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Abstract. Llenbro HacTosIIEH pabOTHI SIBISETCS aHAIU3 PE3yJIbTATOB, IOJyYEHHBIX IIPH UCCIEA0BAHUT
in situ ¢ BBICOKHM BPEMEHHBIM pa3peleHHeM METOAAMH PEHTTCHOCTPYKTYpHOTO aHaim3a C
HCTIONB30BaHHEM CHHXPOTPOHHOTO W3IMY4YeHHS (Da30BOTO COCTaBa METAUIMIECKUX ITOKPBITHH,
(hopMHpPYEMBIX BaKyyMHO-AYTOBBIM IIa3MEHHO-aCCUCTUPOBAHHBIM METOAOM IPH HCIIApPEHUH KaToaa
TiNbZrTaHf coctaBa, Onm3koro Kk OSKBHaTOMHOMY. I[IpuMeHeHWe in situ WCCIEAOBaHUH C
WCTIONB30BAaHHEM CHHXPOTPOHHOTO U3IYYCHHUS TIO3BOJNIMIIM BBIIBUTH BpPEMCHHBIE HHTECPBAJIBI
(opMHUpPOBaHUs U NEPECTPOHKH (PAa30BOr0 COCTaBa MOKPHITHHA. BIsBICH MHOTOCTaqUIHHBIN XapakTep
npolrecca pocTa HOKPhITHIL. Y CTaHOBIIEHO, YTO Ha IEPBOH CTa 1K HANBICHUS TIOKPBITUS JOpPMUpYETCS
B-daza (0ObEMHO-LIEHTpUpOBaHHas KyOuueckas Kpucrajumdeckas pemerka; a = 0.34748 um). Ha
BTOpOil cramuu ¢ukcupyercs (OpPMHUpOBaHHME aMOP(PHO-KPUCTAIUIMUECKOTO (as3pl, 0 ueM
CBHJIETENILCTBYET NOMHATHE (hoHA AUPPAKIIMOHHON JIMHUW B yIII0BOM HHTepBasie 20 = (24-25) rpan.
Ha 3aBepmaromieil craguu HambUICHUS OOHApyXHMBAIOTCS AWGPAKIUOHHBIE JIMHUK —©-(a3bl
(rexcaroHanpHas KpucTauimdeckas pemetka;, a=0.46636 M, c¢=0.27872HM) u o-¢a3ssl
(rexcaroHajbHasl INIOTHOYIIAKOBaHHAs KpUcTayeckas pemerka; a = 0.31261 um u ¢ = 0.47846 um).
OtHocHuTeNbHOE coepykanne (a3 B TIOKPHITHH TTOCIIE 3aBEPIICHHUS Mpoliecca HanbUIeHus: B-pa3za — 84
Macc.%; a-aza — 14 macc.%; o-daza — 2 macc.%.

Keywords: BakyyMHO-IYroBO€ OCaXIE€HHE, BBICOKOIHTPOIMWHbBIE CIUIABBl, METALINYECKOE
MTOKPBITHE, CHHXPOTPOHHOE W3IyICHHE, PEHTTCHOCTPYKTYPHBIN aHAJIH3.

1. BBenenue

[Mocnennue nBa AecsaTka JIET O3HAMEHOBAINCH BCIUIECKOM AKTUBHOCTH MHOTOYHCIICHHBIX
HAyYHBIX KOJUIEKTHMBOB, BBI3BAHHOW HCCIIEJOBAaHUSIMU TaK HAa3bIBAEMBIX BBICOKOAHTPOIMUMHBIX
crtaBoB (BDC), uMerommx B CBOEM COCTaBe 5—6 W 0ojiee OCHOBHBIX XHMHYECKHX JJICMCHTOB
cocTaBa, OJIM3KOTo K 3kBUaroMHOMY [1—4]. B mocnemoBaBmmx 3a nmuoHepckumu pabotamu [1, 2]
MCCIICIOBAaHMSIX OBLIM IOJABEPTHYTHI TIIATEILHOMY aHanM3y MeToasl nomydenuss BOC [5-10],
JIOCTaTOYHO TOJAPOOHO PACCMOTPEHO BIMSHUE TEPMHUYECKON W nedopmanmoHHON 00pabOTOK Ha
Moponoruro, cTpykTypy u cBoiictBa BOC [11-15]. B pe3ynbraTe BBHIIOJHEHHBIX HCCIIETOBAHHIA
BbIsIBJIEHO, uTo BOC 005a7aloT yHUKaTbHBIM COYETAaHUEM MEXaHWYECKUX, TPHUOOIIOTHYECKUX,
(GU3MYECKUX U JPYTUX CBOMCTB, 4YTO TO3BOJIIET PEKOMEHIOBAaThH WX UCIOJIb30BaHUE B
AKCTPEMAJIbHBIX YCIOBUAX B PA3JIMUYHBIX OTPACIISIX MPOMBIIIJIEHHOCTH U MEAUIMHGI [ 16—-22].

B mocnegHue roasl B KadyecTBE OJHOTO W3 MEPCIEKTHBHBIX METOJOB aHaln3a Mpolecca
(GbopMUpOBaHUS CTPYKTYPhl TOHKHX TIUICGHOK in Sif C BBICOKUM BpPEMEHHBIM pa3pelieHueM
UCIIONB3YyeTCsl BbICOKOAHEpreTuyeckoe (>50 k3B) CHUHXpOTpOHHOE H3Iy4YeHHUE, MO3BOJSIONIECE B
pealbHOM BpEMEHHU MPOCIIEIUTh 32 N3MEHEHUEM CTPYKTYpHI IUIEHKH B Ipoliecce ee (OpMUPOBAHUS
[23], mpocienuTh nMHAMHKY (ha30BBIX IpeBpamieHuil [24-26]. B pabdore [27] aBTopamMu CTaThu C
TTOMOIIIBIO KaTOHO-TYyTOBOM UCTIAPUTEITLHON KaMepbl COOCTBEHHOM pa3pabO0TKH, MPUCIIOCOOIEHHOM
JUTSL in Situ UCCIIEI0BAHUM C UCTIOJIb30BAHUEM CUHXPOTPOHHOTO U3JIYYEHUS, pACCMOTPEHA SBOJIOLIMS
MOJICH HaNpsDKEHUH U MUKPOCTpYKTypa nonukpuctammdeckux AlTiixN (x = 0, 0.25, 0.5 u 0.67)
TOHKUX IUIEHOK, OC@XIEHHBIX IpU pa3IMYHOM HAINpPSDKEHWH CMELIEHUs MNOAJNOXKKH. B [28],
ucronw3ys in situ 2D CHUHXpPOTPOHHYIO IUQPAKIUIO PEHTICHOBCKHUX Jy4eH, HCCIIeIOBAHbI
(dhopMUpOBaHKE U IBOJIOIMUS BHYTPECHHUX HANPSHKEHUH, KpUCTaLorpaguaeckast TEKCTypa U pasmep
3epeH B 1uieHKax AlosTiosN, chopmMupoBaHHBIX TPH Pa3IMYHBIX TeMIEpaTypax IMOJJIOKKH Ha
MOBEPXHOCTH KPEMHUS C TIOMOIIBIO BaKyyMHO-IYyTOBOTO HCIIAPEHUS KaTo/la B PEaKTUBHOU cpeje,
COXpaHsisi MPHU ATOM IMOCTOSHHOE 3JEKTpUYeckoe cMmemnleHne noainoxku 40 B. Asropamm [29]
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METOJIOM CHHXPOTPOHHOTO MAaJIOYTJIOBOTO PEHTreHoBckoro paccesHuss (MYPP) wuccnenoBana
sBomtorsl Mopgosioruu 30H ['mabe-Ilpecrona B 80% XOJIOJHOKATaHOM BBICOKOIHTPONUHHOM
crutaBe Alo2,CoCrFeNi, coctaperrHom npu 550°C B Tedenune pasHoro BpemeHu. [lo pesynbraram
COBMECTHBIX HcCcCienoBaHuid MerogoM MYPP u merogomM mnpoCBEYMBAIOLIEH 3JIEKTPOHHOU
MUKpPOCKOIIMHU BBISIBJIEHA MHOTOATAIHAsI TOCJIEI0BATEIbHOCTh 00pazoBanus 30H I uube-IIpecTona.

Lenbto HacTosAmIeH pabOTHI SBJISIETCS aHAIM3 PE3yJIbTaTOB, TOTYYEHHBIX TPU UCCIIEIOBAHUH in
Sifu C BBICOKMM BPEMEHHBIM pa3pelICHUEM METOJaMH PEHTTEHOCTPYKTYPHOIO aHajau3a C
MCTIOJIb30BAHUEM CHHXPOTPOHHOTO H3JIy4eHHUs (Da30BOr0 COCTaBa METAUTMYECKUX MOKPBITHH,
(bopMUpYEMBbIX W3 MHOTO3JIEMEHTHOM IUIa3Mbl, TE€HEPUPYEMON BaKyyMHO-IAYTOBBIM IIa3MEHHO-
ACCUCTHPOBAHHBIM MeETOJOM Tipu wucrnapeHuu karoga TiNbZrTaHf cocraBa, Omuskoro x
SKBUATOMHOMY.

2. MaTtepuaJjibl 1 METOABI

Uccnenyembie BOC cuHTE3upOBaHbI B BUIC TOHKUX MOKPBITHH, CHOPMUPOBAHHBIX BAKYyYMHO-
JyTOBBIM OCKJEHHWEM C IUIa3MEHHBIM aCCHCTHpPOBaHWEM MpH ucnapeHuu karoma TiNbZrTaHf
coCTaBa, OJM3KOro K SKBHATOMHOMY. B KauecTBe MOAJIONKKU HCHOJIB30BAIM OOpaslibl TBEPAOTO
crutaBa WC-8%Co pazmepamn 10x10%5 MM. DKCIIEpUMEHTHI IO HAHECEHUIO MHOTI'O3JIEMEHTHBIX
METANTMYECKUX TMOKPBITUH TPOBOAUIN HA BAKyYMHOM 3JIEKTPOHHO-HOHHO-TUTA3MEHHOM CTEHJIE
BOUIIC-1, pazpaborannom B MCD CO PAH nmns uccienoBaHus MPOIECCOB (OPMHUPOBAHUS
MOKPBITUH C TOMOIIBI0 CHHXPOTPOHHOTO M3iMy4yeHus. Cxema SKCIEpUMEHTa CHHTe3a MOIO0OHBIX
MHOT'03JIEMEHTHBIX TTOKPBHITUH M SKCTIEPUMEHTAIIbHASI YCTAaHOBKA MOJIPOOHO paccMOTpeHsl B [30-32].

[Ipouiecc ¢dopMupoBaHUs CTPYKTYpbl TOHKHUX TIOKPBITHHA in Sif4 C BBICOKMM BpPEMEHHBIM
paspellieHueM H3ydalld, HCIOJIb3ysSd MCTOYHUK CHHXPOTPOHHOTO H3IIyY€HUSI — HaKOIUTENb
anektpoHoB BOIIII-3 (USAD CO PAH, r. HoBocuOupck), BEICOKOTEMIIEPATYPHYIO PEHTTEHOBCKYIO
kamepy Anton Paar HTK-2000, no3uiinoHHO-4yBCTBUTEIBHBIN OJHOKOOPANHATHBIN AeTekTop O/1-
3M-350, nporpammHOe obecriedeHne st 00paboTKu pe3yabTaTtoB u3Mepenuii Fityk v.1.3.1. Cremka
Y 3aIUCh PEHTTEHOTPAMM OCYIIECTBIISUINCH B HEMPEPBIBHOM PEXHME KKy MUHYTY Ipoliecca
(dhopMupOBaHKS TOKPHITHS B TeueHue 154 muH.

OH cocTOosT U3 CIEAYIOMIMX 3TANOB, IPOTEKAIONINX B €IMHOM BaKyyMHOM IPOCTPAHCTBE:
1) ouncTKa, HArPeB U aKTUBAIUS TOJUTOXKKH T1a3Moi aprona (1-22 muH),
2) NHTEHCUBHBIN HarpeB MOJIO0KKHU I1a3MoM aprosa 1o reMmeparypsl 573 K (24-35 mun),
3) HambUICHUE TIOKPBITUS TTPHU Toke Tyuka noHoB 100 A (36-90 mun),
4) oxJaxeHue CUCTEMbI «IIOKPBITHE/TIOI0KKa» B BakyyMme (91-106 mun),
5) namryck Bo3zayxa (107—154 mun).

3. Pe3yabTarbl

Ha puc. 1 npencraBnensl peHTreHorpammel, noiaydeHHsle ¢ nmoanoxxku WC-8%Co (puc. 1a) u
TiNbZrTaHf-mokpeitust (puc. 16), AEMOHCTPUPYIONTUE COCTOSHHE MaTepuajia 10 HANbUICHUS H
rocje 3aBepllIeHus mpolecca HanbuleHus. Ha peHTreHorpamme moanoxku (puc. la) BbISBISIOTCS
nudpakIMOHHBIE JTUHUU KapOuaa Boibhpama (ocHOBHas (a3a, TeKCaroHalbHAsl KPUCTAUIMUECKast
peméTka) u Kobanbra (cBszyromas (asza, rekcaroHajgbHasi IVIOTHOYNAKOBAHHAS KpUCTAJUIMYECKas
peméTka).

Ha pentrenorpamMme moKpbITHS BBISBIISIOTCS TU(PPAKIMOHHbIEC JIMHUH TpeX (a3, 0003HaYeHHBIX
Kak o-, B- u - das3br (puc. 106, puc. 2): oa-paza uMeeT TeKCaroHaJbHYIO IJIOTHOYNAaKOBaHHYIO
kpuctamueckyto pemetky (I'TIY) ¢ mapamerpamu pemerku a = 0.31261 am u ¢ = 0.47846 uwm, c/a
= 1.53; B-daza numeer 00BEMOIIEHTPUPOBAHHYIO KyOHUeCcKyr0 Kpuctaumnieckyro pemetky (OLK) ¢
napamerpom pemetkn a = 0.34748 HM; ®-¢a3za MMeeT reKcaroHaJbHYI0 IJIOTHOYIAKOBAaHHYIO
kpuctamumnaeckyro pemetky (I'TIY) ¢ mapamerpamu pemetku a = 0.46636 am u ¢ = 0.27872 HM,
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a/c = 1.67. OtHOocuTeNnbHOE coiepkaHue JaHHbIX (a3: B-daza — 84 macc.%; a-daza — 14 macc.%; ©-
¢aza — 2 macc.%.
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Puc. 1. ®parments! peatreHorpamm WC-8%Co moanmoxku, | MuH (a) ¥ TOKPBITHS, TOTYYEHHOTO BaKyyMHO-
JTyTOBBIM METOJIOM C IJIa3MEHHBIM OCaKJIeHUEeM NpH uctapenuu katona TiNbZrTaHf cocraBa, 154 mun (0).

CorocraBieHne JaHHOW PEHTTE@HOTPaMMBbI C pEHTI€HOTpaMMaMy MeTasuioB, oopasyromux BOC
TiNbZrTaHf, nokassiBaeTt, uto qudpakunonnas 1uHus (110) B-hazbl Mo yriaoBeIM 3HAUCHUSIM MOXKET
OBITH TIPE/ICTABIICHA COBOKYIMHOCTHIO NU(PpakimoHHbIX JuHUN MeTaiuioB Hf, Zr, Nb, Ta (puc. 2).
Hudpakiuonnas munus (101) o-¢ha3pl mo yriaoBeIM 3HAYCHHUSIM MOXET OBITh NpEICTaBICHA
mudpaknronnou nuauei Ta (puc. 2). Audpakunonnas uaust (110) o-dassl 10 yriaioBsIM 3HAYSHUSIM
MOXKeT OBITh mpexacraBieHa audpaknuonHOoN nuHUer Ti (puc. 2). B mpoIreHTHOM OTHOIICHHUH
JAaHHBIE METAJUIBI TIPEICTABIICHBI cienytomuM oopa3om: Zr — 50%, Ti — 26%, Nb — 13%, Ta — 10%,
Hf — 1%. Onupasicb Ha MpHUBEICHHBIE PE3yJIbTaThl, MOXKHO MPENOI0KUTE, 4TO [-(a3a sBiseTcs
TBEpIbIM pacTBOpoM Ha ocHoBe OIIK kpucTammmveckoil pemeTkd MUPKOHMS; m-(aza sBIsSETCS
TBEpBIM pacTBOpoM Ha ocHoBe I TIY kpucTanmnueckoil pererku TuTana, o-¢a3sa sBsieTcs TBEPIAbIM
pactBopoM Ha ocHoBe ['TIY kpuctaiymueckoi peneTk o-TUTaHa.
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Puc. 2. ®parMeHT peHTTeHOTPaMMBbI TIOKPBITHSI, Puc. 3. ®parMeHT peHTreHOTpaMMBI, TTOJTYYEHHOM MOCIIe
MOJTy9E€HHOTO TIpu uctapeHuu katona TiNbZrTaHf OYHCTKH MTOBEPXHOCTHU TIOJIJIOKKH T1a3Moit aproHa (15
COCTaBa BaKyyMHO-JyTOBBIM IUIa3MEHHO- MUH.) ¥ HarpeBa B TEUYCHUE MOCICAYOMUX 15 MUHYT.

ACCUCTUPOBAHHBIM MCTOJ0OM, 91 MuH.
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PaccmoTpum BpeMeHHBbIE HHTEpPBaJIbl (OPMUPOBAHUS BBISBIEHHBIX B MOKPLITHH (a3. OuncTka
MOBEPXHOCTH TOJJIOKKHA HOHHO-TUIA3MEHHBIM TpAaBICHHEM B IUIa3ME€ aproHa HE MPUBOAUT K
M3MEHEHUIO TU(PPAaKIMOHHOW KapTUHBI MOAJOXKKUA. Ha cTagum OCHOBHOTO HarpeBa MOJIOKKHU 10
temmneparypsl 573 K mnasmoii aprona (kK KoHILy 35 MHUHYTBI Ipoli€cca) BBISBISIETCS pa3MbITas
nudpaKkIMOHHAs TUHUSA ®-(Ga3bl 1 HI3KOMHTCHCUBHBIC TIMHUU O- U B-a3 (puc. 3).

[Iponiecc HambUIeHHS TMOKPBITHS, OcCyllecTBIsAomMiics ¢ 35 mo 90 MuH, HauMHAETCS C
dhopmupoBanus Ha mouIoxkKe PB-dassl (puc. 4a). [lepBoie 23 muH HanbuieHus (¢ 35 mo 58 muH) -
¢aza sBnsercs GaKTUUECKH SIUHCTBEHHOH (a30it mokphiTus. C yBeIHMUeHHEM BPEMEHH HAIbLICHUS
mudpaknronHast JuHAS [-(a3el cMmemnraercst B CTOpOHY OOdbIIUX YIioB (puc. 40), 9TO MOXKET
YKa3bIBaTh HAa YMEHBIIICHUE MTapaMeTpa KPUCTALTNIECKON pelIeTKH 1aHHO# da3bl. OTHOM U3 MpUIHH
ATOMY MOXET SIBIATHCS U3MEHEHHE XMMHUECKOro coctaBa [3-(aspl B Mpoliecce HabUICHHUS.
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Puc. 4. HaGop peHTreHorpamMm, MOIYYSHHBIX C CUCTEMBI «ITOKPBITHE/TTOITIOKKAY
B T€UYEHHE MPOLECCa HANIBUICHHS TIOKPBITHSL.

[IpakTuueckn OIHOBpEMEHHO ¢ oOpa3oBaHueM [-(asbl, B mHTepBaje yrioB (24-25) rpan.
HaOMroaeTcsl MoabeM MU(PAKIMOHHBIX JUHUN (Ha puc. 40, o0yacTh yKazaHa CTPEIKOM), UYTO
CBHUJIETEIILCTBYET O (POPMUPOBAHUHN aMOp(HOI (aMOp(HHO-KPUCTATIINIECKOM, PEHTIeHOaMOp(HOIA)
¢das3pl. Ilocnme 23 MUH HambuICHWS TIOKPBHITHS [aHHAS pa3MbITas JU(QpaKIUOHHAS JIMHHSA
pacmieruisieTcss Ha HeCKOIbKO (3—4) Takke pa3sMBITHIX AU(PAKINOHHBIX JIMHUH, PACHIOI0KEHHBIX B
YKa3aHHOM YTJIOBOM MHTEpBaje (pHc. S, MUPPAKIUOHHBIE MaKCUMYMBI BBIICICHBI (UTYPHOM
CKOOKOH).
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Puc. 5. ®parmMeHThl peHTT€HOTPAMM TTOKPBITHS, Puc. 6. HabGop peHTreHorpamm, moJry4eHHbIX ¢ CUCTEMBI
chopmmpoBagtierocs mocie 35 u 58 MUHYT mporiecca «IOKPBITHE/TIOAIOKKA» B mHTEepBatie ¢ 90 mo 106 MuH oT
HATTBUTICHUS. HadJaia mporecca GOpMHPOBAHUS MTOKPHITHS.
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3aBepiaeTcs MPOLECcC HabUICHUS MOKPBITUSA (POPMUPOBAHUEM B JAHHOM YIJIOBOM HMHTEpBaie
Tpex AU(PaAKIMOHHBIX MaKCUMYMOB CPaBHHUTEIBHO HH3KOW HMHTEHCHUBHOCTH (puc. 6). AHamu3
IU(PaKIUOHHBIX KapTUH, NPUBEIEHHBIX HA PHUC. 6, MO3BOJIAET YTBEPXkAATh, YTO JaHHbIE JMHUU
MPUHAIIEKAT KPUCTAITMYECKUM pereTKaM o-(a3bl U o-(asbl.

4. 3aki104eHue

Ocy1iecTBiIeHbI UCCIIEAOBAHMS in Situ Ipouecca OPMUPOBAHUS METATUTNIECKOTO MOKPHITHS Ha
OCHOBE BBICOKORHTpomnuiiHOro cruiaBa TiNbZrTaHf, BeimogHEeHHBIE METOAOM PEHTTEHO(A30BOTO
aHaJM3a C UCTOJIb30BAHUEM CHHXPOTPOHHOIO U3TyUyeHHs (MCTOYHUK CHHXPOTPOHHOT'O H3JIY4EHUS —
Hakonutenb 3nekrpono BIIII-3, USAAD CO PAH), u BbIsIBIEH MHOTOCTaIUIHBIN MHOTO(ha3HBIN
XapakTep mpouecca pocTa HOKpelTus. Ha mepBoi craguy HambUIEHHMs] HNOKPBITUS HaOiogaeTcs
dopmupoBanue f-¢pazpl, umeromeir OLK kpucramimyeckyio pemeTrky ¢ MapamMeTpoM:
a=0.34748 am. IlpakThuecku OJHOBPEMEHHO C 3THM, B YIJIOBOM HWHTepBaie (24-25) rpan.
Habmrogaercs nogusATHE PoHA AP PAKIIMOHHON TMHUH, YTO YKa3bIBaeT Ha (hopMupoBaHue aMmopdHo-
KPUCTANINYECKOTO COCTOSHU Marepuana. Ha 3aBepuaronieid CTaJuy HalbUICHHUs MOKPHITHA B
JAHHOM YIJIOBOM HHTepBaje oOHapyxuBaiorcs audpaxiuonHsle juHun ©-pazsr  (I'TIY
KpUCTAJUTMYECKasl pemeTka ¢ mapamerpamu: a = 0.46636 am, ¢ = 0.27872 um) u a-dazer (I'TIY
KpUCTaJlIM4ecKas pemierka ¢ napamerpamu: a = 0.31261 um u ¢ = 0.47846 um). [Ipumenenue in situ
UCCIIEIOBAaHUM METOJaMM PEHTIeHO(a30BOr0 aHajau3a C HCHOJIb30BAHUEM CHHXPOTPOHHOIO
M3IY4YCHUSI TIO3BOJWIM BBIABUTH BPEMEHHBIE HWHTEpBAJIbl (POPMUPOBAHUS M IEPECTPOHKHU
oOHapykeHHbIX (a3. [loiaydeHHble pe3yabTaThl BaXKHbI AJ15 BBISIBICHUS [IOJTHON KAPTUHBI U3MEHEHUS
CTPYKTYpbI U cocTaBa BOC-NOKpHITHII BO BpeMsi X CHHTE3a MOHHO-TJIa3MEHHBIMH METO/aMHU, a
TaKkKe MOTYT OBITh HMCIOJIb30BaHBI JIJII ONTHUMU3AIMH Tporecca ocaxaeHus BOC-mokpeiTuii ¢
YHUKaJIbHBIMH CBOMCTBaMHU.

baarogapuocTu
PaGoTta BbIMONHEHAa TpH TMOANCPXKKE MUHUCTEPCTBA HAYKM U BBICIIETO OOpa3OBaHHS
Poccuiickoit ®eneparuu (mpoekt Ne 075-15-2021-1348).
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