHTOB JJIs co3faanus HOBbIX TBOC
CO3JIa€T MHOKECTBO TPYAHOPA3PEIIMMBIX TEXHOJIOTHYEC-
CKHUX MPOOJIEM UX MOTYUYEHHS BCISICTBUE TAKUX IPUUMH,
KaK 3HAYUTEJIHbHO BBICOKHE TEMIIEPaTyphl IUIABICHHS
0a3oBbix komroHeHToB (W, Mo, Nb, Re, Hf), cunsHoe
paziuuue TemMIeparyp TiaBieHus: 0a30BBIX IEMEHTOB H
BBOJIMMBIX JIOMIOJHHUTENBHO KoMoHeHTOB (Al, Ti, V, Cr,
Fe u np.), BeIcOKas XuMHUYECKasi aKTUBHOCTbD Psijia TPH-
MEHSEMBIX KOMIIOHEHTOB U JIp.

B Hacrosimee BpeMsi CyImIeCTBYeT MHOXKECTBO J1abo-
paropHbIx criocobos nomyudenuss TBOC [18; 38], cpeau
KOTOPBIX MOYKHO BBIJICIUTh: METOJBl MEXaHOXUMHH
(MJI — mexanmdeckoe nerupoBaHue), codetanust MJI
u uckpoBoro masmenHoro cnekanus (UI1C), snextpo-
xuMudeckue Metoiel [39], annutuBnbie 3D-TexHOIOTHH,
a TaKkKe TUIABWIIBHBIC METAJTyPTUYECKUE MPOIECCHI.
OcHOBHBIE OOIIME HEJOCTAaTKU BBIIIEYKAa3aHHBIX METO-
JIOB — 3TO HEOOXOJWMOCTh HCIONB30BaHUS UYHCTHIX
HCXOJHBIX METAIIJIOB, BBICOKAs YHEPrOEMKOCTb MPOLEC-
COB M OYCHb HU3Kas MPOU3BOAUTEILHOCTb, IOMYCTHMAs
TOJIBKO Ha CTAJMH HayYHBIX UCCIICAOBAHUM (32 HCKIIIOYE-
HHEM MeTaJUTyprudeckux Meronon). [lostomy Hanbomee
BocTpeOyemMbIM MetofoM mnonydenuss TBOC sBnsercs
nutbe [18;38] — B OCHOBHOM IPUMEHSIOTCS BaKyyM-
Has nyrosas raBka (VAR), BakyyMHast WHyKITMOHHAS
mraBka (VIR) mu, pexe, 3MEKTPOHHO-ITy4yeBas IIIaBKa
(electron beam melting — EBM). OnHako peKUMBI
TJIABKH, MPUHSTHIC TSI KOMMEPUYECKUX CIIIABOB, HETPH-
TOHBI, TaK KaK HaJW4YMe TYTOIUIABKUX KOMIIOHEHTOB
(W, Mo, Ta, Nb, Hf) B crutaBax TpeOyeT 3HAUYUTEIHHO
Oosiee BBICOKMX TEMIIEPAaTyp W BPEMEHHM BBIIEPIKKU
B PaCIUIaBICHHOM COCTOSIHUH, YTOOBI IOCTHYh MX MOJI-
HOTI'O U B3aMMHOTO PacTBOPEHUs ApYT B aApyre. OObIUHO,
4TOOBI M30€XkKaTh CErperaluu >JIEMEHTOB M JIMKBaIlU-
OHHBIX HEOIHOPOJHOCTEH, MPOBOJUTCS MHOTOKpaTHas
maaBka 10 5—6 pa3. Ilpu aTom cienyer oTMETUTh, 4To,
Kak mpaBuiio, pasmep 3epHa TBOC, nomyueHHbIX METO-
JIOM BaKyyMHOM JIyrOBOM IUIaBKH, OTHOCUTENIbHO BEJIUK
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(B8 ocaoBHOM 0T 100 10 300 MKM), 9TO HE CITIOCOOCTBYET
MPOSIBICHUIO d(Q(PEKTa 3ePHOTPAHNYHOTO YIIPOYHCHUSI.

Panee Hamu Obl1a ycremHa anpooupoBaHa BO3MOXK-
HOCTb nojiy4yeHus Juteix BOC Ha ocHOBe 3d-MeTansos
Co—Cr-Fe-Ni-Mn wmetomom 1eHTpobexxknoit CBC-
Metamurypruu [40; 41], KOTOPBIH SBISIETCS OAHUM U3 TEX-
HOJIOTUYECKUX HAaIpaBICHUI YHEProdGPeKTUBHOI MaTe-
puaioodpasyroeil TEXHOJIOITMH — CaMOpaclpoCTaHs;Io-
merocst BeicokoremmneparypHoro cuaresa (CBC). 3arem
ObuTn cuHTe3upoBaHkl (in situ CBC) KoMIIO3MIIMOHHBIE
Matepuaisl Ha ocHOBe HcciieoBanHbIX BOC, B cocrase
KOTOPBIX MPHUCYTCTBOBAIN YIIPOUHSIOUINE CTPYKTYPHBIE
BBIJICJICHNS] HA OCHOBE OOPHUIOB U CHIIMIIUIOB TYTOIJIaB-
kKX MeTaos — Mo(Nb),SiB,, Mo(Nb),Si, MoSi, [42].

Llenp HacTosimed paboTHI 3aKIIOYaach B HUCCIEHO-
BaHUM BO3MOYKHOCTH TOIY4YEHHUS METOJAMH LIEHTPOOEK-
Hoit CBC-metaiuryprun nuteix TBOC Ha ocHOBe 0a30-
Boil cuctemMbl Mo—Nb-Ta, nerupoBaHHbIX 3d-meTal-
namu (Cr, V, Zr, Hf, Ti) HenocpeactBeHHoO (in situ) myTem
CBC, u u3y4yeHUU BIUSHHS JETUPYIOIIEH CHCTEMBbl Ha
OJIMH U3 BAXKHBIX MAPAMETPOB — OKUCIHUTENBHYIO CTOH-
koctb TBOC.

Cunte3 muthix TBOC 06e3 MCnoibp30BaHUSI TIEYHOTO
000pynoBaHMs M BBICOKHMX DHEpro3arpar MMeeT OoJjb-
IOM IOTeHUMan MpakTudeckoro npumenenus. CBC-
MeTaJTyprus 0a3upyeTcst Ha UCIIOJIb30BAHUU OKCUAHOTO
CBIPbs (OKCHAOB IENICBBIX METAJUIOB) M XUMHYCCKOU
SHEpPIruM, BBIIETSEMON B XOl€ MPOTEKaHHUS BBICOKOIK-
30TEPMHUUCCKUX PEAKINil B BOJIHE TOPCHUS MCXOTHBIX
MOPOLIKOBBIX KoMIoHeHToB. Cam mpouecc CBC He
TpeOyeT TOMOTHUTENBHBIX dHepro3arpar. Takoi moxxoxn
K IOJIyYE€HHUIO JIUTBIX CIUIABOB MOXKET OBITH 3aMETHO
JICIICBIIC, YeM CHHTE3 TaKUX CIUIABOB IPH CIUIABICHUH
YHUCThIX KOMIIOHEHTOB; KPOME TOTO, BBICOKas TemIiepa-
Typa cunresa (Boime 2300 °C) u Bo3ACHCTBHE IICHTPO-
OCXKHBIX CHII (TIEPErpy3KH) MO3BOJSIIOT JOCTUYh MAKCH-
MaJIFHOTO PACTBOPEHHUS] KOMIIOHCHTOB CIIIABA, YBEIIH-

YUTh TIOJHOTY BOCCTAHOBJICHUS METalula M TOBBICHUTH
3¢ (GEKTUBHOCTD Pa3e/ICHUs] METAUIMYSCKOH U OKCH/I-
HoW (ha3 [40—44].

1. UcxopHble NOPOLIKOBbIE KOMMOHEHTDI
U 3KCMepuMMeHTa/lbHas cxeMa
cuHTesa TBOC

Panee [40-44] Obulo MOKa3aHO, YTO IMPHUMEHEHHE
BbICOKO3K30TepMuueckux CBC-cocTaBoB TepMUTHOTO
THTIA TIO3BOJIIET PEaU30BaTh TEMIIEPaTyphl, JOCTa-
TOYHBIE JUIS TIOJYYCHHUS MPOAYKTOB TOpPeHHs (CHHTE3Q)
B pacmuiaBieHHOM coctossHuu (cBbire 2500 °C) w,
KakK CIICICTBHE, MOTyYaTh MPOIYKTHl CHHTE3a B JIUTOM
cocTosiHuM, BKIouas muteie BOC [40-42].

Cunre3 npoBoauics ¢ ucnonb3oBanneM CBC-cucrem
TEPMHUTHOTO THUIA, COMAEPKALIMX IOPOLIKOOOpa3HbIe
OKCHJIbI 1IeTEBbIX dneMenToB (MoO,, Nb,O,, Ta,O.,
Cr,0,, V,0,, TiO,), murarypsl Zr-Mo u Hf~Mo, oxcun
MeTaia-BoccTaHOBHUTENS (Al), a Takke BBOAUMBIEC (DyHK-
MOHANIbHBIE JT00aBKH ((urocyromnue KomrmoreHThl CaO
n CaF,). Hexoropele XapakTepHCTHKHM IMPUMEHAEMbIX
OCHOBHBIX ITOPOIIKOBBIX PEareHTOB IIPHBENCHEI B Ta0I. 1.

[IpenBapuTesibHO BCe TMOPOLIKM HCXOIHBIX OKCH[-
HBIX KOMIIOHEHTOB MPOCYIINBAIHA OT aJCOPOMPOBAHHOM
Biaru B cymmibHbeIX mkadax tuna CHOJL (=90 °C,
T =1 u). [locne 703UPOBKK KOMIIOHEHTOB (M3 pacyeTa Ha
MOJTyYeHHE IIeJIEBOTO COCTaBa CIUIaBa) OCYIIECTBIISIH
CMEIINBAaHNE PEareHTOB, KOTOPOE MPOBOIWIN B IUTAHE-
TapHOH MenbHHIIE Mapku MII4/5,0 ¢ ob6bemom Oapa-
OaHa 10 511 B TeueHue 15-20 MHH TPU COOTHOIICHHU
Macc mapoB ¥ muxthl 1:10. Dnements! Zr nu Hf BBoMIM
B pEaKLMOHHYIO CMeCh B Buae nuraryp Zr—-Mo u Hf-Mo,
MIPOM3BEICHHBIX TIOJT 3aKa3.

CocTaB MUXTHl ONPEACIISUINA, UCXOS U3 CTEXHOMET-
UM CIEYFOINX OCHOBHBIX PEaKIIni:

Tabnmya 1. HekoTopble XapaKTePUCTHKU OCHOBHBIX HCXOIHBIX MOPOIIKOBHIX KOMIOHEHTOB

Table 1. Selected characteristics of the primary powder components

BemiectBo Mapka TroCT/TY zzzr;z Cfff;l::l;:fﬁ;)
MoO, A TV 6-09-01-269-85 - 99.9
Nb,O, OCHY (8-2) TV 6-09-4047-86 - 99,9
Ta,O; — TV 48-4-408-78 <70 MKM 99,9
Cr,0, q TV 6-09-4272-84 <20 MKM 99,0
V,0, — TV 6-09-4093-75 - —

TiO, - TV 6-09-2166-77 - 99,8
Zr-Mo - H3roToBJIEHO MO 3aKa3y <3 MM I\Z/[r(;_4c?£
Hf-Mo - M3roToBJIEHO MO 3aKa3y <3 MM 327_40052

Al ITA-4 T'OCT 60-58-73 <130 MxMm 98,8
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Pomie re
MoO, + 2A1 = Mo + ALO,, (1)
3Nb,0, + 10Al = 6Nb + 5AL O, )
3Ta,0, + 10Al = 6Ta + 5AL,0,, 3)
Cr,0, + 2A1 = 2Cr + ALO,, 4)
3V,0, + 10Al = 6V + 5AL,0,, (5)
3TiO, + 4Al = 3Ti + 2AL0,. (6)

B skcniepuMeHTax WCMONB30BANM IIMXTHI, OPHEH-
TUPOBAHHBIC HA TOIYYEHHE 5 HCCICIYyEeMBIX COCTABOB
(S1-S5), mpencraBneHHbIX B TA0MI. 2.

[Ipu BBeneHNH B HCXOIHYIO CMECh JIUTATypP COCTaB KOp-
PEKTHPOBAJICS, UCXOAS U3 OOIIETO COACPIKaHMUS IO MOJTHO-
neHy. BoccranoButeneM ObUT aJIOMHHU, a B KauyeCTBE
¢mrocyromux kommonent — CaO u CaF,. Heobxomumoe
nns csizbiBanus Al,O, 1 06pa30BaHus IPH IJIABKE JIETKO-
TUTAaBKOW MITAKOBOM CHUCTEMBI KOJMYECTBO ()IIFOCOB OTpe-
NETSUTH 110 CYMMAapHOMY COICpPIKAHHIO 00pa3yrOMIErocst
npu peakmusix (1)—(6) oxcuaa amomuHUs. Macca UCXO/-
HOH CMECH BO BCEX DIKCIECPHMEHTaX ObUIa IOCTOSHHOU
u cocraBisiia 600 r. KoHlieHTpanus BBOAMMOM (IIFOCYFO-
e 1o0aBky BapbrupoBaiack ot 2 10 S mac. %. J{ist cun-
T€3a COCTaBOB B PEKMME TOPEHHSI MCIIONB30BANH TIOJIBIC
IUTHHAPHIECKUE TYTOIUIABKHE (OPMBI U3 CIICYCHHOTO
BMeKTponuTHIECKOTo KopyHia (Al,O,) ¢ BHyTpeHHUM
nuamerpoM 80 MM 1 BBICOTOM 170 MM, KOTOpEIE ITpeIBapy-
TenbHO npocytmBay (He Meree 1 4 mpu ¢ = 90 °C). J{ns
BHOPAIIMOHHOTO YIUIOTHEHHSI CMECH B IIPOIIECCE 3aCHITKA
IIMXTY 3aChIAJIA BO BHYTPEHHHUN 00beM (OPMBI B KOITH-
gectBe 500 1. [0TOBYIO (hOpPMY CO CMECHIO TIOMEIIATH Ha
potop ueHtpobexnoit CBC-ycranoBku. [Iponecc rope-
HUS TIPUTOTOBJICHHBIX COCTABOB IPOBOIMIICS B LICHTPO-
oexnoit CBC-ycranoBke [43; 45] opUrHHaIBHONW KOHCT-
PYKIHH, CIPOSKTUPOBAHHOW CIICIUAIBHO UL PELICHUS
3aj1a4 MMOJYYCHUS JINTHIX MaTepPHUaIOB METOIaMH IICHTPO-
oexxuoit CBC-meratyprun. Panee 66110 BBLIBICHO [43],
YTO ONTUMAIILHBIM HHTEPBAJIOM TIEPETPY3KH IS TIOTyde-
HUS CIDTaBOB HA OCHOBE TYTOIDIABKUX METAJUIOB SIBIISCTCS
uHTEepBaa ot 55 1o 65g.

Jns co3maHusi LEHTPOOEIKHOTO YCKOPEHUS POTOP
HEHTPU(DYTH ¢ TIOMOIIBIO HIEKTPONPUBOIA MTPUBOAUICS
B JBIDKCHHUE JIO 3aJaHHBIX ITaPaMETPOB BPAILCHHUS, YTO

Tabnuya 2. PacueTHblil XuMu4yeckuii cocrab, mac. %

Table 2. Calculated chemical composition, wt. %

CocraB | Mo | Nb Ta Cr A% Zr Hf
S1 34,35|33,26 32,39 | - - - -
S2 31,46 |1 30,47 | 28,77 | 9,30 - - -
S3 28,29 127,39 | 25,69 | 13,06 | 5,57 - -
S4 23,30 22,57 | 35,16 | 10,10 | - 8,87 -
S5 21,82122,82 132,92 | 9,46 - - 112,98

o0ecrieynBaio ACUCTBUE MIEPErpy3KH B 3aJaHHOM HHTEP-
Baje g. 3aTeM peakLMOHHAas CMeCh BOCIIAMEHSJACh
mojia4el KOPOTKOTO HMITYJIbCca JIA3€PHOTO H3ITyUYeHHUS,
c(OKyCHPOBAaHHOTO Ha MOBEPXHOCTH oOpasma. [openne
COCTaBOB IPOXOAMJIO MPH YCTAHOBHUBIIEMCS BPALICHUN
pOTOpa B PEaKIHOHHOW (OpME OTKPBITOIO THIIA IIPH
arMoc(hepHoM aBieHnu. Temmneparypa ropeHus CocTaBa
coctanisuia 6osee 3000 K, uto mpeBbIiaio TemMmneparypy
TJIaBIICHHUSI KOHEYHBIX TPOAYKTOB. Ilocie 3aBepiieHHs
IpoLecca ropeHus paciyiaBieHHbIE KOHEUHbIE POIYKTHI
(pacmuiaB crijiaBa M IJ1aka Ha OCHOBE OKCH/Ia aJTFOMUHHS)
BCJIEICTBHE B3aUMHON HEpacCTBOPUMOCTH M IO AEUCT-
BHEM IIEHTPOOCKHBIX CHJI PAcCIaMBallUCh U, OXJIaXIa-
SIChb, KPUCTAJUIM3UPOBAIHUCH. OXJIaXKAEHNUE PeaKLIMOHHOM
MacChl IPOBOIUIOCH IPUHYAUTEIBHO Yepe3 BOJOOXIIaxk-
JaeMbIil KOKyX peakiuoHHoro 6soka. ITponykrsl rope-
HUS TIPEACTABISUIA COOOM CIUTOK, COCTOSIIIUI U3 JBYX
CJIOEB, PAa3/EJCHHBIX YETKO BBIPAXKEHHOH TIpaHULIEH.
BepxHsis gacTh ciauTKa (MUTAKOBAas) PEICTaBIIsIa co00i
TIJIABJICHBIN KOPYH]I, HIKHSIS — 1ienieBoit craB TBOC.

BozpneiictBue neperpysku Ha craauu ropeus CBC-
COCTAaBOB TEPMHUTHOI'O THIA IO3BOJWIO CYILIECTBEHHO
CHHU3UTh WU MOIHOCTHIO TIOAABUThH Pa30pOC MPOITYKTOB
rOpeHus, a Takke OOeCHeYUTb MHTEHCHUBHOE IepeMme-
[IMBaHNE BBICOKOTEMIIEPATYPHOTO paciiiaBa MPOAYKTOB
CHHTe3a 32 (PPOHTOM TOPSHHUS U OTYIUTh BHICOKYIO KOH-
BEPCHIO MCXOJHON CMECH HETMOCPEICTBEHHO BO (POHTE
ropenus. BoznelicTBue mneperpy3ku Ha CTaJud TI'paBu-
TallMOHHOW cemapaluy MPOAYKTOB CHHTE3a M MOCIEeay-
IOLLETO OXJIAKICHHS TO3BOJIMIO PEAM30BaTh BBICOKHIMA
BBIXOJl METAJUINYECKON (pa3bl B CIMTOK (MpUOIIIKAro-
iicd K pacueTHOMY) M YHalIUTh ra3oo0pasHble Hpo-
JIYKTBI M3 HETO; KPOME TOTO, Meperpys3Ka crocoOCTByeT
BBIPAaBHUBAHHIO XUMHYICCKOTO COCTaBa Mo 00beMy (Gop-
MHPYEMOTO CIIUTKA, YTO SIBISIETCS KPUTUICCKH BaXKHBIM
JUId CHHTe3a MOJMMETauInYecKuX cruiaBoB. Ilpormecc
TOPEHHUSI COCTABOB PETUCTPUPOBANICS Ha BHICOKaMeEpY,
pa3MEILEeHHYI0 Ha pOTOPE LIEHTPOOEKHON YCTaHOBKH.

Ananmu3 (ha3oBOro cocraBa MPOBOJMIM Ha pPEHTTE-
HoBckoM nupakTomerpe ARL X’ TRA. Pacnipenenenue
AJIEMEHTOB IO CTPYKTYPHBIM COCTAaBJISIFOIIIMM CHHTE3H-
poBannbix TBOC u ananus cocraBa (ESP) ocymects-
JISUIM METOZIOM CKaHUPYIOIIEH 3JIEKTPOHHOH MHUKPOCKO-
MY Ha aBTO3MHUCCHOHHOM CKaHHPYIOLIEM JIEKTPOHHOM
MHKPOCKOIIE CBEPXBBICOKOTO paspemeHus «Zeiss Ultra
plus» Ha 0asze «Ultra 55», OCHaIIEHHOM IETEKTOPOM
sHeproaucnepcuonHoro (JJIC) aHanmmu3a ¢ BO3MOXKHO-
CTBIO MOCTPOEHHS KapT pacIlpelesieHus] SJIEMEHTOB 10
MOBEPXHOCTH 00pasIa.

2. PesynbTaTbl U Ux 06cyxnaeHue
2.1. TepMOOMHAMUYECKNIA aHaNn3

BaxkHbIM TlapamMeTpoM TpuU pa3pabOTKe perentyp
CBC-cuctem sBisieTcsi TEpMOAMHAMHYECKasl OIEHKa
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MaKCHMAaJIbHO peaqu3yeMoil TeMIepaTrypsl CHHTE3a
(agmabaTHuecKoil TeMIepaTyphl) IPU Pa3IMIHBIX COOT-
HOIICHUSX MUCXOJHBIX KOMIIOHEHTOB CMECH, YTO I03BO-
JISi€T OLIEHUTHh MHTEPBAJI BO3MOXKHBIX 3HAYEHUH COOTHO-
IICHUS] KOMIIOHEHTOB, ITPH KOTOPOM OyIyT COOMIORaThCs
HEOOXOIMMBIE YCIOBUS IS IOy YEHHSI TIUTHIX KOHEUHBIX
MPOAYKTOB CHHTE3a. K TaKuM yCIOBUSIM OTHOCHUTCS TIpe-
BbIILIEHUE 3HAUYEHUH ainabaTuuecKol TeMIepaTypbl CHH-
Te3a HaJ TEeMIEpaTypoil MIaBJICHUS KOHEUHBIX U IPOMe-
JKyTOYHBIX MPOAYKTOB peakiuu. Ilpu 3ToM Hano noHu-
MaTh, YTO PACUCTHOE 3HAUCHUE TEMIIEPATYypPbl TOPCHHUS
BCErJa HECKOJIBKO BBILIE HKCIIEPUMEHTAIbHON TemIepa-
TYpBI CHHTE32, TaK KaK B PEAIBHBIX YCIOBHAX MMECIOTCS
TEIUIONOTEPU BCIIEACTBUE TEIUIOOOMEHA C MaTepHaJIoM
(OPMBI, HETIOJIHOTO HPOTEKAHUS XMUMHUCCKUX PEeaKInit
(HeroIHOE pearupoBaHue), a TAKKe CMELEHHs KOHIIeH-
Tpauuii KOMIHOHEHTOB BBUAY YaCTHYHOTO Ta30BBIJICIIC-
HUS (IPEUMYLIECTBEHHO CYOOKCHIOB) M BO3MOXKHOTO
pasbpoca MPOAYKTOB B IPOIECCE BBICOKOTEMIIEpPATyp-
HOIO pearupoBaHUsl UCXOIHBIX KOMIIOHEHTOB B BOJIHE
TOPCHMSI.

C uenblo TEOPEeTUUYECKO OLlEHKM MaKCUMAaJIbHO pea-
TU3yeMOi TeMIIepaTyphl CUHTE3a (arnadaTnIecKoil TeM-
nepaTypbl) B 3aBUCUMOCTH OT COOTHOLIEHHSI MCXOAHBIX
KOMIIOHCHTOB CMECH OBbLI IPOBEACH TEPMOIMHAMHYCC-
KM aHAJIW3 MIPOLIECCOB CUHTE3a B IIPOrPAMMHOM IAKETe
THERMO, paszpaborannom B UICMAH. IlporpammHBIi
MAKEeT MMO3BOJISET MPOU3BOIUTH PacyeThbl TEPMOAUHAMHU-
YECKOTO PAaBHOBECHS B CIIOKHBIX MHOTOKOMITOHEHTHBIX
retepodazHBIX CHCTEMax W BKIIOYACT B ceOs 6asy maH-
HBIX TEPMOAMHAMUYECKON MH(pOPMAINN JJIsI paBHOBEC-
HBIX PacueToB, a TaKkke MMeeT (PyHKUIWIO N0OaBICHHUS
JIAaHHBIX JIJIs1 HOBOTO coennHenus [46; 47]. Pesynsratamu
pacueTa SBJISIOTCS PABHOBECHBIH COCTaB IMPOAYKTOB
(KaK KOHJICHCHUPOBaHHBIX, TaK M Ta3000pa3HbBIX) U ajua-
OaTmyeckas TeMmeparypa. M3MeHeHne pexrnMa pacdera
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Puc. 1. TepmonnHaMu4ecKuii aHAN3 aquadaTHaecKoi
temreparypsi (T M) U COOTHOILICHUSI B TIPOLYKTaX TOPCHUSI
ra3oBOi, METAJUIMIECKON 1 OKCUIHOU (a3 mis cucteM S1-S5

Fig. 1. Thermodynamic analysis of the adiabatic temperature (7' ;)
and the relative amounts of gaseous, metallic, and oxide phases
in the combustion products for systems S1-S5
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MO3BOJISIET MPOU3BOAUTH TEPMOTUHAMHYECKUE PACUETHI
B CIIyd4asX M300apHOTO, H30XOPHOTO HJIH W30TECPMHYEC-
KOro TmporeccoB. Mccienyemple CUCTEMbI MOTYT OBITh
Kak 0e3ra3oBbIMHU, TaK U COICPXKALIMMH IJIF000E KOJH-
YEeCTBO I'a30BOH (asbl.

PesynpraThl TEpMOAMHAMHYECKOTO aHalu3a ajua-
Garuyeckoil Temreparypsl (7, ) 1 CyMMapHBIX KOHIICH-
Tpauuid A7l Ta30BBIX (ra3), METAIMYECKHUX (CIUTOK)
U OKCUAHBIX (okcuna) (a3 B MPOLYKTaxX peakuuu IS
uccinenyemblx cucreM S1-S5 (cm. Tabn. 2) mpencras-
JIeHBI Ha pucC. 1.

AHamM3 TONYyYEHHBIX MAaHHBIX ITOKa3al, YTO IS
cucteM S1-S3 Temmeparypa TOpeHHST COCTaBOB MOXKET
nocturarh 3HadeHui 3000 K u Beime (3427-2935 K), uro
MIPEBBIIIACT TEMITEPATy Py IIABICHUS BCEX KOMIIOHCHTOB
crnasa (7, K: Nb — 2741, Mo — 2896, Cr — 2163, Zr —
2125, V — 2170, Hf — 2506) 3a ucK/IIOUEHUEM TaHTaja
(Ta — 3290 K). OgHako HaJIMYUE YKUJAKOTO BBICOKOTEM-
MepaTypHOTO pacrjiaBa BBILIICYKa3aHHBIX KOMIIOHEHTOB
MOXKET 00€CTIeUUTh OBICTPOE PACTBOPEHUE AUCIIEPTHPO-
BaHHBIX TBEPJO(A3HBIX YACTHIl TaHTaja, 00pa3yeMbIX
Bo (ponre ropenus. CocraB S5 HMMeeT MOHHKEHHBIE
3HAUCHHs anuabaTHYecKOd TeMIIepaTypbl TOpPCHHS:
T, =2890,8 K, npu stom Ta u Nb moryr Haxoautbest
B TBepro(a3HOM COCTOSIHWH, HO, KaK U B MPEABIIYIICM
cirydyae, HaJH4ue KUAKO(A3HBIX MPOIYKTOB M3 COCTaBa
OCTaJIbHBIX KOMITOHEHTOB CIUIaBa MOXKET OOCCICUHUTH
OBICTpOE W TIOJHOE WX PacTBOpPEHHE B (HOPMHPYEMOM
CIIUTKE CIUIaBa. JTO MPEAIOIOKCHNE OyIeT MpOBEpeHO
B AKCIICPUMEHTAILHON YacTH JaHHOH pPaOOTEHI.

Jiis Bcex HCCeAyeMbIX COCTaBOB MaccoBas OIS
OKCHUJTHOW M MeTaJlIn4eckoil (a3 u3MeHseTcss He3HaYH-
TeNBHO (CM. pHC. 1), 4TO sABIsAETCS ONAaroNpUsATHBIM (ak-
TOPOM C TOYKH 3pEHHs MX MOCIEIYIOIEro CpaBHEHHS
B DKCIICPUMCHTAIILHON YaCTH HCCIICIOBAHUIA.

AHanmM3 TONYyYCHHBIX JAHHBIX anuabaTHIecKoi
TEMIIepaTypbl M KOHIECHTPAaIUi KOMIIOHEHTOB B yCJO-
BHSX TEPMOIMHAMHYECKOTO PABHOBECHS ITOKA3ajl, UTO
i cucteM S1-S3 (cM. Tabi. 2) Temreparypa TOpeHHS
moxet npocturarh 3427 K, a g S5 — 2935 K. Takum
00pa3zoM, MOKHO CJIeNIaTh 3aKJIIOUCHHE, YTO JUI TOIy-
YeHHUs JHUTHIX MaTepHalioB B HCCIEIYyEeMBIX CHCTEMax
(S1-S5) TepmoarHaMUYECKHX NPEMSATCTBHIA HE CYIIECT-
BYET, T.€. TEMIIepaTypa ropeHusi COCTaBOB BIIOJIHE TO3BO-
JISET MOyYaTh JIUThIE MaTepHalibl 3aJJaHHOTO (1I€TIEBOT0)
cocTaBa.

2.2. BnusaHmne LeHTpobexXHOMN cunbl
(neperpy3sku) Ha dopMmMpoBaHme
coCTaBa M MUKPOCTPYKTYpbl TBIC
WzBectHo [40—44], 4TO YpOBEHb NEPETPY3KH MOXKET

OKa3bIBaTb CYHICCTBCHHOC BJIMAHUE HAa MAaKPOKWHCTH-
YCCKHUE IMapaME€Tpbl CUHTE3a U, KaK CICACTBUEC, HA (1)Op-
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MHPOBAHHUE COCTaBa M CTPYKTYPhI MOTYYaeMbIX JTUTHIX
CIUNIaBOB. B ciywae monydeHHs CIDIaBOB Ha OCHOBE
TYTOIUIABKUX METAJUIOB BPEMs CYIICCTBOBaHHS BBICO-
KOTEMIIEpaTypHOTO pacilaBa B JKHUAKOM COCTOSHHU
(«BpeMst KHU3HI») COKpaIIaeTcs, MOCKOJIBKY TeMIlepa-
Typa KPUCTAILTH3ALUH TAKUX PACILIaBOB 3aMETHO BEIIIIE,
YeM CIUIABOB HA OCHOBE TIEPEXOHBIX METAJIOB. B cBs3n
C ATHM Ul TOJYYEHHS XOpOIIo c(hOopMHPOBAHHOTO
CIIUTKA B JOHHOH 9acTH (HOPMBI HEOOXOJUMO YCKOPHTH
nporuecc (a3zopa3meneHus METaUIMIeCKOH  (CIHUTOK)
1 OKcHIHOM (Ha ocHose kKopyHna Al,O,) da3. HauGonee
NEHCTBEHHBIM MHCTPYMEHTOM IJISl 3TOTO SIBIISICTCS BO3-
JCHCTBUE IEHTPOOCKHBIX CHJI, CO3JaBAEMBIX C IIOMO-
10 eHTpoOexHbIX CBC-ycTaHOBOK, Ha CTaAMSIX TOpe-
HUSI COCTABOB U (pazopaszieneHust MpOJyKTOB CHHTE3A.

Ha puc. 2 ma npumepe 6a3oBoii cucrtemsl S1 (Mo,
Nb, Ta) mpencraBieHbl 3aBUCHMOCTH CKOPOCTH TOpe-
Hus (U ), HOJHOTBI BBIXOJAA METAIMYECKOH (asbl B
CIMTOK (1,) U BEJIMYUHBI TIOTEPH (1),) TPOIYKTOB TOpe-
HUs (pa3bpoc) OT BeIWYHHBI g. BUmHO, 94TO CKOpOCTH
ropeHust 0a30BOTO COCTaBa CYIICCTBEHHO BO3PACTacT
O] BIIMSIHUEM TIEPETrPpy3KH, 0COOCHHO B HHTEpBaje ot 1
110 50g. IIpu 3TOM Ba’KHO OTMETHUTB, YTO [1OJIHOTA BBIXOZA
METaUTMICCKOH (ha3bl B CIUTOK B JaHHOM HHTEpBAJC
TaK)Ke BO3PACTACT, BHIXOAS HA HACHIIICHHE MOCIE 3Ha-
yenuit 100g. [lomydeHHbIEe NaHHBIE YKa3bIBAIOT Ha TO,
YTO JJIS1 CHHTE3a HCCIIEIYCMBIX CIIABOB L[EIECO00pa3HO
UCIIOJIB30BaTh WHTEPBAJl 3HAUCHHH Imeperpy3kua ot 50
10 100g.

BusyanpHbI aHaMN3 MOMYYCHHBIX OOpa3IoB IMOKa-
3aJ1, 9TO BCe 00pasIpl MMenu JINToi Buj. Peamusyemas
neperpy3ka cBeire 50g TO3BONIIIA TONYYUTH CIHTKA
¢ yeTkuM pazzaeneHueM das. [Ipu neperpyske Hmwke S0g
CIUTKU (POPMUPYIOTCSI C HECIUIONMIHON MaKpOCTPYKTY-
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Puc. 2. Biusinue BEJTMUYHMHBI IEPErpy3KH (g) Ha CKOPOCTh
roperus (U,), HONHOTY BBIXO/[a METATHYECKON (a3hl
B CJIUTOK (1),) ¥ BETMYMHY MOTEPh IPOYKTOB FOPEHHs (1),)
Juist 6a30Bo# cucteMsbl S1 (cM. Tadm. 2)

Fig. 2. Effect of overload (g) on the combustion rate (U,),
the yield of the metallic phase in the ingot (1, ),
and the combustion product loss (n,) for the base S1 system
(see Table 2)

PO, B MX BEpXHEH 4acTH HAOMIONAIOTCS Ta30BbIe BKITIO-
YCHUS, TIOATOMY IPU MONYYCHHH LEJIEBBIX COCTAaBOB
S2-S5 ucnons3oBanu neperpysky 60g.

AHanmu3 BHICOM300paKCHHs TIPOIecca TOPCHUS
cocTaBoB S2—S5 He BBISBUJI CYIIECTBEHHOTO (Oosee ueM
Ha 15 %) yBenuueHus: CKOpOCTH TOPEHUsL.

2.3. XUMNYeCcKnin 1 GasoBbii aHann3bl
CUHTe3npoBaHHbIX TBOC

[Honyuennusie oOpasusl autbix TBOC cocraBos
S1-S5 mocne u3BIEYEHUS U3 TYTOIIABKOH (POPMBI OBLTH
MOJBEPTHYTHI MONEPEYHON pa3pe3Kke U MOCIeayIoLEMY
aHanm3y. AHalU3 3JEMEHTHOTO cocTaBa (Talu. 3) moimy-
YEHHBIX CIIaBOB, IPOBOAUMBIH METOIOM PEHTIeHO]IIIO-
OPECIICHTHOM CIIEKTPOCKOIINY, IOKa3aji, 4YTO IICJICBBIC
anemeHTel Mo, Nb, Ta, Cr, V, Zr u Hf npucyrcrByror
B cocTaBe cuHTe3upoBaHHBIX TBOC m oTKIOHEHHE UX
KOHLIEHTPALMil OT pacyeTHbIX 3HAYEHHUI HE MPEBBILIAET
1 mac. %. Crnegyer oTMETUTH, YTO UCTIOIH30BAHHE JINTA-
Typ Zr-Mo u Hf-Mo no3Bonuiao MUHUMU3UPOBATh B3a-
MMOJICHCTBHE B BOJIHE TOPCHHUS TAKUX XUMUYCCKU aKTHB-
HBIX KOMIIOHEHTOB CIUIaBa, kak Zr u Hf, uto oGecnieunsio
WX TPUCYTCTBUE B COCTaBE CIUIABOB INPAKTHUYSCKH Ha
YPOBHE pacyeTHbIX KOHIIEHTPaLHH.

i cpaBHUTENBHOrO aHanu3a co ciiaBamu S1-S5
ObU1 cuHTe3upoBaH ciutaB S0, COCTOSAIIMN U3 ABYX KOM-

noreHToB: Mo + Nb. JIudpakrorpammel  0Opa3ios
TBOC (S0-SS5) npuBenens! Ha puc. 3.
Pesynmerater  pentreHogaszoBoro anammza (PDA)

craBoB  SO-S5 mpencrasieHsl B Ta6n. 4. Da3oBbId
COCTaB METAJUIMYECKOTO CIIUTKA 3aBHCUT OT CILIABIIsC-
MBIX KOMITIOHEHTOB. [Ipy COBMECTHOM BOCCTaHOBJIEHUH
¥ nocienyronieM cruiaBieHun MetaiwioB V (Nb, Ta, V)
u VI (Cr, Mo) rpymn ¢popMHUPYIOTCS IPAKTHYESCKH OJTHO-
(dazupie crutaBel, uMmeronme OLK kpucrammyeckyro
CTPYKTYPY, XapakTepPHYIO IS METAJUIOB 3THX TPYIIL
N3BecTHO, 4TO OTHUM U3 yCIIOBUN 00pa30BaHus OqHO(a3-
HOTO TBEPIOTO PACTBOPA SBIISETCS OMMHAKOBBII THIT KPH-
CTAJUTMYECKUX CTPYKTYP METAIUTMYECKIX KOMIIOHEHTOB.

Ta6bnmya 3. XuMHYeCKH COCTaB
CHHTe3MpPOBaHHBIX cINTKOB TBIC (Mac. %)

Table 3. Chemical composition
of synthesized RHEAs ingots (wt. %)

CmiaBs | Mo | Nb Ta Cr A% Zr Hf
SO 50,8 | 49,2 - - - - -
S1 34,7 | 33,4 | 31,9 - - - -
S2 31,9 | 30,9 | 28,1 | 9,1 - - -
S3 28,6 | 27,9 | 25,1 | 12,7 | 5,7 - -
S4 23,7 | 22,8 | 352 | 9,7 - 8,6 -
S5 22,5 23,6 | 322 | 93 - - 12,4
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Puc. 3. lnudpaxrorpaMmmbl CHHTE3UpOoBaHHBIX 00pa3inoB TBOC (S0-S5)
Fig 3. XRD patterns of the synthesized RHEA samples (S0-S5)

Tabnuya 4. ®a3oBblii coctaB cauTtkoB TBOC

Table 4. Phase composition of RHEASs ingots

CruiaB OcHoBHBIE (ha3bl Bropuunsie dazer | ITpumecHsle da3bt

S0 MoNb - ALO;, NbO
S1 MoNbTa (OILIK TBepaplii pacTBOp) Al,Nb,Mo, -

S2 MoNbTaCr (OLIK1 + OIIK2 TBepasiii pacTBOp) - TaO

S3 MoNbTaCrV (OLIK3 TBepablii pacTBOp) - NbO

S4 MoNbTaCrZr (T'IK + OLIK3 TBepblii pacTBOp) Iy -

S5 MoNbTaCrHf (OLIK4 tBepablii pacTBOp) Iy -

Hudpakrorpamma  (puc. 3) IBYXKOMIIOHCHTHOTO  3BIBA€T Ha YBEIWYCHHE MapaMeTpa €€ JJIEeMEHTapHOU

crtaa SO (Mo + Nb) cBuaerenscTByeT 06 00pa3zoBaHuN
¢da3er MoNb (mpoctpancTBenHas rpynna /m-3m, PDF2
card #65-5786). JleiicTBUTEIbHO, JBOWHAs CHUCTEMa
Mo-Nb xapaktepusyeTcsi HEOTPaHUUYCHHOW pPacTBOPH-
MOCTBIO 2JIEMEHTOB W YNOBIETBOpSET mpasmiam FOm—
Pozepu (Hume—Rothery rules) oOpa3oBanus TBepaoro
pacTBopa 3aMeleHus. B cruiaBe conepKUTCsl HE3HAUH-
TENBHOE KOMMYECTBO NpUMeCHBIX (has Al,O, n NbO, uto
BBI3BAHO, MO-BUAWMOMY, HEIOCTATOYHO TMOJIHBIM (ha3o-
pasneneHueM npu GOPMUPOBAHUH CITATKA.

HobGasnenue B crutaB S1 Tpethero kommnoneHTa (Ta)
Takxe TMPUBOJIUT K oOpaszoBanuto OLK-(haser TBepmoro
pactBopa MoNbTa. JludpakunoHueie pediekchl 3TOH
(a3pl CMEMIeHBl B CTOPOHY MEHBIIUX YIJIOB, YTO yKa-
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SIYEHKHU 110 CPABHEHUIO C JIBYXKOMITIOHEHTHBIM TBEPIbIM
pactBopoM MoNb. VBennueHHe METPUKHU 3JIEMEHTapHOM
STYEHKH TPEXKOMIIOHEHTHOTO CIUTaBa CBA3aHO C OOJIBIITNM
aromusM pagmycoMm Ta (1,430 A) mo cpasrennio ¢ Mo
(1,362 A) u Nb (1,429 A) [14]. Ha audpakrorpamme
crutaBa S1 Takke OOHApPYXKEHBI CiTa0ble TUPPAKIIMOH-
ueie peduekcel paser AL,LNb.Mo,, umerommein kyoudec-
Kyl CTpykTypy (mpoctp. rpymmna Pm-3n, PDF2 card
#65-4465) (puc. 4).

Brenenne B crmaB S2 werBeproro kommoHeHTa (Cr)
npuBoIMT K oOpasoBanuio 1Byx OLIK-da3 TBepasix
pacTBOPOB C ONM3KUMH TIapaMeTpaMH dIIeMEHTap-
HOW sueiiku. Ha puc. 3 oHu o6ozHaueHsl kak OLIKI
n OLK2. JIudpakiuonHble pediaeKchl CYIIECTBEHHO
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Puc. 4. MukpocTpykrypa cruiaBa coctaBa S1 (@, &) U KapTbl paclpe/ieieHns JIEMEHTOB TOIYYeHHOro CIijIaBa (6—e)

6 — KOMOMHUPOBAHHOE M300paKCHUE KapThl PAaCIIPEICIICHHUs 2IIEMEHTOB, 2 — Mo, 0 — Nb, e — Ta

Fig. 4. Microstructure of alloy S1 (a, 6) and elemental distribution maps of the obtained alloy (6—e)

6 — combined image of elemental distribution map, 2— Mo, 0 — Nb, e — Ta

VIIUPEHBI BCICICTBHEC HAJIOKEHHS Pe(IeKCOB ATHX (a3.
Heo6x0a1Mo OTMETHTS, UTO B 3TOM CiIydae HaOmonaeTcs
cMemeHne peIekCoB B CTOPOHY OONBIINX YIJIOB, YTO
YKa3bIBaeT Ha YMEHBIIICHUE MapaMmerpa 3JIeMEHTapHOM
staeiikn  oOpasopaBmuxcsi OLK-¢pa3. OgeBuaHo, dTO
HaJIMYNE B TBEPIOM PACTBOPE XPOMa, UMEIOIIETO CyIIe-
CTBEHHO MEHBIIMI aToMmHbIi pammyc (1,249 A), uem
y JpYTUX 3JIEMEHTOB CIUIaBa, MPUBOIUT K YMEHBIICHUIO
napamMeTpa 3nemMeHTapHoi suciiku OL[K-¢a3. Paznnaue
napaMeTpoB sreMeHTapHoi sueliku a3z OLIK1 u OLIK2

200 MM
—

CBHJIETEIBCTBYET O Pa3IMYHOM COAEPKAHUU B HHUX
Cr. IlonTBepxKAEHUEM HTOMY SABISIOTCS PE3YJbTaThl
MHUKpOaHanu3a CIUlaBa, IPEACTaBICHHbIE HA pHUC. 5.
Kpucranmmzanust CcIuTKa TPOUCXOTUT M3  KHUIKOTO
COCTOSIHHSA, B KOTOPOM 00€CIIeUMBAETCsI TOMOTCHHOE pac-
npenenenue eMeHToB Mo—Nb-Ta—Cr. MoxHo npen-
MOJIOKATH, YTO (HOPMHpOBaHME IBYX(A3HOTO CIUIaBa
MIPOUCXOAUT B MHTEpBAJC TEMIIEpaTyp, Korjaa IMEpBOH
KpHucTauTn3yercst (a3a, oOOTamieHHas TYTOIUIaBKUMHU
metamamu (Mo—Nb-Ta), a BTOpod — JerkoruiaBkas

Puc. 5. MukpocTpykrypa crutaBa coctaBa S2 (@, #) 1 KapThl paClpeeieH s 2IIEMEHTOB TTOIYYEeHHOTO CIIaBa (6—ic)

6 — KOMOMHHUPOBAHHOE H300PAXKEHUE KAPThI PACcIIpe/ICICHHUS DIIEMEHTOB, 2 — Mo, 0 — Nb, e — Ta, arc — Cr

Fig. 5. Microstructure of alloy S2 (a, 6) and elemental distribution maps of the obtained alloy (6—a#c)

6 — combined image of elemental distribution map, 2— Mo, 0 — Nb, e — Ta, s — Cr
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¢aza, oboramennast Cr. I3BeCTHO, 4TO B MHOTOKOMIIO-
HEHTHOH cucTeMe yCIOBUEM 00pa3oBaHUsl 0JHO(A3HOTO
TBEPAOTO PACTBOPA METAJUIOB SIBISCTCS pPa3IHuUe HX
aTOMHBIX painycoB He Oosee ueM Ha 4 %. [Ipu BBenenun
B cruiaB Cr 9TO yCIIOBHE HE BBHITIONHSACTCS, YTO MPUBOIAMT
K (hopMHPOBAHUIO IBYX(HA3HOTO CIUIABA.

Beenenne B crmuiaB S3 msaroro kommoneHTa (V)
npuBOIMT K oOpa3oBanuio Habopa OLK-¢a3. Ha mud-
pakrorpamme cmiaBa S3 oM oOo3HaueHsl kak OL[K3.
HaOmomaembie peguieKChl CUMMETPUYHBI M CYIIECT-
BEHHO YIIMPEHBI, YTO YKAa3bIBaCT HA NPUCYTCTBUE B
crutaBe Heckoibkux OLIK-(a3, ornuarommxcs aneMeHT-
HBIM COCTaBOM H, COOTBETCTBEHHO, MapaMETPOM »Je-
MeHTapHoii sueiiku. Hecmorps Ha To, uto V (1,316 A)
uMeeT OONBIINKM aTOMHBIH paanyc, deM Cr, ycloBHs
U1t 00pa3oBaHusl OfHO(A3HOTO CIUIaBa U B 3TOM CIY-
Yae He BRIMOJIHAIOTCS. CMeleHne peIekCoB B CTOPOHY
OONBIINX YINIOB JIIS OTOTO CIDIaBa MaKCHMAIBHO, T.C.
cpenauii napametp saeriku OLIK-da3 s S-koMnoHeHT-
HOTO CIUIaBa OKa3aJICsi MUHUMAJIbHBIM 10 CPABHEHHUIO CO
crmtaBamMud MoNb, MoNbTa u MoNbTaCr.

Beenenue B 4-xommoneHTHbIH cruia S2 (MoNbTaCr)
anemeHToB 1V rpynmer — Zr u Hf, umeromux rekcaro-
HaJIbHYI0 KPHUCTAJUIMYECKYIO CTPYKTYpY, NPUBOAMUT
K CyIECTBEHHOMY M3MEHCHHIO (Da30BOTO COCTaBa CIIUT-
k0B S4 u S5 cooTBeTCTBEHHO. B ciyuae 5-KOMIOHEHT-
Horo crasa ¢ Zr (S4) Hapsiny ¢ pednexcamu OLIK-da3sr
Ha IOUPpaKTOrpaMMe IIPHCYTCTBYIOT HHTCHCHBHBIC
pedutexcer I'LIK-dassr (mpoctp. rpyna Fm-3m), a Takxke
cmabpie peduekcsl aByx rekcaroHanbHbx (['T1Y) da3
(mpoctp. tpyma P-6m2 u P6,/mmc). B Gaze nudpak-
nuoHHBIX JaHHbIX «PDF2 Realize 2022» 0oTCcyTCTBYIOT
COCIMHEHHUS, BKJIIOYAIOIINE HIEMEHTHI CIIJIaBa B pa3inny-
HBIX KOMOHMHALMSAX M MMEIOLIUE YCTaHOBJICHHbBIE MPO-
CTpaHCTBEHHbIE Tpynmbl. B ciydae 5-KOMIOHEHTHOTO
cruaBa ¢ Hf (S5) Ha mudpakrorpamme HaOmomarotcs
uHTeHcuBHBIE pedrekcel OLIK4-¢da3el, yrmmoBoe moino-
JKEHHE KOTOPBIX OJIM3KO K yriioBoMy nonoxeHuto OLK3-
¢assl, T.c. mapaMeTphl AEMEHTApHOHN SYeHKH 3TUX (a3
omm3ku. Kpome Toro, kak u B cirydae ciuiaBa ¢ Zr, Ha
I pakTorpaMMe OTMEYAOTCs Ci1adble pedIeKchl IBYX
rekcaroHaneHBIX (['T1Y) da3. OueBumno, 9TO POpMUPO-
BaHME MHOTO()A3HOTO COCTaBa CIIaBOB S4 u S5 cBA3aHO
C pa3IMYHON KPUCTAIIMYECKONH CTPYKTYpOH CIUIaBisie-
MbIx eMeHToB — OLIK y snemenroB V u VI rpynn
(Mo, Nb, Ta, Cr) u I'TlY y snemento IV rpymmsr (Zr,
Hf). Kpome Toro, atomusie paauycsl Zr (1,603 A) u Hf
(1,578 A) cymecTBeHHO GOIBIIE, YEM ATOMHEIE PANYCHI
OILIK-meTramnos.

2.4. MnKpOCTpYKTypa
CUHTEe3npoBaHHbIX TBIC (S1-S5)

Ha mnpenBaputenbHO TOATOTOBICHHBIX —HUTH(Ax
muThix 00paszoB TBOC (S1-S5) Obut BRIIOTHEH MUKPO-
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CTPYKTYPHBIH aHAJU3 U IMOJTy4EHBI KapThl pacipeneie-
Hus (OJ]C-aHaiu3) 3J€MEHTOB B COCTAaBE UCCIIENYyEeMbIX
ciiaBoB S1-S5. Pe3ynbrarhl aHanu3a NpeICcTaB/IeHbl Ha
puc. 4-8.

AHanmu3 MHKPOCTPYKTYpPBI TIOMYYCHHBIX 00pa3IoB
MoKa3aJ, YTo BBEJCHHE MOIU(DULIHUPYIOIUX 3JIEMEHTOB
(Cr, V, Zr u Hf) npuBOAMT K MOSBICHUIO HOBBIX CTPYK-
TYPHBIX BbLIEJICHUH.

Tak, crutaB 6a3oBoro coctaBa S1 (puc. 4, a, 6) umeer
JOCTaTOYHO PABHOMEPHOE pacHpenesieHHe 3JIeMEHTOB
B CIUIaBE, YTO YKAa3bIBaeT Ha €ro oxHO(a3HBIl cocTaB
U xopomio comiacyercs ¢ pesynsraramu XRD. Ilpu
KapTUPOBAaHUM IEMEHTOB (puc. 4, 6—e) HaOmonarTCs
TOJILKO HEOOJIBLINE MEKIPaHUYHBIE 001acTH, O0OTralleH-
Hble Nb, 9TO XapakTepHO ST IUTHIX MaTepUAIIOB.

[pu BBenenmu B 0OazoBbrii coctaB Cr (puc. 5)
craB (S2) mpeTepreBacT 3aMETHBIC CTPYKTYPHBIC H3Me-
HEHHS 1, KaK BUIHO U3 MUKPO(hOTOrpaduii, IMEET IBYX-
(a3HyI0 CTPYKTypYy, UTO COINIACYeTCSl C pe3yIbTaTaMu
XRD. Crpykrypa Takoro ciiasa (S2) cOCTOMT UX JIBYX
TBepabix pactBopoB ¢ OLK-ctpykrypoit (cm. puc. 3):
MePBbI UMEET MaTpULly ¢ 0OOTaLIEHHBIM CO/IEpPKaHUEM
no Cr, a Bropo#t (hopmupyercsi Ha ocHOBE Mo co CTpyK-
TYpOU ACHIPUTHOIO THIIA.

[Ipu BBenenuu B 6a3oBbIid coctaB Cr u V (puc. 6)
craB (S3) XapakTepu3yeTcsi CXOXKHUM ICHIPUTHBIM
CTPOCHHEM, ITPH 3TOM Pa3MephbI ICHAPUTHBIX BBIICICHUN
HECKOJIbKO MEHBILIMX Pa3MEpPOB U HAXOAATCS B UHTEp-
Basnie 5—10 MKM.

[Tpu coBmecTHOM BBeieHnU B 6a30BbIi coctaB Cr u Zr
(crumaB S4), cormacao XRD (puc. 3), hopmupyrorcst Tpu
(ha30BBIC COCTABILIONINE: 1BAa TBEPABIX pacTBopa ¢ OLK-
cTpykrypoi u pactsop ¢ I'LIK-crpykrypoii. OnHako u3
aHanu3a MHUKPOCTPYKTYPBl BUAHO (pHC.7), YTO YETKO
PasIUUUMBI TOJIBKO JBa CTPYKTYPHBIX DJICMEHTA: Iep-
BBII (pHUC. 7, 6-3, CBETIIbIE 00JIACTH) HMEET POBHOOCHYIO
3epEHHYIO CTPYKTYypYy U (hOpMHpPYETCS Ha OCHOBE TBEp-
JIOT0 pacTBOpa ¢ OOOOIIEHHBIM colepxaHueM 1no Mo
u Ta, a BTOpoOil mpencraBmsier co0OH COCTUHUTEIHHOE
MEK3EepPEHHOE TPOCTPAHCTBO, (POPMHUPYEMOE Ha OCHOBE
TBEPJIOTO pacTBopa ¢ oborameHneM 1o Cr u Zr.

ComiacHo XRD (cM. puc. 3), pa3oBblii cocTas ciuiaBa
S5 (mpu cosmectHoM BBeneHnu Cr u Hf) ¢popmupyercs
kak oxHo(asubIil pacTBop ¢ OLIK-cTpykTypoil. AHanu3
MuKpodoTorpaduii (puc. 8) ZeHCTBUTEIHLHO CBUACTEIIH-
CTByeT O JOCTaTOYHO PaBHOMEPHOM paclpeieseHun
OCHOBHBIX JJICMEHTOB cIutaBa. llpm sToM mpm KapTu-
POBaHUU 3JEMEHTOB (puC. 8, 6—3) 3aMETHBI JIOKAJIbHbIE
nucnepcHble Beiaenenus Hf ¢ pasmepom 3—5 mxm. Xpom
MIPUCYTCTBYET B BHUJE BHYTPUIPAHWYHBIX JUCIIEPCHBIX
BBIJICJICHNH, a TaK)K€ B BUJIC TOHKUX IIOJIOC HA TPAHUIIE
3epeH.

Habmomaemas qucniepcHas CTpyKTypa UCCIEAyEeMbIX
cruiaBoB S2—S5 MOXKET MPUBOAUTH K MOBBILICHHIO UX
MEXaHUYECKUX CBOMCTB.
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Puc. 6. MukpocTpykTypa craBa cocraBa S3 (a, ) U KapThl pacrpe/ielIeHUs SJIEMEHTOB MOJY4E€HHOTO CIIaBa (6—3)

6 — KOMOMHHMPOBAHHOE W300paXKEHHUE KapThl PaCIpE/ICIICHUs IEMEHTOB, 2 — Mo, 0 — Nb, e — Ta, s — Cr, 3 —V

Fig. 6. Microstructure of alloy S3 (a, 6) and elemental distribution maps of the obtained alloy (6—3)

¢ — combined image of elemental distribution map, 2— Mo, 0 — Nb, e — Ta, are — Cr, 3 -V

e
e A

100 MM
[I—

200 MKM

—

Puc. 7. MukpocTpykTypa ciiaBa cocraBa S4 (a, 6) v KapThl pacipeIeeHust SIEMEHTOB MOIYyYSHHOTO CIUIaBa (6—3)

6 — KOMOMHHPOBaHHOE H300paXKEHNE KapThl pacrpeaeeHus JIEMEHTOB, 2 — Mo, 0 — Nb, e — Ta, arc — Cr, 3 — Zr

Fig. 7. Microstructure of alloy S4 (a, #) and elemental distribution maps of the obtained alloy (6—3)

6 — combined image of elemental distribution map, 2— Mo, 0 — Nb, e — Ta, a#¢ — Cr, 3 — Zr
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Puc. 8. MukpocTpyKTypa ciuiaBa coctaBa S5 (4, &) U KapThl pacipeieeHusI SIEMEHTOB MOJYYCHHOTO CIuiaBa (6—3)

6 — KOMOMHHMPOBAaHHOE U300paKEHHE KaPThI PACIIPE/ICIICHUS JIEMEHTOB, 2 — Mo, 0 — Nb, e — Ta, a¢ — Cr, 3 — Hf

Fig. 8. Microstructure of alloy S5 (a, #) and elemental distribution maps of the obtained alloy (6—3)

¢ — combined image of elemental distribution map, 2— Mo, 0 — Nb, e — Ta, arc — Cr, 3 — Hf

B 3amaun qaHHOTO MCCIECIOBAaHUS HE BXOIMIO H3MeE-
peHHE XMMUKO-MEXaHUYECKHUX XapaKTepUCTHUK CIUIaBOB,
TaK Kak He0OXOJUMO OBLIO MOATBEPIUTH CaMy BO3MOXK-
HOCTh noiyueHus takux TBOC Ha ocHOBe Tpex Tyro-
MIaBKUX KOMMOHEHTOB (Mo—Nb-Ta) metogamu ieHTpo-
0exHoit CBC-MeTamypruu u3 OKCHJIHOTO ChIpbs. Takas
BO3MOXKHOCTh OBUIA YCIIEIIHA IPOAEMOHCTPHPOBAHA,
U CIISIYIOUINM 3TaIlOM HCCIICIOBaHMUHA OyleT yCTaHOBIIE-
HUE B3aUMOCBS3H CTPYKTYPbI—CBOICTBA.

2.5. ViccnenoBaHme XapoCTOMKOCTH
CUHTE3MPOBaHHbIX cnnaBoB S2-S5

brina n3ydyeHa okucIUTENbHAsS CTOWKOCTh CHHTE3M-
POBaHHBIX TYTOIUIABKUX BBICOKOAHTPOIIMHHBIX CILJIABOB
S1-S5 (cm. Tabmn. 2), MOABEPTHYTHIX IHUKIMYECKOMY
HarpeBy u BbiAepxkke npu t= 1000 °C B armocdepe
Bo3ayxa. CieayeT OTMETHUTh, YTO OOJNBIIUHCTBO HCCIIe-
JIOBaHUH oKuciuTenbHOU croiikoctn TBOC mpoBoasiTest
B M30TEPMUYECKHUX YCJIOBMSIX. DTa CXeMa HCIBITAHUN
MOAXOAMT JUIsl YCTAHOBJICHUS KWHETHKH OKHCIICHMS
U MEXaHU3MOB OKHCIICHHUS, HO HE TO3BOJISIET OLICHUTH
peakuuIo CIulaBa Ha MOBTOPSIOLIMECS LMKIIbI HarpeBa—
OXJIQXJICHUS, KOTOpPBIC OOINbIIEe MPUOIMKEHBI K peajlb-
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HBIM YCJIOBUSAM pa6OTI>I TaKUX MaTcpuaioB B TCUCHUEC
CpoKa CITykOBbI.

W3 momydYeHHBIX JUTHIX CIMTKOB OBLTH BEIPE3aHBI
Ha oJekTpodpo3noHHoM cranke GX-320L (CHMER
EDM, Kwuraif) o0pasibl AHaMeTpoM 8 MM H BBICOTOM
4 MM, KOTOpBIE 3aTeM NUIM(POBAIUCH A0 MIEPOXOBa-
TOCTH R =35 ¢ MOCJENYIOLIEH OYMCTKOW YIBTPa3ByKOM
B M30IIPOTIaHOJE.

OKUCIHUTEBHBIC OTXKHUIH MPOBOAWIN B MY(QETbHOMI
MIeYy C MPOTPaMMHBIM yripaBieHneM. O0pa3ipl momera-
JIICh HAa KEPaMHUYECKHE OCHOBBHI M3 OKCHJA ATIOMHHUSL.
Hanee dhopmupoBanack «kaccera» aisi Ooiee ymoOHOTO
1 ONCPATUBHOT'O MMOMCIHICHHU B I1€Yb UJIN U3BATHUSA U3 HEC.
Ota «Kaccera» MoMeInanach B MpeIBapUTENbLHO Harpe-
TYIO TIe€Yb W BBHIICP)KUBAJACH TaM C OINPEICICHHBIMA
nHTepBasamu: o 30 MUH B TEUEHHE NIEPBOTO Yaca 1 Jlajee
mo 19 10 MOCTIDKCHHSI CyMMapHOTO BPEMEHH OTKHTa
10 9. [Tocne kaXkma0ro Meproa UCTIBITAHHS HA OKHCIICHHE
00pas3Ibl OXJIAKIATH HAa BO3IyXE 0 KOMHATHOW TeMIe-
paTyphl ¥ M3MEpsUTH UX MacCy C HMCIOJIb30BAaHHEM aHa-
JUTUYECKUX BECOB ¢ TOYHOCTHIO 0,1 Mr. Ompenersuioch
U3MEHEHHE MAacChl 00pa3IOB, MPUBEICHHOE K EIUHUIIC
TUTOIIA TN TIOBEPXHOCTH, 33 OMPEICIICHHBIN MPOMEKYTOK
BpeMeHH. Ha OCHOBaHHMHM SKCIIEPUMEHTANBHBIX JaHHBIX
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Puc. 9. Baemnwuii Bua ucnbsiTyeMbix 00pasioB TBOC nmocine nmpoBeneHus okucauteabaoro omkura (7'=1273 K, t= 10 u)
a—S1 (Mo—Nb-Ta); 6 — S2 (Mo—Nb-Ta—Cr); 6 — S3 (Mo—Nb-Ta—Cr—V); 2 — S4 (Mo-Nb-Ta—Cr—Zr); 0 — S5 (Mo—Nb-Ta—Cr—Hf)

Fig. 9. Appearance of the tested RHEA samples after oxidation annealing (7= 1273 K, T= 10 h)
a—S1 (Mo—Nb-Ta); 6 — S2 (Mo—Nb-Ta—Cr); ¢ — S3 (Mo—Nb-Ta—Cr-V); 2 — S4 (Mo—Nb-Ta—Cr-Zr); 0 — S5 (Mo—Nb-Ta—Cr—Hf)

CTPOMITUCH KPUBBIC OKHMCIICHNs. BHEIHMIA B 00pa3IoB
nociie 10 4 oTxura npeacTasieH Ha puc. 9.

BuzyanbHbI 0CMOTp 00pa3noB BEIABII IOJIHBIH pac-
ra;; o0pa3mos ciaBoB S1, S4, u S5, Torna kak y cruiaBa
S2 ¢opma OblIa yTpaueHa JUIIb YaCTUYHO, a CIUIaB S3
MOJTHOCTBIO COXPaHMIT (HOPMY U TOJIBKO HA MMOBEPXHOCTH
UM TIJIOTHBINA OKMCICHHBIN CITOM.

[Tockonbky crmuaB S3 MMen HauMEHbIIEE OKHCIE-
HUE, TO Ui ero oOpasiia ObUI c/eslaH OoNePEeUHbIi cpes
Y BBINIOJTHEHBI HCCIEIOBAHUS CTPYKTYPBl OKHCICHHOM
U TIepexoiHoi 30H. OcTasibHble 00pa3ibl ObLIN [TOJBEPT-
HYTHl M3MEIBICHUIO C MPOBEICHUEM Ha UX IOPOIIKaX
P®A-uccnenopannii (tadm. 5). BumHo, uTo A7 OKHC-
JIEHHBIX COCTaBOB S4 U S5 OCHOBHBIM NMPOTYKTOM OKHC-

Ta6nuya 5. @a30Bblii cOCTAB OKUCIEHHBIX MPOAYKTOB nocie or:kura (7=1273 K, T =10 uv)

Table 5. Phase composition of oxidation products after annealing (7= 1273 K, 1 =10 h)

CriaB CocraB OcHoBHast (haza Bropuunbie ¢asbi OxwuciieHue
N MoTa,,0,,
S1 Mo-Nb-Ta (PDF2 card #000-89-6894) Moxxoe
CrNbO (PDF2 %1885382 1930)
N PDEF2 car -82-
- —Ta— 4 2
521 MoNbTTa=Cr 1 (ppE) card #000-81-0909) | MoNb (OLIK mpoctp. rpynma, | <7 1HO®
PDF2 card #000-65-5786)
TaZrZJSO8
CrTa0 (PDF2 card #000-42-0060)
- — Ta—C'r— 4 2
S4 MoNbTaCrozr | (pp) card #000-39-1428) Mo, ,O;, Homoe
(PDF2 card #000-82-1930)
Nb,Ta,O
CrTaO, 4 215
S5 | Mo-Nb-Ta—Cr—Hf | (PDF2 card #000-39-1428) | TPF2 cardlfli)é)o-lS—OlM), TonHoe
2
(PDF2 card #000-53-0560)
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Puc. 10. i3mMeHeHHe Macchl HCIBITyeMOro odpasia cruiasa Sl
(Mo—Nb-Ta) npu okuciutenasnom omxure (7= 1273 K, 1= 10 1)

Fig. 10. Mass change of the S1 alloy (Mo—Nb-Ta) sample
during oxidation annealing (7= 1273 K, t=10 h)

Jenus aBysieTcs pytuiosas gasa CrTaO,, BosHuKaromas
B pesynbTare peakuuu Mexay okcunamu Cr,0, u Ta,O;.
W3 nurepatypsl u3BectHO [48], uT0, B ONIMYME OT TPagu-
IIUOHHBIX OKCHUI0B Ale3 " Cr203, KOTOpBIE HNOABIISIOTCA
MIPH UCTIBITAHUHU JKaPOCTOUKHX CIUTABOB B BHJIE IIJIOTHBIX
BHemHuX cnoes, CrTaO, obpasyercs B BUJIE NPEPHIBU-
CTBIX YEIlyeK U He MPEJOTBpAaIlacT BHYTPEHHEE OKHCIIe-
HUE, HO d(PPEKTUBHO OIOKHPYET BHENIHIOW TH(DY3HI0
KaTHOHOB MeTaiuioB. OHAKO PYToi OKCHII PyTHIIOBOTO
tuna CrNbO,, HanmpoTuB, 06eCcreYrBaeT MOBHILIEHHYIO
CTOMKOCTh K OKHCICHHIO [49], 4TO M HaOMIOIaNI0Ch
B HalIMX dKcnepTMenTax: y cmiasa S2 (Mo—Nb—Ta—Cr)
OCHOBHO#H (aszoit nmocie oxucnenus ssiscs CrNbO,,
mpu 3ToM oOpaser] S2, Kak BUJIHO U3 PUC. 9, YACTHUHO
coxpaHu opmy, B otiuuaune ot S1, S4 u SS5.

JlaHHbIe 10 U3MEHEHHUIO MAcChl UCIIBITYEMbIX 00pa3-
1oB mpezacrasiaeHsl Ha puc. 10 m 11. Ananus nouy-
YEHHBIX Pe3yJbTaTOB BBIBUJI AHOMAJIbHOE IOBEJCHHE
onHo(daszHoro 6azoBoro crutaBa S1 (MoNbTa). O6pazen
B XOJI¢ OT)KMTI'a 3aMeTHO Tepsi1 B Macce (puc. 10), oco-
OCHHO B TEUEHHE MEPBBIX 5 4.

N3BecTHO, uT0O MoO-CI1aBbl YS3BUMBI K OKHCJICHHIO
npu 7>773 K uz-3a o0pa3oBaHHs JETy4ero OKCHja
(MoO,). B cocrage crnasa S1 konuentpauus Mo Hau-
6ompmmas (34,35 mac. %), mpU 3TOM XpOM, KOTOPHBIi
MOXKET 00pa30BbIBATh 3ALUTHbIE KOMILJIEKCHbIE OKCH/IBI,
oTcyTcTBYeT. [I03TOMY HHTEHCHBHOE OKHUCIICHHUE MOJINO-
JleHa MPUBOAMT K 3aMETHOM MOTepe Macchl BCIEICTBHE
«ynaneHus» Mo. DT0 NPEeAnoiIokKEeHHE MOATBEPKAAI0T
nanubie POA.

AHanu3 TaHHBIX, IPEJCTaBICHHbBIX Ha puc. 11, moka-
3BIBAET, YTO B 3aBUCUMOCTH OT COCTaBa CIUIABOB XapaKTep
OKHUCIICHUS] MEHSETCS KaK KaueCTBEHHO (TPUPOCT JHO0
MoTepst Macchl), Tak M KosmdecTBeHHo. CriaBbl S4 1 S5
UMETH HauOOJBIIYI0 MPHOABKY MAcChl IPH BBIICPIKKE
110 5 4, j1anee HaONIOAAICS HEMOHOTOHHOM XapakTep ux
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Puc. 11. KpuBbie M3MECHEHHUS MACChI HCIBITYEMBIX 00pa3iioB
S2-S5 npu okucnurensaoM orxure (7= 1273 K, t=10 u)

Cocrasl: Mo-Nb-Ta—Cr (S2); Mo—-Nb-Ta—Cr—V (S3);
Mo-Nb-Ta—Cr—Zr (S4); Mo-Nb-Ta—Cr—Hf (S5)
Fig. 11. Mass change curves for the S2—S5 alloy samples during
oxidation annealing (7= 1273 K, t=10 h)

Compositions: Mo—Nb—-Ta—Cr (S2); Mo—Nb-Ta—Cr-V (S3);
Mo—-Nb-Ta—Cr—Zr (S4); Mo—Nb-Ta—Cr—Hf (S5)

OKHUCIICHHSI M TIPH T > 5 4 OHU HAYMHAIU TEPSATh MacCy.
Cpenu HCIIBITYeMbIX 00pa3lloB HAMMEHBIINE U3MEHEHUS
Macchbl OTMEUEHBI Ul cIulaBa S3, MOITOMY HCCIIEAOBa-
HHUE CTPYKTYPbI JaHHOTO 0Opa3ia BOIU3U 30HBI OKHCIIE-
HUS TPEACTaBISUIO OONBIIONW HHTEpEC.

Ananmu3 ¢ortorpaduii MHKpOCTPYKTYpHI (Ha IIOIe-
peuHOM cpe3e) MmokasbiBaeT (puc. 12), 4ro rpaHuna
paszaena OKHCIeHHBIH ciioi/BOC nmocraroyHo peskas.
IlepexonHas 30Ha IPaKTUYECKH OTCYTCTBYET. AHaiN3
JIAHHBIX TIO PACIPENENICHUI0 AJIeMEHTOB (puc. 12, 6-3)
CBHJICTEILCTBYET, YTO HaWOONbIIee W3MECHEHHE KOH-
LEHTPAIlUN B COCTAaBE OKHCIECHHOTO CJIOS HAOIIOMaeTCs
HMEHHO [uii Mo, Ie ero colep)KaHhue CTaHOBHUTCS
MUHUMAIILHBIM BCJICACTBHE JIETYYECTH 00pa3yroLierocs
okcuga Monubaena. [pyrue snementst (Nb, Ta, Cr,
V), cornacuo manabM PDA, coxpaHsIOT CBOM KOHIICH-
Tpalyu, epexosi B OKUCICHHOE COCTOSIHHE U 00pasys
KOMIUIEKCHBIE OKCH/IBL.

W3 monmydeHHBIX MAaHHBIX CJEIyeT 4YTO cocTaB S3
(Mo—-Nb-Ta—Cr—V) umeer HauOONbIINE MEPCIEKTHUBBI
JUId JaJIbHEHMIero MCCleJOBaHUs M, B CPAaBHEHUHU C
HCCIICYEMBIMU COCTaBaMHU JAPYTHX aBTOPOB, JEMOH-
CTpUpPYET XOPOLINE TIOKa3aTelu 1o xapocToikocTH [50].
B panpHeimeMm, COBEPIICHCTBYSI CUCTEMY JIETUPOBAHUS
JUIS JTAHHOW CUCTEMBI, MOXKHO eIlle OOJIbIIe MOBBICUTH
CTOMKOCTBh K OKUCIJIEHHIO, YTO JIeJIaeT JaHHBIA MaTepual
KOHKYPEHTOCIIOCOOHBIM JUIS  BRICOKOTEMIIEPATyPHOTO
npuMeHeHus. Kak yxe oTmeuanock paHee, KapOCTOH-
KOCTb SIBJISIETCS TOJBKO OJHUM M3 BaKHBIX I1apamMeTpoOB
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OKcHIHbIN CITON

Puc. 12. Muxkpoctpykrypa (a, 6) moBepxuoctHoro ciost ciwiaBa S3 (Mo—-Nb-Ta—Cr—V) nocine omxura (7= 1273 K, = 10 1)
U KapThl PacIpe/ieICHUs JIEMEHTOB (6—3)

6 — KOMOMHMPOBAHHOE M300PAXKEHUE KAPThI PACIIPE/IENICHHS dIIEMEHTOB, 2 — Mo, 0 — Ta, e — Cr, a1 — V, 3 - O,

Fig. 12. Microstructure (a, 6) of the surface layer of alloy S3 (Mo—Nb-Ta—Cr—V) after annealing (7= 1273 K, t=10 h)
and elemental distribution maps (6—3)

6 — combined image of elemental distribution map, 2 — Mo, 0 —Ta, e — Cr, ¢ — V, 3 - O,

TBOC, noaroMy paboThl C JaHHBIM MaTepuanioM OyayT
MIPOIOJIKECHBI C ILEJIbI0 M3YYCHHS JPYTUX CPaBHHUTEIh-
HBIX [TOKa3aTeseH.

3aknioyeHue

B pamkax naHHOH pabGoOThI SKCIIEPUMEHTAIBHO MOKa-
3aHa BO3MOXHOCTH nosydeHust autbix TBOC meropom
CBC-MeTammyprud  — OJHOTO M3 TEXHOJOI'MYECKHX
HANpaBICHUH B 0OIAcTH CaMOpacIpOCTPAHSIONIErocs
BBICOKOTEMIIEpaTypHOro cuHre3a. C HCHONIB30BaHUEM
JTAHHOTO METOJIa BIIEpBbIe ObLIN TOTy4deHb! JIuThie TBOC
Ha OCHOBE 0a30BOI CHCTEMBI, COCTOSILEH U3 TyTOMIaBKUX
MetauioB Mo—Nb-Ta, nerupoBanHbie 3d-MeTamiamu
(Cr, V, Zr, Hf) nenocpencrsenHo (in situ) myrem CBC.
CormacHo aHaIM3y MUKPOCTPYKTYpbI ToiydeHHbIX TBOC,
BCE LIEJIEBbIC IEMEHThI NMPUCYTCTBYIOT B MX COCTaBe U
PaBHOMEPHO pacIpereNieHbI 10 00beMy CIIUTKA, a 00IIast
KOHILIEHTPALMsl KOMIIOHEHTOB OTJIMYAETCSl OT PACUETHOIO
XMMHYECKOTO COCTaBa HE3HAYNTEIHHO, YTO YKa3hIBACT Ha
MPaBUIbHO OJOOPAHHbIE PEKUMbI CUHTE3A.

AHanM3 MHUKPOCTPYKTYpbl MOJIYYEHHBIX 00pa3LoB
MIOKa3aj, YTO BBEICHHE MOAMDUIMPYIOMINX SJIEMEHTOB
(Cr, V, Zr u Hf) npuBOIMT K MOSBICHUIO HOBBIX CTPYK-
TYpPHBIX BBIICJICHUH, YTO OTKPBHIBACT IIUPOKHE BO3MOXK-
HOCTH yTIpaBJIEHUS CTPYKTYpPOH Marepuasa HeoCcpencT-
BEHHO Ha CTaJUU CUHTE3A.

[TonmyuyeHHble 3KclIepUMEHTAJIbHBIE JaHHbIE I103BO-
JIAIOT CHIEJaTh 3aKIIIOYEHUE O MEPCHEKTUBHOCTU HUCCIIe-
nyembIx JInThix TBOC Ha 0CHOBE TYroIIaBKUX METaJJIOB
Mo—Nb-Ta u npearaemoro Metoaa ux (GopMupoBaHus
B npouecce ropeauss CBC-cocTaBoB TEPMHUTHOIO THUIIA.
Taxolf MeTOm MOXET OBITh YCHEUIHOI albTepHATHBOU
BBICOKOOHEPIrOEMKHUM METOJIaM BaKyyMHOH 3JeKTpome-
Taluryprud. B HacTosimee BpeMs oOmIei TeHACHIUEH
SIBIISICTCS] Y)KECTOUEHUE SKOJOTHUECKUX HOPM, Nperb-
SBIISIEMBIX K METAJUTypPTHUYECKHM METOJaM IONyUYCHHS
MaTepHaioB, ¢ MPUHATUEM MEpP IO IHEProcOepeKeHUIO
U YJIOBJICTBOPCHUEM COBPEMEHHBIX TPEOOBAHMUII 11O CHU-
KEHUIO «YTJIEPOJHOIO clieiay. DTUM TpeOOBaHUAM MOJI-
HOCTBIO COOTBETCTBYET MCCIICIyEMbI B TaHHOW padoTe
MeToa neHTpobexunoit CBC-meramtypruu uid mnonayve-
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Husg TBOC B TUTOM COCTOSTHMM C BHICOKON CTEEHBIO UX
TOMOI'€HHOCTH.

[Ipumenenne mnpeayiaraeMoro MeTofla  CYIIECT-
BEHHO YIIPOIIAET CIOKHYIO TEXHOJOIMYECKYIO 3ajady
10 TIOJIYYEHHUIO JHTHIX MHOTOKOMIIOHEHTHBIX TBOC
C 3a/laHHBIM COCTaBOM M TpeOyeMbIM paclperesieHueM
CTPYKTYPHBIX KOMIIOHEHTOB, YTO OyJeT crioCOOCTBOBATh
JaNbHENIIeMy paclIUpeHno 0a30BBbIX 3HAHWN Ui pa3-
pabOTKH HOBBIX BEICOKOTEMIIEPATyPHBIX METAJUTHYESCKUX
MarepuaiioB Ha ocHoBe BOC u co3naHuio HOBBIX 00pas3-
OB TEXHUKU C TOBBIIICHHBIMH 3KCILTyaTallMOHHBIMH
XapaKTepUCTHUKAMHU.

[Ipy wu3yuyeHUM OKMCIUTEIBHONH CTOMKOCTH IIONY-
YEHHbIX MAaTepHaJIOB YCTAHOBIEHO, YTO cocTaB S3
(Mo—-Nb-Ta—Cr—V) Haubomnee NepCreKTUBEH /IS 1ajlb-
HEHILero MCCie0BaHUs U, B CpPaBHEHUM C Ipejiara-
€MBIMH COCTaBaMH JIPYTHX aBTOPOB, MMEET XOPOIINE
MoKa3aTeiau IO XKApOCTOMKOCTH, YTO JeNaeT IaHHBIH
Marepuall KOHKYPEHTOCIIOCOOHBIM JJIsi BRICOKOTEMITepa-
TYpHOTI'O IPUMEHEHHUSI.

Cnucok nutepatypsbl [ References

1. Cantor B., Chang I.T.H., Knight P., Vincent A.J.B. Micro-
structural development in equiatomic multicomponent al-
loys. Journal of Materials Science and Engineering: A.
2004;375-377:213-218.
http://doi.org/10.1016/j.msea.2003.10.257

2. Yeh J.W, Chen SK. Lin S.J.,, Gan JY., Chin T.S,,
Shun T.T., Tsau C.H., Chang S.Y. Nanostructured high-
entropy alloys with multiple principal elements: Novel al-
loy design concepts and outcomes. Advanced Engineering
Materials. 2004;6(5):299-303.
https://doi.org/10.1002/adem.200300567

3. Yeh J.-W,, Lin S.-J., Chin T.-S., Gan J.-Y., Chen S.-K.,
Shun T.-T., Tsau C.-H., Chou S.-Y. Formation of simple
crystal structures in Cu—Co—Ni—Cr—Al-Fe-Ti—V alloys
with multiprincipal metallic elements. Metallurgical and
Materials Transactions.: A. 2004;35A:2533-2536.
https://doi.org/10.1007/s11661-006-0234-4

4. Otto F, Yang Y., Bei H., George E.P.P. Relative ef-
fects of enthalpy and entropy on the phase stability
of equiatomic high-entropy alloys. Acta Materialia.
2013;61(7):2628-2638.
https://doi.org/10.1016/j.actamat.2013.01.042

5. Zhang Y., Zuo T.T., Tang Z., Gao M.C., Dahmen K.A.,
Liaw PK., Lu Z.P. Microstructures and properties of
high-entropy alloys. Progress in Materials Science. 2014,
61:1-93. https://doi.org/10.1016/j.pmatsci.2013.10.001

6. Lu Y., Dong Y., Guo S., Jiang L., Kang H., Wang T.,
Wen B., Wang Z., Jie J., Cao Z., Ruan H., Li T. A promis-
ing new class of high-temperature alloys: Eutectic high-
entropy alloys. Scientific Reports. 2014;4:6200.
https://doi.org/10.1038/srep06200

7. Murty B.S., Yeh J.W., Ranganathan S., Bhattacharjee P.P.
High-entropy alloys. London: Elsevier, 2014. 213 p.

8. Topbans®.®., KpanuskaH.A., ®upcros C.A. BRICOKOIHT-
pONMIHBIE CIUIABBI — AIEKTPOHHAsT KOHIIEHTpauus — (a-

32

10.

11.

12.

13.

14.

15.

16.

17.

18.

19.

30BbII COCTaB — MapaMeTp PElIeTKH — CBOMCTBA. Du3uka
memannos u memaniogeoerue. 2017;118(10):1017-1029.

Gorban F.F., Krapivka N.A., Firstov S.A. High-entropy al-
loys: Interrelations between electron concentration, phase
composition, lattice parameter, and properties. The Phy-
sics of Metals and Metallography. 2017;118:970-981.
https://doi.org/10.1134/S0031918X 17080051

Brechtl J., Liaw PK. (Eds.). High-entropy materials:
Theory, experiments, and applications. Springer, 2021.
https://doi.org/10.1007/978-3-030-77641-1

Top6anp B.®., Kpanuska H.A., ®upcros C.A., Kypuien-
ko JI.B. Ponp pa3iuuHbIX IapaMeTpoB B (JOPMUPOBAHUU
(U3UKO-MEXaHWYECKUX CBOMCTB BBICOKODHTPONUIHBIX
crutaBoB ¢ OIIK-pemerkoil. Qusuxa memaninos u memai-
noeedenue. 2018;119(5):504-509.
https://doi.org/10.7868/S0015323018050108

Gorban V.F., Krapivka N.A., Firstov S., Kurilenko D.V
Role of various parameters in the formation of the
physicomechanical properties of high-entropy alloys
with bec lattices. Physics of Metals and Metallography.
2018;119(5):477-481.
https://doi.org/10.1134/S0031918X18050046

Gorsse S., Miracle D.B., Senkov O.N. Mapping the
world of complex concentrated alloys. Acta Materialia.
2017;135:177-187.
https://doi.org/10.1016/j.actamat.2017.06.027

Zhang F., Zhang C., Chen S.L., Zhu J., Cao W. S., Katt-
ner U.R. An understanding of high entropy alloys from
phase diagram calculations. Calphad. 2014;45:1-10.
https://doi.org/10.1016/j.calphad.2013.10.006

Tsai M.-H., Yeh J.-W. High-entropy alloys: A critical re-
view. Materials Research Letters. 2014;2(3):107—123.
https://doi.org/10.1080/21663831.2014.912690

Miracle D.B., Senkov O.N. A critical review of high
entropy alloys and related concepts. Acta Materialia.
2017;122:448-511.

https://doi.org/10.1016/j.actamat. 2016.08.081

Miracle D.B., Miller J.D., Senkov O.N., Woodward C.,
Uchic M.D., Tiley J. Exploration and development of
high entropy alloys for structural applications. Entropy.
2014;16:494-525. https://doi.org/10.3390/e16010494
Ghasemi A., Eivani A.R., Abbasi S.M., Jafarian H.R.,
Ghosh M., Anijdan S.H.M. Al-Co—Cr—Fe—Ni-Ti high en-
tropy alloys: A review of microstructural and mechanical
properties at elevated temperatures. Journal of Alloys and
Compounds. 2025;1010:178216.
https://doi.org/10.1016/j.jallcom.2024.178216

Zamani M.R., Mirzadeh H., Malekan M., Weillensteiner I.,
Roostaei M. Unveiling the strengthening mechanisms of
as-cast micro-alloyed CrMnFeCoNi high-entropy alloys,
Journal of Alloys and Compounds. 2023;957:170443.
https://doi.org/10.1016/j.jallcom.2023.170443

Nene S.S., Sinha S., Yadav D.K., Dutta A. Metallurgical
aspects of high entropy alloys. Journal of Alloys and Com-
pounds. 2024;1005:175849.
https://doi.org/10.1016/j.jallcom.2024.175849

Xiong W., Guo A.X.Y., Zhan S., Liu C.-T., Cao S.C. Re-
fractory high-entropy alloys: A focused review of prepara-
tion methods and properties. Journal of Materials Science


https://www.researchgate.net/journal/Materials-Science-and-Engineering-A-0921-5093?_tp=eyJjb250ZXh0Ijp7ImZpcnN0UGFnZSI6InB1YmxpY2F0aW9uIiwicGFnZSI6InB1YmxpY2F0aW9uIn19
http://doi.org/10.1016/j.msea.2003.10.257
https://doi.org/10.1002/adem.200300567
https://doi.org/10.1007/s11661-006-0234-4
https://doi.org/10.1016/j.actamat.2013.01.042
https://doi.org/10.1016/j.pmatsci.2013.10.001
https://doi.org/10.1038/srep06200
https://doi.org/10.1134/S0031918X17080051
https://doi.org/10.1007/978-3-030-77641-1
https://doi.org/10.7868/S0015323018050108
https://doi.org/10.1134/S0031918X18050046
https://doi.org/10.1016/j.actamat.2017.06.027
https://doi.org/10.1016/j.calphad.2013.10.006
https://doi.org/10.1080/21663831.2014.912690
https://doi.org/10.1016/j.actamat. 2016.08.081
https://doi.org/10.3390/e16010494
https://doi.org/10.1016/j.jallcom.2024.178216
https://doi.org/10.1016/j.jallcom.2023.170443
https://doi.org/10.1016/j.jallcom.2024.175849

Poni e e

POWDER METALLURGY AND FUNCTIONAL COATINGS. 2025;19(5):17-35
Sanin V.N., Ikornikov D.M., and etc. Synthesis of refractory high-entropy alloys based ...

20.

21.

22.

23.

24,

25.

26.

27.

28.

29.

30.

31.

and Technology. 2023;142:196-215.
https://doi.org/10.1016/j.jmst.2022.08.046

Senkov O.N., Miracle D.B., Chaput K.J., Couzinie J.-P.
Development and exploration of refractory high en-
tropy alloys — A review. Journal of Materials Research.
2018;33(19):3092-3128.
https://doi.org/10.1557/jmr.2018.153

Zheng W, Lii S., Wu S., Chen X., Guo W. Development
of MoNbVTa_ refractory high entropy alloy with high
strength at elevated temperature. Materials Science and
Engineering: A. 2022;850:143554.
https://doi.org/10.1016/j.msea.2022.143554

Senkov O.N., Wilks G.B., Miracle D.B., Chuang C.P,,
Liaw P.K. Refractory high-entropy alloys. Intermetallics.
2010;18(9):1758-1765.
https://doi.org/10.1016/j.intermet.2010.05.014

Senkov O.N., Wilks G.B., Scott J.M., Miracle D.B. Mechani-
cal properties of Nb,;Mo,.Ta, W, and V, Nb, Mo, Ta, W,
refractory high entropy alloys. Intermetallics. 2011;19(5):
698-706. https://doi.org/10.1016/j.intermet.2011.01.004
Carter T.J. Common failures in gas turbine blades. Engi-
neering Failure Analysis. 2005;12(2):237-247.
https://doi.org/10.1016/j.engfailanal.2004.07.004

Tancret F., Sourmail T., Yescas M.A., Evans R.W.,
McAleese C., Singh L., Smeeton T., Bhadeshia H.K.D.H.
Design of creep-resistant nickel-base superalloy for power
plant applications. Materials Science and Technology.
2003;19:291-302.

Das S., Robi P.S. A novel refractory WMoVCrTa high-
entropy alloy possessing fine combination of compressive
stress-strain and high hardness properties. Advanced Pow-
der Technology. 2020;31(12):4619-4631.
https://doi.org/10.1016/j.apt.2020.10.008

Moser M., Dine S., Vrel D., Perriere L., Pires-Brazuna R.,
Couque H., Bernard F. Elaboration and characterization of
WMoTaNb high entropy alloy prepared by powder metal-
lurgy processes. Materials. 2022;15(15):5416.
https://doi.org/10.3390/mal5155416

CaoY., LiuY., LiuB., Zhang W. Precipitation behavior dur-
ing hot deformation of powder metallurgy Ti—-Nb—Ta—Zr—
Al high entropy alloys. Intermetallics. 2018;100:95-103.
https://doi.org/10.1016/j.intermet.2018.06.007

Cao Y, Liu Y., Li Y, Liu B., Fu A., Nie Y. Precipitation
behavior and mechanical properties of a hot-worked
TiNbTa, .ZrAl, ; refractory high entropy alloy. Interna-
tional Journal of Refractory Metals and Hard Materials.
2020;86:105132.
https://doi.org/10.1016/j.ijrmhm.2019.105132

Guo W, LiuB.,LiuY, LiT, FuA., Fang Q., Nie Y. Micro-
structures and mechanical properties of ductile NbTaTiV
refractory high entropy alloy prepared by powder met-
allurgy. Journal of Alloys and Compounds. 2019;776:
428-436. https://doi.org/10.1016/j.jallcom.2018.10.230
Dirras G., Gubicza J., Heczel A., Lilensten L., Couzi-
nié J.-P., Perriére L., Guillot I., Hocini A. Microstructural
investigation of plastically deformed Ti, Zr, Hf, Nb, Ta,,
high entropy alloy by X-ray diffraction and transmis-
sion electron microscopy. Materials Characterization.
2015;108:1-7.
https://doi.org/10.1016/j.matchar.2015.08.007

32.

33.

34.

35.

36.

37.

38.

39.

40.

41.

JiaY.,, Wang G, Wu S, Mu Y, Yi Y, Jia Y., Liaw PK,,
Zhang T., Liu C.-T. A lightweight refractory complex con-
centrated alloy with high strength and uniform ductility.
Applied Materials Today. 2022;27:101429.
https://doi.org/10.1016/J.APMT.2022.101429.

Yurchenko N., Panina E., Zherebtsov S., Stepanov N. De-
sign and characterization of eutectic refractory high en-
tropy alloys. Materialia. 2021;16:101057.
https://doi.org/10.1016/J.MTLA.2021.101057

Stepanov N.D., Yurchenko N.Yu., Skibin D.V., Tik-
honovsky M.A., Salishchev G.A., Structure and me-
chanical properties of the AICr NbTiV (x =0, 0.5, 1, 1.5)
high entropy alloys. Journal of Alloys and Compounds.
2015;652:266-280.
https://doi.org/10.1016/j.jallcom.2015.08.224

Yurchenko N., Panina E., Tikhonovsky M., Salishchev G.,
Zherebtsov S., Stepanov N. A new refractory Ti—-Nb—Hf—
Al high entropy alloy strengthened by orthorhombic phase
particles. International Journal of Refractory Metals and
Hard Materials. 2020;92:105322.
https://doi.org/10.1016/J.1JRMHM.2020.105322

Senkov O.N., Senkova S.V., Woodward C., Miracle D.B.
Low-density, refractory multi-principal element alloys of
the Cr—Nb-Ti—V—Zr system: Microstructure and phase
analysis. Acta Materialia. 2013;61(5):1545-1557.
https://doi.org/10.1016/j.actamat.2012.11.032

Senkov O.N., Senkova S.V., Miracle D.B., Woodward C.
Mechanical properties of low-density, refractory multi-
principal element alloys of the Cr—Nb-Ti—-V-Zr sys-
tem. Journal of Materials Science and Engineering.
2013;565:51-62.
https://doi.org/10.1016/j.msea.2012.12.018

Ren X., LiY., Qi Y., Wang B. Review on preparation tech-
nology and properties of refractory high entropy alloys.
Materials. 2022;15(8):2931.

https://doi.org/ 10.3390/ma15082931

Shojaei Z., Khayati G.R, Darezereshki E. Review of elec-
trodeposition methods for the preparation of high-entropy
alloys. International Journal of Minerals, Metallurgy and
Materials. 2022;29:1683-1696.
https://doi.org/10.1007/s12613-022-2439-y

Cannn B.H., IOxBun B.U., Ukopuukos .M., AHape-
e JI.E., CaukoBa H.B., AneimoB M.U. CBC-meran-
JYPrHsl JIUTBIX BBICOKOOHTPOIMHHBIX CIUIABOB HA OCHO-
BE MEPEeXOAHBIX METaUIOB. [Joxnadel Axademuu Hayk.
2016;470(4):421-426.
https://doi.org/10.7868/S0869565216280124

Sanin V.N., Yukhvid V.I., Ikornikov D.M., Andreev D.E.,
Sachkova N.V., Alymov M.I. SHS metallurgy of high-en-
tropy transition metal alloys. Doklady Physical Chemistry.
2016;470:145-149.
https://doi.org/10.1134/S001250161610002X

Canun B.H., Uxopuuxos J[.M., T'onocosa O.A., Anmpe-
es JI.E., FOxBuz B.U. Llentpobexnas CBC-meramnyprus
JIETUPOBAHHBIX BBICOKODHTPOIIUHHBIX JINTHIX CIUIABOB Ha
ocHoBe cucteMbl Co—Cr—Fe-Ni-Mn—(X). Hzsecmus 6y-
308. [Jeemnas memannypeus. 2020;(3):59-71.
https://doi.org/10.17073/0021-3438-2020-3-59-71

Sanin V.N., Ikornikov D.M., Golosova O.A., Andre-
ev D.E., Yukhvid V.I. Centrifugal metallothermic SHS of

33


https://doi.org/10.1016/j.jmst.2022.08.046
https://doi.org/10.1557/jmr.2018.153
https://www.researchgate.net/journal/Materials-Science-and-Engineering-A-0921-5093?_tp=eyJjb250ZXh0Ijp7ImZpcnN0UGFnZSI6InB1YmxpY2F0aW9uIiwicGFnZSI6InB1YmxpY2F0aW9uIn19
https://www.researchgate.net/journal/Materials-Science-and-Engineering-A-0921-5093?_tp=eyJjb250ZXh0Ijp7ImZpcnN0UGFnZSI6InB1YmxpY2F0aW9uIiwicGFnZSI6InB1YmxpY2F0aW9uIn19
https://doi.org/10.1016/j.msea.2022.143554
https://doi.org/10.1016/j.intermet.2010.05.014
https://doi.org/10.1016/j.intermet.2011.01.004
https://doi.org/10.1016/j.engfailanal.2004.07.004
https://doi.org/10.1016/j.apt.2020.10.008
https://doi.org/10.3390/ma15155416
https://doi.org/10.1016/j.intermet.2018.06.007
https://doi.org/10.1016/j.ijrmhm.2019.105132
https://doi.org/10.1016/j.jallcom.2018.10.230
https://doi.org/10.1016/j.matchar.2015.08.007
https://doi.org/10.1016/J.APMT.2022.101429
https://doi.org/10.1016/J.MTLA.2021.101057
https://doi.org/10.1016/j.jallcom.2015.08.224
https://doi.org/10.1016/J.IJRMHM.2020.105322
https://doi.org/10.1016/j.actamat.2012.11.032
https://www.researchgate.net/journal/Materials-Science-and-Engineering-A-0921-5093?_tp=eyJjb250ZXh0Ijp7ImZpcnN0UGFnZSI6InB1YmxpY2F0aW9uIiwicGFnZSI6InB1YmxpY2F0aW9uIn19
https://doi.org/10.1016/j.msea.2012.12.018
https://doi.org/10.1007/s12613-022-2439-y
https://doi.org/10.7868/S0869565216280124
https://doi.org/10.1134/S001250161610002X
https://doi.org/10.17073/0021-3438-2020-3-59-71

DM v on

W3BECTUA BY30B

MU3BECTUA BY30B. TOPOLIKOBAS META/INIYPTUA U ®YHKLMUOHANBHLIE MOKPbITUA. 2025;19(5):17-35
CaHuH B.H., MkopHukoe .M. u dp. CUHTE3 BbICOKOIHTPOMMIAHbIX CM/IABOB Ha OCHOBE TYrOM/IaBKMX META/I/IOB ...

cast Co—Cr-Fe-Ni-Mn—(X) alloys. Russian Journal of
Non-Ferrous Metals. 2020;61(4):436—445.
https://doi.org/10.3103/S1067821220040070

42. Canun B.H., Uxopunuxo J[.M., TomocoBa O.A.,
Anppees JI.E., Canun B.B., FOxBux B.U. [lenTpoGex-
Hass CBC-MeTauryprus JIUTBIX BBICOKOIHTPOMUHHBIX
cmnaBoB cucteMbl Co—Cr—Fe—Ni—Mn, ynpodHsieMbIX
CTPYKTYPHBIMH BBIICICHUSIMH Ha OCHOBE OOpHIOB
u cunuiuaoB Mo u Nb. Qusuueckas mezomexanuka.
2021;24(4):73-82.
https://doi.org/10.24412/1683-805X-2021-4-73-82
Sanin V.N., Ikornikov D.M., Golosova O.A., Andre-
ev D.E., Yukhvid V.I. Centrifugal SHS metallurgy of cast
Co—Cr—Fe-Ni-Mn high-entropy alloys strengthened by
precipitates based on Mo and Nb borides and silicides.
Physical Mesomechanics. 2021;24(6):692—700.
https://doi.org/10.1134/S1029959921060072

43. Kubanova A.N., Ikornikov D.M., Sanin V.D., Marty-
nov D.A. Cast Mo—Cr, W—Cr, and Cr—Al master alloys
by gravity-assisted SHS metallurgy. International Jour-
nal of Self-Propagating High-Temperature Synthesis.
2024;33(4):295-302.
https://doi.org/10.3103/S1061386224700274

44. Sanin V., Andreev D., Ikornikov D., Yukhvid V. Cast in-
termetallic alloys and composites based on them by com-
bined centrifugal casting — SHS process. Open Journal of
Metal. 2013;3(2B):12-24.
https://doi.org/10.4236/0jmetal.2013.32A2003

45. MaptemmoB [.A., Canun B.H. LlentpoOexHas ycTaHOBKa
JUTSL TIONYYEHHs JINTBIX MaTepUasioB METONAMH IEHTPO-
oexxnoro CBC-nutes: [latent 2814351 (PD). 2024.

46. Shiryaev A.A. Thermodynamic of SHS: modern approach.
International Journal of Self-Propagating High-Tempera-
ture Synthesis. 1995;4(4):351-362.

47. IlapueB A.A. OCOOECHHOCTH HCIOJB30BaHUS METO-
Ja TepMOAMHAMUYECKOTO aHalu3a IpU HCCICIOBAaHUU
nporieccoB  CBC.  Unoicenepro-gpusuueckuii  sHcypuai.
1993;65(4):412—419.

Shiryaev A.A. Distinctive features of thermodynamic
analysis in SHS investigations. Journal of Engineering
Physics and Thermophysics. 1993;65:957-962.
https://doi.org/101007/BF00862765

48. Gorr B., Schellert S., Miiller F., Christ H.J., Kauffmann A.,
Heilmaier M. Current status of research on the oxidation
behavior of refractory high entropy alloys. Advanced En-
gineering Materials. 2021;23(5):2001047.
https://doi.org/10.1002/adem.202001047

49. Waseem O.A., Ryu H.J. Combinatorial synthesis and analysis
of AleayVZ{IrZOMozONbZOTiZOZr10 and Al ,CrMo NbTiZr ,
refractory high-entropy alloys: Oxidation behavior. Jour-
nal of Alloys and Compounds. 2020;828:154427.
https://doi.org/10.1016/j.jallcom.2020.154427

50. Yurchenko N., Panina E., Zherebtsov S., Stepanov N. Oxi-
dation behaviour of refractory (HfCo),,, (NbMo)_ high-
entropy alloys with a bee+B2 structure. Applied Sciences.
2023;13(16):9336. https://doi.org/10.3390/app13169336

CBegeHuns 06 aBTopax

Baadumup Hukosnaeeuy CaHuH - [.T.H. IJl. HAy4. COTPYJHUK Jia-

6oparopuu xukodpasHeix CBC-mpolueccoB M JUTHIX MaTepUaIOB

WHCcTUTYTa CTPYKTYPHOM MAaKpOKHMHETHUKH U NPo6JieM MaTepHaso-

BesleHust uM. A.I. MepxkanoBa Poccuiickolt akaiemuu Hayk (LCMAH)
ORCID: 0000-0001-8402-4605

& E-mail: syn@ism.ac.ru

Jenuc Muxaiinoeuy HKOpHUKO8 - WHXXeHep-KCCIej0BaTeNlb,
MJI. Hay4. COTPYJHUK JlabopaTopuu xuakopasHbix CBC-npoueccos
U uThIX MaTepuasoB UCMAH

ORCID: 0000-0002-8082-4442
& E-mail: denis-ikornikov@yandex.ru

Aauna OaezoeHa CusaKo8a - aCIUPAHT, MJL. Hay4. COTPYAHUK Jia-
6opaTopuu pusnyeckoro Mmarepuanosesennss MCMAH

ORCID: 0009-0000-7292-5887
& E-mail: sivakovaalina@yandex.ru

JAmumpuii Opvesuu Koeases - 1.b-M.H., 3aBeyI0IKi J1abopaTo-
puell PeHTTeHOCTPYKTYPHBIX UCCIeJOBaHUH, IVI. HAy4. COTPYAHUK
WCMAH

ORCID: 0000-0002-8285-5656
& E-mail: kovalev@ism.ac.ru

Cepeeli JleoHudosuu Cu/isiko8 - K.T.H. CT. Hay4. COTPYJHHUK Jia-
6opaTopuu xujxkopasHbix CBC-mpoleccoB U JUTHIX MaTepUasloB
WUCMAH

& E-mail: ssl@ism.ac.ru

MuuseHa /JlenucoeHa IlaHoea - MJ1. Hay4. COTPYAHUK JIabopaTopuu
MeTasyprudeckux npoueccos AO «['ocygapcTBeHHbIN Hay4YHO-HC-
C/1eI0BaTebCKUN U TPOEKTHBINM UHCTUTYT peKOMETaNTINIECKON
MPOMBIILIEHHOCTH «['upeameT»

&3 E-mail: MDPanova@rosatom.ru

34

@

Information about the Authors

Vladimir N. Sanin - Dr. Sci. (Eng.), Chief Researcher of the Labora-
tory of liquid-phase SHS processes and cast materials of Merzhanov
Institute of Structural Macrokinetics and Materials Science of the
Russian Academy of Sciences (ISMAN)

ORCID: 0000-0001-8402-4605
& E-mail: syn@ism.ac.ru

Denis M. Ikornikov - Research Engineer, Junior Researcher of the

Laboratory of liquid-phase SHS processes and cast materials, ISMAN
ORCID: 0000-0002-8082-4442

B3 E-mail: denis-ikornikov@yandex.ru

Alina 0. Sivakova - Postgraduate Student, Junior Researcher of the
Laboratory of physical materials science, ISMAN

ORCID: 0009-0000-7292-5887
& E-mail: sivakovaalina@yandex.ru

Dmitry Yu. Kovalev - Dr. Sci. (Phys.-Math.), Head of the Laboratory
of X-ray investigation, Chief Researcher, ISMAN

ORCID: 0000-0002-8285-5656
& E-mail: kovalev@ism.ac.ru

Sergey L. Silyakov - Cand. Sci. (Eng.), Senior Researcher of the Labo-
ratory of liquid-phase SHS processes and cast materials, ISMAN
& E-mail: ssl@ism.ac.ru

Milena D. Panova - Junior Researcher of the Laboratory of metal-
lurgical processes of JSC “State Scientific Research and Design Insti-
tute of the Rare Metal Industry “Giredmet”

& E-mail: MDPanova@rosatom.ru


https://www.orcid.org/0000-0001-8402-4605
mailto:svn@ism.ac.ru
https://www.orcid.org/0000-0002-8082-4442
mailto:denis-ikornikov@yandex.ru
https://www.orcid.org/0009-0000-7292-5887
mailto:sivakovaalina@yandex.ru
https://www.orcid.org/0000-0002-8285-5656
mailto:kovalev@ism.ac.ru
mailto:ssl@ism.ac.ru
mailto:MDPanova@rosatom.ru
https://www.orcid.org/0000-0001-8402-4605
mailto:svn@ism.ac.ru
https://www.orcid.org/0000-0002-8082-4442
mailto:denis-ikornikov@yandex.ru
https://www.orcid.org/0009-0000-7292-5887
mailto:sivakovaalina@yandex.ru
https://www.orcid.org/0000-0002-8285-5656
mailto:kovalev@ism.ac.ru
mailto:ssl@ism.ac.ru
mailto:MDPanova@rosatom.ru
https://doi.org/10.3103/S1067821220040070
https://doi.org/10.24412/1683-805X-2021-4-73-82
https://doi.org/10.1134/S1029959921060072
https://doi.org/10.3103/S1061386224700274
https://doi.org/10.4236/ojmetal.2013.32A2003
https://doi.org/10.1002/adem.202001047
https://doi.org/10.1016/j.jallcom.2020.154427
https://doi.org/10.3390/app13169336

Poni e e

POWDER METALLURGY AND FUNCTIONAL COATINGS. 2025;19(5):17-35
Sanin V.N., Ikornikov D.M., and etc. Synthesis of refractory high-entropy alloys based ...

Bknap aBTopos

B. H. CaHuH - dopMupoBaHMEe OCHOBHOW KOHLENLUH, ONpesese-
HUe Lesied U 33/1a4 UCC/Ie[J0BaHUs, PYKOBO/CTBO UCC/IeJOBAHUEM,
opraHusauusi paboT, 06Cy:KJeHUe pe3yJbTaTOB HCC/e0BaHUs,
HOArOTOBKA TEKCTA CTATbU.

/. M. HKopHUK08 - TepMOJMHAaMUYECKUM aHalnu3, NpOBeJeHHe
MCCJIeI0BAaHUM [0 CUHTE3Y CILJIAaBOB, COOp M aHAIU3 IKCIEepPUMEH-
TaJIbHBIX JIaHHBIX, 06pab0OTKa pe3yJbTaToB, MOATrOTOBKA TeKCTa
CTaThHU.

A. 0. Cusakoea - MUKPOCTPYKTYPHON aHa/JIN3 CHHTE3UPOBAHHBIX
CIJIABOB, aHAJIM3 JIJaHHBIX, 06paboTKa pe3yJbTaTOB, MOJAIOTOBKA
TeKCTa CTaTbH.

/L. 0. Kosasieg - peHTreHo(ha30BbId aHAJW3 CHUHTE3WPOBAHHBIX
CIJIAaBOB, aHAJIUTHYeCKas 06paboTKa MOJyYeHHBIX JaHHBIX, 06pa-
60TKa pe3y/bTaToB, I0JIOTOBKA TEKCTA CTAThU.

C. /1. Cunakoe - c60p ¥ aHAIU3 3KCIIePUMEHTAIbHBIX JJAHHBIX, 06-
paboTKa pe3y/bTaTOB U UX MOATOTOBKA /Il CTAThU.

M. J. [laHoea - vicciie/loBaHHE OKUCIUTETbHOU CTOMKOCTH CUHTE-
3UPOBAHHBIX CILJIABOB, aHAJMTUYecKass 00paboTKa MOJIyYeHHbIX
JlaHHBIX, 00pab0TKa Pe3y/1bTATOB, IOAI0TOBKA TEKCTA CTaTbU.

@

Contribution of the Authors

V. N. Sanin - developed the main concept, defined the aims and
objectives of the study, supervised the research, organized the work,
discussed the findings, and prepared the manuscript.

D. M. Ikornikov - performed the thermodynamic analysis, con-
ducted alloy synthesis experiments, collected and analyzed experi-
mental data, processed the results, and contributed to manuscript
preparation.

A. 0. Sivakova - carried out microstructural analysis of the synthe-
sized alloys, analyzed and processed the data, and contributed to
manuscript preparation.

D. Yu. Kovalev - conducted X-ray phase analysis of the synthesized
alloys, processed and interpreted the data, and contributed to
manuscript preparation.

S. L. Silyakov - collected and analyzed experimental data, processed
the results, and prepared them for inclusion in the manuscript.

M. D. Panova - investigated the oxidation resistance of the synthe-
sized alloys, processed and interpreted the data, and contributed to
manuscript preparation.

CraTbs noctynuia 26.02.2025 .
Jlopa6oraHa 15.04.2025 .
[lpunsTa k ny6aukanuu 17.04.2025 r.

Received 26.02.2025
Revised 15.04.2025
Accepted 17.04.2025

35



'QI'IM u ®r W3BECTUA BY30B. [TOPOLIKOBAA METANNYPTUA U GYHKLLIMOHANBHBIE MOKPbITUA. 2025;19(5):36-50
~ ' uBECTA 8Y308 Yeaposa WN.A., Amocos A.11. u dp. NpumeHeHne noanteTpadTopaTUAEHa B a3UAHOM CAaMOPACTPOCTPAHAIOLLEMCS ...

,0 CaMopacnpocTpaHSAOWMUNCA BbICOKOTEMNEPATYPHbIN CUHTES
N\

Self-Propagating High-Temperature Synthesis

YOK 544.452 + 621.762.2 + 666.3 HayyHnas cmambus
https://doi.org/10.17073/1997-308X-2025-5-36-50 Research article

©9ee

[MpuMeHeHMe nonuteTpadpTOpaTUNEHA
B a3MAHOM cCaMoOpacnpoCcTpaHsaloWweMcs
BbICOKOTEMMEpPaTypPHOM CUHTE3€e BbICOKOAUCTIEPCHOMU CMECH
kepamuueckux nopowkoB TiN-SiC

I. A. YBaposa!, A. II. Amocos!“, 10. B. TutoBa!, A. A. Epmomkmun?

! Camapckuii rocy1apcTBeHHbI TeXHHYECKUIl YHUBEPCHTET
Poccus, 443100, r. Camapa, yn. Momnomgorsapaeiickas, 244
2000 «!UT-Cepsuc»
Poccus, 443001, . Camapa, yi. VibsiHOBcKast/SIpmapounast, 52/55

&) egundor@yandex.ru

Annorayums. Kapoun kpemuus (SiC) u aurpug turana (TiN) OTHOCATCS K ITMPOKO HCIOJIB3YeMbIM HEOKCHHBIM KEPAMUUCSCKIM Mate-
pHazaM ¢ MaJIOH INIOTHOCTHIO M BRICOKMMHY 3HAUCHUSIMH TEMIIEPATyPhI IUIABICHNUS, TBEPAOCTH, N3HOCOCTOHKOCTH, )KapOIPOIHOCTH,
KOPPO3MOHHOH croiikocTn. OJHAKO KepaMHKa U3 OJHO(A3HOr0 KapOuma KpeMHHsS MMEET PsiJi HeJOCTAaTKOB, IPEISTCTBYIOIINX
ee Ooxee mupokomy npuMeHenuro. Hanbonee BakHas mpuunHa co3qaHUsi KoMno3unuoHHoi kepamuku TiN-SiC 3akmouaercs
B J00aBJICHUN 3JIeKTPONpoBoxHOil (aser TiN B HeanmekTponpoBoaHyo (a3zy kapOuma KpeMHHs Ul CyIIECTBEHHOTO CHIDKCHUS
€r0 BBICOKOT'O Y/IEJIHFHOTO 3IEKTPUIECKOI0 CONPOTHBICHUS C YIYYIISeHUEM IIPH 3TOM CIICKaeMOCTH, (U3NIECKUX ¥ MEXaHUUCCKUX
CBOWCTB KOMITO3UIIMOHHOM KepaMuku Ha ocHOBe SiC. PaboTa mocBsieHa yCOBEPIICHCTBOBAHUIO IIPOCTOTO YHEProcOSPETaIOIIEro
METOAa a3WAHOTO CaMOPacHpOCTPAHSIONIErocsl BbICOKoTeMIeparypHoro cuHre3a (CBC) xoMnosummii BBICOKOAMCIICPCHBIX
(<1 mxm) moponikos TiN-SiC u3 cmece#l HCXOIHBIX MOPONIKOBBIX PEarcHTOB (mmXT) asuaa Hatpus (NaN,), TuTaHa, KpeMHHUS
U yIIepozia 3a CYEeT MCIOJIB30BAHMS AKTHBHpPYIOUIEH M KapOMAM3MpYIOIeH m00aBKM MOPOIIKOBOTO ITOIHTETpadTOpITHICHA
(IIT®D). DT mMHXTH B HACBITHOM U IPECCOBAHHOM BHUJE CIKHTANINCH B PEaKTOpe C JaBICHUEM ra3oobpasHoro asora 3 MIla.
H3mepsmuch MaKCHMAaJIbHOE JABJICHHE U BBIXOJ TBEPABIX HMPOAYKTOB ropenus.. C IMpUMEHEHHEM CKaHUPYIOIIEH 3JIeKTPOHHOMN
MHKPOCKOIIMM M PEHTICHO(A30BOTO aHAJIN3a ONpPEASISUINCh MOophoiorus U (a3oBEIf cOcTaB MPOAYKTOB ropeHus. Mcmonb3o-
BaHue no6asku [ITOD mo3BonmIO ycTpaHUTh HEZOCTATKH TpaauiuoHHoro asugHoro CBC kommosunmit TiN-SiC ¢ npumMene-
HueM ranounneix conet (NH,),TiF, Na,SiF  u (NH,),SiF . [Ipu coxpaHeHHH BBICOKOH UCTIEPCHOCTH CHHTE3HPOBAHHBIX KOMITO-
3unuii mopomkoB TiN-SiC ux (a30BbIil cOCTaB CTa] 3HAYUTEIHHO ONIMKE K TEOPETHUSCKOMY COCTaBY, CYIIECTBEHHO YBEJINIHIOCH
coziepxaHue kapouaa KpeMHUs B CHHTe3MpoBaHHOM npofykTe TiN—SiC npu yMeHbIICHNH COAEPKAHNSI WU ITOJTHOM YCTPaHCHUU
npuMecH TO00IHOH (a3l HuTpuaa Kpemuus Si;N,.

KnioueBbie cnoBa: HUTpU]| THTaHA, KapOUI KPEMHHMS, KOMIO3HLHMH MOPOIIKOB, CAMOPACHPOCTPAHSIONIMICS BHICOKOTEMIIEPATYPHBIH
CHHTE3, a3 HaTPHUs, TIOTUTETPAPTOPITUIICH, POLYKTHI TOPEHHUS, COCTAB, CTPYKTypa

BnarogapHocTy: Pabota BhinoHEHA MpH moiepkke Poccuiickoro HayuHoro Gonaa B pamkax rpanta Ne 23-29-00680.
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Polytetrafluoroethylene-activated azide
self-propagating high-temperature synthesis
of a highly dispersed TiN-SiC powder composition
I. A. Uvaroval, A. P. Amosov!Z, Yu. V. Titova!, A. A. Ermoshkin?

! Samara State Technical University
244 Molodogvardeiskaya Str., Samara 443100, Russia
2IT-Service LLC
52/55 Ulyanovskaya/Yarmarochnaya Str., Samara 443001, Russia
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Abstract. Silicon carbide (SiC) and titanium nitride (TiN) are widely used non-oxide ceramics characterized by low density and

high melting point, hardness, wear resistance, high-temperature strength, and corrosion resistance. However, single-phase silicon
carbide ceramics have a number of drawbacks that limit their wider application. The main reason for developing TiN-SiC composite
ceramics lies in the introduction of an electrically conductive TiN phase into the electrically non-conductive silicon carbide phase,
which makes it possible to significantly reduce the high specific electrical resistivity of SiC while improving the sinterability,
as well as the physical and mechanical properties of SiC-based composite ceramics. This study focuses on improving a simple
and energy-efficient method of azide self-propagating high-temperature synthesis (SHS) for producing highly dispersed (<1 pm)
TiN-SiC powder compositions from charge mixtures consisting of sodium azide (NaNj,), titanium, silicon, and carbon powders,
through the use of powdered polytetrafluoroethylene (PTFE) as an activating and carbiding additive. The bulk and pressed charges
were combusted in a reactor under a nitrogen pressure of 3 MPa. The maximum pressure and the yield of solid combustion products
were measured. The morphology and phase composition of the combustion products were determined using scanning electron
microscopy (SEM) and X-ray diffraction (XRD). The use of the PTFE additive eliminated the shortcomings of the traditional
azide SHS of TiN-SiC compositions involving halide salts ((NH,),TiF, Na,SiF, and (NH,),SiF,). While maintaining the high
dispersity of the synthesized TiN-SiC powder compositions, their phase composition became much closer to the theoretical one:
the silicon carbide content in the synthesized TiN-SiC product increased substantially, while the amount of the secondary phase
of silicon nitride (Si;N,) decreased or was completely eliminated.

Keywords: titanium nitride, silicon carbide, powder compositions, self-propagating high-temperature synthesis (SHS), sodium azide,
polytetrafluoroethylene (PTFE), combustion products, composition, structure
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BsepeHue

Kapoun xpemums (SiC) oTHocuTcss K Hambonee
IIUPOKO MPUMECHACMBIM HCOKCUJIHBIM KEPpaMUYCCKHUM
Marepuanam Onaromaps mManoii miotHoctd (3100 kr/m?)
Y BBICOKMM 3Ha4Y€HUSM TaKHMX XapaKTePHUCTHK, KaK TeMIle-
parypa 1aBiIeHus (TyroIIaBKOCTb), TBEPAOCTh, H3HOCO-
CTOMKOCTb, TEMJIOHNPOBOJHOCTb, TEPMOCTAOUIBHOCTh
pasMepoB, KAPOINPOYHOCTb, IKAPOCTOUKOCTH, KOPpPO-
3MOHHAs CTOMKOCTE. B pe3ynsrare o0macTh €ro MCIoib-
30BaHUS PACIIUPSETCS OT TPAAUIHOHHBIX MTPUMECHEHHH:
Marepuansl abpasWBHBIX M PEXYIINX HHCTPYMECHTOB,
MEXaHUYECKHX YIUIOTHCHHH, AUCKOBBIX TOPMO30B, KOM-
MIOHEHTOB TypOWH, HOCUTENIEH KaTaan3aTopoB, HarpeBa-
TCJIbHBIX 2JIEMEHTOB, HCTOYHHUKOB YTJIEpOJa U KPEMHUA
JUI TIPOM3BOJCTBA CTaiH, (HIBTPOB ISl pacIUIaBICH-
HBIX METAIJIOB U Ta30B, JUTCHHBIX TUINIEH — 10 Ooiee
COBPEMEHHBIX MPUMEHEHHUH: KOMIIO3UTHAsi OpOHS I
3aIUTHl BOGHHOI TEXHUKH U B MPOTHBOIYJIBEHBIX KUJIE-

Tax, AeTald JIsi 0OpabOTKHU IOIYIIPOBOIHUKOB, Mare-
pHaBl 3epKal aCTPOHOMHUYCCKUX TEJICCKOIOB W JApPY-
THX ONTHYECKHX CHUCTEM, MaTpPHIBI U YAaCTHIl SACp-
HOTO TOIUIMBA U WX OOOJOYKH, CHJIOBBIC 3JICKTPOHHBIC
ycrpotictsa [1; 2].

OnHako KepaMuKa U3 OJHO(A3HOTO KapOuIa KPeMHHSI
UMEET Psl HEAOCTATKOB, MPEISITCTBYIOLINX €T0 UCIIONb-
30BaHnI0 [3]. Bo-mepBBIX, 3TO CPaBHUTEIHLHO HHU3KHE
3HAYEHUS MPOYHOCTH TpH u3rude (B cpearem 450 MIla)
U B3KocTU paspymienus (2,8 MIla-m'?), uro nemaer
KapOuI KpPeMHUs XPYIKHM IIPpU YIApHBIX Harpy3Kax.
CyluecTByeT MHEHME, YTO IIOBBIIIEHHE YAapHOM Ipod-
HOCTH ITO3BOJIIIIO OBbI KapOHIy KPeMHHSI KOHKYPHPOBATh
C KOHCTPYKITHOHHBIMU MaTepralaMi Ha OCHOBE HUTPHUIA
KPEMHUSI, KOTOphIe MMEIOT XOPOUIYIO MPOYHOCTH IPH
nsrube (Ha ypoHe 750 MlIla) 1 cpaBHUTEIEHO BBICOKYIO
BS3KOCTh paspymenus (B cpexuem 5,3 MIla-m'?) [4; 5].
Bo-BTOpBIX, TYromiaBkocTh KapOwga KpeMHHS (TeM-
neparypsl 1uiaBiaenus 2730-2830 °C ¢ pasnoxeHuem),
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00yCJIOBJICHHAs CUJIBHBIMH KOBaJICHTHBIMH CBS3SIMH
€ro aTOMOB C HH3KOH CIIOCOOHOCTBIO MX K CaMomud-
(dy3un, TPUBOIUT K HU3KOW CIEKAeMOCTH KapOujaa
KPEMHUS U3 MOPOIIKOB U HEOOXOMUMOCTH TPUMEHECHHS
04eHb BBICOKHX TeMneparyp (ot 2100 mo 2200 °C) mpu
TBepHO(pa3HOM CIICKAHUU O€3 JaBJICHUS, YTO COIPOBOXK-
naetcst 6osee rpy0ooil MUKPOCTPYKTYPOHl U yXyALICHHEM
MEXaHMYECKNX CBOUCTB [4; 6]. B-Tperbux, BBICOKOE
yIACTbHOE HICKTPHUUCCKOC COMPOTHUBICHHE KapOuaa
kpemuust (10°~10'"" Om-cM), KOTOpPBIM SIBJISETCSA MOMY-
MIPOBOJTHUKOM, JIJIaeT HEBO3MOKHBIM HM3TOTOBJICHHUE W3
HETO AeTalleil CI0KHON (GOPMBI C TOMOLIBIO HETOPOTOTO
METO/Ia AJIEKTPOIPO3UOHHON 00pabOTKH BMECTO Mexa-
HUYEeCKOW 00paboTku BeIcOKOoTBepaoro (20-30 I'Tla)
KapOHIa KPEMHHUS C MCHONb30BAHUEM JIOPOTOTO ajIMa3-
HOTO MHCTPYMEHTA, YTO TaKXKe OTPAHUYMBACT IpUME-
Henue SiC [4; 7]. Kpome 3TOoro, mpu HMCIOJIB30BaHUH
kepamMuKk# SiC B TOPLEBBIX MEXaHUUECKUX YIUTOTHEHHUSX
nap TPeHUs yAEIbHOE JJIEKTPUYECKOE COIMPOTHBICHHE
KepaMMKH JOJDKHO ObITh MeHee 103 Om-cM mis mpemy-
MIPEKACHUST HAKOTUICHUS! TPUOODIIEKTPUYECKOTO 3apsia,
KOTOPBI 00pa3yeTcs MpU TPEHHUU TOPIIOB B IpoIecce
9KCIUTyaTallil U MOYET BBI3BaTh AJIEKTPOXHUMUYECCKYIO
Koppo3swuto [8].

K HacrosiimeMy BpeMEeHH MPEANPHUHITO MHOTO YCH-
TUA I YCTPaHCHHs IEPCUUCICHHBIX HEIOCTaTKOB
onHodazHol kepamuku SiC myTeM BBEACHHUS JT00aBOK
BTOPHYHBIX (ha3, IPUMCHEHUS Pa3IHIHBIX TEXHOJIOTHU
00pabOTKM ¥ CIEKaHMS, HCIOIB30BAHUS ITOPOIIKOB
HCXOIHOTO KapOuma KpeMHUs Pa3TUYHBIX MOJIHTHUIIOB
(momudukammii a-SiC u B-SiC) M WX JUCIEPCHOCTH,
TIpUMEHEHUs JIpyTuX moaxoaoB [1-9]. B utore nydmmm
pelIeHneM MPU3HAHO UCTIONBh30BAHNUE JTI00ABOK BTOPHY-
HBIX (a3, T.e. mepexon or oxHodazHoi Kepamuku SiC
K KOMITO3UIIMOHHBIM KEpaMHUYECKUM MaTepuajaM Ha
ocHoBe SiC, Tak KaKk HEOJHOKPATHO JOKAa3aHO, YTO MPH-
MEHEHHUE OKCHUIHBIX, KApOUIHBIX, OOPHIHBIX U HUTPU/I-
HBIX 00ABOK MPHBOIUT K YIYUIICHHIO CIEKACMOCTH,
(U3HYECKUX M MEXaHUYECKHUX CBOWCTB KEPaMHKH Ha
ocuoge SiC [6; 9].

JIByMs. OCHOBHBIMH METOJAMH CIIEKaHUS Kepa-
Muk# SiC, OCHOBaHHBIMU Ha HCIOJB30BAHUU JT00ABOK,
SIBISTIOTCSL  TBEpAO(a3HOE CICKaHWE M O KUAKO(a3HOE
cnekanue. s TBepHmodasHOTO CIEKaHHs TPEOYIOTCS
I00aBKH, KOTOPBIC CHMKAKOT DHEPreTHUECKUH YPOBCHb
SiC u ymioTsstoT ero [6]. Ymiepon, Oop, aTrOMUHHI,
kapOun turana (TiC), xapbun 6opa (B,C) n nubopun
tutana (TiB,) ABaArOTCS OMHUMM M3 HauOoJIEe H3BECT-
HBIX J100aBOK B 3TOM cucteme [8—13]. Ho maxe mpwm
UCIIONB30BaHIH ITHX N00ABOK TeMIIEpaTypa CIICKaHHs
MO-TIpS)KHEMY BBICOKAa, a ymioTHeHne SiC ocraercs
cnoxHoU 3anadeit [6; 9]. Kpome Toro, Hanpumep, Kepa-
muka SiC ¢ mobapneHueM yriepoaa/rpadeHa He Mmoaxo-
AT JIJIsI U3TOTOBJICHUS AeTanedl Uit oOpabOTKU MOIy-
MIPOBOJTHUKOB H3-32 BPEJHOTO BO3ACHCTBHUS yIJIEpoja
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Ha MOCJEAYIONy0 00paboTKy IeTaneid MeToJoM XUMHU-
YECKOIr0 BaKyyMHOTI'O OCa)/I€HUS, a 100aBKH aIIOMUHUS
MOTYT TONACTh B TOTOBBIE MOIYTPOBOTHUKOBBIC H3/ICITHS
U yXYILIHUTB UX 3KCIUTyaTallMOHHBIE XapaKTEPUCTHUKH [7].

Kunxodasnoe crnekanue — HanOOIEE YaCTO MCIONb-
3yeMbIil MeTOJ M3roToByIeHus Aetanen u3 SiC. Hanuuue
KUIKOU (ha3bl yCKOPSAET MacCOOOMEH, a TAKIKE COKpaIacT
BpeMsl U CHMKAET TEMIepaTypy CIEKaHUs 10 YpPOBHS
t=1800+1900 °C [4; 6]. KoHeuHbI MPOAYKT OOBIYHO
UMEET OAHOPOJHYIO CTPYKTYPY U MEJIKO3E€PHUCTOCTD,
a ero (u3MYecKne W MEXaHMYECKHE CBOWCTBA BIIOJIHE
npuemsieMbl. Hambonee pacrnpocTpaHeHHOW J00aBKOMA
B OTOH CHUCTEME SIBIICTCS CMECh OKCHJOB QFOMUHHS
u uttpus (5AL,0,-3Y,0;), npu UCNoIb30BaHUU KOTOPOH
o0pasyercs pacIuiaBieHHas Ga3a UTTPUH-aTFOMHHUEBOTO
rpanara YAG (ALY,0,,), ynydmaromas crekaeMocTh
W CHIDKAIOINAS TEeMIlepaTypy CIeKaHusi. B KOHEYHOM
utore oopazoBanue paspl YAG yBeINUUBaET IIIOTHOCTD,
a TaKkKe yJIydlliaeT MEXaHWYECKHE CBOWCTBA KEPAMHUKU
Ha ocHoBe SiC 3a CYET TAaKUX MEXaHU3MOB YIIPOYHE-
HUS, KaK OTKJIOHCHHE TPEIIMHBI, 00pa30BaHHE MOCTHUKOB
MEXKIY TpeIluHaMH, (a30oBOE IPEBpAILICHUE, YKpEIUIe-
HUE IPaHUIl 3ePCH U N3MEHCHNE MEXaHU3Ma Pa3pyIICHHS
C MEX3EepEeHHOTO Ha TpaHC3epeHHEIH [6]. B mocnennue
oAbl B TOMOJIHEHHUE K CMECH OKCHIOB A1203—Y203 cTaln
MIPUMEHATBCS Jpyrue N100aBKU AJs JajlbHEHIIEro yayy-
[ICHUS MEXaHWYECKUX M (DU3NYESCKUX CBOMCTB, a TAKXKe
MUKPOCTPYKTYPbl KEpaMUKU Ha OCHOBE KapOujaa Kpem-
nust: MgO, CaO, TiO,, La,0, u SiO, u3 rpynms! okcu-
nos, TiC u3 xap6bunos, TiB, u ZrB, uz 6opunos, AIN
u TiN u3 aurpunos [4; 6; 9]. Kaxxnas u3 3Tux 100aBOK
npunaet kepamuke SiC ocoOble CBONCTBA, a X UCIIOIb-
30BaHHE B OCHOBHOM IIOJIABJIIET POCT 3€PEH MAaTPHIIbI,
yiTydIiaeT (GU3NKO-MEXaHUUESCKIE CBOMCTBA, aKTUBHPYET
MEXaHU3MBbI TIOBBIIICHUS BI3KOCTH pa3pylICHUSI.

OnHUM U3 NepCHEKTUBHBIX HAPaBIEHUH HU3rOTOBIIE-
HUs kKepaMukH SiC, IpUTOAHON IS 3IEKTPOIPO3UOHHON
00paboTKH, SIBISETCS JICTUPOBAHUE KPUCTAIUINICCKON
pemretkn SiC aromamu azota (N-ierupoBanme) [7].
3a cuer N-JerupoBaHHA C TOMOIIBIO KHUIKOW (ha3bl
VACTBHOE DIIEKTPHUYECKOE COMPOTUBIICHUE CIICYCHHOM
SiC-kepaMuKu MOXET OBITH CHIKEHO Ha 10 mopsaKoB
(108 — 1072 Om-cm) [14]. N-nerupoBanue MOXKET ObITh
OCYIIECTBJICHO KaK IyTeM CIIeKaHUs B razoo0pazHoM
a30Te, TaK U MyTeM HCIIOIb30BAHUS JOOABOK HUTPUIOB
B KaYe€CTBE MCTOYHMKA aTOMOB a3ota. ['a3000pasubiii N,
MPEMATCTBYET MAacCONEPEHOCY M IMPHUBOAUT K HHU3KOU
IUIOTHOCTH criedeHHOH kepamuku SiC [15], mostomy
Ooyiee TEPCHEKTHBHO TPUMEHEHHE JT00aBOK HUTPU-
HeIX (a3. [lpm »TOM Hamo ydectb, YTO, HAIPHUMED,
nob6asienue 1 mac. % AIN cHIKaeT 3IEeKTpUIECKoe
conporusienne kepamuku SiC Ha 4 nopsiaka — ¢ 1,7-10°
110 8,3-10" OM*CcM, OJJHAKO IPUBOINT K MOSABJIEHHIO HEKE-
JaTeNBHBIX TpuMecell amomMunns B kepamuke SiC [16].
B 10 e Bpems nob6asienue 50 06. % TiN ymensmaer
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YACTBHOE ICKTPUYECKOE COMPOTHBICHHE HA 9 mopsn-
k0B — ¢ 2,0-105Om-cm (0 % TiN) mo 2,010~ Om-cm
B koMmo3ute SiC—50 06. % TiN 6marogapsi COBMECTHOMY
OnaronpusTHOMY JAeicTBUI0 3(hdekra N-JIerupoBaHus
U 3JIEKTPONPOBOSIIX rpanul 3epeH TiN [4; 17].

B cBs3u ¢ M3OKEHHBIM MOIPOOHEE OCTAHOBUMCS
Ha WCIIONBh30BaHUU JTOOABKU TMOPOIIKA HUTPHUIA THUTAHA
TiN, Te. paccMOTpHUM KepaMHUYECKHE KOMITO3HTHI
TiN-SiC. [logo6no xapOumy KpeMHHS, HUTPHUJ TUTaHA
UMEET BBICOKYIO Temneparypy IuiasieHus (2950 °C),
XOPOIIYI0 KOPPO3HOHHYIO CTOMKOCTB, JOBOJIBHO BBICO-
kyto TBepaocth (20 I'Tla), omHako KOpeHHBIM 00pa3oM
omtmgaeTcs oT SiC MajgbIM yACTBHBIM 3JIEKTPUYCCKUM
comporusierueM (22-107° Om-cm) [18]. Tlocnenuee
OTIIMYUE W TIPEIOTPEACTIIO TIaBHBI WHTEpeC B MpH-
MEHEHHMH 3JICKTPONPOBOIHON Kepamuueckor (aszsl TiN
B KaueCcTBe JOOABKU B HEANICKTPOIIPOBOIHYIO KepaMHie-
cKyro (hazy kapOmIa KpeMHHS — CYIIECTBCHHO CHHU3HUTH
€ro BBICOKOE YCIBHOE ICKTPHUCCKOE COMPOTHBICHUE
10°~10" Om-cm 0 yposus Menee 10° Om-cm, ynyumms
IIPH TOM CIIEKAEMOCTh, (PU3MUECKHE M MEXaHUYECKHE
cBolicTBa Kepamuku Ha ocHoBe SiC [6; 7; 9].

OnHU U3 TIepBBIX PabOT B ATOM HAIPABICHUH OBLIH
MOCBSILEHBl HCCIIENIOBAHUIO BIMSAHUA J00aBKM HAaHO-
nmopomka TiN Ha XapakTepHUCTHUKH CHEKaHUS, MHKPO-
CTPYKTYpPY M MEXaHMYECKHE CBOMCTBA KEpPaMHUKU U3
kapbuga kpemuus [19; 20]. Cmech mnopomkoB o-SiC
(pasmep wactuiy 0,5-1,0 MKM) B Ka4ecTBE MAaTpHIIBI,
or 0 mo 15wmac. % nanodactunr TiN (cpemHuii pas-
Mep yactuiy 20 HM) B pOJM YHPOYHSIOIIECH (ha3sl
u 10 mac. % (5A1,0, +3Y,0,) B KauecTBe CcreKaro-
mux 100aBOK MpeccoBajach METOIOM XOJOAHOTO H30-
CTaTUYeCKOro IpeccoBaHust npu nasieHuu 250 MIla
B TIPSIMOYTOJIbHBIC 00pa3bl M KUAKO(PA3HO CIeKaIach
mpu ¢ = 1950 °C (t =15 mun), a 3atem npu ¢t = 1850 °C
(t=14) [19]. beuio nokazaHo, 4To qO0OaBICHUE HAHO-
gactur TiN 3ameIuisieT pocT 3epeH KepaMHKH, a peak-
unu TiN ¢ SiC n Al O, ¢ o6pazosanuem HoBbIX (a3 TiC
u AIN B ompeneneHHOM quana3oHe J00aBKH Yay4IIaoT
CBOIiCTBa KepaMHKH U3 KapOuaa kpemHus. ConepxaHue
5 Mac. % Hano-TiN mpuBOAMT K HamOolee OAHOPOJ-
HOW MHUKPOCTPYKType, HauOoliee BHICOKOW IUIOTHOCTH
u npoyHocTH npu u3rude 686 Mlla. [lonoxurensHoe
BIHsSHUE N00aBKM HaHomopomka TiN OBUIO TOKa3aHO
Takke u B padbote [20] Ha mpuMepe KepaMHUKH Ha OCHOBE
SiC, M3roToBIEHHON METONOM CIIEKaHus 0e3 JaBIcHHs.
Beenenue Hanowactuir TiN nprBeo K MOBBIIICHUIO TBEP-
noctu o Bukkepcy ¢ 18,19 mo 26,65 I'Tla, mpouHocTh
npu u3rude BappupoBanack oT 416 mo 1122,81 Mlla,
a HauBbICLIee 3HAYEHHE TPEIIMHOCTOUKOCTH COCTAaBUIIO
8,69 MIla-m'2.

OmHako B MOCIEyIOMUX padorax ObLIO OTMEUYCHO,
YTO TPUMEHEHHE HAHOIOPOIIKOB TPH H3TOTOBICHUH
KepaMHUKH Ha OCHOBE KapOuja KpEeMHHUS YCIOXKHSIET
MIPOIIECC M3TOTOBICHUS M YHOPOXAET CTOMMOCTH 3TOU

KEePaMHKH M3-32 BBICOKOW IIEHBI HCXOIHBIX HAHOMOPOIII-
koB [4; 13;21], mosToMy cTaiy MPOBOJUTHCS HCCIIE-
JIOBaHUSI C WCIIOJIb30BaHHEM OoJiee KPYMHBIX W Jelle-
BBIX BBICOKOIHUCIIEPCHBIX MmopommkoB TiN ¢ pasmepom
gactul 0 1 MmkM. OOpasubl kepamMuku Ha ocHOBe SiC
W3TOTABIMBAIUCH METOIOM TOPSIYEr0 IPECCOBAHMS
npu temmeparype 2000 °C (t=349) 1 gaBIeHHU Ta3a
azora 40 MIla m3 cmecu mopommkoB B-SiC (~0,5 Mxm)
u 2 uwmn 400. % TiN (~1,0 MkM), a Takke CIeKaro-
mei mobasku 2 00. %Y203 [21]. TIpu uccnenoBanuu
(hazoBoro cocraBa M CTPYKTYPHl CIICYCHHBIX 00Pa3IoB
ObUTH OOHApY)KEHBI B OCHOBHOM 3epHa B-SiC u ciemsl
knactepoB o-SiC u Ti,CN mexny sepumamu B-SiC.
BrIcoKonpoBOISIIIIE KIACTEPHI in Sifu 00pa30BaBILEHCS
¢aspr Ti,CN cnocoGCcTBOBaIM CyHIECTBEHHOMY CHHIKE-
HUIO YAETBHOTO 3IEKTPHICCKOTO COPOTHBIICHUS 00pas3-
1o SiC 10 2,4-107 u 1,8-10* Om*cM 1ipu conepkanuu
2u 4 06. % TiN coorBeTcTBeHHO. B npyroit pabote aTux
xe aBTopoB [17] comepxanme mo6aBku TiN B cmecn
TEX K€ CaMbIX mopomkoB Obuto yBenundeHo (0, 3, 12,
20 u 2500. %) u crnekaHue ObUIO TPOWM3BEACHO 0Oe3
npuioxkeHus nasieHus npu ¢ = 1950 °C B armocdepe
azora. Takke Bce 00pa3Ipl KEPAMUIECKUX KOMITO3UTOB
OBLIU CIIEYEHBI 0 TUIOTHOCTH >98 % OT TeOpeTHYECKOM,
a UX YICJIBHOE DIEKTPUYECKOE COMPOTUBIICHUE YMCHb-
[IaJioCh C TOBBIIICHUEM HCXOJHOTO comepxanus TiN
U JOCTUTaJI0 MUHUMAaJIBbHOHU BennuuHbl 8,6-10~* OM-cM
npu copepxkanun 25 06. % TiN. Beicokas amekTpo-
MIPOBOAHOCTh KOMIIO3UTOB OblIa OOYCIIOBIICHA in Situ
cunTe30M snekTponpopoasmei gassl Ti,CN u poctom
3epeH SiC, nerupoBaHHbIX N, B MpOIECCe CICKAHHS
0e3 mapneHus. [IpouHocTh mpu M3rHOE, BS3KOCTH pas-
pYLIEHHsI ¥ TBEPAOCTh N0 BHKKepcy KoMIoO3uTa, U3ro-
TOBIIEHHOTO ¢ 25 00. % TiN, cocraBuiu 430 Mlla,
4,9 MIla-m"? u 23,1 I'Tla COOTBETCTBEHHO IIPH KOMHAT-
HOU TeMIeparype.

B pabote [4] MeTOmOM rOpsdero mpeccoBaHUs IpU
t=1900 °C W3roTaBIMBAIUCh KEpPaMUYECKHE KOMIIO-
3uThl Ha ocHOBe SiC (~0,7 MKM) ¢ emie OOIbIIUM pa3-
nmaHbIM conepskanreM TiN (0-50 mac. %, 0,8—1,2 Mkm)
C MCITOJIb30BaHMEM JJOOABOK /IS CIIEKAHUS A1203 u Y203.
[pu TOM OBUIA JOCTUTHYTA IUIOTHOCTH 0OPa3loB KOM-
mo3uToB Oonee 98 % OT TEOPETUYECKOW TUIOTHOCTH.
VYhenpHOE AIIEKTPUYECKOE COIPOTHBICHUE yMEHbBIIA-
aock ¢ 2,0:10° Om-cm (0 % TiN) 1o Mepe yBenHdyeHuUsI
nonu TiN ¥ BeIXOAMIO Ha 1W1aT0 YpoBHA 2,0-107* OM-cM
npu conepxkanuu 40-50 mac. % TiN. IIpouHocts mpu
U3ruOe MPU ATOM MOCTEIEHHO YBEINYHUBAIACH C MOBBI-
meHueM coaepkanusg TiN u gocTurasa MakKCUMaIbHOTO
3HaueHms 921 MIla mpu 40 mac. % TiN 1o cpaBHEHHIO
¢ 616 MIla mis ucxomuoro SiC (0 % TiN).

Hdpyrue pe3ynbTaTtel 10 TNPUMEHEHUIO JO00aBKU
TiN ObuIM MOMTyYeHBI MPH U3TOTOBJICHUN KEPAMUKU Ha
ocHoBe SiC MeTomoM TBepaodasHOro crekaHus 0e3
JaBIICHUS B TPapUTOBOW TICYM COMPOTHBICHUS IIPH
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3HAYUTENILHO Oomiee BbICOKOM Temmeparype 2100 °C
B TCUCHHUE 2 U B ITIOTOKE T'a3a aproHa U3 MPEIBAPUTEIHLHO
CIIPECCOBAHHBIX cMecel mopomkoB o-SiC (~0,5 Mxm) +
+ (1+10) mac. % TiN (~1 mxm) +2,5 % C +0,7 % B,C
(~0,5 mxm) [7]. Comepxkanue TiN go 1 mac. % mpuBo-
IO K OTHOCHTENBFHON IUTOTHOCTH >97 %, Torma Kak
MpH JAJbHEHIIEM yBEITUYCHUM JIOJU HHUTpHUAa HaOIFo-
JAJTICH OOJIBIIAE OCTATOYHBIC IOPHI U OYCHb HH3KAs
OTHOCHTENbHAS IJIOTHOCTh. Hampumep, oTHOCHTEIBHAS
IUIOTHOCTB PE3KO CHIKaiack 10 60 % mpu conepikaHuu
HUTpUAA >5 mac. %, MPeAnoNoKUTEIbHO, H3-3a BpPEI-
HOTO JEHCTBHS MOBHILEHHOTO Ta3oBblaeneHus N, npu
pa3jIoKEHUM HUTpHUIA TUTaHa. N-JIErHpoBaHHE, TONY-
genHoe u3 TiN, mpuBelo K yYMEHBUICHUIO YACTHHOTO
ANIEKTPHUYECKOTO CONPOTUBJICHUS BCErO HA OJMH TOPS-
J0K — 10 3Ha9enus 9,0-10° Om-cm npu copepsxanun TiN,
cocrasistoniem 1 mac. %.

Takum 00pazoM, pe3yibTaThl IO MPUMEHEHUIO
no6aBku TiN IpH H3rOTOBICHHHM KepaMHUKH HAa OCHOBE
SiC 3aBHCAT OT METOJAa M3TOTOBICHHS ATOH KepaMuUKH,
COCTaBa CMeCel WCXOTHBIX TMOPOUIKOB M KOJIMYECTBa
no6asku TiN. TomoXuTeNbHBIC PE3yNBTaThl IO CYIIECT-
BEHHOMY CHW)KCHUIO YIIEITBHOTO AIIEKTPHUYECKOTO COMPO-
tuBieHus SiC ¥ MOBBIICHHIO MEXaHUYECKUX CBOWCTB
OBUTH TIOJTYYCHBI TP UCTIOIH30BAaHUH METOIOB TOPSYETO
MPEeCCOBaHMS W CIICKaHHs 0e3 MaBleHHs B atMocdepe
azota npu Temneparype He Boime 2000 °C u3 cmeceit
BEICOKOAHCIIepcHBIX mopommkoB SiC u TiN ¢ pasmepom
yacTHIl He Ooitee 1-2 MKM CO CIIEKaromMnMu JoOaBKaMK
ALO; n Y,0, nmpu conepxanuu nopomka TiN or 1
10 50 mac. %.

B mnpuBemeHHBIX BbImIE paboTax IS IOMYYCHUS
kepammueckux komno3uToB SiC-TiN wucmoms3oBaics
caMbIil IPOCTOW M PACIPOCTPAHCHHBIN ex Sifu TOIXOM,
3aKIIIOYAIONIUICS B MEXaHUYECKOM CMEIIUBAaHUH TOTO-
BbIX nopomkoB SiC u TiN, uX YIUIOTHEHUU U CIICKaHUH.
OpHaKo, BO-TIEPBBIX, TOTOBBIE BHICOKOTUCTIEPCHBIE Kepa-
MHUYECKUE MOPOIIKHA JOPOTH — HAIPUMEP, B HPOMBIII-
JICHHBIX MacmTadax BBICOKOAWCIEPCHBIE mopomku TiN
MOJTYYal0T HA CIOKHOM OOOpPYIOBaHHH DHEPTrOESMKUMU
METO/IaMH TUIa3MOXUMHUYECKOTO CHHTE3a U OCAKIICHHS U3
ra30BoOi (ha3bl BOCCTAHOBICHUEM ITAPOB YCTHIPEXXIIOPHUC-
TOro TUTaHa ammuakoMm npu ¢ = 900+1000 °C [22; 23].
Bo-BTOpBIX, HCXOAHBIC BBICOKOAWCIICPCHBIC MOPOIIKA
O4YeHb TPYAHO CMEIIaTh MEXaHWYECKH JIO COCTOSHHS
OJJHOPOJHOM CMECH U3-3a CKIIOHHOCTH MX YacTHIl 0Opa-
30BBIBATh MTPOYHBIC aTJIOMEPAThl, KOTOPBIE TPYIAHO pa3py-
IIUTH [IPA CMEIIUBAaHUU. B CBSI3H C ATHM LTS IOy YSHHUS
koM103UTOB SiC—TiN U3 BBICOKOIUCIIEPCHBIX MOPOIII-
KOB TPEAIIOYTUTEIICH in Sifu TOAXOM, 3aKITIOUarOIIUICs
B XMMHYECKOM CHHTE3€ YaCTHI[ TOPOIIKOBBIX KOMIIO-
HeHToB SiC u TiN B 00beMe KOMIIO3UTA U3 CMECH UCXOI-
HBIX, TOpa3ao 0ojee JIEHIeBhIX PEareHTOB MPH XOPOIIeM
TepeMEIINBaHUH CHUHTE3UPOBAHHBIX dacTull [24-26].
Panu cripaBeyinBOCTH HEOOXOAUMO OTMETUTh, YTO TIOKa

40

in situ METOIBI UCIIONIB3YOTCS I U3TOTOBICHUSA KOMIIO-
3ULIMOHHBIX BBICOKOJMCIIEPCHBIX MOPOILKOB B Jabopa-
TOPHBIX YCIIOBUSX U HE IPUMEHSFOTCS B TPOMBIIIITICHHOM
MIPOU3BOJICTBE, IJ€ MO-NPEKHEMY MPOU3BOIAT TOJIBKO
MOHO(a3HbIC KEPAMUYECCKUE MOPOIIKH, & KOMIIO3UTHBIC
KepaMHUYEeCKUe TMOPOLIKH IOJy4YaloT TPaAULUOHHBIM
ex Situ TIOIXOJIOM CMCIIUBAHHUS U U3MEIBUCHHS COCTaB-
JSIOIMUX MX MOHO(Aa3HBIX MOPOIIKOB [25; 26]. Tem He
MEHEE in Sifu XMMHUYECKHE METOJIbl CMHTE3a KOMITO3MT-
HBIX BBICOKOJIMCIIEPCHBIX MOPOIIKOB SIBIISIOTCS Hepeao-
BBIMH M TPEOYIOT JalbHEHUINET0 paCIIMPEHUs] U HHIYCT-
puanuzaumu. Korma »sta 1mens OyneT IOCTHTHYTA,
BBICOKOKaYE€CTBEHHBIC KOMITO3UTHBIC BBICOKOIUCIIEPC-
HbI€ TIOPOLIKH CTaHYT KOMMEPUYECKU JTOCTYIHBIMH, YTO,
KaK O)KUJIAeTCsl, MOJIOKHUTEIBHO CKaXKEeTCS Ha IKCIUTyaTa-
LMOHHBIX XapaKTePUCTHUKaX MPOU3BOAMMON KOMIIO3UT-
HO KepaMukH [25; 26].

Cpenu in situ METOOB XUMHUYECKOTO CHHTE3a BBICO-
KOJIUCIIEPCHBIX KEPAMHUECKHUX MTOPOIITKOB M KX KOMITO3H-
LU BBIICISACTCS CBOCH MPOCTOTON M SHEProd(pPeKTUB-
HOCTBIO METOJI CaMOPACTIPOCTPAHSIOIIETOCS BHICOKOTEM-
neparypaoro cunte3a (CBC), ocHOBaHHBIN Ha TOpEHUH
cMecell HEJOpOTHMX HCXOAHBIX peareHToB [27-29].
B pabote [29] npencTaBicHBI MONYyYCHHBIC paHee MPH
YYaCTHH aBTOPOB HACTOSINEH CTaThU Pe3yabTaThl UCCIIC-
JIOBaHUS MPUMEHEHus Takoi pazHoBugHOcTH CBC, Kak
asuanbii CBC, B cucremax Si-Ti-C-NaN, -ranouanas
COJb C MHCIIONb30BAHUEM TMOPOIIKOB KpeMHHA (Si),
tutaHa (Ti), texnmueckoro yriepona (C), asuga
Harpust (NaN,) Kak a30THPYIOIIEro peareHTa u rajou-
ueix coneit (NH,), TiF, Na,SiF, u (NH,),SiF B kauecTse
aKTHBUpYIOWIeH rasuduuupyromeics mobasku. s
MONTyYeHHsI KOMIIO3HMIIMK BBICOKOJIUCIIEPCHBIX TMOPOIII-
k0B TiN-SiC ¢ 5 MOIBLHBIMH COOTHOIIEHUSMU LIEJIEBBIX
¢a3 TiN:SiC =4:1, 2:1, 1:1, 1:2 u 1:4 ObIIH COCTABIEHBI
COOTBETCTBYIOLIIE  CTEXHOMETPUYECKHE YpaBHEHUS
BHJIA

28i+ Ti + 6NaN, + (NH,),TiF, + 2C =
= 2TiN + 2SiC + 6NaF + 4H, + 9N, .

N3 15 crexuoMmeTpuueckux ypaBHEHHH 37€Chb VIS
KpPaTKOCTH MOKa3aHO TOJIBKO OJJHO ypaBHEHHE C UCIOJb-
30BanueM rajouaHol comu (NH,),TiF, mis monbHOTO
cootHomreHus: 1eneBbix a3z TiN:SiC=1:1. Cwmecu
WCXOJHBIX peareHTOB (IUXThI), COOTBETCTBYIOIIHE
9TUM 15 CTEXMOMETPUYECKUM YPAaBHEHUSM, CIKUTAIHUCDH
B HACHITHOM BHJIe B peaktope azugHoro CBC c nasie-
HUEM ra3oo0pa3Horo a3ora B HeM 4 MIla. Oxiak/1eHHBIH
MIPOIYKT TOPEHHSI M3BIICKAJICS U3 PEaKTOPa, pa3pyaics
IO CBIITy4Yero IMOPOIIKOOOPa3HOTO COCTOSHUS B (ap-
(hopoBOH CTynKe W OTMBIBAJICS BOJIOW OT MOOOYHOTO
nponykra — ¢ropuna Harpus (NaF). B GompmmHcTBe
CJIy4aeB MPOAYKT TOPEHUS MPEICTABISI COOOH BBICOKO-
JUCIIEPCHBII MOPOILIOK CIIOKHOIO COCTaBa B BHJIE CMECH
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cyomukponsbix  (0,1-1,0 MKM) dYacTHIl paBHOOCHOM
¢opmbl U BOIOKOH. Da3oBBI COCTaB MPOMBITHIX MPO-
JIyKTOB TOPEHUS IMpeJCTaBlieH B Tall. | B CpaBHEHHH
C TEOPETUYECKUM COCTABOM KOMITO3MLIMK LieNeBbIX (a3
TiN—-SiC npu pa3HbIX MOJIBHBIX COOTHOIICHHAX 3THX (a3
COMIACHO 3TUM 15 cTeXHOMETPUYECKUM YPaBHEHUSM.

Kaxk BumHO 13 Tabm. 1, pazoBble cocTaBBl CHHTE3HPO-
BaHHbBIX KOMIIO3ULIMI CYIIECTBEHHO OTIMYAJIMCh OT pac-
YETHBIX TEOPETHUYECKUX COCTaBOB Kommosuiii TiN-SiC
3HAYUTEJILHO MEHbIIEH goeil kKapOuaa KpeMHHUs UITH €To
orcyrctBueM coBceM (ot 0 mo 49,4 mac. % SiC BmecTo
13,9—72,1 mac. % cOIIacHoO CTEXHMOMETPHUUYECKUM YpaB-
HEHUSIM), a TakXKe HaJIM4hMeM OOJBIIOr0 KOJIMYeCTBa
nmpuMecHu ToOOYHOH (a3sl HUTpUAA KpemHus (oT 12,3
o 54,2 mac. %) MomuduKanmii o U B, OTCYTCTBYIO-
IIMX B TEOpEeTHYEeCKOM coctaBe koMmo3uimid TiN-SiC.
Ocobenno mano obOpazoBbiBaiiock SiC wminu He o0Opa-
30BBIBAJIOCH BOBCE IPU HCIIOJIb30BAHUU TaJIOUIHOM
comn (NH,),TiF,. Cnenyer Takxe OTMETUTH HaIM4Me
B NOJIy4eHHOM npoaykre as3unHoro CBC cpaBHUTENBHO
HEOOJIBIIIOTO KOJIMYECTBa MpUMeEcel CBOOOIHBIX KpEM-
HUs u yriepoma (e Oomee 1,4 mac. %) wim moiHOE
OTCYTCTBHUE 3TUX IIPUMECEH.

Kak Takke nmokaszano B padore [29], npu npuMeHeHUH
TpaguIoHHOTo noaxona azunuoro CBC ¢ ucnomnb3oBa-

HHEM aKTHBHUPYIOIIUX H00aBOK Tra3u(pHUIUPYIONIIXCS
ragounneix coneit (NH,),SiF, AlF, u NH,F s nosy4e-
HUS JPYTroi KOMITO3UIIMH BBICOKOMCTIEPCHBIX MTOPOIIIKOB
AIN-SiC BO3HUKAIOT aHAJIOTHYHEIC TPOOIEMBI TI0 HECO-
OTBETCTBHIO DKCIIEPUMEHTAJIBHOTO COCTaBa IMPOIYKTOB
azuaHoro CBC TeopeTHuecKoMy pacue€THOMY COCTaBY
COITIACHO CTEXHOMETPUYECCKUM YPaBHEHUSM JUISI MOJb-
HBIX COOTHOMICHHWH IeneBbix ¢a3 AIN:SiC =4:1, 2:1,
1:1, 1:2 u 1:4. ConepxaHue 3KCIEPUMEHTAIBHO MOJTY-
qeHHOU meneBoi (as3el SiC ObLTO B cpeqHeM B 2 pasa
MEHBIIIC TEOPETHUYECKOTO 3HAUCHUS, U B 3HAYUTEIHHBIX
KOJIMUECTBaX IMPHCYTCTBOBAJa HeKeJarenbHas Mo004Y-
Has (asa murpuna xpemuusa Si,N,. OTu npobremb
ObLIM pernieHbl HelaBHO B Hamiel padore [30] 3a cuer
npumeHeHus: B azugHoM CBC KOMMNO3WIMH MOPOIIKOB
AIN-SiC B kavyecTBe aKTHBUPYIOUICH KapOWANZUPYIO-
mei Jo0aBKM TIOPOIIKOBOTO TMOJMTETPadTOPITUIICHA
(IIT®3) (C,F,), BMECTO yKa3aHHBIX BbILIE J00ABOK
ranouaHsix coned. Yactuunas 3amena 0,1 mor. yre-
pona Ha 0,05 moin. IIT®D B cocraBe kKapOuAU3UPYIOLIEH
cmecu 0,9C + 0,05C,F, ¢ ucnionb3oBanueM asujia HaTpys
B POJIH aKTUBHPYIOMICH a30THPYIOMIEH T0OaBKU B KOJH-
4eCcTBe, HEOOXOAMMOM TSl HeUTpalu3anuu ropa, BeIje-
JISIOLIerocs Mpy NOJHOM paziokeHuu [1TDD, nmpusena
K TOMY, YTO NPH COXPAaHEHUH BBICOKOW IHCIIEPCHOCTH

Tabnmya 1. TeopeTnueckuii ¥ IKCIEPUMEHTAIbHBIN (Pa30BbIe COCTABBI
NPOMBITBIX TBepAbIX NPOAYKTOB a3uaHoro CBC komno3zunuu TiN-SiC [29]

Table 1. Theoretical and experimental phase composition
of washed solid products of azide SHS of the TiN-SiC composition [29]

Conepxanue, mac. %
TIN:SIC Teopus DKCIIEPUMEHT
(MomB)
TN | SiC | TiN | SiC |aSiN,|[BSiN,| Si | C
lanonnnas cons (NH,),TiF
4:1 86,1 13,9 87,7 5,6 6,7 - -
2:1 75,6 24,4 80,0 14,0 6,0 - -
1:1 60,7 39,3 45,8 49,8 4,4 - -
1:2 43,6 56,4 41,2 6,4 43,9 7,6 0,9 -
1:4 27,9 72,1 28,8 19,9 42,5 7,4 1,4 -
Tanonanas cons (NH,),SiF,
4:1 86,1 13,9 61,0 4,0 27,0 7,0 1,0 -
2:1 75,6 24,4 71,0 18,0 9,0 1,2 0,8
1:1 60,7 39,3 54,7 16,0 17,4 11,9 - -
1:2 43,6 56,4 40,0 31,0 19,0 9,0 1,0 -
1:4 27,9 72,1 24,2 49,4 21,1 5,0 0,3 -
Tanoupnas comnb Na,SiF,

4:1 86,1 13,9 76,0 19,0 5,0 - -
2:1 75,6 244 64,0 10,0 17,0 9,0 - -
1:1 60,7 39,3 54,0 20,0 15,0 11,0 - -
1:2 43,6 56,4 42,0 34,0 16,0 8,0 - -
1:4 27,9 72,1 23,0 49,0 21,0 6,0 1,0 -
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CHHTE3MPOBAHHBIX KoMmo3uIwii nmopomkos AIN-SiC ux
(a30BEIil cocTaB, 0COOCHHO TIPU HCIOIB30BAHUU TIPEC-
COBaHHBIX IIHXT, CTAl 3HAYUTEIBHO ONIDKE K 3a/aBac-
MOMY TE€OPETHUECKOMY COCTaBY, CYIIECTBECHHO BEIPOCIIO
conepxanue paspl SiC, ucuesnu HexenareabHble 000Y-
HBIC (a3bl HUTPUIA KPEMHHS.

AHanoOrnYHBIA TOAXOA C YAaCTUYHOM 3aMEHOU
0,3 mon. yrepona Ha 0,15 mon. IIT®D B coctaBe kap-
ounmsupyromei cmecu 0,7C +0,15C,F, 6b11 npuMeHen
B JIpyroii HalIel HeJTaBHO OnmyOIMKoBaHHOW pabdore [31]
st mosydenust MmetogoM aszugHoro CBC Beicokoauc-
NEPCHBIX KoMNo3umi nopoukos Si;N,~SiC ¢ pa3osbim
COCTaBOM, ONM3KMM K 33/aBaCMOMY TEOPETHUIECCKOMY
COCTaBy.

C yyeroM 3THX pPE3yJbTaToB, B HACTOSMICH paboTe
C IeJbI0 MPUONMIKEHUS COCTaBa CHHTE3HPOBAHHOU
BeICOKOAHCIIepcHOIT cmecu mopomkoB TiN-SiC k Teo-
PETUYECKOMY COCTaBY 3a CUCT YBEIUYCHHS COACPIKAHIIS
¢dazpl kapOuga KpeMHHUS W YJAJICHUS HEKelaTelbHOU
mo004HON (ha3kl HUTPUAA KPEMHUS aHAJOTMIHO BMECTO
J00aBOK TaJOMIHBIX COJICH OBUI HMCIIOIB30BaH MpPUEM
o yacTU4YHOU 3ameHe yriepoaa Ha IIT®D B cocrase
HUCXOHOM cmecu peareHtoB aszugHoro CBC u mpo-
BEJICHO HCCIICIOBAaHHE IPOAYKTOB TOPEHHS CHUCTEMBI
Si-Ti-NaN,-C-C,F,.

MeToauka uccnegosaHum

Jns  wmccnenoBaHMS — HMCHONB30BAINCH — CIEAYIO-
LIM€ MCXOJIHBIE peareHThl (31ech M Janee — mac. %):
nopommok kpemHus Mapkn KpOO (comepkaHne OCHOB-
HOro BemectBa >99.9 %, cpenHuil pasmep dYacTHIl
d = 40 mxMm); nopomok Tutana mapku [ITOM-1 (98,0 %,
d =30 MKM); TIOpPOLIOK a3uja HaTpus KiacCH(pUKAIHA
«I» (298,71 %, d =100 MKkM), moTHTETPadTOPITHICH
mapku [TH-40 (99,0 %, d =40 MxM), TeXHUYECKHI
yoiepon (caxa) mapku [1701 (88,0 %, d = 70 HM B Buje
anoMeparoB J10 1 MKM).

Kak u B paborax [30; 31], B COOTBETCTBUU C Pe3yJib-
tatamu pabot [32;33], mnsg mnonydeHus OOJBIIOTO
conepkannst SiC B CHHTE3HPYEMBIX 371€Ch KOMIIO3HUTaX
TiN-SiC TexHMYECKUH yIIIepoj YacTHYHO 3aMellascs
nobaskoii [ITOD B kommuecte 5, 10 u 15 %, uro npu-
BOJIMJIO K HCIIOJIb30BAHUIO KapOUAMZUPYIOLIMX CMecei
TexHuaeckoro yriepoaa ¢ [ITOD cnexyromiero cocrasa,
9KBMBAJICHTHBIX | MO0 KapOUIU3UPYIOILETo yIepoaa:

0,9C + 0,05C,F,, (4)
0,8C +0,1C,F,, (B)
0,7C +0,15C,F,. (C)

A3suj Hatpus NaN, JI0OABIISIJICS. B IIUXTY B KOJH-
4eCcTBe, HEOOXOMMOM TS HeHTpanu3aiuu Gpropa, Beije-
JISFOIIETOCS TpU TOJaHOM pasnokeHuu [ITDD, u cBs-
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3pIBaHUS (pTOpa B BomopacTBopuMoe coenunenue NaF,
JIETKO ynansemoe u3 npoaykra asupaoro CBC BogHO#M
IIPOMBIBKOH. B pesynbprare crexuoMerpuueckue ypas-
Henus asuaHoro CBC cmeceit neneBbix ¢a3z TiN-SiC
JUIst uX S5 MonbHBIX cooTHotnenuit (TiN:SiC = 4:1; 2:1;
1:1; 1:2; 1:4) ¢ npumenenuem cmeceii (4)—(C) ¢ [ITOD
MPU CXKUTAHUU B Tra3000pa3HOM a30Te MOJydalu cle-
JIYIOIIUN BUA:
JUT KapOuamsupyromeit cmecu (4):

4Ti + Si+0,9C + 0,05C,F, + 0,2NaN, +
+1,7N, = 4TiN + SiC + 0,2NaF, (1)

2Ti + Si+0,9C + 0,05C,F, + 0,2NaN, +
+0,7N, = 2TiN + SiC + 0,2NaF, )

Ti + Si+0,9C + 0,05C,F, + 0,2NaN, +
+0,2N, = TiN + SiC +0,2NaF, 3)

Ti +2Si + 1,8C + 0,1C,F, + 0,4NaN, =
=TiN +2SiC + 0,4NaF + 0,IN,, )

Ti + 4Si + 3,6C + 0,2C,F, + 0,8NaN, =
= TiN + 4SiC + 0,8NaF + 0,7N,; (5)

JUT KapOuamsupyromieit cmecu (B):

4Ti + Si + 0,8C + 0,1C,F, + 0,4NaN, +
+1,4N, = 4TiN + SiC + 0,4NaF, (6)

2Ti + Si+0,8C + 0,1C,F, + 0,4NaN, +
+0,4N, = 2TiN + SiC + 0,4NaF, (7

Ti+ Si + 0,8C + 0,1C,F, + 0,4NaN, =
= TiN + SiC + 0,4NaF + 0,IN,, (8)

Ti +2Si + 1,6C + 0,2C,F, + 0,8NaN, =
=TiN +2SiC + 0,8NaF + 0,7N,, 9)

Ti + 4Si +3,2C + 0,4C,F, + 1,6NaN, =

=TiN + 48iC + 1,6NaF + 19N ; (10)
i Kapouamsupyromeit cmecu (C):
4Ti+Si+0,7C + 0,15C,F, + 0,6NaN, +
+ 1,IN, = 4TiN + SiC + 0,6NaF, (11)
2Ti +8Si+0,7C +0,15C,F, + 0,6NaN, +
+0,IN, = 2TiN + SiC + 0,6NaF, (12)
Ti+8Si+0,7C +0,15C,F, + 0,6NaN, =
=TiN + SiC + 0,6NaF + 0,4N,, (13)
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Ti+28i + 1,4C + 0,3C,F, + 1,2NaN, =

= TiN +28iC + 1,2NaF + 1,3N,, (14)
Ti + 4Si + 2,8C + 0,6C,F, + 2,4NaN, =
=TiN +4SiC + 2,4NaF + 3,IN,. (15)

CMecu ucxonHbIX peareHTOB ypaBHeHuid (1)—(15)
¢ maccoit or 23 mo 37r (B cpemHem 30 T) coxUranu
B peakrope azunuoro CBC oobemomM 4,5 1 ¢ HaYambHBIM
JIaBJICHUEM Ta3000pa3HOT0 a30Ta B HEM P0=3 MIla
KaK B HACBIIHOM BHJE B KaJbKOBOM CTaKaHYHKE IUa-
MeTrpoMm 30 MM # BBICOTOM 45 MM, Tak U B BHUIE Ipec-
COBaHHBIX JaBicHueM 7 MIla OpHKETOB IUaMETpOM
30 MM 1 BbICOTOM B cpenneM 22 mwm. (/laBnenue raso-
obpasnoro aszora 3 MIla u namieHHE TNpPECCOBAHHS
7 MIla OpukeToB mUXTHl auaMeTpoM 30 MM BBIOpaHBI
B COOTBETCTBUU C pe3ynbraTramu padoTsl [33], B KOTO-
poii ObLTO TIOKA3aHO, YTO B THUX YCJIOBHUSAX YaCTUYHAS
3aMeHa ymiepoga Ha [IT®D npuBonuT K NoaHOMY IpO-
TEKaHHUIO PeaKIK KapOuInu3aluu KpeMHUs U 00pa3oBa-
Huto yactull SiC co cpegHum pazmepom okoso 200 Hm).
lopenre MHULMUPOBATIH DJIEKTPUUECKOW BOIb(PpPaMo-
BOI crnmpanbio. MakcumanbHoe nasnenue rasa (P )
B peakTope BO BpeMs TOpeHHs (UKCHPOBAIH II0 MaHO-
MeTpy. OXJaXISHHBIH MPOXYKT TOPCHUS U3BJICKATH U3
peaxTopa, pa3pymIaii A0 CHIITyYero MOpoIKoOOpa3HOTO
cocTostHUSL B (hap(popoBOH CTYNKEe U OTMBIBAIH BOIOU
or mobOoyHoro mpomykra — ¢ropuna Hatpus (NaF).
BbicylmeHHbIT OTMBITBI IPOAYKT TIOPEHUS B3BELIM-
BAJIM M 110 PA3HUIE MEXKTY MACCOW IMXTHI (/1,) ¥ Mac-
COH OTMBITOTO MPOAYKTa (m1,) ONPENENSIN MOTEPIO
Maccel (Am, %), KOTOpYHO TpaKTOBaJM Kak pa3dpoc
YacTH TBEPIBIX MPOJYKTOB CUHTE3a 3a Mpeiesibl 00beMa
IUXTHl Ta3aMH, HHTEHCUBHO BBLACISIOUIUMHCS MPH
ropeHud. (OTa OlleHKa pa3dpoca MPOAYKTOB SBISETCA
OpUOIIDKCHHOM, TaK Kak HE y4YUTHIBaeT 0oOpa3oBaHHE
NaF B mpoaykTax, a Taxke moTpeOIeHne Wi BBIICIe-
HHUE ra3000pa3HOTO a30Ta B pEaKTOpe COIIACHO ypaBHE-
HUsM (1)—(15). Takas oleHKa UCTIOIB30BAJIACH B HAIIIUX
npensirymux padorax [30; 31], mo3ToMy COXpaHUM ee
W 37IeCh JUIS BO3MOXKHOCTH CPaBHEHUS PE3YJIETATOB IO
pazbpocy mnpoaykToB. OOCYXIEHHE TPABOMEPHOCTH
MIPUMEHEHHS 3TOHM OIICHKH MPOAOKUM HHIKE B CIETYIO-
IIUX pa3lienax HaCTOsIIEH CTaTbh).

@Da30BbIil COCTaB CHUHTE3HPOBAHHBIX TPOAYKTOB
ONpenessiii Ha MOPOLIKOBOM PEHTI€HOBCKOM JH(]-
pakromerpe ARL X'TRA (Thermo Fisher Scientific,
[lIBeiiiapusi), OCHAIIEHHOM pPEHTTEHOBCKOW TPYyOKOM
¢ MemHBIM aHo#oM. PacmmdpoBky audppakTrorpamMm
U KOJIMYECTBCHHYIO OICHKY (pa30BOrO COCTaBa METOIOM
PutBenbna BemonHsu B nporpamme «HighScore Plusy
C WCIIONIb30BaHUEM 0a3bl KpUCTAIUIOrpaUIECKUX JIaH-
HeIx COD-2024. Nccnenoanue MOp(hoJIOTHH U pazMepa
YaCTHUI[ CHHTE3UPOBAHHBIX KOMIIO3UIIUI MPOBOJWIN Ha

CKaHMPYIOLEM 3JIEKTPOHHOM Mukpockone JSM-6390A
(Jeol, Smonus).

Pe3ynbrathl M ux 0b6cyxneHue

PesynbraTel  9KCHEPUMEHTANBHOIO  ONpPEACTCHHS
MaKCHMaJIbHOTO JIaBIIEHUs B peaktope (P ) u morepu
Macchbl (Am) MCXOAHBIX HACBHIIHBIX M IPECCOBAHHBIX
MOPOIIKOBBIX cMmecei (muxT) peakmwmii (1)—(15), a Takxe
(a30BBIX COCTABOB IIPOMBITHIX TBEPABIX IPOLYKTOB
peaxiuii mpeIcTaBIeHbI B Ta0J. 2 KaK CpeTHIE 3HAYCHHS
U3 TPEX SKCIEPUMEHTOB JIJIsl KOXKAOHM ILIUXTHI.

W3 cpaBHEHHUS pPE3yabTaTOB HKCIIEPUMEHTAIBHOTO
onpeznescHUs (Pa30BBIX COCTABOB MPOMBITBIX TBEp-
JBIX TIPOAYKTOB peakiuil azuaHoro CBC kommo3unmii
TiN-SiC B Tabn. 1 u 2 BUIHO CYIIECTBEHHOE pa3Jiu-
4ype 9TUX AaHHBIX. B Tabim. 2 moka3aHo, YTO Y4aCTUYHOE
3aMelIeHHe TEeXHUYEeCcKoro yriaepona nobaskoi [1TDD
MIPUBOJIUT K CHHTE3Y 3HAUYNUTEIILHOTO OOJIBIIEro KoJIuye-
ctBa kapouaa kpemuus SiC (ot 13 no 72 %), uem B ciy-
yae MCIIOJIb30BAHMS TAIOMAHBIX coyied (B Tadm. 1 ot 0
10 49,4 % SiC). Ecniu B Tabmn. 1 BUAHBI Cllyyau TIOJIHOTO
orcytcrBus SiC B mpoaykrax cuntesa (0 %), To B Tadi. 2
Takux ciydaeB HeT. [Ipu 3ToM 0COOEHHO Ba)KHO TO, YTO
B Tabi. 2 SKCHNEpUMEHTAIbHOE KOJIMYECTBO KapOujaa
kpemHuus (ot 13 1o 72 %) o4eHb OIM3KO K pacdeTHOMY
TeopeTrueckoMy conepxkanuo (ot 13,9 mo 72,1 %).
Takoe e CyLIECTBEHHOE OTIMYHE U B COIEPKAHUH
10604HOM (asel HUTpUaA Kpemuus Si,N, Moxudukaumni
o u . Eciu cymMmMapHOE KOTMYECTBO ATHX MOAU(DUKAIINAT
Si,N, B Tabn. I moxer ObITh O4eHb GonbmuM (0T 12,3
10 54,2 %), TO B TaOJ. 2 OHO 3HAYNTENILHO MeHbIIe (0T ()
70 18 %), a B HEKOTOPBIX CITydasiX OTCYTCTBYET COBCEM
(0 %), 4TO COOTBETCTBYET pacueTam IO CTEXHOMETPH-
YeCKMM ypaBHEHUSAM. B Tabm. 2 BuaHO, YTO HpUMeECh
yoiepoga cBoboaHoro (C) TMONHOCTBIO OTCYTCTBYET,
a TIpUMech CBOOOIHOTO KpeMHHs (Si) B OOJNBITHHCTBE
CJly4aeB WJIM OTCYTCTBYET, WJIM COCTaBJISIET JOJIU MPO-
[eHTa, U TONbKO B 4 ciydasx u3 30 comepxkanume Si
Haxonutes B mipenenax ot 1 mo 3,3 %. [lonBons uroru
CpaBHEHUS JaHHBIX Ta0I. 1 1 2, MOXKHO yTBEP>KJaTh, 4TO
pe3ynbraThl Tall. 2 M0 KCIEPUMEHTAIBHOMY COJepIKa-
auto nenesbix (a3 TiN u SiC B mpoaykTax cHHTE3a a3u-
Horo CBC ¢ npumenenueM [IT®D 3HaunTeNnbHO JIydlie
COOTBETCTBYIOT PE3yJIbTaraM TEOPETHYECKUX PACUETOB
[0 WCXOAHBIM CTEXMOMETPUYECKUM YPAaBHEHUSM, 4YeM
pesynbrarel Tabu. 1 mis tpaauimonHoro asugHoro CBC
¢ mpumMeHenreM ranounbix conert (NH,),TiF,, Na,SiF,
u (NH,),SiF, [29].

Ho mpu 3Tom B Tabi. 2 BUAHBI O4YeHb OOJbIINE 3HA-
YeHUS MOTEPU Macchl (pa3dpoca MPOAYKTOB TOPEHUS),
OCOOCHHO B cCllyyae NPUMEHEHHMS HACBIMHBIX IIHUXT
(ot 42,0 1o 88,7 %), ¥ 3aMETHO MCHBIITUE MX BEITMUYUHBI
JUIS IpeccoBaHHbIX UXT (0T 17,7 10 77,5 %), B TO Bpems
Kak npu TpagunronHom asunaom CBC st nmokasarenn
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Tabnunya 2. [lapameTpsl ropennst muxt peakuuii (1)—(15) u Teopernyeckuii
M IKCIePUMEHTAIbHBIN (a30Bble COCTABBI MPOMBITHIX TBEP/ABIX NPOAYKTOB PeaKIUii
JIJISl HACBIITHBIX M MPECCOBAHHBIX MIMXT
Table 2. Combustion parameters of charge mixtures for reactions (1)—(15)
and theoretical and experimental phase compositions of washed solid products
for bulk and pressed charges
Coneprkanue (a3 B IPOAYKTAX peakuii, mac. %
Vpasuenue | TIN:SIC | P, | Am, Teopis ORCTICPHMEHT
peaxiun (monp) | MIla %
TN | SiC | TiN [siC  |a-SiN,|p-SiN,| Si | Jlpyroe
Hacpinabie IuxXThI

KapOuansupyromas cmech (A4)
) 4:1 533 | 73,5 | 86,1 13,9 71,3 13,0 - - - 15,7 TiN
2) 2:1 549 | 77,1 75,6 24,4 74,1 23,3 - - 0,4 2,2 Ti
3) 1:1 5,18 | 63,5 | 60,7 39,3 59,4 37,3 - - 33 -
“4) 1:2 4,60 | 83,5 | 43,6 56,4 28,0 55,0 10,0 6,0 1,0 -
®) 1:4 4,44 | 78,1 | 27,9 72,1 29,0 51,0 13,0 5,0 2,0 -

KapOuausupyromas cmecs (B)
(6) 4:1 5,71 | 57,0 | 86,1 13,9 86,5 13,5 - - - -
7 2:1 575 | 57,6 | 75,6 24,4 75,0 22,0 - - 3,0 -
) 1:1 5,62 | 81,9 | 60,7 39,3 59,5 33,3 - 6,3 0,9 -
) 1:2 525 | 854 | 43,6 56,4 38,9 53,3 2,3 5,0 0,5 -
(10) 1:4 549 | 87,6 | 279 72,1 17,0 72,0 4,8 6,0 0,2 -

KapOunuzupyromas cmecs (C)
(11) 4:1 5,04 | 42,0 | 86,1 13,9 81,7 15,2 3,1 - - -
(12) 2:1 5,87 | 69,5 | 75,6 24,4 75,8 22,1 2,1 - - -
(13) 1:1 5,87 | 88,7 | 60,7 39,3 57,3 34,0 5,0 33 0,4 -
(14) 1:2 598 | 69,5 | 43,6 56,4 37,2 55,7 4,0 3,1 - -
(15) 1:4 491 | 78,2 | 27,9 72,1 25,0 69,0 4,0 2,0 - -

IIpeccoBanHbIe IIUXTHI

Kapbunmsupyromas cmecsh (A4)
€8 4:1 5,30 | 383 | 86,1 13,9 88,7 11,3 - - - -
2) 2:1 5,15 | 36,3 | 75,6 24,4 72,3 17,3 10,1 - 0,3 -
3) 1:1 4,76 | 17,7 | 60,7 39,3 60,4 30,0 9,6 - - -
4) 1:2 4,45 | 39,2 | 43,6 56,4 23,0 65,0 10,0 2,0 - -
5) 1:4 4,58 | 58,6 | 27,9 72,1 25,0 61,5 11,0 2,5 - -

Kapounnsupyromas cmecs (B)
(6) 4:1 4,58 | 49,7 | 86,1 13,9 84,5 15,5 - - - -
@) 2:1 5,67 | 48,1 75,6 24,4 72,7 27,0 - - 0,3 -
®) 1:1 545 | 329 | 60,7 39,3 60,4 33,1 6,0 - 0,5 -
) 1:2 5,23 | 49,3 | 43,6 56,4 40,0 53,0 4,0 3,0 - -
(10) 1:4 547 | 742 | 279 72,1 21,9 67,6 6,5 4,0 - -

KapOunnzupytromas cmecs (C)
(11) 4:1 521 | 29,5 | 86,1 13,9 83,0 14,0 3,0 - - -
(12) 2:1 5,54 | 32,6 | 75,6 24,4 73,4 22,5 4,3 - - -
(13) 1:1 5,67 | 35,5 | 60,7 39,3 56,7 34,0 7,3 - 0,2 -
(14) 1:2 5,75 | 45,5 | 43,6 56,4 39,8 55,5 5,3 - - -
(15) 1:4 574 | 77,5 | 279 72,1 26,2 69,9 3,6 - - -
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0BT HAMHOTO MEHbIIIe, HarpuMmep ot 4,2 1o 10,4 % npu
CHUHTE3€ KOMIIO3UIINHI Si3N4fSiC W3 HACBIIHBIX IITUXT C
ranouaHoi compto NH,F [34]. Benuuunbr pasbpoca
npoaykToB B Tabi. 2 aist TiN-SiC Taxke 3HAUUTEILHO
OoJIbIlle aHAJOTMYHBIX BEIMYWH IIPU CHHTE3E KOMIIO-
summii AIN-SiC ¢ mpumeHeHHeM KapOUIU3Upyromen
cmecu (A) ¢ IITDD: ot 0,2 1o 38,9 % JuIsi HACBITHBIX
muxT 1 ot 0,1 10 26,3 % nns npeccoBaHHbIX WHXT [30].
B T0 xe Bpems pa3dbpoc IpoayKTOB B Ta0M. 2 I CMecH
(C) 630K K pazdpocy MPOAYKTOB IPU CHHTE3E KOMITO-
sunui Si,N,~SiC ¢ ncnonbsoanuem cmecu (C) Kak u3
HachIHBIX HXT (57,0-81,4 %), Tak 1 U3 IPECCOBAHHbIX
mmxT (12,6-80,4 %) [31].

[TocMoTpuM Tenepp, Kak BIUSAET y4eT 00pa3oBaHMS
NaF B npoaykrax, a Takke HOTpeOIeHHE WIH BhIJICIe-
HHUE ra3000pa3HOro a3oTa B PEakTope Ha OLEHKY pas-
Opoca Macchl IPOIyKTOB ropeHusi. CHauaixa paccCMOTPUM
npumep peakiuu (1) ¢ morpebieHueM razoo0pa3zHOTo
a30Ta W WCIOJIL30BAaHMEM HACHIITHOW IIHUXTHI C OOJb-
UM 3HadeHueM paszopoca 73,5 % B tabn. 2. J{ns aToit
peakiuy mMacca muxTel my = 37,23 1, Macca npoMbITOro
nponykra m_= 9,83 . B mpaBoii yactu ypaBHenus (1)
conepxkanue 0,2NaF cocraBmser 2,92 %, umu 0,291
ot maccel 4TiN + SiC, paHo#t 9,83 . Takum o0pazom,
Macca HENpPOMBITOro Iponaykra pasHa 10,12 1, B cBsA3u
¢ yeMm ¢ ydyeroM Macchel NaF pa3Opoc macchl nponykra
yMmenbmaercs ¢ 73,5 mo 72,8 %. Yuer morpebneHHs
ra3za a3oTa MPOBOAMM II0 JIeBOU udacTu ypaBHeHus (1),
B KOTOPOH coziep KaHue raza 1,7N2 cocrasiser 19,13 %,
wm 7,12 t ot maccel muxThl 37,23 1. C yuetom copep-
YKaHHS TIOTPEOIIEMOTO Ta3a Macca HCXOHBIX PEareHTOB
B neBo uactu ypaBHeHUs (1) Bozpacraer mo 44,35,
B CBSI3U C Y€M OIleHKa pa3dpoca Macchl HEMPOMBITOTO
MIPOAYKTa, T.e. U ¢ yueToM Macchl NaF, yBennuuBaercs
¢ 72,8 no 77,2 %. Takum 00pa3om, y4eT Macchl 00pa3o-
BaBierocst NaF B npoaykre, a Takke Macchbl notpedise-
MOTO Ta3a a30Ta B peaKkTope M3MEHSET MPUOIN3UTEh-
HYI0 OLEHKYy pa3bpoca maccel mpoxykra 73,5 % Ha
Ooitee TouHbIe onieHKH 72,8 %, a 3ateM Ha 77,2 % COOT-
BETCTBEHHO, T.€. HECYLIECTBEHHO MpH OOJBIINX 3HAYe-
HUSIX pa3dpoca MpoayKTa.

B cnyuae cpennero 3HaueHus pazdpoca NpOAyKTOB
B Ta0JI. 2 ¢ mpUOIM3UTEIBHON O1leHKon 29,5 % nms peak-
1wmu (11) c mpeccoBaHHON MMXTON aHAIIOTHYHBIE PACUETHI
MIOKA3bIBAIOT, YTO y4eT oOpasoBanus NaF B mpomykre,
a TaKXKe Macchl MMOTpedIsieMoro rasa a3ora jJaer Oonee
TOYHBIE OIIGHKH pazdpoca mponykra B 23,3 u 30,8 %
COOTBETCTBEHHO. 3[€Ch yUeT TOJBbKO oOpazoBanus NaF
Jaet omeHky 23,3 %, 3aMETHO MEHBIIYIO IPUOIN3UTEh-
Holi ouenku 29,5 %, Ho npu nonxom ydere (NaF u N,)
oreHka pa3opoca 30,8 % HecyleCTBEHHO OTIIMYAETCS OT
UCIIONB3yeMOH MPHOIM3UTENEHON OIeHKH 29,5 %.

B ciyyae MuHMManpHOTO 3HaYeHHs pa3dpoca Mmpo-
JIYKTOB ¢ TMPUOTU3UTEILHON olieHKoH 17,7 % nns peak-
uu (3) ¢ IPEeCCOBAHHOM MIMXTON Y4eT TOIBKO 00pazo-

BaHusa NaF nmaeT Takyke 3aMETHO MEHBIIYIO OIIEHKY pa3-
opoca 10,9 %, no npu nonnom yyere (NaF u N,) ouenxa
pasdpoca B 15,5 % Takke HECYIIECTBEHHO OTIMYACTCS
OT UCIOJIb3yeMOil pubnu3uTensbHoit onenku 17,7 %.

Takum o0pa3zoM, B CIydasx peakiuii ¢ morpedie-
HUEM Ta3000pa3HOTO a30Ta MPHOIU3UTENbHBIC OICHKH
pa3dpoca TBepAbIX MPOAYKTOB peakiiuii O1M3Ku K Oosee
TOYHBIM OIICHKaM pa30poca C IOJIHBIM y4eToM 00pa3o-
Banus He Tonbko NaF, Ho n norpebnenns N,, KOTOpbIH
YBEIMYMBACT MAcCy HCXONHBIX pearcHToB. B ciydasx
K€ PeaKnuii ¢ BBACICHUEM ra3000pa3HOro a30Ta, Koraa
OH HaxOAWTCSA B IPaBOM YacTU YpPaBHEHUIl peakiuil,
B TPOJYKTax PEaKIyii, HET HEOOXOAMMOCTH €ro y4u-
TBIBATh TpPU Pazdpoce TBEPABIX MPOIYKTOB PEaKIUi,
TaK Kak ra3000pa3HbIil a30T K HUIM HE OTHOCUTCS. 37€Ch
Oonee TOYHAs OIEHKa pa3dpoca BKIIFOYACT yUYET TOIBKO
obpazoBanust NaF, macca KOTOporo OObIYHO Mana IO
CPaBHCHHUIO C MAacCOH OCTaJBHBIX TBEPIBIX IPOLYKTOB
peakiuii ¥ MOXKET YMEHBIIUTh BEJIUYMHY OICHKH pa3-
Opoca nmpoxnykToB npumepHo Ha 10 %. Hanpumep, B city-
yae peakiuu (8) u3 TalmI. 2 g MPECCOBAaHHON IIUXTHI
npuOIM3UTENIFHAS OLICHKA CpeIHero pasdpoca paBHA
32,9 %, a c yuetom oOpazoBanust NaF orenka pa3dpoca
cTaHoBuTCsl paBHoW 21,9 %, T.e. oTHOcHTelbHas pas-
HHUIIA OIICHOK 3HauuTeNbHa (33,4 %) U moka3biBaeT, Kak
CYIIECTBCHHO MOXET YMCHBIIUTH IIOKAa3aTelb MOTEPh
TBEPABIX MPOAYKTOB CHHTE3a yd4eT obOpasoBanms NaF
pu HeOoIbIIMX pazdpocax. B ciyuae ke peakmum (15)
JUTS TIPECCOBAHHOM IITUXTHI C O4€HB OOIBIITUM Pa3dpocom
¢ puOJIN3UTENBHOM oLeHKo# 77,5 %, yuer o6pa3zoBaHus
NaF cHmxaer oneHKy pazOpoca 1o BenuduHbl 67,3 %,
[IpY KOTOPOW OTHOCHUTENBHAS pa3HHIIA OLEHOK pazdpoca
HecymecTBeHHa (13,2 %).

Tenepr HeoOxomumo w3 30 BapwaHToB B TalIl. 2
BBIOpaTh KOHKPETHBIC BapHUaHTBl IIUXT JUISL Pa3HbBIX
MOJIBHBIX COOTHOIIeHMH 1eeBhx (a3 TiN:SiC, koTopsie
JydIie BCETO IO AKCICPUMECHTAIBHOMY COJCP)KaHHIO
(a3 B MpOIyKTaX CHHTE3a COOTBETCTBYIOT PE3yJbTaraM
TEOPETHUYECKUX PACUETOB 10 MCXOIHBIM CTEXHOMETPH-
YECKHM YPAaBHCHUSM U B TO XK€ BpeMsI IIPUBOIAT K HaH-
MEHBIIIUM MOTEPSIM BCIIEACTBHE pa3dpoca Mpu TOPEHUH,
9T00BI PEKOMEHIOBATE 3TH BaPUAHTHI IS IIPOIOIKEHHIS
HCCIICIOBAaHUN M OMPENCICHHUS BO3MOXHOCTH ITPAKTH-
YECKOr0 MPUMEHEHUS IS MOJTYYCHHS KOMMEPUYECKH
JIOCTYITHBIX KOMITO3UTHBIX BBICOKOAMCIIEPCHBIX MOPOII-
koB TiIN-SiC metomom asumaoro CBC ¢ ucnomns3oBa-
HueM [1T®D. B ocHOBY Takoro BeIOOpa MOJIOKHUM CpaB-
HeHne () ()EeKTHBHOCTH IPUMEHEHHUS HACBHIITHBIX U IIPEC-
COBaHHBIX IUXT C Pa3IMYHBIMU KapOWIU3UPYIOIIMMA
cMmecsMi (4, B, C) o MCHBIIIMM BEIHMYHHAM ITOKa3aTels
MOTEpH MacChl TBEPABIX NMPOXYKTOB CHHTE3a (Am, %)
U CyMMapHOTO COICPIKAHHS BCEX IPHMECEH B 3TUX
npoaykrax (mpumecH, %). M3 manneIx Talm. 2 1is Bcex
BapUAHTOB BBIYUCIUM, YTO CPCOHHE 3HAYCHUS ITUX
MoKa3arejel /s HACBITHBIX W TMPECCOBAHHBIX MIUXT
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Puc. 1. PentrenoBckue 1uQpakTorpaMMBl IPOMBITHIX TIPOYKTOB FTOPEHUSI IPECCOBAHHBIX IUXT U3 ypaBHeHUH peaknui (11)—(15)
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Fig. 1. XRD patterns of the washed combustion products of pressed charges from reaction equations (11)—(15)

a—(11),6—(12), 6 — (13), 2— (14), 0 — (15)
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COCTaBJISIIOT COOTBETCTBeHHO: Am = 72,9 n 44,3 %, nipu-
Mecu = 7,64 u 6,22 %. Takum 00pa3om, B IIEJIOM TpUMe-
HCHHE HACBHITHBIX IMIMXT IPUBOAUT K 3HAYUTEIIHLHO OOJH-
UMM [TOTEPSIM MPOAYKTOB, U 3TH MMPOAYKTHI Oosiee 3arpsi3-
HCHBI TIPUMECSIMH, YeM B CIydae MPECCOBAHHBIX IIUXT.
B cBs131 ¢ 9TUM TanpHEHIINIM MONCK JTyYITNX BApUAHTOB
MIPOBOJIUM CPEIH MIPECCOBAHHBIX IIUXT C MCIIOJIH30BAH-
HBIMHU KapOuAn3upyromuMu cMecsaMu. [lo pesymsraram
npuMeHeHus dTuX cmeceit (4, B u C) B Tabmn. 2 BbIUUC-
JIUM CpeIHUE 3HAYeHMs IOKa3aTeJiell COOTBETCTBEHHO:
Am = 38,0; 50,8 u 44,1 %, npumecu =9,1; 4,9 u 4,7 %.
Cwmech (A4) naet Haumenbiue norepu (38,0 %), HO Hau-
OomnbIee 3arpszHerne npuMecsami (9,1 %). YV emecu (C)
HECKOJIBKO OONBINUil mokaszarens motepb (44,1 %), HO
3HAYUTEIILHO MeEHbIee (MOoYTH B 2 pasza) colepikaHHe
npumeceid (4,7 %), MO3TOMYy OTAaeM MPEUMYILECTBO
cmecu (C). [To cpaBrenuto co cmechro (C) y cmecu (B)
HeMHOro Oonbiie nmpuMecei (4,9 %) 1 3aMeTHO OOJIbIIE
notepu mpoxayktoB (50,8 %). B cBs3u ¢ 3THM camoit
3(pPEeKTUBHON TO pe3yabTaraM HCIIONB30BAHUS IIPEC-
COBAaHHBIX IIUXT clenyeT npusHathk cmech (C). B urore
Takoro (HOpMaIM30BAHHOTO PACCMOTPEHHS JTyYIIAMHE
BapHaHTaMH Ha OCHOBE KOMIIPOMHCCA MEKIY HOTEPSIMU
MPOAYKTOB U MPUMECSIMU B HUX VIS ITOTYICHUS KOMITO-
sunuii mopomkoB TiN-SiC Bcex 5 MOJBHBIX COOTHOIIIE-
HUH (a3 ciexyer Ha3BaTh BAPHAHTHI JJISI PECCOBAHHBIX
IIUXT C MpUMEHeHueM KapOunusupytomieir cmecu (C)
mo 5 ypaBHeHwsM (11)—(15). [edictBuTensHO, OOB-

IIMHCTBO M3 ATHUX BAPHAHTOB HMEIOT OAHU M3 CaMBIX
HU3KUX IIOKa3aTeJeld MOTeph MacChl MPOOYKTOB: 29,5;
32,6; 35,5 u 45,5 % nna ypasaenuit (11)—(14) coorset-
CTBEHHO U cojiepxkanus npumeceit: 3,0; 4,3; 5,3 u 3,6 %
quts ypasaenuit (11), (12), (14) u (15). Ho o6ocHOBaHHBIE
BOIIPOCHI BO3HHUKAIOT IO HAaHUOOIBIIEMY COACPKAHHIO
npumeceit (7,3 %) B mpoxykrax peakuuu (13) u oueHs
Oonpmon morepe npoayktoB (77,5 %) peakuuu (15).
OOcymuM 3TH BOIIPOCHI B 3aKIIIOUYCHUH CTaThH.

PentrenoBckue audpakrorpaMMbl HPOMBITHIX IIPO-
JTYKTOB TOPEHHs Al BBIOPAHHBIX JIyYIIMX BapHaHTOB
cuHTe3a KoMmosuiwii mopomkoB TiN-SiC mpencras-
JIeHBI Ha puc. 1.

Ha pentrenoBckux mudpakrorpaMmax puc. | BHIHBI
cunbHble pedriexcol neneBbix (a3 TiN u SiC, a Takxe
cimabpie peduiekchl mpumeceld cBoOogHOro Si M 1M000Y-
ueix (a3 a-Si,N, u B-Si;N,. Pednexcor stux npumecei
MOTYT U OTCYTCTBOBaTh. M3 puc. | u manHpix tadm. 2
CIEAYeT, YTO HUTPUA KPEeMHHS 00pasyeTcs IpeHMy-
IECTBEHHO B BUle MoaupuKkanmu a-Si;N,.

Mopdonorus xommozuiuii nopomkoB TiN-SiC s
BBIOpaHHBIX JYYIINX BapHAHTOB CHHTE3a MPEACTaBICHA
Ha puc. 2.

W3 puc. 2 BuaHO, 9TO BO BCEX BapHAHTaX CHHTE3H-
POBaHHBIC TPOAYKTHI MPEICTABISIOT COOOW BBICOKO-
ICTICPCHBIC TOPOIIKH, COCTOSINUE W3 PaBHOOCHBIX
4acTuI[ ¢ pa3MepoM MeHee 1-2 MKM, OOBbeIMHEHHBIX
B arJIOMEparhlL.

Puc. 2. Mopdonorusi mpOMBITHIX [TPOAYKTOB TOPEHHsI IPECCOBAHHBIX MIMXT U3 ypaBHeHu# peakimit (11)—(15)
a—(11),6—(12), 6 —(13),2—(14),0—(15)

Fig. 2. SEM images of the washed combustion products of pressed charges from reaction equations (11)—(15)
a—(11),6—-(12),6—(13),2—(14), 0 —(15)
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3akslouyeHue

B Hacrosmeit pabore mokazaHO, YTO NpHUMEHeE-
Hue mnonuterpadropstuiaeHa (IITOD) B  asuaHOM
CBC Bmecto ranounnsix coneii (NH,),TiF, Na,SiF,
u (NH,),SiF B KauecTBe akTMBUPYIOIIEH 1 KapOnu3H-
pyrouieit 100aBKK ¢ YaCTUYHOM 3aMEHOM TEXHUYECKOTO
yrepoza (ot 5 10 15 %) cy1iecTBeHHO yBEIUYHIIO 10JIH0
KapOuJia KpeMHHSI B CHHTE3MPOBAHHOM CMECH BBICOKO-
nucnepcHbIx mopoikoB TiN-SiC, yMEeHbLIUB IPU 3TOM
coJiepyKaHUe MPUMECH MOO0UHOM (ha3bl HUTPHUIA KPEM-
HUSl WIM YCTPAaHUB €€ TOJIHOCThI0. B 1enom, skcnepu-
MEHTAJbHBIC PE3YJAbTaThl IO CONEPIKAHMIO IIEJICBBIX
¢a3 TiN u SiC B mpoaykrax cuHTe3a asugHoro CBC
¢ npumeHneHueMm [ITOD cranu 3HAYUTENBHO JyyIle
COOTBETCTBOBATH pPEe3yJbTaTaM TEOPETHUECKUX pacde-
TOB IO HMCXOJIHBIM CTEXHOMETPHUYECKHM YypaBHEHUSM,
YeM SKCIEPUMEHTAJIbHbIE Pe3yJbTaThl TPAJIULUOHHOTO
asupaoro CBC ¢ wncmonp3oBaHMEM yKa3aHHBIX BBIIIIE
raJoOuIHBIX COJIEH.

Opnako npumenenune [ITDD wmoxeT NPUBOIUTH
K CYIIECTBEHHBIM ITOTEPSIM MAaCChl TBEPJIBIX CHHTE3UPO-
BaHHBIX MPOAYKTOB (10 88,7 %) BcnepcTBue pazdpoca
9acTH NPOAYKTOB Ta3aMi, WHTEHCHBHO BBIACIISIOIIH-
MHUCSl TIpu TopeHuH. [loTepu B cilydae HCMOJIb30BaHHS
HACBIMTHBIX WHUXT (B cpenHeM 72,9 %) 3HaYUTENIbHO Mpe-
BBIIIAIOT TOTEPH IPH HCIOJIB30BAHUH ITPECCOBAHHBIX
muxT (B cpenHeM 44,3 %). IIpu 3ToM B ciiyuae HacblIm-
HBIX [IUXT MPOXYKTHl CHHTE3a TaKKe OOJbBIIE 3arps3-
HEHBI NpuMecsMH (B cpenaeM 7,64 %), deM B ciydae
MIPECCOBaHHBIX WHXT (B cpenHeM 6,22 %). Haunyuiee
COYeTaHHE MUHHMAIBHBIX 3HAUCHHUH MOTEph M MpUME-
cell IOCTUrHYyTO IIpU 3aMeHe 15 % TexHuueckoro yrie-
pona Ha [IT®D B npeccoBaHHBIX IIKUXTaX B 5 BapHaHTaX
CHHTE3a KOMITO3UINH BBICOKOAMCIEPCHBIX MOPOIIKOB
¢ MosbHbIMU cooTHomeHusMu ¢a3 TiN:SiC =4:1, 2:1,
1:1, 1:2 u 1:4 npu cneayomux 3HAYCHUSIX TIOTEPH U MPHU-
Mecel cooTBeTcTBeHHO: 29,5; 32,6; 35,5, 45,51 77,5 %,
u 3,0; 4,3; 5,3; 7,3 u 3,6 %. DT nydiive BapUaHTBI
MOXHO PEKOMEH/IOBATh LIS MPOJODKCHHUS HCCIIEA0Ba-
HUU W OIpeesieHUus] BO3MOKHOCTH HMX MPAaKTUYECKOTO
MIPUMEHEHUs I MOJYyYeHHs KOMMEPUYECKH TOCTYIHbIX
KOMITO3UTHBIX BBICOKOAMCIIEPCHBIX MopomkoB TiN-SiC
metoaoM asugHoro CBC ¢ ucnonszoBanueM [1TOD.

Takoe MPOJOIDKEHUE HCCIIEIOBAHUH 1IeIeco00pa3Ho
MPOBOJIUTh HE B MAJICHBKOM JIAOOPaTOPHOM pEaKTope
obbemoM 4,5 1 U 3arpy3koil mmxthl 10 50T, a B 00Jb-
UX OMNBITHO-NIPOMBIIUIEHHBIX ~peaktopax CBC-20
u CBC-30 ¢ o6semom 20 u 30 1 COOTBETCTBEHHO M Mac-
COI MIMXTHI 1O HecKosbkuX Kr [27; 35]. [Ipu sTOM yBe-
JMHYCHUE MAacChl IMUXTH OyJeT MpUBOAWTE K ee Oomee
JUTMTEIBHOMY U BBICOKOMY camopasorpeBy mpu CBC 3a
CUCT CHIDKCHUS YHCTBHBIX TEIUIONOTEPh C IOBEPXHO-
CTH TI0 CPaBHEHHUIO C MaJbIMH HaBeckamu 10 S50 1, 4TO
Oyzer crmocoOCTBOBaTh IMOJHOTE MPOTEKAHUSA pPeaKIui
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obpazoBanust TiN u SiC ¥ yMEHBIICHHIO CyMMapHOTO
cozepxanus npumecel Si u Si;N, 3HaYMTENBHO HUIKE
7,3 %. [l yMEHbIIEHUS IOTEPD LIEIEBBIX TOPOLIKOBBIX
MPOOYKTOB BCIEACTBHE pa3dpoca IpH WHTCHCHBHOM
ra30BBIICTICHUN TP TOPCHUH, TOCTUTAIOIIMX B OJHOM
13 PEKOMEHIOBAaHHBIX BapuaHTOB 77,5 %, WMXTY IS
C)KUTaHHS B OIBITHO-TIPOMBIIIJICHHBIX peakTopax Heoo-
XOIMMO pa3Mellath B (QUIBTPYIOLIMX COOpKax, Mpen-
CTaBJLIONINX COOOW TONBIC IMIMHAPHUYECKHE KapKachl
U3 METAUIMYECKOW CEeTKM WJIM TOHKOI'O CTaJbHOTO
JHCTa ¢ OONBIIMM YHCIOM IPOCBEPICHHBIX OTBEPCTHH
U C BHYTPEHHUMH T'a30[POHHULIAEMBIMUA 00O0JIOUKAMH U3
yIIeTkaHu uiu ctekiotkanu [35]. Kpome Toro, moxHo
YMEHBIIATh Pa30poC MPOMYKTOB TAKKE 32 CUET ITOBHI-
IICHUS] HAYaJbHOTO IABJICHHUS Ta3a a30Ta B pEaKTope.
Hanpumep, B nameil pa6ore [31] nmo asugnomy CBC
kommnosuumu Si;N,:SiC = 1:4 u3 npeccoBaHHON IMMXThI
¢ IIT®D yBennueHne HAYaJIBHOIO [IABJIEHUS a30Ta
B peaktope ¢ 3 no 4 MIla npuBesio K CylecTBEeHHOMY
CHIKeHHIO (TTo4YTH B 2 pasa) pazdbpoca npoaykra ¢ 80,4
10 41,9 % npu Onu3koM (a3o0BOM COCTAaBE MPOMBITOTO
npoaykra ropeHus. [Ipu HCIONb30BaHHMM yKa3aHHBIX
MIPUEMOB MOTEPH OT pazdpoca B IPyTruX PEeKOMECHOBAH-
HBIX BapUaHTaX MOT'YT CTaTh 3HAUUTENbHO MeHblIe 30 %.
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CprKTypa U CBOMUCTBA aJJIOMOMaTPUYHOIro MaTepuana,
ynpo4YyHeHHOro yactmuamm Kap6up,a LUPKOHUSA

M. JI. Xasun %, P. A. Anakames, B. E. Anac
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AHHoTauums. TlpecTaBieHbl pe3ylbTaThl UCCICIOBAHUS CTPYKTYPhl U (PH3MKO-MEXaHUYECKHX CBOMCTB JUCIIEPCHO-YIPOYHEHHBIX
KOMITO3MIIMOHHBIX MAaTepHalioB Ha OCHOBE aJIOMHHHUS C Pa3JIMYHBIM COJCPKaHHEM yrHpouHstomeid ¢asbl ZrC, MOTy4eHHBIX
METOJIOM HOPOILKOBOM MeTrayurypruu. CorjlacHO KapTaMm pachpeleieHus] XUMUYECKUX AJIEMEHTOB HAlOJIHUTENS U 3HAYCHUSIM
TBEPJIOCTH, YACTHIIBI KapOuaa IIUPKOHUS PaCIPEICNICHbl B MATPHUIIC PABHOMEPHO. M3y4eHo BIMSHUEC BPEMCHU MEPEMEIIHBAHUS
(ot 1 o 2 4) u ycunust npeccoBanus (oT 636 g0 1910 MIla) Ha MIOTHOCT, MOPUCTOCTH U CBOICTBa 00pa3ioB. C MOBBIIICHUEM
KOJIMYECTBA YACTHUI KapOuIa IUPKOHHUS MEXaHHMYCCKUE CBOIMCTBA KOMITO3UTA yaydinarTcs. OTMEUeHa KOPPENSuUs MIIOTHOCTH,
[IOPUCTOCTH, TBEPIOCTH M MPOYHOCTU KOMIIO3UTOB. [TokazaHo, 4TO yBelMYeHUE BPEMEHH CIIEKAHUSI MPAKTUYECKU HE OKa3aslo
BIIMSIHAS HA IUIOTHOCTh M MOPUCTOCTh 00pasmoB. [locie criekaHus TBEPIOCTh 00pa3llOB YMCHBIIACTCS BCICICTBUE OTIKHUTA.
Kpome toro, ckoruieHust yactu] ZrC Ha rpaHUIaX 3¢PCH MOTYT OCIIa0UTh XUMUYCCKYIO CBSI3b MEIKIY aIFOMHHHAEM H MaTECPHUAIOM
HanoJiHuTeNsl. B HccneayeMbpIX KOMIIO3UTaX YINPOYHEHUE MPOUCXOIUT 3a CUET CIEAYIOIIUX MEXaHM3MOB: Iepejiaya aKTUBHOMN
Harpy3ku OT MaTpUlbl K apMarype; ycuienus OpoBaHa; BOSHUKHOBEHHE BHYTPEHHUX TEPMHUECKUX HANPSDKEHUN U3-3a pa3HULIBI
B K03 (HUIMEHTAaX TEIIOBOTO PACIIMPCHHSI MEXKAYy apMHUPYIOIMMH 4YacTuiamu U (azoil matpuisl. DddekTuBHas mnepenada
Harpy3ku MeX1y IUIaCTUYHOW MaTpuled M 4acTULIAMU )KECTKOH KepaMUYECKOM apMaryphl IIPU UCIBITAHUIX HA CXKATHE IPOUC-
XOJIUT IPHU HAJMYHUU XOPOIIETo MexX(a3HOro KOHTAKTa MEXKIy MaTpulleil u apMaTypoil. B3anmoneincTBie Mex 1y TUCIOKAIIUSIMA
Y apMUPYIOIIMMH YaCTUIIAMH YBEJIUUYHMBAET IPOYHOCTH KOMIIO3UI[MOHHBIX MaTepUalioB B COOTBETCTBUU ¢ MexaHu3MoM OpoBaHa.
bnaropapst HanMuuIO B MaTpuULle AUCIIEPCHBIX YaCTULl APMUPOBAHUS, IPU B3aUMOICHCTBUM JUCIOKALUN C apMUPYIOLTUMH YaCTH-
aM¥ 00pa3yrTCs AUCIOKAMOHHBIC TICTIIH.

KnioueBbie c/10Ba: CICUCHHBIH AMCHEPCHO-YIPOYCHHBIH KOMIO3HIMOHHBII MaTepHal, KapOua LHUPKOHMS, IIOTHOCTb, MOPHCTOCTb,
CTPYKTypa, MOPQOIOTHS, TBEPIOCTh, MPOUHOCTD, Ae(opmarus

Ana untuposanmsa: Xazun M.J1., Anakames P.A., Anac B.E. CtpykTypa u CBOWCTBa aJFOMOMATPHYHOIO MaTepuaa, YIpoOuYHEHHO-
ro YacTHIaMU KapOuaa HUpKoHus. M3eecmus 6y306. Tlopowkosas memaniypeus u gynkyuonaivuvie nokpoimus. 2025;19(5):51-59.
https://doi.org/10.17073/1997-308X-2025-5-51-59

Structure and properties
of an aluminum-matrix composite reinforced
with zirconium carbide particles

M. L. Khazin®, R. A. Apakashey, V. E. Adas

Ural State Mining University
30 Kuibysheva Str., Ekaterinburg 620144, Russia

&) Khasin@ursmu.ru

Abstract. This study examines the structure and mechanical properties of aluminum-matrix composites (AMCs) with varying contents
of the ZrC reinforcing phase, produced by powder metallurgy. Elemental mapping together with hardness measurements indicate
a uniform distribution of ZrC particles in the matrix. The effects of mixing time (1-6 h), compaction pressure (636—1910 MPa),
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and sintering time (1-2 h) on density, porosity, and properties were investigated. With increasing ZrC content, the composite’s
mechanical properties improve, and correlations among density, porosity, hardness, and strength are observed. An increase in
sintering time has little effect on density and porosity; after sintering, hardness decreases due to annealing. Local agglomeration
of ZrC at grain boundaries may weaken interfacial bonding between aluminum and the reinforcement. Strengthening arises from
load transfer, Orowan strengthening, and thermally induced dislocations due to the coefficient-of-thermal-expansion mismatch
between the particles and the matrix. Efficient load transfer during compression testing requires good particle-matrix interfacial
contact; dislocation—particle interactions generate Orowan loops, contributing to the observed strengthening.

Keywords: aluminum-matrix composites (AMCs), zirconium carbide, density, porosity, structure, morphology, hardness, strength,

deformation

For citation: Khazin M.L., Apakashev R.A., Adas V.E. Structure and properties of an aluminum-matrix composite reinforced with
zirconium carbide particles. Powder Metallurgy and Functional Coatings. 2025;19(5):51-59.
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BsepeHue

CoBpeMeHHOe MalIMHOCTPOEHHE, B TOM YHUCIE Top-
HOE, XapaKTepU3yeTCs HUCIOJIIb30BAHHUEM HOBBIX MaTe-
puasioB. Bospacrarone TpeOoBaHHMS JIETKOTO Beca,
BBICOKOW YIENbHOW MPOYHOCTH, XOPOIIEH 3Kaporpod-
HOCTH M KOPPO3UOHHOW CTOMKOCTH CTUMYJIHUPYIOT COOT-
BETCTBYIOIIYIO JISTEIILHOCTD 110 Pa3pabOTKe HOBBIX CIIe-
[MAJTbHBIX BEICOKOTEXHOJIOTHYHBIX MaTepualos [1-4].

K mepenoBoii rpymre nerkux Marepranos, 00iamao-
LIMX MaJIOH MJIOTHOCTBIO, OTHOCATCS KOMIIO3UTHI € aJlto-
MUHUEBON MaTpuueil. Mcnonp3oBanue amOMUHUS U €T0
CIUIaBOB B Ka4eCTBE MAaTPUYHOIO Marepuasa MOCTOSHHO
pacimpsieTcs, HaXxosi MHOTOUHCIICHHBIE TPUMEHEHHSI BO
MHOTHX OTPAacisiX MPOMBINUICHHOCTH Onarogapsi Xopo-
e MPOYHOCTH U TUIACTUYHOCTH, OTIIMYHOM TETUIONpO-
BOJIHOCTH M KOPPO3MOHHOH CTOMKOCTH [5—7], a Takxke
MIPUEMJIEMON CTOMMOCTH I10 CPAaBHEHHUIO C IPYTHMHU JIeT-
KMMHU MeTajulaMu, TakuMu kak Mg u Ti [4; 8].

Pa3mep pblHKa KOMIIO3UTOB ¢ METAJUIMYECKOM MaTpu-
et B 2023 1. onenuBaicst B 224,82 mupa nosut. CIIIA.
[Iporaosupyercs, 4To 0Tpacib KOMIIO3UTOB C METAJLIH-
yeckoit Marpuiielt Beipacter ¢ 239,21 mupn gomn. CIITA
B 2024 1. no 369,29 mapna nomn. CIHA x 2032, ne-
MoOHCTpHUpysl cpeaneronoBoii Temn pocta (CAGR)
5,58 % B Teuenue 3Toro neprona. Takxke 0KUAAECTCS, YTO
BO3pacTaIOLIMIi CIIPOC Ha JIETKHE MaTepuajbl B MAIIMHO-
CTPOWUTENBHOH, aBTOMOOWIBHOH M a’pPOKOCMHYECKON
0TPACIIAX TPOMBIIIICHHOCTH OyIET MOJIOKHUTEIFHO CTH-
MYJIMPOBATh KITFOYEBBIE PHIHOYHBIC (DAKTOPBI, yCUIHBAS
pOCT phIHKa'.

OCHOBHBIM KPUTHUYECKUM OTPAHUYCHUEM HCIIOJIB30-
BaHUsl ATIOMUHHUEBBIX CILJIABOB SIBJISIETCA UX HU3KAas TBEP-
nocTh. [ToaToMy JuIs TOBBITIIEHUS (PU3UKO-MEXaHUUESCKUX
CBOICTB METAJJIMYECKUX MaTEpUaoOB Ha OCHOBE aJlFOMU-
HUSI MaTPUILy YIPOYHSIOT Pa3IMYHBIMU HATIOJHUTEIISIMH.
Meramiomarpuunbie komno3uTsl (MMK) nzroraBnuBarot
Pa3IMYHBIMH METOJIAMH: JIUThE C IepeMEIIMBaHHUEM,

Metal matrix composites market size & share report. URL: https://
www.marketresearchfuture.com/reports/metal-matrix-composites-
mmcs-market-8131 (accessed: 16.05.2025).
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JMUTBE TON JaBJcHUEM, (HOPMOBAaHHE pACIBUICHHEM,
ropsyee IPECCOBaHUE, AMHAMHUYECKOE IIPECCOBAHUE,
YABTPa3ByKOBasi KaBUTALM, (pU3ndecKoe OcaxieHHe U3
mapoBoi (a3bl, MEXaHNYECKOE JIETHPOBAHUE, NHPUIHT-
pauua (OpONUTKA) >KUAKUM METAJUIOM, MOPOLIKOBAs
metamryprust (IIM) [1; 2; 9; 10]. OcHoBHast j0ns KOM-
Mepueckux MMK npousBonuTcs no sxuakopazHbIM Tex-
HOJIOTMSIM C IIEPEMEILIUBAHUEM, II03BOJIIOLIUM I10J1y4aTh
JeTaIN Pa3IHIHbIX pa3MepoB U KoHpurypamuid. OmHako
9TU METOABI MMEIOT CIIEAYIOIINE HENOCTaTKH: HM3Kasl
CMa4MBa€MOCTh YAaCTHUL] HAIIOJHUTENS] MaTpUYHBIM pac-
IJIABOM U TPYIHOCTB IOJIYYEHUSI OMHOPOIHON CTPYKTYPBI
xomno3uta. [Ipu oxjakJeHnu paciiaBa M IpeKparie-
HUY [EpEeMEIIUBaHUs YacTHULbl HAIlOJHUTENA paclpe-
JEISIFOTCS. B 00BEME MATPHIBl HEPAaBHOMEPHO, YacTo
¢ oOpazoBanueM arnmomeparoB [1; 11; 12]. B pesynbrare
(U3UKO-MEXaHHYCCKHE CBOMCTBA MOMy4aeMOTrO KOMIIO-
3WUIMOHHOTO MaTepuaia MOTyT OBITh HEOJHOPOIHBIMH.

B otnuuue ot xuakodasHbIX crioco00B, TEXHOIOTHH
[IM 1o3BOJISIIOT MONTy4aTh PABHOMEPHOE pacIpe/ielIeHHE
IHCIIEpCHOM (a3l B 00beMe MaTpHUIbl, KaK MpPaBHIIO,
HCKITIOYAIOT 00pa30BaHNe HEXeTaTeabHbIX (a3, a TakxKe
00CCIIeUNBAIOT MPOYHYIO CBSI3b MATPUYHOTO MeETallia
C YaCTHULIAMHU HAIIOJHUTEIA.

Merton IIM siBasieTcst sHepreTUIecku 3(h(HEKTHBHBIM,
9KOHOMHYECKH BBITOHBIM M TEXHOJIOTHYHBIM CIIOCOOOM
MIPOM3BOJICTBA KAaK MPOCTBHIX, TaK M CIOKHBIX JAeTajei
HEOOXOIMMBIX pa3MepoB. B mociemnne rogsl METOIUKA
[IM noxazana cBoro 3pPEeKTUBHOCTh B KOHKYPEHTOCIIO-
COOHOCTB B CPAaBHEHHH C OOBIYHBIMU MPOIIECCAMH JIUTHS
Ipy NPOU3BOACTBE METAJUIOMATPUYHBIX KOMIIO3UTOB
C METAJNIMYECKOW MaTpulell, apMUPOBaHHBIX Kepamu-
YeCKUMHU yacTULaMU. KoMIO3UTBHI, CHHTE3UPOBAHHBIE
C TIOMOIIBIO MOPOIIKOBOI METaIypriy, UMEIOT Oonee
HU3KYIO IUIOTHOCTb U 00Jiee BBICOKYIO HMOPHCTOCTH IO
CPaBHEHHUIO C KOMIIO3UTaMM, IOJIYYaeMbIMU JIUTHEM
¢ nepememnBaHueM. OJHAKO YacTUIbl HAIOJIHUTEIS
IIPY 3TOM paclpelesoTcs B METAJUIMYECKOH MaTpulle
PaBHOMEPHO, B OTJIMYHME OT HWCHOJIb30BAHUS JIUTbHS
C IIepeMELLIUBaHUEM.

[lonyueHHble pa3TUUHBIMU METOJAMHU KOMIIO3HUTBI
C IIOMHMHHEBON Marpuiieii BOCTpeOOBAaHBI B MAlIHHO-
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crpoenud [13], cynoctpoennu [ 14], anexkrporexuuke [15],
MemuiHe [16] aspokocmudeckoi orpacnu [17], BoeH-
HOW TipoMbIieHHOCTH [18; 19], OpTy [20] 11 T.11.

Jis apMUpOBaHUS MCHONB3YIOT OKCHIBI, KapOumbl,
HUTPUIBI, 30Jly U YroibHbI mnopoiok [1-3;21;22].
Br160p apMupyomumx 4acTUl] OCHOBBIBAE€TCS Ha 00JIACTH
MIpUMEHEHMsI KOMITO3uTOB. Hanbonee yacto ucronb3ye-
MBIMH JUCTIEpCHBIMU MaTepuaiaMu sBisttoTes SiC, TiC,
ZrC, TiB,, B,C, AL,O, u Si;N,. Tak, kapOua UMPKOHHs
SIBIIIETCSL OJHUM K3 HauOoJiee MOIXOIAIIUX apMHUPYIO-
X MaTepUaNIOB Ui MPUMEHEHHS B HM3HOCOCTOMKHX
Marepuanax, YIJIOTHEHUSAX, MOJIIMIHUKAX, THIVIAX
aTOMHOM TPOMBIIIJIEHHOCTH, 3JEKTPOHHBIX YCTPOWCT-
Bax. OH XapaKkTepu3yeTcs BICOKOU TeMIlepaTypoH IjiaB-
JICHHUSI, YCIbHOW MPOYHOCTHIO, TBEPAOCTHIO U KOPPO3H-
OHHOM cTOHKOCTBIO [23]. OHAKO MO BIMSHUIO T00aBKH
ZrC Ha QU3NKO-MEXaHMUCCKUE CBOIICTBA AIIOMOMATPU-
HBIX MaTepUaJIOB UMEETCsl OYeHb OrPaHUYEHHOE KOJIH-
YeCTBO HUCCIenoBaHUM [24].

Lenp HacTosiiedt paboOTbl — HCCIIEIOBaHHE CTPYK-
Typbl W (PU3UKO-MEXaHUYECKHX CBOWCTB TUCTIEPCHO-
YIPOYHEHHBIX aJTIOMOMATPHUYHBIX KOMIIO3UTOB, apPMUPO-
BaHHBIX YaCTHUIIAMH KapOuIa [IUPKOHHUSL.

MeToauka uccneposaHum

OOBEKTOM HCCIEIOBaHMS SBISINCH KOMIIO3UTHI Ha
QJIIOMHHUEBOM OCHOBE C pAa3IM4HBIM COAEPKAaHUEM
yrnpouHsommeit TBepaoit ¢assr ZrC. st popMupoBaHus
MaTpulbl KOMIO3UTOB ObLT BHIOPaH MOPOLIOK AJTIOMH-
Hus [1A-3 gucroroit 99 % (I'OCT 6058-73) co cpenHum
pasmepom uactuny 250-450 mxm. B kadectBe Hamol-
HUTENS WCIOJIH30BATM MOPOIIOK KapOwaa ITMPKOHMS
(F'OCT 28377-89) ¢ pazmepom uactuig 40—100 Mxm.

[Nopomku amoMuHUS 1 KapOuIa MUPKOHUS IepeMe-
LIMBAJIU B UWIMHAPE U3 MOJUCTUPOIA, BPAILAIOLIErocs
co ckopocThio 100 06/MuUH, IpH BapbUPOBAHIH BPEMCHU
nepeMemMBanus or 1 no 6 4. Jng ymydmenus nepe-
MEIIUBAHUSI CMECH HANpaBiICHUE BPALICHUS LIIMHIPA
Kaxiple 15 MUH U3MEHSUIM Ha POTUBOIIOIOKHOE.

[lomydeHHy!0 OIHOPOMHYIO TIOPOIIKOBYIO CMECh
IpeccoBaNu NpH KOMHATHOM TemIepaType Ha OJHOOC-
HOM TujpaBiuueckoM rnpecce [TI'P400 B npecc-popme
u3 3akaneHHoW cranu 40X ¢ BHYTPEHHUM JAHaMETPOM
10,2 MM. B xadecTBe CMa3KM CTEHOK Ipecc-(pOpMBI
WCIOJIb30BAJIM MHAYCTPUAIBHOE MAacio. YIJIOTHEHHBIE
o0pasmel crekanu npu temmeparype 640 °C B TeueHme
oT 1 10 2 4 NOA 3aLIUTHBIM CJIOEM YTOJIBHOTO MOPOLIKA.
ITocne criekaHus 3arOTOBKH OXJIAXKJATH B OTKIIIOUYCHHON
TIeYH 10 KOMHATHOH TeMIlepaTypbl.

dotorpadpuu MUKPOCTPYKTYpHl aJIOMOMATPHYHOTO
KOMITO3UIIMOHHOTO MaTepuaia U KapTbl pacupeaeieHus
XMMHYECKUX JIEMEHTOB ITOTyJaIH Ha YICKTPOHHOM CKa-
HupytoieM Mukpockone «Vega LMS» (Tescan, Uexust)
C TPUCTABKOH JUISI SHEPTOAMCIECPCHOHHOTO AaHAIH3a

«Xplore30» (Oxford Instruments, BemukoOpurtanus).
CTpyKTypy CHHTE3MPOBAHHBIX MAaTE€pPHAJIOB  TaKXKe
U3y4aad ¢ TOMOIIBIO HCCIEI0BATEIHCKOTO MUKPOCKOIA
«Olympus BX61» (Olympus Corp., Snonus).

Juist onipenenenust (pakTHYECKOM TIIOTHOCTH 00pasIIbl
MOJTyYEHHBIX KOMIO3UTOB B3BEIIMBAJIHN Ha HJIEKTPOHHBIX
aHamutnueckux Becax AND GR-300 (A&D Company
Ltd., SImonust) ¢ mocnenyromuM omnpesesieHneM o0bemMa
TEOMETPUYECKUM CIIOCOOOM TOCPEICTBOM H3MEpPEHHN
MukpoMmeTpoM. McnbiTanue TBepaoctu no Bukkepcy
MPOBOAMIM HAa TIOBEPXHOCTH OOpas3oB € MOMOIIBIO
tBepaomepa UTB-30-AM (OO0 «Merpotect», . Hed-
TEKaMCK) o Harpy3koi 25 H mpu BpeMeHH BBIICPKKH
15 c. Cormacio I'OCT P MCO 6507-1-2007, wuzmepe-
HUS TIPOBOJIMJIM B 5 TOYKAax BJOJb MOBEPXHOCTH 00pa3-
1oB. IIpoyHocTh Ha cXKaTtue ONpenessld C MOMOIIBIO
YHUBEpCAJIbHOM pa3pbiBHOW MamuHel MM 2-20-2
(OO0 «I'OCT», . MockBa) Ipu CKOpPOCTH KpeHnkornda
0,2 mm/c (B coorBercTBum ¢ [OCT 25.503-97) ¢ 3anuceio
quarpaMm aedopMarui.

Pe3ynbrathl M X 0b6cyxneHue

[I70THOCTP M TOPHUCTOCTH Marepuaja SBJISIOTCS
OJTHMIMH M3 OCHOBHBIX IApaMETPOB, YUYUTHIBAEMBIX B pa3-
JIMYHBIX MpUIIOKEHUAX. [locie X0noMHOro mpeccoBaHus
HCXOIHOH CMECH IOPOILIKOB IIOTHOCTH MONy4aeMOTro
Marepuajia CpaBHUBAJIN C TEOPETHYECKOH MIIOTHOCTHIO
0 M TIOCHe CIHEeKaHus. TeopeTHdecKylo IIIOTHOCTh
BBIUMCIISIA 10 MpaBUIY CMecH, a (DaKTUYEeCKylo —
UCTIONB3Ysl OTHOIIEHHE Macchl K oObemy. Ilopmcrocts
00pas3IoB ONpeAeNsIN Kak OTHOILIEHHE Pa3HOCTH Teope-
TUYECKOH U (PaKTHIECKON IUIOTHOCTH K TEOPETHUECKOI.
[Ipu pacuete mopucTOCTH MaTepHala Mpearnoiaraioch,
YTO €r0 TEOPETUYECKas IUIOTHOCTh B PE3yNIbTaTe CIICKa-
HUS HE MEHsIeTCA BBUIY OTCYTCTBHS B3aUMHOM pacTBO-
PUMOCTH KOMIIOHEHTOB, COCTABIISFOLINX KOMITO3HT.

s BBIOOpa ONTUMANBHOIO YCHJIUS IPECCOBAHMS
ObUTH TTpOBeCHBI TPOOHBIC OMBITH (Tadm. 1). [Ipu maB-
nennu P = 636 MIla 00pa3isl ObUTH PHIXIIBIME, HEIIPOU-
HBIMH W pa3pyllajuch NpPU HE3HAYUTEIHHOM YCHITUH.
Hauunas ¢ P =950 Mlla, noiy4any 1ioTHble 00pasLibl.
C mocienyrmuM pocToM JaBieHus (GopMoBaHuUs
IUIOTHOCTh 00pa3uoB (Y) M3MEHsUIACh HE3HAYUTEIBHO.
[TosTOMy Bce nampHEHIINME HCCIETOBaHUS MPOBOIUIH
Ha o0pasuax, NOJY4YEeHHBIX NMPHU JaBICHUU (OPMOBAHUS
980 MI]a.

AHanu3 BIMSHMUA BEJNUYUHBI JIABIEHUS (QOpMO-
BaHUSl CBUJCTEIBCTBYET O TIOBBINICHUH IUIOTHOCTH
00pasoB ¢ pOCTOM IOJIM HAMOJHHUTENS (KapOWIHBIX
¢$a3) (cm. Tabm. 1). DTO MPOMCXOMUT BCIIEACTBUE yBE-
JIMYEHUS OJM YacTUL] HAOJHUTENs ¢ Oojiee BBICOKOM
mwIoTHOCThIO. [locne cmekaHws IUIOTHOCTH 0O0pasIoB
yMeHbLIaeTcsa. TeopeTHdyecKH MOJTYy4YEeHHbIE 3HAYCHHS
MJIOTHOCTH BBINIE MPAKTUYCCKUX 3HAYCHUH, YTO 0OBsiC-
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Tabnunya 1. Bausinue BeTUYMHBI 1aBJeHUsl (opMOBaHNS HA MJIOTHOCTH H MOPUCTOCTH 00Pa3L0B

Table. 1. Effect of compaction pressure on the density and porosity of the samples

. Kr/M> [Mopucrocts, %
Cocras P,MIla | vy, , Ko/ art
S IO CIIEKAaHUsl | [IOCIE CHEKAHUs | 1O CIEKAHUs | OCIe CIEKAHUs
636 1718 1652 36,37 38,81
750 2081 2073 22,92 23,22
900 2478 2469 8,22 8,56
950 2572 2564 4,74 5,04
Al 2700
960 2584 2576 4,29 4,59
980 2604 2596 3,56 3,85
1273 2610 2602 3,33 3,63
1910 2612 2601 3,26 3,67
636 1840 1832 35,68 35,96
900 2630 2622 8,07 8,35
950 2747 2738 3,98 4,29
Al-4%ZrC 2861
980 2760 2752 3,53 3,81
1273 2765 2757 3,35 3,63
1910 2769 2761 3,22 3,49
636 1914 1906 35,81 36,08
980 2871 2865 4,62 4,81
Al-7%ZrC 2982
1273 2875 2864 3,59 3,96
1910 2882 2872 3,35 3,69
636 1947 1941 37,25 37,44
980 2984 2978 3,86 4,03
Al-10%ZrC 3103
1273 2998 2987 3,38 3,74
1910 3007 2998 3,09 3,38

HSIETCSl HAJIMUYUEM MOPUCTOCTH, KOTOpasi TAKXKe BO3pac-
TaeT ¢ IOBBIILIEHUEM COAEP)KAaHUS YacTUL HAllOJIHUTEIS
B MaTpHIle.

C yBelM4yeHHeM CoOAep)KaHUs HAIOJIHUTENs MOpHUC-
TOCTb 00pa3IOB CHavYasIa IMHEIHO MOBBIIIACTCS, A 3aTEM
3aMeIUIACTCSI M CTaOMITN3UPYETCSI TIPH [T0JI€ HATTOTHUTEIIS
7-10 mac. %. Ilocne cnexaHusi MOPUCTOCTH OOPA3IOB
YBEJIMYMBAETCS 32 CUET pacIiUPEeHUs BO3yXa, 3aXBaueH-
HOT'O IIPU NE€PEMEIINBAHUN UCXOIHON IUXTHL. B pesyib-
TaTe NPOMCXOIUT POCT 0ObEMa IOP, UEMY COOTBETCTBYET
M3MEHEHHE TMHEHHBIX pa3MepoB 00pasuoB. M30bITouHOE
n00aBJICHNE apMUPYIONINX YACTHUI] HAITOJHHUTEIS TaKKe
BBI3BIBACT MAaTPUUHOE HAOyXaHHE HCIBITYEMBIX 00pa3-
LIOB IOcJe CreKaHus. Takoe M3MEHEHHEe MNOPUCTOCTH
00pa3LoB COMIAcyeTcsl C pe3ylbTaTaMU UCCIIeOBAaHUN
npyrux aBropos [1; 11].

CornacHO AKCIIEPUMEHTAIBHBIM JIaHHBIM, «CBIPAsh)
U CIEYEeHHAas IUIOTHOCTH 3aBUCAT OT COBMECTHOIO
U B3aUMOJICHCTBYIOIIETO BIUSHUS TaKUX (haKTOPOB, KaK
JIaBJICHUE IPECCOBAHUS; YCJIOBUS CIEKaHMS; CXKHUMae-
MOCTh apMHPYIOMUX uacTul. I3-3a 3TOrTo «chIpas
U CIIEYEHHAs IJIOTHOCTU HE COOTBETCTBYIOT TEOPETH-
YECKOM MIOTHOCTH KOMIIO3UTOB.
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VBenuuenue BpemeHu criekanus ot 60 go 120 mun
MPAaKTHYECKH HE OKa3ajio BIUSHHUS Ha TUIOTHOCTH
U MOPHUCTOCTh HCCIEMYyEeMbIX 00pa3IOB, TOIJA KaK JUIs
KOMITO3UTOB C MAaTpHICH W3 aJFOMUHHS W HATOJHUTE-
JIsIMU U3 KapGI/IILa KpEMHUs U OKCUIa aJTIOMUHNA OTMEYa-
JIOCh YBEIMYCHHUE MJIOTHOCTH KOMITO3UTOB TIPH TIOBBIIIIC-
HUU BpeMeHH criekanust ot 60 g0 90 mun [11].

Mopdororuss TOBEPXHOCTH TOJYYECHHBIX 00pas-
LIOB M paclpeesiecHue 3JIeMEHTOB MpPEACTaBICHbI Ha
puc. 1 u 2. Bo Bcex cimyyasix HaOIr0maeTcst poBHas, OTHO-
CUTCJIbHO IIaaKas MOBEPXHOCTb. I/ISMCPCHHaﬂ mepoxo-
BAaTOCTh TOpLA oOpasua cocrapiser R = 1,0+1,2, uro
COOTBETCTBYET YMCTOBOMY TO4eHHIO. COIJIacCHO MOIy-
YEHHBIM KapTaM, pacrpe/iejicHue XUMUYCCKUX dJIeMEH-
TOB JIOCTATOYHO PAaBHOMEPHOE.

Bonbmoe perucrpupyeMoe  KOJIMYECTBO — KHCIIO-
pona M, COOTBETCTBEHHO, MPOMOPIHOHAIBHO MEHbBIICE
oOIiee KOJMYECTBO AFOMHUHHS OOYCIIOBJICHO TEM, UYTO
[IOBEPXHOCTb aJIOMHUHUS B BO3IYLIHOW Cpesie MOKpbIBa-
ercs wienkoi okcuaa AlO, (Ha 2 monb Al mpuxoauTes
3 monb O). I1o pesynsratam ananuza umeem 1,87 mons Al
u 2,64 mons O. J/laHHOE KONMMYECTBO KHCIOPOJA OKHC-
JISIET OCHOBHYIO YacTh ITOBEPXHOCTHOTO aTFOMUHHUSI
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Puc. 1. Mopdomnorus nosepxHoct o6pasua Al-5%ZrC

a — TOIO M300paXKeHNe; & — BIEKTPOHHOE H300pakeHHe

Fig. 1. SEM images of the surface of an Al1-5%ZrC sample
a — SEM secondary-electron (SE) image; 6 — SEM backscattered-electron (BSE) image
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Puc. 2. Kapra pacnpeneneHust dIeMeHTOB

a — 110 oBepxHocTu obpasua Al-4%ZrC; 6 — cymmapHOe pacipeesicHIe JIEMEHTOB

Fig. 2. Elemental distribution map and corresponding EDS spectrum

a — surface of the Al-4%ZrC sample; 6 — EDS spectrum showing elemental composition

(1,76 moib Al). COOTBETCTBEHHO, HE OKUCIICHHBIM OCTa-
ercs 0,11 moms Al

TBepaocTh — OnHA W3 BAXHEHUIINX XapPaKTEPUCTUK,
HEIOCPEJICTBEHHO BIUSIONIUX Ha Takue cBoiictBa MMK,
KakK MPOYHOCTbH, yAapHAs BSI3KOCTh, YCTAIOCTHAS MPOU-
HOCTb, M3HOCOCTOMKOCTb. VM3BECTHO, YTO H3MEpEHHE
TBEPIIOCTH SIBJSICTCS OJHMM U3 Hambojee WH(POpPMATHB-
HBIX U OBICTPBIX METOJOB ONPEICICHUS MEXaHUUECKUX
CBOMCTB MaTepuaioB.

JUis uccneioBaHHBIX B HACTOAILIEH paboTe KOMITO3H-
TOB BapbUPOBAHNE BPEMEHH TIEpEeMEITUBaHus OT 1 710 6 4
MIPAKTUYECKU HE BIMSIO HA X TBEPAOCTH (puc. 3).

C yBennienneM BpeMeHH criekanust ot 60 1o 120 mun
TBEPIIOCTh KOMIIO3UTOB Bo3pacTtama Ha 3,7-8,6 %
(puc. 4). [Ipu 3TOM € MTOBBITIICHUEM COZCPIKAHUS HATION-
HUTENs OTHOCUTEIbHOE M3MEHEHHE TBEPIOCTH COKpa-
[IaJ0Ch, TPUOMIKAACH K MOCTOSHHOMY 3HAYCHHIO
3,7-3.8 %.

[ ompeneneHus paBHOMEPHOCTH PaCTIPEICTICHUS
YaCTHI[ HATIONHUTENS OBbLIM IPOBEACHBI H3MEPEHHUS
TBEPAOCTH Ha MTOBEPXHOCTH 00PAa3IOB, KOTOPYIO H3Me-
pSUIM BIONIb TIOJMPOBAHHON MOBEPXHOCTH CIEYEHHOTO

oOpasma ¢ marom 2,5 MM. YCTaHOBIICHHBIN Malblii pas-
Opoc BenuuuH TBepaocTH (+2,6 %) CBHUIAETENHCTBYET
0 PaBHOMEPHOM pAaCIpENeNICHUH YaCTHI[ HAITOTHUTEIS
B MaTpHUIIE, YTO COINIACYETCsl C MOJYYCHHBIMH KapTaMH
pacripeneseHus JIEMEHTOB.

60
>
T 55 ° o
5 1 °
g{ 50
S, 2 T
g 3 ./ _ =

30 1 1 1 1 1 1

0 1 2 3 4 5 6 7

Bpewms nepememmBanus, 1

Puc. 3. Bnusinye BpeMeHH epeMenBaHus
Ha TBep1OCTh 00pa3noB Al-4%ZrC

1 — 10 cniekanus; 2 — MOCJe CIICKaHUs

Fig. 3. Effect of mixing time on the hardness
of Al-4%ZrC samples

1 — before sintering; 2 — after sintering
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Puc. 4. BausiHre BpeMeHH CIIEKaHUs Ha TBEPIOCTh 00pa3ioB
1-3 — o criekanus; 4—6 — ociie CrieKaHus
1,4 —Al-0%ZrC; 2, 5 — A1-4%ZrC; 3, 6 — Al-10%ZrC
Fig. 4. Effect of sintering time on the hardness of the samples

1-3 — before sintering; 4—6 — after sintring
1, 4 - A1-0%ZrC; 2, 5 — Al-4%Z1C; 3, 6 — Al-10%ZrC

C yBenMYCHHWEM COICpPXKAHUS YaCTUI[ KapOuja
B MaTpUYHOM CIUIABE TBEPJOCTH KOMITO3WTOB MOBBIIIA-
etcst (tabm. 2). [locne crnekaHusi TBEPAOCTb 0O0Pa3lOB
BCIJIC/ICTBHE OT)KUTA YMEHbIaeTcs. Kpome Toro, crorie-
Hue yactun ZrC Ha TPaHUIAX 3ePCH MOXKET OCIa0IITh
B3aMMOJICHCTBHE MEXIy ATIOMHHHEM H MaTepuasoM
HAIOJHUTEIIS.

B HayuHoOli nmTeparype oTMedaeTcs Hajludue KOp-
PEISIIMKA MEXKIy TBEPIOCTHIO M IUIOTHOCTBIO (TIOpHUC-
TOCTBIO) 00pa3noB [1; 3; 6; 7]. B Hamem ciydae Takxke
HAOMIONACTCS MPOMOPIUOHANIBHAS 3aBUCUMOCTD MEXKITY
TBEPIOCTBIO W IIOTHOCTHIO (IIOPUCTOCTHIO) 00pa3IoB
(puc. 5).

HccnenoBanue mpoaHOCTH 00pa3IIOB IPOBOIIIIN IPH
UCHBITAHUSIX HA CKatue. B oTiaM4me OT MCHBITaHUI Ha
pacTsDKEHHE, TIPU COKaTUH YIASTCs TOBECTH JI0 pa3pyIie-

Tabnunya 2. Bausinne cocraBa
HAa TBEPAOCTH KOMIIO3UTOB

Table 2. Effect of composition
on the hardness of composites

Tsepnocts, HV
Marepuan
JI0 CIIEKaHUsl | IOCTIE CIIEKaHMUs
Al-0%ZrC 48,38 31,44
Al-4%ZrC 57,42 32,76
Al-7%ZxC 59,75 33,57
Al-10%ZrC 60,42 34,88
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Puc. 5. 3aBUCHMOCTD TBEPIOCTH OT IUIOTHOCTH
o6pastoB Al-ZrC nocine criekanust

Fig. 5. Effect of density on the hardness
of Al-ZrC samples after sintering

HUS JTAJICKO He BCe MaTepHalibl. [LmacTHuHble MaTepralibl
(HampuMep, aNOMHUHUI) TPH CKATHU E(POPMUPYIOTCS
B OYCHb TOHKHUC ITIJIACTHUHEI.

C mTOBbILIEHHMEM COEP)KaHUS HAIOJIHUTENS MpOoY-
HOCTh 0OOpasllOB BO3pPACTACT aHAJIOTUYHO H3MEHEHHIO
TBepaocTU. KoMmo3uTsl ¢ yactuiamu kapOuaa mokasbl-
BarOT 3HAYUTCIbHOC YBCINYCHUC YPOBHSA IMPOYHOCTHU 10
CPaBHEHHUIO C HEapMHUPOBAHHON aJIOMUHUEBOW MaTpH-
1ei. DTo yKa3blBaeT Ha TO, 4yTo YacTuisl ZrC o0nagaror
CWJIBHBIM YHPOYHSIOMNUM 3(PPEKTOM B aITIOMUHUEBON
Matpuie. C pocToM conepkaHusi HarmoJHUuTeNs (kapOouia
LUPKOHMA) MPEeibl MPOYHOCTH U MPeAeibl TeKyYeCTH
00pasioB yBenumuuBaoTcs (puc. 6). IToBemmenne npod-
HOCTH Marepualia MOXKET OBITh CBS3aHO C YBEINYCHUCM
IINIOTHOCTH HHCHOKaHHﬁ, a TaKXXE€ C TEM, 4TO YaCTHUIIbI
KapOuIa SIBISFOTCS TOTIOMHUTEIFHBIME MPEISTCTBUSIMA
JUTSI TIEpEMEIIICHUST TUCITOKAIINH.
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Fig. 6. Compression stress—strain curves
of the samples

1 - Al-0%ZrC; 2 — Al-4%ZrC; 3 — Al-7%ZxC; 4 — Al-10%ZrC
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OTHOCHTENBHOE YBETHUCHHUE MMPOYHOCTH KOMIIO3UTA
[0 CPaBHEHUIO C aJIFOMUHHEBON MaTpulieil cocTaBiser
ot 20 1o 50 %. /lo6aBnenue yacTuIy Kapouaa B aIlOMH-
HUEBBIN CIUIaB OKa3bIBAET MOJIOMKUTEIBHOE BIUSHUE Ha
MexaHu4yeckue cBoiicTBa. [lomyueHHble gaHHBIE JTOCTa-
TOYHO XOPOLIO CONNIaCyIOTCA C pe3yJbraTaMHu Hcclie-
JIOBaHUsI TIPOYHOCTH Ha C)KaThe KoMmo3uToB Al-ZrC,
TIOJIYY€HHBIX METO/IOM TOPOIIKOBOW MeTaurypruu [24]
U METOJOM TPEHUs C IIepeMelnBaHueM [25].

CymiecTByeT HECKOJIIBKO MEXaHU3MOB  yIPOYHE-
HUSI KOMIIO3UTOB, CPEAN KOTOPHIX HawmOoiee BaXKHBIMU
SBJLIFOTCSL BKJIAABI 3a CUET Pa3sHOCTH Kod((duImeH-
ToB TerioBoro pacmupenus (KTP) m HecooTBeTcTBHS
MOJIYJIA YNPYTOCTH MEXIy apMaTypoill MeTalIi4ecKou
MaTpulsl ¥ HamogHuTesneM (oTHomeHue Xomaa—llerda
u 3¢ dexr Oposana).

B wuccinemyempIx KOMIIO3UTax YNPOYHEHHE IIPO-
UCXOAMT 3a CYET CJIEeOYIOLIMX MEXaHU3MOB: Iepeaada
AKTHBHOM HAarpy3kd OT MaTpHIBLI K apMmarype; ycuie-
Hust OpoBaHa; BOSHUKHOBEHHE BHYTPEHHHUX TEpMHUYEC-
KUX HalpsDKeHUH H3-3a pasHuusl B BenuuuHax KTP
MEXIY apMHUPYIOUIMMHU YacTHUIAaMU U (Ha30id MaTpHIIEL.
D¢ dexTrBHAS Tepenada HArPy3KH MEXAy IUTACTUYIHON
MaTpule U YyacTHLAMU JKECTKOH KepaMH4ecKol apma-
TYpPBI IIPH UCIBITAHNAX HA PACTSHKEHHUE HIIH COKAaTHE IIPO-
HCXOIUT, B YACTHOCTH, IPU HATMYUH XOPOILETo Mexdas-
HOTO KOHTaKTa MEKIy MaTPHUIIECH U HAITOTHUTEICM.

B3aumozeiicTBue MeXIy JUCIOKALMAMU U apMHUPYIO-
IIMMH YaCTUIIAMH YBEIUYMBACT IMPOYHOCTH KOMIIO3H-
LMOHHBIX MarepuajoB B COOTBETCTBUU C MEXAHHU3MOM
Oposana. biaropaps Haauuuio B MaTpuLe IUCIEPCHBIX
YacTULl apMUPOBaHM, MPU B3aUMOAEHCTBUM JTUCIIOKA-
IUH C apMHUPYIOIIUMH JaCTHIAMH 00pa3yIOTCs AUCIOKA-
LIMOHHBIE NETIIH.

BoiBogb!

[To pe3ynbraram MpoBENEHHBIX UCCIICOBAHUN yCTa-
HOBIICHO CJICAYIOIICE:

1. M3roroBnenne koMno3utoB Al-ZrC wmeromom
MOPOIIKOBOM METaJUTypru 00ecleunBaeT paBHOMEP-
HOE paclipe/ie]ieHue 4acTul] KapOua IUPKOHUSI B aJlo-
MUHHUEBOW MaTpuIle, 4TO MOATBEPXKIACTCS BU3yasH3a-
el MUKPOCTPYKTYPhI U pe3yibraTaMu H3MEPEHHH
TBEPIIOCTH.

2. [ToBblllieHHE COAEp)KaHUS KapOuaa IUPKOHHS
or 0 1o 10 % yBennuuBaeT IMJIOTHOCTh M MOPUCTOCTH
aTOMOMATPUYHOTO KoMIio3uta. [lopucTocTh 00pasioB
C POCTOM JIOJM HAIOJIHUTENS TOBBINIACTCS IEPBOHA-
YaJIbHO JIMHEWHO C TMOCIEAYIONUM 3aMeUICHUEM POCTa
W cra0win3anuedl 3HaYeHWH TpU JI0JIe HANOTHHUTEINS
7-10 mac. %.

3. TBepaOCTh M TPOYHOCTH HCCIEIOBAHHBIX KOM-
MO3UTOB BO3PACTAIOT MPOIMOPLIHUOHAIBHO YBEIHUYECHUIO
COJICPKAHUIO HATIOJIHUTEIS. YCTAaHOBJICHO, YTO C TIOBBI-

ICHHEM CcofiepkaHusi kapOuaa mupkonus go 10 mac. %
TBEPJOCTh ¥ MPOYHOCTh KOMITO3UTOB BO3pAcCTaroT Ha 11
u 52 % COOTBETCTBEHHO.

4. YBennueHue BpEMEHHU IlepeMeliuBanus oT 1 10 6 u
OKa3bIBa€T HE3HAUMTEIFHOC BIMSHUE HAa TBEPIOCTh
KOMITO3UIIMOHHOTO MaTepuaia: HaOIoIaNIoCch e€ OTHO-
cutenbHoe u3menenue 0,5-0,8 % ams chIpbIX 00pa3ioB
u 2,6-3,2 % — 11 CTICYCHHBIX.

5. C noBbllLIEeHMEM BpeMEHH cliekaHus or 1 1o 2 4
TBEPJOCTh 00pa3noB o0pa3lnoB Bo3pactaeT oOT 3,7
10 8,6 %, HO C yBEJIMUEHUEM COJIEPKAHUS HATTOTHUTEIIS
B MaTpHIle OHA CHIIKACTCS, MPHOINKAICh K MOCTOSH-
HOMY 3HavyeHwuto 3,7-3,8 %.
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BansHne TeMnepaTypbl 31€KTPOUCKPOBOIrO CreKaHus
Ha CTPYKTYPY U CBOMCTBa aJllOMOOKCUAHOU KEPaMUKH,
copepXallien rekcaantoMuHat 6bapus

K. A. Aurponosa®, H. I0. Uepkacosa, H. C. Anexcanaposa,
P. P. Xa6upos, A. A. Munnep, M. 10. Aradponos

HoBocuoupckuii rocyiapcTBeHHbINH TEXHHYECKUH YHHBEPCHTET
Poccus, 630073, r. HoBocubupck, np-t Kapia Mapkca, 20

&) antropova.2017@stud.nstu.ru

AHnHoTayms. KoMIo3unmoHHas KepaMuKa Ha OCHOBE OKCHJIA aIIOMHMHHS, COJIepIKaIllasi FTeKCaaIIOMUHAT Oapuis, SIBISIETCS TEPCIIEKTHBHOM
JUISl TIPUMEHEHUS] B PA3JIMYHBIX 00JIACTAX MPOMBIIUICHHOCTH, B TOM YHCIIE JUIS U3TOTOBJICHHS CMEHHBIX PEXKYIIHUX IUIacTHH. Pador,
B KOTOPBIX OTMEUEHHBIE MaTepHabl MMOJTYyYEeHBI IEKTPOUCKPOBBIM CIICKaHWEM, NPAaKTH4ecKy He HaOmonaercs. llenblo naHHOrO
HCCIIEI0BAHMS SIBJSIACH OLIEHKA BIIMSIHUSI TEMIIEPATyPBI JIEKTPOMCKPOBOTO CIIEKaHUsI Ha CTPYKTYPY M CBOIMCTBA KepaMUKH Ha OCHOBE
OKCHJIa aJFOMHUHUS, COZlepKallel rekcaanomMuHar Oapus. Mccnenyemble MaTepralibl OJIyYeHbl 13 BHICOKOANCIICPCHBIX ITOPOIIKOB
OKCHJIa AIIOMUHHS M OKCHZIA Oapysi IyTeM COBMECTHOTO JHCIEPrHPOBAHMS CIIUPTOBBIX CYCIIEH3HH, UX CYNIKH H IOCIEIYIOIIEro
3JICKTPOUCKPOBOTO CHIEKaHus Tpu Temmneparypax (£,) 1500, 1550 u 1600 °C. TIposogunu peHTreHo(a3oBblil aHANN3, HCCIIEI0BAHMIS
CTPYKTYpBI METOIOM PAacTPOBOM IIIEKTPOHHON MHUKPOCKOINH, OIEHKY Ka)KyIIeHCs IIOTHOCTH M OTKPBITOH MOPHCTOCTH METOIOM
THAPOCTaTHYECKOro B3BemnBanust. OLEeHNBAIN TBEPAOCTh 110 BUKKepCy M TPEIMHOCTONKOCTh METOIOM HHICHTUPOBAHUS. 3a(HK-
cuposano popmuposanue das a-AlL,O, u Ba0,83A111017,33. OTHOCHTEJIbHAS! IUIOTHOCTh OT TEOPETUUECKOH aTroMOOKCUIHOH Kepa-
MUKH 0e3 100aBok coctasmsier 99,72 + 0,3 %, npu GopmupoBaHuU rekcaamomMuHara Oapust — 92,45 £ 0,5 %. Cpennuii pasmep
3epCH OKCHa ATIOMHUHHUS B Matepuaie 0e3 100aBKH HaxoauTcs B auanasone 4,27 + 1,80 mkwm, a npu Gopmuposanuu 15 mac. %
rekcaamtomunara 6apus — 1,49 + 0,80, 1,89 + 0,85 u 1,60 + 0,63 MM mpu t,= 1500, 1550 u 1600 °C coorsercTBenHo. Pasmepst
IJIACTHH TeKcaallOMUHATa Oapus ¢ POCTOM TEMIEpPaTyphl crekanus ysemuuusatorcs. [Ipu ¢, = 1500 °C ux miuHa cocrapiser
2,45 £0,22 mxm, a ipu £, = 1600 °C — 5,23 £ 0,46 mxm. HanbGonee BrICOKOE 3HAYCHUE KPUTHYECCKOTO KOI((HIMEHTA HHTECHCHB-
Hoctu Hanpsokeruit (5,00 £ 0,10 MITa-m'?) 3adukcupoBaHo Juis MaTepuala, COIEPHKAILETO TEKCAAIFOMUHAT 0apust U CIIEYEHHOTO
npu £, = 1550 °C, TBepaocTh Takoro marepuana cocrasiser 2070 =43 HV,.

KnioueBbie csioBa: >IEKTPOHCKPOBOE CIIEKAaHHME, OKCHZI aIIOMHHUS, TeKcaaTloMHHAT Oapus, (azooOpa3oBaHME, CTPYKTYpa,
TPEIUHOCTOHKOCTD

BbnarogapHocTyu: VccnenoBanne BBIOJNHEHO 3a cdeT rpaHta Poccuiickoro naydxoro ¢onmga No. 24-79-00256, https://rscf.ru/
project/24-79-00256/. iccnenoBanus nposenensl Ha obopynoBanuu LIKIT «CtpykTypa, Mexanudeckue u GU3ndecKre CBOWCTBA MaTe-
puanos» HI'TV.

Ansa unTuposanua: Aurponosa K.A., Uepkacosa H.1O., Anekcanaposa H.C., Xa6bupos P.P., Mumnep A.A., Araponos M.IO. Brusiaue
TEMIIEPATYPhI AICKTPOUCKPOBOTO CIICKAHHS Ha CTPYKTYPY M CBOMCTBA aJIFOMOOKCHIHOW KEpaMHUKH, COACPIKAIIECH TeKcaaTlFoMUHAT
Oapuist. Mzeecmus 6y308. Ilopowkosas memannypeus u gyukyuonanvrvie nokpvimus. 2025;19(5):60-69.
https://doi.org/10.17073/1997-308X-2025-5-60-69
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Effect of spark plasma sintering temperature
on the structure and properties of alumina ceramics
containing barium hexaaluminate

K. A. Antropova®, N. Yu. Cherkasova, N. S. Aleksandrova,
R. R. Khabirov, A. A. Miller, M. Yu. Agafonov

Novosibirsk State Technical University
20 Karl Marks Prosp., Novosibirsk 630073, Russia

&) antropova.2017@stud.nstu.ru
Abstract. Alumina-based composite ceramics containing barium hexaaluminate are promising for various industrial applications,

including the fabrication of replaceable cutting inserts. However, reports on such materials produced by spark plasma sintering
(SPS) are scarce. This study aimed to evaluate the influence of sintering temperature on the structure and properties of alumina
ceramics containing barium hexaaluminate. The materials were fabricated from highly dispersed Al,O, and BaO powders
by co-dispersion in an alcohol medium, followed by drying and spark plasma sintering at 1500, 1550, and 1600 °C. X-ray diffrac-
tion, scanning electron microscopy, and hydrostatic weighing were used to determine phase composition, microstructure, apparent
density, and open porosity. Vickers hardness and fracture toughness were evaluated by indentation. The formation of a-Al,O, and
Ba, .;Al, O, ,, phases was confirmed. The relative density of alumina ceramics without additive reached 99.72 + 0.3 %, while that
of ceramics containing barium hexaaluminate was 92.45 £ 0.5 %. The average Al,O, grain size decreased from 4.27 + 1.80 um
(without additive) to 1.49 +0.80, 1.89 + 0.85, and 1.60 £+ 0.63 um at sintering temperatures of 1500, 1550, and 1600 °C, respec-
tively. The barium hexaaluminate plates grew with increasing temperature, from 2.45 + 0.22 um at 1500 °C to 5.23 £ 0.46 um at
1600 °C. The maximum fracture toughness (K| = 5.00 + 0.10 MPa-m'?) was obtained for the material containing barium hexaalu-

minate sintered at 1550 °C, which also exhibited a hardness of 2070 = 43 HV,.

Keywords: spark plasma sintering (SPS), alumina, barium hexaaluminate, phase formation, microstructure, fracture toughness
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BeepeHue

OObeM HCCIIeOBaHUH, ITOCBSIIICHHBIX AITIOMOOK-
CHIHBIM ¥ aJIOMOIIMPKOHHUEBBIM KEPAMUYECKAM MaTe-
pHuanaM, MpomobKaeT pacTd. BEICOKHE MeXaHMUeCKHe
XapaKTepUCTUKN TIPH MajlOM Bece B COBOKYIHOCTH
C IIpyr’MMH OCOOBIMH CBOWMCTBAMHM OTMEUYECHHBIX MaTe-
pHAIOB O0ECleYniIn WX MPUMEHEHHE B pPa3IMYHbBIX
00MacTsAX MPOMBIIIIICHHOCTH, B TOM YHUCIIE B MEIUIUH-
ckoii [1], Boennoit [2] u mHCTpyMeHTanbHOU [3]. [pu
9TOM TIOBBIIIEHHE OSKCIUTYaTAlMOHHBIX XapaKTEPUCTUK
OKCHJTHOW KEpaMHUKH CTAHOBUTCS HEOOXOIMMOCTBIO
B CBSI3U C BO3PACTAIOIIUMH TPEOOBAHUSAMH K U3ACIIHIM,
a YBEINHYCHHUE HAIC)KHOCTH, B TOM YHCIIE CTOHKOCTH,
MaTepualioB K paclIpOCTPAHCHUIO TPEIINH, OCTACTCs
aKTyallbHOU 3amaueii [4].

B coBpeMeHHOI Hayke MOKHO BBIJCIUTH HallpaBiie-
HUE PadoOT, B KOTOPOM Ui YIPOYHECHHUS KEPaMUKH Ha
OCHOBE OKCH/Ia AJIIOMUHUS UCIIOJIb3YIOT TAKHE COCINHE-
HUS, KaK TeKCAaTIOMHUHATHI, 00pa3yeMbie IICIOYHBIMH,
HIENIOYHO- M PEIKO3EMEIbHBIMU MeTajllaMH (yIpOIleH-

ueie popmynsr MeAl,,O,y (CTPyKTypa MarHeTormiom-
outa) u MeAl, O, (ctpykrypa B-Al0;)) [5]. B cTpyk-
Type MaTepHaja 3epHa TeKCaaTIOMUHATOB MTPEACTABIISIOT
€000} YIUTOIEHHBIE IIECTUYTOJIBHBIE IIPH3MBI H CITOCO0-
CTBYIOT MOBBIIICHUIO TPEIINHOCTONKOCTH 3a CUET peajn-
3alliy Pa3UYHbIX MexaHu3MoB [6—8]. Hanbonee yacto
coo01maercs 06 OTKIOHEHHH (POHTA TPEIINHBI; BBITATH-
BaHHUW 3€PCH; Pa3pylICHUU KPHCTAIUIOB B ITOTIEPCYHOM
U, pexe, B IPOIOIHHOM HaNpaBiIeHUAX; (OPMUPOBAHUN
MOCTHKOB TPEIIVHEI U e¢ BEeTBICHUU. OTMEUaeTCs, 9TO
3HAUUTEIBHOC BIMSIHUE HAa KOMITJICKC CBOWCTB MaTepHaa
OKa3bIBAIOT BUJI HCXOAHOW MOOABKH, UCIIOIB3yEeMOH IS
(hopmupoBaHus rekcaantoMuHara [9], pazmepbl U 00beM-
Hasl IOJISI KPUCTAIUIOB [6], UTO OIpeesieT MPOYHOCTh UX
CBSI3H C 36pHAMH MaTPHILBI U ACHCTBYIONINE MEXaHU3MBI
MOBBIIICHHAS TPEITUHOCTONKOCTH.

ABTOpBI pa3nUUHBIX pabOT COOOIIAIOT, YTO H3Me-
HCHHE  KOJNHMYECTBA TI'CKCAATIOMHHATOB  IIPHBOIUT
K H3MCHEHHMIO XapaKTEPUCTHK MAaTepualioB — TaKHX,
KakK IDIOTHOCTb M IOPUCTOCTB, TBEPIOCTh, HPOYHOCTH
W TpemmHOCTOMKOCTh. Hampumep, mpu Qopmuposa-
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auu 10 10 mac. % CaAl ,0,, B ctpykType Al,O,~ZrO,-
KEepaMHUKH YpPOBEHb TPCIIMHOCTOMKOCTH YBEITHYUBA-
ercst ot 5,8 1o 6,3 MIla-M'"2, nanbHeiilee noBbIIeHHE
CoZepKaHMs TeKCAAIOMIHATA KaJdblIUs O00yCIOBINBACT
CHIDKEHHUE TPEIMHOCTORKOCTH 110 5,5 MITa M2, a Taxske
yMeHbIIeHrne ioTHocTH u TBepaoctH [10]. TTomooHas
3aBUCUMOCTbH TIpejcTaBiieHa B ucciegoBanuu [11], rae
¢popmuposanue 2,8 06. % LaAl O, npuseno x ysenu-
YEHHIO TPENIMHOCTOMKOCTH npuMepHo Ha 1 MIla-m'2,
a nanpHeimee nopeimenue gomu LaAl O ¢ cHusuio ee
1o 2,7 MIla-Mm"2.

Crnenyer OTMETUTb, YTO MCCIIENOBAaTENd OTMEYAIOT
IIUPOKUI CHEKTp (YHKIIMOHATIBHBIX CBOMCTB HEIO-
CPEICTBCHHO T'€KCAAIOMHHATOB, a MMEHHO: JOCTaTOY-
HYIO KaTaJIMTHYECKYI0 aKTUBHOCTh U CTa0MIBLHOCTS [ 12],
moMuHecteHnuo [13], anekrponpoBonHocTs [14] u 1.1
Takum o0Opa3oM, mpu BBIOOpE TI'€KCAATIOMHHATOOOpa-
3yFoIIeH J0OABKH IS aIFOMOOKCHTHON KePaMUKH HE00-
XOJIMMO PYKOBOJICTBOBATHCS TPEOOBAHUAMHE K 00JIACTH €€
npuMeHeHust. HamprMep, n3BEeCTHO, YTO TeKCAaTIOMIHAT
KaJIbIIHsI aKTUBHO UCTIOIB3YETCsI IPH MTPOU3BOJICTBE Kepa-
MUKH MEIUIMHCKOTO HazHadeHus [l]. @opmupoBanme
reKCaaIlOMUHATa OapHsl MOJIOKUTEIIFHO CKAa3bIBACTCS HA
CTOMKOCTHU K TEPMUYECKOMY YIapy, @ KOMITO3UIIUU Ha eT0
OCHOBE SIBJISIIOTCSI OTHUMU U3 HAUMEHEE U3YUYEeHHBIX [&].
AKTyallbHOCTh HCCIICIOBAHUS MaTEPHAJIOB CHCTEMEI
Al,O;-BaO, nanHble O TEPMOAMHAMUYECKUX XapaKTe-
PHCTHKAX CHCTEMBI U TEPMHUUCCKON CTOHKOCTH pa3iImd-
HBIX (ha3 oTpaxeHsl B pabdore [15]. Takxe oTmeuaeTcs,
910 (pa3a reKcaaltOMUHATa Oapus sBIsETCS Hamboiee
TEPMOCTOMKOH.

I'ekcaamomunar Oapus otHocutes K Tumy f-Al,O,
U QopMHUPYETCST B BUJIE HECTEXHOMETPHUECKUX COCIH-
HEHMH — TaKMX, Kak Ba0,75A1HOI7725, B212’33A121,33O34W33
u Bao’&AIHOn’33 [5;16]. OGmamast rIaCTHHYATOM
MOpP(OIIOTHEH, OH TaKXKe CII0OCOOCTBYET ITOBBIIICHUIO
TPEUIMHOCTOUKOCTH KEPaMHUKH HA OCHOBE OKCHJIA aJIfo-
muHus. B pabore [8] coobmaercs, uto hopMupoBanue
20,89 00. % Bao,75A111017,25 B wmarpuue Al O,~ZrO,
o0ecrieunBacT yBEJIWYCHHE TPCIIUHOCTONKOCTH IIPH-
MepHO Ha 25 % OTHOCHUTEIBHO MaTepHaia 0e3 J00aBOK.
JanpHeimmii poct konmyecTBa gobasku 110 41,38 06. %
OKa3bIBaCT MEHbIIIEE BIMSHUE HA YPOBEHb TPEIIMHO-
CTOMKOCTH, HO NPHBOIUT K 3HAYUTEIHHOMY CHIDKCHHIO
TBEPIIOCTH, TPOYHOCTH W IUIOTHOCTH. B wmccnenosa-
Hun [17] Takke oTMeuaeTcss BKJIAJA IUTACTUHYATHIX
KPUCTAJUIOB B YPOBEHb TPEIIMHOCTOMKOCTH MaTepHua-
JIOB Ha OCHOBE A1203, coaepxanux 10 10 06. % ZrOz.
IToguepkuBaercsi, 9T0 3(HPEKTUBHOCTH IOBHIMICHUS
TPEUIMHOCTOUKOCTH 32 CUCT (POPMHUPOBAHUS B CTPYKTYpE
TUIACTUHYATBIX KPUCTAJIIOB 3aBUCUT OT CTETNICHH YIUIOT-
HCHHST MaTePHAJIOB.

B nannoOil paboTe paccMOTpeHO BIMSHHE Hapamer-
POB DJIEKTPOHUCKPOBOTO CIIEKAaHUS (B aHIIOS3BIYHOM
nuTeparype — spark plasma sintering) Ha CTPYKTypy H
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CBOICTBA QJIOMOOKCHAHOW KEepaMUKU ¢ J00aBICHHEM
okcuyia Oapus. B pabote [3] ormedaeTcs, 4TO TEXHOIIO-
THS HJICKTPOUCKPOBOTO CIIEKAHHSI MO3BOJISICT MONydYaTh
00pasIpl, HCHONb3yeMble B KAa4eCTBE 3arOTOBOK IS
W3TOTOBJICHUSI PEXYIIETO MHCTPYMEHTA. TakuMm obOpa-
30M, JaHHas paboTa MO3BOJMUT HE TOJIBKO OIOJHHUTDH
00BEM HAy4YHOW JHTEpaTyphl, MOCBSIICHHOM cHCTeMe
AIZO(BaO, HO YU MOXXET UMETh LIEHHOCTH I pa3pado-
TOK B 00JIACTH MHCTPYMEHTAIEHOH MPOMBIIIICHHOCTH.

MaTepMaﬂbI n MeToabl uccnepoesaHusd

B kadecTBe HMCXOTHBIX MAaTEPUATIOB HCIOIB30BAIH
BBICOKOJMCIIEPCHBIM  MOPOLIOK  OKCHJA  aFOMUHHS
(aucrora 99 %, cpennuii pasmep yactuil 140 £ 50 HM,
cTpaHa-npousBoauTesb — KuTail) U mopomox okcuaa
Oapusi (uucrora 99 %, cpemHUN pasMep YaCTHIL
2,7+ 0,6 MKM, cTpaHa-npou3BoAuTeNL — Poccus, mopo-
LIOK TOATOTOBJIEH B cooTrBeTcTBUHU ¢ TY 6-09-5397-88).
Bbutn npuroToBneHsl ciUpToBbIE cycrieH3uu ¢ 50 %-HbIM
COZIep)KaHUEM H30IPONIIOBOTO CIIUPTA JUIs JHCIIEp-
TUPOBAHUSA M CMELIMBAHUSA HMCXOOHBIX mMopouikoB. Co-
JIepKaHUe OKCHIa Oapus COCTABISIIO 3 Mac. % C LENbIo
dopmupoBanus 15 mac. % rekcaanroMuHaTa Oapus.
Bricokoe cozmepkaHue TekcaanroMuHara Oapus TO3BO-
JUT HauOoJiee SIBHO OLIGHUTH €ro BIMSHUE HA CBOWCTBA
HCCIICYEMbIX MaTepHAaIIOB.

JucneprupoBanue NpoBOAMIN B IIAPOBOK MEJIbHULIE
B Teuenne 104 ¢ meproanYecKUMHU OCTAHOBKAMU IS
OXJIaXJIeHUs1 cycrneH3urd. CKOpOCTh BPALIeHHUsS COCTaB-
nsuta 90 06/muH. Marepuan gyrepoBku OapabaHa mapo-
BOI1 MENbHUILIBI — NOJUNpoNUiIeH. Mcnonb30Banu Memto-
e TeJla U3 OKCHIA ATFOMUHUS TUAMETPOM 3 MM.

[Tocne aucneprupoBaHHs TOPOIIKH BBICYIINBAIH
Y TIOZBEPralii JIEKTPOUCKPOBOMY CIICKAHHIO Ha YCTa-
HoBke MS-1 mpu Ttemmneparypax £ = 1500+1600 °C,
jgaBieHun 17 MIla u BpeMeHU BBIIEPKKH IPU Mak-
cuMalbHOW Temmeparype 5 MuH. [[nsi mpenorsparte-
HUS HENOCPEIICTBEHHOTO B3aUMOJICHUCTBUSL  MOPOII-
KOB C IOBEPXHOCTSIMH OCHACTKH MEXIY IOPOIIKOM
M CTEHKaMH Mpecc-(QOpMBbI, a TAaKKE MEXITY TOPOIIKOM
Y TOpUAMH IIyaHCOHOB NOMeIlaiu IrpaduToByto Oymary.
Harpes o0Opasiia ocymecTBIsICS 3a CUST MPOITYCKaHHS
HMMITYJIBCHOTO MOCTOSHHOTO 3JIEKTPUYECKOTI0 TOKa Yepes
OCHACTKY. TeMIiepatypy MU3MepsuId Py MOMOIIU THPO-
METpa, ONpEeleNAIoero TeMIepaTypy BHYTPH OTBepC-
THS, PACTIONIOKEHHOTO B OOKOBOM YacTH Mpecc-(hOpMBbl.

Kaxyurytocs MIOTHOCTh M OTKPBITYIO HOPUCTOCTb
CTIICYCHHBIX MaTepPHAaJIOB MOJIyYajd METOJOM THUAPOCTa-
TUYECKOrO B3BELIMBAHHUS.

Kaxymryrocss MmIoTHOCT 00pasIoB pacCUNTHIBAIN
KaK OTHOIICHHWE MacC CyXOr0 M HACBILIEHHOTO BIAroi
oOpasma:

M
———— [r/em?],
M, - M

H B

pKa)K:
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e M, — macca cyxoro obpasua, r; M, — macca oOpasua,
HACBIIEHHOI0 JKHIKOCTBIO, T; M — Macca oOpasua,
HOpr)KCHHOFO B )KUJIKOCTB, I

OTHOCHUTENBHYIO TUIOTHOCTh BBIYUCIISITH TI0 (hopMmyrie

Pons = 25100 %,

TEop

TeopeTnveckyro IIOTHOCTh PACCUUTHIBAIIH, HCIIOJNb-
3ysl JIMTEpaTypHbIC JIaHHBIE O PEHTTeHOrpadUuIecKOM
IUIOTHOCTH KOMIIOHCHTOB  CIICYCHHBIX MAaTCpPHAJIOB
U CIIeAYIONIYIO (GOpMYITY:

-1
m m,

pi pn

Preop = -100 % [r/em?],

TIE p,, P, — 3HAYECHUS TEOPETHIECKOM IIIOTHOCTH OT/IENb-
HBIX COCTAaBIISIONINX, I/CM’; m,, m — OTHOCHTEIbHBIC
MacCOBBI€ JJOJIM COCTABIISIOIINX KOMIIO3UTa, %o.

Pacdet oTKpBITON IOpHCTOCTH 0OPA3II0B BHIMOIHSIIH
B COOTBETCTBUU C 3aBUCUMOCTBIO

M, -M
H0= H C
M, -M

H B

-100 %.

PentrenodasoBelii aHaNIU3 MPOBOIWIA C UCTIONB30-
BaHueM audpakromerpa «PowDix600» (3A0 «AJIBUH
Cwmapt ®skropu», Pecn. benapych) B CuKam—mnyqe—
Hun. Unenatnoukannio ¢as oCymecTBISUIN C IPHMEHE-
HueMm 6a3pl ICDD PDF 4+. IInudsl aas cTpyKTYpHBIX
WCCIIC0OBAaHU MOJr0TaBIMBAJIH 110 CTAHAAPTHOM TEXHO-
JIOTHMH, BKJIIOYAIOUICH HITH(OBAaHKWE U MOIHPOBAHUC HA
aJIMa3HbIX Kpyrax M CyCIEH3MSAX pa3jIMyHOU Aucrepc-
HOCTH. JI71s1 BBISIBICHHUS 3€PEHHONU CTPYKTYpbI MPOBO-
nuin tepmudeckoe TpasieHue Ha 200 °C Huke Temile-
parypsl criekanusi. CTpyKTypHbI€ HCCII€0BaHUS BBINOJI-
HSUJIM Ha pacTPOBOM 3JIEKTPOHHOM MHUKpockorie EVO 50
(Carl Zeiss, I'epmanusi), OCHallICHHOM TPUCTABKOM JJIst
MUKPOPEHTI€HOCIeKTpaibHOro ananusa. Ilepen uccie-
JTIOBaHUSAMH Ha MOATOTOBJICHHbIE (Bl HAHOCUIIH CIIOH
Meau ToauHoN 40 HM JUIsl yIydIlIeHus! IPOBOAUMOCTH.
Jns ananuza cTpyKTypbl IPUMEHSUIA I€TEKTOP BTOPHY-
HBIX 3J1€KTPOHOB. [10 MoMy4YeHHBIM CHUMKaM CTPYKTYPBI
B nporpamme «JMicroVision 1.3.4» paccuuTbIBaIm pas-
MepbI 3epeH UCCIIeAyeMbIX MaTepualioB. B kauecTBe pas-
Mepa 3epHa OKCUa aIIOMUHHS HCIIOIb30BAJICS AUAMETP
SKBUBAJICHTHBIN IUTONIAN MPOSKIUH 3¢pHA Ha CHUMKE
MHUKPOCTPYKTYPEL. Y 3€peH TeKcaalloMHHaTa Oapus
M3MEPSUTH WX JJUHY U IIUPUHY, PACCUUTHIBAIU COOT-
HOIICHHE CTOPOH. [ pacyeToB M3MEpsiIM HE MEHEe
300 3epen okcuaa amomuaus 1 100 3epeH rekcaarroMu-
Hata Gapusi.

TBepaOCTh U TPEIIMHOCTONKOCTh METOJIOM WHJICHTH-
pPOBaHUS OLIEHUBAJM MPU Harpys3ke 2 KI' Ha TBEPIOMEpE
no Buxkepcy SV-50A (Kwuraii). ns pacueta KpuTH-

4ecKoro Kod((UIMEeHTa WHTCHCUBHOCTH HAIPSKSHUH
HCIOJIB30BAJIH cieayronyo Gopmyty [18]:

-0,5 -0,4 0,5
K, = 0,048 < Hy " HVa™ [MITa-m'2],
a ED D

rne HV — tBepnocts, ['Tla; a — nmomyauaroHanb oTIie-
yarka, MKM; ¢ — JUIMHA paJuaabHON TPEINHBL, U3MEPEH-
Has W3 [IEHTpa OTIeuaTka, MKM; @ = 3 — KOHCTaHTa.

Monynbs FOHra KOMIO3UIIMOHHBIX MAaTEPUAIOB ONpe-
JIETISIIU IO MPAaBUILY CMECEH:

-1
m;  m;
E=|—+—L| -100 % [I'Ma],
E E
e El. u E. — cOOTBeTCTBEHHO 3HaueHUs1 Moayist FOnra
ALO, (397 I'lla) u Bao)mAl“O”,33 (226 T'la); m, n m;—
ux comepykanue, mMac. %. Moxynu FOnra BeIOHpanu Ha
OCHOBaHHHM JMTEPATYPHBIX JaHHBIX [19].

Pe3ynbratbl M ux 06cyxneHue

Jns mpoBeiieHHsT SKCIEPUMEHTATBHBIX HCCIIEI0BA-
HUH OBUTH CIIEYCHBI MaTepHalIbl, NCXOMHASI CMECh KOTO-
PBIX COCTOsUIAa U3 OKCHIA ATIOMUHHS M OKCUIa Oapusl.
Temneparypa cnekanms (7)) cocrapmsma 1500, 1550
u 1600 °C. B xauecTBe Marepuaia CpaBHEHHUs ObLia MOJ-
TOTOBJICHA AJIFOMOOKCHJIHAS KepaMuKa 0e3 100aBOK.

PentrenoBckue audpakrorpaMMbl CIICUCHHBIX MaTe-
pHaJoB TMpHBeIEHB Ha pHC. 1. YCTaHOBICHO, YTO BHE

@ a-ALO;

B Ba, ;AL 055

A Aptedaxrt cheMKH
v K[i

HTEeHCUBHOCTD

20, rpan

Puc. 1. Pentrenosckue 1udpakTorpamMmel
CIIEUEHHBIX UCCIIEAYEMBIX MAaTEPUAIIOB
1 — anroMooKcHIHas Kepamuka 6e3 100aBoK,

criedennast npu £, = 1500 °C;

2-4 — xepamuka cocrasa Al,O, + BaOMAl] 1017335
cnedennas mpu ¢, = 1500 (2), 1550 (3) m 1600 (4) °C

Fig. 1. X-ray patterns of the sintered materials

1 —alumina ceramics without additives, sintered at z, = 1500 °C;
2-4 — ceramics of the composition Al,O, + Ba ¢;Al,, 0, ,, ceramics,
sintered at ¢, = 1500 (2), 1550 (3), and 1600 (4) °C
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Ta6nuya 1. Kaikyuiasicsi INIOTHOCTH M OTKPBITasi NOPUCTOCTD CIIeYEHHBIX MaTepHaJIoB

Table 1. Apparent density and open porosity of the sintered materials

M TeMnepaTyfa Kaxxymasics . [InotHOCTH OTKpBITast
crnekanus, °C | TIOTHOCTH, I/CM OTH. T€Op., % | MOPHUCTOCTb, %

ALO, 1500 3,98 £ 0,02 99,72 + 0,3 0,26 + 0,07

1500 3,70 £ 0,04 92,45+ 0,5 4,75 £ 0,09

ALO;+ Baj Al O, 4, 1550 3,86 + 0,03 96,41 + 0,4 1,76 + 0,08

1600 3,86 +£0,03 96,35+ 0,4 2,08 +£0,08

3aBHCHMOCTH OT TEMIIEpaTyphbl CIICKaHUs B MaTepuaiax,
B HCXOIHYIO CMECh KOTOPBIX BBOIWIU OKCHI Oapws,
kpome coemunenus o-Al,O; NpUCyTCTBYIOT pediekchl
Ba0’83A111017’33. Hpyrux Oapuiicogepikaliux COeIHHe-
HUI He HaOronaeTcs.

OrneHUBAIM KaXYIIYIOCS IUIOTHOCTh U OTKPBITYIO
MMOPUCTOCTh  CIICUCHHBIX  MAaTepHalioB. Pe3yibTarsl
npuBegeHbl B Tabm. 1. YcTaHOBIEHO, YTO MaKCHMallb-
HOW (OTHOCHTEJIBHOH OT TEOPETHYECCKOH) IIOTHOCTBHIO
oOmamaer aJrOMOOKCHHAs Kepamuka 0e3 J00aBOK.

dopmupoBaHHe B MaTepHaie TeKcaalloMHuHara Oapus
MPUBOAUT K CHWKCHUIO OTHOCHTEIBHOH IUIOTHOCTH
U POCTY OTKPBITOW IMOPUCTOCTH, YTO YAaCTO BCTPEUAETCS
B JTUTEpaType, MOCBALICHHON U3y4YeHUIO (DOPMUPOBAHHS
TeKCAATFOMHUHATOB B aTIOMOOKCHUIHOW Marpuie [5; 11].
C yBenuueHUEeM TeMIIepaTyphl CIEKaHHWsA IOKa3aTeln
IJIOTHOCTH U OPUCTOCTH U3MEHSIOTCS HEJTMHEHHO.
MUKpOCTPYKTYpPHBIE  HCCIEAOBAaHHUS  TPOBOAMIH
METOJIOM PacTPOBOW D3JIEKTPOHHON MHUKpockormmu. Ha
MIPEJCTABIEHHBIX HAa PHC. 2 CHUMKax CTPYKTYphI paB-

HNHTEHCHUBHOCTH

L L s
4 5 6 8

E, xvB

Puc. 2. CtpyKTypa CIIeIeHHbIX MaTepPHAIOB

@ — aJIOMOOKCH/IHAs KepaMuKa 0€3 T00aBoK; §—2 — cofieprkaas TekcaamoMunar oapus; £, °C — 1500 (6), 1550 (s), 1600 (2);
0 — pe3yJbTaThl MUKPOPEHTTCHOCIIEKTPAILHOTO aHAIH3a, TOIyYeHHBIC ¢ 001acTy I, BBIACICHHOI Ha pHC. 2, 6

Fig. 2. Microstructure of the sintered materials

a — alumina ceramics without additives; 6—2 — ceramics containing barium hexaaluminate sintered at 7, °C — 1500 (8), 1550 (s), 1600 (2);
0 — results of micro-X-ray spectral analysis obtained from region I marked in Fig. 2, ¢
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HOOCHBIC 3epHa UMEIOT 00JIee TEMHBIH IIBET U SBISIFOTCS
Oonee srerkoil (pazoif, a BEITSHYTBHIC 3epHA OOJee CBET-
npie. MeTOIoM MHUKPOPEHTTCHOCTIEKTPAIbHOTO aHAIH3a
B PEXKHME TOUCUHOW CHEMKH C 3€PHA BBITSIHYTOH (OPMBI
YCTAHOBJICHO, YTO CBCTIBLIC BBLITAHYTHIC 3€pHA COCTOAT
u3 sneMeHToB Ba, Al 1 O 1, COOTBETCTBEHHO, IIPEICTAB-
JISIOT cOOOM TeKcaamroMuHAT Oapust (puc. 2, 0). 3epHa
obenx (a3 pacrpeneneHsl JAOCTATOYHO PABHOMEPHO
B CTPYKType MaTepHualia, OJHAKO BCTPEYAIOTCS OT/CIhb-
HBIC CKOIUICHUSI BBITSTHYTHIX CBETIIBIX 3EPCH.

[IpoBeneH neranbHBIM KOJMYECTBEHHBIM aHAIU3
CTPYKTYPHBIX COCTAaBILTIOIINX. Pe3ymsraTel IpuBe-
JeHbl Ha puc. 3 W B Tabn. 2. CpemHuil pasMep 3epeH
OKCHJa AIOMHHUSI B Marepuaine 0e3 J0OaBKU COCTaB-
nsiet 4,27 + 1,80 mxm. Ucnonb3yemsblii B pabote mopo-
IIOK OKCH[A ATIOMHUHHS SIBISCTCS BBICOKOAUCIICPCHBIM
M, COOTBETCTBEHHO, OOJIaaeT BBICOKOW AKTUBHOCTBHIO

70

60 |-

50 |-

40

30 |

Conepxanue, %

20

0 1 2 3 4 5 6 7 8 9

Pa3mep 3epen, MKkm

Puc. 3. PacripesienieHie pa3MepoB 3epeH OKCH/Ia ATFOMHHHS
B CIIEYEHHBIX Mareprajax

Bl - ALO,, 1500 °C;

- ALO; +Ba, ;Al 0, 5, 1500 :C;
- ALO; +Bay Al 0, 55, 1550 °C;
B-ALO, + Bay ;AL O 55, 1600 °C

Fig. 3. Grain size distribution of alumina in the sintered materials
- Al,O;, 1500 °C;

K criekanuto. Kpome Toro, Ha MHTEHCU(UKAIIEO MTPOIIeC-
COB CIIEKaHMs OKa3aJld BIMSHUE UCIOIb30BaHUE TEXHO-
JIOTUH JIEKTPOUCKPOBOTO CIICKAHMS U HATM4Ke T00aBKH
okcua 6apusi. B Marepuanax, B KOTOpbIe BBOIWIN OKCHL
Oapusi, pa3Mep 3epeH OKCHJla AIIOMUHUS 3HAYUTEIHHO
MeHble. Tak, aHaIu3 CTPYKTYphl MaTepHalioB, ClICUeH-
HBIX B OIMHAKOBBIX yciioBusX mpu £, = 1500 °C, mokasain
CHIDKEHHE Pa3MEpOB 3epeH OKCHJIa aIIOMUHUA Ha ~65 %
B Marepuale, coaepikalieM reKcaaTroMHHaTa 0apusi, 1o
CPaBHEHHUIO C MarepuajoM 0e3 H00aBKU. DTO sBIEHHE
MOYKHO OOBSICHUTH cerperanueld Ba mo rpanumam airo-
MOOKCHHBIX 3€pPEH, 4TO MPENATCTBYET UX MHUIPALUHU U
pocty [20]. Kpome TOrO, poCT 3€peH reKcaalloMHHATOB
JII000r0 XMMHYECKOI'0 COCTaBa COIPOBOXKAAETCS MOIIIO-
[ICHUEM 3epeH OKCHIa AIFOMUHHUS, ¥ 9aCTO HAOIIOMAeTCs
YMEHBIICHHE UX pa3MepoB. Cxoxue 3 (heKTh 3apuKCH-
poBaHbI B psizie myonukanuii [21; 22].

B amomookcuaHOi Kepamuke HaOmomaercs Hau-
Oonee MMPOKOE paCIpeNeNicHHe 3epeH 0 paszMepam.
B wmarepuane, conepxaileM TreKcaaJlOMUHAT Oapus
u cnevyennoM npu ¢, = 1600 °C, pacnpenenenue Al,O,-
3epeH sBIsETCS Hanboiee y3KUM, MX MaKCHMAaJbHBIH
pasmep He npesblimaer 4 MkM. ClenyeT OTMETUTh, 4TO
pasMepsl IUIACTUH TeKcaaJloMUHAaTa OapHs C POCTOM
TeMIIEpaTyphl CIICKaHHUA YBEIHYUBarOTCA. B Marepuanax,
cnedennbIx npu £, = 1600 °C, 3adukcupoBan pocT Kak
JUIMHBI, TaK U IIUPUHBI IJIACTUH T'eKCaaFOMHHATa Oapusl.
CooTHoOLIIEHHE CTOPOH 3€peH TIeKcaallloMuHara Oapus
M3MEHSETCS HeJIMHEIHO, TPHYeM HaUMCEHbIIIee 3HAaUCHUE
HaOIoIaeTCs TpU (.= 1550 °C. D10 CBUACTENHCTBYET
0 TOM, YTO MPH MaKCUMAaIIbHOW TeMIIepaTrype CIeKaHus
MIPOMCXOAUT HauWOOJIee MHTEHCUBHBIH IPOLECC pocTa
IJIACTHUH TEKCAaIIOMUHATA Oapusi, COMPOBOKIAIOIIUICS
MOMJIOLIEHUEM 3€PEeH OKCHAa aJIFOMUHHS, YTO B KOHEY-
HOM HWTOTE MPUBOAMT K YMCHBIICHHIO Pa3MEpOB aro-
MOOKCHJIHBIX 3epeH. COOTBETCTBEHHO, npu /, = 1600 °C
CHIDKEHHE Pa3MepOB 3epeH OKCHJIa AITFOMUHUS TIPOUCKO-
JUT TPEUMYIIECTBEHHO 3a CUET MX HCIOJIb30BAaHUS Ha
(hopMHUpoBaHHE TeKcaaJrOMHHaTa Oapuisi, a HE 3a CYeT
cerperanuu 0apus Ha UX rpaHULAX.

3adukcupoBaHHbIE OCOOCHHOCTH 3EPEHHON CTPYK-
TYpbl KOPPETUPYIOT C U3MEHEHUEM IUIOTHOCTH U [IOPHUC-

Bl ALO, +Ba, Al O,..., 1500 °C;
B ALO, +Ba, Al O, .. 1550 °C; TOCTH HCCIIEYyEMbIX MAaTepHasioB. YCTAHOBJIEHO, 4YTO
M - ALO, +Ba Al O, ;, 1600 °C MOpEl B KOMITO3WIIMOHHBIX MaTepuajiax IMpenMyIIecT-

Tabnmya 2. Pazmepsl 3epeH cnie4eHHbIX MaTepHaJIOB

Table 2. Grain sizes of the sintered materials
e TeMnepaTyE)a Cpenuuii pazmep Ba, ¢,Al O, ;;-3epHa
crexanus, °C A1203-3epeH, MKM | J{nuaa, MmkM | [Ilupuna, mxm | CoOTHOIIEHHE CTOPOH

ALO, 1500 4,27+ 1,80 - - -

1500 1,49 £ 0,80 2,45+0,22 0,57 0,05 1,0:4,3

ALO;+ Ba i;Al O, 5 1550 1,89+ 0,85 3,38+0,21 0,93 + 0,04 1,0:3,6
1600 1,60 £ 0,63 5,23 £0,46 1,20 £ 0,06 1,0:4,4
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BCHHO CKOHIICHTPUPOBAHBI B OOIACTSAX CKOIJICHHS IeKca-
anmfoMuHaTa Oapus (Ha pHC. 2, 6 BBINEICHO OBAJIOM).
To ectb HajgMuMe MOP CBSI3aHO C HETUIOTHOW YIaKOBKOM
IUTACTHHYATBIX 3€peH. DTO OOBSCHSICT 3HAYUTEIHEHOE
CHIDKCHHE IUIOTHOCTH M POCT MOPHCTOCTH ITIPH BBE-
ICHWU OKchaa Oapusi B MaTepHaliaX, CICYCHHBIX IPH
.= 1500 °C. HManbHelliee MOBBILIEHUE TEMIEPATYPhI
MpUBENIO K OOJBIOIEMY POCTY 3€PEH OKCHIA alFOMHHUSL.
IIpu ¢, = 1550 °C cpennnii pasmep Al,O,-3epen cocTas-
nser mopsiaka 1,89 £0,85 Mxm.  VBenuueHue 3epeH
OKCHJA AIIOMHUHHUS IPUBEJIO K YMEHBIICHUIO OTKPHITON
MIOPUCTOCTH U NOBBIILIEHUIO OTHOCUTENIbHON TUIOTHOCTH.
Tax»e, BEpOsITHO, MPU JTAHHOM TemIepaType CIEeKaHUs
pPOCT 3epeH OKcHIa aJlOMHUHHA NPEIATCTBOBAJ POCTY
IUIACTUH TeKcaaloMuHara Oapus (YBEITHYCHHUIO UX
ammnbl). A npu £, = 1600 °C npeBanupoBai pocT miac-
THUH TEKCAaJllOMHUHATa Oapusi, YTO NPUBEJIO K yBeIHUe-
HUIO JUIMHBI TUTACTUH, YMEHBLICHUIO Pa3MEPOB aIIOMO-
OKCHIHBIX 3¢pPEH U MOBHIIICHHUIO TTOPUCTOCTH.
[IpucyrcTBUe B CTPYKTYype MaTepualioB 3€peH Illac-
TUHYATOH (HOPMBI MOXKET OKa3blBaTh BIMSHHE HA HX
MexaHuueckue cBoiictBa [19]. Pesymbrarel ompenene-
HUSI TBEPAOCTH M TPEIIMHOCTOMKOCTH HCCIIETYEMBIX

MaTepualioB mpuBeaeHbl B Tadid. 3. TBepmocth Mmare-
pHAJIOB, COICPKAIIUX TI'eKCAATIOMUHAT Oapws, BEIIIE,
4YeM y aJTFOMOOKCHIHOW Kepamuku 0Oe3 moOaBku. Jlis
OKCHIHBIX MaTepUaJIOB Yarie HabmronaeTcs 23pdekT cHu-
JKCHUSI TBEPAOCTH IpU (OPMUPOBAHUH B UX CTPYKTYpE
rexcaanroMuHaroB [9—11]. B manHOM ciydae pocT TBep-
JOCTH MBI CBSI3BIBACM CO 3HAYUTEIIHHBIM YMEHBIICHHUCM
pa3MepoB 3epeH OKCHIIA ATIOMUHHMSA. TaKkKe OTMEUaeTCsI
YBEITUYECHHE TPEIIMHOCTOMKOCTH alIFOMOOKCHIHOM Kepa-
MUKH TIpH (POPMHUPOBAHHU B €€ CTPYKTYPE TeKCAATIOMH-
Hata 6apust. Hanbonee BpICOKOE 3HAUCHHE KPUTHYECKOTO
KO2(PHUINCHTa UHTEHCHBHOCTH HANPSHKCHUH 3a(pHUKCH-
pOBaHO IJIs Marepuaia, crneyenHoro mpu 7, = 1550 °C.
BeposiTHO, U1 TaHHOTO MaTepHaia COYeTaHHe ITOPHC-
TOCTH, pa3MepOB 3ePCH OKCHJa AIIOMHHUS U TeKcaalio-
MUHaTa Oapust HanboIee parOHAIBHO.

Ha puc. 4 npuBeneHsl TUMUYHBIA TPUMEpP OTIIEYaTKa
C BBIXOMSIIMMH W3 €r0 JHaroHajel TPEIINHAMHU H yBe-
JHMYCHHOE H300pa’keHNEe OJHOM W3 TPEIIWH, pacIipo-
CTPAHSIOUICHCS B KOMIIO3UIIHOHHOM MaTepHale «OKCH
QTIOMHUHUS — TeKCAaaTIOMUHAT Oapusi». Pasmepsl mmmH
TPELINH, W3MEPCHHBIC OT LIEHTPOB OTIEYaTKa IO HX
KOHIIa, KOPPETHUPYIOT C TMOMYyICHHBIMH 3HAUCHUSMH KPH-

Tabnmya 3. TBepaocTh M TPEIMHOCTOMKOCTD MCCIeyeMbIX MaTepUajioB

Table 3. Hardness and fracture toughness of the investigated materials

Marenuan Temneparypa TBepaocTs, Kpurtnueckuii koappunneHt
P cnekanus, °C HV, MHTEHCUBHOCTH Harnpsokenuid, MITa-m'?
ALO, 1500 1990 + 71 4,65+0,14
1500 2085 +33 4,85+ 0,08
ALO, + Ba (Al 0, 1550 2070 + 43 5,00+0,10
1600 2120 £ 67 4,50+0,18

18

Puc. 4. TunmyHbIH CHUMOK OTIIeyaTKa (@) ¥ pacrpocTpaHsiomeiics TpelnHbI (6) B HCCIeAyeMbIX MaTepuaiax,
COJIEPIKAILUX I'eKcaaTIoMUHaT Gapus

IMudpamu 0603HaYEHBI MEXaHU3MBI OBBIIICHHS TPEIUHOCTONKOCTH: / — IIepepe3aHue IIIaCTHHBI B IIONIEPEYHOM HANIPaBICHHHY;
2 — B IPOAOIEHOM HAIPaBICHHUH C HOCIEAYIOIIM OTKIOHEHHEM TPACKTOPUH PacIpocTpaHeHus; 3 — GOpMHPOBaHUE MOCTHKOB
benoii crpenkoii moka3aHoO HapaBIEeHUE PACIIPOCTPAHEHHS TPEILHHBI

Fig. 4. Typical indentation (a) and propagating crack (#) in the investigated materials containing barium hexaaluminate

Numbers indicate the toughening mechanisms: 1 — plate fracture in the transverse direction;
2 — in the longitudinal direction with subsequent crack path deflection; 3 — crack bridging
The white arrow indicates the direction of crack propagation
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THYECKOTO KOA3(D(UIMEHTa HMHTCHCUBHOCTH HAaIpsDKe-
HUH W JUIA MaTepuasa, COAeprKallero OKCH][ aTIOMHHU
0e3 mo6aBok, gocturaror 80 mMkm. I KOMITO3HI[MOH-
HOHM KEepaMHKH CPeIHHE pa3Mephl TPEUIMHBI HAXOMATCS
B auamna3zoHe 50-55 MKM, a MX MaKCHMaJibHas JJIMHA HE
MpeBBIMAeT 65 MKM.

[Ipn meranbHOM H3YyYEHHH pPACHPOCTPAHSIOMINXCS
TpPEIINH, IPIMep KOTOPBIX TPUBEJEH Ha puc. 4, 0, 3aduK-
CHPOBAaHO MHTCPKPUCTAJUINTHOE pA3pyIICHHE 3EpeH
OKCHJIa AJTIOMHHUS M TPAHCKPUCTAIIUTHOE Pa3pyIleHUEe
3epeH TeKcaaaroMuHara 0apus B monepedHoM (/) u mpo-
JOJBHOM (2) CeUeHMsAX ¢ IMOCIEeIYIOINM OTKIOHEHHEM
TPAEKTOPHUU PACHPOCTPAHEHUS TPELIMHBI ITOCIE CTOJK-
HOBEHUS C ITACTHHYATHIMH 3€pPHAMH, & TAK)Ke OTMEUECHO
(opMupoBaHHE MOCTHKOB (3).

BoiBoabi

1. BHe 3aBUCHMMOCTHM OT TeMIepaTrypbl CIIEKaHUs
B MaTepHajiax, B HUCXOJHYIO CMECh KOTOPBIX BBOAWIN
okcup Oapusi, Kpome coemunenus o-Al,O, npucyrcr-
By1OT peduiekcs Ba (;Al O, 5.

2. ®opMHUpOBaHHME B Marepualie TeKCcaallOMHHATa
0apus TPUBOAWT K CHIDKCHUIO OTHOCHTENIFHOHM IIIOT-
HOCTH W POCTY OTKpbITOM mopuctoctu. C yBenuye-
HUEM TEMIIEPaTyphl CIICKaHUS [TOKA3aTeH ITIOTHOCTH 1
MIOPUCTOCTH M3MEHSIOTCS HEPaBHOMEPHO. DTO CBSA3aHO
C OIHOBPEMEHHO NPOTEKAIOIINMH TIporieccaMul (popmu-
pOBaHUs TUIACTHMHYATBHIX 3€PEH TeKcaaltoMuHaTra Oapus,
WX HEIUIOTHOW YIMAaKOBKOW M HM3MEHEHHUEM pa3MepoB
3epeH OKCHJIA aIFOMUHHUSL.

3. PasMepbl miacTHH TekcaaroMuHaTa 0apus ¢ poc-
TOM TeMIeparyphl CIeKaHus YyBeiauuuBarorcs. [lpu
temrnieparype crekanus 1500 °C ux nnmuHa cocraBisieT
2,45 £ 0,22 mxm, a ipu 1600 °C — 5,23 + 0,46 MKM.

4. ®opMHpOBaHUE TEKCAATIOMUHATA Oapusi B CTPYK-
Type KepaMUKU MPUBOIUT K CHIDKEHHIO pa3MEpOB 3epeH
OKCHJIa aJIIOMUHMS NPUMEPHO Ha 65 % Ipu CleKaHUU
B OJIMHAKOBBIX yCioBusax npu £, = 1500 °C.

5. HambGonee  BBICOKOE  3HAUEHUE  KPUTHYEC-
Koro ko3¢ ¢uUueHTa HWHTEHCUBHOCTH HAaNpPSKESHHUHA
(5,00 £ 0,10 MITa'M'?) 3aduKkCHpPOBaHO M Mare-
puaia, colepiKallero rekcaajloMUHaT Oapus, credyeH-
Horo npu 7, = 1550 °C. TBepmocTs Takoro marepuaina
cocrapuger 2070 =43 HV,.
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MokpbiTne U3 kKapbupa TutaHa gna rpadpuToBOM apMaTypbl
BbICOKOTEMMNEepaTypPHbIX NPOLECCOB

A. B. Apanacoes, 10. O. boikos!, A. O. Jle6enes’ 2=, A. B. Mapkos!,

H. B. llapenxosa?, H. M. JlarHukoBa’
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AnHoTayms. TlokpoiTust u3 kapouna turana (TiC) co3aaBany Ha MOBEPXHOCTH TPaUTOBBIX U3IEIHN TOCPEACTBOM JCIICBOTO «KHIKO-
(asHoro» crocoba, BKIIOYAIOMIEI0 HAHECEHHUE KMIKOH peaklMoHHON cMech Ha ocHose TiO, u ee mociemyronmi kapboTepmu-
YeCKHUi OT)KHT B Bakyyme ripu temmeparype 1900 °C. B kadecTBe OCHOBBI JUIsl HAHECSHUSI 3aI[UTHOTO MOKPBITUSI BHIOPAaHBI THIIOBBIE
MapKU KOHCTPYKIJHOHHBIX I'Pa()MTOB, HCIIOJIB3YEMBIX B IIPOMBILIICHHOCTH IS CO3/IaHUs JJIEMEHTOB BBICOKOTEMIIEPATYpHOIt rpadu-
ToBoit apmatypbl (M3, MII[-6 u 1-3). Ilony4yeHHbIe NOMUKPUCTAIUINYECKHE TUICHKH KapOuaa TutaHa (cTpykrypHsiit Tun NaCl)
XapaKTepU30BaJIUCh POCTOBOI akcHanbHOI TekcTypoil [111] n HamuuueM «TeMIepaTypHBIX» MEXaHHYECKUX HalpsDKeHUH, 3aBU-
CSIIMX OT Mapku rpaduTa, BCISACTBHE Pa3HOCTH TEMIEPATYPHBIX KOIPQHUIMEHTOB JTHHEHHOTO PACIIMPEHHs MEXIy KapOumoMm
TUTaHa U rpadUTOBON OCHOBOW. THITOBBIE TOMIIMHBI HOKPBITHH cocTaBmsuid 1020 MxM. [paduTOBBIE KOMIIOHEHTHI C TOKPHITUEM
TiC ycremHo NpoTeCTHPOBaHbBI B YCIOBUSAX BBICOKOTEMIIEPATYPHOIO IpoOLEcca CHHTE3a MOHOKPHCTAJIOB KapOuIa KPeMHHMS.
[poBenena oneHKa TPHOOIOTUIECKUX CBOMCTB MOKPBITHIL. Mcronbp30BaHie Hanboiee INIOTHBIX PA3HOBHIHOCTEH H30CTaTHIECKOTO
rpaduta (1-3) siBIseTCs NPEamOYTUTENBHBIM BCIEICTBUE (POPMUPOBAHUS JBYMEPHOM IUIOTHOM CTPYKTYpPBI 3alIUTHOTO CJIOS Ha
MOBEPXHOCTHU rpaduTa.

Kniouesbie cnosa: oxcuy TuTana, kapOu THTaHa, 3aIUTHOE TIOKPHITHE, CTPYKTYPHBIC XapaKTePUCTHKH

BnarogapHocTH: ABTOPBI BBIpXAIOT OJIarofapHOCTh COTPYAHHKAM MexIyHapOoaHOTO Hay4HO-0OpasoBaresnbHOro HeHTpa «BaltTribo-
Polytechnicy», MHCTHTYTa MammHOCTpOEHHS, MaTepuanoB u TpaHcnopta CaHKT-IleTepOyprckoro moIuTEeXHUYECKOTO YHUBEPCHUTETA
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Titanium carbide coating
for high-temperature graphite components

A. V. Afanasev!, Yu. O. Bykov', A. O. Lebedev"- 2%, A. V. Markov’,
N. V. Sharenkova?, N. M. Latnikova?
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Abstract. Titanium carbide (TiC) coatings were produced on the surface of graphite components using a low-cost liquid-phase tech-
nique involving application of a TiO,-based reaction mixture followed by carbothermal annealing in vacuum at 1900 °C. Typical
grades of structural graphite (GMZ, MPG-6, and 1-3) commonly used in high-temperature graphite assemblies were employed as
substrates for the protective coating. The resulting polycrystalline titanium carbide films (NaCl-type structure) exhibited an axial
growth texture [111] and thermal stresses that depended on the graphite grade, caused by the difference in the coefficients of thermal
expansion between titanium carbide and graphite. Typical coating thicknesses ranged from 10 to 20 pm. Graphite components with
TiC coatings were successfully tested under high-temperature silicon carbide single-crystal growth conditions. The tribological
properties of the coatings were also evaluated. The use of denser grades of isostatic graphite (I-3) is preferable due to the formation
of a dense two-dimensional structure of the protective layer on the graphite surface.

Keywords: titanium oxide, titanium carbide, protective coating, structural characteristics
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BsepeHue

MOHOKpHUCTAIUIMYECKUIA KapOuj KpPEeMHHUS CEroJHs
BOCTpeOOBaH ISl IIPOM3BOACTBA IIPHOOPOB CHIIOBOM,
BBICOKOYACTOTHOW W BBICOKOTEMIIEPATYPHOH AIIEKTPO-
HukH [1]. Monokpucrammmueckue ciutka SiC 0OBIYHO
BBIPAIIMBAIOT METOAOM CyOIMMAlMM Ha COOCTBEHHBIX
3aTpaBkax (MogudupoBaHHbIi MeTox Jlenu, nin MeToa
JIDTHN) B Bakyyme Wi HHEPTHOM Ta3e (OOBIYHO B aprOHE)
npu Temreparype (f) mopsuaka 2000 °C, wucnonb3ys
B Ka4eCTBE MCTOUHHMKA BHICOKOUMCTBII IMOPOIIOK KapOouma
kpemHus. I'padurtoBas apmarypa, IpUMeHsieMas B CTaH-
JIApTHOM IIpoliecce MOIU(pHUIMPOBaHHOrO Merona Jlenwu,
MOJIBEPraeTcsl JICHCTBUIO AarpecCUBHOM Mapora3oBOi
Cpebl, CoIepIKaIleH JIeTyYrne areHThl Si, SiC2 u SiZC, u
KOPPOIHPYET, 3arPpsi3HSSA CIUTOK YacTUI[aMu rpaduTa [2].

JJis 3aIiuThl MOBEPXHOCTH TIpaUTOBON apMarypsl
0OBIYHO HCIIOB3YIOT IUICHKHU KapOuaa TanTana [3], KoTo-
peie cTabmiIbHBI TIipu ¢ > 2000 °C 1 MOryT OBITH TIONY-
YCHBbI pas3sIndYHbIMHA METOAAaMMH. B T0 xe BpCMs TIJICHKU
KapOHuga TaHTana JOCTaTOYHO AOPOTH, OCOOEHHO MpHU
HAHECEHHM Ha JeTalld, KOTOpble MPUMEHSAIOTCS OJHO-
KparHo. HeoOxomim morck MarepuanoB 1iist OoJee aemie-

BBIX TIOKPBITHH, KOTOPHIC MOTJIH ObI CITY’)KUTh B KA4ECTBE
3¢ dexTruBHOrO 3amMTHOTO Oapbepa Jyisl MperoTBpale-
HUS KOppo3uu rpaduroBoit apmatypsl. Ee moBepXHOCTB
MOXET OBITh 3aIUINEHA C TTOMOIIBIO JPYTUX BBICOKO-
TeMIIepaTypHbIX KapounoB — takux, kak TiC, WC, VC
u ap. [4; 5]. HauOonbinii uHTEpEC MpeACTaBiIsIeT Kap-
OuJl THTaHa, KOTOPBINA o0ecTieYrBaeT cOaTaHCUPOBAHHOE
coueTaHue BeICOKOW TBepaoctu (o 2400 HV u Bhie),
KOPPO3UOHHOM CTOWKOCTH M TEPMOCTAOMIIBHOCTH.
Cpoiictea TiC 3aBUCAT OT METOJIOB MOIyue-
HUS [6]. MeTombl XMMHUYIECKOTO OCAXICHUS W3 Ta30BOMH
(hazbl [ 7-9] LIMPOKO UCTIONB3YIOTCS B MPOMBIIIUIEHHOCTH
JUIS. MaTepUAJIOB, TIOJBEPKEHHBIX KOPPO3HH, MTOKPBITHS
XapaKTepu3yITCs BBICOKON aire3ueil 1 OAHOPOIHOCTHIO
Ha TUIOCKHUX TIOBEPXHOCTSAX. B TO ke BpeMs 3TH METOIbI
SIBIISIIOTCS.  AOPOTrOCTOsIIUME  (0O0opynoBaHue, OoJb-
IIUE PACXOJbl Ta30B-HOCHUTEJECH) M XapaKTepHU3YIOTCS
MaJIBIMH CKOPOCTSIMA POCTa (TIOKPBITHE TONIIMHOW
nopsijika 2—3 MKM) M TOKCHYHBIMU WJIH TTHPO(QOPHBIMH
npekypcopamu [9]. Mcnonp3oBanue mia3mMbl MO3BOJISET
MPUMEHSATh TIOMJIOKKHA U TIOBEPXHOCTH, UYBCTBUTEIb-
HBIC K BBICOKAM TEMIIEpaTypam, MOKPBHITUS OTIHYAIOTCS
BBICOKOH a/ire3ueli 1 HU3KOM mepoxoBarocThio [10].
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['pynma mMeTonoB (PpHU3HUECKOTO OCAKICHHUS W3 Ta30-
BO (pa3bl BKIOYAET TEPMUYECKOE HCIIapeHUE, HOHHOE
pacIblIcHHe, KaTOAHOC JYyTrOBOE OCAXKACHHE, SIICKT-
ponHo-iydeBoe ucnapenue [11-13], Ho manbonee pac-
MIPOCTPAHEHHBIM METOZOM HarpeBa sBJISIETCS] KOCBEHHBIH
pe3ucTUBHBIN HarpeB. [TOKpbITHSA OTIMYAIOTCS BBICOKOM
TBEPIOCTHIO M CTOMKOCTBIO K U3HOCY, HO HETOCTATOYHBIM
CLEIIeHUeM ¢ OCHOBOU. Takxke oTMeuaeTcsi HeOIHOPO/I-
HOCTh HAHECEHUS TOKPHITHS BO BHYTPEHHHX MOJOCTIX
WIM Ha U3JENHAX CI0KHON QOPMBI.

Hcnonp3oBaHne CHCTEM MAarHETPOHHOTO —PacCIIbl-
JeHUs, B TOM 4YHCIE PEaKTUBHOIO M PaJuo4acToT-
Horo [14-17], mo3BosseT MOBBICUTH 3()(HEKTHBHOCTH
mpouecca MoCpPeICTBOM OCaXAECHUS OAHOPOIHBIX ILJIe-
HOK Ha OOJBIION IUIOIIaau. JIOTONHUTEIbHBIA OTIKUT
MOKpBITUN [14] yrmydmaeT KpUCTAIIMYHOCTH TUICHOK
TiC, yBenmnumBaeT pasmep 3epeH. PeanpHO mocTtHrae-
Mbl€ M MPUMEHSEMblE TOJIIWHBI MOKPBITUH HEBEIHKH
(HECKOJIbKO MKM), HO TOCJIEIHHE OO0JIaaloT IUIOTHOM
CTPYKTYpOH, 6e3 KaBepH U TpemuH. [IpobiaeMbl paBHO-
MEPHOTO TIOKPBITHSI OOKOBBIX CTCHOK M CIIOXKHBIX TPO-
¢duiell pemarTcs ¢ UCIOJIb30BAHUEM CIIOXKHBIX MEXa-
HU3MOB YIIPaBJICHUS MarHETPOHOM.

JlazepHass HamiaBKka apMHUPOBAHHBIX  KapOUIOM
TUTaHA KOMIIO3UTHBIX TOKPBHITHI 3(h(EeKTUBHO MpHUMe-
HSETCS 11l TAaCCUBALIMK TOBEPXHOCTH MM ITOBEPXHOCT-
HOTO ynpo4yHeHus [ 18], Ho He MOkeT ObITh pearu30BaHa
Uit OonmpIIMX IUIOWIaAed HaHeceHHsA. VmmynbcHoe
na3zepHoe Hanecenue (MJIH) mpeamonaraer mcmonb3o-
BaHWeE Jla3epa s allisiuy Matepuana u3 mumenu [ 19].
B xauecTBe HETOCTATKOB OTMEYAIOTCSI MAJIOMIPUTOTHOCTh
JUISL MaccoBOTO IIPOM3BOJICTBA, 3aBHUCUMOCTH a0JSALUU
OT SHEPIrUH JIA3EPHOTO M3ITyYEHHUS ¥ HEPaBHOMEPHOCTH
HAaHECEHMsI Ha IIOBEPXHOCTAX CIOKHOM (hOPMBIL.

[NoxpriTHS U3 KapOuga THTAaHA MOTYT OBITH CO3/1aHBI
TaKXe psAIOM Jpyrux MeromoB. B pabGore [20] cmoit
KapOuJa TUTaHa HAHOCWIIM C ITOMOIIBI0 MUKPOIYTOBBIX
MIPOIIECCOB, B pe3yasrare NoKpbITHE U3 TiC yBemmauBaio
KOPPO3HUOHHBIH MTOTSHIINAT OCHOBBI U CYIIECTBEHHO CHU-
’KaJlo IUIOTHOCTb TOKa KOppo3uH. BO3MOXKHO mpuMeHe-
HUE METOJIOB in Situ KapOOHW3allMM THTaHA B PacIlIaBe
CaleCaC2 — METOJ COJIeBOM TepmorieMeHTanuu [21]
nim 6ornee 3pGEKTUBHON aHOHOM 1IEMEHTAIIUU Ha TUTa-
HOBOM aHope [22]. MeToasl XapaKTepu3yIOTCsl IIPOCTO-
TOW M BBICOKHUMH CKOPOCTSIMH POCTa TMOKPBITHS (CBBIIIIE
100 mxMm — 3a 8 u ipontecca [21], 15 mxm —3a 0,7 4 [22]).

B nienoM, HU OMH W3 PacCMOTPEHHBIX METOJOB HE
obnamaeT HAOOPOM XapaKTEPUCTUK, HEOOXOMUMBIX LIS
CO3/IaHusl JICHICBBIX (PYHKIIMOHAIBHBIX KOPPO3UOHHO-
CTOWKHMX TOKpBITHH Ha ocHoBe TiC mjIs 3JeMEHTOB
rpaduTOBOM apMaryphl, HCIOJB3YIOMUXCS B BBICOKO-
TEeMIEpaTypHBIX Mpolieccax CUHTe3a KapOuaa KpeMHHS
W HUTpuaa amoMmuHus. HeoOxomum momck HamOosee
9KOHOMUYHBIX METOJOB HAHECEHUs 3aILUTHBIX MOKPbI-
THil, He TpeOyIomMX JOPOTOCTOSIIEH ammapaTypsl
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1 MO3BOJIAIOIIUX TOJYYaTh IMJIOTHOC 3allIUTHOC IOKPbI-
THC TOJ'IH.IPIHOf/i B ICCATKH MUKPOMETPOB.

3KcnepumeHTaanaﬂ YyacTb

B Hacrosell pabote MmIeHOUHOE MOKPHITUE U3 Kap-
Onaa THTaHA CO3/1AaBANM MyTeM HAHCCCHHUS Ha rpaduro-
BbIE JCTAJIM PEAKIIMOHHON CMeCH, CoAepKallei mopou-
k00OpasHbIii quokcun tutana TiO, (OCY 7-3), anresus
U pacTBOpUTENb. B KauecTBe aAre3MBOB UCIOIb30BAIU
pasnuunble (heHON(OPMaTbACTHAHBIE CMOIBI, PACTBO-
puTeneM CHayXui 3TUIOBbIH cnupT. CMech HaHOCHIIM
P KOMHATHON TEMIIepaType Ha IOBEPXHOCTH rpadu-
TOBBIX J€Tajiei, BBIOJHEHHbIX M3 Pa3jIMYHBIX MapoK
rpadura. /leranm moaBepraiM CymIKe Ha BO3AYXE IIPH
t=80+100 °C, 3arem MmpOBOAWJIN OTKUI HAHECEHHOTO
MOKPHITHA B (hopBaKkyyMme mpu Temneparype 10 1900 °C
B TeueHue 45 u.

B kauecTBe OCHOBHI JIT HAHECEHHS MOKPBITHSA Kap-
Ouja THTaHA MCIIONIB30BAJIH JIeTAIN U3 rpaduTOB TOITY-
JISIPHBIX MAPOK, BBIITYCKAEMBIX OTCYECTBCHHOM TPOMBIIII-
JICHHOCTBIO, 2 UMEHHO: MaJ030JbHbIH IKCTPY3UOHHBIH
rpapur I'M3 [23], MeNKO3epHUCTHIN TUIOTHBIN TpaduT
MIII'-6, mnomywyaemblii MeTogOoM mpeccoBaHus [24],
u m3ocTarnueckuit rpadur 1-3 [25].

[onyueHHblEe MOKPBITUSI JUATHOCTUPOBAIU METO-
namu  pentreHocTpykrypaoro (PCA) u pentrenodga-
30B0oro (P®A) ananu30B, pacTpoOBOH 3JIEKTPOHHOM
Mukpockornuu (POM), ontryeckoit Mukpockornuu (OM),
sHeproaucnepcuonHoro ananuza (POM I/1C), npodu-
JIOMETPHH U TPHOOMETPHH.

@Da30Bblil cOCTaB MPOAYKTOB HA Pa3IMYHBIX CTAIUSIX
mporecca CHHTE3a HCCICAOBAIM HAa PEHTTCHOBCKOM
nudpaxromerpe «D2 Phaser» (Bruker AXS, I'epmanust),
OCHAIIEHHOM PEHTI'€HOBCKOH TPyOKOil ¢ MEIHBIM aHO-
JI0oM H HukeneBbIM [(-¢uiasrpoM. a3oBelii cocTaB
OTIPEACISUTH C MOMOIIBIO CIEHHATH3NPOBAHHOTO IIPO-
rpammHoro nakera EVA (Bruker AXS, I'epmanus) Ha
mudpaknnonHoit 0ase manabix ICDD, PDF-2, release
2014 (PDF-2 Powder Diffraction File-2, ICDD, 2014).
Jis pacdera mapaMeTpoB 3jeMeHTapHou sueiiku TiC
npuMeHsIa BHyTpeHHui ctanaapt NaCl, ceprudunupo-
BaHHBIH MOponIkoBeIM cTtagapToM XRD Si640f (NIST,
leitrepcOypr, Moapunenn, CILIA). Pacuer mpoBoauiu
C WCIOJNB30BAaHMEM MeTofda PurTBenmbma B pamkax mpo-
rpamMMHoro obecnedeHus «Topas-5» ¢upmsr «Bruker.
[orpemnocts coctassna £0,0001 A.

Merogamu PCA ompenensiiu napaMeTpbl pelLIeTKH,
HaJIM4ME TEKCTYPHI, BEININHY KPHCTAJUINTOB M MUKPO-
nedopmanuu 2-ro poaa.

Hanpsokerns 2-ro pona (MUKpOHAIIPSDKEHUS B 00be-
Max KpUCTAJJIUTOB WJIM MO3AaUYHBIX OJIOKOB) U pa3Mepsl
oOnacteit korepentHoro paccesHusi (OKP) omenuBanm
M0 YHIMPEHHSM PEHTTEHOBCKUX PEe(IeKCOB TPH peru-
crpannu 0/20-KpHBBIX Ha Iu(paKTOMETpe. YIIHNpEeHHe
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00OBIYHO BKJIFOYAET CIIEIYFOIINE COCTABIISIONINE: HHCTPY-
MEHTAJIbHOE YIIUPEHUE, YIIUPEHUE, BHI3BAHHOE MaJIbIM
pasmepoM kpuctamumToB (pasmepom OKP), a Takxe
VIIUpEeHHEe, 00yCIOBICHHOE MHKpoaehopmanmerd [26].
Paznenenne nedopmManioHHOrO W pa3MEpHOro BKJIa-
JIOB MPOBOJWJIM C IOMOILBIO MeTona BuibsiMcona—
Xomna [26], T.e. yUuThIBasi 3aBUCUMOCTH BKJIaJa B YIIIU-
peHue ot nopsiaka orpaxkenus (s 1-ro u 3-ro mopsi-
KoB oTpakeHust — 111 u 333 — xyOmueckoil pemeTku
KapOuga TtuTaHa). MHCTpYMEHTaJIbHYIO MOIPEIIHOCTD
WCKJIFOYaJIH, UCTIONB3Ys JIaHHBIE M0 YIIMPEHUIO MHUKOB
COBEpILIEHHBIX MOHOKPHUCTAJIOB (KPEMHUS, T€pPMaHUs)
Ha ONMM3KUX yriaax audpaxium.

1 OUEeHKU MHCTPYMEHTaJbHON COCTaBIISIOLICH Ha
OpATTOBCKUX yIIaX, COOTBETCTBYIONINX peduercam 111
u 333 xapOuja TUTaHa, MPUMEHSUIA BBICOKOKAYECTBEH-
HbIE MOHOKPHUCTAJIIBI KpeMHUSI U repMmanus. s ped-
nekca 111 Ha yrae 20 = 35,9° mjist HHCTPYMEHTAJIBHOM
COCTAaBJISIIOLIEH UMEeeM

BHHCTP =1,9-10* pan,

a s pedexca 333 (26 = 135,1°)

Bunerp = 70" 10 pan.

Jast opmbl TU(GPAKITMOHHBIX KPUBBIX YCTAHOBICHO
COOTBETCTBHE IKCIEPHMEHTAIBHBIX JAaHHBIX pacrpesie-
neHuro [aycca (HOpPManbHBIM 3aKOH pacrpeiecHus),
MO3TOMY HCIIONB30BAIN (OPMYILY IS CIOKEHHS KBal-
paToB YIIMPEHUI OT pa3HBIX HCTOYHHUKOB!

2 2 2 2 2 2
BZ = BHHCTp + ﬁan + BL,, = BI/IHCTP + B(pm’

rae B — cyMMapHOE yHIMPEHME; Bm—lc’rp — UHCTPYMEH-
TanbHOe; B, — yWwMpeHue, BbI3BaHHOE aepopmaumeit
pELIeTKH B HANpaBICHUH AW(PPAKIMOHHOTO BEKTOPa;
B 1, — YIIHPEHHE, BBI3BAHHOE KOHEUHBIM pasmMepom OKP;
B s ¢m3ngeckoe ymmpenue. VzBectHo, 4To

B., = 4¢,tgb, (1)
A

= S — 2

Pr, L, cosO @

rie € = Ad/d, d — MEXIII0CKOCTHOE PacCTOSHHUE.
TonmuHBl HAHECEHHBIX IMOKPBITUH  ONPENEsIN
metoaamu POM, POM BJ1C u OM 1o nutudam CTpyKTyp
«kapbun TutaHa — rpaduToBas ocHoBay. [1lnmnder u3ro-
TaBIMBAIM Ha TOPIAX CTPYKTYPHI, MOJYYSHHBIX METO-
JIOM W3JI0Ma WJIM BBIpE3KH 00pas3IoB C MOCIEIYOIUMH
oTmepanusIMy 3aTOPIIOBKH, NITU(POBAHUS U MOITUPOBAHHSL.
[IpoBenena oreHka TpPUOOJOTHUECKUX CBOMCTB
nokpeiTua u3 TiC (tonumuoit 10 MxkM) Ha rpaduro-
Boil momnoxke (rpadput M-3) ¢ KOHTpTEnaMu U3 KOH-

crpykuuonHod cramm (LIX-15) n xepamuku (ZrO,)
Ha mammne Tpeauss FMT-5000 cornmacHo cTaHAgapTHOM
MeToauke (B cucteme auck—Imap). CKOpocTh Bpaile-
HUS JAHMCKa cocTapisuia 60 00/MUH (JTMHEHHAsT CKOPOCTh
0,03 cm/c), paguyc TOpOKKHA TPEHUS — 5 MM, HHTEPBAI
Harpy3ok — 10-200 H.

Jns OLeHKM XMMHYECKOH CTaOMIBHOCTH Tpaduro-
BbI€ JJIEMEHTHl C HAaHECEHHBIM 3aILUTHBIM IOKPBITHEM
BbIIepkuBay pu temmneparype 2100 °C B teuenue 10 g
B ipucyTcTBUH moporuka SiC.

Pe3ynbrathl M X 0b6cyxneHue

MexaHunzm nporecca cuHTe3a. I1o onenkam [27],
XMMHYECKasi PeakIys B CMECH IIOPOIIKOB OKCHIa THTaHA
u yrepoaa Haunnaetcs npu ¢ = 1300 °C, a npu 1500 °C
y’Ke MOXKET OBITh MOy4YeH ofHO(a3HBIN KapOua THTaHA.
Bouto ormeueHo [28], 4TO cTeneHb NpeBpalleHns THOK-
CHJia TUTaHa B KapOu/ O1u3Ka K 1 B TemMIreparypHOM Jua-
nazone 1500—3340 K. B nacrosueit pabote npoBoaniIn
PO®A mponyKkToB peakLUMOHHOW CMeCH, HaHECEHHOU
Ha TIOBEPXHOCTb I'paUTOBBIX HU3AEIUA M BbIIEpIKaH-
Hoit mpu ¢ = 1500 °C B ycnoBusax ¢opsakyyma (<1 Ila)
B Teuenue 1 4 (puc. 1, a).

[omy4eHHBI TPORYKT MPEACTaBISI COOOM cMech

OKCH0B Ti203 n TiO u kapOuI0B TUTaHA TiC0 957 1 TiC.
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Puc. 1. Pentren-nudparrorpamma (Cuk -uziydenue)
npoykToB B3aumoseiicteus TiO, ¢ ymieponom

a—t=1500°C,t=19;6-1900°C, 1 g

Fig. 1. X-ray diffraction patterns (Cuk radiation)
of TiO,~carbon reaction products

a—t=1500°C,t=1h;6—-1900°C, 1 h
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Puc. 2. Ontudeckast MukpodoTtorpadust yuactka nunda

Fig. 2. Optical micrograph of a polished cross section

Taxum 06pa3oM, MOXKHO MPEAION0KNTE, YTO TpEBpaIle-
HUE IIPOUCXOIUT Yepe3 MPOMEKYTOUHBIC CTAINN 00pa3o-
Banus Husmmx okcunos (TiO u Ti,0,), B cooTBETCTBUN
¢ mpuranunom A.A. baiikosa [29]:

TiO, — Ti203 — TiO — TiC.

[Tocine Beinepskku npu ¢ = 1900 °C, Taxke B TeueHHE
1 4 B ycioBusx gopBakyyma (puc. 1, 6), Ha Bcex Mapkax
rpaduTa peakipsi oOpa3oBaHUs KapOWa MpoIia MoJ-
HOCTBIO: OCHOBHas (haza — KyOU4ecKuit TiCO’957 (xampa-
OaeBut, crpykrypa NaCl), ¢ HeOOIBIIUM KOJHUECTBOM
rpaduTa, BO3HHKIIIETO, 10-BUIMMOMY, B pe3ylbTare rpa-
(buTH3aIMK aAre3nBa.

B pa6ote [30] orMedanoch, 4YTO 3HAUUTENbHAS CKO-
pocTh TBepa0(a3HBIX pPeakiMid KapOUuaU3alud OKCHIIOB
MOXeT OBITh 00BSICHEHa 00pa3oBaHUEM MapoBOH (ha3kbl,
azcopOupyromeiicss Ha YIIEPOOHBIX MOBEPXHOCTSX.
B Hacrosimedt pabore Mbl HaOMIOIAIM, HapsLy ¢ Hapo-
BOi1 (hazoii, mepepacnpesiesicHHe peakIIMOHHON CMECH 10
MOBEPXHOCTH rpaduTa 3a CYEeT MOTEKOB JKUJIKOH (a3bl
(BeposTHo, TiO,).

TonwmHa. Ha nznome crpykrypel «TiC Ha rpa-
¢dure» TOMMUHY MOKPHITHA MeTogoM OM ompeneinuTh
HE YJIaJoCh W3-3a OTCYTCTBUSI KOHTpacTa. Ha mumde
MOCJIe TIOJMPOBAHUS TIOSIBIICTCSI 3HAYUTEIBHBIA OITH-
YECKUI KOHTPACT BCJIEJCTBHE CYIIECTBEHHO PAa3IMYHBIX
MEXaHUYECKHX CBOMCTB KapOmma THTaHa H rpadura,
YTO TO3BOJISIET OLEHUTH TOJIUHY MOKPBITUS (puc. 2).
Tak kak rpadut oOnmagaeT 3HAYUTEITHHON TOPUCTOCTHIO,
a TpeBpallieHne OKCHJIOB B IIpoliecce CHHTe3a KapOu/a
MIPOHMCXOANT C YUACTHEM XHUIKOH (pas3bl, MOKHO TIPEAIIO-
JOXUTh, 4T0 OM-uccnenoBanus UUTHM(OB JAlOT 3aBbI-
[IICHHBIC 3HAUYCHMS TOJIINH TOKPBITHH.
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POM DJIC-kapTupoBaHHE ydacTKa TOH ke CTPyK-
TYpHI TaeT CYIIECTBEHHO MEHBINUE 3HAYCHUS TOJIIIHEI
(puc. 3): 20-25 mxm mpotuB 50—-60 MKM Ha puc. 2.

[IpoHHKHOBEHHE >KUAKOTO OKCHIA B MOPHI Tpadura
U €ro B3aWMOAEHCTBHE C OCHOBOW JOJKHBI NPUBOIUTH
K pasmbITHiO rpaHulsl «TiIC—rpadur» U 00pazoBaHHIO
MO CJI0eM KapOujaa THUTaHA MPOTSHKEHHOTO «KOMIIO-
3UTHOTO» CJIOS, COCTOSIIIETO B OCHOBHOM W3 Tpadura.
Pasmbitie rpamuisl  «TiC-rpadur» MOXKHO BHICTD,
Harpumep, Ha puc. 4.

Mopgonorus. Ha uzocrarnueckoM rpapure o0bId-
HO HaOJIOIAIH TUIOTHYIO TIOCKYIO TOBEPXHOCTD TIOKPHI-
TS KapOujga THTaHa M3 CPOCIIMXCS KpPUCTAJUIUTOB,
nveromux pasmep 10-30 mxm (puc. 5, a). s menee
IUIOTHBIX MapokK rpadura XapakTepHa Oosee pa3BUTas
MTOBEPXHOCTb, COCTOSIIIAS U3 CTONIOYATHIX KPHUCTAJLIATOB,
IUIOXO CPOCIIUXCS APYT € APYyroM (puc. 5, 6).

JepekTHas cTpykTypa. Ha TOJCTBIX MOKPBITHIX
(>30 MxM) HaOmOmaNM JOKAaTbHOE PACTPECKUBAHHE —
OYEBHUIHO, BCIICICTBHIE PA3HOCTH TEMIIEPATYPHBIX KO-
¢unuenros auHeitHOTO pactmpenus (TKJIP) mokpertus

Puc. 3. POM DJIC-u3o00paxenue yyactka muida (cMm. puc. 2)

Fig. 3. SEM—-EDS image of a polished cross section (see Fig. 2)
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Puc. 4. POM-usobpaxenue nudpa
B yIIPYyTroOoTpa)keHHBIX dekTpoHax (BSE xoHTpacr)

Fig. 4. SEM image of a polished cross section
in backscattered electron (BSE) contrast

W OCHOBBI JIJISl BCeX Mapok rpadwuta (puc. 6). Hanmmaue
MEXaHUYECKHUX HAIMpPsHKCHUH 1-ro poma ObLIO BBIIBICHO
¢ ucnonk3oBanueM metona PCA (cm. nanee tad. 2).

Hanunuyne tekctypsl. OOBIYHO 3alIUTHBIC MOKPHI-
THUS, TIOyYCHHBIC HA TPa()UTOBBIX KOMIIOHEHTaX METO-
JTAMU XUMHYECKOTO OCaKIACHUS M3 Ta30BOH (a3, HIMEIOT
Pa3BHUTYIO OCEBYIO TEKCTYpy B HAIlpaBICHUM HOPMAJIH
K TMOBEPXHOCTH TpaduTa (B YaCTHOCTH, JUIA KapOujia
TaHTaja ATo OTMedaeTcs B padote [31]).

OnTuManbHBIM 7SI 3aIIUTHBIX CBOWMCTB ITOKPBITHSI
SBJICTCS COCTOSHHE 0€3 TEKCTYphl, KOTOpOE XapakTe-
pHU3yeTcsl OTCYTCTBUEM CKBO3HBIX TpemuH [31]. B cBoro
odepesb, HaJIU4YKe cllaboi POCTOBOW TEKCTYPHI ITPUBO-
AT K JIy4IIeMy CPacTaHWIO KPUCTAJUINTOB W JIyUIICH
[JIJIKOCTH M CIIOIIHOCTH CJIOS TOKPBITHS.

Jns OIeHKH HaNW4us WIH OTCYTCTBHSL POCTOBOM
TekcTypsl TiC ObUTM HM3MEpEHbl MHTEHCHUBHOCTH PEH-
TreHOBCKUX peduiekcoB (0—20-moma) 3a BerueToM (hoHa
JUIS TUICHOK KapOW/ia THTaHa, HAHECEHHBIX Ha ITACTHUHEI
13 BBIOpaHHBIX Mapok rpadura (obpasen / — M3, 2 —
MIIT-6, 3 — M-3). B xauecTBe 00pa3llOB CpaBHEHHS
WCTIOJIb30BaHbl MONIMKpUCTAIUINYeCKUit oOpasenr TiC,
npeAcTaBieHHbIN B kapToTeke ASTM — 035-0801 [32], a

Puc. 5. Mopdosorus moBepXHOCTH 3aUTHOTO MOKpbITUst (OM)

a —Ha rpacdure U-3; 6 — na rpacdure MIIT-6

Fig. 5. Surface morphology of the protective coating (optical microscopy image)

a — on I-3 graphite; 6 — on MPG-6 graphite

i

e
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Puc. 6. POM-dotorpaduu nmoBepXHOCTH MOKPHITHS Ha rpadute I'M3 ¢ pa3HbIM yBeTHYCHHEM

CTpeJ'IKI/[ YKa3bIBarOT Ha TPCILIWHBI HA TIOBEPXHOCTH

Fig. 6. SEM image of the coating surface on GMZ graphite at different magnification

The arrows indicate surface crack

75



DM v on

W3BECTUA BY30B

U3BECTUA BY30B. TOPOLIKOBAA META/IIYPTUA U ®YHKLMUOHANDBHLIE MOKPbITUA. 2025;19(5):70-79
AchaHacbes A.B., bbikos F0.0.u dp. MoKpbITUe U3 Kapbuaa TUTaHa 415 rpadUTOBOM apMaTyPbl BbICOKOTEMNEPATYPHBIX ...

Tabaunya 1. UnteHcuBHOCTH peduiekcoB
0030pHBIX TUdpakTorpamm odpazuos TiC

Table 1. Intensities of X-ray diffraction peaks
for TiC samples

MHTEHCUBHOCTD, OTH. €]I.
Pegunexc Ob6pasen ASTM, | Mopomok

1 2 3 035-0801 TiC
111 100 100 100 100 100
200 64 86 52 137 110
220 37 42 18 82 82
311 19 22 16 41 65
222 16 16 22 23 47
400 4 5 5 14 30

taxke nopomok TiC, cunTe3upoBaHHbIi HaMmu (Oe3 rpa-
¢uTOBOI OCHOBBI). UHTEHCHBHOCTH pediIeKcoB, MpHBe-
JIeHHbIE K MTHTEHCUBHOCTH peduiekca 111 coorBeTcTBYy!IO-
iero o0pasia, MpeICTaBIeHbI B Ta0. 1.

ITo nanubM Tabm. 1, 0Opasupl /—3 ¢ OONBIION J0Nei
JIOCTOBEPHOCTH XapaKTEPHU3YIOTCS HAIUYAEM POCTOBOH
aKkcuasIbHOM TexcTypsl [111].

OnpepeneHuns nepuona MAEHTUYHOCTU U Ha-
npsoxkeHun 1-ro poaa. PesynabsraTbl u3MepeHus nepu-
oo pemetkd TiC mpencraBieHsl B Tadi. 2 (morpenmi-
HOCTB OINpejiesieHus mapameTpos cocrasisna 0,0001 A).
[To nanasiM kapTorekn ASTM, paBHOBECHBIN MapameTp
Uil KapOuaa THTaHa COCTaBIIAET [— 4,3274(2) A.
3HavyeHus jgedopManuy pemeTKd KapOwga TUTaHA Ha
NETasIX U3 Pa3IMYHBIX MapoK rpaduTa, MpHUBEICHHEBIC
B TabJ. 2, BO BCEX CIIydasX UMEIOT OJUH 3HAK, II03TOMY
MOXKHO TPEINONOKUTh HaJIMYHE TEMIIEPaTyPHBIX Ha-

NpsOKCHUM Ha TpaHune pasgena «rpapur—TiC». Kak
U3BECTHO, MapKH Tpadura XapaKTepH3YIOTCS BBICO-
KOM aHM30TPOIMEH M LIMPOKUM CIEKTPOM 3HAueHHUH
TKIJIP, mpuuem nanusie o TKIJIP pa3auusHbIX Mapok
rpaduTa B JuUTEparype HEMHOTOYHMCICHHBI [33-36].
Hckitouenne cocTaBisiioT M30CTaTHUECKUE MapKH Ipa-
¢uTa, xXapaxTepu3yIOUIHecs H30TPOIHUCH (U3MIECKIX
cBoiicTB. TemmeparypHble KOA(QQHUIMCHTH JTUHEHHOTO
pacuIMpeHus UCIOIb30BaBIIUXCSI MAPOK IpaduTa Takxke
mpeAcTaBieHbl B Ta0m. 2. s cpaBHEHHMs, U1 KapOuaa
turana TKJIP = (7,0+8,0)-10° K-! [29; 37].

W3 Tabn. 2 BUOHO, YTO BeIMYHMHBEI Aedopmanuii He
TOJIBKO MMEIOT OJIMH 3HaK (TIOJIOKUTENBHBI), HO U KOP-
pemupytoT ¢ pazHocTsamu Mexay TKJIP kapOuna Tutana
U COOTBETCTBYIOIECH IpauTOBOM OCHOBEI. Takke oTMe-
THUM, YTO U30CTaTUUECKUN rpaUT HE ABISETCS JIydllei
OCHOBOI JIJIsl TUICHKH KapOu/1a TUTaHA BCIICJCTBHE BBICO-
KOT'O YPOBHS HaNpsKEHUH.

OnpepeneHne BeNYUHbI KPUCTA/I/IUTOB U
HEeOA4HOPOAHON MUKPOZepopMaLUM pPeLUeTKH.
JlaHHBIC pacyeToB MPECTABICHBI B Ta0M. 3.

U3zBectHO, 4TO OTHOWIEHHE [B,../B,,,, C yueTOM (op-
My (1) u (2), nexur B Auana3oHe

SO _p 49 | <Pos [ 18 5 45,
c0s 053,

Pinn tg0; 1,
NPUYEM €CIH BeM4nHa f,,./B,,, OIn3Kka K OTHOIIEHHIO
KOCHUHYCOB, TO IIABHOW MPUYUHON YIIUPEHHS JINMHHUN
spnseTcst Manoctb O0nokoB (OKP). B nmporuBHOM city-
Yae, MpH ee ONM30CTH K OTHOIICHUIO TaHTEHCOB, IJIaB-
HBI{ BKIIAJ B YIINPEHUE NAr0T MUKponedopmarmn. Kak
BUJHO M3 TaOIl. 3, Ui BceX Tpad)uTOB OCHOBHOW BKJIAJl
B YIIMPEHHE JIMHUN BHOCAT Majbie pazmepsl OKP, koto-

Ta6bnuya 2. Ilapamerpsl pemerku TiC Ha JeTaisix U3 pa3IMYHbIX MapoK rpadura

Table 2. Lattice parameter a of TiC and related characteristics on graphite substrates of different grades

Mapxka [Mapamerp TiC | Hedopmarms pemrerku TiC | TKJIP rpadura, ATKIJIP, 109 K!
rpadura a, A l-ropoma(a—a, a, . 106 K! Kapbuja TMTaHa U rpadura
I'™M3 4,3305 +7,2:104 4,5 2,5-3,5
MIII™-6 4,3290 +3,7-10* 6-8 0-1,0
u-3 4,3340 +1,5:1073 3-5 2,0-5,0

Ta6nuya 3. AHaIU3 (paKTOPOB YIIMPEHUS] PEHTI¢HOBCKUX JIMHUM

Table 3. Analysis of X-ray peaks broadening factors

O6pasert rpadura | Pedmexe | B, . 107 pan | By/By, | &, L,A

111 2,15

I'™M3 2,06 — 750-900
333 4,44
111 1,39

MIIT-6 2,84 — | 1000-1150

333 3,95
111 2,08

u-3 2,33 - 750-850
333 4,84

76



Poni e e

POWDER METALLURGY AND FUNCTIONAL COATINGS. 2025;19(5):70-79
Afanas’ev A.V., Bykov Yu.O., and etc. Titanium carbide coating for high-temperature graphite ...

pBI€, C yUETOM MOIPEIIHOCTEN U3MEPEHUI, JIexkKaT B ua-
MA30HE THICSYH AHTCTPEM.

Tpnbonornyeckne wucneiTaHusa. B cioydae
uctupanus nokpeitas TiC (TBepmocts mo Bukkepcy
3000 HV, Tommuna 10 MKM), HaHECEHHOTO Ha rpaduTo-
Byto (500 HV) momnoxky B BUE JHUCKA, OCYIIECTBIsIE-
Moro B nape ¢ mapom u3 ctanu HIX15 (1900 HV), uznoc
MOKPBITHS OTCYTCTBOBaN. [IpW HMCTHpaHWUM TOKPHITHS
TiC B mape ¢ ZrO, (12 000 HV) u3HOC MOKPHITHS TIPH-
CYTCTBOBAJI U B 4 pa3a MPEBBIIIAT H3HOC KEPAMHIECKOTO
mapuka ZrO,. B stom ciryuae nokpeitue TiC naunnano
paspymarbces npu Harpyske >90 H (mmpu aToM peructpu-
pOBalCh pe3KOe YBeJIWUeHHEe W pa3z0poc (HecTaOuiib-
HOCTB) CHIIBI TPCHUS, @ TAK)Ke IKCIIOHEHIIUAIBHBINA POCT
ckopoctH yryOnenus mapuka ZrO, B IIOKPBITHE NPU
TPCHUU B 3aBUCHMOCTH OT HArPy3KH).

B wucxomHoM cocTOSIHUE TpO(UIOMETpUYECKUE
[apamMeTphl TOKPBITHSA COCTaBIsUIM, MKM: R =1,973;
Rq =2,550; R_=14,096; R, = 17,547. [locie ucnpIranus
[IePOXOBATOCTh YBEIUUMIACH IPUMEPHO B 1,2 pasa.

TectupoBaHune B poctoBoin cucteme (SiC).
[Mocne BBIACPKKU TpaUTOBBIX IEMEHTOB C HAHECCH-
HBIM 3aIIIUTHBIM CJIOEM B KOHTAKTE C TIOPOIIKOM Kapouma
kpemuus (¢ =2100 °C, armocdepa aprona, P =200 Ila,
7 =10 4) usmenenust mopdosoruu u Ga3zoBoro cocrara
MOKPBITHS HE BHISBIICHBL

3aknioyeHune

[Ipocroii u nemeBbIil IByXCTaIUHHBIN KUIKO(DA3-
HBII» TPOIlECC HAHECEHHWs KapOWjga THTaHA U3 CMECH
Ha ocHoBe TiO, MOXKeT ObITh MCIOIB30BAH JUIA CO3/1a-
HUSl TIACCHBUPYIOIIMX CIIOCB HA JJIEMEHTaX Tpaguro-
BOIl apmarypsl, padoTarolieil B BBICOKOTEMIIEPATYPHbIX
rpoiieccax, Mpu HaJUYUKU arpeCcCUBHBIX Ta30BBIX CPE.
B xadecTBe KOHCTPYKTHUBHBIX 3JIEMEHTOB TpaduTOBOU
apMarypbl MPEANOYTUTEIHHO TPUMEHEHHE M30TPOITHBIX
rpauToB, MUMCIONIMX MHHUMAIbHYIO HOPHCTOCTh H,
BCJICJICTBUE DTOTO, JIYYIIYI0O MOPQOIOTHIO 3alIUTHOTO
NMOKpbITUA. [lodydeHHbIE MOKPBITHS XapaKTepU3yHOTCS
TekcTypol [111] n Hamuunem TeMinepaTypHbIX HalpsbKe-
HUH, BeJIMYMHA KOTOPBIX 3aBUCUT OT MapKu rpadura.
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MaTepuanbl U NOKPbITUSA, NONlyYaeMble METOAAMU afANTUBHbBIX TEXHONIOTUN
Materials and Coatings Fabricated Using the Additive Manufacturing Technologies

YOK 66.046.44 HayuHasa cmambs
https://doi.org/10.17073/1997-308X-2025-5-80-93 Research article

CUIEC
MoBbiweHne nnoTHOoCcTU NopucTbix CJ1IC-3aroToBok

n3 Kapbupa KpeMHus
NMPONUTKOM, MMPOJIU3OM U CUNTULUPOBAHUEM

b. b. By6nenkos'®, A. C. JKapmyxam6eros', 1. A. IBanos!,
I. C. lllapanos?, C. H. Becenkos?

TAO «HITO «IleHTpajabHblii HAYYHO-HCCIeA0BATENbCKHIA HHCTUTYT TEXHOJ0THH
mamuHocTpoenus (HHUUTMAILLL)»
Poccus, 115088, . Mocksa, yi. [llapukonoammmHuKkoBcKast, 4
2 AO «-HUM HIIO «JIYY»
Poccus, 142103, Mockogckas 001, T. [Tomoneck, yi. YKenesnonopoxHasi, 24

&) bogis13@yandex.ru

AHHoTaywms. JlaHHas CTaThs SBISCTCS MPOJOKCHUEM PabOThI 10 HCCIIEIOBAHIIO 00pa3IoB 13 Mopoiika o-SiC, moyJaeMbIX MO TEXHO-
joruu cenekTuBHoro jasepHoro crekanus (CJIC) [1]. PacemarpuBatoTes rujpocraTudeckas INIOTHOCTb, @ TAKKE MUKPOCTPYKTypa
MOBEPXHOCTH U BHYTPEHHUX CEUCHHUH MOPHUCTHIX 3arOTOBOK M YILIOTHEHHBIX C HOMOLIBIO ocToOpadorku. [IpoBenena anpodarms
JIByX CIIOCOOOB 1MOCTOOPAaOOTKHU ISl MIOBBILICHHS UIOTHOCTH MOPUCTBIX 3aroTOBOK. [1epBblii criocod — yIioTHEHHE 3a CUeT CHIIH-
LPOBAHUsI, TAaK Ha3bIBAEMOM MponuTku paciuiaBoM kpemuust (LSI), wmu xuaxogasHoii nponutku. Bropoii criocod yrmoTHeHus
SABJIACTCA FI/IGpPUIHl)IM H13-3a COYETAaHUA METOAA MPOMUTKHU IMOJIUMEPOM HOpHCTOﬁ 3aroTOBKHU C IMOCICAYIOIUM IMUPOJIN30M U CUIIU-
UpOBaHHEM — Tak HasbiBaeMblii PIP Meton, coBmeniennbiii ¢ LSI. J{ns cTaHmapTHBIX METOIOB MPECCOBaHMs THOpUIHAsS 00pa-
6otka PIP + LSI no3Bonsier copmMrpoBaTh MOBBILICHHYIO OO KapOuia KpeMHHsI B MaTepuasie o cpaBHeHuo co criocobom LSI,
YTO OJIArONPHUSTHO CKa3bIBACTCS HA MEXaHUUECKHUX M TeIIopU3NUeCcKUX cBoWcTBax. 1o pe3yabTaTraM McciiefoBaHUil yCTaHOBICHA
3aBUCHUMOCTD cozepskanus a3 SiC, Si, C B MaTepuane u OTHOCUTEIBHON IIOTHOCTH OT KOJMUYECTBA I[UKIJIOB MPOIHUTKH, MUPOJIU3a
1 croco6a moctoopadboTku. OOpa3ibl U3rOTABIUBAIUCH C PA3IMYHON BBICOTON ¢MTUHUIHOTO cJ10si — 30 1 50 MxkM. OOpasIibl ¢ BBICOTOM
ciost 30 MKM UMeITH OOJBITYH0 HAYaIbHYO TUIOTHOCTD, YeM 00pasiibl co cioeM B 50 MKM, a Takxke TpeboBanu 2—3 MPOMUTKHU s
HACBIIICHUS YIVIEPOJOM, B OTIIMYKE OT 4—5 nponuTok Bo BTopoM ciy4dae (50 Mxm). @uHanbpHas MIOTHOCTH 00pa3LoB HPH BBICOTE
cnos 30 u 50 MKM HaxouIach NPUMEPHO Ha OJHOM ypoBHE — He Gonee 2,88 r/cm®. [l 06pa3LoB, MPOIIEAIIMX TOIBKO CTaUI0
CMJIMLMPOBAHMS, TJIOTHOCTh cocTaBuia 2,52-2,65 r/cM?, uTo MeHblle, 4eM y 00pa3LoB Mocle MOJHOTo LUKJIA MOCTOOPabOTKH.
PasHuia mioTHOCTH 00pa3iloB HE CBA3aHa C MOPUCTOCTHIO — HAMPOTHUB, IOPUCTOCTh MEHbINE B oOpasiax mocie LSI. ITo pesyinb-
TaTaM KOJIMYeCTBEHHOTO MUKPOCTPYKTYPHOTO aHaIM3a Pa3HHLA INIOTHOCTH 00yCIIOBIIeHa B 2 pa3a OOJIbIINM COepIKaHueM CBOOOI-
HOTO KPEMHHUsI, KOTOPBI MMEET IUNIOTHOCTh HIKe, ueM y SiC, CHIDKast TeM caMbIM 00I1yI0 MI0THOCTh LSI-00pa3ios.

KnroyeBble csioBa: celieKTUBHOE JIa3€pHOC CIICKaHUEC, Kap6I/II[ KpEMHUS, YINIOTHCHUEC, CUJIMIINPOBAHNE, PCAKITUOHHOE CIICKaHUEC, ITPOIIUTKA
paciuraBOM KpEMHUS, BBICOKOTEMIIEpATypHast KEpaMuKa, MOpucTas KEpaMukKa, HOCTO6pa60TKa

Ana yntuposarnns: Byouenros B.b., XKapmyxambetoB A.C., MBanos U.A., Illapanos U.C., Becenkos C.H. IloBbliieH#e MIOTHOCTH
nopuctbix CJIC-3aroToBOK M3 KapOuIa KPEMHHUs IPOIUTKON, MUPOIM30M M CHITMLUPOBAHUEM. H36ecmus 8y306. [lopouikosas me-
maypeus u ynkyuonaivivie nokpoimus. 2025;19(5):80-93. https://doi.org/10.17073/1997-308X-2025-5-80-93
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Densification of porous SLS SiC preforms
through polymer infiltration, pyrolysis,
and liquid silicon infiltration

B. B. Bubnenkov! %, A. S. Zharmukhambetov!, I. A. Ivanov!,

L. S. Sharapov?, S. N. Veselkov?

LJSC “Scientific and Production Association “Central Research Institute
of Mechanical Engineering Technology (CRIMET)”
4 Sharikopodshipnikovskaya Str., Moscow 115088, Russia
2 JSC “Scientific Research Institute and Scientific Production Association “LUCH”
24 Zheleznodorozhnaya Str., Podolsk, Moscow region 142103, Russia

B3 bogis13@yandex.ru
Abstract. This article continues the research on a-SiC powder preforms produced by selective laser sintering (SLS) [1]. The study

examines the hydrostatic density and microstructure of the surface and internal cross sections of both the porous preforms and
the densified specimens obtained through post-processing. Two post-processing routes were tested to increase the density of porous
SLS preforms. The first method involved densification by silicon infiltration (liquid silicon infiltration, LSI). The second method
was hybrid, combining polymer infiltration and pyrolysis followed by silicon infiltration (PIP + LSI). For conventionally pressed
materials, this hybrid treatment forms a higher fraction of silicon carbide in the structure compared to LSI alone, which has a benefi-
cial effect on mechanical and thermophysical properties. The study established the dependence of SiC, Si, and C phase contents and
the relative density on the number of infiltration and pyrolysis cycles and on the post-processing route. Specimens were fabricated
with different single-layer thicknesses (30 and 50 pm). Specimen with a 30 pm layer thickness had a higher initial density than those
with 50 um layers and required only 2—3 infiltration cycles for carbon saturation, compared with 4—5 cycles for the 50 um specimens.
The final density of the specimens with both layer thicknesses was approximately the same — no higher than 2.88 g/cm?. The density
of specimens subjected only to silicon infiltration was 2.52-2.65 g/cm?, which is lower than that of the fully post-processed speci-
mens. This density difference was not due to porosity; in fact, the porosity was lower in the LSI specimens. According to quantitative
microstructural analysis, the lower density resulted from nearly twice the content of free silicon, which has a lower density than SiC

and thus decreases the overall density of the LSI specimens.

Keywords: selective laser sintering, silicon carbide, densification, siliconization, reaction sintering, liquid silicon infiltration (LSI), high-

temperature ceramics, porous ceramics, post-processing

For citation: Bubnenkov B.B., Zharmukhambetov A.S., Ivanov I.A., Sharapov L.S., Veselkov S.N. Densification of porous SLS SiC
preforms through polymer infiltration, pyrolysis, and liquid silicon infiltration. Powder Metallurgy and Functional Coatings.
2025;19(5):80-93. https://doi.org/10.17073/1997-308X-2025-5-80-93

BsepeHue

[lopucTeie  KepamMudeckne MaTepHalbl — IIHPOKO
WCHOJIB3YIOTCS B TPOMBIIUICHHOCTH JJIsl Pa3JIMYHbIX
Ha3HAUCHWI: HarpeBaTend, (QUIBTPHL, KaTalu3aToOpBI,
Teron3oasaTopsl U 1p. Kapoua kpemuus (SiC) B nopu-
CTOM BHJE YacTO NMPHMEHICTCS KaK (GUIBTPYIOMINH dJie-
MEHT NP pa3iMBKe HA METAJUIypPrHUYe€CKOM IPOH3BOJI-
ctBe. [lopucrast cTpyKTypa MOKET OBITH MCITOIh30BaHA
W JUIs KaTaln3aTopa B KayecTBe KapKaca JJisi HaHeCeHHS
KaTaJIUTHIECKOT0 MOKPHITHA. [l Takoro poma mpu-
MEHEHHI MOPUCTOCTh BapbHpyeTcs B nuamnasoHe ot 70
10 20 %. Jlis 3aroToBOK, ITOJy9a€MBIX CEJIECKTUBHBIM
na3epHbiM crniekanueM (CJIC), mocTwKuma MOPHCTOCTh
Ha ypoBHE OT 55 m0 15 %, 9T0 MOTEHIIMAIEHO MOXKET
WCIOJIB30BaThCS JUIA MPOU3BOJCTBA TAKOTO poja H3Je-
nuii. JlonomautensHpM nipenmymectBoM Metona CJIC
SIBIISICTCSI  BO3SMOXKHOCTb ~ CO3/IaHUSI  MEPapPXUUECKOU
MOPHUCTOH CTPYKTYPHl B H3ICIHH, YTO MOXET OBITh

BOCTPEOOBaHO JIJISl TEINIOOOMEHHBIX U TEIUIOPErYIIUpY-
IOIIHMX DJICMEHTOB, TA30BBIX U JKHIKOCTHBIX (DUIIBTPOB,
KaTaJM3aToOpoB, TaTINKOB JUIS PaOOTHI B arpecCHBHBIX
YCIOBUSIX, MEAUIIMHCKUAX UMILIAHTOB.

B pesynwrare nazepnoro Bozaeiictsust npu CJIC mpo-
HCXOIUT CIICKAHUE YACTHI MOPOIIKA KapOuIa KPEeMHHUs
32 CYCT BBHICOKOCKOPOCTHOTO MEXaHH3Ma «HCIapeHHe—
KOHJICHCAIIUsD, KOTOPBIN MOIPa3yMeEBaCT ACKOMITO3UIIUIO
SiC mpu cyOonuManuu ¢ MoCJIeAYONIeH KOHICHCAIHEH.
[ToBepXHOCTh YACTHI[ MCXOIAHOTO IOPOIIKA MOABEpra-
eTCsl JAHHOMY TIPOIIECCY, BCICACTBUC YETO OCYIICCTBIIS-
€TCsI OBAJIU3AIIMS OCKOJIBYATHIX YaCTHUIl C 00pa30BaHHEM
MHKpOYacTuIl Hectuxuomerpudeckoro SiC, wu Si co
cpenHuM pasMepoM MeHee 1 MxM. [IpomayKThI JEeKOMITO-
3WUIUH TIPE/ICTABICHBI HAa MOBEPXHOCTH YACTHIl MCXOI-
HOTO MOPOILNKA B BHIC CPEPHUCCKUX MHUKPOYACTHII. 32
CUCT TePMHYECKOTO BO3JICHCTBHS Ha TOBEPXHOCTH HCXO/I-
HBIX YaCTHII MOPOIIKAa U (POPMHUPOBAHUS HA UX MOBEPX-
HocTH Gosiee nerkoraBkux (a3 Siu SiC,  mpoucxoasr
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B3aMMHOE CKOJIB3AIIIee IBUKCHUE U YIUIOTHEHUE YaCTHII
MOPOIIKa B OONACTH CIEKAaHWS C NANbHCHIINM B3aUM-
HBIM CKPEIJICHHEM B XO/Ie KPUCTAIUTA3ANU B (POPMHUPO-
BaHueM rnopuctoro kapkaca CJIC-3arorosku [1].

CTOUT OTMETHUTb, YTO JUISA MPHUJAHUS JOMOTHUTEIh-
HOW MPOYHOCTH MONYyY4aeMOMY MOPHCTOMY KapKacy
CJIC-3aroTOBOK MOXKET TOTPeOOBAThCS JOMONTHUTEIb-
HBI TIPOW3BOACTBCHHBIA IMKJI B BHIC CICKaHUS 0e3
MIPUIIOKEHUS TaBJICHHS TIPH CTaHAAPTHON TeMIlepaType
UL Takoro poxa mpoueccoB (00sraHO Bhime 1800 °C)
1 HeOOJbINON BhIepKKe (3—5 4). HeobxoaumocTs naH-
HOU orepanuu OOYyCIIOBICHA NOBOJIBHO CIAOBIMHU CBSI-
35IMH MEX]Ty YaCTUIIAMH TIOPOIIKA B 3aTOTOBKE, KOTOPHIC
BO3HHKIH B IIPOIECCE BBLICOKOCKOPOCTHOTO CITCKaHMS
M0 MEXaHW3MY HCIAapCHUS—KOHACHCAIIMH M COJEpIKaT
JIOJTIO CBOOOMHOTO KPEMHUS, KaK ITOKAa3aHO B IPEIbI-
nymem uccnenoBanuu [1]. B mpomecce criekanusi 6e3
IaBJICHUsT OyIeT MOCTUTHYTa MPOYHOCTH CBS3EH MEXITy
YacTUIaMH 3a cdeT Ooliee MOJHOTO U OOBEMHOTO TPO-
TekaHus AU(pPy3UOHHBIX MPOLIECCOB HA paHHUIAX KOH-
TaKTa YacTHUI] MOPOIIKA IO0J] BIUSHHEM TEMIIepaTyphbl
CHEeKaHUs C OONBIIUM BpPEMEHEM BO3ICHUCTBHS, UM
B CJIC-mpouecce.

Comemnienne MmetomoB CJIC u  TpaaIuIIMOHHOTO
criekaHusi 0e3 JaBJICHUSI MO3BOJUT MMOMY4aTh H3ICITHS
U TOPUCTHIC CTPYKTYPHI C 3aJaHHBIM KOHTPOIHPYEMBIM
YPOBHEM TIOPHUCTOCTH M CIIOKHOM TeoMeTpuen [ist
BBICOKOTEXHOJIOTUYHBIX Pa3BUBAIOIINXCS OTpaciei mpo-
MBIIUICHHOCTH, HY)KJAIOIIUXCS B TAKUX U3ACTHIX.

OpHaKo, HECMOTPS HA ONPENEICHHBIH CIPOC B IIPO-
MBIIUICHHOCTH Ha MopucThie SiC-u3enus CI0KHOM reo-
METPUH, HAaHOOIBIIAs OIS CIIPOCA MPUXOAUTCS Ha H3/e-
JUSL ¢ BBICOKOH IJIOTHOCTBIO. DTO 00yCJIOBIEHO OoJjee
BBICOKIMU MCXaHHYCCKUMH W  TCIUIOPU3MUCCKUMU
CBOMCTBAMHU TaKOTO MaTepHualla, KOTOpPbIC PacIIUpPSIOT
00JIaCTh €ro MPUMEHCHUSI.

W3BecTHO, 4TO B pasziMyHBIX METOAAX AJTUTHBHBIX
texHonoruit (AT) mms SiC oTHOCUTENBbHAS TUIOTHOCTD
moimy4yaeMmbIX  3arotoBok  SiC-meraneit  cocraBisieT
00praaO 40-85 %, mostomy mopuctele CJIC-3aroTOBKH
HY)KIAIOTCA B IMOCTOOPAOOTKE C LENbI0 YBEITHYCHHS

IJIOTHOCTH MaTepuayia Jjisl yIOBJIETBOPEHHUs TpeboBa-
HUW K CBOMCTBaM IUIOTHBIX jeraneit [2; 3].

JUiss TIOBBINICHUS! TIOTHOCTH TOPHUCTBIX 3arOTOBOK
mgemuid w3 0-SiC, MPOM3BENCHHBIX CTAaHIAPTHBIMA
merogamu U Metopgamu AT, MOTYyT HCHOIB30BaThCA
Kak ra3o(asHoe YIUIOTHCHHE, BIIEPBBIC OMPOOOBAHHOE
B 1910-x ronmax [4], Tak ¥ CUIUIIUPOBAHUE — MPOIUTKA
pacmtaBoM kpemuust (liguid silicon infiltration — LSI),
u3BecTHOE ¢ 1960-X romoB [5].

MeTopabl ynnoTHeHUS NOPUCTbIX
SiC-3aroToBoK geTaneu

BapuaHThl peanu3aiuy METOIOB YIUIOTHEHHUS ITOPHUC-
TBIX 3ar0TOBOK jeTtaie u3 SiC npeacTaBieHbl Ha puc. 1.

["azodasHoe yruioTHEHHEe — XUMHYECKas HHPUIbTpa-
[US CHJIAHOB M3 TApOBOW (pa3bl B MOPUCTHIC MPECCOBKH
(chemical vapour infiltration — CVI). Coobmaercs [6],
YTO C MOMOIIBIO JaHHOTO METOoJa MOoJy4YeHa OoO0beMHast
MI0THOCTH TOTOBBIX AT-m3nenwit no 92 %, a mpoyHOCTH
Ha u3ru6 cocraBmia 300 MIla. OcraTodHas HOPUCTOCTh
o0yCIJIOBJIGHA TE€M, YTO YacTh MOP OKa3anaach H30JHPO-
BaHa OT MMOBEPXHOCTH [6].

CunnupoBaHue — CTaHAAPTHBIM METOJ TIOPOIIKOBOH
METAJUTYPrun Uil TOBBIMICHUSA IIJIOTHOCTH TOPHUCTBIX
naaenuid u3 rpadura u SiC A1l MUHUMHA3AIUHA TPOU3BO/I-
CTBEHHBIX 3aTpar Ha MOIyYeHHEe U3HAYaIbHO OoJee MmIoT-
HBIX U3JICTIHIA MO0 3aTpaT Ha 0oJiee ATUTENIbHbIE METO/IBI
yIioTHeHUs. [Ipy 3TOM KOHEYHas CTPYKTypa COAEPIKHT
Oonblre cBOOOAHOTO Si, MOITOMY MPUMEHEHHE METOoAa
OTpaHHYMBAeTCS CTaHAapTaMH Ha COCTaB MaTepHala.
B mpouecce cunmmiupoBaHus MPOUCXOAUT KaMJUIIPHOE
3aIlOJTHEHUE TOp KPEMHHMEM, 3a CYET 4Yero BO3pacTaeT
IUIOTHOCTh M, KaK CJIEACTBHE, MOBBIIIAIOTCS MEXaHHYEeC-
KHe CBOWCTBa Mareprana. Kak n3BeCTHO, MEXaHHUCCKHUE U
Termmo(GU3nIecKue XapakTePUCTUKH KPEMHHUST HUXKE, YeM
y SiC, mo3ToMy HEI0CTAaTKOM TaKOro METofa MocToOpa-
OOTKH SIBJISIETCS] CHHYKCHHBIH, IT0 CPABHEHHIO ¢ MOHOJIUT-
HbIM SiC, KOMIUIEKC CBOWCTB MOJy4aeMOro MaTepHaa
M3-3a HAIWYHS YUCTOTO KPEMHHS Ha MeCTe OBIBIIHX ITOP.

[lopucras
SiC-geranb

Peaknmonnas

[IponuTka
pacIuiaBoM KpeMHUSL:
cununupoBanue (LSI)

npornutka (RMI):
MHAPOYITIEPOIHOE
YIUIOTHEHHE +

XuMH4YECKoe
1apoBO€ YIUIOTHEHUE
(CVI)

CUIIMUPOBAaHUE

Puc. 1. BapuaHTbI peanu3aliiy YIUIOTHEHHS TIOPUCTHIX 3ar0TOBOK Aetaneit u3 SiC

Fig. 1. Variants of densification routes for porous SiC preforms
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BaxHo, 9T0 mporiecc CHINIUPOBAHHS MTPAKTHUCCKU
HE MMEeT YCaAKH. 3aTBeplAeBaHHE PACIUIaBICHHOTO
KPEMHHUSI CONPOBOXKAACTCS OOBEMHBIM PACIINPEHUEM
110 10,8 % [7]. D10 no3BossAeT N30€kKaTh pacTpeCKUBAHUS
IIPU OCTHIBAHUH, a TAK)XE YIUIOTHITH HE TOJBKO JCTANN
MPOCTBIX TEOMETPHUECKUX (HOPM, HO H CIOKHOIPOPHITH-
HBIC JICTaJM, B KOTOPBIX MpPU OXJAXKICHUH BO3HUKAIOT
3HAUUTENBHO OObIIMe HanpspkeHus. OIHAKO HaTHIHe
00BEMHOTO paCIINPEHUS 03HAYACT, YTO MPH OXITAKICHUN
cO31aeTcsl IOMOTHUTENBHBIH 00beM. DPOHT 3aTBepIeBa-
HUSI IBHDKETCSI K TOBEPXHOCTH, MOITOMY OKOHYATEIb-
HOE 3aTBepAeBaHME Si-pacIiaBa IPOUCXOIUT BOIH3U
MIOBEPXHOCTH, COTIPOBOXKIAsICh BBIAABINBAHUEM CBOOOA-
HOTO Si K MOBEPXHOCTH IETANH, YTO MPUBOAUT K HEOO-
XOIMMOCTH €r0 MEXaHHYECKOTO yHAJCHHUS U SBISCTCS
OTIpe/IeJICHHOM MPOOIEeMOH.

Hpyroii crioco6 peanusamnuu yiIOTHEHUS TOPUCTHIX
3aroTOBOK — ATO (POPMHUPOBAHHE PEAKIIMOHHO-CBS3aH-
HOH SiC-kepaMUKH MyTeM PEaKIMOHHOTO CMavylBaHUS
MUPOIUTHIECKOT0/CBOOOIHOTO  yITIepoda pacIiaBOM
KpeMHHA B mopax (reaction melt infiltration — RMI)
U UX MOCTENEHHBIM PEAaKIIMOHHBIM 3all0OJIHEHHUEM BTO-
puusbM SiC. Cxema peanu3alnny MeTojia MpeIcTaBIeHa
Ha puc. 2. [lepBoHa4abHO MPOUCXOAUT 3arOJIHEHHE
IOp IyTE€M IMPOMUTKHU 3arOTOBKU MOJUMEPOM C BBICO-
KUM YIJIEPOAHBIM OCTAaTKOM W HHU3KHUM COJEpKaHHEM
IpyTuX TpuMmecei (Hampumep, (pEHOTBHONW CMOJOH).
3areM OCYILECTBISAETCA TEPMHUUYECKOE pa3JIokKeHHE
MOJIMMepa — HUPOJIN3 — ¢ 00pa30BaHUEM ITUPOYINEPOAa
B nopax, rae Obu1 noaumep. Takxke A0MycKaeTcsi BBe-
JICHUE YTICPOTHOTO UCTOYHHUKA B CTPYKTYpy TpH IIep-
BUYHOM (DOPMHUPOBAHHUU 3aTOTOBKH, HAIIPUMED 32 CUET
HCIONB30BaHus cMecu mopomka SiC ¢ yriIepomHbIM
MIOPOLIKOM.

Tepmuueckuil NUPOJIU3 CBA3YIOLIEH IOJIMMEPHOU
«(asp» co3maeT BHyTPCHHEE NABJICHUC B JETANH H3-32
AKTHBHOTO Ta30BBIICIICHUS TIPH PACHaie OpraHHuCCKUX
KOMIIOHEHTOB B COCTaBe CBs3ylouiero. B pesynbrare
TpeOyeTcsl TepPMHUYECKHH HHKI C MEUICHHBIM Harpe-
BoM (mopsiaka 1-2 °C/d), mis Toro 4toObI H30EKaTh
TEPMHUUCCKOM AedopManuy W paspymieHds B IIpo-
LHecce nuposiusza. B 3TOM KOHTEKCTe, Ha MOIydaeMble

Iopucras
SiC-nerans

TupoyriaepoaHoe yIIoTHEHHE

Ipornurka
HOJMMEPOM

TTnponus
noiauMepa

[ToBTropenue
mukia 1-5 pas

W3AEINS HAKJIAaJbIBAIOTCS TI'€OMETPUYECKHE OTpaHHye-
HUS — B YaCTHOCTH, Ha TONIIMHY cTeHOK. OObIUHO (a3a
CBSI3YIOIIETO0 IIpeoOpasyeTcss B OCTAaTOYHBIN YITIEpO.
MOCIIe TEPMHUYECKOTO yNAJICHHS CBA3YIOMINX, HO MOXET
TpaHchopMupoBarhkcs cpaszy B SiC B ciaydae HCIONB30-
BaHMS COOTBETCTBYIOIIETO CIENHAIbHOTO MOJUMEpa-
MIPEeKypcopa Ha OCHOBE KPEMHHUSI, TIOJTMKapOOCHIaHa NN
amnaTruapuaononukapoocuiana [8].

3a TepMHUYECKUM YNAICHHEM CBS3YIOLIECTO CIICAYET
MpeBapUTENIbHOE CHIEKaHHe A1t (OPMUPOBAHHS HOBBIX
U YOPOYHEHHSI CTapBIX IICCK CIICKAHHUS MEXTy YacTH-
[IaMH JUIS IPUIAHAS] OKOHYATEbHOI MPOYHOCTH, aHaJIo-
THYHO POU3BOACTBY MOPUCTHIX U3CIIHH.

Ha crnenyromeit cragun, npy CHIMIMPOBAHKH, TIPO-
[[ECC YIJIOTHEHHS PEan3yeTcsl MyTeM B3aUMOACHCTBHS
MUPOYTIIeposia ¢ PAcIIaBOM KPEeMHHsS ¢ 00pa3oBaHHEM
BropuaHoro SiC:

Si(k) + C(1B) = SiC(TB). (1)

[Ipomecc HachImeHHS 3arOTOBKH  Si-pacIuiaBoOM
poBoauTcs npu temmeparype ¢t = 1500+1600 °C. B pe-
3yabTaTe 3K30TEPMUYECKOTO B3aUMOACHUCTBUS (KapOu-
n000pa30oBaHusI) PACIUIABICHHOTO KPEMHHS C IHPO-
ymeponoM obpasyercs B-SiC, KoTopwlif cTaOWIBHO
COXpaHseTCs MOoCie OXJaKAeHus. V3BecTHO, 9TO mMpeB-
pamenue B-SiC B a-SiC mpoucxoaut mpu ¢ > 2000 °C,
XOTS JIOKAJIBHBIN TEPMUYECKHUN BCIUICCK B pe3ylbTare
9K30TEPMHUECKON PEaKIMi MOXKET MPUBECTH K MpeBpa-
menuto B a-SiC [9; 10]. Ilpouecc ymioTHEHHs MOCTe-
MIEHHO 3aBepIIaeTCcsl MPH OCThIBAHUM C 00pa30BaHUEM
HOBOH (ha3pl BTOPUYHOTO KapOHWma KpEeMHUsS, KOTOpas
COCEJICTBYET C UCXOAHBIM 0-SiC, 0CTaTOYHBIM CBOOO/-
HBIM KPEMHHUEM U, B HEKOTOPBIX CITy4asix, CO CBOOOIHBIM
yrieponoM. [TuponuTrueckuil yriaepos, B 3aBUCUMOCTH
OT 00BbEMHOI1 JTOJTH, IETHKOM WIIM YacTHYHO MpeBpala-
etcs B SiC B X0J1€ CHITUITMPOBAHUSI.

[ocne MOMOTHUTENBFHBIX UKIOB MPOIUTKU U MHPO-
mu3a (precursor impregnation and pyrolysis — PIP)
oobemHas gonst SiC mocne LSI yBenmuunBaeTcs 3a cyer
«Hapactanus» ¢a3pl B-SiC Ha HCXOAHBIE YACTHUIIBI
a-SiC. B mpouecce LSI mpouUCXOAUT CHHIKCHHE KOJIH-

ToroBast
SiC-neranb

Criekanue

CunMuupoBanue
(OIIIMOHAIBHO) P

Puc. 2. Cxema peann3aiu yIIOTHEHHsI IOPUCTHIX 3aroToBOK aetaneit u3 SiC meromom peakiponHo# mporutkd (RMI)

Fig. 2. Flow diagram of densification of porous SiC part preforms by reactive melt infiltration (RMI)

83



DM v on

W3BECTUA BY30B

W3BECTUA BY30B. [TOPOLIKOBAA METANNYPTUA U GYHKLIMOHANBHBIE MOKPbITUA. 2025;19(5):80-93
byb6HeHKo8 b.b., apmyxambemos A.C. u Op. MNoBbllweHMe NAOTHOCTM NopUcTbix C/1C-3aroToBOK U3 Kapbuaa KpemHus ...

YecTBa YIICPOAHBIX YACTHIl 3@ CYET MX PACTBOPCHHUS
B pacIulaBe, HauWHas ¢ MEHBLIMX 10 pa3Mepy 4YacTHII.
Bonee kpynHeIi MUpOyTIepoa sBASETCS HEHTPOM (hazo-
obpazoBanus B-SiC [11]. Peakuus oO6pazoBanus BTOpud-
Horo B-SiC compoBokaaeTcst 00bEMHBIM PACIINPEHUEM
~53 % [12; 13], 4To BHILIE, YeM IPU KPUCTATITU3ANNAN Si
B nmpouecce LSI.

CymecTtByer pa3HOBHUIHOCTh Meroga RMI, korma
JUISL YIIOTHEHHS CHITMIIMPOBAHNUEM HCIONb3yETCsl TIOpH-
cTas 3aroTOBKa U3 yriepoxHoro mopoinka Bmecto SiC.
YpoBeHb MPOYHOCTHBIX CBOMCTB TaKWX M3JEIUI 3HAYU-
TEJNIEHO HIDKE M3-32 BBHICOKOTO COAEPKaHUsI CBOOOTHOTO
yriaepoaa (MaTpHIbl), HE MPOPEarupoBaBIIECTO C KPEM-
HUEM TIpH CUIUIpoBanuy [14].

B merone PIP + LSI BakHBIM mapameTpoM, BIHSIO-
LIMM Ha aHU30TPOIIHIO CBOMCTB, SBJISIETCS PABHOMEPHOCTD
pacmpeneneHus yriieposaa B Hopax 1mo cedenuto. Ot 3toro
3aBUCAT IOJIHOTA B3aUMOAEHCTBHS CBOOOHOIO KPEMHHUS
U, COOTBCTCTBEHHO, €r0 OCTaro4Has aomsi. B oOmactsax
C TMOBBIILIEHHON KOHIIEHTpaLuel ymiepona Temiieparypa
BhIIIe, U peaknus B3aumozericTBust C + Si yckopsiercs,
YTO MPUBOIUT K 3HAYUTEILHOMY YBEIHMUEHHIO CKOPOCTH
daszobpasosanus u rasossiaenenus CO u Si0,, a Taxke
TIOBBIIIIEHUIO TIOPUCTOCTH Matepuana [15].

HemanoBaxxHbiM (hakTOpOM SIBISIETCS TAKXKE KOHIICH-
Tpalus yriepona B mopax (CpeaHsist JOoJs 3aroJHEHHS
YIJIEPOJIOM CITy4YailHOM, OTIEIbHO B3STOM EIMHUYHOMN
MOPBI), KOTOpasi BIMSET HAa MPOIYCKHYIO CIIOCOOHOCTH
Mop TIPHU CHJIMIIMPOBAHUM HA dTare MPOMUTKHU (T.e. Kak
Joaro OyAeT OCYILECTBIATHCSA MPUTOK paciulaBa jajee
[0 CEYCHHUIO JETAal II0 CCTH KaNWIIIPHBIX KaHAJOB
JI0 TIOJJHOTO HACBIIICHUS, MPEeXIe 4eM KaHalbl OymyT
3akynopensl SiC). Ilpn 3ToM Ba)XKHO MHHHMH3HPOBATh
JIOJII0 CBOOOZHOTO KPEMHHUS M OCTaTOYHOW MOPUCTOCTH
mocje CHIMIMPOBAHUS Uil oOecreueHus: TpedyeMoro
koMmiuiekca cBorcTB. Meron CJIC MOXKHO HMCIIOIL30BaTh
JUTSL CO3TIAHUS MaTepHaia ¢ TpaJueHTHON CTPYKTYPOIi 3a
CYeT BapbUPOBAHUSA JA0JIM IIOPUCTOCTHU 110 CEUECHUIO, KOH-
LEHTPALUH YIJIEPO/a, a TAKKe COAeP KaHMUsI CBOOOIHOTO
KpEMHHUSI IIyTeM J0OaBJIEHUs MOpP B MOAEIb NETald WIH
C TIOMOIIBIO BapHAIMH TEXHOJOTHYECKUX IapaMeTpPOB
[0 ceueHHto aetanu. KonuyecTBo nponuTok Hanpsamyro
BJIMSICT HA KOHIICHTPAIMIO MHPOYITIEPO/ia, ero pacipese-
JIEHHE M Ha coiepkaHue cBoOOTHOro KpemHus. Takxke
KOJIMYECTBO IMPOMUTOK MOXKET OBITh ONTHMH3UPOBAHO
JUISL YMEHbBLIEHHUS OCTaTOYHON MOPHCTOCTH U JOCTHKE-
HUSI TpeOyEeMBIX ITPOYHOCTHBIX XapaKTepPHUCTHK [16].

[Ipu yBenuueHun J01M yriaepoja B JAeTald Hepen
CIJIMIIMPOBAHMEM TIPOYHOCTh M IUIOTHOCTH CHAadaia
BO3pACTalOT, JOCTUTas MHKA, a 3aT€M CHIXKAIOTCA. DTO
0OBSCHSICTCS TEM, YTO IIPU HU3KOM COACPKAHHHU yTie-
pola B CTPYKType OCTaeTCsi MHOTO KpeMHHUs B CBOOOII-
HOM COCTOSIHMH, a TIPH BBICOKOM — HAa00OpOT, ocTaeTcs
CBOOOJHBIN yIIIEpOJ, MPOUCXOAUT TAKXKE 3aKylOpUBa-
HHUE TIOP, YTO MPEMSATCTBYET MPOHUKHOBEHUIO KPEMHHS
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B 00BEM 3arOTOBKU. DTO MPUBOIUT K OCIIA0JICHUIO MEXK-
(a3HON TPOYHOCTH MEXKIY KPyHHbIMU dactumamu SiC
M OCTaTOYHBIM Si.

[Ipu mpeanpHO MOMOOPAHHON KOHLEHTPALWHU YIJIe-
poza, ero peakIMoHHON CIIOCOOHOCTH M pa3Mepe Mopo-
BBIX KaHAJOB B 00pa3Ie OCTaTOUYHBIA 00BEM ITOP BOKPYT
MUPOYIIIEPOIa MOXKET OBITh MOJTHOCTBHIO 3allOJHEH BTO-
PHUYHBIM KapOumoM KpeMHus. Takum oOpa3oM, BTOpHY-
HBII U HCXOHBIN KapOuJI KPEMHHUS MOTYT OBITh CBS3aHBI
0e3 0CTaTOYHBIX KOMIIOHEHTOB B CTpyKType. CHIDKCHUE
Cofiep KaHusl CBOOOTHOTO KPEMHUS HAITPSIMYIO TIPUBOIMT
K YMCHBIICHUIO OOIIEH NpPOZOIKHTEIBFHOCTH Cllaboi
rpanunpl pazaena SiC/Si m xonudecTBa oOmacteit, e
MOBBIIIICHA KOHICHTPALUS OCTAaTOYHBIX HAIPSKCHUH.
CrnenoBarelibHO, YMEHBIIIACTCSI BEPOSITHOCTh BO3HUKHO-
BEHUs TPEIIMH Ha rpanume pazmena SiC/Si, yBenmuausa-
FOTCS TUIOTHOCTh U TIPOYHOCTH MaTepuaa.

Mertox cHIMIMPOBAHUS MIPUMEHUM U JJIsI KOMITO3H-
T0B (Hanpumep, C,/SiC), HO umeeT cBOIO CHELHPHKY
HCTIONIE30BAHMUSL. HOCKOJ'ILKy nporecc LSI ocymecTsis-
eTCsl MPH TeMIlepaType, MPEBBIMAIOIICH TeMIeparypy
IUTABJICHUSI KPEMHHS, 9TO MPUBOAUT K TOMY, YTO YIJIe-
POJIHBIE BOJIOKHA (Cf) BCTYIAIOT B PEAKIMIO C pacIuia-
BoM Si ¢ oopazoBanueM SiC [17-19]. Dta peakmms pe3ko
CHIDKAeT cofiepxkanne C B KOMIIO3UTAX, YTO YMECHBIIACT
(P PEKT YIPOUYHESHUS OT apMHUPOBAHHS.

B pabote [20] ucnonszoBanu meton CVI ans usro-
TOBJICHUSI 3aIIUTHOTO MeK(pazHoro cios SiC Ha OBepX-
HOCTH Cf JUTSL 3aIIUThI C ot peakuuu. [locne nporecca
LSI BomokHa ObLIH XOpOH.IO 3alIUIICHB], U KOMIIO3UT
MOKa3aJI MPOYHOCTh Ha U3rud 274 + 13 MIla u BA3KOCTH
paspyurenns 5,82 £ 0,25 MIla-m'2. Asropsr [21] usro-
toBuwin C,, mokpeiThie SiC THIPOTEPMaIBEHBIM METO-
nom. ITokpeitre SiC yCIEnHo 3auTHIo C OT 3pO3UH
Y 3HAYUTENBHO YIYYIIHIO MPOYHOCTh Ha I/I3FI/16 U BSI3-
KOCTh pa3pylLIeHHUs MaTeprasna C /SiC na 32,6 u 26,3 %
coorBeTcTBEHHO. OIHAKO 06a OIIMCAHHBIX CII0Cc00a
3alIUTHl BOJIOKOH JOBOJBHO HU3KOIPOU3BOTUTEIEHBI
U pecypco3aTpaTHBI.

B npyroii pabote ycranoieHo [22], 9TO C TOMOIIIO
merona PIP MOXXHO 3amuimaTh BOJOKHA MEpPe CUITUIH-
pOBaHHEM OT BO3ICHCTBHSI PacCIUiaBa KPEMHUS ITyTEM
00pa30BaHUs MUPOIUTUYECCKOTO YTIIEpo/ia Ha IMOBEpPX-
HOCTH BOJIOKOH, UTO SIBIIICTCS 3HAYUTEIBHO Oosiee OBICT-
PBIM U JCHIEBBIM METOIIOM, TIPH ATOM MOBBIIIACTCS JOMS
BropuuHOro SiC u CHUXKaeTcs A0 CBOOOTHOTO Si.

Hcnonp3oBaHue CUIMIMPOBAHUS, B TOM WM HHOM
Buzge, coMecTHO ¢ MetogoM CJIC OTKpbIBaeT HOBBIC
BO3MOXKHOCTH JIJIsl TIPOM3BOACTBA, TO3BOJISAS CO3/1aBaTh
KoMIOHEHTH 13 SiC cnokHOU GOpMBI, OIM3KOH K 3a1aH-
HOM, 0e3 JOpOroCTOSAIICH OKOHYATEIBHOH 00paboTKH
¢ IoMoIIbI0 MeTO0B AT ¥ MOCIEeyIONIero YIUIOTHEHUS
MOPUCTHIX 3aroTOBOK [23].

Lenpro paboTHl SIBISUIACH OLCHKA BIUSHHS I1apa-
METPOB ITOCTOOPAOOTKH B BUAE MPOMUTKH IOIUMEPOM,
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mUpojin3a U CUIIMIUPOBAHUA Ha IUIOTHOCTH MOPUCTBIX
3aroToBOK, IMMOJYYCHHBIX METOIOM CIJIC.

Matepuanbl 1 MeTOAbI NpOBEfEeHNs
aKCnepuMMeHTa

OObexkTaMi  HUCCIICIOBAaHUN  SBJIAJIUCH OPHUCTHIE
CJIC-3aroroBku kyomueckodt ¢opmbr (10x10x10 mm)
(puc. 3). OHU OBUTM CHHTE3UPOBAaHBl B BEPTUKAIEHOM
HaNpaBJICHUU Ha CETUYaThIX MOJICPKUBAIOIINX CTPYKTY-
pax npu nomoru CJIC-ycranoBku «MeltMaster3D-160»
(AO «HITO «IJHUUTMAIILl», r. MockBa), MMEIOIICH
MaKCUMaJIbHYI0O MOIIHOCTh MTTEPOMEBOrO BOJIOKOH-
Horo Jazepa 1o 200 Br. IInotHOCTS J1a3epHOM 2HEpruu,
UCIIONB30BaHHAs sl (popMHUpOBaHKs 00OPa3LOB B BUJEC
nopuctbix CJIC-3aroToBok, 6su1a Ha yposae 100 [Ix/mm?
U COXpaHsIach MPH BapbUPOBAHUH TOJIIMHBEI €105 OT 30
10 50 MKM:

E= @
Vhd
rae £ — IIOTHOCTh SHEPTUU JTa3epHOTO M3IydeHus, P —
MOIITHOCTD Jiazepa, V' U d — COOTBETCTBEHHO CKOPOCTH
U IIar CKaHUPOBAHWUSL, /1 — TONIINHA CIIOS.

HcxoaupiM MarepuanioM Ui CHHTe3a (CIIeKaHHs)
CIIy’)KWJI TIPENBapUTEIBHO MPOCYIICHHBI IPH TEM-
neparype 100 °C ogHOKOMITOHEHTHBIH mopomok SiC
Mapku F320, He oOnajaroinuii TEKydecThlo, CO Cpe-
HuUM pa3zMepoM 48 £ 0,5 MKM, HAacbhIIHOH IIOTHOCTBIO
1,11 £ 0,01 r/em® (m1oTHOCTH MOCIE BUOPOYILIOTHEHHS
1,36 £ 0,01 r/cm?®), 6Ge3 Kakux-mubO CIIEKAIOMUX WIIH
npyrux pobaBok. IlocnoitHoe cnekanue mopomika SiC
OCYIIECTBISUIOCH B CPE/Ie aproHa B pEKUME MPOKAYKH BO
u30exaHue oKucaeHus ¢ oopaszosanueM SiO, . HauGonee
opoOHO METOAMKA CUHTE3a U3JI0KeHa B padoTte [1].

[MocroOpabotka wm3menuii w3 KapOHIa KpeMHUS,
nonygaembix Metopom CJIC, cocrosna n3 3 OCHOBHBIX
JTaIoB:

1. IIporuTKa ¢ 3alOJIHEHUEM TIOP BBICOKOYTIIEPOJICO-
nepskammM nonmumepoM (pypanoBast cModna). [Ipormecc

MTOBTOPSETCS 10 MOJTHOTO HACHIIICHHS, KOTOPOE OIpe/e-
JSIETCSL TI0 OTCYTCTBHUIO IIPHPOCTA MACCHI 00pasIa mocie
OYepeIHON CTaJuu IPOIUTKH.

2. [Tuponus — TepMUIECKOE PA3IOKCHUE MTOTUMEPaA C
BBICOKHM YTJICPOAHBIM OCcTaTKOM. Ilocine manHoro srama
BBCJICHHBII MOJMMEp Pa3JIOKUICSA B IOpax oOpasia u
OCTaBHJI CBOOOJIHBIN yriepo. KomOuHamms nponuTku u
nuposiusa (precursor impregnation and pyrolysis) 06o-
3Havaercs kak PIP.

3. Cwmmmuposanne (LSI) — wnHaceimenue o6pas-
OB 4Yepe3 OTKPBITYIO MOPUCTOCTh KHUIKUM KPEMHHUEM.
[Ipomecc mpoxomuT B KaMmepe C OTPHUIATEIHHBIM JaB-
JICHWEM, YTO CHOCOOCTBYET IPOHMKHOBEHHUIO PACILIaBa
B IIOPEI 00pa3na. [1pu 7ToM POUCXOANUT B3aHMOICHICTBHE
paciuiaBa KpeMHUS ¢ paHee 00pa30BaHHBIM CBOOOTHBIM
YIIIEPOJOM, UTO BEIET K 00pPa30BaHUIO BTOPUIHOTO Kap-
OuJ1a KpEMHUS U €0 KPUCTALTU3AINH TPU OXJIKICHHH.
W30BITOYHBI KPEeMHUH TaKKe OCTACTCS U KPUCTAJUIH-
3yeTCsl B IOPAX, 3aIOJIHSS UX.

[MocTtoOpaboTka ¢ IETbI0 MOBBIMICHHUS IDIOTHOCTH U
MIPOYHOCTH 3arOTOBOK MPOBOJIMIIACH IByMS PA3IMYHBIMH
METOIaMU:

— CHJIUIIMPOBaHUe Oe3 MpeIBapUTEIbHON MPOMUTKU
nonumepoM (LSI);

— IPOMHUTKA TOJIMMEPOM, TTHPOJIU3 ¥ CHITUIIMPOBAHUE
(PIP + LSI).

[TponunTKa yrnepoaHbiM
NONMMEPOM-TNIPEKYPCOPOM

[Mpomutka npoBoaniace B GypdypuiiuieHaeToHe
TI0JT BO3JICHCTBHEM BaKyyMa C TOCJEAYIONIEH CYyIIKOH
npu temmneparype 150 °C qis oTBepxkAeHHs MOIUMEpa
B TIOpax.

INocne kakmoOi NMPONMTKA M OTBEPXKICHHS B IIEUM
o0pasnpl  MojBEeprajiMch KapOOHW3aWU  (TIHPOITHU3Y).
KapOonusaruio ocyIecTsisiim B My(heIbHOM IeuH Ha BO3-
JIyXe B 3aChINKe KapOropu3aropa (rpadutoBas CTpyKKa):

—mnarpeB a0 240°C co CKOpOCTbIO Harpesa
V=220 °Clu;

Puc. 3. Ucxonnsie opuctsie CJIC-3aroToBKu

Fig. 3. Initial porous SLS SiC preforms
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—narpe 10 450 °C, V' =20 °C/u;

— nHarpes 70 850 °C, V' =220 °C/y;

— BBLIEpAKKA 1 U

— OXJIQXKJICHHE 10 KOMHATHOH TeMIICpaTyphI.

Kap6onmzamus cmonsl npu ¢ = 850 °C mpoTekaer He
MOJHOCTBIO, HO B TOCTATOYHOW Mepe IS OCYILIECTBIIC-
HUS MTOCJIEIYIOINX OTIepaIuil.

[pouenypa MPOMUTKH MOBTOPSIIACH /1 Pa3 IO HACHI-
HICHUS 1O M KaHAJIOB MEXJy HUMHU B 00beMe oOpasiia.
Hacplmenre OIEHUBANIOCH IO YACTEHOMY IIPHPOCTY
Macchl Moce Kaxaoi nponutku. OTCyTCTBHE yBeIUye-
HUSI MacChl CBHICTEIHCTBOBAIO O ITOJHOM HACHIIICHHU
oOpa3sia, 1mocie 4ero OH MepeaaBalicsi Ha CHIIAIUPOBa-
uue. i1 pasnudHBIX 00pa3OB KOIHMYSCTBO MPOIHUTOK
COCTAaBJISLIO OT 2 110 6.

CunuunpoBaHue B BakyyMHOM Neyu

[To 3aBepuieHNM 1MKJIA MPOMUTKU U KapOOHU3ALUH
CJIC-006pa3ipl 3arpykain B BaKyyMHYIO TEPMHYCCKYIO
meyb I TOCTeIyIoled TeXHOJIOTHYEeCKOH omepauu
CHIIMIIMPOBaHMs. VX moMemniany B THIellb Ha TEXHOJIO-
THYECKYIO TIOICTABKY, COCTOSIILYIO U3 KOMIO3HIIMOHHBIX
MaTepHualioB U JUCTAHIMPYIONIUXCS IEMEHTOB. Turenp
pacrosarajiy Ha OTAEIbHOHN MOACTaBKe C yUeTOM Ipajiu-
€HTHOTO pachpeelieHHsT TeMIIEPATYPHOTO OIS TEIIo-
BOTO y3Ja Me4u. B TUrenp 3arpykaiu mpeaBapuTesIbHO
TOJIFOTOBJICHHBIM KpeMHUH. Maccy omnpeaensiiiin pac-
YEeTHBIM crocoboM, ucxons u3 Macchkl CJIC-00pasiios,
HaJIM4YUS B HUX CBOOOJHOTO YIJepoja U TMOPUCTOCTH.
[Mpouecc cumumupoanust CJIC-00pa3ioB MpoOBOIMIH
npu ¢ = 1450 °C. IIponuTKy OCYyIIECTBISUIN KalMUJUIp-
HbIM crocoboMm. Temmeparypy mporecca KOHTPOJIH-
pOBal TIMPOMETPOM M BHU3YaIbHO 4Yepe3 CMOTPOBBIC
OKHa neud. Bpems mporuecca cocrapisuio nopsiaka 10 u.
IMocne cumumuposanust Ha CJIC-00pa3max mpucyTCTBO-
BaJI0 HE3HAYUTEJIbHOE KOJIMYECTBO KpeMHUs. Ero u30bl-
TOK ¢ moBepxHocTei CJIC-00pa31oB ynaisiiu MexaHu4e-
CKHUM CIIOCOOOM Ha 3Tane 3a4MCTKU.

3anpeccoBka 06pa3Los

Jiist mpuroToBieHusI MeTaImorpaduveckoro muda
00pa31bl OBLTH 3aIPECCOBAHBI B (PEHOIBHYIO CMOITY METO-
JIOM Topsiaeii 3armpeccoBKr Ha ycTaHoBke «CitoPress-1»
(Struers, lanus). MIx 3anpeccoBbIBajid B IPOJOJILHOM U
MOTIEPEYHOM HAMPABJICHUSAX OTHOCHTEIBHO OCH BBIpa-
mBanus B iponecce CJIC.

[ToaroToBka
MeTannorpaduyeckmx wnnpos

[oaroropky numdoB g Meramiorpapuueckux
WCCIICIOBAaHUK MPOBOMWJIM B HECKOJIBKO OTAallOB Ha
uunoBabHO-NIOIMPOBaIbHOM cTanke «TegraPol-11»
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(Struers) ¢ momyaBTOMaTH4ECKON MPHCTABKOM BpaICHUS
obpasnoB «TegraForce-1» (Struers): numdoBka, TOHKas
nutQoBKa, aJMa3HOEe W OKCHAHOE IojupoBanme. [l
IUTH(OBKY PUMEHSUTH aIMa3HEBIe TUCKH C KPYITHOCTEIO
abpaszuBa ot 54 110 18 MxM. CMa3bIBaroIIe-0XJIaX Iaroen
KHUJIKOCTbIO CIYKWJIa IPOTOYHAs BOJAA, HENPEPBIBHO
mogaBaemasi B o0Onacth numgpoBku. ToHkas mummoBka
OCYIIECTBISUIACE C IIOMOIIBIO KOMITO3UTHBIX JIHCKOB
JJIsI TOHKOT'O OAHOIIAaroBOro ]J_IJ'II/I(l)OBaHI/IH. B kauectBe
aOpa3MBHOTO MaTepuasa HUCIOJIb30BATUCh AJIMa3HbIE
CYCIIEH3UH KPYIHOCTHIO OT 15 mo 6 MxM. [loimpoBanue
MTOBEPXHOCTH 00PAa3IOB MPOBOAWIN HA TBEPAOM IIOJH-
POBaNbHOM CyKHE C ITIOMOIIBIO aJIMa3HOH CyCIICH3UH
KPYIHOCTBIO 3 MKM, a (PMHATIBbHYIO HONUPOBKY — HA MST-
KOM IOJIMPOBAIFHOM CYKHE C IIPUMEHEHHEM CYyCIICH3HH
OKCH/Ia aTtOoMUHUS KPYITHOCTHIO 0,04 MKM.

Mukpockonus

Ontuyeckas  Mukpockonus.  HccmenoBaHus
CTPYKTYPHBIX COCTABIISIFOIIMX W OLIEHKY MX COOTHOIIIE-
HUSL B 00paslax IPOBOAMIIN C ITOMOIIBIO ONTHYECKOTO
Mmukpockona «Olympus PNG-3» (Slnonus) n m3mepu-
TEPHOTO KOMIUICKCA aHalu3a W300paKeHUH MHUKpPO-
CTpyKTyp MarepuanoB «Vestra Imaging System» (OOO
HIIO «JIATOMWM», . Mocksa). KonnyecTBeHHbIH aHaIn3
BBITIOHSUTH TIyTEM OKpAIIMBAaHHS OTACTBHBIX (a3 (HK-
CHPOBAHHBIM I[BETOM C JAJTbHEHUIINM MMOACUYCTOM KOJIHYe-
CTBa OKPAIICHHBIX IMUKCENEH MPOrpaMMHBIMI METOIAMH.

BBuay pa3nmuuHOW  TPaBUMOCTH  CTPYKTYPHBIX
COCTABIIIOIINX 00Pa3loB, X TPABJICHUE HA BHIIBICHUE
MHUKPOCTPYKTYPBI HE IPOBOIUIIH.

ONeKTpOHHas MUKPOCKOMMS. DIEKTPOHHO-MHK-
POCKOITMUECKUE UCCIEA0BAHNS 00Pa31IOB OCYIIECTBISIIH
C TIOMOIIBIO PACTPOBOTO IEKTPOHHOTO HUCCIIEIOBATENb-
ckoro komruiekca «Tescan Vega 3XMU» (Yexus) ¢ sHep-
ropucnepcuonHoi cucremoin «Oxford Advanced AZteC
Energy» (BenmukoOpuranusi) Ha 0a3e dHEProAMCIEepPCH-
oHHoro jerekropa «X-Max80» (Oxford Instruments,
BenmukoOpuTanus) B peXHME BBICOKOTO Bakyyma IIpH
ycKopstoleM Hanpsbkenud 20 kB.

OueHKa NIOTHOCTN METO40OM
rMOpOCTaTMYECKOro B3BELWMBaAHMS

Just onpenenenus miotHocty o6pasunos nocie CJIC,
B IIPOIIECCE U MOCIe (PUHATBLHON CTaIUH MOCTOOPabOTKH
B BUAC CUTTMLUPOBAHMS, IPOBOANIIUCH USMEPCHU S MACChL
00pa3loB METOAOM T'HAPOCTATHYCCKOTO B3BELIMBAHUS
o 'OCT 18898-89. I1noTHOCTE 00pa3LOB pacCUNUTHIBA-
Jach 1Mo popmysie

Mp,p
S , (3)
(Mz _Ma)Ps — M, p,

p:
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Puc. 4. Kyouueckue o0pasiisl — ObiBinue nmopuctsie CJIC-3arotoBkH,
MIPOILE/IINE CTAJNU MUPOYIIICPOTHOTO YIUIOTHEHHUS U CHIHIIUPOBAHUS

Fig. 4. Cubic specimens — porous SLS SiC preforms after PIP densification and LSI treatment

rae M, — macca obOpasna 6e3 3ammUTHOTO Ciost, T; M, —
Macca o0pasla ¢ 3allUTHBIM CJIOEM, B3BEIIEHHOTO Ha
BO3/lyXe, I; M, — macca oOpasia C 3allUTHBIM CIIOEM,
B3BEIICHHOTO B KHJKOCTH, T; M, — Macca 3alllUTHOTO
CJI0s1, T; P, — IWIOTHOCTh Pabovei JKHIKOCTH, r/em?; P, —
IIIOTHOCTH MaTepyaa 3aluTHOTO CIOS, I/cM’.

Pe3ynbTaTbl U ux o6¢cyxaeHue
[Mpouecc noctobpaboTku

B pesynsrare mpoBeneHust nocrobpaborku CJIC-
3arOTOBOK OBUIM TOJYYEHBI (PUHAIBHBIC 00pasIlbl JUIs
ucnbITaHuit (puc. 4). VIx BHEWIHAS TOBEPXHOCTh MMeEIa
XapaKTepHBIN OJIECK, KOTOPBIH MOXXHO OOBSCHUTH BBIJIC-
JIeHrueM Ha Heill cBoOomHoro KpeMHHUs. B mporecce
MPONUTKH KPEMHHUH TPOHHUKAET TI0 KaWULIPHOMY
MexaHu3My B Tiy0op mopuctoit CJIC-3arotoBku. OH
B3aUMOJICHCTBYET CO CIECUCHHBIM KapOUIOKPEMHHEBHIM
KapkacoM o00pasIia, a TakKe cO CBOOOAHBIM YITIEPOIOM
B TIOPOBBIX KaHallaX, KOTOPbIi OB BBeJIeH MeTOIOM PIP.
[pu kpucTaHM3alu KPEMHUS TPOUCXOIUT 00BEMHOE
pacumpenue, 9To MPUBOIUT K BEIIABINBAHNIO OCTATKOB
paciuiaBa U3 00beMa Ha MOBEPXHOCTh 00PA3II0B.

CTOUT OTMETHTH, UYTO DIIyOWHA TPOHUKHOBCHHS
paciuiaBa B 00beM OTpaHWuYEHA HaJIMYHEM 3aKPBITOM
MMOPUCTOCTH, BEIMYMHOM MOp M PEAKUUOHHOM CIO-
coOHOCTRIO yriepona. Ha puc. 5 mpencrasieH u3ioM
o0pasma, KOTOpPBHI JEMOHCTPHPYET HE3HAUYUTEIHHOE
IIPOHUKHOBEHUE PACIUIaBa B €ro 00bEM Ha IITyOUHY, HE
npesbimarontyio 1,0—1,5 MM, KoTopoe, B TaHHOM CITy-
4ae, CBSI3aHO C M30BITOYHBIM KOJHYECTBOM LIUKIIOB IIPO-
MUTKA-TIAPONN3a. DTO MPUBEIIO K IPE3MEPHOMY HACHI-
HICHUIO 00pa3ia yriepoIoM U, BEPOSTHO, YMEHBIICHUIO
pa3Mmepa 1mop, a TakKe 3aKyNOPHBAHHUIO OONBIIMHCTBA
MOPOBBIX KAaHAJOB, YTO CJIENIAJI0 HEBO3MOXKHBIM IPO-
HUKHOBCHHE pacIulaBa KpPEeMHHS B TIIyOb TOpHCTOU
CJIC-3aroToBKH.

Peakuns B3aMMOAECHCTBHS KPEMHHS C pPacIiaBOM
MPOM30IILIA JIUIIb B MPUIIOBEPXHOCTHOM 30HE CO BCEX
CTOPOH 00pa3ia, OCKOIBKY BCS BHEIIHSS TIOBEPXHOCTH

KOHTaKTHpoBaja ¢ pacruiaBoM. OpHako HaOiromaemMast
KapTUHA CTCNeHH HWHOWIBTPAUUA CBUICTEIbCTBYCT
0 TOM, YTO pacIuiaB MPOHUK B 00bEeM 0OOpasla JHIIb
B MPUIOBEPXHOCTHOW OOJIACTH PAaBHOMEPHO IO BCEMY
MONEPEYHOMY CEUeHHI0 00pasiia.

OnpepaeneHune NNOTHOCTH

HaganmpHas mI0THOCTE 00pa3loB, HM3TOTOBICHHBIX
¢ BBICOTOM ciosi 50 MKM (fanee — o0pasmpsl «50 MKM),
Haxomunach B auanasone 1,28-1,37 r/cm®, a oOpasuos
¢ BeicoToi cnost 30 MxMm (0OpasuoB «30 MKM») — yxke
Ha 13-16 % Bemme: 1,46-1,63 r/cm®. Takas pasHuna
B HaYaJbHOW IUIOTHOCTH MOXET CBHICTEIbCTBOBATH
0 OoJiee TUTOTHOM YKIIaJKe clios W OoJiee TIOJHOM TIPO-
TEKAHUU TPOLIECCa CIEKAHHUS B MCHBIIEM IO TOJIIUHE
croe.

Iopucteie CJIC-3aroToBKM OBUTH  MOABEPTHYTHI
MUPOYTIICPONHOMY  YIUIOTHEHHIO: BAaKyyMHOH TIpo-
nutke GypQypHIHICHINANICTOHOM H KapOOHH3ALUH.
KapOonwuzanus npeacTapiser coOol mpoiece TepMHuye-
CKOTO pa3JIOKeHUs monuMmepa (IHPONu3), B pe3ysbTare
KOTOpOTO 00pasyercs cBOOOAHBIH yriepon. [locie mpo-
BEJICHUsSI KaXKJIOTO IMKJIA MUPOYIIICPOIHOTO YIUIOTHEHHUS

Puc. 5. Tlonepeunslit n3nom oOpasia ¢ n30bITOUHBIM
KOJIMYECTBOM IIMKIIOB [TUPOYIIICPOTHOTO YILIOTHECHHUS
HOCJIE CHITHI[MPOBAHUSI

Fig. 5. Cross-sectional fracture of a specimen subjected
to an excessive number of PIP densification cycles after LSI
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BCE 00pa3Ilbl MOBTOPHO B3BCIIUBAINCH JUIS OICHKH HX
IUIOTHOCTH.

B pesynsrare ompeneneHus IUIOTHOCTH — OBUTH
MOCTPOEHbI rpaUKu M3MEHEHHS IUIOTHOCTH 00pa3loB
B 3aBHCHMOCTH OT KOJMYECTBA IMKJIOB MHPOYIICPOA-
HOIO YIUIOTHEHUs (pHC. 6) MpH pazIMYHOM TEXHOJIOTH-
YECKOM MapaMeTpe N3TOTOBJIICHUS — BBICOTE CIUHUIHOTO
criekaemoro ciost (50 u 30 MrMm).

W3 puc. 6, a BuUAHO, 4TO NEPBUYHBIA IIPUPOCT ILIOT-
HOCTH Ha oOpasuax «50 MkM» mocie 1-ii mponmuTKH
(c 1,28-1,37 mo 1,58-1,67 r/em?®) cocraBister 16-24 %.
[TnotHOCTE 3THX 00pa3OB IMOCTE 2-U IPOIMUTKH YBE-
aruunacek 10 1,68-1,80 r/cm®, T.e. Bepocna Ha 7-12 %
10 CPaBHEHUIO C IUIOTHOCTHIO Nociie 1-ro nukia. Hanee,
IpU MPOXOXKACHUM TOCICIYIONINX IUKIOB TPOMUTKA
U MUpou3a, HAOMIomaeTcsl CTAOMIBHBINA MIPHPOCT IUIOT-
HOCTH Ha 2-5 %.

W3 rpaduxo mns ob6pasznoB «30 Mkm» (puc. 6, 6)
CIIEAYET, YTO MX IUIOTHOCTH IOcie 1-i MpOmUTKH JI1O0
MIPaKTUYECKH He Bo3pacrajia, JUOO IOoKa3blBalia OTpH-
narenpHoe m3MeHeHue. CKopee BCEro, 3TO CBSA3aHO
C HaJM4YUeM BIIaru B mopax oOpasuos. B To xe Bpems
nocyie 2-i IPONUTKM HX IUIOTHOCTh YBEJIMYWIACH [0
1,76-1,85 r/cm?, T.e. BBIpoCiia npumepHo Ha 11-16 % mo
CPaBHEHUIO C MPEABITYIIINM IIHKIIOM.
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1,5
1,4
1,3
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2,0
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Puc. 6. VI3ameHeHue IOTHOCTH (p) 00pa3IoB, HOIBEPTHYTHIX
obpabotke PIP + LSI, B 3aBHCHMOCTH OT KOIMYECTBA MIPOIHTOK (72)

TonmumHa cnost — 50 MxM (@) u 30 MxMm (0)

Fig. 6. Variation in the density (p) of specimens treated by
PIP + LSI as a function of the number of infiltration cycles n

Layer thickness — 50 um (a) and 30 pum ()
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3aMeTHBIH IPUPOCT MACCHI y 00pa31oB «30 MKM» Ipe-
kparmaercs co 2-ro rukia PIP, a y o6pa3ioB «50 Mxm» —
nocie 4-ro nukia PIP, uto cBumeTeabCcTBYET O MOJTHOM
WX HAChIIEHHH. Takum o0pa3oM, Tpezes MUpOyIye-
POJIHOTO YIUIOTHEHHS IOCTUTAeTCs 3a 4—5 IUKIIOB JUIs
o0pa3noB «50 MKM» H 3a 2-3 nuKiaa — ISl 00pasioB
«30 Mkm». Hcxonst U3 pasHHIBI HEOOXOAMMOTO KOJIH-
YEeCTBA IMKJIOB JI0 HACBIIICHHUS OOpa3lloB, U3rOTOBJICH-
HBIX C Pa3HOM TOJIIMHOM CJIOSl, MOKHO CJIEJaTh BBIBOJ
0 pa3Hulle CBOOOTHBIX 00BEMOB B 3THX 00pa3lax, T.e.
0 pa3HOW WX TUIOTHOCTH, YTO TaKXKe MOATBEP)KIAACTCS
W3MEpPEHUsIMUA TIOTHOCTH. Takke HeOe30CHOBaTeNeH
BBIBOJI O BEPOSATHOW pasHUIIC B pa3Mepax Mop H Mopo-
BBIX KaHAJIOB, KOTOPhIE MOTYT BJIHSTH Ha MPOIYCKHYIO
CIIOCOOHOCTPH M HACHIIIICHHE 00pa3I0B NPH UX MIPOTHTKE.
[TnoTHOCTH 00pa3IoB «50 MKM» TOCTE TOCIeaHEeH mpo-
nuTkM cocrasiser 1,88-1,94 r/em’, a ans oOpasios
«30 Mxm» — 1,73—-1,85 r/em?.

Hanee yrmioTHeHHbIE 00pas3ibl MOABEPTaINCh MPO-
MUTKE KUJIKUM KpeMHueM — cuiunupoBanuto (LSI).
Ha puc. 7 mpuBeneHs! 3aBUCHMOCTH IUIOTHOCTH 00pas3-
110B «30 MKM» MOCTIE CHIIMIIMPOBAHUS OT KOJIMYECTBA UX
MIPOMUTOK ¥ MJIOTHOCTH TOCJIE MOCIEAHEH MPOMUTKH.

JlomonanTensHO OBUIO TIPOBEACHO CpaBHEHUE TUIOT-
HOCTH 00pa3IoB, W3TOTOBJICHHBIX MO OIHUM TEXHOJIO-
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Puc. 7. 3aBUCHMOCTb TUIOTHOCTH 00pa3ioB «30 MKM»
T0CIIe CHITMUUPOBAHUS (P, ;)
OT KOJIMUECTBA MPEIBAPUTEIBHBIX TPONTUTOK (71) (@)
¥ OT IJIOTHOCTH TIOCIIE NOCHENHEH nponuTk (p, ) (6)

Fig. 7. Density of the “30 pm” specimens after silicon infiltration
(pgp) as a function of («) the number of prior infiltration
cycles n and (0) the density after the last infiltration (p,)



/O POWDER METALLURGY AND FUNCTIONAL COATINGS. 2025;19(5):80-93
ST PMeFC Bubnenkov B.B., Zharmukhambetov A.S., and etc. Densification of porous SLS SiC preforms ...
3.0 MMKpOCprKTyprIe ncecnenoBaHng
29
’”E s8 L [IpoBeneHo Metamnorpadpuyeckoe HCCIIEA0BaHHUE
=7 CTPYKTYpbI 00pasnoB nocie craguit PIP+ LSI u LSI,
% 27 W3TOTOBJIICHHBIX €O cioeM 50 MKM, i OIpeneseHus
C;ZJ 26 OTHOCHTEJBHBIX COJCPKAHUNA U OCOOCHHOCTEH pacripe-
7 251 AcneHus K&p6HI[0Kp€5’IHPIGBOfI, vaeMHneBoﬁ, yIIepoI-
< 24l HOW (ha3 U 0CTATOYHOU 3aKpBITON nopucrocT. Ha npu-
’ BEJICHHBIX H300paKEHUSIX OMNTHYECKOW MHKPOCKOIHH
2,3

Oo6pa3zen

Puc. 8. CpaBHuTelnbHast AMarpamMma II0THOCTH 00pa3iioB
«50 MKMY, IPOIIEAIINX TOIBKO cTaguio cuuiuposanus (LSI),
1 00pa3moB nocie mnoxxoro mukiaa (PIP + LSI)

- LSL - PIP +LSI

Fig. 8. Comparative density chart of the “50 pm” specimens
after silicon infiltration (LSI) and after the complete
PIP + LSI treatment

I LSL W PIP+LSI

ruaeckuM pesknmam CJIC, HO mpomIenmmx pazITuaHyio
noctobpadorky: LSI u PIP + LSI (puc. 8). I1o pesynbra-
TaM aHajJH3a MOMYYCHHON AMarpaMMbl MOXKHO C/IEIaTh
BBIBOJI O TOM, YTO 00PA3IIbI OCJIE CHIMIIUPOBAHUS UMEIOT
MIOTHOCTE 2,52-2,65 r/cM®, a o6pasusl MOCHE MoJ-
HOTO I[MKJIa yIUIOTHEHHS — Ha ypoBHe 2,77-2,88 r/cm?.
CpenHsis pa3HUIA 3HAYCHUH TUIOTHOCTH 00Pa3IioB MOce
obpadotok LSI u PIP + LSI cocrasmsier ~10 %.

(puc. 9) ywactunbel ucxoaHoro nopomka SiC mpencras-
JIEHbl HEPABHOOCHBIMU TEMHO-CEPhIMU 3€pHAMH, B TOM
YHCIe OCKOJNBIATON U UMIOBUAHOM (opMm, KpeMHHH
HaOMI0aeTes B BUJIE CBETI0-CEPLIX 00IacTei.

Yactunpl yriepoaa BBIIISAAT Oojiee TEMHBIMH, I10
cpaBHeHuto ¢ SiC. [Topbl Ha H300paKEHUIX UMEIOT Yep-
HBIi 11BeT. [1o pe3ynsraTam aHaJIM3a, BTOPUYHBIA KapOuI
KPEeMHUSI HICHTUQHUIUPYETCS] TaK e, KaK HCXOTHBIN
SiC. BeposiTHO, 3TO cBsi3aHO ¢ mpeBpaineHreM u3 B-SiC
B 0-SiC, KOTOpBI HMEET aHAJIOTUYHYIO HCXOJHOMY
opoIIKy Mopdooruto.

Hdus  ofOpasua, TOpPOIICANIETO  TOCTOOPadOTKY
PIP + LSI, xapakrepHa moiocuaras CTPYKTypa, CO3/a-
BaeMasl paclpeieiIeHHeM HEePaBHOOCHBIX (a3 ymiepoaa
U KpeMHusl. YIIEepox U IMOphl PaBHOMEPHO pacIlpese-
JIEHBI 110 CEUeHUI0 00pa3la, KpeMHUH — HEPaBHOMEPHO.
OTHOCUTENBHO KpYIIHBIE BKJIIOUEHHUS KPEMHUS JIOKa-
JIM30BaHbl B MecTax cKomieHus yriepoxa. OTMedeHo
HAYalo B3aMMOICHUCTBHS KPEMHUS C YIIIEPOAOM C 00pa-
30BaHUEM I10 NEPUMETPY KPHUCTAIOB BTOPUYHOTO Kap-

Puc. 9. MUKpOCTPYKTYypa TIOTIEPEYHbIX CeYeHHIT 00pa3ioB «50 MKM»

a — UcxXoHoe n3odpaxenue obpasua nocue LSI; 6 — n3obpaxenne LSI-06pasma ¢ okpanIeHHBIMU CTPYKTYPHBIMH COCTaBIISIONIIMIE;
6 — MCXoHOe n300pakenue obpasua mnocie PIP + LSI;

2 — m3o0paxenne o6pasma mocie PIP + LSI ¢ okpameHHBIMU CTPYKTYPHBIMH COCTABIISIOIIIME

Fig. 9. Microstructure of cross-sections of “50 um” specimens

a — original image after LSI; & — the same LSI specimen with phase-colored constituents;
¢ — original image after PIP + LSI; 2 — the PIP + LSI specimen with phase-colored constituents
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50 MmxM
—

Puc. 10. B3aumopeiictBrue cCBOOOIHOTO KPEMHUSI U yIIepoaa
¢ 06pa3oBaHUEeM BTOPUYHOTO KapOuaa KpeMHHsI B 00pasiie,
nporenieM oopadorky PIP + LSI

Fig. 10. Formation of secondary silicon carbide
from the reaction of free silicon with free carbon
in a PIP + LSI-treated specimen

6una kpemuus (puc. 10). B oOpasie npucyTcTByeT Kak
peryisipHasl yHOpsSAOUeHHas CTPYKTypa, COCTOSIIAS W3
PETYJSPHBIX, MOBTOPSIONIMXCS BO BCE CTOPOHBI SUEEK
poMOmUeckord (opMBI U3 KapOuma KPeMHHUsS, OKPYKEH-
HBIX YIJIEPOJIOM, TaK U Pa3ynopsaoYeHHas pa3opHeHTH-
pOBaHHAs CTPYKTYpa.

KpynHble BKIIIOYEHUs yriieposia, pasjeieHHbIe Mpo-
CJIOWKaMH KpPEMHHsI, COCPEIOTOYCHBI B TIepu(epHiHOM
yacTh oOpasia BOMU3M TOBEPXHOCTH, UTO, BEPOSTHO,
CBSI3aHO ¢ OCOOCHHOCTSIMH CTPYKTYpOOOpa3OBaHHS MPH
TEIIOOTBO/IE.

[To pesynpraram uccienoBanus oopasmos mocie LSI
YCTaHOBJIEHO, YTO WX CTPYKTypa CXOXa MEXay co0oif
W TIPENCTaBISIET PAaBHOMEPHO pAaCIpeNeeHHBIC 3epHa
KapOuma KpeMHHUS B KpeMHHeBO matpuiie. Kpucrasisl
SiC uMeroT TpaBUIBHYIO, HEPABHOOCHYIO (GOpPMY CO
CTPOTO OYEpYEHHBIMH TpaHHLaMd. BOnm3m rpasun
HEKOTOPHIX KapOUTOKPEMHHIEBHIX 3€pPEH U B KPEMHHEBOU
Marpuile HaOIIOAAITCS MEJIKOJAMCIIEPCHBIE Pa3MBITHIE
BoIaesienus Ha ocHose SiC.

Crpykrypa Bcex LSI-00pa3ioB IuioTHas ¢ eIuHUY-
HBIMH TIOpaMH, JIOKAaJH30BaHHBIMU MPEHUMYIIECTBEHHO
B Tele KapOuaokpeMHHeBoil ¢a3el. Bo Bcex obpasmax
00HapyKeHBI YIITYOICHUS C OCTPBHIMH I'PAHSIMHU IIPABHIb-
HOU ¢(opmbl. IIpuunHON NOSBICHUS TAHHBIX YTIyOie-
HUH, BEPOSITHO, SIBISCTCS BBIKPAIIMBAHHE KPHCTAIIIOB
Ha ocHoBe SiC M MHOU TBepAoH (aszbl B mpoliecce
MIPUTOTOBJICHUS METAJUTOTpapUIeCKUX MUTH(OB.

B pesynbrare NeTanbHOrO HM3y4YEHHUsl C TIOMOIIBIO
AJIEKTPOHHOTO MHUKPOCKOTA KapOWJTOKPEMHUEBOH (ha3bl
YCTaHOBJIEHO HaJIM4YKeE B OTJEbHBIX 3epHax SiC Bblierne-
HUH rpadutoBoit (assl (puc. 11), KoTopas npeacTaBisieT

20

cO0OM TEMOYKYy TOUCUHBIX BKIFOYCHHH, JIOKAIN30BaH-
HBIX B IPUTPAHUYHON 007IaCTH KapOUIHBIX KPHCTAILIIOB.

B Tabnuue mnpencraBieHO copepikaHUe KapOujio-
KpEeMHHUEBOH (ha3pl, CBOOOJAHOTO KPEMHHUS U yIIepoaa
B obOpasmax mocie PIP + LSI u LSI. Conepxanue mop
u yriieponHoit ¢as3sl B LSI-00pasie npu pacuere He y4uu-
THIBAJIOCH BBUJLYy UX MaJjioro konuuectsa (<1 %).

[lo mamHBIM TAONUIBI MOKHO CHENATh BBIBOJ, YTO
o0pasibl 6e3 npeaaputenbHoi PIP-00paboTku mMmeroT
Ha 50 % wmenbpme SiC-¢a3pl B coctaBe, 4eM 00pasIbl
nociie noiaoro mukna (PIP+ LSI), uro moxer ObITh
CBSI3aHO KaK C HEJOCTAaTOYHOW IUIOTHOCTBIO MCXOIHBIX
3aroTOBOK, TaK M C OTCYTCTBHEM 0Opa30BaHUsI BTOPHY-
HOTO Kapbuma kpemuus. Mcxonst u3 pasuumsl SiC-¢a3sl
B oOpasmax nocne LSI u PIP + LSI, moxHO yTBEpKAaTh,
uto BropuuHas (asa SiC (SiC;) oOpasyercs B Kojiu-
yecTBe 25-37 %, moBbimas oouryro nomro SiC B 0Opasie

3 “q‘":‘:v .
F S
5 MKM
—
Cuekrp | C, at. % [ Si, at. % | Z, at. %
1 37,80 | 62,20 | 100,00
2-1 100,00 - 100,00
2-2 100,00 - 100,00
2-3 100,00 - 100,00
3-1 40,08 59,92 100,00
3-2 40,45 59,55 100,00
3-3 40,19 59,81 100,00
4 14,20 85,80 | 100,00

Puc. 11. Bxmouenust yrepoanoi dassr B SiC-aze
B oOpasie mocne obpadorku PIP + LSI
a—1500%; 6, 6 —5000"

JlokanbHBIi aHAJTH3 XUMHYECKOTO COCTaBa

Fig. 11. Carbon-phase inclusions within the SiC phase
in a PIP + LSI-treated specimen

a—1500%; 6, 6 — 5000"
Local chemical composition analysis

CooTHoIEeHHEe CTPYKTYPHBIX COCTABJISIIOIIMX
B 00pa3nax «50 mxm» nocie o6padorox PIP + LST u LSI

Proportions of structural constituents
in “50 pm” specimens after PIP + LSI and after LSI

Homs, % IItoTHOCTH,
O6pazen Jonr®
IMopsr Si C SiC r/em
PIP+LSI | 1-2 6-17 | 9-13 | 70-80 1o 2,88
LSI <1 55-57 | <1 43-45 1o 2,65
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¢ 4345 nmo 70-80 % wu, BEpOSTHO, MEXaHUYECKHE
U Terodu3ndeckue CBoiicTBa Marepuana. [Ipu sToMm
KOJIMYECTBEHHO MOPUCTOCTh B ciydae LSI-oOpasios
HIDKE. DTO MOKHO OOBSICHHUTE JTYUIITNM IPOHUKHOBEHHEM
pacmiaBa KpeMHHS B IIyOb 00beMa M0 KalMUISIPHOMY
MEXaHU3MY H3-32 OONBINEH BEIMYHHBI IOP, a TaKXKe
OTCYTCTBHUS 3aKYITOPUBAHHS IMOPOBBIX KAaHAJIOB YIIIEPO-
oM. Takoke, HCXOMIS U3 U300PaKESHUH MUKPOCTPYKTYPEI,
noronHuTenbHas nopucrtocte B (PIP + LSI)-o0pasnax
MOXKET OBITh CBsI3aHa C HEMOJHBIM CMAauyMBaHUEM KPYII-
HBIX TI0 pa3mepy (a3 oCTaToyHOro yriepoaa u Gopmu-
POBaHHEM ITyCTOT BOJH3H KOHTaKTa ¢ (pa3oit CBOOOTHOTO
KpEMHUS, T.€. 30H IOPUCTOCTH.

Hcxonmst w3 TONYyYEHHBIX pPE3yJIbTaTOB KOJIHYECT-
BEHHOTO cojfepkaHust (a3, MOKHO OBLIO OBI IpPEAro-
noxuth, uto LSI-o0paszenr mpu none SiC B 43-45 %
Oyaer uMeTh IoTHOCTH 2,70-2,73 r/em® BMecTo (ak-
TH4ecKkoi 2,52-2,65 r/cm?, a obpasen nocie o6paboTKu
PIP + LSI ¢ noneii SiC, paBnoii 70—80 %, momxkeH Obu
Obl UMETH IUIOTHOCTH Iopsaka 2,94-3,03 r/cm® BMecTO
dakruyeckoit 2,77-2,88 r/cm®. Onnako Gonee HHU3KHE
(dakTHYecKkue 3HAYCHUs IUIOTHOCTH  CBHICTENBCT-
BYIOT O HaJIMYUM JIpyTrux (a3 ¢ MEHbIIEH TIOTHOCTHIO,
a TaKKe O MPHCYTCTBHH ITOPUCTOCTH, CKA3BIBAIOLICHCS
Ha pe3yibTare, YTO MOATBEPKIACTCS KOJIUYECTBEHHBIM
MHUKPOCTPYKTYPHBIM aHATH30M.

JanpHelmue ucciueaoBanns Mo oTpaboTke mapame-
TPOB IOCTOOPAOOTKH [UIS IMONYYCHUS MaKCUMAaJIbHOM
mwiotHOCcTH CJIC-00pasnor u3 SiC, a Takxke onpexaene-
HUE MEXaHHYCCKHUX CBOMCTB MOMOTYT YCTaHOBUTH 3aBH-
CUMOCTh TPOYHOCTHBIX CBOWCTB OT KOJIMYECTBEHHOTO
comepkanusi (a3 B CTPYKType (UHAIBHBIX 00pa3IoB
MOCIIe Pa3InYHBIX METOAO0B MOCTOOpaboTku. Takxke
IUTAHUPYETCS TPOBECTH HCIBITAHUS C BBIIBICHHEM
MeXaHu3Ma pa3pymeHus o00pa3loB, H3TOTOBICHHBIX
B Pa3JIMYHBIX HAIPABICHUSIX BBIPAIIMBAHMS, TS OL[CHKA
BO3MOKHOH aHU30TPONUHU IIPOYHOCTHBIX CBOMCTB.

BuiBoabi

1. HavanpHas 1UIOTHOCTH 00pasmoB, IMOTYYEHHBIX
meronoM CJIC, Ha 15-30 % BbIIIe, YeM HACBIITHAS ILIOT-
HOCTh KapOuja KpeMHHus, a Juisi oOpasnoB «50 MKM»
COMOCTaBUMa CO 3HAYEHHEM IUIOTHOCTH BHOPOYILIOT-
HeHHoro mopomka. O6pas3npl «30 MKM» HMEIOT TUIOT-
Hoctb Ha 10-15% Bble, YeM BUOPOYIIOTHEHHBIH
nopotok. [Ipu 3ToM yacTuipl ucxoaHoro nopomika SiC
HUMEIOT HEPaBHOOCHYIO (BBITSHYTYIO) popmy. [1Jist HOBbI-
HIeHUs PUHATBLHON IIIOTHOCTH HEOOXO0IMMO TIOBBIIIICHHUE
CTapTOBOH IJIOTHOCTH 3ar0TOBOK, HAIPUMEP, UCIIONIB30-
BaHue Oonee chepuueckoro mopoiika SiC.

2. [Ipearnonaraercsi, 4YT0 POCT HAYAIBLHOH MJIOTHOCTH
CJIC-3aroToBOK MY CHUKEHUH TOJIIHHBI CTIEKAEMOTO CIIOS
CBsI3aH C TEM, YTO MpU MeHbLIeH TommuuHe caos (30 MKkm)
MPOUCXOIUT JTyUIINi BEPTUKANBHBINA MPOrpeB B obmacTu

BO3CHCTBHUSI JIa3epHOTO JIyda — 3TO CIIOCOOCTBYET JIyd-
IeMy B3aMMHOMY CKOJIBKEHHIO YaCTHLl C COKpAlllEHHEM
pa3MepoB MEKUYACTHYHBIX TIOP W JIyUIlel are3uu C Ipe-
IptymeM cinoeM. Hanportus, npu tommute ciost S0 MKM
IUIOTHOCTh YKJIAAKH CIOS MOXET OBbITh CHIDKCHA M3-32
a¢dexTa IBOHHOIO €105, KOTOPBINA MMOAPa3yMeBaeT paclo-
JIO’KEHHE ABYX Mroisdarhix yactuil SiC Ipyr Haja ApyroM,
YTO MPUBOIUT K JOMOJIHUTEIFHOMY IOIVIOLICHHUIO Terlia
Y MOXET BbI3bIBaTh TPYAHOCTH TIPH JIa3ePHOM CIICKAHUH
TaKOIo CJIOS B YaCTH €ro MOJIHOIO PaBHOMEPHOIO Harpena
JUTSL TIOJTHOLICHHOTO CIICKAaHWS C TPEIBIAYIINM CJIOEM C
9 HEeKTOM CKONBKEHHS U YIUTOTHEHWsI, KaK TO HaOJFo/Ia-
ercsi B oOpasnax «30 MKM» MpH eIMHUYHON YKIIaJKe CII0s
(T.€. ceueHue CIos MPEACTABISAET OHY YaCTHILy TIOPOIIIKA).
Ecim B maptum 00pastoB «50 MKM» H3HaYaIbHAS IIIOT-
HOCTBH cocTaBisuia nopsaka 1,3—1,4 r/em?, To y o0pasuos
«30 MKM» oHa ObL1a oKoso 1,5-1,6 r/em?.

3. O6pa3upl, nomydennbie Metopom CJIC, moxHO
YIJIOTHUTH C ITOMOIIBIO MUPOYIIICPOAHOTO YIUIOTHCHHUS
(PIP) mo 1,85-1,94 r/cm3, 4TO TOBOPUT O TOM, YTO YIEIb-
HBII mpuBec yriuepoaa cocrasui 10 0,62 r/cm® B Kosu-
YeCTBe, JOCTaTOYHOM Ui (POPMHUPOBAHUS B MOpaxX BTO-
PUYHOTO KapOuIa KpeMHHUS, C YBEITUYCHUEM TUIOTHOCTH
JI0 TEOPETUYECKOM.

4. ConocTaBieHne IUIOTHOCTEH 00pasIoB, MOABEPTr-
HyTBIX 00padoTke PIP + LSI, nemoHcTpUpyeT NMHEHHYIO
PErpeccuio U TeM CaMbIM KOCBEHHO MOATBEPKAACT BHICO-
KYIO CTelleHb KOHBEPCHHU YITIEpO/ia BO BTOPUUHBIN KapOua
KPEMHHUSI U HaJIM4He TEPCIEKTHB 1O YIYyYIICHUIO Kade-
cTBa Marepuaa. [IpaMbIM cBUAETENECTBOM NIPeodpa3oBa-
HUsL IMPOYITIEposia U KpeMuus B SiC, ABIAETCS Koude-
CTBEHHBII MUKPOCTPYKTYPHBI aHalIU3, IO pe3yJibTaraM
KOTOPOTO MOJKHO CZEJTaTh BBIBOX, UTO OIS IPHPOCTA
BTOPUYHOIO KapOuaa KpeMHus cocrasiser 25-37 %.

5. HeoOXomuMoO yTOYHUTH KOJMYECTBO YIJIEpoja,
KoTOopoe Hy»KHO BBOIuTH B CJIC-00pa3upl, a Takxke ero
PEaKIMOHHYIO CIIOCOOHOCTh U CIOCO0 BBEJCHMUS, YTOOBI
JIOCTHYb MAaKCUMAaJIbHOH (PHHAIEHOHN IUIOTHOCTH C MUHH-
MaJIbHOH IOPUCTOCTHIO. BHEIpeHue cauIKoM O0IBIIOro
KOJIMYECTBA YIVIEpoZa B MaTpully OOpa3LoB C LEJIbIO
00pa3oBaHUsl JOCTaTOYHOTO KOJIHUYECTBA BTOPUYHOTO
kap6una (ot 35 %) npuBeseT K OONBIIOMY OCTATOYHOMY
COJIEPKaHUIO YIVIEPOia U 3HAYMTEIHHON 3aKPBITOM MOPH-
CTOCTH 110 IPUUYMHE 3aKyIIOPUBAaHUS KaHAJIOB B IIpoliecce
MPONUTKY ¥ nupoim3a. [lonoxkurensusiii a3 dext moryTt
Jath 1opaboTKa IMOTHUMepa ISl IIPOIMUTKH JTHOO UCTIONb-
30BaHUE JPYTHX BAPUAHTOB ITOJIMMEPOB.

6. O6pasam «30 MKMY IS TOCTHKESHISI MAaKCUMAITh-
HOTO YIUIOTHEHHMSI YTJIEPOJOM XBAaTHIIO BCETO 2—3 MPOIMH-
Tok. HampoTus, o6pasiam «50 MKM» HEOOXOIUMO OBLIO
Mpou3BecTu 4—5 MPOIUTOK, YTO MOKHO CBSI3aTh C pa3HU-
el 3HauYeHU 00BEMHOM TTOPUCTOCTH U TAKXKE C Pa3HU-
el pa3MepoB MOMEPEUHBIX CCYCHUH MOPOBBIX KAaHAJIOB
B HMCCJIEIOBaHHBIX 00pa3lax, 4YTo CKa3ajioch Ha CIIOCO0-
HOCTH K HACBIIICHHUIO JaHHBIX 00BEMOB MIPH MIPOTIUTKE.
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7. OxoHYaTenpHasi TUIOTHOCTh OOpasloB  TOCHE
olepanyy CUIUIMPOBAHUS ObLIa HEIOCTaTOYHA Kak
Ha obOpasmax «50 MKM», Tak U Ha oOpas3max «30 MKM».
MakcuMmanbHas IIOTHOCTh  cocTaBuia 2,88 r/cm?.
OO0pasipl, KOTOpbIE MPOMUTHIBAIKCH | pa3, MoKazaiu
HAaVMEHBIINHA PE3yNbTaT MO IUIOTHOCTU IIOCIE CHIIH-
tmposanus (2,62-2,8 r/cmM?) 1o cpaBHEHHUIO € IPYTHMH
obpasuamu. [ ZOCTHKEHUS] MaKCHMAIBHOH IUIOTHO-
ctH st 00pas3noB «50 MKkM» Tpebyercst 4—5 MPOMUTOK,
a s 006pasnoB «30 MKM» — 2—3 MPOTHUTKHU.

8. OmpIT mOKa3as, YTO O0Opasmpl, MOIyYCHHEIC
merogom CJIC, mocne cunummpoBaHUS 0e3 Tpe/Ba-
PUTEIBPHOH MPONUTKH HMMEIOT MEHBIIYK TUIOTHOCTD
(2,52-2,65r/cM®), wem ¢ mpomuTkoii. B panmem
OTIBITE C MPOMUTKOHN IMIOTHOCTH 00Pa3IOB COCTABIsIIA
2,62-2,88 r/cM?®, mpu 3TOM OOHAPYKUBAIUCH BUIUMBIE
MyCTOTHI U paccioeHus. Ha maHHbBIX ke oOpasiiax BHIH-
MBIC pacCIOCHHS U KPYITHBIC ITOPHI He HAOIIOIAr0TCSI.
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