94
Miocaysiecokutl 30ipnux « HAYKOBI HOTATKHy. Jlyyok, 2024, Ne78

VK 661.5. 621.762. DOI 10.36910/775.24153966.2024.78.13

O.M. MucauBuenko, P.B. JIuteun, I.B. Kyab, L.A. IloaskoB
P.M. Meniwox, JI.A. Kpymnuceska, O.B. 3ranar-Jlosuncskuii, B.I'. KosicHiuenko

Inemumym npobnem mamepianosuaecmesa im. 1. M. @panyesuva HAH Yrpainu

OTPUMAHHS KOMITIO3UTY SisNs—20% NbN 3A JOIIOMOI'OI0 ICKPOBOI'O
IIJIABMOBOI'O CIIIKAHHSA

Busnaueno onmumanwvHi napamempu azomysaHus 6uxionozo nopowky B-SisNs—39,6% (mac.) Nb, niddanozo
nonepeoniii mepmooopooyi y eaxyymi. Y eunaoxy azomyeanns 3a memnepamypu 1400 °C ymeoproemoca Komnozuuiinuii
OpiOHOOUCnEPCHUIL NOPOWOK, WO MicMumb euWUIl KyGiunui nimpud Hiodito ma B-SisNa. [Jocniosceno mopghonoziro
OMIPUMANHO20 ROPOWIKY MA NOKA3AHO W0 Himpud Hio0il0 pienomipno posnodinenuit ¢ 00°emi f-SisNa. IIposedeno
ickponnazmoge CRIKAHHA OMPUMAHOZO0 ROPOWIKY, AKe O003601UNO OMPUMAMU Oe3NOPUCHy KOMROZUUINHY KepamiKy
meepoicmio 16,6 + 0,5 I'Ma.

Kniouosi cnosa: 3-SisNs, NbN, komnosum, ickponiazmoge cnikamms

O.M. Myslyvchenko, R.V. Lytvyn, 1.V. Kud, I.A. Polyakov,
R.M. Mediukh, L.A. Krushynska, O.B. Zgalat-Lozynskyy, V.G. Kolesnichenko

PREPARATION OF SizNs—20% NbN COMPOSITES BY SPARK PLASMA SINTERING

Optimal nitriding parameters of the initial -SisN4—39.6% (mac.) Nb powder subjected to preliminary vacuum heat
treatment have been established. In the case of nitriding at a temperature of 1400 °C, a highly disperse composite powder
containing higher cubic niobium nitride and B-SizN4 forms. The morphology of the obtained powder has been investigated, and
the uniform distribution of niobium nitride in the volume of f-SisNa is shown. We have performed the spark plasma sintering
of the obtained powder, which has enabled us to obtain a composite ceramic with a hardness of 16.6 + 0.5 GPa.

Keywords: $-SisN4, NbN, composite, spark plasma sintering.

IocTranoBka mnpodsaemu. Kepamiuni wmarepiaqm Ha OCHOBI HITPHAY KpPEMHIIO 3HAWIUTH
3aCTOCYBaHHS B acpOKOCMIUHIN, aBTOMOOLIBHIN, XIMIYHOI 1 METamypriiHiA Taly3sx, a TakoX B
MIKpPOCJICKTPOHIII Ta  MEOWIIMHI  3aBOJKHM  CBOIM  VHIKQJIBHMM  BJIACTHBOCTSM  (TBEPIICTD,
BHCOKOTEMITEPAaTypHA MIIHICTh, TEPMOCTIHKICTh, 3HOCOCTIHKICTh, XiMiUHA CTIHKICTh Ta iH.). Ha manuii yac
BUPOOJISIOTH 0araTo 3HOCOCTIMKHX AeTallell, piKydoro iIHCTpyMEHTY Ta HiALIMITHUKIB 3 KEpaMiK{ Ha OCHOBI
HITPHIY KPEMHIIO, sSKi B MOPIBHSHHI 3 aHAJIOTIYHUMH CTaJIbHMMU BHPOOAMH JIEMOHCTPYIOTH OLIBIINIT
pecypc poOOTH, MEHIIIE 3HOIIYBaHHS, HIDKYMH KOe(illieHT TepTs, He MiANAI0ThCS MiKPO3BapIOBaHHIO 1
MOXYTh HpaloBaTu 0e3 mMacTuia. ApMyBaHHS HITPUAOKPEMHIEBOT KEPaMiKi YaCTHHKAMHU TYTOILIaBKUX
HITPU/IiB TIEPEXITHAX METAIiB MOXKE CYTTEBO IIJIBUIUTH PECYPC JeTanell, BATOTOBIICHHX 3 Hel, 32 paXyHOK
edekTy camoszamikoByBaHHS aedekrtiB. Edekr camosanikoByBaHHS Je(EKTiB IOJISITa€ B TOMY, IO
MIKpPOTpILIMHY, BUKJIWKAaHI 3HOCOM a00 TEPMIYHMM HaBaHTA)KCHHSM, 3allOBHIOIOTHCS OKCHIAMH, SIKi
YTBOPIOIOTHCS ITiJ] YaC TEPMIYHOrO BIUIMBY HA MaTepial 3 apMylouor0 (3a1ikoBy04or0) dazoro [1]. 00’ em
OKCHJTY, 0 YTBOPIOETHCS B PE3YJIbTATi OKUCIICHHSI 3aJiKOBYIOYOi (ha3u NOBHHEH IEpEeBUIIYBaTH 00’€M
BUXIIHOI a3y Ui ycHimHOro 3amoBHEHHA TpimmHHU [2]. OTke, po3poOKa TEXHOJIOTiH BHUTOTOBICHHS
KOMIIO3UIIHUX MaTepianiB Ha OCHOBI HITPUAY KPEMHIiI0 3 e(EeKTOM CaMO3aJiKOBYBaHHS JE(EKTiB €
AKTYaJBHOIO TPOOJIEMOIO 3 TOUYKH 30pY IMiBUILIEHHS HAIIMHOCTI BUPOOiB 3 HUX, MOJOBKEHHS TEPMiHY 1X
eKCIUIyaTallil Ta BIJHOBJICHHS iX KOHCTPYKLIMHOT MIIIHOCTI ITICJIsI MTOIIKOKCHHS.

AHaJi3 ocTaHHIX qocaiaKeHb i myOaikaniii. Kepamika Ha OCHOBI HITpHIy KPEMHIIO HAJIEXKUTH 10
HaWBaXXJIMBIIIMX KOHCTPYKLIMHUX MaTepialiB HacaMmIiepes 3aBIsSKU TOEJIHAHHIO HAJ3BHYANHO BUCOKHX
MeXaHIYHUX 1 TPUOOJOTIYHMX BIACTHBOCTEH HITpHAOKpeMHieBoi MaTpuii [3]. IIpobnemu, moB’s3aHi 3
BHCOKOIO KPHUXKICTIO 1 BIATIOBIAHO 3 HU3BKOK TPIMIMHOCTIMKICTIO HITPUAY KPEMHIIO, a TaKOX 3 HOro
MTOTAHOK0 YIIUTBHIOBAHICTIO 1 TPYJAOMICTKOIO MEXaHIYHOIO OOpOOKOI0 BHPINIYIOTH IIISXOM apMyBaHHS
YaCTUHKaMH a00 BOJIOKHAMH €JIEKTPONIPOBIAHOI a3y, 30KpeMa YaCTHHKAMH HiTPU/IiB TIEPEXiAHAX METaIB
TiN, ZrN ta NbN, mo 3a0e3nedye MOXKIMBICTh YCIIITHOTO MPOBEICHHS KOHCOMIIAI] iCKPO-TIIIa3MOBHM
METOJIOM Ta MEXaHidHOI 0OpOOKH €KOHOMIUYHUM eNeKTpoickpoBuM MetoaoM [3]. Hirpun nHiobiro (NbN)
BOJIOJIi€ YHIKaTbHUM KOMIUIEKCOM (i3MYHUX, XIMIYHHUX Ta eNEKTPUYHUX BIACTUBOCTEH, TAKUX SIK BUCOKA
TBEPIICTh 1 TeMIepaTypa IUIaBJICHHS, CTIHKICTh 10 PO3TPICKYBaHHS Ta OKUCIICHHS, XiMiUHa CTaOUIbHICTS,
XOpOIIia TeIJIONPOBIAHICTD 1 rapHa HaaAnpoBiAHICTh [4—6]. Li BiIacTUBOCTI 3a0e3MeYnIn BUKOPUCTAHHS
NbN Ta KOMITO3WTIB 3 HUM B MaTepialaX MOKPUTTIB AJISl PKYyYOro iHCTPYMEHTY [7], B KpiOTEHHHX
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HAJAMPOBIAHUX MPHUCTPOsiX [8], B hoTokaTamiTHIHOMY reHepyBaHHI BoaHIo [9] Tomo. B pobori [10] Oyno
MokaszaHo, mo 4yacTuHKM NDN, BBefeHHI B KepamiuHi KOMIIO3UTH, € MEPCIEKTUBHUMHU 3 TOUKH 30Dy
caMo3aJliKOByBaHHs Je(EKTIB, OCKUIBKH IIiJl Yac TPHUBAJIOTO TEPMIUYHOTO BIUIMBY Ha KOMIIO3HMT HITPHI
HioOit0 okucmioeTbess 10 NbyOs. Cepen HITpWAIB NEpPEXiIHUX METANiB HITpHJ HI00iI0 JEMOHCTpYE
Haii0Oib1Ie 301IbIIeHHS 00’ eMy TIpH (a30BOMY Iepexoi B okcua (Oinbie Hixk Ha 100%) 1 BignosigHo Oyzae
HaWKpamuM 3 TOYKH 30py 3alloBHEHHS MedeKTiB. Yci i 0COOTUBOCTI POOISITH HOTO TMEPCIICKTHBHUM
KaHIMIaTOM Ui OTPUMAaHHS KOMITO3MIIHHIX MaTepiaaiB Ha ocHOBI SisNa3 edekToM caMo3aIiKoByBaHHS
nedeKTiB.

IMocTanoBka 3aBaanHsi. MeTa maHoi poOOTH — pPO3poOKa TEXHOJIOTiI CHHTE3y KOMITO3HUIIIMHIX
ynbTpaauciepcHux mopomkie ckiaamy SisNa—20% (00.) NbN nuisxoM a3oTyBaHHS PEaKI[iHHIA CyMiIi
SizN4—Nb Ta iX KOHCOMigaIliss METOIOM ICKPO-TIIIa3MOBOTO CITIKAHHS.

BuknagenHst ocHOBHOro MatepiaJy. B Hawiii monepeniii po6oti [11] Oyno BuUBYEHO 0COOIMBOCTI
B3aemomii cymimieii SisNs—Nb pi3HOro KOHIIEHTpAIIHHOIO CKJIaay HpH 1X HarpiBi y BaKyyMi 3a pi3HHX
TEeMIEepaTypHO-4aCOBHX YMOB Ta MOKAa3aHO, 10 peakiist yrBopeHHs cuminuais (a-NbsSi,, y-Nb:Si; NbSi,)
€ noMminyrouoro npu posnani SisN4 €. OckiIbKH TPOrpiBoM y BakyyMi mopommkoBux cymimeit SisNs—Nb
HEMOXKIIMBO OTPUMAaTH KOMIIO3UTH, [i€¢ HITPUAM Hio0il0 BHUKOHYIOTH (YHKIIIO YACTHHOK JUIA
CcaMO3aJIIKOBYBaHHs, B AaHiil poOOTi 3aCTOCOBAHO HOBHH ABOCTAMiHMIA criocid cuHTe3y. OpUTIHAIBHICTE
IIBOTO CIIOCO0Y IMOJIATaE B OTPHMAaHHI B IIPOIIECi BAKyyMHOI TepM00OpoOKu peakmiiinoi cymimt SizN4—Nb
3a temneparypu 1000 °C BUCOKOAKTHBHOTO MPEKYPCOpY, B CKIAJ SIKOTO BXOAATH BUXiTHI KOMIIOHEHTH
HITPUAHOI KepaMiKu (3apOJKH HIDKYMX HITPUAIB HiI00if0). [loenHaHHS B €IMHOMY MK IPOIIECIB
BaKyyMHOI TE€pMOOOPOOKH 3 TOCHIIOBHUM a30TYBaHHSM, TO3BOJUTH OTPHUMATH IHCIIEPCHI ITOPOIIKU
kommo3uniinoro matepiainy SisNs—20% (00.) NbN. TemneparypHo-uacoBi yMOBH BakyyMHOI 0OpOOKH
mouatkoBoi cymimi 3a Temnepatypu 1000 °C 3 Butpumkor 1 rom Oyino oOpaHO Ha OCHOBI HalIUX
TIOTNIEPETHIX POOIT IO OTPUMAHHIO HITPUIHOI Kepamiku [12], OCKUIBKH 3a IIUX YMOB ITOYMHAETHCS aKTHBHA
ctanis po3naay SizNaTa yTBOpeHHs TBEpIoro po3uuHy o-Nb (mepiia cTais), a yTBOPSHHS CHIIIUIHUX (a3
e He BiZOYyBaeThCsl. 3 METOI0 BCTAHOBICHHS ONTHMAJIBHOI TEMIEpaTypu ApPYroi cTafii JOCIiKyBaiu
BILIMB TEMIICPATyPH a30TYBaHHs PH BUTPHUMIII IPOTSIroM 2 roa B inTepeaii temmeparyp 1200-1400 °C Ha
¢bazosuii cximan npoayktiB (puc. 1) cymimi ckiaany 60,4% (mac.) B-SisNs + 39,6% (mac.) Nb. 3rigno
PO3paxyHKy, B pe3yJbTaTi B3a€MO/Ii1 KOMIIOHEHTIB CyMillli IIbOTO cKkiay 3a peakiriero 4Nb + SizsNs = 4NbN
+ 3Si MmaeMo ozeprkatu kommno3uuiitauit mopomok SisNs—20% (06.) NbN.

Penrrenodasosuit ananiz (P®A) puxonyBanmu Ha mudpaktomerpi JIPOH-3 3 BukopucTaHHS
KOOAJIbTOBOrO BHUNPOMIHIOBaHHS. 3TiHO JaHUX, NPEACTaBICHUX Ha pHUC. 1, TpPH a30TyBaHHI 3a
temmnepatypu 1200 °C yTBOpIOETBCSI KOMIO3UT, MO MIcTUTh [-SisN4, Hmwkumii HiTpua NboN Ta cymimnn
BHIIUX HITPUIIB 3 TEKCAaTOHATLHOIO Ta TETPArOHAIBHOIO CTPYKTYporo. CIIi/l 3a3HAYHUTH, 1110 TIPH HASIBHOCTI
TeTparoHajabHoro Hitpuay NbNog Ha audpakTorpaMi HEMOXIJIMBO BCTAHOBUTH IPUCYTHICTh KyOI4HOTO
NbN ockinpku Bci audpaxmiitni MakcuMymu KyOiaHoro NbN MoBHICTIO HaKIIaAalOThCs Ha TU(pakLiiiui
MaKCHUMYMH TeTparoHanbHOTO NbNog, y 3B 3Ky 3 UMM MH HE BHKJIIOYa€MO ICHYBaHHS B TaHOMY 3pPa3Ky
Takox KyoiuHoro NbN. Ha nudpakrorpami mpoaykry, oaepKaHoro npu remreparypi azorysanns 1300 °C,
nudpakniiini MakcuMyMH Bif HK4oro HiTpuny NboN Bxe He QikcyroTses. [lomanbpiie migBUILIEHHS
temneparypu 10 1400 °C  mpu3BOIUTH 1O 3HUKHEHHS HITPUAIB HIO0II0 3 TEKCArOHAJIbHOK 1
TeTparoHaJLHOIO CTPYKTYpOro. B momepeaHix ABox 3pa3kax Ha KyTi 20 = 70,5° OyB mpHUCYTHINA IMIUPOKAN
nudpakiiiHiii MakcUMyM, 110 MicTHB B co0i miku (220) ta (204) Big TetparoHansHoro NbNog, Toi 5K 3a
temneparypu 1400 °C Bxe cnocTepiraerbcs By3bKa JiHifA, Ky MU aCOLIIOEMO 3 OAHUM AU(PaKUiHHIM
MakcumyMmoM (220) kyOiuHOi cTpykTypu. lle € CBiq4eHHSM TOTO, IO 3a JAHUX YMOB TEPMOOOPOOKHU
YTBOPIOETHCS HITPHU HIOOII0 came 3 KyOIYHOIO, a He TEeTParoHajJbHOK CTPYKTYPOIO.

Ockinbku AJ1sl MOAANBLIOr0 OTPUMAaHHS KepaMiku HaWOUMbIIMI 1HTEpec MpelncTaBisie KOMIIO3UT,
asoToBaHudl mnpu Ttemmeparypi 1400°C, Mu [0OAATKOBO MOOCHIAWINM HOro MOpQOJIOriio METOI0M
CKaHyBaJIbHOI €JIEKTPOHHOI MiKpocKortil (puc. 2). J[ys aHaiizy CTpyKTypH i JIOKaIbHOTO XiMi4HOTO CKIIa Ly
3pa3KiB BHKOPUCTOBYBAJIM MIKPOCKOI 3 MOibOBOKO eMiciero Tescan MIRA3 LMU SEM, ochamieHwmit
cnektpometrpoMm X-Max 80 EDS 3 mporpamuum 3a6esneuenHsiM INCA.  CBiTii 4YacTHHKH Ha
MPE/ICTaBICHOMY 300paXeHHI MiKpPOCTPYKTYpH sBIIsIIOTH 00010 NbN, a yopHi — [-SisN4. Hitpuau Hio6ir0
piBHOMIpHO posmozimeHi B Matpurii 3 B-SisNs Ta 3mebimpimoro MarTh posMmip 1-3 MKM, MpoTe
CIOCTEPIraloThes 1 YACTHHKY MOPOLIKY po3MipoM 10 10 MKM.

Onepxxkany B pe3ynbrari asoryBanHS mpu 1400 °C  KOMITO3WINIHHY TOPOIIKOBY CYMIII
VIIUTHHIOBAJTH METOIOM 1CKPO-TUTa3MOBOTO CIIIKAHHS.

© O.M. Mucnusuenxo, P.B. Jlumeun, I.B. Kyow, I.A. [Tonsaxos
P.M. Meorwx, JIL.A. Kpywuncoka, O.b. 3eanam-Jlosuncoruil, B.I". Konichiuenxo



96
Miocaysiecokutl 30ipnux « HAYKOBI HOTATKH. Jhyyok, 2024, Ne78

- 1000,
9: ¥ SigN, G ¢ v v Si;N,
= 600 ° = NbN, ; TeTpar. / NbNky®. 3800 = NbN, ; Tetpar. / NbNky6.
= ® NbN rekcaro. = ® NbN rekcaron.
5 ANE. =
B - Nb,N Ap0o- ¥
an =
Q400+ L %
g 5 400 - 1 =
= ¥ 5
o
2 k 2
E 200+ ny = .;;-_5200 ]
= o ov) A V',
L' L LAk Jad 0
1™ 30
3‘0 410 EICI GIO ?IO SICP 'BIO
20, rpan
a 0
400
5 = ¥ Si;N,
“‘E = NbN ky0.
o |
Z |y
5
v
5
& 200
o
=
3] v
[ "
=}
4
L Y
L ik b L
30 40 50 60 7 80 90
20, rpan
B

Puc. 1. JIludpaxrorpamMmu npoayKTiB ABOCTaAifiHOro cuHTe3y peakiuiiinoi cyminri SisN.—20%
(06) NbN mpu piznux Temmnepatypax azoryBanusi: a) 1200 °C, 6) 1300 °C, B) 1400 °C

SEM HV: 10.0 kV WD 17.34 mm | MIRA3Z TESCAN|
View figld: 500 pm Det: BSE 100 pm
SEM MAG: 152 kx

SEM HV: 10.0 kW WD: 17.34 mm | MIRAZ TESCAN|

View field: 50.0 pm Det: BSE
SEM MAG: 3.70 kx 6

Puc. 2. SEM 300pakeHHs] CHHTE€30BAHOI'0 MOPOIIKY MicCJIs TEPMOOOPOOKHU Y BAKYyMi npu
1000 °C Bupoapos:x 1 roa Ta azoryBanus npu 1400 °C Bnponos:k 2 roa.
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Jns inTeHcudikauii mpouecy yIIIIbHEHHS KOMIIO3UTIB Ha OCHOBi SisN4 10 cymimii HOpOIIKiB
JO/aI0Th OKCHIM, SIKI MiJ Yac CIIKaHHS yTBOPIOIOTH pinky ¢asy [12, 13]. B namomy Bumaaky 1o
CHHTE30BaHOTO KOMITO3UTY J0Aanu nopommkn Y203 ta Al,Os B kinmbkocTi 6% (06.) Ta 5% (00.) BiAMOBITHO.

Konconiganito mopomkoBux cyMilied MpOBOAMIN MeToAoM ickpo-mutazmoBoro crikanus (II1C).
Crikannst BukoHyBanu Ha yctanoBli FCT - HPD25 BupoOuuursa FCT Systems GmbH. 3aBaHTaxenHs
roporkoBoi cymimn s ycranoBku FCT - HPD25 cxkmagamo 9 r. Koncomigarisi Oyna mpoBeneHa B
rpadiToBiii nmpec-hopMi 3 BHYTpIlIHIM AiameTpoM 20 MM 3a MakcuMaibHOI TeMiepatypu 1800 °C ta THCKY
50 MIla npu mBuakocti HarpiBy 100 °C/xB B atmMocdepi azory. [aHi mo miHiAHIA ycaaui MOPOIIKIB B
nporieci koHcomiaarii merogoM II1C dikcyBanm sk mepeMinieHHsT BEpXHHOTO ITyaHCOHA TTPH HEPYXOMOMY
HIOKHBOMY. TemmepaTypy BUMIPIOBAIX IIIPOMETPOM Ha IIOBEPXHI BEPXHLOT0 Ipa)iTOBOrO MyaHCOHA.

3rigno nannx POA nns 3paskiB, ceueHUX IpU MakcuManbHil Temnepatypi 1800 °C, martepiai €
nBo(a3HUM KOMIIO3UTOM, SKHH CKIAAA€Thes 3 OeTa-Moaudikaii HiTpuay KpeMHilo Ta KyOiYHOTO HITpHIY
Hi00i10 (puc. 3). OKcuam aTIOMIHIO Ta iTpifo MeTogoM PDOA He BHSBICHO BIpOTiTHO Yepe3 ix CKIOMoaiOHy

amop(izoBaHy CTPYKTYpY.
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Puc. 3. Indpakrorpama cnedenoro kommo3uty SizNs—NbN

3a maHMMH KIHETHKM YIIUIbHEHHS, NpW miABHIIeHHI Temneparypu nonan 400 °C 3adikcoBaHO
3pOCTaHHS JIHIKHOTO po3Mipy 3pa3ky (puc. 4). Ile € HacmiIKOM BIUTHBY Ha MaTepiasl IBOX KOHKYPYIOUHX

MIPOIIECIB — TEPMIYHOTO PO3MIUPEHHS Ta YCAIAKH 3 ITePeBAKAIOYUM BIUTHBOM IIEPIIIOTO.
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Puc. 4. KineTuka yuiiibHeHHSI Ta HAarpiBy npu cnikanui kommno3ury SizNs—20% (06.) NbN

[HTeHCHBHE 3pOCTaHHS MIBUKOCTI YCAIKH Ta 3MEHIIICHHS JIIHIHHOTO PO3MIpY 3pa3Ky IMOYHMHAETHCS
3a Temmeparypu Bume 1350 °C, mo MOXHa TOB’sS3aTH 3 IIOSBOIO pimkoi (as3m, ska axTUBI3ye
MEpPerpynyBaHHs Ta PEKPUCTAII3allil0 YaCTHHOK Marepiany. BUHUKHEHHs piakoi ¢asu 3a Takol
TEMIIEPATYPH MOSICHIOETHCS PE3YIHTATOM B3aEMO/II1 OKCHIIHUX JIOMIIIIOK 3 TIOBEPXHEIO HITPUAY KPEMHIIO,
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BHACJIIIOK YOTO YTBOPIOETHCS BiHOCHO JierkoriaBka ¢asza SiO». 3rigno ganux [14], mosiBa piakoi pasu B
cuctemi Y203M-Al,0:-SiO; BinOyBaeThes 3a Temmepatypu 1430 °C. Bpaxyemo, 10 eKCIIepUMEHTAIbHO
BUMIpsSIHA TEMIIEpaTypa Ha TIOBEPXHI ITyaHCOHY BIJIPI3HSAETHCS B pealibHOI TeMIiepaTypu 3paska. Sk
noBigomisieTbest B po6oTi [15], aust ymoB ITIC HiTpuay KpEeMHIIO Pi3HHUI MK BUMIPSIHOIO Ta aKTyaIbHO
Temneparyporo Matepiany ckiagae 10 140 °C Ha KopucTh octaHHBOI. Lle mae migcTaBu BBaskaTH, IO
BUMIpsiHa eKcrepuMeHTabHo Temiieparypa 1350 °C BigmoBimae peajbHIM TeMIeparypi 3pa3Ky MOHaj
1450 °C, Ta posrasmaT movatok pigkodassoro cmikadas B cucteMi SisNa—NbN—(Y203-Al,03-Si0;) sax
NPUYMHY IHTEHCUBHOI yCaIKu 3a Ii€l Temneparypu. Pe3ynbrar yiinbHeHHS LTIOCTPYE CTPYKTYpa CIIeYeHUX
3pa3KiB, HaBeJCHA Ha PHUC. 5
\ ey

Vigw tiold: 500 pm
SEM MAG: 1.52 kx

Electron Image 1

Burn

a 0
Puc. 5. Ctpykrypa cniedenoro kommno3urty SizNs—20% (06.) NbN B nmoui 30py (a) 10 mxm Ta (6)
500 MKM; 1- Si3N4, 2 - NbN, 3 - YzOs—A|203

3rifHO JaHUX CICKTPOMETpii, MaTepial CKIagaeThcs 3 3epeH Hitpuay P-SisNsa xapakreproi
royatoi (PopMH TEMHOTO KOJIbOPY, 3ePEH HITPUIY HI001I0 CBITIIOTO KOJIBOPY Ta MPOIIAPKIB OKCHITHOI (hazn
ciporo KoJbopy, Mop¢oJoris sikoi cBiAUUTH mpo il pigkodasHe noxomxenHs (puc. 5a). Orpumany
CTPYKTYpY MOKHa OXapaKTepu3yBaTH fAK JOCTaTHBO OJHOPIAHY Ta Oe3gedeKkTHy 3 pPiBHOMIpHHM
PO3MOIiIOM KOMITIOHEHTIB (puc. 50). Po3mip 3epen cknamae 0,5—-10 MkM IS HITpHay KpemHito Ta 0,5-5
MKM JUTsI HITPHY HIOOI10.

['ycTHHAa BMMIpsIHA TiAPOCTATHYHMM 3BAKYBAaHHAM OTPMMaHMX 3pa3kiB Ha piBHi 4,24 r/cm®, |
MOPIBHAHO 3 PO3PAaXOBAHMM aJIUTHBHUM 3HaYeHHAM 4,28 r/cM® 103BOJISIE TOBOPUTH PO BUCOKY BiJHOCHY
I'YCTHHY CIIEYEHOTO KOMIIO3UTY, sIKa nepeBulye 99%.

[lopiBHSHHA BHMIPSIHOT TiZPOCTaTUYHUM 3BAXKYBaHHSM TYCTHHH OTPHUMaHUX 3pasKiB, IO
cranoswia 4,24 r/cM®, 3 1i po3paxoBaHMM aJUTHBHMM 3HaueHHSAM 4,28 r/cM® 103BOJISE TOBOPHTH PO
BHCOKY BiIHOCHY I'YCTHHY CIICYCHOTO KOMIIO3UTY, sIKa repeBuurye 99%.

Hdropomerpruunuii anai3 nposeaeHo Ha TBepaoMipi MMT-3 (Buehler, CILIA). Byno Bukopuctano
CTaHJApTHUHA MeToA BUMIpY TBeprocTi 3a Bikkepcom npu HaBantaxkeHHi 100-300 rc. 3a manumu
JIIOPOMETPUYHOIO aHajli3y, CepelHs TBEPIICTh KOMIO3MTY ckiazae 16,6 £0,5 I'Tla. L{i 3HaueHHS
MOCTYTAIOTHCS JIOBITKOBUM JJAHUM TBEPJOCTI YUCTOTO HITPHUYy KPEMHIO, POTE IMEPEBAXKAIOTH TBEPIICTh
koMmro3uTy SisNs—20%TiN, oTpumanoro rapsaum npecyBanHsaM 3a Temneparypu 1800 °C, mo craHoBmIa
14 I'Tla [16].

BucnoBku. JlociUkeHO BIUTUB TEMIIEPAaTypH a30TYBAaHHS Ha MONEPEAHBO BUTPHMAHY Y BaKyyMi
npu 1000 °C cymimn B-SizNs—39,6% (mac.) Nb. Ha ocHOBI 1ux maHHX OOpaHO PeXuM, KUl JT03BOJISE
oTpuUMyBaTH KoMro3uiiiituii nopomrok SisNs—20% (06.) NbN, B sikoMy Bech Hi0Giit 3HAXOAUTHCS Y BUII
BUIIIOTO HITPUIY HiO0i0 KyOi4HOI CTPYKTYpH. 3 JaHOTO KOMIO3HIIIHHOTO MOPOIIKY METOAOM iCKpO-
IUIa3MOBOTO CIIKaHHS YCIIIIHO OTPUMAHO KepaMiKy 3i IIiIbHICTIO moHan 99% Big TeOpeTHYHOIo
3Ha4YeHHS. MIKpOCTPYKTypa CII€UYeHOI KepaMiKH JEMOHCTPYE APIOHO3EPHUCTY CTPYKTYPY, PIBHOMIpHHMA
PO3MOJIN YaCTHHOK HITpUAY HIOOIF0 Ta BiJICYTHICTh O3HaK OYyJb-KMX (Pa30BUX MEPETBOPEHb Mij yac
crikanHsa. OTpuMaHa KepaMiKa BOJIOAIE BHCOKOK TBEPIICTIO Ta € IMEPCIEKTUBHOKO IS IMOAJIBIIOTO
JIOCTIDKEHHS Ha Hill eheKTy caMo3allikoBYBaHHS Ae(PEKTiB, 3BayKar0un Ha piBHOMIPHUH PO3MOIIT B 00’ eMi
MaTtepiany 3anikoByrouoi ¢azu NbN.

© O.M. Mucnueuenxo, P.B. Jlumeun, 1.B. Kyow, I.A. ITonsakos
P.M. Meorwx, JIL.A. Kpywuncoka, O.b. 3eanam-Jlosuncoruil, B.I". Konichiuenxo



99
Miocaysiecokutl 30ipnux « HAYKOBI HOTATKHy. Jlyyok, 2024, Ne78

CnHcoKk BUKOPHCTAHOI TeMIlepaTypH

1. Song G. M., Pei Y. T., Sloof W. G,, Li S. B., De Hosson J. T. M., Van der Zwaag, S. (2008).
Oxidation-induced crack healing in Ti3AIC2 ceramics. Scripta Materialia, 58(1), 13-16.

2. Zgalat-Lozynskyy O., Kud 1., leremenko L., Krushynska L., Zyatkevych D., Grinkevych K.,
Ragulya A. (2022). Synthesis and spark plasma sintering of Si3N4-ZrN self-healing composites. Journal
of the European Ceramic Society, 42(7), 3192-3203.

3. Borodianska H., Krushinskaya L., Makarenko G., Sakka Y., Uvarova l., Vasylkiv O. (2009). SisNs—
TiN nanocomposite by nitration of TiSi, and consolidation by hot pressing and spark plasma sintering.
Journal of Nanoscience and Nanotechnology, 9(11), 6381-6389.

4. Cansever N. (2007). Properties of niobium nitride coatings deposited by cathodic arc physical vapor
deposition. Thin Solid Films, 515(7-8), 3670-3674.

5. Ufuktepe Y., Farha A. H., Kimura S. 1., Hajiri T., Karadag F., Al Mamun M. A., Elsayed-Ali H. E.
(2013). Structural, electronic, and mechanical properties of niobium nitride prepared by thermal diffusion
in nitrogen. Materials Chemistry and Physics, 141(1), 393-400.

6. Manaud J. P., Poulon A., Gomez S., Le Petitcorps Y. (2007). A comparative study of CrN, ZrN,
NbN and TaN layers as cobalt diffusion barriers for CVD diamond deposition on WC-Co tools. Surface
and Coatings Technology, 202(2), 222-231.

7. Ju H., Ding N., Xu J.,, Yu L., Geng Y., Ahmed F. (2019). The tribological behavior of niobium
nitride and silver composite films at elevated testing temperatures. Materials Chemistry and Physics, 237,
121840.

8. Roch T., Gregor M., Volkov S., Caplovi¢ova M., Satrapinskyy L., Plecenik, A. (2021). Substrate
dependent epitaxy of superconducting niobium nitride thin films grown by pulsed laser deposition. Applied
Surface Science, 551, 149333.

9. Gao B., Xiao X., Su J., Zhang X., Peng X., Fu J., Chu P. K. (2016). Synthesis of mesoporous
niobium nitride nanobelt arrays and their capacitive properties. Applied Surface Science, 383, 57-63.

10.Boatemaa, L. (2018). Self-healing AI203 ceramics: Selection and testing of novel healing particles.
Dissertation

11.Lytvyn R., Kud 1., Myslyvchenko O., Medyukh R., Krushynska L., Zgalat- Lozynskyy O. (2024).
Synthesis of highly disperse NbSi>—SizNs and SisN4s—NbN composite powders. International Journal of
Applied Ceramic Technology.

12.Kud 1., leremenko L. I., Krushynska L. A., Zyatkevych D. P., Zgalat-Lozynskyi O. B., Shyrokov
0. V. (2020). Synthesis and Consolidation of Powders Based on SisN.—Zr. In Nanooptics and Photonics,
Nanochemistry and Nanobiotechnology, and Their Applications: Selected Proceedings of the 7th
International Conference Nanotechnology and Nanomaterials (NANO2019), 27-30 August 2019, Lviv,
Ukraine (pp. 23-33). Springer International Publishing.

13.Zamula M. V., Derevyanko A. V., Kolesnichenko V. G., Zgalat-Lozinskii O. B., Ragulya A. V.
(2015). Production of products of various shapes from SisN4-based refractory compounds by spark plasma
sintering. Powder Metallurgy and Metal Ceramics, 54, 8-15.

14.He L., Huang N., Lu D., Sheng P., Zou W. (2023). A study on the effects of liquid phase formation
temperature and the content of sintering aids on the sintering of silicon nitride ceramics. Crystals, 13(7),
1099.

15.Yucheng W., Zhengyi F. (2002). Study of temperature field in spark plasma sintering. Materials
Science and Engineering: B, 90(1-2), 34-37..

16. Gao L., LiJ., Kusunose T., Niihara K. (2004). Preparation and properties of TiN-SisN4 composites.

Journal of the European Ceramic Society, 24(2), 381-386.

Penenzent: Omnekcanap JlepeB’sHKO, CT. HayK. cCHoiBp. Big. TepMomexaHidHOi 00poOKu
TYTOIUTABKUX MaTepialiB, K.T.H.

© O.M. Mucnusuenxo, P.B. Jlumeun, I.B. Kyow, I.A. [Tonsaxos
P.M. Meorwx, JIL.A. Kpywuncoka, O.b. 3eanam-Jlosuncoruil, B.I". Konichiuenxo



