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Awnnoranus. B pabore mpecraBiieHsl pe3yabTaThl KOMILUIEKCHOTO WCCJIEIOBAHUs IOBEIEHUS KapOm-
Ja TaHTaJa IIPHU HArpeBe ero jia3epoM B Bo3xyxe no temmeparypsl 2500 K. @opMupoBaHme OKCUIHOM
IUIEHKY Ha TIOBEPXHOCTU KapOuia TanTasaa u3yvaaoch Pa3indHbIMU ONTUIECKUMU METOJAMU C IOCTIe 1y~
IOLUM AHAJIM30M 30HbL HAIPEBa C OMOLILI0 MeT010B PPA | 3/1eK TPOHHON MUKPOCKOLIMY U PAMAHOBCKOM
crrekTpockormu. [loka3amo, 9T0 TOMIIMHA U CTPYKTYpa 00Pa30BaBIIEroCs OKCHUIA 3ABHUCAT OT CTEXHO-
MeTPHYeCKOr0 COCTaBa MCXOAHOro obpasna kapbuaa. https://doi.org/10.33849/2022202

1. BBEJIEHUE

CeepxryromiaBgue kepamuku (6ojiee u3BeCTHbIE, KAK
UHTC — ultra high temperature ceramics) — xiacc se-
II[ECTB, CIOCODHBIX COXPAHATH MEXaHWYECKYIO YCTONIH-
BOCTH TIPW BO3IEHCTBUU IKCTPEMATBHBIX TEILIOBBIX HATPY-
30k. [Ipexkie Bcero, 3T0 KacaeTcsi BHICOKOTEMIIEPATY PHBIX
KapOMI0B, KOTOPhIE COXPAHSIOT YCTOMYWBOCTH BIJIOTH 0
temmeparyp mopsaaka 3500-4000 K. Ilpm stom mx cTOIi-
KOCTb K BO3EHCTBHUIO KHCIOPOMOCOoAepsKalieil armocdepnr
CYUIECTBEHHO BBIIIE, 9€M Y METAJLJIOB, YTO JIEJTAET UX PH-
BJIEKATETHLHBIMY IS NCTIOIB30BAHIST B HAanOOIee TeroHa-
MPSIZKEHHBIX TEXHUYeCKuX ycrpoiicTBax. OJHAKO, U 3TH Ma-
TEPUAJIBI TTOJIBEPKEHBI JOCTATOYHO WHTEHCUBHOMY OKHCIIE-
HUIO IIPY BBICOKUX TEMIIEPATYPAX, 9TO OIPAHUIMBAELT 00JIa~
CTM WX BO3MOXKHOrO mpuMeHeHwusi[1]. 3anaueii wacrosimeit
paboThbl ABUIIOCH M3ydeHue mporecca (hOPMUPOBAHHUSA OK-
CUHOHM TJIEHKH Ha MOBEPXHOCTH HAuOOJIee TYTOILIABKOrO
kapbusa — Kapbuza ranrana [2]. B owimuue or panee upo-
BEJIEHHBIX pabOT, B KOTOPHIX N3YYaJNCh YCIOBHS 00pa30Ba-
HUSI OKCUJHOH IJIEHKH HA ITOBEPXHOCTH KapOWI0B B CTAINO-
HAPHBIX YCJIOBUAX, OCHOBHOE BHUMAHUE ObLIO YIEJIeHO U3y-
YEHWIO KUHETUKKM OOPA30BAHMS CJI0S OKHUCIA HA IOBEPXHO-
CTM KapOwia TaHTaja, JiJisd 9ero Oblia TPUMEHEeHA BBICOKO-
CKOPOCTHAsI CIIEKTPOITUPOMETDHUS B BUAUMON U B GIHKHEH
UK obmactu cuekTpa B COUYETAHUHM CO CKOPOCTHOM BHIEO-
perucrparnueil B OTpaykeHHOM cBeTe 1 Ja3epHoil pediekTo-
MeTpueil B X0/Ie WHTEHCHBHOIO JIa3epHOT0 HArpeBa.

2. TIPUTOTOBJIEHUE N1 AHAJIN3
OBPA3IIOB

O6pasnpl kapbuga TaHTaga ObLIH MOJYYEHBI MO Me-
TOAY CaAMOPACIPOCTPAHSIONIEIOCH BbHICOKOTEMIEPATYPHOIO
(CBC) cunTes3a, COBMENIEHHOTO C TOPSIYUM TIPECCOBAHUEM,
TO €CTh CHHTE3 W CIEKAHWE MPOXOIUJIN OIHOBPEMEHHO B
rpaduToBOit Mpecc-gpopme ropsadaero mpecca. Jlemaaoch 3To
JUI YMEHbBIIeHHs KOJMYeCTBA CTa Uil mosrydeHusi obpas-
OB, TaK KAK HA KaXKIOW CTAOAUM B MaTEpPUAJT OOPA3IOB
MIPOMCXOIIJI 3aHOC TTPUMECEii, B OCHOBHOM KHCJIOpoa. s
oIy YeHrsT 0OPA3IIOB KapOuIa HABECKU ITOPOIIKOB TAHTAJIA,
A aleTUJICHOBON CazKu CMELINBAIOTCA B IIapOBOI MeabHU-
e, TOCe Yero B CMECh BBOJWTCS BPEMEHHAS TEXHOJIOTHU-
Jeckasd CBsa3ka — ImeraH. [lojgydenHas cMech TEPEHOCHUT-
csa B mpecc-popMy ropsidero mpecca, rjie MpPU IaBICHUU
60 MIla n remmeparype 2123 K oz BakyyMOM TTPOUCXOIAT
CHUHTE3 ¥ yIJIOTHeHWe 00pasioB. B pesymbrare mosaydaer-

Tabuna 1. Xapakrepuctuku o6pa3roB KapOuia TaHTaIa

C, macc% O, macc% N, macc a, A Tlopucrocts,%

TaCp.79 4.98 0.17 0.33 4.433 3.40
TaCp.92 5.72 0.09 0.10 4.448 4.23

cs TMAJWHAP IJIOTHOTO KapOmaa BBICOTOW 4-5 MM H JHa-
MerpoM 12 MM. 3aTem 3TOT HMUJIKHIP PA3Pe3aeTcs ¢ HOMO-
B0 TTPEIU3UOHHOTO OTPE3HOTO CTAHKA HA, CETMEHTHI TOJI-
mUHON 1.5 MM, TOCJIe Yero OHu 00padATHIBAIOTCSA HA, IIJIN-
doBanbHOM cTranke. U3 nimdpoBaHHBIX CEIMEHTOB HA CTAH-
K€ JIa3€PHO-IPO3NOHHON 0OpPabOTKM BBIPE3AIOTCS OOPA3IIbI
IMaMETPOM 5 MM, TOCJIe 9ero 3TH OOPa3IhI MOABEPral0T-
cs OBTOpHOMY TiutrdoBanuo. B pe3ysibrare mosydaiorcs
obpas3upl auamerpom 9 MM u ronmmHoi 1.5 mm. Cozep-
2KaHue yriaeposa B 06pasiax KapOuaa Ompeaessijioch MeTO-
JIOM JTUHAMUYECKON BCIBIITKY HA JIEMEHTHOM AHAJIM3ATO-
pe Combustion Master CS (NCS, I'epmanus). Kucinopon u
a30T OIPeIEJISINCh METOJOM BOCCTAHOBUTEIBLHOTO TLTABIIE-
Hus HA aeMeHTHOM aHasm3arope Fusion Master ON (NCS,
Fepmanus). 3HaueHus TOPUCTOCTU OOPABIIOB MOJIY Y€HbI T10-
crle M3MepeHuit JTUHEHHBIX Pa3MepoB W MaCChl OOPA3IoB
U Tepecyera ¢ MCIOJIb30BAHUEM BEJIHYMHDBI T€OPETUIECKON
MJIOTHOCTY B 3aBUCUMOCTH OT CTeXxuoMerpuu. Pentrenoda-
3oBblii aHamm3 (P®A) obpasios kapbu/a TaHTaa MPOBO-
nuiics va qudpakromerpe SmartLab SE (Rigaku, SInonus)
¢ ucnosibzoBanuem Cu Ka-uznyaenusa. POA ananus obpas-
nmoB TaCg 9o m TaCp 79 TMOKa3aa, 9TO B HUX COTEPIKUTCS
TOBKO OnHa dasza. Pesynbrarsr ananmsa 00pa3inoB mpuBe-
neHbl B Tabsune 1.

3. 9KCIIEPMMEHTAJIBHAS METO/IVKA

DKCIIEPpUMEHTAIbHASA METOUKA, IPUMEHEHHASA B JaH-
HO¥i paboTe, aHAJIOTHYHA UCIOIB30BAHHOI B pabote [3] myst
HCCJIeIOBaHUS OKHUCJIeHNs KapOuaa nupkonusa. Cxema sKC-
[EPUMEHTAJILHON yCTaHOBKH II0Ka3aHa Ha pucyHke 1. O6pa-
3e1t U3 KapOuaa [uaMeTpoM OKOJIO 5 MM U TOJIIUHON 1.5 MM
HAXO/IUJICA B TIOTOKE BO3/IyXa, HATPABIEHHOM TEPIIEH /INKY-
JISIPHO TIOBEPXHOCTH CO CKOPOCTBIO OKOJIO 1 M/ 151 HCKITIO-
YeHHUsl BJUSHUS CBOOOJHON KOHBEKIMHI Ha KAPTHHY (HPOPMU-
poBaHusi OKCUJA Ha noBepxHocTu obpasua. O6pasupl mo-
BEPraJiuCh JIA3EPHOMY BO3IEHCTBUIO B CJIEIYIOIIEM DEKUME:
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Pucynoxk 1. Cxema 3KcrepuMeHTa.

JIUTETHHOCTh UMTYIbca 4 ¢, JTuHeHOe HapacTaHWe MOIII-
voctu oT 20 Bt 1o 240 Br. /g onpenenenns ONTUYeCKAX
XapaKTEPUCTUK TOBEPXHOCTH W €€ MCTUHHOW TeMIIepaTy-
Dbl B X0/l HArPEBA MPUMEHSJICH METO/ CIeKTPOIIUPOMET-
pun. OCHOBHbBIE IPUHIIUIIHI H3MEPEHUST UCTUHHONW TeMIepa-
TYpPBl U CIEKTPAJIbHON HM3JIyd4aTehHOW CIOCOOHOCTH C TIO-
MOIIBIO CHIEKTPOnUpoMerpa usiioxkensl B [3, 4]. IIpu srom
HCIIOJIH30BAJICH CIENHUAIbHBINA CIEKTPOIINPOMETD, CO3IaH-
HBII Ha O6ase KoMmMmepueckoro MK-cmekTpomerpa ¢ MHOTO-
KaHaTbHBIM In(GaAs-1eTeKTOPOM ¢ 00TACTHIO TYBCTBUTETH-
moctu 900-1700 mxm u OpicTpoaeiicTBruem okoso 1000 crek-
TpoB/c. HyBCTBUTEIHHOCTD HPUOOPA 1I03BOJISET PErUCTPH-
poBaTh TemoBbIe creKTpbl, HaunHad ¢ 800 K, 1To mo3Bo-
JISI€T YBEPEHHO TPOBOJUTH M3MEPEHWs B OOJACTH HATAIA
okucsenus kapouia (okoso 1000 K). Kanubposka ciekrpo-
[UPOMETPA OCyecTBIIANACH A0 Temueparypsl 3300 K ¢ uc-
MTOJTb30BAHUEM BBICOKOTEMITEPATYPHON MOJIETN YePHOTO Te-
Jla, ICTUHHAS TeMIIepaTypa KOTOPOU M3MePSIach MPerm3u-
ouubiM tupomerpom CHINO IR-RST65H. Isitao BU3HpO-
BaHUs IUPOMETPOB COCTABJIsIIO OKOJIO 0.3 MM, TakuM 00pa-
30M, U3MEPSAIACHh TEMTIEPATYPA N30TEPMUTHON 30HBI B II€H-
Tpe obpasna. APKOCTHBI MUPOMETP MO3BOJIAT U3MEPSITH
SAPKOCTHYIO TeMmieparypy, Hadmnas npumepuo ¢ 1200 K.
Tounoe BpeMsi HKCMEPUMEHTa B KAXKJIOM OT/EJHHOM “BBI-
cTpesie’ onpeensijiach BpEMEHEM JOCTUKEHUs] TEMIIEPATY-
pot 2500 K, koHTpOIUpyeMoit sipKOCTHBIM THPOMETPOM.

Kourponp mnporneccoB Ha IOBEPXHOCTH, MIPOUCXOs-
IMIAX B XOJIe KCIEPUMEHTA, OCYIIECTBIISICA C TOMOIIBIO
BBICOKOCKOPOCTHO# BuIeoKamepbl ¢ dactoroit 2000 xa-
POB B CEKYHJIy TIPHU MPOCTPAHCTBEHHOM PA3PEIEHUH OKOJIO
900x900 mukceseit (4ro coorBercrByer obmacTu 6X6 MM).
B cBa3m ¢ TeMm, 9TO MHTEHCUBHOCTH W3JYyUEHUS B TTPOIIEC-
ce HarpeBa M3MEHSJIAaCh Ha HECKOIHKO TIOPSIKOB, TPUMEHe-
HU€ BUIEOPErUCTPAIMH TOBEPXHOCTH B COOCTBEHHOM H3JIy-
qeHnu OBLIO Hererecooopa3ubiM. IloaToMy moBepxHOCTD 00-
pa3Ia PaBHOMEPHO OCBEIAIACh U3IYIEHUEM JTHOTHOTO JIa-
3epa Ha jAjrHe BOJIHBI 808 HM, a mepex Kamepoil ObL1 ycTa-
HOBJIEH COOTBETCTBYIOIIWH (DUIBTDP, 9TO MO3BOJISIIIO OCY-
LIECTBJIATH BUJAEOCHEMKY B OTPAXKEHHOM CBETE€ IIPH II0JI-
HOM OJIOKHDOBAHWK COOCTBEHHOTO HU3JIyYEHUsS TOBEPXHO-
CTH BILIOTH JI0 MAKCHMAJIbHOI Temmeparypbl. OTpakeHHoe
M3JIydeHne Ja3epa Ha AjuHe BOJIHBI 808 HM, CyIIecTBeH-
HO TIpeBbITIafoNiee (GOH TETMIOBOTO W3JIYUEHUS, YBEPEHHO
PETUCTPUPOBAJIOCH CIEKTponpoMeTpoM. Perncrpupyembrit
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TaKWUM O0pa30M OTPAXKEHHBIN CHUTHAJ, XOTS U HE TIPSIMO
CBSI3aH C HAIIPABJIEHHO-TIOTYC(EPUIeCcKOil OTparKaTeTbHOIt
C110COOHOCTBHIO, O/IHAKO IIO3BOJISET IIOJIy YUTh JOMOJIHUTE b
HYIO Ka9eCTBEHHYI0 NH(MOPMAIIUIO O MPOIIECCcaX, MPOTEKAa0-
WX HA HarpeBaeMO# MOBEPXHOCTH.

4. PE3VYJIBTATHI 9KCITEPUMEHTOB

Ha pucynke 2 moka3aHa XapaKTepHas TepMOTpaM-
Ma Harpesa oOpasia u3 KapOuaa TaHTala. 31eCh HAYAJIO
okucsenus (Touka 1) COOTBETCTBYET PE3KOMY MAJEHUIO OT-
paKaTesbHON crocobHocTH (MOMEHT 2) M, COOTBETCTBEH-
HO, YBEIUYEHUIO W3JIyYaTeJIhHOM crocoOHocTH. JlambHeii-
it pocT TeMIepaTypbl COMPOBOXKIAETCA (MOMEHT BpeMe-
HU 3) XapaKTEPHbIM MUKOM CUI'HAJIA OTPAXKEHWs U OCOOEeH-
HOCTBIO HA TEPMOrPAMMe, KOTOPas MOXKET COOTBETCTBOBATD
crpykrypuoit mogudukammu S — o TasOs. lamee B xome
HarpeBa, JOCTUTAETCA TeMIepaTypa IJlaBjienus (Touka 4),
YTO TAKIKE OTPAKAETCS B AHOMAJHMH CUTHAJIA OTPAKEHUS.
Ha pucynke 3(a, b, ¢) 1noka3anbl OTAe/bHbIE KAJIPbl CKO-
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Pucynoxk 2. Tepmorpamma narpesa obpasua TaCop.g5 B oroke
BOBIyXa.

pocruoil Bugeocbemku. Ha nepsom kaupe (pucynok 3(a))
BUJIHA, YMCTas MIOBEPXHOCTH KAPOUIA B HAYAJIE SKCIIEPUMEH-
Ta, B TO BpeMsl Kak Ha BropoM (pucyunok 3(b)) 3amerHo xa-
PaKTEpPHOE MOTEMHEHUE U3-3a 00PA30BAHUS OKCUIHOI ILJIEH-
kn. Tpernit kanap (pucyHoK 3(c)), cooTBeTCTBYIOMMIT MO-
MEHTY HAYaJIa IIJIABJIEHWS, TTOKA3bIBAET MOSBJICHUE HA TIO-
BEPXHOCTH XapaKTepHOro Ojecka. HTepecHo, 9To Ha Ciie-
aytomeM Kaape (pucynok 3(d)), cooTBeTCTBYIOLIEM TEMIIe-
patype mpumepHo Ha 250 K BbiIIie, oTyeTinBO HAOII0IAETCS
dbopmMupoBanue mMy3bIpeil B JKUIKOCTH, 9TO MOKET COOTBET-
CTBOBATH KHUIEHUIO OKCHJIA. 3/I€Ch CJIEyeT OTMETUTh, 4TO
KCIEPUMEHTAJIbHBIE JAHHBIE O TEMIIEPATYPE KUIEHUsI [IEH-
TOKCH/I3, TAHTAJIA B JIATEPATYPE OTCYTCTBYIOT.

O6pa3sipbl u3 Kapbua TaHTaIa MOCHe JIA3ePHOro 00ILy-
YeHUs B OKUCIUTEIbHON aTMocdepe n3ydaanch ¢ TOMOIIBIO
PA3/IMYHBIX aHAJIMTHYIECKUX MeTon0B. Ha pucynke 4 nmpuse-
nenbl ganable POA nosepxHocru co cioem okcuza. Ilocite
BbICOKOTEMIIEPATYPHOrO Bo3eicreus obpasen, TaCg go 110-
kazaJt a3kl IBYX PA3HBIX MOAMMUKAINN OKCUIOB TAHTAJIA,
npeumytnectBeHHO (3-TasOs5 ¢ nmpumecsio TasO5 Tpukius-
HO#l cunronuu (rakas asa mMeracrabuiibHA U [OSIBJIET-
Cs1, KaK MPABUJIO, TPY 3aKAJIKE), & TAK¥Ke KapOWIa TAaHTAIA
TaC. s usydenwms oOPa3IOB IMOCJE JIA3ePHOTO BO3IEi-
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(d)

Pucynok 3. l3o0paxkeHne MOBEPXHOCTH B PA3HLIE MOMEHTBI
Bpemenu: (@) — MCXOAHAsA OBEPXHOCTH 00pa3ua;(b) — magaso
00pa30BaHusi OKCUIHOW IUIeHKHU; (¢) — HOsIBJIEHHE HA IIOBEPX-
HOCTH XapakTepHoro Osecka; (d) — obpa3oBanue my3bIpeil Ha
TTOBEPXHOCTH.
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Pucynok 4. POA ob6pasna u3 kapObuga TaHTAIa IOCTE HATPEBa,
B BO3JyXe.

CTBUS OBLIM W3TOTOBJIEHBI TLIMMBI M0 MOMEPEIHOMY Cede-
Huto 00pa3os Kapbua ranraia TaCg 79 u TaCg go. Ha ¢o-
rorpaduAx, I0JyYEeHHbIX HA CKAHUPYIOLIEM JIEKTPOHHOM
MUKDOCKOTIE, BUTHO, 9TO B IKCIEPUMEHTE HA MOBEPXHOCTHU
00pa3sIoB 00pa30BaIaCh OKCUIHAS MIJIEHKA, TOJIIHHA KOTO-
POii CUJIbHO HE U3MEHSIETCs IIPU YAAJEHUU OT HEHTPAIbLHOIO
[IATHA, Ja3epHoro Bosaeiicrsusi. TosmuHa 00pa3oBaBieics
OKCHIHOM TJIEHKH OIEeHWBAJIACh MO JaHHBIM D/IC amamm3a
B pexkume “npodusis”’ (PUCYHOK 5) € IOMOIIBIO CHCTEMBI
SHEPIOAMCIIEPCUOHHOIO aHAIN3a. B 3TOM peKume aHan3u-
PYeTCsi 9UCII0 UMITYIHCOB, HAKOTJIEHHBIX B YHEPreTHIECKUX
oxkHax snemenToB Ta u O. 3a Touky orcuera 0 mpuHATA 110-
BEPXHOCTH 00pasIa, 33 KOHEIHYIO TOUYKY HTPOMUIT — TOU-
ka okoJio 50 Mrm. I'mybuna npodwuns soibupanach 10 m0-
CTUXKEHUS CTabMILHOTO YPOBHS UMITYJILCOB C TEM, YTOOBI
YIOCTOBEPUTHCS, YTO BHYTPEHHHUE 00JaCTh 00pa3Ia OIHO-
pouubl 1o coorHomenuto Ta u O. OkcuaHo#i ILIeHKe Co-
orBeTcTByeT Oojlee HuU3KUM ypoBeHb Ta m 6ostee BBLICOKHIt
ypoBerb O MO CpPaBHEHWIO C BHYTPEHHWMH “KapOumHbIMU’
obmactavu obpasma. as oopasma TaCgzg TOMIMEHA OK-
CUIHOM IIeHKH onennBaercs Kak 10—15 MM, a miis TaCg go
TOJIIIMHA, OKCHUAHON mteHkr 30 MKM.

4000
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/\/\/ Ta
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1000 -_\N\_/\\/\’\

WNHTEHCUBHOCTL, Mn/c
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0 10 20 30 40 50
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Pucynoxk 5. Xapaxrepusie npodunn pacnpegenerust Ta u O
1o rayoune oopasma TaCo g2.

st Gosiee 1eTajbHOIO M3Yy4Y€HUsi CTPYKTYDPbI OKCH/I-
HOM mjeHKW TIndbl KapOuga TaHTaja OB HAIbLIE-
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SEM HV: 10.0 KV WD: 15.01 mm | veGas Tescan
um

View field: §5.1 ym Det: SE 20
SEM MAG: 436 kx  Date(m/dly): 03/21/22

SEM HV: 10.0 kv
View field: 65,0 pm
SEM MAG: 4.37 kx  Date(m/d/ly): 03/21/22

(b)

Pucynok 6. Crpykrypa okcuauoit mwienku: (a) TaCo.7o u (D)
TaCO,gz.

WD: 15.00 mm
Det: SE

VEGA3 TESCAN

20 pm
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HBI CJTOEM YTJIEPO/Ia [IJIsi YMeHbIneHus: 3D deKTa 3apsaKu.
Ha dororpacdusax COM (pucynok 6(a, b)) Buauo, aro y 0b6-
pasua TaCy 79 mirenka boJee “menkonopucrast’, TOrIa Kak y
TaCy.92 xapakTep MIeHKH 00JIee MIOTHBIN € MPUCY TCTBUEM
HEMHOTOYHNCJIEHHBIX TPEIINH U IOP.

5. 3AKJIIOYEHUNE

[IpoBeeHHbIM aHATN3 U3MEHEHUST U3JTY 9aTeTbHBIX Xa-
PAKTEPUCTUK [OBEPXHOCTH KapOUIa TAaHTAJIA [HO3BOJIKI
MPOAHAIM3NPOBATH TIPOIECC OKMCIEHUsT YKa3aHHON Kepa-
MUKW TIPU HarpeBe B BO3Ay1rHO# cpeze. [lokazano, 9ro mpo-
[ECC AKTUBHOTO (DOPMUPOBAHUS OKCUIHON TLIEHKU HAYMHA-
erca upu remueparype okoso 1100 K. Ilpu srom B x01€
HArpeBa HAOIONAETCS U3MEHEHWE CTPYKTYPHOU Momudu-
kanmu okcuga 5 — « TagOs, ero miasienne, a TakkKe BO3-
MOXKHO Kunenue npu remmneparype okoso 2380 K. Oxcun-
Has TJIeHKa, 00pa30BaHHAs HA 00Opa3Iie KapOwaa TaHTaJIa, C
OOIHINIM KOJIMIECTBOM YIJIEPOJA MMeeT OOJIBIINYIO TOJIIIH-
HY U ILTOTHOCTb.
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