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Bnnue yacy BUTPUMKM Ha BNacTUBOCTi
BUCOKOEHTPONiINHOI HITPMAHOI KepaMiku
(Tio,25V0,25Cro,25Nbg 25)No 825 3 Ancpy3icto
N-BakaHcii

Hns ompumanns 8ucokoeHmponitinoi Kepamiku 06y10 SUKOPUCMAHO
suxionui TiNy; 3 aHIOHHUMU BAKAHCIAMU 5K OONOMIJICHULL Mamepian O1si CNIKAHMSL,
exgimonsapuo smiwianuti 3 VN, CrN ma NbN. Ilokazano, wjo ucokoeHmponitiny Himpuony
Kepamixy 3 oOHiero hazor kam sAHoi coni OYI0 YCRIWHO CUHME308AHO NPOMSAZOM 5 X8,
3pasKu 00CA2U MAKCUMATLHUX 3HAYEHb MEEPOOCTi, MIYHOCMI HA GUSUH A 8 A3KOCMI
pyiinyeanns — 21,51%1,50 I'Tla, 1271+24 MIla ma 3,63%0,35 MIlam'” gionosiono, y
pasi eumpumxu npomszom 15 xe.

Knrouosi cnosa: sucoxoeHmponiiini Himpuou, 8axaucii azomy, miy-
HICMb HA 8U2IH, 8 A3KICMb PYIHYBAHH, ICKPO8e NIA3MO8e CNIKAHHA.

BCTYII

OCKIJIbKY TIOTIMT Ha MaTepialid 3 MiJBUIIEHUMH eKCIUTyaTalliiHu-
MU XapaKTePUCTHKAMHU 3POCTA€, OJHOKOMIIOHCHTHHX KEpaMidHUX MaTepialliB BiKe
HeIOoCTaTHRO. Lle crmoHykasno 10 po3poOKu HOBUX KEpaMidyHUX MaTepialliB, 3AaTHUX
BUTPUMYBATH €KCTPEMANbHI YMOBH.

HemioxaBHBO10 1 TOMYJISPHOIO TEMOIO JAOCIHIDKEHB Y Lii rajry3i € BUKOPUCTaH-
HSI BUCOKOGHTPOIIITHOT KepaMiKi Ha OCHOBI IEPEeXiHUX METaNiB, IO HE MICTATh
OKcHIIB. BucokoeHTporiitHI KepaMiKi IpUBEPTAIOTh 3HAYHY yBary 3aBISKH CBOIl
VHIKaIbHIA MIKpOCTPYKTYpi, Oa)KaHMM BIACTHBOCTSIM 1 BEJIMYE3HiH KUIBKOCTI
kommo3unid. Taka kepamika MO€AHY€ MPUHIUIHN PO3POOKH BHCOKOCHTPOMIMHUX
CIUTaBiB 1 1i 3aCTOCOBYIOTh B TPAIUIIHHHUX YJIBTPABHCOKOTEMIICPATYPHUX CKIIa[I-
HUX KepaMidyHux cuctemax [1-3]. Ockiibku po3poOKy BHCOKOCHTPOMIHOI Kepa-
MiKH 3/IIHCHIOIOTh BiTHOCHO HEJAaBHO, CYYacHI JOCITIIKEHHS 30Cepe/PKeHi Ha BH-
BUCHHI HOBHX KOMITO3UIIIHHUX cHCTEM [4].

JlocnikeHHsT BUCOKOSHTPOIMIMHNX HITPUIIB BCe Ie MmepeOyBaroTh HA paHHIX
craniax. ¥ 2004 poui komanjga €xa [5] npoBena nepiri I0CTiIKEHHS TOHKOILIIB-
KOBHX MaTepiaiB 3 BUCOKOCHTPOITIHHIX CIUIABIB i BUSBUIIA, 10 BHCOKOCHTPOMIiiHI
HITPHUIN JEMOHCTPYIOTh BHHATKOBI MEXaHIUHI BJACTUBOCTI Y BUIJISII TOHKUX ILTi-
BOK. 3r0JIOM KiJIbKa JOCIiIKEHb OYyJIH 30cepe/keHi Ha BUCOKOSHTPOMIMHUX HITPHUI-
HHX IUIIBKax, B OCHOBHOMY OOMEXYIOUHCh TOHKOIUIIBKOBUMM MaTepianamu [5-8].
Opnak nume y 2018 pomi Jxun Ta 1H. [9] MOBIIOMIIN PO CUHTE3 BUCOKOCHTPO-
nifHOi HiTpUIHOI KepaMiku. BOHM po3poOMIIM HOBHIA MiXil 3 BUKOPUCTaHHAM
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METOIy M’SIKOi CEYOBHHHM JJISI IPUTOTYBAHHS IOPOIIKIB Ta YCHIIIHO CHHTE3YBAJIN
nopomku Hitpuny (VCrZrNbMo)N 3a temmeparypu 800 °C 3 BUKOpHCTaHHSIM
XJIOPHIY METaly Ta CEUYOBHHU SK HpeKypcopiB. Lli mopomku mpoaeMOHCTpYBaIU
Y9yJIOBi €IEKTPOXiIMiUHiI BIacTUBOCTI. 30BCciM HexaBHO komana Jly FOuzrons [10]
3aMpOIOHYBaJIa “M’SIKHH MEXaHOXIMIYHHNA METOJI TEPMIYHOTO BiIHOBJICHHS HITpH-
JiB” 17151 OTPUMaHHSA BUCOKOEHTPOIIWHOI HITPUAHOT KepaMiku 3 BHUKOPHCTAHHIM
OKCHJIIB METaliB, IKi MOXXyTh OYTH IEpETBOPEHI Y BiNOBIAHI HITPUAN METAJIB 32
JIOTIOMOT'OF0 peakiii 3 SizN,, Ta yCIIITHO OTPUMATH BHCOKOCHTPOMIHI MOPOIIKH
(HfZrTiNbTa)N B moBHOMY TBepaOMYy po3uuHi. He3Baxkarouu Ha Te, 110 1€ TOCTi-
JOKEHHSI 3HAXOJUTHCS HA PaHHIM CTafiil, BOHO € IEPCIEKTUBHUM Ul MEXaHI4HOTO
Ta ENEKTPOXIMIYHOTO 3aCTOCYBAaHHS BUCOKOCHTPOIMIMHUX HITPHUIB, 1 B TIOJAIBIIIO-
My CIIPHATAME BIOCKOHAJICHHIO METOIB OTPHMAaHHsI, ONTHMIi3aIlil BIacCTHBOCTEH
Ta cdep 3aCTOCYBaHHSA BUCOKOSHTPOMIMHUX HITPU/IIB.

KpuxkicTb i TpyJHOIII CITIKaHHS HITPHUIIB MEPEXiTHUX METaIiB OOMEXYIOTh iX-
HE IAPOKE 3aCTOCYBaHHS, ITiIKPECIIOI0YH HEOOXIHICTh MiBUIICHHS B’ I3KOCTI Ta
AKTUBHOCTI crikaHHs. JloTemep Ui MOJIMIIEHHS aKTUBHOCTI CIIIKaHHS IUX Mate-
piaJliB BHKOPUCTOBYIOTh CHiKaJbHI J00aBKU. Lli m100aBKH CTBOPIOIOTH PiKy (a3y
3a OLTBIT HU3BKHUX TEMIIEPATyp 3aBISKH BKIIOUCHHIO PEUOBHH 3 HU3EKHMH TEMIIE-
parypamu IUTaBJICHHS, TUM CaMHM 3HIKYIOUM 3arajbHy TEMIIEPaTypy CIIKaHHS
[11,12].

HasBHICTh BakaHCIHHUX Ne(EKTIB Y TYroMIaBKUX CIIOIyKaxX MepexiTHuX MeTa-
JIB MOKE TOKPALIUTU TPAHCIOPT PEUOBUHH 338 BUCOKUX TEMIIEPATYp, IO MPHBO-
JUTh J0 3HIDKCHHS TEeMIIepaTypH CIIKAHHS 1 TOMITHOTO ITOKPAIIEHHs BIACHOI KpH-
XKOCTiI KOBaJICHTHO 3B’si3aHMX MartepianiB. KpiM Toro, BakaHCiiHI JeQeKTH MO-
JKyTh 301IbIIYBaTH KOH(MOPMAIIHY SHTPOIIiI0, 3MEHIIYBATH CHTAJBITIO 3MIIIy-
BaHH 1 MiHIMi3yBaTH BiJIbHY eHeprito 1'i60ca TBepnoi ¢aszu. OTxe, BBEJCHHS Ba-
KaHCIHHUX Je(eKTiB MPOIOHY€E YHIBEpCaTbHUN CHHTETUYHUHN TIAXiT Ui HU3BKO-
TEMIIepPaTypPHOTO CHHTE3Y OTHO(PA3HUX MYITbTUMETATITHUX CIIOTYK, OCOOIMBO THX,
110 BKJIIOYAIOTh Pi3HI CTPYKTYpHi npexypcopi [13].

VY npencrapieHii poOOTi aBTOPH MparHyJid BUKOPUCTATH TIepeBark HECTEXiOMeT-
pruananx BractuBocted TiN,, sIKi MPU3BOAATH IO YTBOPESHHS YHCICHHUX JNe()EKTHUX
cTpykTyp 3 N BakaHciii y Horo rpatii. ¥ OUIBLIOCTI MaTepialiiB Mirparisi aToMiB i
0OMiH pEeYOBHHOIO BiIOYBaIOThCA MEPEBAKHO Uepe3 BakaHCIHHMN MexaHi3M. B pasi
MiJIBAIIICHUX TeMIIepaTyp IIi BaKaHCIHHI JeeKTH 3HAYHO 30UIBIIYIOTH MBHIKICTH
IuQy3ii aToMiB, IO CIpUsAE €KCTEHCHBHIN mudysii. OTxe, e CIpHs€e YTBOPEHHIO
TBEPAUX PO3YMHIB MiXK aTOMaMH{ PO3UMHHHKA 1 PO3YMHEHOI PEUYOBHHHU Ta YMOKIJIUB-
JIF0E PO3pPOOKY BHCOKOCHTPOMIMHOI HITPHIHOT KepaMiku. [ TOCTiKEHHS BIUIUBY
PI3HOrO Yacy BUTPUMKH Ha CTPYKTYPY Ta BIIACTHBOCTI 3pa3KiB TOTYBAJM BUXITHY
HecTexiomeTpuuHy cyMim TiNg3; B ekBiMossipHOMY criBBigHomeHH] 3 VN, CrN ta
NbN. KpiM TOro, BUKOPHUCTAIH METOJT iICKPOBOTO TIAa3MOBOTO CITIKAHHS JIJIsl CHHTE3Y
BUCOKOEHTPOIIHHOT HiTpuAHOI KepaMikd 3i ckmanoM (Tig2sVo2s5Cro25Nbo2s)No g2s.
[Ipouec cnikanusa npoBoauiu 3a Temneparypu 1700 °C. IIpoBeneHHs IbOro 1ocii-
JOKEHHSI J]aJI0 MOXKIIMBICTh OTPUMATH YSBICHHS PO Te, K Pi3HUHA 9ac BHTPUMKHU
i Yac MpoIlecy CIiKaHHS BIUIMBAE HA CTPYKTYPY Ta BIACTHBOCTI 3pa3KiB BUCOKO-
EHTPOMIIHOT HITPUIHOI KEPaMiKH, 10 YTBOPIOIOTHCA B PE3YNbTaTi.

EKCIHEPUMEHTAJIbHA YACTHUHA
Buxinni maTepiaan Ta cuHTe3 3pa3kiB

B sixocTi BHXIIHUX MatepialliB Juis eKcriepuMeHTy Oynu oOpani mopomku Ti,
TiN, VN, CrN i NbN 3 unctoToro > 99 % i po3mipoM gacTuHOK 1-3 MKM (OTpHMa-
Hi Big Shanghai Nano Technology Co., Ltd., Kurait). [Ing oTpumanHs BuUXigHOI

24 http://stmj.org.ua



cupoBuHu TiNg3; Ta mopomxku VN, CrN, NbDN Oynu 3BakeHiI B €KBIMOJISPHOMY
criBBigHOMIeHHI 1:1:1:1, 3araipHOO Baroro 25 r. MexaHivHe JISTYBaHHS MPOBOIMIH
3 BUKOPHUCTaHHsM Kynbok WC Ta CIUpPTY B SIKOCTi CEPEIOBUINA, 32 CIiBBITHOIICHHS
KyJIbOK Jio Tiopomiky 10:1 Ta B mporieci nepeminryBanHs 3i mBHAKICTIO 200 006/XB
npotsroM 10 rox. OtpuMaHy cyMim BuCymryBaiu. ITicis mpociroBaHHS 3MilIaHi
MOPOIIKHY NOMiIIany B rpagitoBi popmu.

B nopansimoMy mpoliec CrikaHHs NPOBOIMIN 3 BUKOPUCTAHHSM Iedi iCKpOBOTO
mra3moBoro cmikanHg (SPS-10T-5, Shanghai Chenhua Science and Technology
Co., Ltd., KuTaif) B atmocdepi Bakyymy 3a Tucky 50 MIla. Temmneparypy migBu-
mryBaiy 31 mBuakictio 50 °C/xB 1 gocsiranu temneparypu crikanas 1700 °C. Bu-
KOPHCTOBYBaJM pPi3HUHA 4ac BuTpuMKH: 5, 10, 15, 20 1 25 XB, oTpuUMaHi 3pa3Ku
Oysu mo3HaueHi sk N4-5, N4-10, N4-15, N4-20 i N4-25 BiamnoBigHo.

XapaKTepucTuku

Micns crikanras 3pa3ku (TiposVo25Cro25Nbg 25)No s25 IUTIhYBaIM Ta MONipyBaad Ha
anMasHoMy molipyBasHOMY Bepetati. @asosmit cknan (TigzsVo2sCroasNboos)Nosos
aHaJli3yBaJl METOJOM PEHTreHiBchkoi audpakuii. KpiMm Toro, cmocrepiramu mik-
pomopdomorito 3piziB  (Tig25Vo25Cr025Nbo25)Nogas 38 TOIOMOTOI0 ITOIHOBOTO
EMICITHOTO CKaHYIYOTo eJICKTPOHHOro Mikpockomna moa. S-4800 (Hitachi High-
Tech/Oxford Instruments, Anonis/Benukodpuranis). s xapakTepUCTHKH PO3IIO-
JTy eJIeMEeHTIB Ha IOBEPXHI 3J1aMy 3pa3KiB BUKOPHUCTOBYBAJIN CHEProHcIepCiii-
Huit criekrpometp (EJC).

Kpim Toro, Oynu mpoBefeHi pi3Hi BUNPOOYBAaHHS Ui OLIIHKH BIIaCTUBOCTEH
CIEYCHUX 3pa3kiB. MIlHICTh 3pa3KiB Ha BUTMH BU3HAUYAIHU 32 JOIOMOTOIO0 yHiBEp-
cabHOT MexaHiuyHOi BunpoOyBabHOI MammHu (AG-150 KN, Shimadzu, fAnonis).
JIst OIIHKM MIKpOTBEpAOCTI 3a BikepcoM BHUKOPHCTOBYBAJIH MIiKPOTBEPIOMIp
(EV-1000L, Shanghai Hengyi Precision Instrument Co., Ltd., Kutaif) 3 HaBanTa-
XKEHHAM 3 KT 1 yacoMm BaaBmoBaHHS 10 c. B’sa3kicTh pyiHYBaHHS OIIIHIOBAIH 32
JOTIOMOTOI0 BUMIPIOBAHHS JOBKHHH 1HIYKOBAHOI BAABIIOBAHHAM TpimuHH. Po3-
paxyHOK IPOBOAMIIH 32 eMIipuuHoI0 (opmyioro [14], BUKOHaBIIKM HEOOXiaHI mif-
CTaHOBKH:

K, =0,0725Pa™",

ne P — 3HaYeHHs HABaHTa)KCHHS BIABIIOBAHHS; d — JOBKHHA JIarOHAIBHOT TPIIMHH.

ExcniepumMentn Oynu mpoBeaeHi 3 BUKOPHCTAHHSIM METOIY TPUTOYKOBOTO BHU-
TUHY JJIs TIEPEBIPKU MIIIHOCTI HA BUTHH CIICYCHHMX 3pa3KiB Ha yHIBepcalbHii Me-
xaHiuHiil BunpoOyBanbHii MammHi (AG-150 KN, Shimadzu, fnonis), a MiHICTh
Ha TPUTOYKOBHUII BUTHH PO3PaXOBYBAJU 32 HACTYMHOK (HOPMYIIOL0:

5 o 3FL
DY)

ne 65, Mlla — rpanuns MilHOCTI Ha BUruH; L, MM — J0BXHHA nponboty; I, H —
CUJIa HaBaHTXKEHHS; /I, MM —TOBIIIMHA 3pa3ka; B, MM — miameTp 3paska.

PE3YJbTATHU TA OGI'OBOPEHHSI
Pentrenocrpykrypumii anajis (Tip 25V 25Crp 25Nbg 25)Np 825

Ha puc. 1 moka3aHo peHTTeHIBChKi JudpakTorpaMu BUCOKOCHTPOITIHHOT HITPHI-
Ho1 kepaMikh (Tip25Vo25Cro25Nbo25)Nog25 3 PI3HIM 9acoM BUTPUMKH. MOXHa cIIo-
cTepiraty, L0 BUCOKOEHTpomiiHa HiTpuaHa kepamika (TipasVo25Cro2sNbo2s)Nosos
Mae 130TPOITHY I'paHEleHTPOBaHy KyOiuHy CTPYKTYpY B pasi CHiKaHH 3a TeMIepa-
Typu 1700 °C mpoTAroM pi3HOTO Yacy BUTPUMKH. 3i 301IbIICHHSIM Yacy BUTPUMKH
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TG PAKIIiHI MKW CTAIOTh TOCTPIIIMMH, IO CBIMYUTH PO MOKPAIICHHS KPUCTATi-
YHOCTI 3pa3kiB. Lle moKpaIeHHs MOXXHA ITOSICHUTH 30UTBIICHHSM 4acy BUTPUMKH,
IO CIPHSE 3POCTAHHIO 3€PEH Ta ONTHMI3allii MEeX 3€peH, Y Takuil crocid mokpa-
HIYIOTHCS KPUCTANIYHI BIIACTHBOCTI Matepiany. KpiMm Toro, mmpuHa qudpakimiiHux
MIKIB 3MEHIIYETHCS 31 30UIBIICHHSAM Yacy BUTPHUMKH, IIIO MOSICHIOETHCS 301IbIICH-
HSAM pO3Mipy 3epeH 3a Temreparypu croikanas 1700 °C. 3a BUCOKMX TeMmmepaTyp
MOBEpXHEBA EHEPTisl 3€PeH CTae BUIOI0, IO MoJerirye augy3io aTOMIB Ha OBEp-
xHi. Konmy BizicTaHh MiX 3epHaMH 3QJIMAINIAETHCS MAIOK0 a00 KOJIU € KOHTaKT MiX
3epHaMH, aTOMHU Ha TPAHUIIX 36PEH MOXKYTh POCTU HA CYCIIHIX 3epHAX 4yepe3 Iu-
¢ys3ito, 10 MPU3BOIUTH J0 301TBIIEHHS KpUCTATIOTpadivHOTO po3Mipy 3epeH.

(111) (200) o -FCC
] [m]
(220) (11)
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Puc. 1. Penrrenorpamu BucokoeHtpormiiHoi HitpuaHoi kepamiku (Tig sV 25Cr25Nbg25)No 25,
BuTpuMaHnoi 3a remneparypu 1700 °C npotsarom 5, 10, 15, 20 ta 25 xB.

BakanciiiHi neekTy BiAirparoTh 3Ha4HY POJIb Y IMOJISTIIEHHI 00MiHY MaTepia-
JaM{ Yy BUIAJAKY MiJBHIICHAX TEeMIIEpaTypaX, a BBEACHHS HECTEXiOMETPHUIHHX
cnonyk TiN iHaykye mMoaudikanii CTpyKTypH, SIKi CIPHUSIOTh IPOILECY CIIKaHHS.
HasBHicTh ne¢exTiB 301bIIye eHeprito, OB’ A3aHy 3 TU(y3iHHUM MacoOOOMiHOM, 1
MIiJBUIY€E HMOBIPHICTh BUHUKHEHHS aTOMHOI audy3ii. OTxe, HasSBHICTD JedeKTiB
3 N BakaHciil nmpuckoproe B3aemonudysito mixk atomamu Ti, Cr, V 1 Nb [15], sika
crpusie IBHJIKOMY (OPMYBAHHIO BHCOKOCHTPOMINHOI HITPHIHOI KepaMiku
(Tip25Vo25Cr025Nbg25)Ng 825 3 moBHICTIO OLIK-CTpyKTyporo TBEpAOro pO3UMHY,
HAaBITb 32 KOPOTKOTO Yacy BUTPUMKH.

Mikpomopdoaoriunmii anauis (Tip 25V 25Crg25Nbg25)No s25

Hns momanbimoro axanizy crpykTypH (Tip2sVo25Cr025Nbg25)Np g25 BUKOpHCTO-
BYBAJIM CKaHYIOUy elIeKTpoHHY Mikpockorito (CEM) mis BUBYEHHS MiKpOCKOIIIY-
HOi MopdoJorii nonepeyHux 3piziB 3a TemnepaTypu cmikanas 1700 °C (puc. 2).
O4eBuIHO, IO 32 BUTPUMKH BiJ 5 10 25 XB 3pa3Ku MaJ¥ PiBHOMIPHO HIUILHY BHY-
TPIIIHIO CTPYKTYpYy 0e3 OyIb-IKHX BHIUMHX IMOBITPSHHX OTBOPiB. Biibmi Toro,
3B’S130K MK 3¢pHAMH BHSBUBCS MIIHUM, IIO TIPUBEIIO JO 3arajbHOI MIUIEHOI CTPY-
KTYpH CIICUCHOTO Tija. Y IIUIbHEHHS B MEPIILY YepPry T0CATaaocs 3a paxXyHOK TaKUX
MEXaHI3MiB, SIK IIACTUYHA JeopMarlis 3epeH, KOB3aHHS MK 3epHAMH Ta TOBEPX-
HeBa Audy3ig mig yac mpouecy croikauas [16, 17]. Kpim Toro, po3mip 3epeH, 30-
OpakeHMi Ha pUC. 2, BUSBUBCS BiIHOCHO PIBHOMIPHUM I10 BChOMY MaTepiaiy.
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Mirpariis Ta qudy3ist pe4OBUH Y KPUCTATIYHUX MaTepianax BigOyBaeThCs Tepe-
BaKHO Yepe3 BaKaHCIWHI MexaHi3MHU. MIKpOCKOIMiYHA KOMITO3HINIHHA HEOIHOPII-
HicTh mopouiky TiN, CTBOpIO€ XIMIYHMN MOTEHL{al, SKUH CTUMYIIOE MIrpalito
BakaHCIH 1 aToMiB. 3a MiJIBUIICHUX TeMIIEpaTyp KOHICHTpamis nedekTiB N-
BakaHCid B TiN, 30iJbIIy€EThCSA il BIUIMBOM IOTO XiMiYHOTO MOTeHmiany. Lle
SIBUIIE 3HAYHO ITIBUIIYE MIrpaniiHy Ta qudy3iiHy 3/1aTHICTh aTOMIB, i THM ca-
MHUM CIpusie Ipolecy chikaHHA. HasBHICTH KpHcTaniyHUX Ae(eKTiB epeKTUBHO
3HIDKY€E TIOTEHIIHI 0ap’epy JUIs Mirpaiii aToMiB Ta TOJATKOBO MOKpailye audy-
3iifHy 3paTHicTh [18, 19]. OOMiH pedoBUH BinOyBaeTbes mij yac crmikaHHs TiNy,
SKMH YTBOPIOETHCSI B PE3yJIbTATi peakilii MEXaHI4HOTO JIETYBaHHS 3a HasBHOCTI
kpuctamiyaux aedekriB. Kpim Toro, HasBHICTh N-BakaHCIH NMPUBOJWTH IO yTBO-
peHHs MeTaieBux 3B’s3kiB Ti—Ti Mk cycimaiMu atomamu Ti B Mexax TiN,. Ile
3MEHIIIY€ XapaKTep CHIBHOTO KOBaJIEHTHOTO 3B 53Ky B TiN, [20, 21]. [TopymeHHs
MIITHUX KOBAJICHTHUX 3B’s13KiB y TiN, IpUBOAUTE 10 3HWKEHHS HOTO TeMIIepaTypH
[UTaBJIEHH 1 30UIBIIEHHS 31aTHOCT] IO CITIKAHHA.

2 MKM

Puc. 2. ITonepeunuii mepepi3 3pa3ka Micis CIiKaHHS 3a pi3HOTO Yacy BUTpHUMKH: 5 (a), 10 (6),
15(8), 20 (2) Ta 25 (0) xB.

JIs nocATHEHHS MaKCUMAaJTbHOI €HTPOITIT i71ealibHOT KOH(Iryparltii 6axaHo, moo
3pa30K OyB OJTHOPITHOIO CYMIIIIIIIO 3 PIBHUMH MPOIOPIISIMH aTOMIB €IEMEHTIB Ha
KokHiM miarparmi [22]. Kaptu enepromucnepciitHoi cniekTpockorii (puc. 3), ne-
MOHCTPYIOTh XIMIYHY OJHOPIJTHICTh OOpaHHX KOMITO3HUIIIH 1 BKa3yIOTh Ha PO3IMOJILT
enemeHTiB Ti, Cr, V ta Nb. Ha puc. 3 BUIHO, 1110 CUTHAJIM METaJliB JEMOHCTPYIOTh
JyXe OJHOPITHUN PO3MOALT Ha MIKPOMETPOBOMY PiBHI B MeKaxX KOXHOT YACTUHKH,
1 HEMae JKOJTHUX O3HAaK JIOKaJbHOI cerperaiii eneMeHTiB. Lle cBiquuTh mpo Te, 1o
tBepai po3unHu (Tig25V0,25Cr025Nbo25)No 825 3 OTHOPITHAM PO3IOMIIOM €NEMEH-
TiB Oynu ycmimHo copMoBaHi 3a Temneparypu crikanssa 1700 °C, He3Bakaroun
Ha Bapiallii 4acy BUTPUMKHU.

JI MoAaNbIIoro JOCHIKEHHST KPUCTAMIYHOI CTPYKTYPH BUCOKOCHTPOITIHHOT
HITpUIHOI KepaMiku 3pa3ku N-15 Oyio nmpoaHaai30BaHO Ha HAHOPIBHI 3a JJOIIOMO-
TOK0 CKaHYIYO0i TpaHCMIcCiitHOT enekTpoHHoi Mikpockorii (CTEM) [13]. Ha puc. 4,
a TI0Ka3aHO 300paKCHHS TPAHCMICIHHOI €eKTPOHHOT MIKPOCKOIIi Y BUCOKOKYTO-
BoMy KinbleBomy TemHoMmy noni (BKTII) cunrtezoBanoro 3paska N-15. 300pa-
JKeHHS TTOKa3ye po3mip 3epeH ~ 450 HM, o BKa3ye Ha Te, IO 3pa30K Mac MiHIiMa-
JBHY TOPHUCTICTh 1 KPUCTANIIYHY arperaiilo Ha HaHOPiBHI. 300pa)keHHA MPOCBidy-
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10401 eJIEKTPOHHOI MIKPOCKOTIi1 3 BUCOKOIO po3ainbHO0 3aaTHicTIo (IIEMBP3) Ha
puc. 4, 6 IEMOHCTPY€E CMYTH KPUCTAIIYHOI IpaTKu B 3pa3ky N-15. EnextpoHHi
nudpakiiiiHi KapTuHU (JUQpakiis eJeKTpoHiB y BuOpaniit obnacti, JJEBO) Oynu
oTpuMaHi Bix 3pa3zka N-15 Ha oci 30mu [0, 1, 1 ] (auB. puc. 4, ¢). Lli mudpaxmiini
KapTUHH MiATBEPIKYIOTH, 0 N-15 Mae rpaHelieHTpoBaHy KyOiuHy CTPYKTYpY, IO
Y3rOIXKy€eThes 3 pesyinbprataMu POA, npencrapnennmu Ha puc. 1. Ha puc. 4, 2, 0
MoKa3aHo BigNoBinHE oOepHeHe meperBopeHHs Dyp’e (OIID) i mepeTBOpeHHA
®yp’e (I1D) ans kBampatHOi 00NacTi, Mo3Ha4YeHOI Ha puc. 4, 6. liarpama OIlD nHa
puc. 4, 0 4iTKO JEMOHCTPYE MEPIOJNUHY CTPYKTYpPY I'PaTKu 3 HAOOPOM CMYT, pO3-
TamioBaHMX Ha BincraHi ~ 2,147 A, mio BiamoBimae miommHi (200) xpucrana B
craunaptHiii PDF-kapti TiN (JCPDS Ne 38-1420), sika Mae BifcTaHb MiX IpaTKa-
mu 2,121 A. Tpadix I1d takox minrBepmxye, mo N-15 Mae rpaHeneHTpOBaHY

KyO14uHY CTPYKTYPY.

10 Mxym 2

a o 8 2 0
Puc. 3. CEM-300pakeHHsI MONIEPEYHUX TMEPEepi3iB 3pa3KiB Micisl CIiKaHHS 3 Pi3HUM YacoM BH-
TpuMKH: 5 (a), 10 (6), 15(8), 20 () Ta 25 (0) xB.

AHaJIi3 MeXaHIYHHX BJIACTHBOCTEM

JUIsl OIHKK MeXaHIYHUX BIacTUBOCTEH 3pa3KiB (Tip2s5V25Cro25Nbg25)No g25 3@
temnepatypu 1700 °C 3 pi3HUM 4acOM BUTPHUMKH TOJIiPOBaHi 3pa3Ku BUIPOOYBAITH
Ha TBEPIICTh 1 MIMHICTP Ha BUTHH 3a JIONOMOrOK TBepJoMipa Bikepca Ta
yHiBepcanbHOI BHUNPOOYBajdbHOI MamuHU. Ha puc. 5 300pakeHO CXEeMaTHYHY
Jiarpamy, IO UIFOCTPYE MIKPOTBEPAICTh 1 MIIHICTP HAa BHTHH 3pa3KiB
(Tip25V0.25Cro25Nbg 25)No 825 32 pi3HOTO Yacy BHTPHUMKH. SIK MoOka3aHO Ha puc. 5,
MIKpOTBEPAICTh 1 MILIHICTh HA BUTHH 3Pa3KiB, SIK MIPABHJIO, CIIOYATKY 301IBIIYIOTh-
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cs, a TMOTIM 3MCHINYIOThCS 31 30UIBIIEHHSIM Yacy BUTPUMKH. 30Kpema, B pasi
TPUBAJIOCTI BHUTPUMKH 15 XB MIKPOTBEPIICTh 1 MIIHICTh HA BUTHH JOCSTIH
21,51+1,5TTIa 1 1271424 MIla BignosigHo. OgHak, 3 MOJAJBIIUM 301IbIIEHHIM
4acy BUTPUMKH CIIOCTEpIirajii 3Ha4YHE 3HWKCHHS SK TBEPJOCTI, TaK 1 MIIHOCTI Ha
BUTHH.

10 1/am

Zone = [0,1,1]

Puc. 4. Ananiz ckaHywoo4oi TpaHCMiCiiiHOT enekTpoHHOi Mikpockomii N-15: @ — 300pakeHHs
BKTII-CTEM; 6 — 306paxenns [IEMBP3; ¢ — kaptuna JJEBO; 2 1 0 — o6nacti [1® i OIID 30-
OpakeHb U1 MO3HaYeHOI 00aacTi (0).
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N4-5 N4-10 N4-15 N4-20 N4-25
3pasku
Puc. 5. CxemaTnyna miarpama 3MiHH TBEpAOCTI Ta MIITHOCTI Ha BUTUH 3pa3KiB 3a Pi3HOTO Yacy
BUTPHUMKH.

301IbIIICHHS Yacy BUTPUMKH 3HAYHO BIUTMBAE HA TBEPIICTD 1 MII[HICTh Ha BUTUH
Mmarepiany. [IpoBeneHHsS TpoleCy BUTPUMKH 33 BHCOKHX TEMIEpATyp ITiIBUILYE
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aKTUBHICTh aTOMIB, IO CIIPHsE MIKaTOMHINA JUQy3ii Ta 3pOCTAaHHIO PO3MIpY 3epHa.
TpuBanuii 4yac BUTPUMKH Ie OUTBIIE MOKpAIIye aAeKBaTHICTh MIrpaiii aToMiB i
nudysii Ha Mexax 3€peH, IO NPUBOAUTH A0 30LIbIIEHHS pO3Mipy 3epeH i
3MEHIICHHS KUTLKOCTI MEXK 3€PEH, 10 B KIHIIEBOMY ITiJICYMKY IiIBHIIY€ TBEPICThH
1 MIOHICT, Ha BUTMH Matepiany. OJHaK HagMIpHUH 4Yac BHTPUMKH MOXE
MPU3BECTU 10 HACHUYEHHS PO3MIpiB 3epeH 1 HaaAMIpHOI qudy3ii aToMiB OiIs Mex
3epeH, MI0 MOPYUIYE iXHIO LIJTICHICTh 1 MOTEHIIHHO MOXXE CHPUYUHUTH IOSIBY
nedekTiB abo rereporeHHux (a3. e Moxke 3rooM 3HH3UTH TBEPAICTh MaTepiany.
Kpim Toro, TpuBanuii 4ac BATPUMKH MOXKE MPU3BECTH 10 HAIMIPHOTO POCTY 3€peH
(muB. puc. 2, e, 0), MO NPU3BOAUTH [0 KOHIICHTPAIl HANPY>KEHb MiX 3€pHAMH 1
301JIBbIIEHHS CTPYKTYPHOI HEOJHOPIIHOCTI BCEPEIHHI 3pa3ka, a OTKe, 10 3HIKCHHS
MIITHOCTI KepaMiKK Ha BUTHH.

JlificHO, YKpYITHEHHS 3e€peH MOXKE IHiJABUIIUTH TBEPJICTh 1 MIIHICTh HA BUTUH
MaTepialy B IEBHOMY Jliana3oHi yacy BUTPUMKH. OJHaK, SKIIO YaCc BHTPUMKH
TIEPEBHIIYE TIEBHUM TOPIT, TEHACHIIIS MOXKE 3MIHHTUCS Ha MPOTHIICKHY, 1 HAJAMIp-
HE 3pPOCTAaHHS 3epPEeH MOXKE MPU3BECTH IO MOPYIICHHS MEX 3epeH, KOHICHTpAIil
Hanpy>XeHb 1 CTPYKTYpHOi HeoJgHOpimHOCTI. ToMy ayke BaXKIUBO ONTHMI3yBaTH
yac BUTPUMKH IS JOCSTHEHHS 0a)kKaHUX BIIACTHBOCTEH MaTepiaiy.

Ha puc. 6 nokazaHo B’s3KicTb pyiHyBaHHs 3pa3kiB (Tip2sVo25Cro25Nbg2s5)Nogs,
sKa OyJa OlLliHEHa 3a JOMOMOTOK BHMIPIOBAHHS JOBXHHH 1HJAYKOBAHOI BJIaBIIIO-
BaHHSAM TPIIIMHU 33 PI3HOTO 4Yacy BUTPUMKHU. ['padik imocTpye, MO B’S3KICTH
pYHHYBaHHA CIIOYATKy 301IBIIYETHCA, @ MMOTIM 3MEHILIYETHCS 31 30UIBIICHHSIM Yacy
ButpuMkn. HaliBuime 3navenns 3,6340,35 MIla-m"? OyJI0 JIOCSATHYTO 3a 4acy BH-
TpuMKH 15 XB.

w
()]
T

, MIla-m'"?

HOMUPEHts TpilH

SI3KICTD PyHHYBaHHS
N
W
T

Ba

2,0r

1 L 1 L 1 L 1 L 1
N5-5 N5-10 N5-15 N5-20 N5-25
3pa3ku
Puc. 6. KpuBa B’s13K0CTi pyifHyBaHHS 3pa3KiB 3 pi3HUM 9aCOM BUTPUMKH.

CroctepexyBaHe 301IbIIEHHS B’ SI3KOCT1 pyHHYBaHHA 31 301IbLIEHHAM Yacy BU-
TPUMKHU MOXHA MOSCHUTH KinbkoMa (akropamu. Ilo-nepire, 3i 301IbIICHHSIM Yacy
BUTPHUMKH KepaMiKa CITKA€ThCS OUIBII HIUTBHO, 110 MPHUBOIUTH IO OLIBII BUCOKOTO
CTyIeHs yuriibHeHHs. Lle ynrinbHeHHs NpUBOIUTH 10 OLIBII OJHOPIIHUX 3€peH i
MEHIIOI KIJIBKOCTI MEX 3epeH, 10, B CBOIO Uepry, IiIBUIIY€E MII[HICTh Ha PO3PUB 1
B’SI3KICTH KepaMiKH.
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Kpim Toro, TpuBanmii yac BUTPUMKH cripusie nudy3ii aToMiB BCepeqrHi Kepa-
MIKH, IO ¢ OLTbIIe MiABHINY€E 11 MIUBHICTD. Llel miIBUIEHUH CTYMiHb YIIUTb-
HEHHS CIIPHSIE MiABUILEHHIO MIlIHOCTI.

OnHak HagMIPHO TPHBAJIMH Yac BHTPUMKH MOXKE IPHU3BECTH 0 HAJAMIPHOTO
HarpiBaHH:, IO IMOTEHIIHO MOXKE CIPUYMHHUTH MOIIKOIKCHHS CTPYKTYPH CIIede-
Horo Tija. HagmipHe HarpiBaHHA MOXe HETaTUBHO BIUTMHYTH Ha MIIHICTh KEpaMiKu.

OTxXe, B’ SI3KICTh PYHHYBaHHS JOCITa€ MAaKCUMAJIBHOTO 3HAYCHHS 332 BUTPUMKH
15 xB, ane nmounHae 3HWKyBaTHCA Ticis 20 XB. BaymBo 3HaTH ONTUMANILHUI Yac
BUTPUMKH, LI00 MaKCHMi3yBaTH B’SI3KiCTh PYHHYBaHHS, YHUKalOUM BOJHOYAC
Oyab-sIKMX HEraTUBHUX HACTIJKIB, CIPUYMHEHUX HAIMIpHUM HarpiBaHHSAM 1 HOII-
KOJDKECHHSM CTPYKTYpPH.

BUCHOBKU

VemimAniA cuHTe3 BUCOKOSHTpoMiHHOT HiTpraHOi kepaMikh (TigosVo2sCrozsNboas)Nogos
OyJIO TOCATHYTO 3aBASKH BUKOPUCTAHHIO METOAY ICKPOBOTO ILIA3MOBOTO CITIKAHHS
ta nomaBaHHIO TiNp3 SK HEXIMIYHO MPOMOPIiIHOI CIONyKH, IO i€ sK goOaBKa
[t cikadHsA. OCHOBHI BUCHOBKH Ta PE3YNBTaTH JOCIIIKCHHS IOJTalOTh Y Ha-
CTYITHOMY.

BucokoeHTponiiiHy HITpHIHY KepaMiKy 3 OJHHAPHOIO I'PaHEICHTPOBAHOIO KY-
01YHOIO CTPYKTYPOIO YCHIIIHO c()OPMOBAHO EKBIMOJSIPHUM 3MinryBaHHAM TiNgs3 3
VN, CrN ta NbN. Cunre3 O0yso JOCATHYTO 3a JONOMOTOI0 iCKPOBOTO IJIa3MOBOTO
crikaHHs 3a Temneparypu 1700 °C 3 BUTPUMKOIO 5 XB.

31 30UIBIMICHHSAM Yacy BUTPUMKH PO3MIp 3€pHA MMOCTYIOBO 301IBIITYETHCS, IO
MIPUBOJIUTH JIO 3MEHINIEHHS KLTBKOCTI MeX 3epeH. ONTHMaTbHa TBEPAIiCTh, MIIHICTD
Ha BUTUH 1 B’S3KiCTh pyHHyBaHHA BimmomimHo 21,51+1,50 I'Tla, 1271+24 MIla i
3,63+0,35 MIla-m"? OyinH OCATHYTI 3a 4acy BUTPUMKH 15 XB, 110 BKa3ye Ha Te,
IO TPUBAIUIM Yac BUTPHUMKH MOXKE HONIMIIMTH XapaKTEPUCTUKU Marepiaiy Io
MIEBHOTO MOMEHTY.

3arajoM, BUKOPHUCTOBYIOUH BaKaHCIIHI Te(eKTH sk 3aci0 CHHTE3y o HO(Da3HUX
0araTOKOMIOHEHTHUX METAJEBUX CIIONYK, JOCIITHUKH Ta iHKEHEPH MOXYTh JIOC-
JIANTH HOBI MOXKJIMBOCTI JUIl KOHCTPYIOBAaHHS MaTepiajiB, IO JTO3BOJIUTH CTBOPH-
TH OUTHIIT e()eKTUBHI Ta THYYKi BUPOOHUYI IIPOIICCH.

KOH®JIIKTHU IHTEPECIB
ABTOpH 3asBISIOTH PO BIJCYTHICTh KOH(IIIKTY IHTEPECIB.
MOJISIKU

s pobora Oyna migTpumaHa npoekroM HamionansHoro Gouay “PerioHanbHuil
HaykoBuii oun” (52062010) ta rpantom Bigkpuroro ¢onay “Kimrodosa mabopa-
TOpIsSt HOBUX TEXHOJIOTIH 00pOOKH KOJLOPOBHUX METAJIIB 1 MaTepiaiiB, MiHicTepcT-
Bo ocBitu / KimtouoBa nabopaTopist ONTHYHUX Ta €JIEKTPOHHUX MaTepianiB i Mpu-
ctpoiB, I'yanci, I'yininechkuit TexHomoriunuii yHiBepcurer, I'yitminb, 541004,
Kurait” (koHTpakt Ne 22AA-9). ABropu JIsKyrHOTh criBpoOiTHHKaM KirodoBoi
nabopaTtopii HOBUX TEXHOJOri 00poOKH KOJIHOPOBUX METaliB i MarepiaiiB MiHic-
TEPCTBA OCBITH 3a JOIIOMOT'Y B TECTYBaHHI.

Peixun Wang1’2, Jiuyang Li" 2, Luyu Yang1'2, Yiwu'" 2

'Key Laboratory of New Processing Technology for Nonferrous Metal
& Materials, Ministry of Education, Guilin, Guangxi, China

College of Materials Science and Engineering,

Guilin University of Technology, Guilin, Guangxi, China

ISSN 0203-3119. Haomeepoi mamepianu, 2024, Ne 6 31



The effect of holding time on the properties of N-vacancy
diffused high-entropy nitride ceramics
(Tio.25V0.25Cr0.25Nbo 25)No 825

High-entropy ceramics (HECs) have garnered significant attention due to
their unique microstructure, desirable properties, and vast compositional space. In this study, we
utilized homemade TiNy; with anionic vacancies as a sintering aid, equimolarly mixed with VN,
CrN, and NbN. Our results demonstrate the following: Firstly, high-entropy nitride ceramics
with a single rock salt phase were successfully synthesized within a holding time of 5 minutes.
Secondly, the samples exhibited their maximum hardness, flexural strength, and fracture
toughness values at a holding time of 15 minutes-measuring at 21.51+1.50 GPa, 1271424 MPa,
and 3.63+0.35 MPa-m'”, respectively.

Keywords: high-entropy nitrides, nitrogen vacancies, flexural strength,
fracture toughness, SPS.
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