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PE®EPAT

Jlo6anoBa €am3aBera CepriiBHa «EBoioniss popMyBaHHSI pEryasipHOi CTPYKTYypH
In—situ KOMIIO3UTIB» (BUIlyCKHa poboTa «marictpa»). — XapkiB: XHY im. B. H.

Kapasina, 2022 — 47c.

PobGoTta ckiagaeTbcsi 3 BCTyMy, TPhOX PO3AUIIB, BUCHOBKIB; MICTUTH 17

PUCYHKIB, 3 TaOnulli, Hepeik BUKOPUCTAHUX JHKepen 3 21 HaltMeHyBaHHS.

JlummomHa poOoTa Mae OIISAOBHI XapakTep, MPOaHaIi30BaHO CydYacHUH CTaH
BUTOTOBJICHHSI BUCOKOTEMITEPATYPHUX MPUPOJHUX KOMIIO3MTIB, iX (P13MKO-MEXaHIUHI
BIacTUBOCTI. [loka3aHO TEPCHEKTUBHICTh EIEKTPOHHO-TIPOMEHEBOI KpHCTami3allii
KBa31€BTEKTUYHUX TYTOIUIABKUX CIUIABIB JUIsl CTBOPEHHS CTPYKTYPHO CTaOlIbHUX
BHUCOKOTEMITEpATypHHUX MaTepiaiiB, ki MOXJIMBO BUKOPUCTOBYBAaTH B a€POKOCMIUHII
TEXHII[l, HETPAJAMLIHUX EHEProTeXHOJOTISIX, COHSAYHIA EHEpreTHlll, a TaKoXK B
SKOCTI MaTepialliiB MaTpHIll MTaMIiB BHUCOKOTEMIIEPAaTypHOTO TMPECOBOTO

YCTaTKyBaHHS.

Knrwouoei cnosa: KOMIO3WTHI In-situ MaTepiaiu, CIpSMOBaHA EJICKTPOHHO-
IpPOMEHEBa KpHCTali3alisi, CTPYKTYpOYTBOPEHHS, IMUCHIEpPCHICTh (a3, TepMiuHa

CTaOLIBHICTD.



ABSTRACT

Lobanova Yelyzaveta Serhiivha "Evolution of the formation of regular
structure of in-situ composites" (master's thesis) - Kharkiv: V. N. Karazin Kharkiv

National University, 2022 - 47 p.

The work consists of an introduction, three chapters, conclusions; contains 17

figures, 3 tables, a list of references with 21 names.

The thesis has a review character, analyzed the current state of manufacturing
of high-temperature natural composites, their physical and mechanical properties.
The prospects of electron-beam crystallization of quasi-eutectic refractory alloys for
the creation of structurally stable high-temperature materials that can be used in
aerospace engineering, non-traditional energy technologies, solar energy, as well as

matrix materials for high-temperature pressing equipment are shown.

Keywords: composite in-situ materials, directed electron beam crystallization,

structure formation, phase dispersion, thermal stability.
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BCTYIl1

EdextuBHuil 3axuct npuiaaiB 1 o0JaHAHHS, [0 MPAIIOIOTh B 30HAX BUCOKUX
TeMIeparyp, BiJ PYWHIBHOTO BIUIMBY arpeCHUBHUX CEPEIOBHIN 3aBXKIU OyB
AKTyaJIbHOIO MPOOJEMOI0 ISl HAWBaXJIMBIIIMX Trajgy3ed MPOMHUCIOBOI €KOHOMIKH:
000pPOHHOI, PAaKETHO-KOCMIYHOI, €HEPreTHYHOi Ta IHIMMX. JlOMiIBHICTH CTBOPCHHS
HOBUX BHCOKOTEMIIEpATypPHUX MarepiaiiB JUisl 3aJ0BOJICHHS MOTped HUX Tary3eu
MIPOMHUCIIOBOCTI 0O0yMOBJIEHA 3POCTAIOUMMH BUMOTAMH CIOXKHMBA4iB 1 HEOOX1THICTIO
HOJIIMIIEHHS YMOB €KCIUTyaTalli 1 3HWKEHHsT BUpOOHMYMX eHeproButpar. CydacHa
TEHJICHITiSI PO3BUTKY BHPOOHHIITBA BUCOKOTEMIIEpATYPHUX MarepiajiB Ha CBITOBOMY
PiBHI CIIpsIMOBaHa Ha PO3POOKY pecypco30epirarounx KOMIO3UTIB HOBOTO TTOKOJIHHS
3 BUCOKOIO BOTHECTIMKICTIO 1 TEPMOCTIUKICTIO, TIPH I[bOMY 3a0€3MeUyI0UU MOIIIIIEHY
AKICTh KIHIIEBUX MPOJYKTIB.

[TigBumenHs pobouoi TemmepaTypy KOHCTPYKIIMHMX MaTepiajiB MOXKJIUBO 3a
paxyHOK BUKOPHUCTAHHS B SIKOCTI OCHOBHM TyromuiaBkux metaniB. W, Ta, Nb, Mo
MalOTh BHUCOKY TeMIEparypy IUIaBICHHS, MPOTE YHUCTI TYTOIUIaBKI METalu 3a
XapaKTepUCTUKAMM MILIHOCTI 1 pajialiiiHOi CTIMKOCTI HE MOXYTh 3a/I0BOJIbBHUTH
BUMOI'aM €KCIUTyaTalli eIEMEHTIB PaKeTHO-KOCMIYHOI a00 BIMCHKOBOI TEXHIKH. Taki
Kap0110yTBOpIOIOYi enemMeHTH sk Zr, Ti, Nb 1 cronmyku Ha X OCHOBI MPU3BOIATH 10
M1JBUIICHHS TEIJIO- 1 3HOCOCTIMKOCTI, 3HM)KEHHS IIIBUJIKOCTI MOB3y4OCT1, 3MEHIIICHHS
pamiamniitHoro po3snyxaHHs. HeoOxigHI KOHCTPYKIIIHHI Marepiaau 31 CTaOlIbHOIO
IpiOHOAMCTIEPCHOI0 MIKPOCTPYKTYPOIO B YMOBax BIUIMBY BHCOKHX TEMIIEpaTyp i
terioBux yaapiB. I[lpu Temmeparypax Bume 1500 K kap6igu € HaiOuibIm
TEPMOJMHAMIYHO CTa0lIbHUMHU (a3aMU BTUICHHS 3aBISKU HAsSBHOCTI MIITHOTO
KOBaJICHTHOTO G-3B'A3Ky, YTBOPEHOTO 3allOBHEHHSIM opoOiTameil po, Mo BU3HAYAE
e(PeKTUBHICTh BUCOKOTEMIIEPATYpHOIO 3MIIIHEHHS KapOiaiB. Ha choromHilHIN J1eHb
HEJJOCTaTHbO BHUBYECHI METOAW MIJABUIICHHS >XapOMIITHOCTI 1 3HOCOCTIMKOCTI
MaTepiajiB 3a paxyHOK reTeporeHizallii CTpyKTypH TBEPJUX CIUIaBIB HAa TYTOIJIaBHIM
ocHOBI. HasiBHI maHi OOMEXYIOTbCS B OCHOBHOMY CHCTEMaMH 3 HEOIHOPIIHOIO
Makpo- 1 MIKpOoMOp(]OJIOTri€ro, CXWIBbHUMHU JI0 KOATyJAIil MPpU TEMIIepaTypax BUIIE

0,7 Tumas. BaxmuBo 306epertu aedopmairiitHe 3MIMHEHHS 1 TPUTHIYYBaTH TPOIECH
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pekpucTamizamii. Y 3B'I3Ky 3 IIUM IPEJICTABIISIOTh IHTEPEC JOCHTIKEHHS CTPYKTYPHO
CTaOUIBbHUX MaTepiajiB, ax [0 TeMIleparyp NepelariaBieHHs. B eBTeKTHYHUX
MIKPOKOMIIO3UTaX MOXJIMBI 3MIHM MiKpo- 1 Makpomopdoorii ¢da3 B mporeci
KOHTPOJHOBAHUX (Pa30BUX MEPETBOPEHbD.

Metoro poOOTH SIBISIETHCS TOCHTIKEHHS €BOMIONIT (OpMyBaHHSA PETYIsSIpHOI
CTPYKTYpHU In-situ KOMIIO3UTIB HAa OCHOBI TYTOIUIAaBKUX METaJiB 3a/JI1 CTBOPCHHS
HAJA4YUCTUX MaTepialliB 3 BUCOKOK TEPMOCTAOUIBHICTIO, 3JaTHUX IMpaIlOBaTh B
KOPCTKUX yMOBax. Y poOOTI JOCHIIKYBaJUCS CUCTEMH TYTOIUIaBKHI MmeTan - ¢a3a
BTUJICHHS 3 METOI0 MOXKJIMBOCTI OTPUMAaHHS B HHUX KOHTPOJBOBAHOI PEryibOBaHOI
KOMTMO3UIIIHHOT MIKPOCTPYKTYpH, IO MpHU3HAUYE€Ha [JIs BUCOTOTEMIIEpATypHHUX

BUINIPOOYBaHb.
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PO311JI 1. BUKOPUCTAHHA IN-SITU KOMIO3UTIB Y AKOCTI

MATEPIAJIIB 3 BUCOKOIO TEPMOCTABUJIBHICTIO

1.1 Haodsucokomemnepamypui komnosumu Ha ocuogi Nb-cuniyuoy

Kommo3utu Ha ocHOBiI Nb-cuminuay € 0aratooOimsiounMu 4epe3 iX HU3BKY
IIUTBHICTh, BUCOKY B'SI3KICTh PYHMHYBaHHS Ta XOPOIl BTOMHI XapakTepucTUKU. Kpim
TOTO, BOHM MOXYTh OyTH BIIJIUTI 1 00poOJeHI MexaHIuHOI 00poOkoro. [lomepeaHi
XapaKTePUCTUKHN TOB3YYOCTI Ta OKHCIICHHS BKa3ylOTh Ha Te, IO KOMITO3UTH Ha
ocHOB1 Nb-cuiinuay mnpu ICTOTHOMY MOJAJbIIOMY PO3BUTKY MOXYTh OyTH
IHTErpoBaHi B KOHCTPYKIi TypOIHHUX JIOMATOK 3 ICTOTHUMHU IepeBaraMu y Basi i
€KOHOMI1 OXOJIOJ)KYIOYOTO IOBITPS B TOPIBHAHHI 3 KOHCTPYKIISIMH JIOMATOK 3
CymnepcIuiaBy TPEeThOTo MOKOMiHHSA Ha ocHOBI Ni. HemomaBHo Oyno omyOnikoBaHO
KUJTbKa OOIIMPHUX ONIAJIIB MPOTPECY B pO3pOO0II KOMIIO3UTIB Ha OCHOBI cuminuay Nb
[2,3,4] @ TaKOXK TEXHIYHUX POOIT 110710 (a30BUX PIBHOBAT, MEXaHIYHUX BIACTHUBOCTEH
Ta OKUCJIIOBAJILHOI OBEAIHKY 1IUX CIUIABIB. [3, 6]

OcHoBU KOMIIO3UTIB in situ Ha ocHOBI Nb-cuiainuay

CuninuaHi KOMIO3UTH, Ha OCHOBI Nb CKIIamaroTbesi 3 METaJeBOTO TBEPIOTO
po3unHy Ha ocHOBI Nb 3 00'eMHor0 yactkoro Bix 0,35 mo 0,6; Pemra — cuminuau
Nb3Si Ta/abo NbsSi13. OcHOBOI0O IS In-Situ KOMIO3UTIB Ha OCHOB1 Nb-cmiinuais €
KiHenp OiHapHO1 (a3zoBoi giarpamu Nb-Si. binbmricte Si mepeOyBaroTh y (azax
cuminuay; B (Nb), sk npaBuno, mume 1 ar.%. bynu mocnimkeHi ckiianu CIiiaBiB, 110
MicTaTh 12-25% Si. ¥V 1mux KOMIO3UTaxX CHOCTEPITa€EThCS BHYTPIIIHS
TepMoOJIMHaMiuHa cTabuIbHICTh (a3. Hepennka o6'eMua yactka (< 0,15) ¢asu JlaBeca
Ha ocHOBI NbCr; nomaerbest 10 AE€AKHUX KOMIIO3UTIB JUIA MIABUIIEHHS CTIMKOCTI 10
okucineHus. [2, 3] TumoBmit ckmam Nb-19Ti-4Hf-13Cr-2A1-4B-16S1 mokazaHo Ha
pucynky 1. Ileit xommosut ckiamaetbess 3 (Nb) 3 oO'emHoro wactkoro 0,55,
rpy6osepuuctoro (~100 mxm) NbsSiz 3 o06'emHoro uyactkoro 0,35 Ta
npioHo3epuucToro (~10 M) NbCr; 3 06'emHor0 yactkoro ~ 0,10. 3 mpucytnix Ti 1 Hf,
Nb nerko 3amiHtoeTscs y Beix gazax NbsSiz 3 Hf 1 Ti y TBepnomy po3uunHi 3a3Buyail

HasuBaeThcsi NbsSiz Ta NbCrz. IlopiBHsSHO mTOBHUI Habip BIacTHBOCTEH OyB



11
OMUCAaHUU I PAaHHHOIO KOMITO3UTY Ha OCHOB1 Nb-cuiinuny, (KOMOO3UT MeTaly Ta

cuinuay), sskuit mae ckiag Nb-25Ti1-8Hf-2Cr-2A1-168i. [7]

Puc. 1. EnekrpoHHa MiKpOCKOITiSI 3 3BOPOTHUM PO3CIFOBAHHSIM
€JIEKTPOHHOTO 300pakeHHsI MIKPOCTPYKTYPH MOMEPEUHOTO MEPepi3zy
HaNpaBJIeHO KPUCTAII30BAHOTO CUIIUIIMIHOTO KOMIIO3UTY Nb, 1110
ckragaetbes 3 (Nb), (Nb)sSiz 1 dhasu JlaBeca Tumy Crz2 (Nb). 3pazox
B3sTO 31 cruiaBy Nb-19Ti-4Hf-13Cr-2A1-4B-16Si. [1]

MeTonmn 00po0xku KOMNO3UTIB HA 0CHOBI Nb-cainuay

31MUTKH, OTPUMaH1 MeToAoM 1HAyKIliiHOro TiaBineHHs (II1) ta nutTs, mignaBamu
roMoreHizaiiiHii Tepmiuii 06pooii npu 1300°C npotsirom 24 roa, a motim 1400°C
mpotsroM 76 rox B iHepTHiN armocdepi. Ilicas romorenizamiiHoi 0OpOOKH 3ITUTKH
nomimranyu B 0anku Mo 1 migmaBanu rapsdoMy ekctpyayBanHio ado mpu 1350°C i3
CHiBBIAHOMIEHHIM eKkcTpy3ii 6:1, abo mpu 1400°C 13 ciiBBIAHOIIEHHM eKCTpy3ii 6:1.
VY nutomy crani cmaBu Mmictuiau (Nb)sSiz ta (Nb). Kpim Toro, crutaBu 3 Oiiblu
BrucokuM BmictoM Cr mictunu (aszy JlaBeca CroNb. CmaB 1 mokasaB gyxe TOHKY,

OJHOPIAHY €BTEKTHYHY MIKPOCTPYKTYpPY B JUTOMY CTaHi. IHIII criiaBu, sIK1 MICTHIIA
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Outbm BUCOKI koHIEeHTpamii Si 1 (Si + Ge), neMOHCTpYBaJd BEJIHUKY TPaHOBAHY
nepBuHHy ¢aszy cuminuay (Nb)sSi; B nutomy crani. Ha pucynky 2 mnoxasana
€BOJTIOLIST MIKPOCTPYKTYpH ciiaBy Nb-19,5Ti-13Cr-17,5S1-2Hf-2Al-1,2 Sn (cruiaB 2)
Ha PI3HUX CTafdisfX 00poOKku. Y craHi cBiTIOIO (Da3oro € Nb, ciporo TpaHUYHOO (Ha3010
€ (Nb)sSiz, a wopHoto (azoro € daza JlaBeca. [licist romorenizaniinoi 00pooku ¢aza

JlaBeca crana 6ub1I Tpy0OOIO0 1 CPepUyIHOIO.
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Puc. 2. 3MiHa MIKpOCTPYKTYpH B CILJIaBl B HACTYITHUX YMOBax: a) y
BUNIISL IUTTA, 0) TomorenizoBanuii (1300°C/24 roa, 1400°C/76
ron) i B), T) ekctpynoBanuii (1350°C mpu 6:1 cmiBBiTHOIICHH]),

MOTIEPEYH1 1 TO3/I0BXKH1 TIepepi3u BianoBigHo. CBiTia (aza — Nb,

cipa aza — (Nb)sSi3, a yopHa ¢a3za — ¢a3za JlaBeca Ty Cr2(Nb).

[1]

In-situ oMmo3uTu Ha oCcHOBI cuIUAY Nb € NepCIEeKTUBHUMHU KaHIUIaTaMu IS
BHUCOKOTEMIIEPaTypPHHUX 3aCTOCYBaHb y TypOIHHUX ABUTYHAX. AeponrnHaMidHi mpodimi
13 )KapOMIITHUX CIIJIaBIB HA OCHOBI HIKEJII0 B JIAHWHM Yac MAalOTh MAaKCHUMAJIbHY po0Oouy
temrieparypy noBepxHi 1150 °C; nmns mMalOyTHIX KOHCTPYKIiH TypOiH MOTpiOHI

Marepiaiau, 34aTHI MpanipoBatu npu Temneparypax ume 1300 °C. JkoH
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JlerangoBchku 3 VYHiBepcutety Keiic Bectepn PesepB mocniamB, 10 HOBITHI
KOMITIO3UTH Ha OCHOBI Nb-CHIIIHAIB MPOJEMOHCTPYBaJIM UYJOBUH Mporpec y
pO3po0IIl TEXHONOT1H 00pOOKH, CTIMKOCTI A0 PO3PUBY, XapaKTEPUCTUKU PyITHYBaHHS
1 poCTy BTOMHHUX TPILIUH, CTIMKOCTI 10 OKHCIIEHHS 1 IO MOKPUTTS, BKIIOYAIOUH
CIOJTyYH] TOKPUTTA. KOMIIO3UTH Ha OCHOBI cuiinuay Nb 3a0e3neuyioTh OiIbII
BHUCOKY TeMIIEPAaTypHY CTIHKICTb IIPU OLIBIN HU3bKIM IILTBHOCTI.

KirouoBi TexHiuHI mpoOIeMu TMOB's3aHi 3 00POOKOI0, CTIMKICTIO 10 TPHUBAJIOTO
OKHCIIEHHSI Ta OMOpPOM JO MOB3yYOCTI Ta pPO3pHUBY. 3HAUHA YAaCTHHA JOCIITKECHb
KOMIIO3UTIB Ha OCHOBI cuiainuay Nb Oyma 3ocepemkeHa Ha po3poOIli
dbyHIaMEHTaJbHOTO PO3yMIHHS MEXaHIYHUX BIJIACTUBOCTEH Ta CTIMKOCTI M0
OKHCJICHHSI.

B o6macti 0oOpoOKM 18 OTpUMaHHS KOMIIO3UTIB Ha OCHOBI cuiinuay Nb
YCHIITHO BUKOPUCTOBYBAJIUCS JUTTS 10 BHIUIABIIOBAHUX MOJENSAX, CIpPsIMOBaHA
kpdcranmizaiis, HIYKIIHHA MJIaBKa 1 rapsiya excTpysis. Po3pobku mpec-popm s
JIUTTS M7 TUCKOM TTOKa3adu YyJOBUM MOTEHIIA ISl TUTTS TOHKOCTIHHUX MPO]iTiB.
[luroma 37aTHICTH KOMIIO3HMTIB Ha OCHOBI cwiinuay Nb 10 MOB3ydOCTI 1 pO3pUBY
MIEPEBUIIY€E TaKy Yy CIUIaBiB HA OCHOBI Ni, OCKUIBKH KOMITO3UTH Ha OCHOBI CHJIIIIUATY
Nb marots nrinbHIcTh Ha 20% HUXKYE, HDK Y HalCydacHIMUX cynepcriaBiB. OmaHak
JUTSL 33]I0BOJICHHSI MaliOyTHIX BUMOT JI0 TYpOiHM MOTpiOHE Moaabliie 301UIbIICHHS Ha
2 mapametpu Jlapcona-Mumiepa. CTIHKICT 10 OKUCICHHS 1CHYIOUMX KOMIIO3UTIB 3
curinuay Nb gocTaTtHs i MPOBEACHHS KOPOTKOCTPOKOBHX BHIPOOYBaHb JIBUTYHA,
aje IJis 3aJI0BOJICHHSI JIOBTOCTPOKOBUX BHUMOT JI0 KOHCTPYKIII MOTPIOHI MOJaibIii
BIOCKOHaJIeHHs. [loCSATHEHHS! TOBrOCTPOKOBOI METH OKHUCIIEeHHS (<25 MM 3a 100 roa
OKHUCITIOBaNIbHOT BUTPUMKH TIpH 1315°C) npu onHOUacCHOMY 30€peKeHH1 HeOOX1JHOTO
OamaHCy MEXaHIYHHUX BJIACTHBOCTEH, K 1 paHilie mOTpiOHO, SKIO TUIBKH HAIHHICTD
npodiaro He Moxe OyTm 3abe3nmedeHa OJHOYACHO 3 OLIBIION 3aJIe)KHICTIO Bif
nokputTsa. KpiM Toro, yHIKaJbHI CIOJY4YHI TOKPUTTS JJIs In-Situ KOMIIO3UTIB Ha
ocHOB1 Nb-cuminuay NpoAEMOHCTPYBAIM YYAOBY CTIMKICTh 1O OKHCJICHHS IIpHU

temneparypax o 1370 °C. [1]
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1.2 Bnaue ymoe kpucmanizauii Ha po3nooil manmaiy 6 MoaiboeHi ma

80Ibhpami npu enexmpoHHO-NPOMEHEBI 30HHIU NIA8UTL

['pynoto Buenux 3 TexHiuHoro VYHiBepcutery OcTpaBu TiJ KEPiBHUIITBOM
Apomipa Jlpamanu AOCHIIKEHO PO3MOJAUT TaHTaly B MOHOKpHUCTAIaX MOJIOAEHY 1
BoJIbppamMy TIpU €JIEKTPOHHO-NPOMEHEBIM 30HHIM MIaBli 3a pPI3HUX YMOB
kpuctanizamii. [IpoBemeHuit miHIMHUN XIMIYHAM aHali3 3pa3KiB IATBEPAUB
YTBOPEHHS MiKpocerperaiii TaHTalxy, TaK 3BaHHX CMYT POCTY, SIKI BUSIBJISUIACA Ha
npodiIsaxX KOHIIEHTpAIlli y BUINIsIAI 00acTel 3 UepryBaHHSAM MiABUIIEHUX 1 3HUKEHUX
KOHIIEHTpallli TaHTaly. [CHyBaHHS UX XIMIYHUX HEOJHOPIAHOCTEW CBIAYUTH MPO TE,
0 CTalliOHapHI YMOBH POCTYy KpHUCTANIB OyiaW MOPYIIEHI TiJ 4Yac 30HHOTO
IJIaBJICHHS, TOOTO KOJMBAHHS MIKPOCKOITIYHOI MIBHAKOCTI POCTY BigOyBaaucs uepes
KOHBEKI[iI0 B po3iuiaBi. IleBHI edekTuBHI KoedIiIEHTH PO3MOALTY TaHTaly B
MOJIIO/IeH] 1 BoJb(ppaMi HAOMMKAIOTHCA JO PO3PAXOBAHUX TEOPETHUYHUX 3HAUEHD
PIBHOBa)KHOTO KOoe(illi€eHTa pO3MOALTy. [8]

Metoauka nocaixKeHHs

MoHokpucTany CIjlaBiB Ha OCHOB1 BoJib(ppamy 1 MOJiOACHY 3 HOMIHAJBLHUM
xiMiuHUM ckJagoM Mo - 1,5 at.% Ta 1 W - 1,5 ar.% Ta BupouryBaiu 3 po3miaBy 3a
JOTIOMOT'OK0  €JIEKTPOHHO-IIPOMEHEBOI 30HHOI IUIABKM Y BaKyyMi 3 BUKOPUCTaHHSAM
JIBOX PI3HUX MIBUIKOCTEH mpomyckaHHs 30H — 1 1 3 MM/xB. B RMSTC TexHiuHOTO
yHiBepcutety OctpaBu. B sKocTi BHUXIZHOTO MaTepially BUKOPHUCTOBYBAJH
HOJIIKPUCTAIIYHUN CTPYKEHb 3 MoiOAeHy yuctotd 3N 1 giameTpoM 6 MM, B SKOMY
OyJia BUKOHAHA MO3/I0BXKHA Npopi3 muprHo 1 MM, mubunorwo 0,7 MM 1 MpUOIU3HOIO
nopxkuHoto 20 cm. Y mpopi3 Oyau BCTaBI€HI Maje€HbKI IIIMATOYKH TaHTAJIOBOTO
JUCTa, OOBHUTI OCHOBHMM METaJeBUM JAPOTOM. I[liArOTOBIEHUN TaKUM YHUHOM
CTPWKEHb TIOMIIIATH B E€JICKTPOHHO-TIPOMEHEBY 30HHY TiY, /¢ MPOBOAMIN CaMe
JIETYBaHHS, BUKOPUCTOBYIOYH JIBa MPOXOAH 30HH PO3ILIABY IO BCIH TOBKHUHI CTPYIKHS
31 MBUIKICTIO 4 MM/XB. a TIOTIM CTPMXKEHb IMOCTYIOBO PO3IJIABISUIM Ha 3aJaHUX
TIsHKaX 31 mBUAKOCTAMUA 1 1 3 MM/xB. B KiHIII KOXHOI1 CEKIlli 30Ha pO3ILUIaBy
3aTBEpAlIa 3 BUCOKOI IMIBUAKICTIO 3 METOI 3anoOiraHHs Audy3iiHUX MPOILECIB i

30epeKEeHHs] KOHILIEHTpallli JOMIIIKK B 30HI, 110 BiAnoBigae piakii ¢asi. [Tpodim
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KOHIICHTpAIlll TaHTaxy B MOJIOACHI Ta BodbGpami Ha MO3MOBKHIX 3pi3zax Oymnu
OTpUMMaHi 3a JIOTIOMOTOI0 CKAaHYIOYOro eJeKTpOHHOro Mikpockomna JCXA 733,
ocHameHnoro 3oaagomMm EDAX EDAM 3. JIns BU3HAUYE€HHA KYTOBHUX
pPO30piIEHTOBAHOCTEH cy03epeH B JaHHMX MOHOKpHCTalax Oyna 3acTOCOBaHa
tonorpadiss B peXuUMI BiTOOpaXeHHS PEHTTEHIBCHKOTO BHUIPOMIHIOBAHHS
(momudikoBana meronuka bepra-bappe) 1 BunpomintoBanHs Ka 1 Kb, ctBoproBane
PEHTIeHIBChKOIO TPYOKOIO 3 rocTpuM (pokycom (miametp dokyca 40-50 mxm) [9]. st
BHU3HAYCHHS iX KpucTaiorpadiuHoi opieHTaIlli BUKOPUCTOBYBABCS METOZ 3BOPOTHOTO
BiIOUTTA Jlaye (peHTreHIBCHKUN MPOMiHb, NEPIEHIUKYISIPHUNA OIYHOMY Mepepisy).
JocnigxeHHs MIKPOCTPYKTYpPHU MPOBOJUIIOCS 3 BUKOPHUCTAHHAM CBITJIOBOTO
ontu4yHOro mMikpockorna Olympus GX-51, nigkmtoueHoro jo0 mudposoi kamepu DP12,
1 IOJILOBOTO €MICIHHOTO CKaHYI04YOrO €JIEKTPOHHOTO MIKPOCKOIIA BUCOKOI PO3IIIBHOT
smatHocTi QUANTA 450 FEG.

Metanorpadiunauii anami3

Puc. 3. MikpocTpykrypa MoHOokpuctainiB W-Ta, orpumanux npu
IIIBUKOCTI MPOXOHKCHHS 30HU 3 MM / XB: a) cyO3epHa B
IeHTpanbHiN yacTuHi kpuctana; 0) SEM-BSE 300paxenHst 300U

IITBUJIKOTO 3aTBEPIIHHS [8]
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MoHOKpUCTaIU TYTOIUIABKUX METaliB 3 OLK-PEIIiTKOI, OTpUMaHi 3
Bukopuctanusm EII3Il, xapakTepu3yroTbCcsa cnenudiqyHO0 IUCIOKAIINHOIO
CyOCTPYKTYpOIO 3 pO3MIpOM CyO3epeH, Kl MOXHa PO3IIIMTH Ha TPU TMOPSJIKH
BeauunHM [10]. CyO3epHH 1-ro mopsiaky yTBOPIOIOTBCA B PE3YJIbTaTl 3pOCTAaHHS 3
KpUCTaja 3aTpaBKu, cy03epHa 2-r0 1 3-r0 MOPSAKIB € Pe3yJbTaToM IOJIrOHI3allli.
MikpoctpykTypa MoHOKpucTaniB W-Ta, oTpuMaHuX MpH IMIBUAKOCTI MPOXOMKEHHS
30HM 3 MM/XB, MOKa3aHa Ha PUCYHKY 3. SIK MpuKIIaa, e BUIHO HASBHICTH CYO3€pEH B
¢opMi OaraTOKyTHUKIB B OIYHOMY Iepepi3l 1 JOBIUX CTOBHYACTHX CyO3€peH,

BUTSATHYTHX B HaMIPSIMKY 3pOCTaHHS, III0 YTBOPIOIOTKLCS MIPHU KpUCTami3atii. [8]

Tabnuis 1. [TapameTpu cTpyKTypyU MOHOKPHUCTAIIB CIUIaBIB Ha OCHOBI BOJIb(pamy 1

3pa3ok IIBUAKiCTH NPOXOAKEHHS 1-# mopsigox 2-i opsAoK
30HH, MM/XB
Mo-Ta 1 15-20 ~5
Mo-Ta 3 20-25 ~5
W-Ta 1 10-15 ~5
W-Ta 3 15-20 ~5

Kpucranorpadiuna opieHTaliss BCiX MOHOKPHUCTajiB cTaHoBuia 16-20° Bif
[100]. 3rigHo 3 UMMU AOCTIKEHHIMHU, JIETYBaHHS MOJIIOACHY 1 BOIb(pamMy TaAHTAJIOM
1 30LIBIICHHS MIBUAKOCTI MPOXOMKEHHS 30HU MPU3BENM /10 30UIBIICHHS IIUIBHOCTI
BUTPABJIICHUX IOIIUONCeHb. lle MOXHA BH3HAUMTH SK IIUIBHICTH JUCIOKAIIH Yy
3EpHUCTOMY TiT, OCKUIBKM HEOOXITHO IMApaxyBaTH IIe KijdbKa JUCIOKAIlld Ha
KopjioHax 1-i cyOrpanymu, ane 1e HeMmoxiauBo. IiUIbHICTE aUCTOKAIIN ITUX
MOHOKpHUCTaNIB cTaHOBUJIA NpruOnu3Ho Big 105 1o 106 cm-2. PesynbTaTi JOCHIHKEHHS
KPUCTAIIYHOI CTPYKTYpU METOJIOM PEHTTeHIBChKOI Tomorpadii ys3arajabHEHI B
Tabmuiil 1. IcHye oueBMaHA TEHJIEHIS J0 30UIBIICHHS KYyTOBOI J€30pl€HTaIlll
cy03epeH 31 30UIbLIEHHSM IIBUIAKOCTI MPOXOIKEHHS 30HUM Ta (QparMeHTari
cyOCTpyKTypH, A€ MOHOKpuctaiun Mo-Ta xapakTepusyloThCsi OUIbII JOCKOHAJIO
CTPYKTYpOIO TOpIBHSHO 3 MoOHOKpuctajamu W-Ta. B obGmacti 3arBepaisioi 30HH
criocTepiranacsi MOJIKpUCTalIidyHa CTPYKTypa 31 ClijlaMu JIEHIPUTHUX YTBOPEHB, a
TaKOX CTBOPEHHSI KOMIpYacCTO-BOJIOKHHUCTOI CTPYKTYpH B MICISIX, 1€ MiJABUIIEHA

KOHIIGHTpalllsl TaHTaly B ciulaBax W-Ta Ha KopaoHax ocepeakiB ado MiJIBHILEHA
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KOHIICHTpAIlisl TaHTaldy B pa3i ciuiaBiB Mo-Ta mepenbadeHi IEHTpabHI YaCTHHH
ocepenKiB. [8]

BucHoBok

BcTanoBieHo, 1110 KyT J€30pI€HTAIlll MEK 3epHaMU Y MOHOKPHUCTaIaX Ha OCHOBI
MOJTI0IeHy Ta BOJIb(PpaMmy 30LTBITY€EThCS 31 30UTBIICHHSIM MIBUIAKOCTI MPOXOHKCHHS
30HM Ta OJHOYACHHUM 301JIBIISHHSIM IIUTBHOCTI Auciaokamii. HepiBHOMIpHI 3MiHK
KOHIIEHTpAILIli BMICTY JETYIOUMX €JIEMEHTIB Y3JIOBXK OCl KpUCTalia IpH 3aJaHuX
YMOBaxX KpucTajizalii OyJau BUSBIEHI B OKPEMHUX 3pa3Kax 3a JOIOMOTI0OIO
mikporpo6opy SEM-EDX. I1i mikpocerperariii Jeryto4nx eIeMeHTIB Y BUTTISII CMYT
POCTY, 110 MEPIOIUYHO YEPTYIOTHCS, 31 3HUKEHOIO 1 IMTIBUIIIEHOIO0 KOHIICHTPAIIIEIO
[UX €JIEMEHTIB, MOB'sI3aH1 3 ICHYBaHHSIM NPUPOJHOT KOHBEKIIIT MJIaBYYOCTl B PO3ILIABI
yepes KOJIUB TeMIieparypu [10, 11]. 3 HuX eKCIepUMEHTaIbHO BUMIPSIHUX TPOQ1IiB
KOHLIEHTpAIlli TAHTaJy B3IOBX CTPHKHSA, TUIABUTHCS MMOCTYIIOBO 31 MIBUAKOCTAMH 1 1
3 MM/XB, Oyiii BU3Hau€HI €PEKTUBHI KOS(PIIIIEHTH PO3MOALTY TaHTATy B MOMIOEH] 1

BOJIb(PpaMi 3 BUKOPUCTAHHSIM METOAY TBEPAIHHS 30HU. [8]

1.3 Hanonosepxnese KoMno3umue noKpumms, apmo8ane HanoyacmuHKamu

Ta>C ma AlO;3

a3y BTUICHHS HaWYacTillle BUKOPUCTOBYIOTH JUIsl 3MIITHEHHS MarepiamiB, y
TOMY YHUCJ1 ¥ JIETKOTUIABKMX METAIIB, MPOTE KUIBKICTh POOIT 1 JOCHIIHKEHBb JTOBOJII
oOMexeHa. Tak, rpynoro BUeHUX 3 (aKyJIbTETYy MEXaHIYHOI 1HXKEHEepli YHIBEPCUTETY
KopoJst AOyn-A3ziza Oyno JOCTIKEHO BUKOPUCTAHHS in-situ KOMIIO3UTIB HA OCHOBI
TYTOIUIAaBKUX METajiB y sKoCTi apmyrouoi ¢(a3u BrineHHs. byma 3actocoBana
BJIOCKOHAJIEeHa TEXHOJIOTis HaHeceHHs Ha cmiaaB Al 2024 moBepXHEBOTO
KOMITO3UTHOTO IIapy, apMOBAaHOTO pI3HUMH HaHOYacTHHKamMH. IloBepxHSA
amoMinieBoro cruiaBy Al 2024 6yna monudikoBana HanodactuHkamu TaxC, AlOs3 Ta
OararoctinHuX ByrerneBux HaHOTpyOok BBHT meronom 3BaproBanus teptam (M3T).
Byno nocsrHyTO TOMIMIIEHHS TMOBEPXHI BUTOTOBIEHOTO HAHOKOMIIO3UTY IUISXOM
noApiOHEHHsS 3epeH MIKpocTpyKTypu. KpiMm Toro, cmocrepiraiocsi 3Ha4yHE

NOJIIMIIEHHSI TBEPJAOCTI 1 3HOCOCTIMKOCTI. ApMyIOUl YaCTUHKM Oy BKJIIOYEHI B
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MOJIBIMHI Ta MOTpPiHHI T1OpHUIHI KOMIIO3UTHI YaCTHHKH, 00 BU3HAYMUTH HAHOLIBIIT
e(eKTUBHY KOMOIHAIIIO JJI1 KOHTPOJbOBAaHUX BJIACTHBOCTEH. Pesynpraru mokaszanw,
0 JJI1 KOMIIO3UTY, MocwieHoro mnojasiiiHuM riopugom AlOs; ta BBHT, 3epna
MIKPOCTPYKTYPH MHOBEPXHI BUTOTOBJIEHOTO HAHOKOMIIO3UTY Oyiu mokpamieHi B 40
pasziB. TBepaicTs Oyima 3HaYHO MOKpaieHa, To0To BoHa Oyma 30imbineHa Ha 48% 3a
paxyHOK BKJtoueHHs notpiiiHoro apmyBanHs (Ta:C, AlOs 1 BBHT) B moBepxHio
amominieBoro cmiaaBy Al 2024. PesynbraTu 3HOCOCTIMKOCTI BIAMOBIAAIHN
pe3ynbraraM TBEPAOCTi; MaKCHUMalbHa 3HOCOCTIMKICTh Oyna oTpuMana nist Al 2024-
Ta,C + Al,O3; + BBHT, a mBuakicts 3H0Cy Oyna 3Hmkena B 11 pasis. [12]

Marepiajau Ta MeToaH

(a)

FSP tool

Puc. 4. (a) TunoBuii mpoiec BUTOTOBJICHHS! HAHOKOMITO3UTHOL
MOBEPXHI 3 BUKOPUCTAHHSIM Tpoliecy 3BaproBanHs TepTsim (M3T) Ta

(b) xoucTpykis iHcTpymMeHnTy M3T. 12

AmominieBi muctu Al 2024 Oynu BUKOPHCTaH1 JjIsl OTPUMaHHS HAHOKOMITO3HTIB
3 MOBEpPXHSIMHU atoMiHi€EBOi MeTaneBoi marpuill. [loBepxns 6a3oBoro cmiaBy Oyra
nocmwieHa HaHodactuHkamMu BBHT 1 AlbOs, a takox dactuakamu TaxC, 1o

noctavyaroThcsi Nanoshel-UK-Ltd (Konrneron, Benukobpuranisi). Ilpomec
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IIPOBOIMIIN 32 JIOTIOMOTOI0 TEXHOJIOTiT 00poOku Tepts 3 nepeminryBanasm (FSP) na
aBTOMaTHuHOMYy (peseproMy Beperari (Bridgeport, Elmira, Hero-Hopk, CIIIA) mmst
OTpPMMaHHS HAHOKOMITO3UTHOI MOBEpXHiI Ha apkymax cmiaBy Al 2024. Tunoswuii
MpOIEC BUTOTOBICHHS HAHOKOMIIO3UTHOI TOBEPXHI 3a JOMOMOTOI0 MPOLECY
nepeminryBanss Teptsam (M3T) noka3zanuii Ha pUCYHKY 4.

Yacrora obGepranus iHnctpymeHnty M3T cranoBuna 1100 06/xB, MIBHAKICTH
JiHIMHOTO TiepeMilieHHs1 ctaHoBwiIa 30 MM/XB, a KyT Haxuily cTaHoBuB 1°, SIki Oynu
oOpaHi BimoB1AHO 10 [13]. Ha pucyHky 4 moka3aHO BUTOTOBJIEHHS HAHOKOMITO3UTHOT
noBepxHi 3a ponmomoror0 M3T. Jlns mepemilnryBaHHS CyMillli BHKOPHUCTOBYBABCS
TPUKYTHUM KOHIYHUM MTUQT; KOHCTPYKIlSI Ta PO3MIPH 1HCTPYMEHTY ITOKa3aHI Ha
PUCYHKY 4. miacTuHU OyiM MpOCBEpAJieHI HAa IMOMHY 5 MM 1 aiametrpom 2 M. JIBa
MeToau Oyau BHUKOPHUCTAaHI JJii BBEACHHS apMyIOUMX HAHOYACTUHOK Yy pPHUQIIEeHI
OTBOPH: MEPIIN CIIOCIO BUKOPUCTOBYBAB JIB1 3MiIIaHI apMyIO4i YaCTUHKH (TIOJBIiHI
riopuani kommnosutn), Taki sk Ta;C + AlOs, TaC + BBHT, AlO; + BBHT. V
JIPYroMy BUIIaJKy TpU J00aBku Oynau o0'€qHaHi ISl OTPUMaHHS IOTPIHHOTO
riopugHoro xkommosutry Ta;C + Al;Os; + BBHT. KpiMm Toro, riOpuaHi 4acTUHKH
3MIITyBaju Tepe/l J0AaBaHHSIM JI0 TIEPBUHHOI MAaTPHILI.

Yactuuku AlO3, BBHT 1 TaxC nocnijkyBaliu METOAOM MIPOCBIUYIOUOT
enexkrponHoi Mikpockomii (TEM, JSM-200F, JEOL, Tokio, fAnonis). [y BU3HaAUCHHS
XapaKTEPUCTUK TEM BHUKOPHUCTOBYBAIM YJIBTPA3BYKOBY BaHHY THIy Branson
(CPX5800H-E, Emerson, Cent-Jlyic, Miccypi, CIIA) ans peTeapHOro
JUCTIEPTYBaHHS YaCTUHOK B KOMOIHAIli €TUJIOBOTO CHUPTY 1 JIEMOHI30BaHOI BOJIU.
IToTiM 3pa3ok 3aBaHTa)KyBajdu Ha MOKPHUTI MIJAK0 ByIJIENEBl CITKH po3mipoM 200
menl. Axanizu TEM nokasytots pi3Hy Mopdoiiorito HaHomarepiaiaiB. TOHKI HATIHIPH
xapaktepusytorb bBBHT. O6'emni cepu xapakrepusytors qactuaku TaxC. CepenHiii
po3mip yactTuHOK Al>O3 1 TaxC cranoBuB 17,3 =2 um 1 280 + 4,5 HM BiIIIOBITHO, TO1
sk posMip MWCNTS cranoBuB BHyTpilmHIN giameTp 40 + 3 HM 1 30BHIIMIHIN JiaMeTp
80 = 6 HM. Jusg JoCHiKEeHHS MIKPOCTPYKTYPU TE€HEPOBAHMX MOBEPXHEBUX
HaHOCTPYKTYP BUKOPHCTOBYBAJIM CKaHYIOUY €JIEeKTpoHHY Mikpockonio (SEM; X130,
Philips, Amctepnam, Hinepmangu) Ta ontuuny Mikpockomio (Olympus bx5l1,

Maitami, @nopuna, CIIA). 3pa3ku st aHamizy MIKPOCTPYKTypHu Oyiau MEXaHIYHO
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BinuTIpOBaH1 Ta BIAMOMIPOBaHI, a MOTIM MPOTPABIICHI; MPOLETYPU TiATOTOBKHU OYyIH
neTanbHO omnucani B [14]. KpiM Toro, ais BU3HaUEHHsI MIKpOTBEpJOCTI 1o Bikkepcy
BianoBigHo 10 cnerudikaiii ASTM E-384-17 BuxopucTroByBajacs MalldHa IS
Bu3HaueHHs1 TBepAocTi no Poksemty (True Blue United Testing Systems, JleBeHc,
Maccauycerc, CIIIA) [15]. Jna Bu3HaueHHS Tpodiaro TBEpAOCTI HEOOXiaHO OyIIo
BUMIPATH TIOKa3HUKH MIKPOTBEpJOCTI Bikkepca 1mo Bciii MOBEpXHI 3pa3ka y BCIX
30Hax 00poOku.BunpoOyBaHHs Ha 3HOC MpoBoAWIH HpoTsiroMm 10 xB npu 256 06/xB 3
HaBaHTaxeHHAM (0,3 Oap Ha WWIHAP 3 HEpKaBio4uoi cTaii Mapku 316 (miamerp 200
MM) BinnoBigHo A0 ASTM G99-04A [16, 17] mpu kimHaTHIM Temmepatypi. [lepen
KOYXHUM BUIIPOOYBAHHSIM HWIIHAP OYHUINAIN alleTOHOM JJI BUJATICHHS MOBEPXHEBUX
3a0pyaHEHB; OTXKE, 3pa3Kh 3HOCY, 1[0 BUKOPHUCTOBYIOTHCS B I[bOMY METOI, AisUTN 5K
wtudT. Ilpu 3BHYaliHIA KIMHATHI Temmeparypl KOe(IileHT TepTs BHUMIPIOBAIH
TpubomMerpamu tuny "mTudT Ha 1ucKy" (CSM Instruments, [Tece, [lIBetinapis).
5. XapakTepucTrKa TBEpAOCTi
Ha pucynky 5 moxkazani mpodimi MikpoTBepaocTi Bikkepca Ta MOJIMIICHHS
TBEPAOCTI JKcTa amoMiHieBoro criaBy Al 2024. Cepennst TBEpIICTh TOTOBHUX JIUCTIB
3 amominieBoro crutaBy Al 2024 cranoBuna 97 += 5 HV. Ilicns M3T 3naueHHs
TBepAOCTI B 30H1 nepeminryBanns (3[1) smenmunucs yepes edekrt nom'skmenns B 311
(puc. 5a) [16,39,40]. 3HmwKeHHS 3HAYEHb TBEPAOCTI cTaHOBWIO Onu3bko 20%
NOpiBHAHO 3 0a3oBuUM MmeTanioM bM (puc. 5b). JlonaBanHs apMyrOUUX HAHOYACTHUHOK
moKpamwio TBepaicTh y 311, a mosminmmenHs TBEpOCTI 3HAYHOIO MIPOIO 3aJIeXkajo Bij
TUITy apMyIOYMX HAHOYACTUHOK. 3arajoM, MOBEPXHEBI HAHOKOMIIO3WUTH, MOCHJICHI
Ta,C, Al 2024-H1, H2 1 H4, noka3zanu Bucoky TBepaicts y 3II (puc. 5a), Tomi sk
komno3uT Al 2024-H3 mokazaB MeHIIe MOMiNIIeHHs. MakcuMalibHe MOJIMIICHHS
TBepaoCTi cmoctepiranocs ana Al 2024-H4; Bono Oyno nHa 48% BuIe, HIX Y
6a3oBoro crutaBy Al 2024 (puc. 5a). 3minHeHHs riopunom Al,Os3 1 TapC mpusseno 10
M1IBHIIEHHS TBepaoCTi Ha 36% B mopiBHsAHHI 31 criaBoM Al 2024. MokHa TOMITHUTH,
0 30HM TEPMOMEXAHIYHOTO 1 TEPMIYHOTO BIUIMBY € HailciaOlIMMU JUISHKaMH,
OCKUIBKM B IIMX OONacTaX He OyJ0 NMOCWJICHHS HISKMMU HaHOYaCTMHKaMHU. bBiibn
TOTO, TIOMOBXKEHI 3€pHa, sIKi OyJlIM YaCTKOBO BiJHOBJIEHI, NMPHU3BEIU JO0 3HIKCHHS

TBEPAOCTI B HUX oOnacTsax (puc. 5a). [HIIKUM BaXJIMBUM CIIOCTEPEKEHHSIM OYIIO0
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HEBEJIMKe KolmuBaHHS TBepaocTi B 311 BCiX OTpUMaHUX KOMITO3HUTIB, IO ITiITBEPINIIO

PIBHOMIPHHI pO3MOJILT MOCUIIEHUX HaHOYaCTUHOK B 3I1.
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Puc. 5. (a) npodine mikpoTBepaocTi MaTpulli Bikkepca micis M3T
Ta HAHOKOMITIO3UTY 3 BUTOTOBJIEHOIO MOBEpxHEI0 Ta (b) miaBuiieHHs

TBepAocTi B 31 BUTOTOBICHNX HAHOKOMITO3UTIB. [12]

Ha pucynky 6 mokazaHa ekcriepuMeHTalIbHa MBUIAKICTh 3HOCY BHACHIIOK BTpaTH
Baru Ta MOJIIMIIEHHS IIBUJKOCTI 3HOCY MOPIBHIHO 3 0a30BUM crutaBoM. IIIBUAKICTH
3HOCY IJIACTUH 3 anmtomiHieBoro cmiaBy Al 2024 ckmana 0,065 mr/c. micis M3T
IMIBUJKICT 3HOCY 3HM3MIacs 1o 0,0183 mr/c, mo O0ymo 0oOyMOBIIEHO TOJPiIOHEHHSIM B
311 1 piBHOMIpHUM po3noauioM iHTepMmeTaniaiB B 3I1 B mopiBusHHI 3 BM (puc. 6a).
BBenenns 3MilHIOIOUUX HAaHOYACTUHOK B Mmarpuilio Al 2024 npusBeno 10 3HAYHOTO
3HUXKEHHSI HIBUJKOCTI 3HOCY BHUIOTOBJICHUX KOMIIO3UTIB. THN 3MIIHIOIOYUX
HAHOYACTHUHOK 3IrpaB BaXKIWBY POJIb y MIJABUIICHHI 3HOCOCTIMKOCTI BHUTOTOBJICHUX
xoMrio3uTiB. CTymiHb 3HOCY Oyiia CyMicHa 3 pe3yabTaramu 1o TBepaocTi. [loBepxHesi
HaHokomno3utu, nocuieHi TaxC, Al 2024-H2, H1 1 H4, noka3anu HUX4YY MIBUAKICTh

3Hocy B 3II (puc. 6a). Halinmxuuii ctyninb 3Hocy cnoctepiraBcs aia Al 2024-H4;
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3HOCOCTIHKICTh Oyna B 11 pasiB Bumiorw, Hixk y BM (puc. 6b). HaliBuima mBuakicTs

3HoCy, 0,00733 mr/c, Oyma orpuMana npu noaaBanHi H3.
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Puc. 6. (a) mBUAKICTE 3HOCY, (0) 3HMKEHHS MIBUAKOCT1 3HOCY

OCHOBHOTO CIUIaBy 12

Ha pucynky 7 mokazanuii npodiab Koe]illieHTa TepTsS B 3aJIEKHOCTI BiJ 4acy
koB3aHHA. KoedimieHT TepTs AEMOHCTPYE HE3HAUYHY TEHJICHINI0 J0 30UIbIICHHS.
[licns mepexiAHOroO mepiony TEHIEHIIS KPUBOI CTae CTaOLIBHOO, 10 BKAa3y€e Ha Te,
10 IMIBUIKICTH 3HOCY 3MIHMJIACS BiJI MOYATKOBOTO 3HOCY B MEPEXITHOMY CTaHl J10
IIBUJKOCTI 3HOCY B cTarioHapHoMy cTaHi. KpiM TOoro, mapameTpu HIOPCTKOCTI
MOBEPXHi BIAITPAIOTh BAXKJIMBY POJIb Y OIIHII Koe(iliEHTa TEPTS; OTXKE, MOYATKOBHUI
NepexiTHUN 3HOC TPUBAE JIOBIIE, HIXK KOMITO3UTH 3 MEHIIOK MOPCTKICTIO. HasBHICT
yacTuHOK BBHT y riOpuaHiii KOMIO3UTHIA MaTpULl 3MEHIILY€E 3HAYEHHS Koe(dilieHTa
Ttepra. BignosigHo, TiOpumnuit kommo3uT Al 2024-H3 neMoHCTpye HaWHMKYHMA
KOe(DIIIEHT TEPTA cepell NOCiKeHUX 3pa3kiB. KoedilieHT TepTs 301IbITUBCS uepes
JOJIaTKOBE TOJIPIOHEHHSI 3epHa, sIKe BIAOYJIOCS B 30HI MEPEMINTyBaHHS, K BUIHO 3

3paska, IKMi Ma€ HaBUILE 3HAYEHHS Yepe3 JOAATKOBY IUIACTUYHY AedopMallito, sKa
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cTajacsi 3a BIJICYTHOCTI TBepAMX dYacTHHOK. Lli pesynasratu Oynu miaTBEpIKEHI

KPUBOIO TIPOQ1II0 TBEPIOCTI.
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Puc. 7. IIpodine koedimienta Tepts, (a) 30Ha 3HOCY, 00pOOIEeHA TEPTAM 3
nepeminryBanssm, (b) Al 2024-H1, (c) Al 2024-H2, (d) A1 2024-H3 1 (e) Al
2024-H4. [12]

6. BucHoBOK

Pi3Hl moaBiiiHI Ta NOTPIMHI 3MILHIOYI HAHOYACTUHKHU 3MILHWIM JUCTH
amominieBoro craBy Al 2024 meTonoM 3BapiOBaHHS TEPTSIM. Y IIbOMY JOCIIHKEHHI
BukopuctoByBann Ta,C + AlOsz, TaxC + BBHT, Al03 + BBHT 1 TaxC + Al,O3; +
BBHT sk migcumroroui komOiHarii. bynu oxapakrepuzoBani ¢i3uuHi (IIUIBHICTS),
MEXaHI4H1 BJIACTUBOCTI Ta 3HOCOCTIMKICTh BUTOTOBJIEHUX KOMIIO3UTIB.
[IpoanamnizyBaBiy OTpUMaHi AaHi, MU MOKEMO 3pOOUTH BUCHOBOK, II1O:

BuxopucTtanHus pi3HUX NOJABIMHMX 1 MOTPIMHUX apMYIOUUX €JIEMEHTIB 301IBIIHIIO
IIIBHICTh BUTOTOBJIEHMX KOMIO3UTIB. YactuHku TaxC Oynu HaWBaXTUBIIIAM

MMOCWJICHHSIM JJIg 30UIBIICHHS IIIJBHOCTI, OCKUJIBKM BOHHM MAalOTh HaJA3BHUYANHO
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Pucynok 8. SEM ta EDS kaprorpadiuni 300pakeHHs TOTPIHHOTO

aJAUTUBHOTO TOPUIHOIO KOMIIO3UTY. [12]

BHUCOKY IIUIbHICTh MOPIBHSHO 3 1HIIMMHU apMyIOYUMHU MaTepiajiaMu. MakcumalibHe
30UThINIEHHST TIUTBHOCTI, 27%, crocrepiranocs mist Al 2024/Ta>C + AlOs, Tomi sik
MiHiMaiIbHe, 1%, crioctepiranocs mus Al 2024/A1,03 + BBHT.

BxrodueHHs 3MIIHIOIOYMX HAHOYACTUHOK Y JOCIIKYBaHY METaJeBY MaTpUIIO
MPU3BENIO JI0 AOJATKOBOTO MOJAPIOHEHHS 3€pHa B 30HI MEPEMIITyBaHHS MOPIBHSHO 31
3paskamu M3T. Cepenniil po3mip 3epeH y 311 BUrorosnennx komno3uTtis 0yB y 33-40
pa3iB MEHIIUM, HDK Yy TOTOBOTO JHCTa 3 aloMiHieBoro cmiaBy Al 2024.
MakcumanbHa KoHYCHICTh crioctepiranacs misi Al 2024-H3 (AlOsz + BBHT); ne
MOKHA TMOSICHUTH PO3MIpOM 3MilHIOI0uuX HaHodacTMHOK. SEM Ta EDS Ttakox
MIATBEPAWIN PIBHOMIPHHUM PO3IMOALT YCiX YACTUHOK Yy MaTpPHIL.

Ha pucynky 7 moka3aHi 300paxeHHs BigobpaxenHs SEM rta
E€HEProUCIIepPCIHOT PEHTTeHIBChKOI criekTpockorii EDS BurorosiaeHoro ribpuaHoro
HAHOKOMITO3UTY 3 TIOCWJICHOIO MOTPItHUMU YacTUHKaMu noBepxHero Al 2024-H4. VY
bOMY JOCHiKeHHI KaprorpadyBanHs EDS mnokazano po3moail 4acTHUHOK

dPpMYBaHHs, HAKOIIMYCHHIA HeOaKaHUX KHaCTepiB IIOCHUJICHHNX HAHOYAaCTHHOK.
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Bussneno, mo vactuaku Ta;C piBHOMIpHO po3nojiieHi B marpuii. Pesynsraru SEM
ta EDS miarBepawiu BKIIOYEHHS MIJCHIIIOBAYiB y BUTOTOBJICHUN MOBEPXHEBUIA
HaHokoM1o3uT. Ilicias FSP posnoain nanouactunok AloO3z Ta BBHT y komno3zuti Al
2024-H4 OyB piBHOMIpHUM; arperamii Ta HAKONHWYEHHS LHX YaCTUHOK HE
cnoctepiranocsi. byno BusiBieHo, 1m0 HeBenwka KutbKicThb TaxC arperyerscs y
BUTOTOBJICHOMY TOBEPXHEBOMY HAHOKOMIIO3UTI, IO OyJI0 TOB'S3aHO 3 BEJIUKUM
pO3MIpOM LHMX YAaCTHMHOK. 3aranoM, Ounbmia 4yactuHa TaxC Oyma piBHOMIPHO
po3nonauieHa B Marpulil. PIBHOMIpHHHA pPO3MOAIT YacTUHOK apmyBaHHS B 3lI
MO3UTHUBHO BIUIMHYB HA BIACTUBOCTI BUTOTOBJICHMX KOMIIO3MTIB, TaKi SIK TBEPAICTH 1
3HOCOCTIWKICTb. UMM OLIbII PIBHOMIPHHUM € PO3MOJII YaCTHHOK apMyBaHHS, TUM
OUTBIII OMHOPIAHUMHU 1 PEryJsipHUMHU € BiracTUBOCTI 1Mo Bcid 3II. Takum yuHOM,
PIBHOMIPHUHM PO3MOJLJI YACTUHOK ApMYyBaHHS € KJIOYOBUM IMUTAHHIM 1 CKIAAHUM
3aBIaHHSIM MPU BUTOTOBJICHHI KOMITO3UTIB, IO 1 OyJI0 JOCATHYTO TYT.
ApmyBanHs criaBy Al 2024 nuMu YaCTUHKAMU 3HAYHO IMIABUIIHIO TBEPIICTh Y
3I1. HasBuicte mnotpiitHoro apmysanHsi, Al2O3 + BBHT + TaxC, npusBeno mo
MaKCUMaJIbLHOTO TMiABUIIEHHS TBepAocTi Ha 48%. MiHimMallbHe MiJBUILICHHS
TBepaocTi, 20%, crocTepiranocs g YaCTHHOK noBiHoro riopuay Al.Os + BBHT.
Pe3ynsrarn 3HOCY OynM CymicHI 3 pe3ylbTraraMu II0 TBEpAOCTi. BkiroueHHS
3MIIHIOIOYUX HAHOYACTUHOK B JIOCHIKYBaHY METaJeBYy MATPHUIIO IT1ABUIIMIO
3HOCOCTIMKICTB LIOTO CIIaBy. MakcumanbHe NOJIMIIEHHs 3HococTiiikocTi B 11 pa3is
nopiBHSHO 3 BM Oyno oTpumaHO 3a paxyHOK JOAAaBaHHA MOTPIHHOTO apMyBaHHS
AlbOs; + BBHT + TaxC. Oyio BUSBICHO, 110 MiHIMaJIbHE 301UIBIIICHHS 3HOCOCTINKOCTI
y BICIM pa3iB Oulbllle, HIXX Yy CIJIaBy OCHOBHOTO MeTaily, IO OyJIO JOCSITHYTO 3a

pPaxyHOK MojiBiiiHOTO nmocuieHHs: HanodactuHkamu Al2O3 1 BBHT. [12]
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PO311JI 2. METOAU OTPUMAHHA IN-SITU KOMIIO3UTIB

2.1 Cnpavosana kpucmanizauis

CrBopenns "npuponnoro" (in situ) KOMIO3ULIHHOTO MaTepially € BapTUM yBaru
MPUBOAOM JUIsI BUBYCHHS €BTEKTHUYHUX CIUIaBIB 3 TOYKH 30py BOTHETPHUBKHUX
martepiainiB. OTprUMaHUN METOAOM CIPSIMOBAHOT KpUCTaJi3aIlil €eBTeKTUYHOTO CIUIaBY
aHI30TPONHMUIM Marepiall 3IaTHUM MpaIoBaTh 3a YMOB OJM3BKUX O YMOB POOOTH
TypO1HHOT JonaTku. Taki yMOBH Ha3MBaIOThCSI YMOBAMH OJHOBICHOTO HAaBAHTAXKEHHSI.
3anns uboro B TypOiHHIM JOMaTLl NOBUHHI 3MIBIAJATH HAIPSIMHU POCTY €BTEKTUYHUX
KOJIOHIM Ta HampsiM Hampy>KeHb MpPH eKciutyaraiii. EBrekTnuHa KoMmIo3uiisi, ToOTO
opieHTOBaHa JBO(azHa CTPYKTypa OJIEPKYETHCS 3a YMOB IUIACKOTO (POHTY
kpuctanizauii (PK) 3aBasku 3pocTaHHI0 TBEpAUX (a3 NEePHeHAUKYISIPHO 10 PPOHTY
KpUcTai3ailii y npoueci nepexoay piAnHu A0 KPUCTATYy.

XopcTki ymoBH, HacaMIiepea, HEOOX1TH1 JUIsl CTBOPEHHS CTPYKTYPH CTPHKHEBOI
(BonokoHHO1) abo miactuHYar oi (crpiukoBoi) dopmu. Taka KOMITO3HUIIIITHA
CTPYKTypa € JIOCKOHAJIOI0, BOHAa PO3MIPHO OJHOPiJIHA, CTPOrO OpPIEHTOBaHA Y
3a/laHOMY HampsiMl 1O BIJICTaHI MK (Pa30BUMHU CKJIAJOBUMH TaK 1 MO iX MEPETHUHY.
TakuMu KOPCTKUMHU YMOBAMH €: MOXKJIMBICTh BapilOBaHHS IIBUIKOCTI TETUIOBIIBOIY
BiJl MEX1 p1IMHA — TBEPJIE TUIO a00 MIBUAKOCTI MEpEMIlIeHHs] (GPOHTY KpHCTaTi3aIlli;
OesnocepenHe 3a0e3medeHHsT MOCTIMHOCTI KOHILICHTpAIlll pO3IUIaBy Ta 3a0e3MeueHHS
MEBHOTO T'pajiieHTa TeMIepaTypu NoOIu3y MeXi TBEpE TIJIO — PiIUHA Ta HASIBHICTh
TJTACKOTO (PPOHTY KpHUCTAII3aIlii.

MeTtonoM 30HHOI IUIaBKH, KpHcTamizaiier mno bpimxkMeny abo 1o
YoxpanbChbKOMY MOXHa JOCSATTH TaKOro pO3MOAULY TeMmIeparypu, skbi €
HEOOX1THUM JIJISl COPSIMOBAHOTO MEepeEMILIEHHS (DPOHTY EPETBOPEHHS.

30epeXeHHsI B PIAMHI MO3UTMBHOIO TEMIEPATypHOrO Tpaji€HTa, MiATPUMKA
IJIOCKOTO (PPOHTY KpHCTaIi3allii Ta MOCTIMHICTH TeIUia, IO BiJIBOIUTHCS, 3aBXKIU
SBIIIOTHCS BOKJIUUMH YMOBAaMH YTBOPEHHS CIPSIMOBAHOI €BTEKTUYHOI CTPYKTYpH
J0CTAaTHHO BETUKOI MPOTSHKHOCTI.

JIns OTpUMaHHS €BTEKTUYHUX KOMIIO3UTIB iX KpHUCTami3alis NOoJsIrae y
HaNPaBJICHOMY BiJBEJICHHI TEIJIa B YMOBAX, 0 3a0€3MEeUYIOTh 30epe:KEHHS MJI0CKOTO

bpoHTy KpucTamizalii (MeXi po3IiTy MK TBEpIOIO Ta piakor (azamu). OCKUIbKU



27
oOunB1 TBEpAl EBTEKTHUYHI (a3u KPHUCTATIZYIOTHCS MEPHNEHIUKYIIPHO 1O IIi€d
MOBEPXHI 1 PyXalThCs 3a HEIO B MIpy ii pyXy, CTPYKTypa 3aTBEpALIOrO BUIMBKA
CKJIaZa€eThcsl 3 BOX (a3, mapasnenbHUX OJHA OAHIM 1 B HaNpsMKY KpHUCTai3allii.
OUIHIOIYH MOKJIUMBICTh 3aCTOCYBaHHS IIUX METOJIB JUIsl CIIPSIMOBAHO1 KpHCTami3amli
€BTeKTUYHHUX CIUIABIB, CIiJ 3a3HAYUTH, IO JUISI OTPUMAHHS 1J€ajdbHOI CKJIATHOI
€BTEKTUYHOI CTPYKTYpU OYIb-SKHIl METOHA, AKUW BUKOPHUCTOBYETHCS IIJISl peaizallii
poliecy, MOBUHEH 3a0e3leuyBaTh HACTYITHE: BHCOKA TeMIlepaTypHa CTaOUIbHICTD,
BIJICYTHICTB BIOpallii, PpOHT KpucTaji3alii pyXxaeTbcs 3 MNOCTIiHOIO mBHUAKICTIO. Ha
BiJIMIHY BiJl pOCTY MOHOKPHUCTAJIB, JUIsl OTPUMAHHS KOMIIO3UTHUX CTPYKTYp MOTPiOHI
O1IBIII BUCOKI TeMIepaTypHi rpajiieHTH G Ha TPAHULAX PO3HOILTY.

Jlns oTpuUMaHHS E€BTEKTMYHUX KOMIO3UTIB iX KpHUCTaTi3allilo 3I1HCHIOIOThH
CHOPSIMOBAaHMM BIJBEJICHHAM TeEIJla B yMOBaX, 10 3a0€3MeuyloTh 30€peKEeHHS
TUIOCKOTO (DPOHTY KpHCTai3aIli (MeXi po3auly MK TBEPAOK Ta PiAKoio (dazammu).
Ockinbku 00UBI TBEPl €BTEKTUYHI (ha3u KPHUCTANIZYIOTHCS MEPHEHAUKYISPHO 0
I1€1 TTOBEPXHI 1 pyXaroThCs 3a HEI B MIpY ii pyxXy, CTPYKTypa 3aTBEP/ILJIOT0 BUIMBKA
CKJIaZaeThCcsl 3 BOX (a3, mapanenbHUX OJHA OAHINA 1 B HANpsMKY KpHUCTali3alii.
Metoau crpsiMOBaHOT KpHCTali3allii €BTeKTHYHHMX CIUIaBIB MOMIOHI O METOIIB
BUPOIIYBaHHA MOHOKpUCTamiB: bpimkmena, YoxpalbChKoro, 30HHA TJIaBKa,
OXOJIOMPKEHHSI Y BaHHI PIKOTO METaly.

OuiHIOIYM MOXJIUBICTh 3aCTOCYBaHHS IIMX METOAIB IS CHOPSIMOBAHOI
KpHUCTami3alii eBTeKTUYHUX CIUIaBiB, CIIiJ 3a3HAYUTH, IO AJIS OTPUMAHHS 1/1€aJbHOI
CKJIQJIHO1 €BTEKTHYHOI CTPYKTYypU OyIb-sSIKU METOJ, SKUW BUKOPUCTOBYETHCS IS
3MIACHEHHS] Tpolecy, MOBUHEH 3a0e3rneuyBaTH HACTYIHE: BUCOKA TeMIleparypHa
CTaOUIBbHICTh, BIJICYTHICTh KoJMBaHb, FC pyxaeThcs 3 mocTiiiHOIO mBHIKICTIO. Ha
BIIMiHY Bi/l pOCTY MOHOKPHUCTAIIB, JIJIsl OTPUMAHHS KOMIIO3UTHUX CTPYKTYp MOTpPiOH1
OUIBIII BUCOKI TeMIepaTypHi rpajiieHTi G Ha TPAHUIIAX PO3TOILTY.

2.2 Yemanoska ons cnpamosanol kpucmanizauii

Ha pucynky 9 nokazanuii nmpuKiaj YCTAaHOBKHM CIPSIMOBAHOI KpHUcTamizali. Y
IPUCTPOi BUKOPUCTOBYETHCS MPUHLIUIT BUCOKOTPAIEHTHOI 30HHOI IIEpeKpHUCTai3ali
[IJIIXOM YTBOPEHHSI BUCOKOTO CTaTUYHOTO IpajiieHTa Ha MEX1 piauHa - TBEpJE TLIO.

[Ipuctpiit cknagaerbes 3 pobodoi kamepu 9 1 kpucramzaropa 12 31 crpwkasmu 11,



28
10 OXOJIOJIKYIOThCS Bozioto. [1iu 2 po3TamioBana B poOoyiii mopokHuHI, a hopma 4 3i
CrlaBoM 5 posmimieHa B meul 6. IIpocTip MK CTpUXHEM 1 KPHUCTali3aTOPOM

3anoBHEHO cr1aBoM Ga-In (T = 290K) niis nokpaiieHHs: po3ciroBaHHs Teruia. [18]

Puc. 9. [IpuHumnoBa cxemMa yCTaHOBKH ISl CITPSIMOBAHOL
KpucTamizamii. | — BUXITHUN KPUCTATIYHUHN 3pa30K; 2 — eMiTep
CIIEKTPOHIB; 3 — (POKYCYIOUHI €JIEKTPO; 4 — eJICKTPOHUN
My4YO0K; 5 — pO3IIaBiieHa 30Ha; 6 — 3aKpUCTaI30BaAHUM 3pa30K
€BTEKTUYHOTO KOMIO3UTY; 7 — XOJIOAUJIbHUK; 8 — 3aTpaBka; 9
— yTpuMyBa4; V; — HampsSIMOK pyXy pO3ILIaBIeHOI 30HH; Vyx —

HAIIPSIMOK PyXY XOJOAWJIbHUKA.

Po6ounii 1Kk yCTaHOBKH PO3MOYNHAETHCS 13 3aBAaHTAXEHHS (DOPMH 3 METAJIOM.
Cama ¢opMa BHTOTOBIISIETHCS 3TITHO 3 TEXHOJIOTIE0 MOJACIEH 13 KepaMiKu Ha OCHOBI
CJICKTPOKOPYHYBAaHHS, M0 BHILIABIAETHCSI. B OCHOBI (opMu po3TamioBaHHMA

CTapTOBUM KO3MPOK Yy BHUIJIAJMI YCIUEHOTO KOHyca. Y BEpXHI YacTHHI KOHYycCa
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PO3MIIIIEH] YOTHPW KaHAIHM JJiS CTPWXKHIB 5, @ y HWXKHIA 4YacTUHI — OTBIp IS
MiJABEJCHHS 3aTpaBKU /. 3aTpaBKa BCTaBISIETHCS B JHO (OPMH 1 MIIJIBHO
IiPKUMAEThCS 10 OTBOpPY &, IIO0 BeAe M0 CTapTOBOTO KO3UPKA, 3a JOMOMOTOIO
pPO3UMHY KepaMiKM Ha OCHOBI EJEKTPOKOPYHAY. Y KaHalIu Uil CTPUIKHIB
HABAaHTAXYETHhCS MIUXTA: CTPHKHI MAIOTh JOBUIBHOY KPUCTAIIYHICH Ta OPIE€HTAIIIO.
[18]

[Ticns uporo gopma 31 CTPUKHAMU PO3TALIOBYETHCS Y TpaiTOBOMY THUIVIL, IKUH
3’€JTHAaHUH 13 IITOKOM KpHCTali3aTopa uyepe3 MomiOaeHoBul m’stak /0 i Kpamoro
TEMI000MIHY MK TUTJIEM Ta IIITOKOM.

I[Ipu nocsarHeHHl y KaMmepl HEOOXITHOTO BaKyyMy, BKJIIOYA€ThCA MY 1
PO3ITPIBAETHCS 10 TEMIIEpaTypH, IO MEPEBHUIIY€E TEMIIEpaTypy IUIABJICHHS PO3IUIaBy
Ha 50 K. 3a Takoi Temneparypu UXTa poO3IUIABISETHCS 1 32JIMBAE CTAPTOBUI KOHYC 3
KaHajaMu. Y IIei Jac BEpXHINA TOPElb 3aTpaBKH MIAIUIABISAETHCS 1 MeTal 13 hopMu
KOHTAKTy€ 3 UM TopueM. [IoTiM BKJIIOYAa€ThCS MEXaHi3M BUTATYBaHHS 1 gopma 3
MOCTIMHOIO IIBUAKICTIO OITYCKAE€ThCSA Y KPUCTAII3aToOp, MPH IIbOMY Bi0yBa€ThbCs
MOCTYyNOBa KpHUCTAi3allisl pO3IUIaBy Ta pICT MoOHOKpuctany. Ilicias 3akiHUeHHS
MpoIecy BUTATYBaHHS M4 BHUMHUKAEThCA, (OpMa BUTATYETHCS 13 Kamepu 1
NPpOBOAUTHCS MeTanorpadiyHUU aHaNi3 OTPHUMAHOTO CHOPSIMOBAHO
3aKPHUCTATI30BaHOTO CILIABY.

[Mnackuit ®K 3a3Buyail BUABIAETHCS MeTanorpadiuyHUMH METOAAMH, BiH
noTpideH 11 popMyBaHHS YIOPSIKOBAHUX €BTEKTHUHUX CTPYKTyp. [lmackuii ppoHT
KpucTamizaiii 300paxeHo Ha pucyHky 10. OCHOBHHUMH peryIbOBaHUMU MapaMeTpaMu
MPOIIECY € MIBUAKICTh KpUCTai3allii R 1 TemneparypHuii rpagieHT Gy po3IuiaBi.

2.3 OmDMMCZHH}l KOMNO3UMIB 3 PE2VASAPHOK) CIMPYKMYPOI)

VY mporeci cnpsMoBaHOi KpucTaiizalili JBO(}A3HOr0 E€BTEKTUYHOIO CILIABY
po3riaB Ha (PpOHTI KpHCTami3aii 3HAXOAUTHCA B PiBHOBA3l 3 nBoma (azamu, sKi
POCTYTh OJHOYACHO MEPIEHAUKYISIPHO (PPOHTY, TOMY MIKPOCTPYKTypa OTPUMAaHOTO
3JINTKA SIBJISIE COOOK0 PETYISIPHO PO3MOIITICHI Ta HAMpaBIeHI B3JO0BXK OCI 3JUTKa
BOJIOKHa a00 IUIACTUHM CHiBiCHyrouuXx (a3. BmiMB BenuyuHM TeMIiepaTypHOTO
rpanienta G Ha dhopmy mpoditro GpoHTY KpucTamizaiii 300pakeHo Ha pUCYHKyY 11.
[18]
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40 mKm

Puc.10. ®pont kpuctanizaiii npu popmyBanti komnos3uty Ta-Ta>C [18]

VY mnpomeci crnpsMOBaHOi KpucTamizalii ABO(A3HOT0 EBTEKTUYHOTO CILIABY
po3iaB Ha (PPOHTI KpUCTami3allii 3HAXOAUTHCS B PIBHOBa3l 3 JBoMa (azamu, fKl
POCTYTh OJHOYACHO MEPHEHAUKYISAPHO (PPOHTY, TOMY MIKPOCTPYKTYpa OTPHUMAHOTO
3IIUTKA SIBJISiE COOOIO0 PETYNSIPHO PO3MOAUICHI Ta HAmpaBleHl B3JOBXK OCI 3JUTKA
BOJIOKHa a00 TIUIACTUHU CHiBiCHytouuX (a3. BmiuMB BenuyuHM TeMIiepaTypHOTO
rpajgienTa G Ha Gopmy npodino QpoHTY KpucTamizalii HaBeIEHO Ha pUCYHKY 1.
[18]

HaiinpocTimi ymoBu uisi 30€pEKEHHSI TUIOCKOTO (POHTY KBa31€BTEKTUYHOTO
(KOMITO3UIIIHHOTO) POCTY MOXKYTh OyTH OTpHUMaH1 BUXOSYH 3 TaK 3BAHOTO KPUTEPIIO
KOHIIEHTPALIMHOIO TMEPEOXOJIOHKEHHs. 3TIIHO 3 LIUM KPUTEpIEM MpH BIIXHICHHI
koHIeHTpauli craBy Cp Bix eBTeKTUYHOTo Cg, TIIOCKHM (poHT nBodazHOi

KpHUCTami3aiii 30epiraeThcs Mpu BUKOHAHHI BUMOTH (KOHBEKIIiSl BIJICYTHS).



31
G mCy—Cy

R D

ne G — TemrieparypHuii rpagiedT y piauai 0ins OK;
R — mIBUAKICTH KpUCTAII3AIlil;
m — HaxWJ JIiHIT JTIKBITYCY;

D — xoediuieHT qudys3ii JOMIIIKH Y PO3IUIABI.

////.4'/////75%
LD

Puc. 11. Brnus rpaagienta temnepatypu G Ha ¢popmy npodinto GppoHTy

Kpucrtamizamii [18]

Jlnst GaraThbOX CHCTEM CIUIaBIB MOXIHWBO EKCIEPUMEHTAIBHUM HUISIXOM
BU3HAUUTU BenuunHy G / R, mpu NepeBUINEHHI K01 (POPMYETHCS KOMIIO3HIIIIHA
CTPYKTypa. Y pa3i CKJIaIHOJCTOBAaHUX CIUIABIB, SIK MEpIIe HAOMMKESHHS ISl OI[IHKH

HeoOX1THUX napameTpiB kpuctamizaiii (G 1 R), MOXXHA BUKOPUCTATH TaKUW KpUTEPIt:
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G AT, z+ AT,

J— Z ’

R D

ne AT4p — 1HTEpBaAJ KpUCTai3allii, KOTPU 3aJeXUTh BiJ CKJIaay 1 3pocTae 3

BIIXUJIEHHSM HOTO BiJ €BTEKTUYHOI KOHIEHTpalii (1ed mapameTp JOCUThH JIETKO

BU3HAYUTHU METOJOM IU(EPEHUINHOTO TEPMIYHOTO aHAII3Y);

AT; — pi3HUI TEMIIEpATyp CONAYCY Ta JIKBIAYCY;
[ — BIATOBIJAE JICTYIOUUM €JIEMEHTaM Ta JOMIIITKaM.
3aznaunmo, mo BenuuuHy (AT4p + AT;) / D npupiBHIOIOTH 10 KPUTHUYHOTO
BigHOIIEeHHs G / R. 3 mpakTu4yHOi TOukHu 30py 3a napamerpoM (AT4s + ATi) / D
TOBOPSTH PO MOXKJIUBICTh 1 yMOBH OTPUMaHHS €BTEKTUYHOT KOMITO3HII]].
TepMoguHaAMiIYHUMHU BIACTHBOCTSMHU CKJIAJJOBHX CIUIaBY, HASBHICTIO JIETYIOUUX
€JIEMEHTIB, IOMIIIOK y PO3IUIaBl, YMOBaMHU KpHUCTaIi3allli BU3HAYAE€THCA MOP(OIIOTis
CTPYKTYpH €BTEKTHYHMX KOMMO3UTiB. OJHAK HAM HE JIOCTaTHHRO TEOPETUYHUX Ta
€KCIEePUMEHTATBHUX JAaHUX JJISi OCTAaTOYHOTO CTBEPIKEHHS CIPaBEJIMBOCTI
BKAa3aHUX KPUTEPIiB (OpPMYBaHHSA PETYISPHOI MIKpPOCTPYKTypHu. JlaHi s a0Kazy
MOJXHa HaKONMYKYBaTH B JOCJiJaX 3a HaNpaBJICHOK KpuCTaai3alllero

KBa31€BTCKTUYHHX, a TAKOXK €BTEKTUIHHUX CILIaBiB. [18]
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PO3/LI 3. JOCJALKAEHHS EBOJIOLIT ®OPMYBAHHS

PEI'YJIAPHOI CTPYKTYPH IN-SITU KOMITO3UTIB

3.1 Buxioni mamkpiaiu max eKCnepumeHmaibHi MemoouKu

B skocTi BuXimHHMX MarepianiB BukopuctoByBamucs Ta, Nb, Mo, ioguctuit
IUPKOHIMN 1 ByIJIeIlb CTIIEKTPAIbHOI YUCTOTH.

BuxopucroByBanu eprektuuHi CrimaBu Mel-MellX, ne Me! - Ta, Nb, Mo 1 Mell
— Zr, X — Bymyenp, 00'emHa yactka kap0iaiB — 20...45 mac.% [20].

Meton BUpPOOHHMIITBA — KOHTPOJHbOBAaHA BHCOKOTpaJi€HTHAa 30HHA
peKpucTamizailisl 3 BUKOPUCTAHHSIM KUIBIIEBOTO CKaHYBaHHS E€JIEKTPOHHOIO ITy4Ka
[M®]. 3actocoByBajnacs BUcCOokoTemmneparypHa Bakyymua npokarka [DUO-135].

CTpyKTypH1 JOCIHIJKEHHS — CTEpEeOMETpUYHa MeTanorpadis, peHTreHiBChKa
mudpakiiss [DRON-4M] Tta enekTpoHHa MIKPOCKOIIiS BUCOKOI PO3AUTBEHOI 3aTHOCTI
[TEM] Bucokoi po3ainbpHoi 3qarHOCTI [JSM-200CK] npu npuckoproBaibHIN HaIpy3i
200 kB. I peHTreHiBChbKOro MikpoaHalizy BukopuctoByBaiu Comebax-mpomins 3
kyToM Buxony 40°, mampyra 30ymkenHs 15 kB, ctpym uepes 3pazok 0,025 MKA,
aiameTp eneKTpoHHoro mydka ~ 0,8 MkMm. BumpoOyBaHHsS Ha po3puB MPOBOIWIH B
mianazoHi temmeparyp 300..2500 K (Instron) Ha 3pa3kax, BHpi3aHUX 13 3JIMUTKA
CIUIaBY €JEKTPOICKPOBUM METOJOM 3 IMOAAJIBIIUM E€JIEKTPOIONIPYBAHHAM s
BUJIAJICHHS! CIIOTBOPEHMX MOBEPXHEBUX IIAPIB, IBUIKICTh PO3TATyBaHHsS ~ 103 ¢l
[19]

3.2 Jocnioxcenns ompumanux pe3yibmamis

VY mporeci BHCOKOTPAIIEHTHOI 30HHOI KpHUCTami3allii CIOCTEpIracThCs 1HINA
dbopma GpoHTY KpUcTami3allii.

Ak BugHO 3 puc. 12, cmocrtepiraerbcsi BUKPUBJICHHA (OpMHU (PPOHTY
KpHcCTaii3amii npu pi3HUX yMoBax 30HHOI IuaBku (1-5): AT, > AT, > ... > ATj.
KpuBi nmokasyroTh HampsIMOK PyXy Pi3HHUX TOYOK (PpOHTY KpHCTamizaiii mpu pi3HUX
TeMmmeparypax i pyx 30HU po3ruiaBy. s ¢bopMyBaHHS BIOPSIKOBAHUX CTPYKTYD
€BTEKTUYHUX CIUIaBIB HEOOXiJHA CTAOUIBbHICTh IUIOCKOrO (POHTY KpHCTami3amli

(®K), sixa BUBHAYAETHCS 13 CITIBBITHOIICHHSI.
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AT K

D K+(1—-K)®

G
— >
R

ne AT — iaTepBan kpucramizaiii; D, K — koedimientn nudy3sii 1 po3noairy
JOMIIIKHM BIAMOBIAHO; A = 0 R/D, ne dx — TOBUIMHA OUQY31HHOrO MLapy MpH
HasBHOCTI KOHBeKINii; R — mBuakicTe kpucramsaiii. BctanosneHo, mo B mporieci
30HHOT KpucTaizalii BifOyBa€TbCs MEPEPO3NOALT TOMIIIKOBUX E€JIEMEHTIB, IO
ICTOTHO BIUIMBAa€ Ha TMpOIeC 3aTBEPAiHHA 1 CTaOLIbHICTH CTPYKTYPU B
noCTKpucTaiizauiitauil nepioa. Ilokazano, 1110 HaBITh HAa PaHHIX CTaAIsAX 3aTBEPIIHHS
YTBOPEHHIO HEOJHOPIAHHUX, KOHTIOMEPATHUX CTPYKTYp CHPHUSE HASIBHICTH
MDKBY370BUX fomimok (C, N, O), Hakomu4yeHHS SKUX Y TOBEpXHI (POHTY
KpUCTaTi3allii 1 3pOCTalouuX KPUCTATIB TMEPENIKO/KAE 3apOKCHHIO 1 TOAAIBIIIOMY
CIUJILHOMY (TTapHOMY) pOCTy (a3 cruiaBy (€BTEKTHKH). BCTaHOBIEGHO, 110 KPUTHYHUI
BMICT IUX JIOMIIIOK, BIJMOBIJAJbHUX 3a KOHIIEHTpAIIiHE MEepPEOXOI0/KEHHS,
BUKJIMKAaEe TmopymeHHs miaHnapHoro ®K i1 cramoButs mo 10! - 102 mac.% B
3aJIEKHOCTI BiJI BEJIMYMHU TPaJII€EHTA TEMIIEPATypH, 110 CTBOPIOEThCS B po3ruiasi G.
VY mporieci cripsMOBaHOI KpUCTami3allli TyromiaBKUX CHUCTEM MeTall-ByIJelh MeTall
OYMIIAIOTh IUIAXOM BHUIIAPOBYBAHHS JIETKMX JOMIIIOK, 30HHOrO padiHyBaHHS.
Po3kuciieHHsT MaTpUYHOTO KOMIIOHEHTA CIIOCTEPIrajiocss TOJIOBHUM UYHHOM 34
pPaxyHOK B3a€MOJIiT ByIJICIIO Ta KHUCHIO 3 YTBOPEHHSM JIETKUX OKCHUJIB Ta aTOMapHOTO
KHUCHIO. BcTaHOBIEHO, III0 BMICT OCHOBHHX METAJEBHX 1 Ia30BHX JOMIIIOK HICIIS
MepIIMX JBOX-TPHOX MPOXOMIB 30HU JOCTaTHHO Il (DOPMYBAHHS PETYISIPHUX
iHOpPMAIIITHUX CTPYKTYP KOMITO3HUIIIHHOTO MaTepiary. 3HIKEHHSI TUCKY B poOodiif
kamepl < 104 (I1a) mpusBeno n0 OLIBIN MIMOOKOTO OYHUIICHHS 3JUTKIB CIUIABY Bij
KHCHIO, a30Ty (< 10-3 mac.%) 1 Byrnerio (~ < 103 mac.%).[19]

Cnip 3a3HauuTH, MO y pa3l BUKOPUCTAHHS YUCTHUX KOMIIOHEHTIB, OTPUMaHUX
€JIEKTPOHHO-TIPOMEHEBOIO TUIABKOIO, 3TimMHO (1), TpamieHT Temmeparypu AOCTaTHIH
st popmyBanns iockoro @K G = 300 - 400 K/cM mopiBHSIHO 3 BUKOPHUCTAHHAM
"OpynHux" KOMMHOHEHTIB — rpagieHT ctaHoButh 500 - 700 K/cm. B ymoBax
BHUCOKOTPAJIEHTHOIO 30HHOI KpHUCTamiizamii 30uibmeHHss G 3MeHIIye NpOBIAHY

BiJICTaHb, IO MPUBOIUTH 10 KpHCTami3alii kapOigHoi (a3u, 3HIKY€E MOXIUBICTH ii
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JEHIPUTHOTO PO3Tay>KEHHS 1 CIpUsE€ CTBOPEHHIO IUIACKOTO (POTOHHOTO KpHCTaja,
OTPUMAaHHs OJHOPITHUX (PEeryaspHUX) MPOCTOPOBO BIOPSAKOBAaHUX CTPYKTYyp. B
YMOBax CIPSIMOBAHO1 KpUcCTali3allii po3mip, popma 1 gucrepcist pa3z KOHTPOIIOIOTHCS

penunaamu G 1 R.

Melt

Solid phase

Puc. 12. Cxema dhopmu GpoHTY KpucTamizalli.

AHaJi3 yMOB 3aTBEp/IIHHS TTOKa3ye, 10 Mepepo3Ioail aTOMIB MOXKE BiJI0OyBaTUCS

JUIIE B IepeoxonomkenoMy mapi piguan (amwxue Tg). d,., = AT, /G, ne AT —
Y Y p1 p hyp 1

NEPEOXOJIOMKEHHS. 3T1IHO 3 HABEJACHUMH PO3paxXyHKaMH, B pa3l BUCOKOTPAAIEHTHOI
kpuctamzamii dnyp = ~102 - 103 cm audysiiHuil map OOMEXEHHH MHUPHHOIO
MIePEOX0JI0KEeHOro Imapy. [luM Mo)KHA TMOSICHUTH BIAXHWIICHHS Ny CITIBBiIHOIICHHI
AA - R™" (L, — gucnepcisi eBTEKTUYHOTO KOMIIO3HTY) Bl TEOPETUYHOTO 3HAUYEHHS N =
0,5.

JlocmimkenHs quciokariitnoi ctpykrypu MCM mnokasaio, o JucioKarlii pocty
BUHUKAIOTh Ha HEBIOPAJIKOBAHUX JHUCIOKAIIsIX, PO3TAlIOBAaHUX Ha MDK(Ma3HUX
kopaoHax. Y perymsipuomy MCM crnocTepiraeTbCs IMEBHA 3aJEXKHICTh MiX
HAalpsIMKOM poOCTy Ta mniomuHamu ¢(azoBoro cnoayueHHsa: [112]Ta(Nb)|
[010]Ta2(Nb2C), nosepxns poszaiay DP|[[110]Ta(Nb)|| [001]Taz(Nb2C) .[19]

Bcranosneno, mo Ha noyatky pocty MCM Biz0yBaeTbcst 4acTKOBA pelaKkcallist

npykHUX AedopMalliif, a MOTIM BUHUKAIOTH JUCIOKAIil. 3a TaHUMU TEM, XapakTep
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KOHTpPACTy CBiAYUTHh Tpo Te, mo B cucremi Mo-ZrC Bextop broprepca

a . ) o .
b =5 < 110 > B mmomumui (111). Mepexa emiTakCiHHUX IUCIOKAIli, IO

CIIOCTEPIraeThCs Ha MOBEPXHI (Pa3u, MOMUPIOETHCS HA TTUONHY ~ 24 - 45 HM.

Ananiz crpykrypy MCM 1mnokazaB, 1m0 B pa3l OAMHUYHOIO TOPYIICHHS
PETYJSIPHOTO 3POCTaHHS CIOCTEPIraeThcsl 301JbIICHHS MIIJBHOCTI JIIHIHHUX
JUCIIOKALIH 1 JOKAJIBHHUX JAE(PEKTIB, U0 CYNPOBOKYETHCS 3MIHOKO IU(epeHLiarii A-
CKJIaJTy, III0 BUKJIMKA€E 301IBIIIEHHS IIUIBHOCTI JUCIOKAIIM B METaJIeBili MaTpHIIl Bif
107 1o pa = (1 - 8) 109 cm2.

Jns 3Buyaitnoro MKM 3 koHTposibOBaHMM cTapiHHAM (BuUTpuMka 5...10 rofn,
800...1300 K) opientyBanHsim miactuHyactux (B cucremi Mo-C) 1 Bonokuuctux (Ta-
C) kap6imaux (a3; KpiM TOrO, HEBEIHUKE OCAIHKCHHS KapOiaiB B MATPHIIl MPAKTHIHO

BijicyTHE (puc. 13).[19]

Puc. 13. Mikpoctpykrypa eBrektuku (MCM), oTpuMana B 30H1
NepeKpUCTaTI3aIlii: a — 130TPOITHA CTPYKTYpa €BTPOITHOTO CILJIaBY
M-ZrC, x900; b — perynspHa ctpyktypa Nb-Nb>C, mo3noBxkHiit
po3piz, x2000; ¢ — perynsipHa ctpykrypa: Ta-TaC, x1500; d —

Ta-Ta>C monepeunuii po3piz, x5000.
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OcTaHHE TOSICHIOETHCS TUM, IO KapOiaW, M0 BUAUISIOTHCS 3 MEPECUUEHOTO
TBEPJIOTO PO3YMHY, 130MOpP(}HI 70 BOJOKOH 1 KapOiJHWUX TUIACTHH BiATOBITHOT
€BTCKTHUKM, BUBIUILHCHHS HAJUTMIIKOBHX aTOMIB BYIVICIIIO Ha HHUX CHEPreTUIHO
BUT1JIHIIIE, OCKIJIbKU HEeMae HEOOX1JHOCTI B YTBOPEHHI HOBUX MexX posaury [21]. B
pe3ynbTaTi TaKOTO eMITAaKCiaJbHOTO 3pOCTaHHS IAacTWH (IIapiB Ha TOTOBUX
MOBEPXHAX TBepAitounx ¢a3) BiaOyBaeThcs AUQy3iitHe "HakauyBaHHs'" BYIVICIIO. 3a
nanumu Comebax BU3HA4Y€HO, 10 00JacTh a3y, Mpuiieria 0 BEIUKUX €BTEKTUYHUX
MJIACTHUH, BUSBISIETHCS BUIBHOIO BIJ BHUAUICHHS YaCTUHOK HAJJIMIIKOBOI (ha3u.
[TommapoBuii pict kopentoe 3 (a30 TPaHOBAHOTO POCTY, IO Beme 10 dasu
kpucrtama3amii. Ile sBuIme crocrepiraeThesi Ha BIJACTAaHI JEKUIBKOX MIKPOH, IO
XapakTepHO sl TeTepoda3zHoi CTPYKTYpU HTOCTIHKYBAaHUX CHUCTEM. Y TaOmuIl 2

HABEJECHI pPe3y/bTaTh JOCIIKEHb KOHLEHTpaUld AOMILIOK 1 MapameTpiB PELIiTKH

Tabmutsg 2. 3MicT TPOMIKHUX JIOMIIIOK 1 MapaMeTPH PEIITKA MATPHIIi, 1110

BU3HAYAIOTHCS HA PI3HUX CTAISIX TEPMOOOPOOKH

: The impurity concentrations '_l'he lat?lce
Material paramelers, nm
H'_’ (—)'l N 2 (-"'illil C’dc (wllu-Hmn e Aietann
LSOl T G001 | “0.008 0.002 0.053 = = - -~
beam meluing
Nb-C - = = 2.0 0.0036 | 0.00031 0.3308 0.3294
Ta, the electron 00012 | 00046 0.003 0.07 < s = -
beam melting
Ta-C — - - 0.86 0.0025 0.00015 0.3306 0.3303
Mo, the electron 0.001 0.002 0.001 0.02 o - - -
beam meluing
. : 0.0003+
P T = _ = 7 5 3
Mo-C, culcetic 2.65 0.0015 0.0005 0.31483 031486
Mo/t = 0.001 &= 1.8 0.001 0.0001 - -
eutectic

KOMITOHEHTIB CIuTaBy. Y TaOiuIl HaBeaeHi KoHIeHTpamil AoMimIoK: Cinit, Cde, Cdctann —
y TMEepBICHIN, HaAMNpaBI€HO KPUCTalI130BaHiN, HaMpaBJIIEHO KpPUCTaNi30BaHIN 1

BiJIMIaJICHI MIKPOKOMITO3HIIi1l, @ — TMapaMeTp PEIIiTKH.
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Ax BuAHO 3 TaOMUIl 2, Kpaly pe3yabTaTd OYHIINECHHS CIOCTEpPIraloThCsl B
cucteMi Mo-ZrC depe3 HasBHICTb CHJIBHOTO KapOigoyTBOproBaua (Zr): BMICT
BYIJICIIEBUX JIOMIIIOK B MOJIIOeHOBOI MaTpuill ckjiaio ~ (35) %, mo BiamoBigae

KpaluM pe3yibTaraM KOMIUIEKCHOTO OUUIIEHHS MeTaly (puc. 14).

Puc. 14. Mikpoctpykrypa MCM Ta-Ta,C no Bianany (a) i micins
Bianany (b), TEM.

ExcnepuMeHTanbHi AOCHIIKEHHSI TETUIOCTIMKOCTI TYTOIJIABKUX KapOiaHUX
MIKPOKOMIIO3UTIB, MOPIBHSUIbHUK aHami3 aedopmanii 1 pyiHyBanHa MKM 3
PETYISIPHOIO CTPYKTypoto. OCTaHHI SBJISIOTH CO00I0 OIMOHOKPUCTANIIYHI MaTepiaan
— KapOIiH1 BICKEpH, BIPOBAHKEHI B TYTOIJIABKY MOHOKPHUCTAIIYHY MATPHIO (pd ~
102cm2).[19]

3rinno 3 ganumu TEM, nedpopmanis MCM npu KIMHaTHIA TeMIiieparypi
MMOYMHAETHCSA 31 KOB3aHHS NUCIOKAIid B MeTajneBid marpuii. KoB3aroui guciokairii
3aTPUMYIOTHCS MOOJM3Y apMYIOYOT0 MAaTPHUITIO BOJIOKHA KapOiaHOi (pa3u, B pe3ynbrari
4oro moOJu3y KOPJAOHY PpO3JUIY BOJOKHO-MATPHUISl YTBOPIOETHCS CKYMYEHHS
nuciokami (puc. 15, a). AHamiz mokasye, 110 TPU HasIBHOCTI CUJIbHOI Mexda3zHon

MEXI1, XapaKTepHOI s AochimkyBaHux MKM, o0xin muciokariii BUTATHYTHUMH
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KapOiITHUMH YaCTHHKAMU 3HAYHO YCKIAJHIOETHCA B TOPIBHSAHHI 3 00X0A0M
chepruHUX YaCTUHOK. B yMoBax 3pocTaHHs Hampyru akTHUBHI JWCJIOKalii, M0
pyXaloTbCd B MaTpHIll, B3a€EMOJIIIOTH 3 IMOJIEM Hamnpyr MiK(Ga3HUX IUCTOKAIiH,

JTOBXKHMHA SIKUX 301raeThes 3 BicTaHHIO ~ 40 - 80 HM M1k JUCIOKAIISIMU HA KOPJIOHAX

dbas.

Puc. 15. Mikpoctpykrypa nedopmoBanoro MKM: a-auciokartii

no6nuzy kap06iaiB, x12000; 6-apoGieHHst KapO1THUX BOJOKOH 1

JiHIA KoB3aHH:A, X800.

SAx mpaBmino, (¢parMeHTallisi BOJOKHA TMOYUHAETHCA, KOJIU 3y0 BHUXOIUTH 3
Hanpyru (~ 2% nedopwmarii, cucrema Ta(Nb)-C). OpHouacHo 3 (parmeHTaIi€eo
BOJIOKOH (nuB.puc. 15, 0) pyiinyBanHs MCM He BinOyBaeTbcs, Tak sIK 4epes
nedopmalliiiHe 3MILIHEHHSI MaTpUllsd CIPUMA€E YACTUHY HaBAaHTAXEHHS, Ky paHillie
3a3HaBajio BOJOKHO. TyrommaBki MCM 3 MmoOmoBXKEHUMHU KapOiTHHUMH BOJIOKHAMH
(BimHomeHHs noBkuHU L 1m0 miamerpy pocsirae ~ 1000) MOXyTh BHTpHUMYBaTH
6araropa3oBe MOAPIOHEHHS 10 TOCATHEHHS] HUIMH KPUTUYHOI TOBKUHU. DPOpMyBaHHs
CyOMIKpOTpIIIMH Bi0yBa€ThCs, MEPII 3a BCE, B YACTUHAX IUIOUIMH KOB3aHHS, /€
3CYBY MepenIkopkae TBepa kapoinna nepemkoaa. [19]

Y cucremi Mo-ZrC nedopmariiss MomiOneHOBOT MaTpuill BiOyBaeThbCcs B

HanpsMKy <110> 3ok momuH (110). Bynu BusBiIEHI 1Ba TUIIM CMYT KOB3aHHS —
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PIBHOMIPHO PO3MOUICHI 10 BChOMY MO3I0OBKHBOMY MEPETUHY 3pa3Ka 1 JOKaIi30BaH1
no0JM3y MiCllb JPOOJEHHSI BOJOKOH. 31 30LIBIICHHSIM JUCHEPCli CMYTHM KOB3aHHSI
MEPIIOro TUIY CTalOTh MEHII BUPAXEHUMH, 1110 MOB'S3aHO 3 €deKkToM "oOMexeHHs"
Marpullil. [ns qyxe TOHKuX BOJIOKOH (< 1 MKM) 31 301JIbIICHHSIM CTyTeHs epopmMariii
CIIOCTEPIralucs CMyTH 00epTaIbHUX PO3PsiB mUpUHOIO 10 0,2 MM, Ha PPOHTI AKUX
BOJIOKHA PYHHYBAJIHMCSl BHACHIJIOK BUTHHY a00 CKpPY4YyBaHHS aHAJIOTIYHUM YHUHOM.
IIpu Bucokux temmeparypax (Outbiie 0,7 Tume) B MaTpuuHoi 1 kapOimHOi (azax
AKTUBYIOThCS HOBI IUIONIMHUA KOB3aHHS, B KapOiJax 3HUKAIOTh BIIMIHHOCTI B
KkpuctangorpadiyHuX 0coOIMBOCTIX KoB3aHHS B TuionuHax (110) i (100) B HanmpsMKy
<110>, saxi HaAWOLIBII XapakTepHl1 IS AOCHIJKyBaHUX cucTeM. KoB3aHHS
3MIMCHIOETHCS TI0 OJIHIM 3 IIUIPHO YMAKOBaHUX IUIOMIMH BIJAMOBIAHO O HAMPSIMKY
TIOJTOBKCHHSI.

Metanorpadiunuit anamniz MCM mnoxkasye, MmO NOpU TEPEPUBYACTOMY
BUNPOOYBaHHI B JCSKUX YACTHHAX 3pa3KiB BHUABICHI UISHKH JUCJIOKAIliH, IO
B3aEMOJIIIOTh 3 KapOimamu, yTBOprOIOThCS Oap'epu tuny Korpenna-Jlomepa,
(GOpMYIOTbCS NMCIOKALINHI CIJIETIHHA — €(EKTUBHI NEpPelIKOAN I pPyXy
JMCIIOKAIlif, BUTATHYTI Y3[0BX HampsMKy KoB3aHHs B momuHax tumy (110) (puc.

16). [19]

Puc.1 6. bap'epu Korrpenna-Jlomepa. [19]
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3a pganumu TEM, minbHICT, AWCIOKAIliA B MOHOKpHCTajJaX MOIIONCHY,
nedopmoBanux Ha 20 - 40%, craHoButh pg ~ 1010 - 3*]1011 cm2, TOomi SIK B

MikpokoMio3uTi Mo-ZrC nipu tux xe ymoBax pd = 1013 cm-2.

Ogr, MPa 8, %
2500 35
/ . o-Mo-ZrC (1)
/
B ,’ ’ 30
2000 - —=ngl- 7 /
- a ’ / » Ta-Ta2C (2)
o 25
= / /
.._—“/ 7
= = NB-ND2C (3
1500 e = ,, ".z 20 (
— v
T —— L ,’ ’
g ',’s\/(i_ n 15 — 'Ta-Ta2C
1000 ﬁ\'\ e S ~
o L
- p g O R
> ’ 1( 5-&;-3. 10 —»."Mo-ZrC
500 ol e
2 o - d . s
- - .
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Puc. 17. TemneparypHa 3aleKHiCTh MIIIHOCTI 1 itacTuaHocTi MCM
(1 = Mo-ZrC; 2 — Ta-Ta2C; 3 — Nb-Nb2C) " '- mouaTkoBuii " - micis

BIJIMIATTY).

BumipsiHa MIKpOTBEpICTh MOMIONEHY B Mpolieci OAHOTUIHOI aedopmarrii
sMmiHroBajacsa Bijg 1400 no 2500 - 2600 MIla, a MCM 36uismmiacs o 3500 - 3700
Mlla. OTpumani pe3yJibTaTH CBiAYaTh Npo AedopmaniiiHe 3MILMHEHHS MaTpUll, LIO0
cnpuse ii OLIBIIOMY BHECKY B MEXaHI3M KOMIO3HIIITHOTO 3MIIIHEHHS TYTOILIAaBKOTO
MCM npu nigBuieHux temneparypax (puc. 17). Cnin 3a3HauuT, MO0 JUCHEPCiiiHe
3MiriHeHHs crioctepiranocs npu T < 1400 - 1500 K. BcranoBieHo, 10 3HAUYECHHS
MIKPOTBEPIOCTI KOPEIOITh 3 JAHUMHU KOPOTKOYACHUX MEXaHIYHUX BHUIPOOYBaHb
(tabn. 3). Sx Bumno 3 Tab6m. 3, TBepmicth MKM 3Ha4HO TIEpeBUINY€E BiIIMOBITHI
3HAYEHHS HAWOUIBII JKapOMIITHUX JIMBApHUX CIUIaBiB. Mikpokommno3ut Mo-ZrC 3

00'eMHOI0 yacTkoro KapOimHoi ¢azu 20 - 25 006.% wmae MIKpOTBEPIICTh, IO
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3HAXOJUTHCS Ha PIBHI CAMUX BUCOKOMIIHUX BOJb(pamoBux cruiaBiB Tuny W+(Ti, Zr,

W)C 3 IuTOI0 CTPYKTYpPOIO.

Tabmuns 3. MikpoTBepICTh TYTOIJIABKUX MIKPOKOMITO3HTIB

Nb

Matrix

Mo

Nb,C

Carbide

ZrC

Nb-Nb,C

Eutectic

Mo-ZrC

80

650

8200

26000

1

2

1

3

H,

1800

2540...3000

4800

8900-9200

VY Tabnuil nmokaszaHi: 3 — IuTa CTPYKTypa, 2-HaNpaBJICeHO KPUCTaTI30BaHI

MIKPOKOMIIO3UTH P13HOI IUCTIEPCHOCTI.

B mnpoueci yrtBopeHHs kap6imiB (Mo>C B cucremi Mo-ZrC), BUKIUKae
30ubieHHs Bianany (0,6 - 0,8 Trmas) 3HaueHHs Hy 3MiHIOE€TBCS MEHII HIX Ha 5 -
10%, ocHOBHe HaBaHTaxeHHS B mporeci aedopmanii MCM mnpu BHUCOKHX
TeMIlepaTypax HECyThb BHUCOKOMIIIHI Byca KkapOimiB. Sk BugHo 3 puc. 3,
nocTkpucTaumm3anonusii Bignman MCM 3 perynsipHoto MikpocTpyktyporw (T =
1400 K, 35 ron), 110 npu3BOAUTH 10 OYMILEHHS MaTPUIll BiJ BYIJIELIO 1 OKPUXUEHUX
kap6iaiB (Mo2C B cuctemi Mo-Zr(C), Buknukae 301IbmeHHs TuracTiaHOCTI Ha 10 -
35%.[19]

3.3 Bucnogok
B pesynbrari KOHTPOJIBOBAHOI 30HHOI PEKPUCTAI3Allll TYTOMIaBKUX KapOiTHUX

CIUIaBIB 3 BUKOPUCTAHHSAM BUXIJHUX METANIB TEXHIYHOI YHCTOTH CIIOCTEPIraeThCs
nBodazHa HECTIMKICTh, 3POCTAHHS IEHAPUTHOI (a3zu 1 GopmMyBaHHS KOMIpUACTOI
HEBIIOPAAKOBAHOI CTPYKTYPHU.

BcTtanoBieHo, 1[0 KPUTHYHUK BMICT JOMINIOK, BIJANMOBIJAJbHUX 3a
KOHIICHTPAIIIfHE TePEOXOIOKCHHS, 1110 BUKJIMKAE TIOPYIICHHS IIAHAPHOTO (PpOHTY
Kpucranizarii, craHoBuTh 10-! - 10-2mMac.% B 3aJIe)KHOCTI BiJl BETUYMHHU TPaJi€HTA

TEeMIIepaTypH, CTBOPIOBAHOTO B po3iuiasi G.
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30UTbIIIEHHST TPAJl€eHTa TEMIEPaTypyu Ha MEXI PO3AUTY PiAMHA-TBEPAE TUIO [0
450 K/cM mpu3BOAMTH 1O YTBOPEHHS PETYISPHUX, MPOCTOPOBO BIOPSIKOBAHUX,
BHUCOKOJIUCTIEPCHUX CTPYKTYP CILJIaBY.

B pesynbprari BUCOKOTEMIEPATYPHOIr0 MOCTKpHUCTadi3auiiHoro Bianaany MCM
yTBOpHIIACS JOCKOHaIa OIMOHOKPHUCTAIIYHA CTPYKTYypa.

EdexTuBHE ouwMIlleHHS BiJ BYDIEIIO 1 KapOiJliB OXpyHYHMBAHUS B Pe3yjbTari
BHUCOKOTEMIIEPATypPHOIO TMOCTKPUCTATIZAMINHOTIO BiNaay IMiJBHUIIY€E TEXHOJIOTIUYHY
IJJACTUYHICTh TBEPAOCIUIaBHUX MiKpokomMno3uTiB Ha 10 - 35%, mo poOuth
MOKJIUBUM iX 3aCTOCYBaHHSI.

Otpumani ApiOHOIMCIIEPCHI MaTepiaid MPEACTABISIOTh 1HTEpeC B 001acTi
paaiamifHoro marepiajo3HaBCTBa 3 TOYKH 30PYy IMIJABHUILEHHS CTIHKOCTI [0
BUCOKOTEMIIEPATypPHOrO0 paJlaliifHOrO PO3MYyXaHHSA, 3a pPaxXyHOK BIJCYTHOCTI

MOTIEPEYHUX KOPJIOHIB 3€pEH — MIJIBUIIEHHS CTIMKOCTI IO TEPMOYyAapy 1 MOB3y4YOCTI.
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BUCHOBKHA

B poGori Oyno BUBYEHO MOXJIHBICTH OTPUMAHHS Ta JOCHIINKEHO
OIMOHOKPHCTAIIIYHI 3pa3Kd 3 PETYISIPHOI CTPYKTYpOK CIUIaBIB €BTEKTUYHOTO
cknany Mo-ZrC, 3 cucremor TYromjaBKui Metan - ¢asza BTUIeHHS (KapOin
UPKOHII0). PO3mIsiHYyTO mpoliecu CTPYKTYpOYTBOPEHHS TOCKOHAJIMX HaMpaBICHUX
CTPYKTYp 3a pPI3HUX YMOB KpHCTajii3amii, BU3HAYEHO 0COOIUBOCTI
CTPYKTYpPOYTBOpEHHs. B yMoBax HampaBiieHOT €JIEeKTPOHHO-NPOMEHEBOI
Kkpuctamsamii rpajaient temneparyp G cranoButh 500...700 K/cm 3a mBHAKOCTI
kpuctamzamii R = 150...200 mm/roxn. [lokazaHo, 1o B npoieci NepeoxXoosIKeHH
CIUTaBY 3 PO3IUIaBy MEPIIOI0 BUMAAAE 3apopkyroda ¢asza (pa3a BTUICHHS), a 3TOJIOM
70 HEl JOMacoBY€ThCS BTOPHMHHA MeTajieBa ¢aza 3riJHO 3 TMOAAHOK paHille
dbopmynor. BuzHaueHo, 1o B TPOIECl EJIEKTPOHHO-MPOMEHEBOrO IUIaBICHHS
B1I0YBA€EThCSA TPOIIEC OYMUIIEHHS BiJl JOMIIIOK KOMIIOHEHT CIUIaBy, II0 CTAHOBUTH
iHTepec y 3B’S3Ky 3 THUM, IO JOMIIIKA BHUKPHUBIIOIOTH (POHT KpucTadizamii Ta
MOPYIIYIOTh HAMpPAaBICHICTh CTPYKTYpH. BHU3HaueHa NUCTIEPCHICTh MIKPOCTPYKTYPH,
10 TiAIOPSIKOBYETHCA 3aKOHOMIpPHOCTI AA - R"  ne n = 0,4, mo XapakTepHO IS
TYIOIUIaBKUX CHUCTEM. B pe3ynbrari oTpuMaHo OIMOHOEPCTaIIYHI 3pa3Ku, LIO
CTaHOBUTH O€3CYyMHIBHUM I1HTEpEC MpPHU BUTOTOBICHHI €MITEpiB Ha OCHOBI
TYrOTUIaBKUX MeTalliB. BusBIeHO, 10 B MpOIECi HaMpaBIeHOI KpUCTaii3alii
CIIOCTEPIraeThCA HAMIBKOTEPEHTHA TMOBEPXHS PO3AULYy MDK MarpuyHoro Mo Ta
BegeHoo ZrC ¢azamu. BusBiserbcs, 1m0 HasgBHICTh HAMIBKOT€PEHTHOI IMOBEPXHI
po3ally OOYMOBIIOE CTPYKTYpPHY TEPMOCTaOUIBHICTh CIUIABY aX IO TEMIIepaTyp
0,8...0,85 Big T mnaBiieHHS, KOJHM B 3BUYaMHUX CHCTEMaXx I BEJIMYWHA CTAaHOBHTH
0,5...0,7 Big T mnnaBnenHs. IlomepenHi BUCOKOTEMIIEpaTypHi BUIPOOYBaHHS Ha
MIIHICTh MPOUTIOCTPYBAJIH, IO iX MIIHICTh MEPEOUIbIIIYE MIIHICTh Oararbox BiJIOMUX
CIUTaBIB HA TYTOIUIABKIM OCHOBI. BuBYEHI cHUCTeMH CTaHOBISITH IHTEpEC TIPH
BUTOTOBJICHI MaTPIlh IITAMIIB JJIsI BUCOKOTEMIIEPATYPHOTO MPECOBOr0 00IaIHAHHS,
aBTOEMITEPIB, MaTepiajiB COHSIYHUX OaTapel, 110 3/1aTHI MPAIfOBAaTH B YOCMIYHOMY

IpPOCTOPI.
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