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BBE/IEHHUE

AKTYaJIbHOCTH PadOThI.

OpHolt W3 Ba)KHEUIMX 3a7ad COBPEMEHHOTO MAaTePHATIOBEIACHHS SIBIISICTCS
CO37[aHNE HOBBIX (DYHKITMOHAIBHBIX MATEPHUAJIOB U TEXHOJIOTHUYECKHX MPOIECCOB.
BaxxapiM  TpeOoBaHmeM K  pa3pabaTbiBaéMbpIM =~ MarepuaiaMm  SBJISETCS
HEOOXOJMMOCTh JKCIUTyaTallid B 3KCTPEMaJbHBIX YCIOBHUSIX, BKIIOUYAIOIINX
HU3KHE WM BBICOKHE TEMIEPAaTyphl, arpecCHUBHBIC CpeAbl (XUMHUYECKHE,
paaranoHHbBIC U APYTHE), OONBIINE MEXaHMUECKUE HarPy3KH, BEICOKOE JaBJICHHE
u T.70. OneHka H3MEHEHUN (PU3NKO-MEXaHUYECKUX CBOMCTB M CTPYKTYpHO-
($a30BOT0 COCTOSIHMS MAaTepHaiOB B TPOIECCE SKCIUTyaTallid B arpeCCHUBHBIX
Cpellax OCYIIECTBIAETCS C HCIOJIb30BaHUEM Haunbosee MepenoBbX (DU3UKO-
XUMHUYECKAX METOJ0B. ba3oBeiM W Hambonee BOCTPEOOBAHHBIM METOJIOM
JUArHOCTHKH MAaTepHallOB SIBIISICTCS PEHTreHOBCKass audpaktomerpus [1, 2].
JlaHHBIM METOJl TMOJYYHJI IIHPOKOE TMPUMEHEHHE 3a CYET TNPOCTOTHl U
OKCIIPECCHOCTH TOJYYeHHs] JAHHBIX O CTPYKType u (a30BOM COCTaBe
UCCIIeyeMOTO MaTepHaia.

Ha ceromusamuuii AeHL JaHHBIE O CTPYKTYPHBIX U (Da30BBIX U3MCHCHHSIX B
MaTepuaiax HEMOCPEACTBEHHO TIpH KOHTAaKT€ C arpecCUBHON Cpefo mpu
MOBBIIMICHHBIX ~ TEMIEpaType ¥  JaBICHUM  MPEACTABISIET HE  TOJBKO
byHIaMCHTAIBHBIA, HO W TMPAKTUYECKUH WHTEpPEC, TaKk KaK Ha WX OCHOBE
OTKPBIBAE€TCSI  BO3MOXXHOCTH  IMPOTHO3UPOBAHUST M OICHKU WX  (PU3UKO-
MEXaHUYeCKHUX CBOMCTB [3, 4]. DkcrepuMeHTaIbHO Takass WHGOpPMAIHsS MOXKET
OBITH TMOJIy4eHa W3 JaHHBIX IN SitU audpaknroHHBIX H3MepeHuii. [lomapistomee
OONBIIMHCTBO  TOMOOHBIX  HMCCIICIOBAHWUN  MPOBOAUTCS HA  HMCTOYHHKAX
CHHXPOTPOHHOTO U3JTyYEHHsI, 9YTO O0OYCIIOBJICHO BRICOKOW HMHTCHCHUBHOCTBIO TTyUKa,
€ro Majioi PacXxOJMMOCTBIO M HENPEPHIBHBIM CIEKTPOM B IIHPOKOM JIHAIA30HE
sHepruii ¢ororoB [5]. OaHako, BCe HMCTOYHHKH CHHXPOTPOHHOTO H3IYYCHHUS
MPEACTABIAIOT COOOM IHMKIMYECKUE YCKOPUTETH CO CJIOKHBIMH CHCTEMaMH

HHXXCKIUHU, KOJUIMMAIlMM W BbIBOJA IIy4dKa JJICKTPOHOB, YTO CYIICCTBCHHO
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OTPAaHUYMBAET WX IIUPOKOE MPUMEHEHUE B CHCTEMaX OIEPATUBHOTO KOHTPOJIS.
B HacTosmuii  MOMEHT pa3BHUTHE aIIapaTHOTO OOECIeUeHUs PEHTTCHOBCKUX
Tu(dpakTOMETPOB, @ UMEHHO, CHUCTEM KOJUIMMAIIMM Iy4YKa, BBICOKOCKOPOCTHBIX
pUOOPOB JETEKTUPOBAHMS HM3IYyUEHHUS, a TaKKe OOJBIIOr0 YHCIa TMPHUCTABOK U
nepkarene  o0paslioB CO  CHEUUATbHOM KOHCTPYKIIMEH i TMpOBEICHUS
UCCJIEIOBAHUM B JKECTKHX YCIOBUSX (BBICOKash TeMIeparypa, BaKyymMHas WIH
BO3/yITHAs Cpe/ia U T.J.), JaeT BO3MOXKHOCTH ITPOBOJIUTH U3MEPEHUS B PeKUME N
Situ ¢ pasperreHuemM 1o BpeMeHH. HecMOTpst Ha 3TO, J1abOpaTOpHBIC CEPHUITHBIC
Tu(PaKTOMETPBI, TIO3BOJISIIOIINE HCCIEOBATh CTPYKTYPHO-(a30BbIC COCTOSHHUS
MaTepHaJoB TOJ JCHCTBHEM arpecCUBHOM CpeIbl B IMHPOKOM JTUAIa30HE
TeMIIepaTyp B pexkume in Situ, He T0CTaTOYHO pa3pabOTaHBI.

Takum 00pa3om, isl UCCIAENOBAaHUS M KOHTpoOJs (Ha30BOro cocraBa U
CTPYKTYPHBIX U3MEHEHHUI B MOJIMKPUCTALIMYECKUX MaTepuaiax ¢ pa3pelieHreM
0 BPEMEHH B YCIOBHUSAX AarpecCHMBHBIX CpE/l U TOBBIIICHHON TeMIEpaTyphl
HEOOXOJMMO JaibHEiIlee COBEPIICHCTBOBAHUE OKCIIEPUMEHTAIbHOW 0asbl,
MO3BOJISIONIEE MPOBOJIUTH TU(MPAKIIMOHHBIE U3MEPEHUS COOTBETCTBYIOIIUE
MHPOBOMY YPOBHIO.

Crenenb pa3paboTaAHHOCTH TEMBbI.

Ha ceromusmuuii  AeHb I HUCCIENOBAaHUA  CTPYKTYpPHO-(a30BBIX
MIPEBPAIICHUA B YCJIOBHSX arpeCCHUBHBIX CPElI M BBICOKOH TeMIepaTyphbl OBLIO
pa3paboTaHO OOJBIIOE KOJUYECTBO IKCIIEPUMEHTAIBHBIX CTaHIINM, O0JIbIIAs YaCTh
U3 KOTOPBIX CIPOCKTUPOBAaHA HA HWCTOYHHKAX CHHXPOTPOHHOTO H3IYYCHHUS.
3HAUNUTENBHBIN BKJIA] B pa3pabOTKy dKCIEPHUMEHTAIBHBIX KOMIUICKCOB M BBOJ MX
B OKCIUTyaTallMil0 BHECAW HAy4YHbIE  KOJUJICKTUBBI TIOJI  PYKOBOJCTBOM
Kynunanosa I'.H., Tonouko B.I1., [IImaxoBa A.H., 3y0aBuuyca .B.,
Benurxkanuna A.A., Kopaeesa B.H., Bosenberg U., Castro G., Ren Y. u apyrux.
B onyOnukoBaHHBIX ~ paboTax oOmMHMCaHbl W PEaTU30BaHbI  CHCTEMBI  JJIA
UCCJICIOBAHMUS CTPYKTYPHBIX H (Da30BBIX H3MEHEHWH B Marepuanax IoJ
JEUCTBUEM AarpecCHMBHBIX Cpel W B IIMPOKOM JHama3oHe TeMmIlepaTyp Ha

HCTOYHHKAX CHHXPOTPOHHOI'O H3JTyUYCHHS, OTpa6OTaHBI MCTOJAUKHU ITOJTYUCHHA
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nudpakrorpaMM B pexkume in Situ, a Takxke MPOBECHO CYIIECTBEHHOE KOJINYECTBO
HKCIIEPUMEHTOB MO UCCIIEJOBAHUIO COBPEMEHHBIX (DYHKIIMOHATBHBIX MATEPUATIOB.
Tem He MeHee, aHANU3 JIMTEPATYPHBIX JAHHBIX CBUAETEILCTBYET 00 OTCYTCTBUU
KOMITAKTHBIX KOMITJIEKCOB st IN Situ wmccrmemoBanmii Ha 0a3e mabopaTOPHBIX
UCTOYHUKOB M3JIy4EHHs, YTO OTKpPHIBAET MEPCHEKTUBBI MX HCIOJIb30BAaHUS s
KOHTPOJISI ¥ OLICHKH SKCIUTyaTallMOHHBIX CBOWCTB MaTepUasoOB, KaK B HAy4YHBIX
nabopartopusix, TaKk U Ha MNPOU3BOACTBE. Mcxons W3 3TUX cooOpaxeHuid, ObUIU
c(OpMyJIMPOBAHBI LIEJU U 33/1a4U HACTOSIIENH JUCCEPTALMOHHOMN paOOTHI.

Henbro Hacrosimeidl padoThbl sBIIACH pa3padOTKa anmaparHoro M
METOAMYECKOro  obecriedyeHuss s IN SitU  peHTreHoAn(PaKIIMOHHBIX
UCCJIEJOBAaHUM MOJIMKPUCTAINIMYECKMX MATEpUajoB B YCIOBUSAX Ta30BbIX Cpel U
BBICOKOM T€MIIEPATYPHI.

B cooTBeTcTBMM € MOCTaBJIEHHON ILENbI0 HEOOXOAWMO OBIJIO PEHIUThH
CJIEIyIOLIUE 3a1aYM:

1. Pa3paboTtate u peannzoBaTh IU(PAKIMOHHBIA KOMIUIEKC Ha Oasze
CEepUHHOro AU(PpPakTOMETpa JIsl UCCIETOBAHUS U KOHTPOJIS CTPYKTYPHO-(ha30BOro
COCTOSIHUS MaTepUAJIOB C pa3pelIeHUEM MO BPEMEHU B YCIOBUSX ra30BOM Cpelbl U
HOBBILICHHON TEMIIEpaTypBhl.

2. OtpaboTaTh METOAMKY TOJY4YCHHS AUGPAKIUOHHBIX KapTHUH Ha
pa3paboTaHHOM AUPPAKIUOHHOM KOMIUIEKCE C pa3pelIeHUEM MO0 BPEMEHH.

3. [TpoBectn wuccnenoBaHMe M KOHTPOJb (PA30BBIX M CTPYKTYPHBIX
U3MEHEHUH B CHUCTEMax METaUI-BOJOPOJ C NPUMEHEHUEM pa3pabOTaHHOTO
KOMILJIEKCA, B TOM YHCJIE:

. B TexHWYecku uncTtoMm TuTaHe mapku BT1-0 B mporeccax Harpesa,
HABOJOPO’KMBAHUS U BBIXOJA BOJIOPOJIA;

o B 1upkoHHeBoM ciutaBe Zrl%Nb ¢ HukeneBbIM MOKphITHEM B
IIPOLIECCE HACBIIIEHMS BOJIOPOIOM;

o B TUTaHOBOM ciuiaBe T1-6Al-4V, nonydeHHBIM METOIOM 3JIEKTPOHHO-

JIY4C€BOI'O CILIaBJICHUS, ITPHU HABOAOPOKUBAHUM.
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Hayunasi HOBHM3HA nuccepTallMOHHOW pabOTHl 3aKIIOYAaeTCs B TOM, YTO
BIICPBBIE:

1. Ha ocHOBe COBpEeMEHHBIX BBICOKOCKOPOCTHBIX CHUCTEM PETrUCTpalluu
¢doToHOB pa3paboTaH aOOPATOPHBIA PEHTTeHOAU(DPAKIMOHHBIA KOMILJIEKC Ha
0aze cepuifHOro audpakToMeTpa IJsi UCCIENOBaHUS U KOHTPOJs (Da30BBIX H
CTPYKTYPHBIX M3MCHEHUH B MaTepualiaX B pexkume N Situ B cpeic MHEPTHBIX WK
arpecCUBHBIX Ta30B, a TAK)KE UX CMECH, PHU TOBBIIIICHHOHN TeMIiepaType.

2. YTouHeHO BpeMs KU3HM MeTacTa0wibHOW (a3pl Yy Tuapuia
TeXHUYECKH uncTtoro TUTaHa wapku BT1-0 B mpormeccax ra3odasHoro
HaBoJiopoxkuBaHus mpu temneparype 500 °C u gaBnenun Bogopoza 0,5 atmochep
U TEPMOCTUMYJIMPOBAHHOTO BBIXOJA BOJOpOJAa B JMANa30HE TEMIEPATyp
(30-800) °C.

3. YcraHoBneHb! (a3zoBble Mepexoabl B IUPKOHUEBOM ciutaBe Zr1%Nb c
HUKEJIEBBIM MOKPBITHEM TOJIIMHON ~ IMKM B Ipoliecce HACBIIEHHS U3 T'a30BOM
cpenbl mpu JnaBieHud Bojgopoaa 0,5 armocdep B AManazoHe TeMIEparyp
(350-450) °C.

4, YcraHoBIIeHBI (a30BBIE TEPEXOAbl B TUTAHOBOM cruiaBe Ti-6Al-4V
MOJIyYEHHOTO0 3JIEKTPOHHO-TyYEBbIM CIUIABJICHHEM B Tpolecce razoha3Horo
HaBoJIOpokuBaHus npu temneparype 650 °C u naBieHHMM BOAOpOAa B Kamepe
0,5 armocdep.

Teopernueckasi 3HAYMMOCTH PpPadoOTbl. Pe3ynbTaThl, MOJYyYECHHBIE B
JMCCEPTAIMOHHOM paboTe, BHOCAT BKJIJ] B Pa3BUTHE AU(PPAKIIMOHHBIX CUCTEM IS
KOHTPOJISI CTPYKTYPHO-()a30BbIX H3MEHEHHI B TOJUKPUCTAIUIMUECKUX MaTepraax
U uMeT (QyHzaMeHTambHBIA Xapaktep. JlaHHbIX INSitU  IUdPaAKIIMOHHBIX
U3MEpPEeHUI CUCTEM METaJUI-BOJOPO B Mpolecce ra30(pa3HOro HaBOAOPOKUBAHUS
MO3BOJIAT pa3paboTaTh (U3NYECKYI0 MOJETh OMNMCHIBAIOLIYIO TOBEICHUE
CTPYKTYPHBIX TapaMeTPOB KOHCTPYKLMOHHBIX MAaTEPHAIIOB B YCIOBHIX KOHTAKTa C
arpecCUBHBIMU CpeJaMH, a Tak)K€ YTOUYHUTH TUArpaMMbl COCTOSHUU CIIJIaBOB Ha

OCHOBE€ THUTaHA.
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IIpakTHyeckass 3HAYUMOCTH PadOThlI 3aKIIOYacTCs B pa3padOTKe
KOMITJIEKCA I WMCCIEAOBAHUS W KOHTPOJS CTPYKTYPHO-(pa30BOTO COCTOSTHUS
IIUPOKOTO CHEKTpa TMOJUKPUCTAUIMYECKUX MAaTePHAIOB AKCIUIyaTUPYEMBIX B
YCIIOBHUSIX PEAKIIMOHHOW CpeIbl W BBICOKMX TEMIEpaTyp C pa3pemieHueM II0
BpEMEHH. DKCIIEPUMEHTAJIbHBIC PE3yJIbTaThl (PA30BBIX U CTPYKTYPHBIX U3MEHEHUN
B IIMPKOHHUEBBIX M TUTAHOBBIX CIUIaBaX B IMPOIECCE HACHIIIECHUS BOIAOPOIOM IpHU
pa3IUYHONM TeMIepaTrype SBISIOTCS OCHOBOW i TOHUMAHUS MEXaHU3MOB
nerpaganuu ux (GU3MKO-MEXaHMYECKHUX CBOMCTB M TOCIEAYIONIETO CO3JaHus
3¢ EeKTUBHOTO crocoba 3aIuThl OT BOJIOPOIHOW KOppo3uu. bornee Toro, maHHbIe
insitu  TudpakTOMETPUH TMO3BOJIAT PAa3BUTh TEXHOJOTHH TEPMOBOIOPOTHOM
00pabOTKM TUTAHOBBIX CIUIABOB JUISl TMOJYYEHUS W3JACIUA C  3aJaHHBIMU
CBOMCTBAMU.

PesynpTaThel paGoThl BHEIPEHBI B Y4YEOHBIM MPOIECC  OTIACICHUS
IKCIIepUMEHTaIbHON (pu3uku HammoHansHOTO HCCienoBaTENbCKOTO TOMCKOTO
MOJINTEXHUICCKOTO YHUBEPCUTETA, UYTO MOATBEPIKICHO COOTBETCTBYIOIIUM aKTOM,
MPE/ICTABIICHHBIM B MIPUJIOKEHUU A.

[IpakTryeckass 3HAYMMOCTH TIOJITBEPKAACTCS BBIMOJHEHUEM CIICTYIOIINX
HAy4YHO-UCCIIEI0BATEIBCKUX PAOOT:

1. I'pant POOU Ne 16-38-00709, mo Tteme «Pa3paboTka 3ammTHOrO
TIOKPBITHST HA OCHOBE HUTPHAA TUTaHA JJIS CHUXKCHUS BOJOPOIOTPOHUIIAEMOCTH
IIUPKOHKUEBOTO criiaBa Zr-1%Nby.

2. I'pant PH® Ne 17-79-20100 mo Tteme «Pa3paboTka Hay4YHBIX OCHOB
CO3/IaHUs BOJOPOJOCTOMKMX W3ACIUH M3 THUTAHOBBIX cIiaBoB Ti-6Al-4V,
Ti-6.5Al-3.5M0-1.5Zr-0.3Si ¢ rpaaueHTHON CTPYKTypO#H MPUIOBEPXHOCTHOTO
CJIOSI, U3TOTOBJICHHBIX METOJIOM aJTUTUBHBIX TEXHOJIOTHIA.

3. TI'paar POOU Ne 18-48-703034, mo Teme «MccmemoBanue
BOJIOPOJIOCTOMKOCTH M KOPPO3MOHHOH croiikocTH ciwiaBa Zr-1Nb, riy6oko
JICTHPOBAHHOTO THUTAaHOM METOJOM BBICOKOMHTCHCUBHOW HHU3KOIHEPTETUIHON

MOHHOU UMILIAHTALIUN.
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4. I'pant POOU Ne 18-08-00158 no teme «3aKOHOMEPHOCTH U MEXAHU3MBI
nebopManud B YCIHOBHUSAX  MOJ3Yy4eCTH B NPHUCYTCTBHH  BOJOPOAA
TUJIPpUI000pa3yOIIUX CIUIABOB € MOJU(MUUUPOBAHHON O0OJydYE€HUEM IIyYKOM
3JIEKTPOHOB MOBEPXHOCTHION.

Metogosniornss u Meroabl ucciaeaoBaHusi. OObEKTaMM HUCCIIEOBaHMS
SBJISUIUCh LUPKOHUEBBIE W TUTAHOBBIE CIUIABbl B PA3JIMYHOM COCTOSHUU. s
UCCIIEIOBAaHMUSI  CTPYKTYPHO-()a30BOrO  COCTOSIHUSL ~ MCIOJIB30BaJMCh  METObI
PEHTI€HOBCKOM TU(PPAKTOMETPUH (B TOM YHUCIE C pa3pelIeHUEM MO BPEMEHHU) U
AIIEKTPOHHON MUKPOCKONUY (CKaHUPYIOIIEH U MPOCBEYMBAIOILEN ).

['a3odazHoe  HABOJOpPOKMBAaHWME U  COPOLIMOHHBIE  XapaKTEPUCTUKHU
MaTepuajoB HCCIEAOBAJINCh HAa aBTOMATU3MpoBaHHOM komiuiekce Gas Reaction
Controller. AGcomoTHOE coliepKaHue BOAOPOJA OMPEACsIOCh HA aHAIU3aToOpe
Bogopoga RHEN602.

IToJ105xeHNs1, BBIHOCHUMBbIE HA 3AILUTY:

1. PenTtrenoan@pakiinOHHBIA KOMIUIEKC 7Sl MCCIIEIOBAHUS U KOHTPOJIS
($a30BbIX U CTPYKTYPHBIX H3MEHEHUH B NOJUKPUCTAUIMUECKUX MaTepuajax ¢
pa3pelieHrueM 1Mo BpeMEeHH MPHU THHAMUYECKUX MPoLieccax B ra30BOM cpejie.

2. Pesynbrarel  anpobanuu  3KCHEPUMEHTAIBbHBIX  BO3MOYKHOCTEH
TUGPAKIIMOHHOTO KOMIUIEKCa Ha IpHUMEpEe MOpOIIKa THUTAaHOBOTO CIUIaBa MapKu
BT1-0 B nmporieccax razodaznoro HaBogopoxuBanus npu temmneparype 500 °C u
JaBJICHUU BOJOPOJa B peakinoHHOU kamepe 0,5 atMocdepbl 1 BbIX01a BOJIOPOIA B
nuarna3one temmeparyp (30-800) °C.

3. Pesymbrarer inSitu  peHTreHOrpadMveckoro KOHTPOJIS  (a30BBIX
IpEeBpalIeHU B CHUCTEMaX «METaJUI-BOAOPOI» B 3aBUCHUMOCTH OT CTPYKTYpPHO-
¢dazoBoro COCTOSIHUS, C UCIIOJIb30BAaHUEM pa3pabOTaHHOTO
pPEHTreHOIM(PAKLIMOHHOTO KOMILIEKCa.

JloCTOBEPHOCTh TIONIYYCHHBIX B pPabOTe pe3yJbTaToB 00ECTIeUnBACTCS
MPUMEHEHUEM KOMIUJIEKCHOTO MOJIX0/Ia M1 COBPEMEHHOU anmapatypHoi 0a3oil rnpu
pa3paboTke  PEeHTreHOAU(PPAKIIMOHHOTO  KOMILIEKCa, OOJIBIIMM  00BEMOM

OKCIICPUMCHTAJIbHBIX AAHHBIX W HX 06pa60T1<1/1 C HCIIOJBb30BAHUEM CIICHIHAJIBHBIX
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IPOTrPAMMHBIX  MPOJAYKTOB,  CONOCTABJICHHEM  MOJYYEHHBIX  JAaHHBIX C
pe3yapTaTaMu, IOJyYEHHBIMH JIPYTUMHU UCCIEN0BATENBCKUMU IPYIIIAMH, & TAKKE
KOPPEKTHOCTbIO ~ MOCTAHOBKM  pEIIaeMbIX 33a4 W HUX  (U3HUECKOU
000CHOBaHHOCTHIO.

JInuHblii BKJIAJ aBTOpAa 3aKio4yaeTcss B pa3paboTKe U pealn3aluu
pPEHTreHO AU (DPAKIIMOHHOTO KOMIUIEKCA JIJIsl UCCIEAOBAHMS U KOHTPOJIS (ha30BBIX U
CTPYKTYPHBIX WU3MEHEHHUM B MOJUKPHUCTAIUIMYECKUX MAaTepUaliax B ra3oBOM cpere
NP TOBBIICHHOW TEMIIEpAType, MPOBEACHUH BCEX OKCIEPUMEHTAIBHBIX
UCCJEIOBAHUM JIMYHO WM B COCTABE HAYYHOIO KOJUIEKTHBA, 0OpaboTKe
MOJIYYEHHBIX JAHHBIX, HAMMMCAHUHM U COMPOBOXKACHUM IMyOJMKaIMil OOJIbIINHCTBA
cTaTel o TeMe AUCCEPTALIMOHHON PabOTHI.

AnpobGanus padorbl. OCHOBHBIE PE3yNbTAaThl pA0OTHI OBLIU MPEICTABICHBI
HA  MEXIYHApOJHBIX M  POCCHUHUCKMX KOH(epeHuusx: MexmayHapoaHas
KOH(epeHIIUs CTYJEeHTOB M MOJIOABIX VyueHbIX «llepcrekTuBsl pa3BUTHA
dyHIaMeHTaNBHBIX Hayk», Tomck, Poccus, 2015, 2017, 2018; 7th German-—
Russian Travelling Seminar «Nanomaterials and scattering methodsy,
ExatepunOypr-Kazanb-Jlyona-Mocksa, Poccust, 2017; XVI International IUPAC
Conference on High Temperature Materials Chemistry, ExatepunOypr, Poccus,
2018; 5th International Congress on Energy Fluxes and Radiation Effects, Tomck,
Poccus, 2016, Mexnynapoanas koHpepeHuus «llepcniekTuBHbIE Marepuanibl C
MEPAPXUUYECKON CTPYKTYPOH JJISI HOBBIX TEXHOJIOTUM U HANEKHBIX KOHCTPYKLIUIY,
Tomck, Poccust, 2016; International Conference SFR-2016: «Synchrotron and Free
electron laser Radiation: generation and application», HoBocubupck, Poccus,
2016, 2018; XXII Mexnynaponnas koHdepennus «B3anMopeiicTBue MOHOB C
MOBEepXHOCThIO», MockBa, Poccus, 2015, 2017, HauuoHanmbHass MoOJIOAEKHAs
Hay4yHasi IIKOJIa JUIsi MOJIOABIX VYYE€HBIX, AacCHUpaHTOB M CTYACHTOB MO
COBPEMEHHBIM  METOJaM  MCCJIEIOBaHWW  HAHOCHCTEM W  MAaTepuasoB
«CunxpoTpoHHble U HelTpoHHble uccienoBanus (CHUH-nano-2015)», Mocksa,

Poccust, 2015; 20th International Vacuum Congress, Busan, Korea, 2016.
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Pe3ynbrathl nuccepTalinoHHON paboThl HCMOIB3YIOTCS B y4eOHOM MpoIiecce
OTIIECJICHUSI  DKCIIEPUMEHTATbHOW  (U3UKH  TOMCKOTO  TOJUTEXHHUYECKOTO
YHUBEpPCUTETA B  METOAMYECKUX  Marepuaigax CJlCAYIOIUX  JIUCHUIUINH:
«AKKYMYJIMPYIOIIHE CBOWCTBA BOJIOPO/Ia B METaUIaX M CIuiaBaxy», «CrenuanbHbIi
bu3nueckuil MpPakTUKyM», «IKCIEPUMEHTAIbHbIE METOJAbl B HCCIEAOBAHHUU
KOHJICHCUPOBAHHOTO COCTOSIHUSY, «[IpnOOpHI M yCTAaHOBKHU JJIsi aHAJIU3a TBEPIOTO
Tela» a TakXKe TMPU BHIIOTHEHUU KYPCOBBIX MPOEKTOB, BBITYCKHBIX
KBAIM(PUKALMOHHBIX pabOT ¥  MAarucTepcKux JAHMcCCepTaluid  CTyJEeHTaMu
OTJICJICHUS.

Hyoankamuu. Pe3ynbrathl quccepTallMOHHONW paOOThl OMyOIMKOBaHbI B 16
paborax, u3 HUX 4 cTaThu B XypHanax, pekoMeHaoBaHHbIX BAK, 12 crateii B
KypHajax, BXoasmux B 0a3el nanHbx Scopus u Web of Science.

CrpykTrypa M o00beM auUCCepPTANMOHHOW PpadoThl. JluccepranyoHHas
paboTa COCTOMT M3 BBEACHUS, TPEX TJIaB, 3aKIIOUCHMsS, TMPUIOKEHUS U CITUCKA
WCIIOJB30BaHHBIX JIMTEPATYpHBIX MCTOUYHHUKOB. OOmMII 00BEM AuccepTaluu
cocrapisier 116  crpanun, Bxmodas 44  pucynka, S5  Ttabmun, 127

oubmorpaduuecKuX UCTOUHHKA.

baaromapuocTu

ABTOp BBIpa)KaeT HCKPEHHIOW OJIaroJJapHOCTh CBOEMY HAyYHOMY
PYKOBOIUTENIO A.11eA.H., Tpodeccopy B.B. JlapuoHoBy 3a yuactue B 00CYKISHUH
MOJYYEHHBIX  PE3YJbTAaTOB, MOMIEPKKY H  NOMOWIbL B  IOJATOTOBKE
JUCCePTAMOHHON paboThl; N.T.H. A.M. Jluaepy 3a momoibs B IPOBEICHUU psizia
UCCIIEIOBAaHUM, KOHCYJbTAllMM W  OOCYXIEHHE pe3ylbTaToB;  KOJIJIEraM:
T.JI. Mypamkunoi u B.H. KynusipoBy 3a momonis B pOBEACHUN IKCIIEPUMEHTOB
1o Hacelennto Bogoponom; P.C. JlanreBy, E.b. Kamkaposy, H.C. ITymmnunoit n

E.H. CrenanoBoii 3a moaep:KKy, KOHCYJIbTAIIMN U 00CYXIEHUE PE3yIbTaTOB.
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I'NIABA 1. PEHTTEHOBCKASA JU®PAKTOMETPUA C

PASPEIIEHUEM 110 BPEMEHH

1.1 OCHOBBI PEHTIeHOCTPYKTYPHOI0 AHAJIM3a NMOJHKPHUCTATINYECKHX

mMaTepuajioB

SIBneHMEe PEHTTEHOBCKOW JU(PPAKIMM Ha MOHOKpUCTAUIaX U €€
TEOpETUYECKHEe OCHOBBI ObutM pa3paboTanbl Jlays m bparramu B Hawane 1900-x
rofoB. Jlay? ycTaHOBWI, YTO PEHTI€HOBCKOE M3JIyY€HHUE MPEACTABIAECT COOOM
3JIEKTPOMArHUTHOE M3yYEHUE C JUIMHON BOJIHBI, OPSAIOK KOTOPOH COM3MEPUM C
MEKaTOMHBIMH PACCTOSIHUAMHU B TOJUKPUCTALIMYECKAX MaTepUaAIax (~10™ )
[6]. [Tocnemyromiee 3a 3TuM paboThl BparroB mo3Boiwiu chOpMUPOBATH OCHOBHBIE
MPUHIIUATIBI PEHTTEHOCTPYKTYPHOTO aHaIU3a.

N3-3a KOHEUHOrO pa3Mepa peajbHbId KPUCTAI HE MOXKET OBITh
coBepuieHHbIM. C KpucCTalIorpauyeckoil TOYKH 3pEHHs] peaslbHbI KPUCTAILI
MPEACTABIIET COOOK OOJIBIIOE KOJUYECTBO KPUCTAIIUTOB, CIydallHbIM 00pazoM
OPUEHTHPOBAHHBIX B MpocTpaHcTBe. Kakaplii KpUCTAIUT SBISIETCS 00JaCThIO
korepeHTtHoro paccessuust (OKP). B oOpasue ciywaiiHoe pacrpesneneHue
KPUCTAIUTUTOB pacipeiesieT MHTEHCHBHOCTH BpIrroBCKUX MUKOB BIOJB KOHYCOB
(lebaeBckue KOHYCHI) B HaIlPaBICHUU BXOJAIIETO Jiyda PEHTIC€HOBCKOTO
U3Iy4eHus: Ko, YTO MPUBOAMT K TIOSBICHHUIO TaK HA3bIBAEMBIX JEOACBCKUX KOJICII
Ha TUIOCKOCTH, TIEPIICHAUKYIISIPHOM Kp.

PentrenoBckass audpakuus SBISETCS BaXKHBIM ~ MHCTPYMEHTOM  JUIS
UCCJIEIOBAHUS  KpUCTAIOrpauyeckod  CTPYKTYypbl M (pa30BOrO  COCTaBa
NOJUKPUCTAIUIMUECKUX ~ MAaTEpUajoB,  BKJIIOYAas  BO3MOXKHOCTb  HM3y4Y€HUS
HapYIICHNUS] UICATLHOW KPHUCTAUTMYHOCTH, TO ecTh jaedekroB [7]. IlomoxeHue
pedaekcoB Ha AUPPAKIUOHHOW KAPTUHE OTOOpa)kaeT KpHUCTALIOrpaduyecKyro
cumMeTpuio (pasmMep u GopMy DIIEMEHTapHOW sUYEHKH), B TO BpeMs Kak
WHTEHCUBHOCTH pe(IIEKCOB CBSi3aHA C COCTABOM DJIEMEHTAPHOW SYCHKHU (TTO3UIIUU

atomoB). ®opma mUPPAKITMOHHBIX JIMHUK yKa3blBa€T HA OTKJIOHEHUE OT
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UJCAThbHOW  KPHUCTAJUIMYHOCTH. YMEHBIICHUE pa3Mepa KPUCTALIUTOB U
HaMpsHDKEHUST B MaTepuaie NPUBOMAT K YIIUPEHUIO AUQPPAKIIMOHHBIX JIMHUM.
Takum o0pa3om, aHaau3 Qopmbl pedIEKCOB MOXKET HECTH HH(POPMAIUI0 O
MUKPOCTPYKTYpe o0Opasiia u pacrupe/eicHin 1e(peKToB Ha aTOMHOM yPOBHE.

[ToMrMO WHCTPYMEHTAIBHOTO VINUPEHHS, B OCHOBHOM CBSI3aHHOTO C
paspemicHreM audpakToMEeTpa, BKJIa B yiiupeHue pediexcon BHocAT [8]:

1) pa3Mepsl 001acTelt KOTEPEHTHOTO paccessHus (KpUCTaUTUTOB);

2) mpoTsoKeHHBbIe MedeKThl, Takhue Kak Me(eKThl YIMaKOBKH, MEX(a3HbIC
TPaHWIBI W JUCIOKAIlMW, CBS3aHHBIE C HAPYIIEHHEM TOCIIEI0BATEIHHOCTH
ATOMHBIX IJIOCKOCTEI;

3) MHUKPOHAIPSKEHUSI B KPUCTAUIUTAX U3-3a TOUCUHBIX Je(EKTOB, IIOXOH
KPUCTAJUTMYHOCTH | T.]I.

[Ipu ananuze nudpakTorpamMm TakkKe HEOOXOJUMO YUHUTHIBATH YIPYTHE
UCKKEHMsSI, YypaBHOBEIIMBAOIIUEeCs B 00bEME HCCIEAyeMOro marepuaia
(MakpoHaNpspKeHUS WM HanpsbkeHws 1 poma). MakpoHanmpspKEHHS BBI3BIBAIOT
CABUT TU(GPAKIUOHHBIX JIMHUM, KOTOPHIE CTAHOBATCS OCOOEHHO 3aMETHBIMH O]

OOJBIIMMU OPATTOBCKUMH YTJIAMH.

AHauu3 ¢opmbl peduiekca

[Tonoxenune  AUPPAKUMOHHOM  JIMHUKM  SABJISETCS  HaubOoJee  4YacTo
UCIIOJB3YEMBIM I1APAMETPOM Ul KOJMYECTBEHHOM OLICHKA MEKIUIOCKOCTHBIX
paccTosiHMil W mnapameTrpoB peumieTkd. [llupuna pednexkca Ha moyBbICOTE
MaKCUMyMa WHTEHCHUBHOCTU pediiekca SBIsSETCA NpocTeHlIeil Mepoil IIMpHUHBI
nuKa. AJbTEpHATUBHBIE METOJbl OLEHUBAIOT IIUPHUHY pedrekca Mo ero

WHTErpalibHOM mupuHe [ (Tutomaas pediiekca neneHast Ha €ro BhICOTY):

_ J1(26"d(26")
b= 1269) ' (1)

rae 0' =0 — 6, u (20 — 26,) WHTEHCHUBHOCTH pediiekca B IIEHTPE €r0 TKECTH,

1(26,) makcumanbHass MHTEHCUBHOCTD pedliekca.
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Kaxnpii  pesynprupyromuii  peduekc (P(26)) sKcnepruMeHTAIBHON
TU(PpPaKTOrpaMMbl COCTOUT W3 HWHCTPYMEHTaIbHOM cocrtaistomed (r(26)),
3aBHCSIIEH OT T€OMETPUH ChEMKH, PACXOAMMOCTH Iy4yKka, pazMepa Gokyca TpyoKu
u T.J., U ¢usudeckoii cocrasomer (p(260)), ompenensemoit GhakropaMu
HECOBEPIIICHCTBA CTPYKTYPHI (IUCTIEPCHOCTHIO, MUKPOUCKAKCHHUSIMH, JIePEKTaMu
YIaKOBKH U T.[I.).

P(20) = [p(20")r(20' — 20,)d26' + B(26), (2)
rae B(20) Bkuag ot ¢ona. dusnueckast coctanistomas p(260) ckiaabiBaeTcs U3
pasMepa KpHUCTAJUIMTOB W HampsDKeHWH 2 poja (JuHEHHBIE JedeKTHI,
ypaBHOBEIICHHBIE B 00beMe MosTMKprcTaa) [9].

HaunbGonee ynoOHO omuceiBaTh GopmMy pediekca ¢ ITOMOIIBIO
aHanmutrdecknx ¢yHknuid [10]. B 3TuxX 1emsx dame BCEro HCIHOJB3YHOTCS
byHKIMI0 niceBao-PoirTa npeacTapisAonyo komouHauio ¢Gyakiui aycca (G)

u Jlopenna (L). ®ynkiuu T'aycca u JlopeHiia BBIpa)KaroTCs CIICAYIOUIMMH

BBIp AKCHUIMU .
__Vin2 —In(2)(s—s¢)?
6 =mew [T ©
4 [1+4(s—sp)? -1
L_E[ H2 ] ’ (4)

rae H mmupuna Ha nmomyBeicoTe GyHKIMU pacnpeneneHus ['aycca wim JlopeHia.
®yukus ncesno-doiirta (V) BeIpaxaeTcsi COOTHOILICHUEM:
V=nL+(1-1n)G, (5)
rae s = 2sin(0) /A.

OyHkuus ncepao-Poirra xapakTepu3yeTcs: mapaMmeTpom 7 (U3MEHSIETCS OT
0 mo 1) ompenensirorum Bkian GyHkmuu JIopeHria mo OTHOMIEHUIO K (DYHKIIMH
l"aycca.

Metonpl ananu3a Gopmbl pedIeKCOB MO3BOJSIOT Pa3AeIuTh BHYTPEHHUE U
BHEIITHME TIPUYUHBI BBI3BIBAIONINE YIIUPEHUE U CABHUT pediekcoB. (s TouHOTO
ananuza Gopmel pediekca TpeOyeTcss YUUThIBATh MHCTPYMEHTAIBHOE YIIUPEHUE,
KOTOpPOE€ OIPEAEISIETCS HUCIOJNb3YyEMOW TEXHUKOM W, KAaK MPABWIIO, BHOCHUT

MEHBIIINHI BKJIAJI, YEM Pa3MePbl KPUCTAIUINTOB U MUKPOHAITPSKEHHUS.
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OmnpepnesieHue pa3Mepa KPpUCTAIMTOB

B peHTreHoBckoii AuppakTOMETpUN pazMep KpUCTAIUIMTOB HanboJiee 4acTo
paccuuthiBaetca no ¢opmyne Illeppepa. Ona ocHOBaHa Ha JOMYIIEHUH, YTO
OCHOBHOM BKJIaJ] B YIIMPEHUE PeIEKCOB BHOCIT pa3zMepHbie d3hdextol. Dopmyna
[Ieppepa cBsi3pIBa€T MIMPUHY AUPPAKIUOHHBIX JUHUI CO CPEIHUM pa3zMepoM

KPpUCTAJINTOB I10 CJICAYIOMEMY COOTHOIICHUIO!

kA
(L) = I'cos(6y)’ (6)

rae (L) — cpeaHuii pa3Mep KPUCTAUTUTOB 10 00JIACTSIM KOT€PEHTHOTO PaCCESTHHMS,
0y — yron bparra, 4 — juiHa BOJHBI PEHTT€HOBCKOTO M3IYUYEHUS, K — MOCTOSTHHAS
Onm3kas K 1, koTopas 3aBUCUT OT (POPMBI KPUCTAILTUTOB: Hanpumep x = 0,94 nns
KPUCTAUIUTOB ~ KyOmdeckod  ¢opmbr  [11]. Dopmyna Illeppepa 00bIuHO
UCIIOJB3YETCs JJIsl KaYeCTBEHHON U MOJYKOJIMYECTBEHHON OLICHKU (M3MEHEHUS B
cepuu 00pa3loB MO OTHOUIEHUIO APYT K APYTY) pa3MepoOB KPUCTATUIUTOB, TOITOMY
3HaueHue x = 0,94 npunsaTo cuntath noctosiHHou Ileppepa.

Jns mpocreimero onpeneneHus pazmepa kpuctaumtoB 1o OKP B kauecTse
[' ucnosib3yeTcsi 3HaUeHUE IMHUPUHBI pediiekca Ha MOJYyBbICOTE (B pajuaHax) C
BBIYETOM HMHCTPYMEHTAIBHOTO yIupeHus. boiee TodHas olleHKa MOXKET OBITh
MpPOBEJIEHa C KCIOJIb30BAHMEM HHTErpalibHOW IUpPUHBI pediiekca. B cioydae

ucrosib30Banus GyHKIuK ["aycca oHa onpenesnsieTcsi BhIpaKeHUEM:

4In2

I'=pB ==~ 0948, (7)

rae f — Gusudeckoe yiumpeHue.

Taxum o6pazom, popmyna [lleppepa MoxeT OBITH 3amKcaHa B BUJC:
2
(L) = s (8)
B cnywyae ucnonp3oBanus dyakuuu Jlopenma ' = (2/m)B~0,64p, mns
¢dynkmn ncepno-Poiirra 3To 3HaUSHKE OBLIO ONpeaeneHo B padore [12].

Heobxoaumo otmeTtuth, uto (opmyna Illeppepa maeT TONBKO CpeaHUi

pa3Mep KpPHCTALUTUTOB BO BCEM aHAIM3UPYEMOM O0ObeMe marepuaia. Takxke JUis
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KOPPEKTHOTO y4eTa HHCTPYMEHTAJILHOTO YIIHPEHUS TPeOyeTCs TOYHO ONPEACIIUTh
aHATMTHYECKYI0 (DYHKIMIO, KOTOpOoi ommchiBaeTcs (opma pedrekca. B ciydae

Gynxunn Jlopenua B = Baxc — Buncrp, B TO Bpems Kak i ynkuun I'aycca

B2 =B, — ﬁHHCTpZ. Takum oOpa3om, pacueTsl B MPUOIMKCHUH allPOKCHMAITIN
no Jlopenny u no I'ayccy garoT kpaiiHhe OLIEHKH (HauOOJIBIIYI0O U HAUMEHBIITYIO
BEJIMYMHY COOTBETCTBEHHO) UCKOMBIX IapamMeTpoB. [Ipu ncmonp3oBannu GyHKITUN
ncepno-@ourra Brimaael Jlopenma w  l'aycca ciegyer  paccMaTpuBaTh

otnenbHo [13].

Pacuer MUKpOHanNpsIzKEHUH

[To popmyme llleppepa MOKHO OLIEHUBATH HE TOJIBKO YIIUPEHUS PEICKCOB
CBA3aHHBIE C pPa3MEpOM KPUCTALUIUTOB, HO W YIIMPEHUS BO3HUKAIOIIHE B
pe3yapTare NEUCTBHS BHYTPEHHUX HANPsDKEHWN. BKnaa HaNpsHKEHWN B YIIUPEHHE
TU(PPaKIMOHHBIX JUHUN BriepBbie HaOmoauch CTokcoM u YuicoHoM [14]. Onu
3aMETWIA, YTO CpPEIHEE 3HAYECHUE MUKPOHANPSDKEHHWI B MaTepuase CBS3aHbBI C

yiupeHueM pediekca GopMyIion:

_ ﬁﬁanp (9)

Enanp = 4tg 0’

T1€ PBuanp — HUHTErpaibHas MWUpHUHA pedIieKca CBA3aHHAS C HANPSHKEHUEM U

Ad
Exanp = — (4d makxcuMmanbHOE OTKJIOHEHHE MEKIJIOCKOCTHOTO PACCTOSHMS IS

JTAHHOW WHTEp(EPEHIIMOHHON JIMHUK OT CpefHero 3HaueHus d) — ycpeaHeHHOEe
3HaYeHUE MUKpOHaNpsokeHus. HeoOXoauMo OTMETUTh, UTO YIIUPEHUE pedieKCcoB
HECyT HMHQPOpPMALIMIO, KaK O CpEAHEM pa3Mepe KpPUCTAIUTOB, TaK U O
MUKpoHanpsbkeHusX. OIHAaKo, 3aBUCHUMOCTh OT # B 3THX CIy4asiX pas3idyHasl.
OpanuMm w©3 Haubosiee TMPOCTHIX METOJOB pa3leieHusl BKJIaJ0B pa3Mepa
KPUCTAJUIUTOB U MUKPOHAIPSKEHUS SBISIETCS aHAIN3 TU(PPAKITMOHHBIX JTUHUHN 10
Metony BubsiMcona-Xomna [15]. Ces3p Mexay mupuHON Tu(pakiinoHHON

JIMHUYU U CYMMAapHBIM JielicTBUEM 000uX 3(PPEKTOB BhIpakaeTcst PopMyIIou:

,chM (9) COS(H) = ALpasmep + 4SHanpSin(6)1 (10)
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rie Peyw(60) — uHTErpanbHas mWUpUHA peQuekca, Lpaswep — CPEAHMH pasMep
KpUCTAJUIUTOB. BKiaag MHCTpyMEHTANBHO YIIUPEHUS HEOOXOAMMO YUUTHIBATh TaK
e, Kak ObUIO OMKMCAaHO paHee.

Hcnonb3ys Beipaxenue (10) MOXKHO pa3aenuTh BKIaAbl MUKPOHAIPSHKEHUS
U pa3Mepa KPUCTAJUIUTOB MOCTPOUB IpaMK 3aBUCHUMOCTU 3HAYCHUH [, cos(6)
or 4sin(f). IlonydeHHbli Tpaduk JIHMHEHHO aNMmpoKcUMUpyeTcs. BenuduHa,
COOTBETCTBYIOIIAs IepeceuyeHnio rpaduka ¢ oceio opauHar (mpu sin(6) = 0)
OTBEYAET 3a pa3MepHbIM 3(PQeKxT, a 3HaAUeHHe TaHreHCa YIJIa HAKJIOHA HECET
MH(OPMAIIHIO O BKJIaJie MUKpOHanpsoKeHwuid [16-18].

Meron BunpsMmcoHa-Xoiula NPUMEHHM TOJBKO B CIIy4ae YETKOIO
paszeneHus HECKOJbKHX pedJekcoB Ha audpakuvMoHHONM KaptuHe. Ero
IPUMEHUMOCTh OrpaHHYeHa Npu padoTe C CUCTEMAMHM C HU3KOM CUMMeTpuei
(Halo)X€HUE HECKOJBbKUX JU(PPAKIUOHHBIX JIMHUM Jpyr Ha Jpyra) u
HaHOpa3MEPHBIMU MaTepuaiaMu (IIUPOKUEe CIaOOMHTEHCUBHBIE peduiekchl). s
aHaJlM3a TaKUX CHCTEM HCIMOJb3YIOTCS MOJHONPO(PUIbHBIE METO/bI, B YACTHOCTH

merona Putsensaa [10, 12].

1.2 Oco6ennocTH iN Situ TupaKTOMETPUN NPH BHICOKOI TeMIepaType

PeHTreHOMM(PPAKIIMOHHBIE  HCCIIEOBAHUS  M3MCHEHHS  CTPYKTYpPHO-
($a30BOr0 COCTOSHHSI MaTepHAIOB B YCJIOBUSIX JICHCTBUS Ta30BOM  CpEIbl,
MEXaHUYECKHUX HArpy30K, MOBBIIICHHOTO IaBIICHUS, BHICOKOM TEeMIIEpaTyphl U T.JI.
Ha3pIBalOT N Situ  mudpakromerpuerr [19]. Mertox insitu audpakromerpun
HarpasjeH Ha M3yYCHHE CTPYKTYPHBIX XapaKTEPUCTHK U (Da30BBIX MPEBPAICHUI B
YCIOBHSAX, MOICIUPYIOIIMX peajbHbIC YCIOBUS OKCIUTyaTallud MAaTEpPHAIIOB.
KommiekcHOe HMCClieIoBaHHE Ha OCHOBE TaKOH HMH(DOPMAIMU  MO3BOJISIET
YCTAaHOBHMTh IPHYUHBI pPaHHEH Jerpajaldd XHMHYECKHX, (DH3HUECKUX H
MEXaHUYECKUX CBOMCTB W3JACIHHA, HCIOJb3YEMbIX B pEaJbHOM CEKTOpPE

IMpOU3BOACTBA.
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[TorpemHocTy, CBA3aHHBIE C OIpPENEICHUEM IOJIOKEHUN pPEQIIEKCOB Ha
TUGPAKIMOHHBIX KapTHHAX, TMOJMYYEHHBIX TMPH TeMIeparypax OJIM3KHX K
koMHaTHOU [20, 21], Taxke NPUCYUIM U BBICOKOTEMIIEPATYPHBIM H3MEPEHHUSM.
bonee TOro, CymecTBEHHOE BIMSHHE HAa TMOJOXKEHHE W HHTEHCHUBHOCTb

TU(PAKIIMOHHBIX TUHUN OKA3bIBAIOT TEMIEPATypHbIE (DaKTOPHI.

CMmemienust AMGpPaKIHOHHBIX JTUHUMI

[ToBbIIeHUe TeMmepaTypbl mpu IN SitU  HMCCIETOBAaHUAX MPHUBOAUT K
paCIIMPEHUIO KakK MAaTepualioB, M3 KOTOPBIX H3TOTOBJIEHA Kamepa, TaK W
uccienyeMoro oopasua. Takoe BO3A€MCTBUE MPUBOJUT K CMEIICHHUIO MIOCKOCTH
oOpaslila W3 TMOJOXKEHUs (POKyca, KOTOPOE BBI3BIBAECT CIBHUI JIU(PAKIIMOHHBIX
JUHUH B CTOPOHY MEHbIUX yrimoB 1o 20 [22]. HuBenmupoBaTh CHBUTH
MaKCMMYMOB WHTEHCUBHOCTH Ha JU(paKTOrpaMmMax BO3MOKHO JOMOJHUTEIbHON
KaJIMOPOBKOM TpH 3aJ]aHHON TeMIlepaType WM HCIOJIb30BaHUEM BHYTPEHHETO
cragmapra [23]. Kpome TOro, 3a cder HCMOIL30BaHMS 3epkana ['ebens,
IpeoOpasyIoUIero PACXOIALINICS MyYOK U3Iy4YeHHs B HapasuieiabHbINA, BO3MOYKHO
YMEHBIIUTH 3P(HEKTHI, CBA3aHHBIE C HEPOBHOCTHIO MOBEPXHOCTH WIJIM CMELLIEHUEM
obpasuia [24]. Ilpu HUCHONB30BaHWU MAPAUICIBHOTO IyYyKa PEHTTEHOBCKOIO
W3JIyYEHUsS B MCCIEJAOBAHUAX C MOBBIIIEHHON TeMIepaTypod, MOKHO OCTUYb
NPEU3UOHHOr0 OMNpPEACICHUs] MNapaMeTpOB KPUCTAUIMYECKOW pelIeTKu 0e3
WCIIOJIb30BaHUs BHYTPEHHETO ATAJIOHA.

B ciy4ae UCIIOJIb30BaHUs BHYTPEHHETO cTaHJapTa TUTSt
BBICOKOTEMIIEPATYPHBIX ChEMOK HA HEro HaKJIAJbIBAIOTCA O0s3aTeNIbHbIE
TpeboBanus [25]:

a) WCIOJb3YEeMBbIM CTaHIAPTHBIA MaTepHall JOJKEH OBbITh XUMHYECKH
HEHTpaJIEH B HCCIEAYEMOM JUaIa30He TEMIIEPATyp;

0) craHmapT MAODKEH HWMETh Majblii TapamMeTp BBICOKOCHMMETPHYHOMN
DJIEMEHTAPHOM SAYEUKU;

B) HeoOXxonuMoO 3HaTh Kodhdumment tepmudeckoro pacmuperus (KTP) B

TEMIEPATYPHOI 00JIaCTH UCCIEIOBAHNUS.
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Heo0xoauMo OTMETHTB, 4TO TpU AUPPAKIHOHHBIX IN SitU HccaemoBaHUIX
3aTPYJHUTENIBHBIM SIBJISICTCSl MCIOJb30BaHUE pPeQieKCOB B 001acTh OOJBIINX
yriaoB 1o 20, 4TO yMEHbIIAeT TOYHOCTh ONPENEICHUS MapaMeTpPOB PEUICTKU
AKCTPANOJIAIIMOHHBIMU METOJIaMHU, BKJIFOUasi MeToj] PutBenbaa [26]. HecmoTpst Ha
ATO, TIOBBIIIEHWE TOYHOCTH MPH pacyeTe MapaMeTpoOB PEIIETKH BO3MOXKHO IpHU
UCIIOJIb30BAaHUU MAaTEMaTUYECKUX METOJIOB YCTpaHEHUs MorpemHocTd. OMHUM U3
TaKMX METOJOB SIBIIACTCS METOM pasHOCTed map pediaekcoB O MEXAY
U3MEpSCMBIMA ~ A0COJIOTHBIMHA ~ 3HAYCHHSIMH  Op3ITOBCKMX  yriioB  [26-29].
OTHOCHTENbHAS TOTPEIIHOCTh, B OMNPENCICHUU TapaMeTPOB PEIICTKH 3aBUCHT
TOJBKO OT TOYHOCTH OIpeeieHus BeIUUUHbI O (8 = 0,-01 = Ogp- 091+A0,-AO;). B
pabore [11] mokazano, uto & ciab0 3aBUCUT OT NOTPEIIHOCTH W3MEpPEHUs
a0COJIOTHBIX OpATTOBCKUX YIJIOB M HE 3aBUCUT OT TMIOJOXKEHUS oOpasma
KOPPEKTHOCTH BBICTABJICHUS HYJsl JgeTekropa. CyiiecTByeT O0JbIIoe KOJIUYECTBO
METOJMK JJii OIICHKH TMapaMeTpOB pEHIETKU, YKa3aHHBIM METOJIOM, JIJIst
pa3iMuHBIX  CHHTOHWH: KyOmdueckod [27, 28], rekcaroHaJbHOH WM
terparoHanbHOM [30], MOHOKIMHHONW Wi TpukiauHHOM [31]. ABTOopamu [32] ObL1
MIPOBEICH pacyeT MapaMeTpOB KPUCTAUIMUECKOW CTPYKTYpPhl OKCHIA HHUKEIS B
nuamna3oHe Ttemieparyp oT koMHaTHOW g0 700 °C pa3nuyHbBIMEM METOJAMM:
METOJIOM Tap pedIeKCOB, C BHYTPEHHUM JTAJIOHOM U METOJIOM JKCTPATOJISIIUU.
Iokasano, 4ro B mpenenax morpemnoctd (Ao/a~10™) mapamerpsr pemerxw,
pacCUMTaHHBIC PA3TUYHBIMH  METOJIaMHU, COMOCTaBUMBI M JJIS  XOPOIIO

KpUCTAININ30BaHHBIX CHCTEM MOJKHO HUCIIOJIB30BATh JIF000M MCTOA.

YMeHbIIeHHEe HHTEHCMBHOCTH TU(GPAKIMOHHBIX MAKCUMYMOB

PaccessHue pEHTreHOBCKHX Jy4edl Ha KPHUCTaUIMYECKUX CTPYKTypax B
YCIOBUSIX BBICOKMX TEMIIEpaTyp COMPOBOXKIAETCS CHUYKEHHUEM HMHTEHCUBHOCTU
Tu(PaKIMOHHBIX MaKCHUMYMOB, a Takke poctoM nuddy3monHoro ¢doHa Ha
TU(PaKIMOHHBIX KapTUHAX. YKa3zaHHble 3(P(QEKTbl CHIbHEE TMPOSBISIOTCS C

BO3pAaCTaHUCM YTJIa OTPAKCHUSI.



20

YcpeaHeHHy0 HHTEHCUBHOCTD (1) nudpakiMOHHON JTHHHA MOHOKpPHCTAILIA

¢ N pacceuBaroIIMMU [IEHTPAMHU C YYETOM TEMIICPATyPhbl MOKHO IMPEICTABHTH B
Buze [33]:

(I) = LPe™M + Ippp, (11)

2M

rae L — unatepdepennuonnas ¢pynkuus Jlays, e ™" — reMneparypHbIil MHOKHUTEIb

unn (paxrop [lebas-Yomnepa, Itgp — MHTEHCHMBHOCTh (DOHA 3a CUET TEIUIOBOTO
¢ GHy3uOHHOTO pacCesHUS.

[lepBas cocraBmsromas ypaBHenusi (11) oTpakaeT HHTEHCHBHOCTD
MaKCUMYMOB C Y4E€TOM TEIUIOBBIX CMEIIEHHI aTOMOB U3 MOJOXKECHHUS PABHOBECHS.

B pe3ynbrare TakMx CMEIIEHUA WHTEHCUBHOCTh JU(PPAKIIMOHHBIX JMHUN

8m2(U?)sin?(0)
/12

2

, a /(U?) — cpeaHeKkBagpaTHIHOE

CMCHICHHUC AaToMa M3 IIOJOXKCHHA  PAaBHOBCCHUA 3a CUCT TCMIICPATYPHI

ocnabnsercs B e %M paz, rne M =

(IMHAMHUYECKHE CMEITCHHS).

Junamudeckue cMereHus 4/ (U?) 3aBHUCAT OT cOpTa aTOMOB, aHU30TPOITHBI
U MOTYT OBITh ONpPEIEICHbl YTOYHEHHEM CTPYKTYphl I KaXXJOro aToMa.
HckmtoueHre COCTaBIsOT JIMLIb KyOMYeCcKHe OJHOATOMHBIE KpPUCTAJIbL, JJIst
KOTOPBIX JMHAMHYECKHE CMENIeHUS M30TponHbl. HeoOXoauMo OTMETUTh, YTO
JIBM)KEHHUST aTOMOB HE BBI3BIBAIOT yITUpEeHUE TU(PaKIMOHHBIX peduiekco [34, 35].
@akrtop /[lebas-Yomnepa BHOCHT CYIIECTBEHHbIE HM3MEHEHUS B HHTETPAIbHYIO
WHTEHCUBHOCTbh TU(PPAKIUOHHBIX JIMHUN MPU YBEIMUYECHUHU TEMIEPATYPHI, a TAKXKE
UMEET TeHJCHIINIO POCTa C yBEJIIMYEHUEM YIJla AU(PPaKIINH.

BennunHa JIMHAMHYECKHMX CMEIIEHUM 3aBHUCHT OT CHJ MEXaTOMHOIO
B3aMMOJICHCTBUSA, KOTOPBIE KOJMYECTBEHHO OIPEHAECIAIOTCA XapaKTEPUCTUYECKOU
TeMIiepaTypoil. XapakTepucTuyeckas Temmeparypa ©® MoxkeT ObITh HaiiieHa u3

BBIPpAKCHMUA:

hVmax
o = tnex (12)

rae h — nocrosiunas [lnanka, k — nocrosiunas bonbimana, v, ,, — MaKCUMabHas

4acToTa YIIPYIUx KoJIeOaHmit pEIIETKH. Ucnons3ys 3HAUYECHUE



21

XapaKTepHCTI/I‘lCCKOﬁ TCMIICPATYPbl MOXHO OHIOCHUTb CPCIHUC ITWMHAMHWYCCKHC

aTOMOB 110 hopmyJIe:

(U2) = ﬂ[q) (9) 4+ 8 (13)

4m2kme?2 T ar]’
<)
rjie m — macca aroma, @ (;) — ¢pyukuus Je6as [36].

YMeHbIIIeHne WHTEHCUBHOCTH JU(GPAKIIMOHHBIX JTUHUN TaK)Ke MOXKET OBITh
CBS3aHO CO CTATUCTUYCCKUMH WCKXKEHUSMH, TMPUYNHA KOTOPHIX KpPOETCS B
pa3IMYHBIX MOHHBIX paJuycax aToMoB. JlMHaMHYeCKue | CTATUCTUYECKUE
WUCKOKCHHUSI MMEIOT PA3MYHYI0 3aBUCHUMOCTH OT TEMIIEPATyphl, YTO IO3BOJSET
pa3zensiTh WX BKJIAJbl B HMHTCHCHUBHOCTH JTU(PAKIMOHHBIX MakcuMymoB. Ha
CETOJHSIIHUN JIEHb MOJIY4YEHO OOJIBIIIOE KOJIMYECTBO METOJIMK, TMO3BOJISIOIIMX
OTIPENCIATh TUHAMHYCCKUE MCKAKEHUS W XapaKTEPUCTHUCCKYIO TeMIIepaTypy, a
TaKXKe pa3/IesaTh JMHAMUYECKUE U CTATUCTUYECKUE UCKAKEHUS.

PeanpHbIC KpHCTAIBI XapaKTEPU3YIOTCS TEM, YTO CMEIICHUS aTOMOB W3
MOJIOKEHUH 3a CYET TEIUIOBBIX KOJICOAHW B3aWMOCBS3aHBI M TPEACTABIISIIOT
rapMOHUYECKHUE BOJIHBI, OXBaThIBAalOIIME BeCh KpucTaul. B padore [33]
MIPE/ICTABIICH BBIBOJ] YPABHEHHUS TSI HHTCHCUBHOCTH PACCESHUS MOHOKPHCTAJIOM,
KOTOpPBI OCHOBAaH Ha JOMYIIEHWHU, YTO TEIUIOBBIE KOJIEOAHUSI aTOMOB SIBIISIOTCS
CyMMOHM YIPYTHX CTOSYMX BOJIH. YTNPYIME CBOWCTBA KPHUCTAUIOB OMNPEIEIISAIOT
aAMIUTUTYY CTOSIYUX BOJIH, KOTOpas JIMMUTHpyeTcs 3HaueHueM A = 2a (rae a —
napameTp perietkn). KoauuecTBo cTosumux BOIH B KpucTaiuie u3 N pacceMBaroIimx
1ieHTpoB coctarisgeT 3N. TemmoBbie KoeOaHNS aTOMOB PEMISTKH MPUBOJIAT K €IS
onmHOMYy J(h(eKTy — TOSBJICHHI0O MaKCUMyMOB TEIIOBOTO JU(y3nOHHOTO
paccesnus  (THP). HMurencuBHOCTH  Irjp  ONpENENsAeTCS  Kak — CyMma
WHTEHCUBHOCTEH paccesHus Ha Bcex YNpyrux BojHaxX. OIHaKO HauOOJBIINN
BKJIaJ] B pacCessHHe BHOCHT paccesHue mepsoro nopsaka [37]. Asropamu [33; 35]
BBISIBIGHO, 4YTO B  pe3ylbTare TMaJCHWs  PEHTTCHOBCKUX JIyded  Ha

KPUCTAJUIMYECKYIO PEIIETKY 00pa3yroTcs TpU HHTEP(EPEHIMOHHBIX MAKCUMyMa

o n 2sinf
nuhPy3MOHHOTO paccessHus: TJIaBHBINA MpU yciaoBuM bparra 2= U 0O0YHBIC
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n, 1 2sin6 o
pU yCIIOBUH — + A= o e A — nnmna ynpyrou Bosssl. Mcxons m3 3Toro,

MOXHO TOBOPUTH O TOM, 4YTO TJiaBHble Makcumymbl TJIP coBmagator c¢
CEJICKTUBHBIMU OTPAXEHUSIMHU, a TMOJOO0HBIE CO31al0T «aupdy3noHHOE 007IaKO0»
BOKPYT OCHOBHOTO MakcumyMa. B pabote [38] oTpaxkeH BbIBOI (QOpMyIIbI ydyeTa
Ityp U1 MOHOKPHCTAILIOB JIFOOOH CHHTOHHUM.

JUis ~ TOMUMKPUCTAIUIMUECKUX  MAaTepHalioB  KapTUHA  pacIpe/eieHUs
UHTEHCUBHOCTEH ¢ ydetom TJIP MoxeT OBbITh MpeACTaBiI€HA KaK BpalleHUE
MOHOKpPHCTAJIJIa OTHOCUTEIIBHO TpeX MEpPHEeHIUKYISIPHBIX JpYyr Jpyry OceH.
OTtpaxenus JaAyT TOUKH, Jiexalue B ceueHuu nuddy3rnoHHoro obsnaka cepoit
OBanpaa (pucyHok 1.1) [33].

Y4er Itgp OT HOJMKPHUCTAILIOB TPOBOMIICS OOJBIINM KOJIUYECTBOM YUECHBIX
B pabotax [37, 39]. Ocoboe BHMMaHKE HEOOXOAUMO yIeIuTh padoram bopre [40],
KOTOPBIN BBIBEN (popMyIly clipaBeiuByto ajisi ydeta TJIP mepBoro mopsiaka ams

IMOJIMKPUCTATNIMYCCKHUX ITOPOIIKOB IIPpHU J000M 3HAUYCHUH TCMIICPATYPHI.

I

Pucynok 1.1 — K BeiBoty hopmyiiel uaTercuBaoctr T/IP nonukpucramiamu [33]

HaubGonee mpocrtoit cmoco6 yuera TJIP mo3Bosstomuii aHaIM3UPOBATh

BKJIQJ] O MHTEHCUBHOCTH Ippp B MHTEHCHBHOCTH peduekca [ny, Ha
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nudpakTorpaMMe AJisi TPaHELEHTPUPOBAHHBIX CTPYKTYP MOXKHO PaCCUUTATh IO

dopmyite [41]:

I T 1/3 acosf
= — (3)7 M, (14)
IT,E[P+Ihkl 3 A
rme A — wuHTEepBaNl audpakmHoHHOrO pediekca, 3a MpeaeaaMH  KOTOPOTo

MAaKCHMYM CJIMBACTCA C (I)OHOM.

Biausinue MJIOTHOCTH ra3oBoi cpeabl Ha HHTEHCHUBHOCTD
AU(PPAKIUOHHBIX KAPTHH

[Ipy mnpoBeneHUH UCCIENOBAHWM B Ta30BOM CpElE€ MW IOBBIIICHHOU
TEMIIEPAType CYIMIECTBEHHO U3MEHSAECTCA TUIOTHOCTD Ia3a, YTO HAIPAMYIO CBSI3aHO C
KO3(PGUIIMEHTOM TOTJIONIEHUS PEHTTCHOBCKOIO HM3JIYyUYE€HHUS B Ta3e, BCIEIICTBUE
YEero MPOUCXOJAUT CHUKEHUE MHTCHCUBHOCTH AUGPAKIIMOHHBIX JTUHUK. CpaBHEHHUE
uHTeHcuBHOcTer 1y nuHuu (113) xopynaa B cpene Ar, He u Ha Bo3myxe B

3aBUCHMOCTH OT TEMIIEPATYPHI MPEICTABICHBI HA pUCYHKE 1.2.

Ly | a e Bu| o A
A a
100 — " Bosyx JUUU\ AAAJ\
Ar A
50 -
0 200 400 o600 800 T.°C 100 *—900—1-100 °C

Pucynokx 1.2 — Bnmsname ra3oBoil cpenbl Ha MHTEHCUBHOCTH TUMPAKIIMOHHOMN
muaun (113) xopynna npu T =900 °C. CpaBHeHue BIMSHUSA TeMIEepaTypbl Ha
MHTeHCUBHOCTh JiuHMM (113) kopyHAa ©Opu 3aloJIHEHUHM KaMepbl aproHOM

u reneM (0)

U3 rpaduka BugHO, 4TO B cpeae Al HHTEHCUBHOCTh JUHUU MPETEPIeBaCT

ociiabnenue Ha 88% MO CpaBHEHHMIO C MHTEHCUBHOCTh Ha Bo3ayxe. OaHako
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yBenuueHue temrepatypbl 10 900 °C mpuBOOUT K YBJIEYEHUIO WHTEHCHUBHOCTU
IIPUMEpPHO B 2 pa3a. VIHTEHCMBHOCTH JMHUU IIPU MCHOJIb30BaHMM He u Bo3gyxa
OPAKTUUECKU HE OTJIMYAKOTCS, a Takke cJabdo U3MEHSAIOTCS C  pOCTOM
TEMIIEpaTyphl.

Hcxonas wu3 3TOro, KadyectBo JU(PaKIUMOHHON KapTUHBI MOXKET OBITh
CYILLECTBEHHO YXYALICHO IIPU MCIOJB30BAHUM CHJIBHO NOTJIOMIAOIINX Ta30B. (s
COTIOCTABJICHUSI OJJUHAKOBBIX TU(PAKIIMOHHBIX MAaKCUMYMOB B Pa3IMYHbBIX Cpelax

MO>KHO BOCIIOJIb30BaThCsl HOPMHPOBAHHBIMI HHTEHCHBHOCTSIMH [y
* — 79
Iy = I Ki (T, p),

T (Tg)
K1) = 38 s

rae I,?kl — MHTEHCHUBHOCTh MakcuMmyma oOpasua npu temmeparype T;, K;(T,p) —
MOMPAaBOYHBIN KO3 GUIIMEHT Tpu Temrepatype T;, ONpPENeNeHHbI U3

TU(GPaKIIMOHHOTO ATAJIOHA.

TpeGoBanus k TexHuke AJs in SitU ANPpPaKINOHHBIX UCCTETOBAHMT

JluppakToMeTpusi IpU MOBBIILIEHHOW TeMIepaType YCHEIIHO MPUMEHSETCS
yxke B Tedenme moutu 100 ser [42]. B mepBBIX 3KCHEPUMEHTaX TaKOro poja
ucronb3oBanuch  kamepsl  JleOas-llleppepa. Ha  cerogmsimauii  1neHb
BBICOKOTEMIIEPATYPHbIE KaMepbl AJIs Ja00paTOPHBIX TUPPAKTOMETPOB BBITYCKAIOT
HECKOJIBKO KOMITaHuH-nipousBoautenci [43, 44]. Onnako i peanu3aruu in Situ
MEeToJa  HEOOXOIMMO  NPUMEHEHHE  BBICOKOCKOPOCTHBIX  MO3HIIMOHHO-
YYBCTBUTEJIBHBIX JIETEKTOPOB, CIIOCOOHBIX PErUCTPUPOBATh IUPPAKIUOHHBIE
KapTHHBI B IIUPOKOM JHAarna3oHe yrioB Mo 20 B TeUeHHE KOPOTKOTO MPOMEXKYTKA
BpEMEHHU (HECKOJIbKO MHUHYT WMJIM CEKyH[). Takue NETEKTOphI BBITYCKAKOTCA Kak
POCCUICKMMH HAyYHBIMU OpraHU3aIMsSIMU, TaK U 3apyOe:KHbIMU [45, 46].

Jlis uccrnenoBanusi (a3oBbIX U CTPYKTYPHBIX M3MEHEHUN B MarepHajax B
YCIIOBUSIX ONM3KHX K SKCIUIyaTallMOHHBIM HEOOXOJUMBI CIIEMAJIbHBIE KaMephl,
npelHa3HAaYeHHbIe JUIsi pa0OThl B MHEPTHBIX (APIrOH, TelUi) WK arpecCUBHBIX

cpenax (BOAOpOA, VYIAEKHCIBIM Ta3, yrieBojgopoasl u T.1.). Heobxomumo
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OTMETUTh, UTO B 3aBUCUMOCTH OT CHEIM(PUKN MaTepuala CyueCTBEHHbIM 00pa3omM
OTJMYAIOTCA YCJIOBUSA €ro SKCIUTyaTallud, 4YTO JelaeT pa3paboTKy KaMephl-
peakTopa MHIMBUIYaJbHOU 3a7jauell B KaXKJIOM OTJENbHO B3ATOM ciaydae. OnHako
CYIIECTBYIOT 0011Me TPeOOBAaHUS K BHICOKOTEMITEPATYPHBIM KaMepaM-peakTopaM:

a) HaJMYue TPOTOYHOM Ta30BOW CUCTEMBbI, TpeaycMaTpHUBaroIieit
HAIOJIHEHUE ra30M 00beMa KaMephl U OTBO/J Ta30B;

0) obecrnieueHrEe U30JSUN HArpeBaTeld OT XUMHYECKH aKTUBHOM CPEJibl;

B) MUHUMH3AIMS TEMIIEPATypHBIX T'PaIHEHTOB MO 00BbeMy obOpasma (Wi
MPOBEJICHNE KATUOPOBKH);

bonee Toro, He MeHee BaXHBIM YCIOBUAM K OKCIIEPUMEHTAIHHON
ammapatype s MpoBeAeHUs IN Situ  wccienoBaHWid B YCIIOBHSX —JICHCTBUS
arpecCUBHBIX Cpel W TIOBBIIICHHONW TEMIEpaTyphl SBISIETCI COXpaHEHHUE
OPEUU3UOHHOCTH C LEJIbI0 MOJY4YEHHMs] MaKCUMaJbHOW HMHpOpMAUU O

CTPYKTYPHBIX UBMCHCHHAX B UCCIICAYCMOM MATCPHAJIC.

1.3 CoBpeMeHHBbIE KOMILUIEKCHI [JISI HCCJAEIOBAHUS H KOHTPOJISA

CTPYKTYPHO-()a30BbIX H3MECHEHHH B MaTepuaJe

3a mocienHUe HECKOJBKO JIET B OOJACTH pa3BUTHUS PEHTTEHOBCKOM
TU(PPaKTOMETPUHM C BPEMEHHBIM pa3peIICHUEM MPOU3OIIET CYIIECTBEHHBIN
nporpecc. Ckauek B pa3BuTHe IN SitU TU(PPAKIMOHHBIX METOJOB OO0YCIIOBJICH
pPa3BUTHEM COBPEMEHHBIX MCTOYHUKOB PEHTTEHOBCKOIO W3IIyYCHUS, METOJIOB
reHepaluyd M3Jy4eHUsT U BBICOKOCKOPOCTHBIX OJIHO- M JBYXKOOPJAMHATHBIX
JIETEKTOPOB PErucTpanuu dJjeMeHTapHbIx dvactuil [47]. BocTpeboBaHHOCTH B
MCCIICIOBAHUM JTUHAMHYECKUX TMPOIECCOB B IKCTPEMANIBHBIX YCIOBUSX (BBICOKHE
WM HHU3KUE TEMIEPATyphl, BBICOKOE JaBJIEHUE Ta30B, arpecCUBHBIC CPENbI,
OonbIIIE MEXaHWYECKHE Harpy3Kd W T.J.) TMpUBENIa K CO3JaHUI0 OOJBIIIOTO
KOJIMYECTBA IKCIIEPUMEHTAIIbHBIX CTAHIIUN U METOOB JIJIi KOHTPOJIS CTPYKTYpPHO-
¢da3oBbIX HM3MeHeHW#t B Marepuanax [48]. Ha ceromusimHuii aeHb B MuUpe

cymectByeT 6osnee 50 ncrounukoB CU (c yueroM crposiiuxcsi) Ha 0a3e KOTOPhIX
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pa3paboTaHbl ¥ PeaTu30BaHBI MMPOKUNA CIIEKTP METOAMK KOHTPOJIS CTPYKTYPHBIX
U3MCHEHUH peHTreHoauppakimoHHbIMU  MeTogamu  [49]. Ocoboe BHHMaHHE
HEOOXOAUMO YJEIUTh POCCUMCKUM YYEHBIM, BHECIIMM CYIIECTBEHHBIH BKJIAJ B
CO3/JaHUE€ W PA3BUTHE YHUKAIbHBIX METOAMK JJIsI aHal3a KPUCTAJUIMYECKUX
MaTepHaJoB.

B mnactosimieMm paszpene mnpoBeAeH 0030p TEXHUYECKUX XapaKTEPUCTUK U
HKCIEPUMEHTAIIbHBIX BO3MOXKHOCTEW COBPEMEHHBIX CHUCTEM JUIsl HMCCIEIOBaHUs
Ga3oBBIX M CTPYKTYpHBIX M3MCHCHHUH B MaTepuaiax B pexume In Situ,

pa3paboTaHHBIX Ha Tepputopun Poccuiickoit deneparuu.

1.3.1 DkcnepuMeHTAIbHBIE CTAHUUM AUPPAKTOMETPHH C BPeMEHHBIM
paspemieHueM CHOMPCKOro LEHTPa CHHXPOTPOHHOIO M TeparepuoBoro

NU3JTYICHUA

B CubupckoM IIeHTpEe CHHXPOTPOHHOTO M TEPareprioBOTO H3IYUCHUS
(CLICTH) pmas in situ mccaemoBaHuii ucnojib3dyercs Hakornurtenb CH BOIIII-3
(«BcTpeunbie  2IEKTpOH-TIO3UTPOHHBIE ITyYKW»), Ha 0a3e KOTOPOTO0 OCHOBAHBI
CJICTYIOITUE CTaHIUU:

— «B3peB» (kanan 0-0) — craHmus mnpegHa3HayeHa [JIsi PETUCTPAIUU
MPOXOMSIIECTO HW3JIYYCHHS W MAaJOyIJIOBOTO PEHTTEHOBCKOTO PACCESIHUS TpHU
WCCJIEIOBAHUH JIETOHAITMOHHBIX M YIapPHO-BOJTHOBBIX MIPOIIECCOB;

— «/lubpakumonHoe kuHO» (kaHanm 5-0) — Ha KaHalle MPOBOASATCS
ucciaenoBanus (a3oBBIX MPEBpAIICHUH B TPOIECCe XUMUYCCKUX PEAKIUN C
BBICOKMM BPEMEHHBIM Pa3pelieHueM, CheMKa CJIadopaccenBaronnX 00ObEKTOB;

— «ludpakromeTpusi B )KECTKOM PEHTIC€HOBCKOM HW3JIy4eHHM» (KaHan 4) —
poBeeHne NU(PPAKITMOHHBIX UCCIICNOBAHUN B XOJ€ XUMHUYECKUX PEAKIUH U B
MPOIIECCe WHTEHCUBHBIX (DU3UYECKUX BO3JCUCTBUI (BBHICOKHE NaBIICHUS W/WIU

TEMIIepaTyphl);
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— «[Ipenm3uonnas nudpaxkromerpus» (kaHai 6) — CTaHIMS MpeAHAa3HAUYEHA
JUISL  TOPEUU3UOHHBIX  HMCCIENOBAHUWA  CTPYKTYpPhl  MOJUMKPUCTATUIMYECKHX

MaTepHaloB METOAaMHU PEHTTEHOBCKON AUPPAKTOMETPUH.

Crannus «/{uppakiiuoHHOE KHHO»

Cranuus «/lu@paknmoHHoe KUHO» TMpeAHa3HAyYeHa ISl HCCICAOBAHUS
KUHETUKH TBepaoda3ubix peakiuit [50]. HeoOxoaumas qiiHa BOJHBI BRIOUpPAETCS
no K-kpato mnorsjomenus Hukens. [lydok snexkrpoHoB ¢ Hakomwmtens BOIIIT 3
npeodpaszyeTcsi ¢ MOMOIIBI0 BUITIEpAa W TOMagaeT Ha cTaHuuio. CrenuanbHas
KOHCTPYKIUSI BUITJIEPA MO3BOJISIET HAIIPABIIATH JIEKTPOHBI TAKUM 00pa3oM, 4TOObI
TEHEPUPYEMOE B PE3yJIbTAaTe M3JIyYCHHUE MOIA1ajJ0 HA MOHOXPOMATOp U3 2 TOYEK
1o pazHbiMu yriiamu (pucyHok 1.3). Takum oOpa3oM, yaaeTcs MOIy4YUuTh 2 Jiyda ¢
pasHbIMU SHeprusaMmu. Cxema TakoW CHCTEMBbl IO3BOJWIA PEAIM30BATh METOJ
JBYXJIy4€BOr0 aHOMaJIbHOIO paccesiHus [91]. Pa3znenenue mydykoB B POCTPAHCTBE
yaaeTcs Onarogaps (OKyCHPYIOLIEMY MOHOXpOMaTopy. 3a cdeT HeOOJIbIIOoN
pa3HMIIBI DHEprud JByX my4ykoB (mopsaka 183B), o0a mydka sBIsSIOTCA

c(hOKyCHUpPOBAHHBIMHU.

Burrnep BOIIII-3

[ ~——

JBa nyuka CH

@OKyCHPYIOIIM
MOHOXPOMATOP

BricokoTemnepaTtypHas §
Kamepa L

L

|
/ ¥ O0pasen

HetexTop 2 I HetexTop 1

Pucynok 1.3 — Cxema skCnepuMeHTa € IBYXJ1y4YEBbIM AHOMAJIbHBIM PAaCCEIHUEM
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HeobxommMo OTMETHTH, YTO HCIONB30BAHME PETHCTPUPYIOMIEH CHCTEMBI
MO3BOJIMJIO pa3paboTaTh METOAMKY JUJIsl HMCCIIEJOBaHMS OBICTPONPOTEKAIOIINX

MIPOIIECCOB C BPEMEHHBIM pa3penieHrueM 1 mc.

Cranuus «B3pbiB»

Corpynaukamu HWHcTuTyTa THApOaMHaMuKA uM. M.A. JIaBpeHTheBa
CO PAH u UXTTM Opimna pa3paboTaHa ctaHmmst «B3peIB» miis mcciaemoBaHUs
$a3oBbIX U CTPYKTYPHBIX HM3MEHEHHMM TMpU TMPOBEJACHUU YIApPHO-BOJHOBBIX
sKcriepuMeHToB [52, 53]. Cxema pa3paboTaHHOW W peaTM30BAHHON CTaHIIUN

npejCcTaBlieHa Ha pucyHke 1.4.

ITpoaykThl

JIeTOHAIINH
pr—
JleToHAIM OHHBIN
tbponut
2

Crycrku
JJIEKTPOHOB CU

B3priBnas !

Kamepa

Pucynok 1.4 — Cxema MYPP g nccnenoBaHusi JIETOHAMOHHBIX IPOLIECCOB:
1 — neTexTop MOJHOTO MOTJIOMICHUS U3TYyUYEHHUs, 2 — OJJHOKOOPAMHATHBINA IETEKTOP
DIMEX nnsa peructparuu MYPP, 3 — paccessHHOe 00pa3IioB U IPOIIEAIIEe Yepes3
oOpazen; usnydyeHue, 4 — B3pbIBYATKA, 5 — KOHTAKTHBIM JETEKTOp JJIsl 3amycKa

nerektopa DIMEX

Ha cranuuu mnosydeHa skcno3uiids 1 HC € HMHTEPBAJIOM pPErucTpanuu

125 He, xommyecTBO KaapoB 32. IHTepBan perucTpaiuy OnpeaeisieTcs 3a1ep KKOM
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Mexay Oanuamu Ha BOIIII-3. Pa3zpaboranHas cTaHIUs COCTOMT M3 3 OCHOBHBIX
gacreii: 1) Omoxka QopmupoBanuss CU; 2) B3peiBHOM Kamepsl, 3) Oioka
peructpanuu. B3peiBHas kKamepa BBIIEP)KUBAET B3PHIB C MOIIHOCTHIO TPOTUIOBOTO
skBUBajeHTa 50 T.

Ha cranimum peanu3oBaHbl HECKOJBKO METOJUK C HAHOCEKYH]IHBIM
paspelieHueM: onpeieJIeHue TPEXMEPHOTO paclpeeieH s TUIOTHOCTH BEUIECTBA B
OCECUMMETPUYHOM Cllyda€ [0 JaHHBIM H3MEPEHHUS] JABYMEPHOM  KapThl
kod(duiieHTa TMOIIONIEHUs] PEHTICHOBCKOTO W3ayueHHs [54-56];monyueHue
JIAHHBIX 00 YJapHOM CXKaTHU Pa3IMYHBIX BEHIECTB [57]; UCClieIOBaHUE TUHAMUKH

pa3BuTHsA (QIYKTyaIHil 3JICKTPOHHOM IJIOTHOCTH B BelecTBe MetogoM MYPP [58].

Cranuus «lIpeunsnonnas nudppaxkromerpus»

Crannus, pacnojokeHHass Ha 6 kaHane BbiBojga CHM  HakonuTens
anekrporoB BOIIII-3, npenna3Hauena s UcciaeioBaHUS U KOHTPOIS (pa3oBbIX U
CTPYKTYPHBIX IMpPEBpAIlCHU B Marepuaigax MOJ BO3JCUCTBUEM pPa3IUUYHBIX
BHEUIHUX YCJIOBUM METOJaMU PEHTTEHOBCKOM AM(pPaKUMU C pa3pelieHHEeM I10
BpemeHn [59-62]. DkcrnepuMeHTallbHAs CTAHIMS OCHAIleHa MOHOXPOMAaTOpPOM U
CUCTEMOM KOJUIMMALMA PEHTI€HOBCKOTO M3JIyYEHHMs, CUCTEMOU JE€TEKTUPOBAHMUS
U3IYy4YEHUs, PEaKUMOHHBIMU KaMepaMM, HCIOJIb30BaHUE KOTOPBIX MO3BOJIET
cO3/7aBaTh BHEIIHUE YCJIOBHS BO3JIEUCTBHS Ha 00pasell, a TAKKe BCIIOMOTaTeIbHOE
obopy10BaHHE.

Pabouast sHeprus u3JIy4YeHHs BapbUpPyeTCs 3a CUET THUIA KpHUCTaJUIa,
SBJIAIOIIETOCS MOHOXpPOMAaTtopoM. BpiOOp »sHeprum 3aBUCUT OT YCIOBUU
IIPOBENICHUS FKCcIeprMeHTa. Ha cTaHMM ecTh BO3MOXXKHOCTh HUCIIOJB30BaHUS TPEX
tunoB kpuctawios: Ge (111), Si (111) u Si (220), ¢ COOTBETCTBYIOIIUMHU
sHeprusiMu (IiuHaMu BoJiH): 7,162 k3B (0,1731 um), 7,460 k3B (0,1662 uM) u
12,183 k3B (0,10176 uM). BepTukanbHblil pa3mep Mydyka OTpaHHYEH LIUPUHOMN

(0,1-0,2 mMM) BXOIHBIX IMIEeH. DHEPreTHYECKOe pa3pelicHHe MOHOXpoMaTopa

AE AL —4
MO’KHO OLEHUTH KaK — = —= ~107%,
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Peructpamust  nmudpaktorpamm B IUHAMHYECKMX  AKCIIEPUMEHTAX
OCYILIECTBISETCS MO3UIMOHHO-UYBCTBUTEIBHBIM OJHOKOOPAUHATHBIM JI€TEKTOPOM
O/1-3M-350, paspaboranubiM B USID CO PAH [63]. ®ukcaius qudpakiimOHHBIX
KapTUH BO3MOXXHa B IIHPOKOM Juarna3one yriaoB (~ 30°) ¢ JOUCKPETHOCTHIO
(~0,01°). KoHcTpykmmsi JeTeKTopa ITO3BOJISIET 3amluch JaudpakrorpamMm C
MUKPOCEKYHHBIM pa3pelIeHueM, OJIHAKO, B OOJIBIIMHCTBE CIIy4aeB XapaKTepHbIE
BpEMEHa HCCIIEyeMbIX Ha CTAHIMHA TPOIECCOB HE MPEBBIIIAIOT HECKOJBKUX
cekyHa. J[lerektop 3akpemeH Ha ronwomerpe Huber 480 um MoxeT OBITH
nepeMenieH B TpeOyemMoe YCIOBUSMU SKCIEpUMEHTa TOJOXKEHUe (Auara3oH
yTI10B 110 20).

B xommiexkt o0opymoBaHMS —OKCIEPUMEHTAIBLHOM CTAaHIIUU  BXOMST
pEeHTTeHOBCKUE BbicokoTeMiieparypuble kamepel HTK-2000 u  XRK-900
npous3BojacTBa Kommanuu Anton Paar (ABctpusi). VYKazaHHbIE Kamepbl
IIpEAHA3HAYEHBl JUIsI WCCIIEIOBAHMM B BAaKyyMe€, MHEPTHOM Cpele M BO3AYLIHOU
cpene B mupokoM auanazoHe Temmeparyp (mo 900 °C mrst XRK-900, mo 2000 °C
it HTK-2000). OcrarouHoe maaBiieHHME B Kamepax IpH BaKyyMHPOBaHHUH

7
coctasysier 107 mOap.

Crannus «/{uppakromerpusi B ;)KeCTKOM PEHTT€HOBCKOM M3JIyYeHUN»

Cranius npenHa3HaueHa Uil JTUHAMUYECKUX MCCIIEAOBAaHUN B JKECTKOM
nuanasone sHepruii CU [64]. MeTtoa, nmprMeHsI€eMbIi HA CTaHI[MH, OCHOBAaH Ha
npoxoxjaeHrue ToHkoro nydka (0,4 Ha 0,4 MM) MOHOXPOMATHYECKOTO U3JIyYCHUS
(L =0,3686 A) uepes obpazer; ¢ mocnenyomieil perucrpamyeii 1UpPaKIUOHHOIN
KapTHUHBl TUIOCKUM JBYMEPHBIM JIETEKTOpPOM. JleTeKkTupyromas cucreMa
npeacTaBiIsier coOoi 3amomuHarommii dkpaHn MAR345 ¢upmer Marresearch.
VYnaBuiee Ha 3KpaH PEHTTE€HOBCKOE U3JIyYEHUE 3alIOMUHAETCS] BEIIECTBOM 3KpaHa
U CYMTBHIBACTCS CKAaHUPOBAHHMEM JKpaHa CIEIHAIbHBIM YCTPONUCTBOM. Takyro
JETEKTUPYIOIIYI0 CUCTEMY MOKHO TIPEACTaBUTh B BUE Kpyra AuaMeTpom 345 mwm,
Ha KOTOpOM pacmoioxkeHo 9-10° sueex pasmepom 100x100 mxm. JlaHHas crcTeMa

oOsaaeT OOJBIIMM JUHAMHYECKUM Juana3zoHoMm (oT 1 mo 65000 rpamaruit
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WHTEHCUBHOCTM) M  BBICOKOM  JIMHEHHOCTHIO  MOJYy4Ya€MbIX  3HAYEHUU
WHTEHCUBHOCTHU. YTOJ TU(PPAKITUU MOKHO BBEIYHCIUTD 110 KOOPJAUHATAM TTUKCEIICH.
C nomomiplo Ipoueaypbl MHTETPUPOBAHMS JAHHBIX 1O BCEM HAIIPaBJICHUSM, B
pe3ynbrate uMeeM (QYHKIIUIO 3aBUCHMOCTH MHTCHCUBHOCTH OT yriia Tu(pakiuu ¢

BBICOKOM CTaTUCTUYECKOM TOUYHOCTBIO.

1.3.2. CTaHIII/II/I Kyp‘laTOBCKOFO CIICHNAJIN3UPOBAHHOI0O MCTOYHHUKA

cHHXPOTPOHHOTO U3aydeHuss «KKUCHU-KypuaToB»

KypuaroBckuii ucrounuk CU mnpencraBiasieT co0Oil HMCTOYHHK BTOPOTO
nokonenus. B crpyktype KUCH-KypuaTtoB pa3paboTanbl ¥ BBEICHBI B
OKCIUTyaTallMi0  CICAYIONIUE CTAHIIMK U1 HWCCJICNOBAaHUS JTUHAMHYECKHX
MPOLIECCOB C BPEMEHHBIM Pa3peIICHUEM:

— «CrpykrypHoe MarepuanoBenenue (CTM)» (kanan 1,30) — craHmus
npeaHa3HayeHa I8 HCCIEAOBaHMSA  OCOOGHHOCTEW  MPOCTPAHCTBEHHOU
opraHu3anuu (pyHKIIMOHAIBHBIX MaTEpUAJIOB B IIMPOKOM UHTEPBAJIE PA3MEPOB;

— «JIUKCW» (xamanm 1,3a) — Ha CTaHIMH HCCICIYETCS CTPYKTypa
OMOJIOTMYECKUX OOBEKTOB B CTAaTUKE M JWHAMUKE METOJaMHu Judpakiud u
paccesiHus B 00J1aCTU MaJIbIX U OOJIBIITNX YTJIOB.

— «D®A3A» (kanan 2,3) — craHuMs TpeAHA3HA4Ye€Ha JJIS KCCIIeIOBaHUs

MaTepHuaioB (pa3ouyBCTBUTEIbHBIMUA METOIAMH.

Cranuus « CTPYKTYpHOE MaTepHAI0OBEACHUE)

KoHcTpykiuss  cTaHmMM W anmapaTtHoe  OOECIEYECHHE  TMO3BOJISET
peaNM30BBIBaTh HECKOJIBKO METOIMK HM3MEPECHHs: MaJlOyTJIOBOE pacCEsTHHUE
(SAXS), Oporrosckoe paccessaue (WAXS), EXAFS - choekrpockomusi u
pentrenoduyopectenTHbiil anaau3 (PDA) [65]. KomOunarms 1udpakiinOHHBIX
PEHTICHOCIICKTPAIbHBIX ~ METOJOB  IMO3BOJISIET  TMOJydYaTh  KOMILICKCHYIO
uHdopmaruio 00 AaTOMHOW U OJIEKTPOHHOW CTPYKTYpe aHaJU3UPyEeMOTO

Marepuana. Cxema yCTaHOBKM IIPEACTaBJI€HA HA pUCYHKE 1.5.
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®

@
Pucynok 1.5 — Cxema cranimuum «CTpPyKTYpHOE MATEPUATIOBEICHUEY.
| — okonuanue kanana BeiBojia CU; Il — 6mox dhopmupoBaHus Imydka, UHEpTHAs
atmocdepa; Il — xamepa oOpasnos, Bakyym 0,13 [la. 1 — natuyuk mojgokeHUs

My4yKa, BUJICOKaMepa, 2 — BXOJHOW KOJUIUMATOP, 3 — KOJUIMMHUPYIOIIHNE IIEIH,
4 — MmoHOXpOMATOP, 5 — OJIOK PUIBTPOB, 6 - KOJUIMMHUPYIOIIUE SN, 7 — MOHUTOP
My4Ka CO CIUHTUIUISIIUOHHBIM JIETEKTOPOM U JTIOMUHOGMOPHBIN JaTYMK, 8 — BBOJIBI
oOpa3oB, 9 — yCTPOMCTBO 3arpy3kd OOpa3lOB C BaKyyMHBIM IILTFO30M,
10 — nmepkarenb oOpas3nos, 11 — CHUHTWIISAIIMOHHBIA WM TTOJYITPOBOIHUKOBBIN
JETEKTOp, 12 — MO3UIIMOHHO-YYBCTBUTEIBHBIN NETEKTOp, 13 — JOByIIKa IyykKa,

14 — xperitet KAMAK u 1K, 15 — BakyyMHBIii TOCT

CTaHIUS COCTOUT M3 HECKOJBKMX OCHOBHBIX Y3JIOB.

1. Briok MOHOXPOMAaTOPOB, B KOTOPOM IMPOUCXOIAUT (POPMUpPOBAHUE MydKa
HEOOXOJMMOrO0  pasMepa W CHGKTPAJbHOTO  cocTaBa.  Mcmosb3yemble
MOHOXPOMATOPbl HMMEIOT CICAYIOIINE XapaKTepUCTUKU: Kpuctamisl — Si(111),
Si(220) u PG; muanason sHepruii — (5-25) k3B; paspemenne — Si (10™%), PG (109),
miar ckauupoBanus 1o yriy — 1", B 6ioke coznaercs atmocdepa azora.

2. BakyymHasi kamepa paccesiHusl, OCHAIIlCHHAsi CHCTEMOM BBOJIa 00pa30B Ha

pPa3IMYHOM PACCTOSHUMU OT JIE€TEKTOpa ISl NPOBEICHHS M3MEPEHU B Pa3HbIX
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IManasoHax yrioB. I 1yOnHa BakyyMma B kamepe coctapisier Bemmuuny 13107 ITa.

MakcumanbHblil yroa paccestHuss U3 kamepsl 60°. Ilpu mpoBeneHnn H3MepeHUi

mertomamu EXAFS u POA

peayCMOTpEeHA

BO3MOXHOCTb  YCTAHOBKH

COMHTHIUIIUOHHOI'O U IMOJYIIPOBOJHUKOBBIX JCTCKTOPOB.

Tabnuna 1.1 — XapakTepuCTUKU JETEKTOPOB

CIII/IHTI/IJIJIHIII/IOHHLIﬁ HAETEKTOP

[Ipumenenue MOHUTOPHUHT TTyUYKa
CUMHTHILIATOP Nal(TI)

Mapka ®OY ®Dy-85
MakcumainbHast Harpy3ka 310 or./c
DHEPreTUYecKoe pa3peiicHue 50%
IHoynpoBOAHUKOBBIN ACTEKTOP

[Ipumenenue EXAFS, POA

[T1-xpucrann

Ge cBepXUuCThIit

Pa3zmep nuametp 10 MM, TonmuHaa 7 MM

Pazpemenue 200 B npu 5,9 k3B

OxnaxneHue KUJKUNA a30T

KOMBH-1

T MO3UIIMOHHO-UYBCTBUTEIbHBIN
OJIHOKOOPIMHATHBIN

[IpumeHneHue SAXS, WAXD

BxoaHoe okHO 50x10 mm

[IpocTpaHCTBEHHOE pa3pelIeHUE 150 Mmxm

DHepreTUYecKoe pa3peiieHue

21% npu 8 k»B

MaxkcumanpHas 3arpy3Ka Ha BC€ OKHO

2-10% umm./c

D¢ dexTuBHOCTH TIPU 8 KIB

60%

3. ¥Y3en perekTopa, KOTOPBIM MPEACTaBISAET COO0M KOOPAMHATHBINA CTOJ C

PACIIOJIOKEHHBIM Ha HEM ACTCKTOPOM PaCCCAHHOI'O H3JIyUCHMA. HCpG)IBI/I)KCHI/Ie
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CTOJIa OCYIIECTBIISIETCS BPYUYHYIO. XapaKTCPUCTUKUA JIETEKTOPOB OTPAXKEHBI B
tabmure 1.1.
4. DNeKTpOHHAsS CHCTEMa YIIPaBJICHUS U cOOpa JTaHHBIX.

5. CucTemMbl BAKyyMHUPOBAHUs, TA3000MEHA 1 BOJSHOTO OXJIaXKICHHUS.

Cranuus « IUKCH»

Cranmust  sBiIsieTcs aHajnoroM craHuuu  «JludpakunonHoe KUHOY,
OMMCAaHHOM paHee, W MNpeJAHa3HAYC€HA JUII  MCCIEAOBaHUA  JAUHAMUKHU
OHMOJIOTHUECKUX HAHOCTPYKTYp [66, 67]. B kadecTBe HETCKTUPYIOMICH CHUCTEMBI
UCTIONB3YETCS TO3UIIMOHHO-UYBCTBUTENBHBIN OTHOKOOpAUHATHBIN nertektop O/]-3
c OsicTponerictBuem 10 MI'. B cnydae peructpanuu audpakTorpaMmm
TEKCTYPHUPOBAHHBIX CUHTETHUYECKUX MaTEepHUAJIOB IPUMEHSIIOTCA
JNBYXKOOpAMHaTHbIE cucreMbl. Ha pucynke 1.6 1npexncraBieHa cxema
HKCIEPUMEHTAIbHOW  ycTaHOBKHM.  CraHmuss  oOecneduMBaeT  MPOBEIECHUE

OKCIIEPUMEHTOB B jauama3one sHepruii (5-12,5) wsB. IllupuHa CHeKTpaabHOTO
WHTEpBAJIa AA—A = 1073 — 10~*, peructpauus nepuoaos (0,2-100) am.

st MOHOXpOMAaTHU3aIMU My4YKa 3JEKTPOHOB M3 HAKOIMMTENS MCIOIb3YyeTCs
KpucTaul-MoHOXpoMmatop 1 (KpeMHUW WM TepMaHHii), KOTOPBIH TaKke
BBITIOJIHSIET poJib TpaHchokaropa sl (OKYCUPOBKM B TOPU3OHTAILHOU
m10cKoCcTU. POKYCUPOBKA MyYKa B MEPUJIMOHAIIBHOW MJIOCKOCTH OCYIIECTBIISIETCS
3a CYeT 3epKaIbHOTO TpaHcdokaTopa 2 [68].

dopMHUpOBaHUSI TEOMETPUM Iy4Ka, a TaKkKe YMEHbIIEHUE YpPOBHSA (hoHa
MPOU3BOJIUTCS C TMOMOUIBIO KOMILUIEKTA YEThIPEXCTBOPYATHIX IIEJEH: BXOAHAs
menb 3, dopmupyromas mens 4 u  QoHOBas Iedb S5, YCTaHOBJICHHAas

HEIOCPEICTBEHHO Mepe 00pasiom 6.



Pucynox 1.6 — OOmwuii Bun cranmuu JIUKCU (a) ¢ pasnuyHbIMH THUTIAMU

JNEeTeKTUPYIOIUX cucteM (0) u olias cxema TUPPaKIIMOHHON CTaHIUH (B)

JudpakuonHas KapTWHA, I[OJy4Y€HHas B pe3yJbTaTe MPOXOXKIACHUS
MOHOXPOMAaTHYECKOTO Iy4YKa CKBO3b HCCIEIyeMblii 00pa3er], MOXEeT ObITh
3apPETUCTPUPOBAHA  PA3JIMYHBIMUA  JETEKTOPaMU:  OJHOKOOPAMHATHBIMH 7,

JIBYXKOOpJAWHATHBIMU — Ha oOcHOBe JromMuHOpopa wim CCD-marpunsr 8,
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3armoMuHAMIe TactuHon 9. M3o0paxkenune Ha (iryopectieHTHOM 3kpane 10
nepenacTcs Ha oxyaxmaemyro marpuiy 11 mocpeactBom ontoBojokHa (12 ¢
nerektopom  SX-165 (MarCCD)) wmm  ontmueckoit cuctemoiri 13. Ilepen
UCIONB3YEMBIMA B OKCICPUMEHTE JETCKTOPAMH YCTAaHABIWBAIOTCS JIOBYIIKH
PCHTIeHOBCKOTO Tyuka 14. OTcekaHue MMapa3UTHOTO PACCESHUS Ha BO3IYyXE
OCYIIECTBIIIETCS 3@ CYCT BaKyyMHPOBAHHBIX  TEJIECKONMUYECKUX  Kamep
HAXOIAIIMXCS MEKIY 00pa3ioM 6 U JETCKTOPOM, a TaKKe MEKAY 3€PKalIbHBIM

TpaHcdokaTopom 2 U HOHOBOM IIETBIO 5.

Cranuusa «®A3A»

BBenennas B okcmmyatanuio B 2013 romy crTaHIMS COBMEIIAET BCE
OCHOBHBIC JH(PPAKITMOHHBIE METOAWKH, TakWe Kak JU(PaKIus BBICOKOTO
paspenieHusi,  MHOTOBOJIHOBass  Jaudpakius,  pe3oHaHCHas  Jaudpakius,
peHTreHOBCKass  peduiekromerpust [69]. B kauecTBe  MOHOXPOMATOpPOB
UCHOJB3YIOTCs Kpuctayuisl kpemuus: Si(111) u Si (311) ¢ pabourmu 3HEPTHIMH
(3,5-20) k3B u (20-40) k3B, COOTBETCTBEHHO. DHEPreTHUECKOE pa3pelicHNe
(AE/E) B 3aBHCHMMOCTH OT HUCIOJIB3yEeMOIO KPHCTala COCTABIISCT: 1,3-10* mus
Si(111) u 5-10" mms Si(311). Jlas wucciemoBaHmii 06GPasOB B YCIOBHAX
TEMIIEPATypHOTO  BO3JCUCTBHUS  CTaHIUSA JOTMOJHUTEIHHO YKOMILUIEKTOBAaHA
kpuorepmoctatoM (ot 267 g0 0°C) W BBICOKOTEMIEPATypHOH KaMepou
Anton Paar (nuamazon temmepatyp ot 25 no 1300 °C). [lpunnunuanpHas cxema

CTaHIIMU MPEJICTaBIICHA HA PUCYHKE 1.7.
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3NEKTPOHbI
MOHOXPOMATOP

3epKano 2

ACIRsIEp 3epkano 1

wenu

Pucynok 1.7 — PenTreHoonTuueckas cxeMa ctaHuuu «dPazan

Cxema pa3pabOTaHHOM CTaHIMM BKJIIOYaeT B ce0sl BEPTUKAIBHO-
dokycupymoliee 3epKaio, MNEPBUYHBIC IIEIH, JBYXKPUCTAIbHBIA HN30THYTHIN
MOHOXPOMATOp, BTOPUYHO-(DOKYCHUpYIOIIEE 3€pKajJO0 © BTOPUYHBIEC IIEIIH.
[lepBuuHOE 3€pKajo BBINOJNHIET pOJib MpeolOpa3oBaTesisl pacXOAIIErocs B
BEPTUKAJIbHOM  IUJIOCKOCTH IMy4YkKa B  IUIOCKONApaUieiabHbId.  Beinenenue
HEOOXOAUMON MJIi SKCHEPUMEHTa SHEPruu MPOMCXOAUT Ha JABYXKPUCTAIBHOM
MOHOXpOMAaTOpe, 00eCHeYNBAIOIIMN IIUPOKHUI CIEKTp 1o 3Hepruu. M3rud BToporo
MOHOXpOMAaTOpa MO3BOJISAET C(HOKYCUPOBATh ITyUOK B TOPU3OHTAIBLHON IMJIOCKOCTH.
PacrnionoxxeHHoe clieloM M30THYTO€ 3epKajio (POKYCHUpPYET My4OK B BEpTUKAJIbHOU
IJIOCKOCTH. Paguychl BTOPHYHOIO 3€pKajla ¥ MOHOXpOMaTopa MOJ00paHbl Tak,
4TOOBI KOJUITMMUPOBATh MYYOK B 00€UX IUIOCKOCTSIX B OJIHOM TOUYKE HCCIEAYEMOTO
oOpasua. /[BoitHas (oKycupoBKa oOecreuyuBaeT yBEIWYEHHE IUIOTHOCTH MOTOKa

($hOTOHOB B MECTE pa3MelleHus oOpasiia 6ojee 4eM Ha OJUH MOPSIIOK.

1.4 IlocTaHOBKA 321a4¥ HCCJIETOBAHUSA

[IpoBeneHHBIN JNUTEPATypHBI 0030p TMOKA3bIBAET, YTO UCCIICIOBAHUE

($ha30BOTO cOoCTaBa M CTPYKTYPhl MAaTEpHAJIOB MO JCUCTBUEM BHEIIHUX YCJIOBUU
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Tu(PaKIIMOHHBIMU METOAAMU SBISIETCSl aKTyalbHOW 3amadeil. Ha ceromusmHuii
JIeHb pa3paboTaHo OOJBIIOE KOJUYECTBO CHCTEM MOJEIUPYIOLIUX YCIOBUSA
AKCIUTyaTallM MaTEPUAJIOB B SKCTPEMAJIbHBIX YCIOBUSX (BBICOKHE TEMIIEPATyphI,
OOJIbIlIME MEXaHMYECKHWE Harpy3kd, Tra3oBble cpeapl U T.ja.). Ilomumo
pa3pabOTaHHBIX HKCIEPUMEHTAJBHBIX CTaHIMM, OOJbIIOE BHUMaHUE yHAENseTcs
Pa3BUTHIO METOJIMK, OCHOBAHHBIX HA HCIIOJIb30BAHUHA PEHTITC€HOBCKOTO M3JIYyUYEHHS.
B »a1oii 00macTh OrpoMHBIM BKJIQJ BHECIM poccuiickue yudeHble. OJHaKo
NOJABJISIIONIEe  OOJNBIIMHCTBO  AKCIIEPUMEHTAIBHBIX CTAHIMH W METOAMK
pEAIM30BAHO HA KMCTOYHUKAX CHUHXPOTPOHHOIO H3JIYYCHHS, YTO CYIIECTBEHHO
OTpaHUYMBAET WX TMpUMeHeHue. JlabopaTopHble CHCTEMBI, CIOCOOHBIC
OCYIIECTBJISATh KOHTPOJIb CTPYKTYpPHO-(Da30BBIX HM3MEHEHHUW B Marepuaigax B
IIMPOKOM JHara3oHe TeMIIepaTyp B Ta30BOM cpejie, elle He pa3padoTaHbl.

Takum o00pa3om, guccepTaliioHHas paboTa HampaBieHa Ha CO3JaHHE
WHCTPYMEHTAJILHO-METOJIMYECKOTO JTUPPAKIIMOHHOTO KOMIUIEKCA JUIsl KOHTPOJIA
CTPYKTYpHO-()a30BbIX H3MEHEHHMM B MaTephajaX B YCJIOBHUSX IOBBIIIEHHON
TEMIIEPATYPhI U TA30BOM CPEBI.

Jnst AOoCTHOXKEHUsSI TIOCTABJICHHOW 1I€JIM HEOOXOJUMO PEIIUTh CIEAYIOIIUe
3a/1a4u:

1. Pa3pabGortaTes u peanu3oBaTh PEHTTCHOAUGPAKIMOHHBIN KOMIUIEKC s
KOHTpoJsi (a30BOTO COCTaBa U CTPYKTYphl MATEpPHAJIOB C BPEMEHHBIM
pa3pelIeHUEM B YCIOBUSAX BO3IAEHUCTBHUS BBICOKOW TEMIIEPATYPHI U Ta30BOM CPEJIBL.

2. PazpaboTaTh METOAMKY MOJIydeHHUs TUGPAKTOrpaMM B pekume in Situ mpu
TEPMUYECKOM BO3JECHUCTBUU U ACHCTBUU ra30BOM CPEJIBI.

3. [IpoBectu ampoOaruio pa3pabOTaHHOTO KOMILJIEKCA Ha
AKCTIIEPUMEHTAIIbHBIX 00pasiiax Mpy MOBBIIMICHHOW TeMIIepaType U B Ta30BOU cpefie
C 1ETBI0 JEMOHCTpAIlMM BO3MOXKHOCTEH KOHTPOJIS (Da30BBIX U CTPYKTYPHBIX

U3MEHCHUMN MaTCpUaJIOB B JUHAMHKC.
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I'/TABA 2. JTADOPAKIIUNOHHBIN KOMIUIEKC JJIA

HNCCIEAOBAHUA U KOHTPOJIA ®A30BbIX U CTPYKTYPHbBIX
W3MEHEHMI B PEXKUME IN SITU C PASPEILIEHUEM 11O BPEMEHHU

2.1 Cxema n1u(ppakumoOHHOI0 KOMILIEKCA

JInbpaKkIMOHHBI KOMILIEKC Uil MCCIEA0BaHUs (Da30BBIX U CTPYKTYPHBIX
U3MEHEHUN B MOJUKPUCTALUIMYECKUX MaTepuajax B YCIOBUAX MOBBIIMICHHON
TEMIIEpaTypbl W Ta30BOWM cpeae Obul paspaboTaH Ha Oasze 1abOpPaTOPHOTO
pentreHoBckoro audpakromerpa Shimadzu XRD 7000S. [dudpaxiuoHHbII
KOMIUIEKC COCTOUT M3 3 OCHOBHBIX 3JIEMEHTOB: PEHTT€HOBCKOI TPYOKU C MEIHBIM
aHOJIOM, BBICOKOCKOPOCTHOTO MAaTPUYHOTO JETEKTOpa M CHCTEMBI MOJAaud Ta30B
HOJIKJIFOUEHHOU K BBICOKOTEMIIEPATYPHOM ra30pa3psiiHON Kamepe.

B  kadyecTBe HCTOYHMKA M3IY4YCHHs]  HUCIOJB3YyeTCS  CTaHAapTHAsS
PEHTI€HOBCKasi TpyOKa C MEIHbIM aHoJoM. lcrmonb3oBaHHE MEIHOTO aHoja
00yCIIOBJIEHO OTHOCUTENIbHO HU3KON CTOMMOCTBIO MPOU3BOICTBA U MAJIOH JUIMHOM
BonmHbl u3nyueHus (A =154 A). PenrreHosckue TpyOKM € MeIHBIM AHOOM
UCIOJIB3YIOTCSL  JUIsl HUCCJIEOBaHMsI OOJBIIOTO CIEKTpa MaTepuajoB, Kpome
KEJIe30CoIepKaIUX, TaK KaKk Ha HUX MPOUCXOIUT CHIIBHOE paccesHue (OTOHOB,
MIPUBOIAIIECE K 3HAUUTETHPHOMY YBEIHMUCHUIO YPOBHS (OHA.

UccnenoBanne cTpykTypbl U (ha30BBIX MpEBpalIeHUNd B 00pas3nax Mo
NEUCTBUEM BBICOKOU TeMIIEpaTypbl o0ecreunBaeTcs 3a cyer
BoIcOKOTeMIieparypHori kamepsl HTK 2000N (pucynok 2.1). Harperartesb
MPEACTABIAET COOOM METATMYECKYIO IJIACTUHY M3 BOJb(dpama WU TUIATHHBI,
HarpeB KOTOPOH OCYIIECTBIISIETCS PE3UCTUBHBIM  METOJIOM. PerymmpoBka
TEMIIepaTyphl MPOUCXOIUT BEIUYUHON TPOITYCKaeMOTO TOKa U KOHTPOJIUPYETCS
Bosib(pam-penueBoir Tepmonapoid (W3Re/W25Re) nns W HarpeBatenss wiu
mwiatuHopoaueBoit (Pt/Pt10RN) B ciiyuae Pt narpesatens, npumnassHHON K 00paTHOM
CTOpOHE paboueld TOBEPXHOCTH IUTACTHHBL. BoabhpamMoBBId HarpeBaTelb

npeaoCTaBIACT BOSMOXHOCTE ITPOBOJAUTE MUCCIICAOBAHUS B JHAIIA30HE TEMIICPATYP
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(25-2300)°C. Hcmonb3oBaHWe  IJIATHHOBOIO  HAarpeBareiass  oOecredyrBaeT

IIPOBEJICHHUE SKCIICPUMEHTOB B Juana3one temmeparyp (25-1600)°C.

2018-08-27 17:34

Pucynok 2.1 — OOmuii BUI PEHTIEHOBCKON BBICOKOTEMIIEPATYPHOH KaMepsl

HTK 2000N (a) 1 BHyTpeHHEE YCTPOMCTBO IJIACTUHBI HarpeBaTess (0).

[IpoBeneHue SKCIIEpUMEHTOB B pexkumMe IN Situ oOecrieymBaeTcsi 3a cyeT
BBICOKOCKOPOCTHOTO IHPOKOYToJbHOTO JeTekTopa OneSight (pucynok 2.2). On
MPEJICTaBISIET COOOM JIMHEHHBIM KPEMHHUEBBIA MYIBTHIIONOCHBIA 1280-KaHambHBIN
MaTpUYHBIN JETEKTOP, ObICTpOIEHCTBHE KOTOpOro [IPEBBILIACT
cuuHTWUISIIHOHHBIE B 100  pa3. [letektop cmoco0eH perucTpupoBaTh
Tu(paKkIMOHHBIE KapTUHBI B JBYX PEKHMMax: C MEPEMEIIEHUEM TOHUOMETpA U B
(¢uKCHpOBaHHOM JMana3oHe YrioB. Bo BTropoM pexume nudparupoBaHHas
MHTEHCUBHOCTh PETUCTPUPYETCS B IUana3oHe yriioB ~18°. Bpems skcno3unuu B
3TOM CJIy4ae BapbUPYETCA OT HECKOJBKUX CEKyHJ 1O JECATKOB MHHYT B
3aBUCUMOCTH OT HEOOXOIMMOCTHM B XOJA€ TPOBENCHUS SKCIEPUMEHTA.
TexHuueckne XapaKkTEPUCTHKU  BBICOKOCKOPOCTHOTO  nerekTopa  OneSight

npeacTaBiieHbl B Tabnuie 2.1.
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Pucynoxk 2.2 — O0muii BHI BEICOKOCKOPOCTHOTO AeTekTopa OneSight

Tabmuua 2.1 — TexHUYECKHE XapaKTEPUCTHKUA BBICOKOCKOPOCTHOIO
netextopa OneSight
Monens FD-1001
JIuneiika 0OpaTHO CMEIIEHHBIX P-N
YHyBCTBUTEIBHBIN 3JIEMEHT
Mepexo0/ioB
[IpuHIUT AETEKTUPOBAHUS Cuer 0MHOYHBIX (POTOHOB
KonuyecTBo kaHanoB 1280
AxTuBHas 0651aCTh (00JIACTH PETHUCTPAIIH ) 64 x 8 MM°
[IIupuHa ogHOTO KaHaa 50 MKM
Jlnama3oH sHEpruit (5-30) xaB
OxnaxjaeHue He TpedyeTcs
Pazmepsl 72 mMm % 100 MM x 24 MM
Macca 280 rp.
Pexxum ukcupoBaHHOTO Mana3oHa yIiioB na
YrnoBoe pazpenieHue 0,0104 rpanyca
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Co3nanue WHEPTHOW M arpecCUBHOM Cpelbl OCYILECTBIISIETCA 3a CUeT
KOHTPOJIMPYEMOM CHCTEMBbI TOJaud Ta30B pa3pabOTaHHONW B  OTIEICHUU
HKCIIEPUMEHTAIbHON  (u3ukun TOMCKOro MOJMTEXHUYECKOTO YHUBEPCUTETA.
[IpuHnMnuanbHass cXxema Ta30BOM CHUCTEMBI  pa3padOTaHHOTO KOMILIEKCa

MpejCTaBlIieHa Ha pUCyHKe 2.3.

é

>
o

5

f

Pucynok 2.3 — [IpunnunuansHas cxeMa qudpakiiMOHHOTO KoMIuiekca: 1 — 6amioH
WHEPTHOTO rasa (aproH, rejivii); 2 — reHepaTop BOJA0pOoa; 3 — ra30BbIM CMECUTEIb;
4 — xaMmepa BPEMEHHOTO XpaHEHHUs rasza; 5 — BBICOKOTEMIIEpaTypHas KaMepa;
6 — BakyyMHBIH mocT, 7, 8 — HIaT4yuKu JaBIeHHUS; 9 — Ta30BBIA PEIyKTOD;

10, 11, 12, 13, 14, 15 — kpaHbl py4HOTO yIpaBICHUS

Cucrema ocHallleHa CMEHHBIM OaJsIOHOM HWHEPTHOrO Tra3a, reHepaTopoM
BOJOPO/Ia, KAMEPOW BPEMEHHOTO0 XpaHEHHUS Tra3a, Ta30BbIM CMECHUTENIEM, ra30BbIM
PEAYKTOPOM, JABYMsS JAaTYMKaM{ JABJIICHHs, KpaHAMU pYYHOIO YIPaBJICHUS
HallyCKa Ta3a M BaKyyMHBIM IIOCTOM, COCTOSIIIMM M3 (POPBAKYYMHOIO U
TypOOMOJIEKYJISIPHOTO HacocOB. Pojb MCTOYHMKOB ra3a BBINOJHSIOT OaJJIOHBI C

reJin€M, aproooMm ©Hu BOJAOpOdaM, a TaKiKE TI'CHEpATOp BOAOpPOAA. B cucreme
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peann3oBaHa BO3MOXHOCTh IMOJA4M JBYX Pa3JIMYHBIX I'a30B, a TAKXKE MX CMECH.
Jlyis moy4deHus: CMeCH Ta30B B HEOOXOAUMOM MPOIMOPLMHU HCIOJIb3YETCsl Kamepa
BPEMEHHOI'O XpaHeHus rasa. Kamepa BpeMEHHOro XpaHEHMs ras3a MpeACTaBisIeT
co00# M30JIMPOBAHHBINA cocyn oObeMoMm 155,5 cM® ¢ TommuHol crenkn 0,4 cM u
MaKCUMaJbHBIM pabouuM naBieHueM 2 atMmocgepsl. Kamepa usrororieHa u3
HHUKeneBoro cymep cmaBa Inconel 600, sneMeHTHBIE COCTaB  KOTOPOTO
npencTaBieH B Tabmuie 2.2. Pacyer He0OX0IUMOM 7151 SKCIIEPUMEHTA MPOTOPLIUU
ra30B OCYLIECTBIISIETCS, OCHOBBIBASCh HA U3BECTHOM O00BbEME KaMephl BPEMEHHOIO

XpaHEHUs.

Tabmuua 2.2 — Xumuueckuii cocras cruiasa Inconel 600
Ni+Co Cr Fe C Mn S Si Cu
72,0% | 14,0-17,0% | 6,0-10,0% | 0,15% | 1,0% [0,015% | 0,5% | 0,5%

OCHOBHBIM COEIMHUTEIBHBIM 3JIEMEHTOM BCEX Y3JIOB CHUCTEMBI SIBJISIETCS
ra3oBbIil CMECUTENb, MPEACTABISAIONMNA TOJBIA IWIMHAP C  (JIaHIEBBIM
COEIMHEHUEM JUIsl JaTYMKa JABJICHHS U MATHIO OTBOJAMH JUISl MOJKIIOUEHUS K
ra3oBoil Maructpajivi. ['a30BbIii CMECHUTENb, M3TOTOBJICHHBIA W3 HEPKaBEHOIIEH
ctanu mapku 12X18HIOT, umeeT 2 oTBOAA 11 MOAKIIOYEHUSI UCTOYHUKOB Trasa,
2 0TBOMA A COCTMHEHUS KaMephbl BPEMEHHOTO XpaHeHusT U
BBICOKOTEMIIEpaTypHOU kaMephl U 1 oTBOI Jj1si cOpoca ra3a (MM CMECH ra3oB) B
BO3NyIIHYI0 artMmochepy. OOmui BHUI Ta30BOTO CMECUTENS TMPEJCTaBIEH Ha
pucynke 2.4.

JlaBneHue KOHTPOJHMPYETCS C TMOMOIIbl0 BakyymmerpoB DualTrans
MicroPirani/Absolute Piezo 910 moak r04eHHBIX K BBICOKOTEMIIEPATYpPHOU KaMepe
M Ta30BOMY  CMECHUTEN0. TeXHHYECKHe  XapaKTepUCTHUKU  YKa3aHHBIX

BaKyyMMETPOB MpEJCTaBICHbI B Tabnuie 2.3.



Pucynoxk 2.4 — O0muii BHI OCHOBHOTO COSIUHUTEIHLHOTO 3JIEMEHTA

BakyymupoBanue cHCTeMBl  00€CIIEUMBACTCS  BAKyyMHBIM  IIOCTOM,
cocToAmuM H3 (HOPBAKYyMHOTO W TypOOMOJIEKYJISIpHOTO HacocoB. KomOwHarms
(dbopBaKyyMHOTO U TypOOMOJEKYISIPHOTO HACOCOB IMO3BOJISIET OTKA4aTh ra3bl JI0
OCTAaTOYHOrO JaBNeH s mopsiaka 8107 moap.

Jlnst obecrnieueHnsi pabOTOCTIOCOOHOCTH W TEPMETUIHOCTH CHUCTEMBI Obliia
UCIIOJIb30BaHa CIIEAYIONas BAKyyMHAas apMaTypa: UTOJIbYaThic BEHTUIIH, TPYOHbBIS
00KMMHBIE (UTHHTH U (PTOPOILIACTOBAS TPYOKa B KaUeCTBE Ta30BOM MarucCTPaJIH.
Martepuansl OCHOBHBIX Y3JIOB, Ta30Bas MarucTpajib, a TaKKe COCAMHHUTEIbHBIC
DIIEMEHTHl TMOJIOMPATUCh C YYETOM MOCITUPOBAHHS YCIOBUH BO3JCHCTBUS

arpecCUBHBIX Cpel.
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Tabmuuna 2.3 — Texumueckue Bakyymmerpa DualTrans MicroPirani /

Absolute Piezo 910

YyBCTBUTEIBHBIN 3JIEMEHT

natyuk [upanu

IIbC30JaTUYHNK

Jlnamna3oH JaBJICHUI

(1-10” = 1500) Topp

Tunel pabounx ra3on

BO3/YX, apTOH, T'€JINi, a30T, BOJAOPOI,

BOJISTHOM T1ap, YIJIEKHUCIIBINA a3, KCeHOH, HEOH

Juama3oH pabodux TemrepaTyp

(0-40) °C

[IpoToxkoi cBsA3U

RS485/RS232 (4800-230400 OUT B CEKYHIY)

AHaJIOrOBBIi BXO/I

(1 +9,2) BOJIBT, HAIIPSDKEHUE — MIOCTOSHHOE

AHAaJIOTOBBIN BX0]1 (pa3pellieHue)

16 our

3azepKKa U3MEPECHUS

o 100 mcex

Tpebyemoe 311. TUTaHKE

(9 + 30) BoJbT,

HAIIPpsZKCHUEC — ITOCTOSSHHOC

To4HOCTH N3MEpPEHUS

(5:10™ = 1-10°) Topp

+ 10 % OT u3BMEpPEHHOTO

(1-10° + 11) Topp

+ 5 % OoT u3MepeHHoro

(11 +~ 1000) Topp

+ 0,75 % oT nu3MepeHHOro

[ToBTOpsieMOCTh M3MEPEHUS

(5:10% = 1-10°) Topp

+ 8 % OT U3MepeHHOro

(1-10° = 11) Topp

+ 2 % OT U3MEPEHHOTO

(11 +~ 1000) Topp

+ 0,2 % oT u3MEpPEHHOT O

[IpenenbHOE NaBiIeHUE

2250 Topp

Bec

170 rp.
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JudpakmoHHBId KOMIUIEKC B pexuMme INSitu B ra3oBoil cpeae mpu
NOBBILICHHON TeMIiepaTtype paboTaeT CAeAyOMUM 00pa3oM: OTKPBIBAIOTCS KPAaHbI
12-14 wm cucremMa BakKyyMHpyeTCS TMpU TMOMOIIM BaKyyMHOro Tmocta 6
(cMm. puc. 2.3). OcraToyHOE JaBJICHHE, KOHTPOJIHMPYEMOE JaTdukaMud 7 W 8, He
IOIDKHO mpeBbImiath 2-10™ MGap. anee 3akpbiBacTes KpaH 12, OTKpBIBACTCS KpaH
10 1 mpou3BOAMTCS HAIMyCK rasa w3 OayioHa 1, CKOpPOCTh MOJayu KOTOPOTO
3agaercs peaykropoM 9. KoHTposb naBiieHUs raza B ra30BOM CMECHUTENE 3 U
KamMepe BPEMEHHOTO XpaHEHHs 4 OCYIIECTBISETCS nardyukom 7. Jlns mosrydeHus
CMECH ra3oB 3akpbiBaroTcs Kpanbl 10 u 13, oTkpbiBaeTcs kpaH 12 1 nponu3BOAUTCA
OTKayKa BaKyyMHBIM IIOCTOM 6. Jlasiee 3akpbIBacTCsA KpaH 12, OTKPBIBAIOTCS KPaHbI
11 m 13 u npousBoaAMTCS HAMyCcK Bojgopoaa u3 reHeparopa 2. I[Ipu goctmxeHun
HEOOXOJMMOW MPOMOPIMU cMecH Ta3oB KpaH 11 3akpeiBaercs. IlapamiensHo
OCYLIECTBIISIETCS JIMHEUHBIN Harpes UCCIIETYEMOTO oOpasia B
BBICOKOTEMIIEPATYPHOU KaMepe 5 pEe3UCTUBHBIM METOAOM J0 TEMIEPATYPBI U CO
CKOPOCTBIO  3aJjaBacMble  yCJIOBUAMM  MpOBEJAEHUs dKcnepumeHta. llpu
JNOCTH)KEHHUH TpeOyemoi YCIIOBUSIMU DKCIIEPUMEHTA TEMIIEPaTyphI
BBICOKOTEMIIEpATYpHasi Kamepa S5 H30JMpyeTcs OT BaKyyMHOro rmnocta 6
nepekpelTheM KpaHa 14. T'a3 wiam cMech Ta3oB NOJAETCd B KaMepy IyTeEM
OTKpBIBaHUs KpaHa 12.

Peructpanmss ~ 1udpakuMOHHBIX ~ KapTUH  HCCleoyeMoro  ooOpasna
OCYLIECTBJISIETCS.  BBICOKOCKOPOCTHBIM  JIETEKTOpPOM.  Bpems  skcno3unuu
BApbUPYETCS OT HECKOJIbKUX CEKYH]l /0 JECSITKOB MHUHYT B 3aBUCUMOCTH OT
ycioBuid  akcnepumeHTa. [lapamerpel  3anmucu  audpaktorpamMmm  (Bpems
HKCIO3UINH, TUATIa30H YIII0B 20, CKOPOCTh CKAHUPOBAHUS, PEKUM CKaHUPOBAHUS )
3a/1al0TCsl  CIIEUUATbHBIM TPOTPaMMHBIM  00€CIIEUeHUEM, YCTAHOBJIEHHOM Ha

IICPCOHAIIBHOM KOMIIBIOTCPC.
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2.2 OTpadoTKa MeTOAUKH MOJIyuYeHus TuGpaKTorpaMm ¢ paspelieHueM

110 BpEMEHHN

OTpaboTka METOIUKHU MOTYYCHHS AUPPAKIIMOHHBIX KAPTUH C pa3pelieHueM
10 BpeMEHU Ha pa3paboTaHHOM KOMIUIEKCE OCYIIECTBISIACh B J1Ba aTamna. [lepBbIit
ATal XapaKTepu3yeTcs perucTpaiuerl audpakrorpamMMm CTaHIApPTHOTO o0pasia
nopouika KpeMmMHus: 4uctorod 99% u aucnepcHoctero 40-50 MM B mporuecce
HarpeBa B peakuuoHHoM kamepe HTK-2000N ot 30 mo 700 °C co ckOpOCThIO
5°/mMuH B BakyyMe cO BpeMeHeM skcrno3unuu 2 muH/Kaap. [lpu temmepatype
700 °C oOpa3zer BbepkuBaJICS B TeueHHEe 60 MUHYT IS POBEPKH CTAOMIBHOCTH
cuctembl. Cepust IudpakTorpaMM B JUara3oHe yrioB mo 20~(27+57)° B mporecce
JUHEWHOTO HarpeBa NpeJCTaBlIeHa Ha pHCyHKe 2.5. XapakTep MOBEACHHUSA

pedrnekca 311 kpeMHUS OTpakeH Ha PUCYHKE 2.6.

Si (111)
Si mopomoxk
T=30-700 °C, 5°/mun

Si (220)
T=2 MUH/Kaap
Si (311)
1700 °C

20, rpaaycel
Pucynox 2.5 — OOmuit Buj AudpakTorpaMm CTaHAAPTHOIO KPEMHHUEBOTO 00pa3ia

B Ipolecce auHerHoro Harpesa a0 700 °C
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Si mopomok
T=30-700 °C, 5°/mun
T=2 MHH/Kaap

T=T00"C

20, rpagycsl

Pucynox 2.6 — Xapakrep moseaenus peduiekca 311 kpemHus B mporecce

nuHeitHoro Harpesa 10 700 °C

[Io u3MEHEHWIO TMOJOXKEHUS pe(]IeKCOB CTaHAAPTHOTO KPEMHHEBOIO
obOpasma ¢ pocToM TeMmIepaTypbl (HJIM CO BPEMEHEM B IpoIlecce HarpeBa) ObLIO
ONPEACICHO W3MEHEHUE IapaMeTpa »JJIEMEHTAPHOM SYEWKHA CTaHAAPTHOTO
nopomika kpemHus. Ha pucynke 2.7 mnpencraBieH Trpaduk 3aBUCUMOCTH
napaMeTpa a KpeMHHUEBOTO oOpasiia ¢ KyOMueCKOW CUHTOHHMEW OT TeMIlepaTyphl.
Koaddumment trepmuueckoro pacmmpenus (KTP) nns kpemHust Obl1 paccuuTan
o JMHEWHOMY Yyd4acTKy KpuBoi B nauamasone temmeparyp (30-700)°C. B
MIPOBEJICHHOM JKCIIEPUMEHTE KOAPHUIIMEHT TEPMUUECKOTO PACIIUPEHUS] COCTABUII
4,9-10'6 C'. Mo Ta6muunbM nanHbiM KTP st kpeMHUsS UMEET J0CTaTOYHO
IIMPOKUN JIMAaNa30H 3HAYEHHM OT 2,4-10'6 c? bi (o) 5,1-10'6 C'l, MOTy4YE€HHBIN

pe3yJIbTaT JEKUT B TOITyCTUMOM HHTEPBAJIE.
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Pucynok 2.7 — 3aBUCHUMOCTD MapamMeTpa a dJeMEHTAPHOU SYEHKH KPEMHHUS OT

TEMIEPATYPHI

Ha Bropom »Jtame oOTpabOTKHM METOAMKH ObUIM MpoBeacHBI iN Situ
TUu(paKIIMOHHBIE U3MEPEHUS TI0 BOCCTAHOBJICHHUIO YJIBTPAAUCIICPCHOTO MOPOIITKA
OKCHJIa MEJ B IOTOKE BOJOPOJA B M30TEPMHUSCKUX yCIOBHSX. J[Js morydeHus
MOPOIIIKA OKCHJIa MEIW OBLI HCIOJIb30BaH IOPOIIOK MEIH, CHHTE3MPOBAHHBIN
METOJIOM 3JICKTPOB3pbIBa. CHHTE3MPOBAHHBIN MEIHBIN MOPOIIOK OBLI TOIBEPKEH
TepMUYECKO 00paboTke B aTMOCc(epHOH meun mpu Temiieparype ot 25 go 500 °C
B TeueHne 1 waca. JluppakrorpaMMbl HCXOJHOTO MEIHOTO TIOPOIIKA U

CUHTE3UPOBAHHOTO OKCH/Ia MEJIU MPEACTABICHBI HA pUCYHKE 2.8.



50

HNHTEHCHBHOCTD, OTH.€/I.

=

il e o s

R P PR S GO USRS NSRRI SRR M SSRGS - =P

30 40 50 60 70 80
20, rpagycsi
Pucynok 2.8 — [ludpakTorpaMMbl MEIHOTO MOPOIIKA (YepHAast TUHUS) U OKCHIA

MeJ (CUHSIS JIMHUS ) TIOCJIE OTKHUTa

[Io pe3ymbraTaM pPEHTIEHOCTPYKTYPHOTO aHajin3a HCXOJHBIA MOPOIIOK
COJIEPKUT TOJNBKO a3y Menu ¢ KyOMYecKOW TIpaHEIeHTPUPOBAHHOM PEIICTKOM
(a=0,3615 ©um). TemneparypHas oOpaboTka B BO3AYIIHOW cCpeAe MNPUBOAUT K
dbopmupoBanuio 3 dazHoi cucremsl coctoseit u3 CuO, Cu,0O nu Cu. O6seMHOe
conepkanue ¢gazpl CUO ¢ MOHOKIIMHHOW CHHTOHHMEH cocTaBiisieT Ooiee 98%.

BoccraHoBieHue nopoiika oKCHaa MeA IPOBOAMIIOCH B BOAOPOAHOM cpeie
npu nasienun Bojopoaa 0,5 armocdep. Ilopomok momemnancss B peakmoOHHYIO
KaMepy, Harpesalics B Bakyyme mopsjka 2-10™ mGap mo Temmeparypst 200 °C,
3aTeM ToJIaBaJics BOAOPO]I MO MaBieHrneM. J(udpakrorpaMmMbl perucTpupoBaIiCh
MO3UI[MOHHO—YYBCTBUTEIBHBIM JICTCKTOPOM B JMana3oHe yrioB mo 20~(30+53)°
CO BpEMEHEM JKcno3uiuu 1 Mun/kazap. B ykazaHHOM auamna3oHE YIJIOB Ha JIMHE
BoTHBI A = 0,154 HM pacmoONOKEHbI CaMbleé MHTCHCUBHBIC PEQIICKCHI, KaK MeE[H,
Tak ¥ okcuaa meau. Cepust AudpakTOrpaMM IMpoliecca BOCCTAHOBICHUS MeEIU

Mpe/cTaBlieHa Ha pUCyHKe 2.9.
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Pucynok 2.9 — Cepus qudpakTorpaMmm mpolecca BOCCTaHOBICHUS MEIN U3 OKCHIA

MCIHU 110 AABJICHHCM BOJOPOJa B U30TCPMHUUCCKUX YCIOBUAX

B mporiecce BOCCTAaHOBICHHMS HAOIOAACTCA CHIDKEHHE HMHTCHCHBHOCTH
pedieKCOB OKCHAa MEIW M POCT HMHTCHCHMBHOCTH PE(PIICKCOB METaTMUCCKOM
menn. TlonHas KOHBEpCHS OKCHIAa MEOM IMPOUCXOAUT 3a BPEMs DKCIEPUMEHTA
paBHOE 13 MuHyTaM.

[IpoBeneHHbIe H3MEPEHUS IEMOHCTPUPYIOT BO3MOXKHOCTH IPOBEICHUS
InSitu  audpaKIMOHHBIX HCCICIOBAHUN Ha pa3pabdOTAHHOM KOMILIEKCE MPH
BBICOKMX TEMIEpaTypax M B Pa3IMUYHBIX CpPelax C paspeuicHHEeM 10 BPEMEHHU
nopsaka MHHYTBL. Takue HCCIeqOBaHUS IIO3BOJAT H3ydaTh (Pa3oBhIE W

CTPYKTYPHBIC U3BMCHCHHA B TBCPJBIX TCJIaX IIOA HeﬁCTBHeM BHCIITHUX YCJIOBI/Iﬁ C

YMEPCHHBIMU CKOPOCTAMMU.
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2.3 Anpobanusi TUPPAKIHOHHOT0 KOMILIEKCA HA TEXHUYECKH YHCTOM

THTAHE

Jist  ampoOanuu  BO3MOXKHOCTEH — pa3paboTaHHOTO  IU(PPaKIIMOHHOTO
KOMILJIEKCA JIJISl UCCJIENOBAHUSI CTPYKTYPHBIX M (ha30BbIX M3MEHEHHUUM B CHUCTEME
METaJuI-BOJOpOA ObUT BBIOpAaH MOPOUIOK TEXHUYECKHM YHUCTOTO TUTAaHA MapKu
BT1-0, nosy4eHHBII METOJIOM TUIA3MEHHOM aTOMHU3AIlMU B CPE/ie MHEPTHOIO ra3a.
Yacruipl noporika aucnepcHocThio (20+80) MxkM umenu chepudeckyro Gopmy.
Ha pucynke 2.10 npencraBienst COM  u300pakeHHs HMCXOJHOTO TOPOIIKA
TeXHUYECKH yucToro TuTaHa Mapku BTI1-0. Cpemnuii pasmep 4acTHI[ MOPOIITKA
coctaBimsul 19,4 MkM, HauOoOJIbIIIME YACTULIBI UMeNU pazmep 75 MkM. bombinas
4acTh HCCIEIyeMOro TOpollKa umena aucnepcHocTh (6+30) Mmxm. DazoBbie
nepexoibl W W3MEHEHHUS CTPYKTYPHBIX IapaMeTpoB B MaTepuaie ObLIu
MCCJIEIOBAHbI B MIPOIIeccax JIMHEHHOT0 HarpeBa, ra3oha3Horo HaBOJJOPOKUBAHUS U
oxJaxaeHus. B mporeccax HarpeBa, HaBOJAOPOKUBAHUS M OXJIKICHUS
PETUCTPUPOBATKUCH JAUPPAKIIMOHHBIE KApPTUHBI CO BPEMEHEM JKCIIO3UIIUU
5 muH/Kaap B nuama3one yriaoB audpakmun 20 ~(30-55)°. OmeHka BO3MOKHOCTEH

p33pa60TaHHOFO KOMINJICKCA IIPOBOAMJIACH B YCTBIPC dTallad.

Pucynox 2.10 — COM u300pakeHHsI MOPOIITKA TEXHUISCKHA YUCTOTO TUTAaHA MAPKH

BT1-0 npu pasnuunbix yBenudenusx: X500 (a), 10000 (6)
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Ha mnepBom »stame oOpasupl NOMEMIATHCh B PEAKIHOHHYIO Kamepy,
BaKyyYMUPOBAIINCH 0 OCTATOYHOr0 AaBieHust 2+ 10™ MGap ¥ IHHEHHO HArpEeBAINCh
ot komMHaTHOU Temneparypsl 10 500 °C co ckopocthio 5°/MuH. Ha pucynke 2.11
MIPEACTABIICHBI TU(PAKIIMOHHBIE KApTUHBI TEXHUYECKHW UYHUCTOTO THUTAHA MapKu

BT1-0 B mponecce nuHelHoro Harpesa B Bakyyme 10 500 C.
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Pucynok 2.11 — TudpakrorpaMMbl MOpPOIIKAa TEXHUYECKH YMCTOTO TUTaHA MapKu

BTI1-0 B mpouecce IMHEWHOTO HarpeBa OT KOMHaTHOM Temrieparypsl 40 500 °C

Pe3ynbraThl pEHTIEHOCTPYKTYPHOIO aHalIM3a IOKa3alu HaJuyue B
UCXOAHOM 00pa3slie MOpoUIKa TEXHUUEeCKH yucToro tutana mapku BT1-0 tonbko
o ¢a3bl TUTAHA C TEKCATOHAIBHON IIOTHOYMAKOBAHHOW PEIIETKOM ¢ apamMeTpaMu
a=0,29518m u ¢ = 0,4689 aMm. YBenuueHue TemmepaTypbl MPUBOAUT K CIABUTY

BCceX peduiekcoB o a3kl B CTOPOHY MaJIbIX YIJIOB, YTO CBUJIETEILCTBYET 00
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YBEIMYEHUH  NApaMeTpOB  KPUCTAUIMYECKOM  CTPYKTYpPhl  BCIEICTBHE
TEPMHUYECKOTO pacIIMpeHus uccieayeMoro oopasma. [lo u3mMeHeHno moaoKeHus
pedIeKCOB € pPOCTOM TeMIlepaTypbl ObUIO ONPEECICHO HW3MEHEHHE MapaMeTpoB
AIIEMEHTApHON SUYEHKM MOPOIIKAa TEXHUYECKH YUCTOro TuTaHa. Ha pucynke 2.12
IpeJCcTaBiIeHbl TpaduKy U3MEHEHUs IapaMeTpa a (KpacHas KpuBas, OCb OpAMHAT
clieBa) U ¢ (CHHSIS KpUBas, OCh OpPJIMHAT CIIpaBa) C pOCTOM TEMIIEPATYpPbI HAarpeBa.
B wuntepBanie temmnepatyp (25-500) °C mo nMHEWHBIM y4acTKaM KPHUBBIX ObLIH
paccunuTaHbl KOAPPUIUEHTH TEPMUUYECKOIO PACHIMPEHUS MOPOIIKA TEXHUUYECKH
yucroro tTutana mapku BT1-0. Pa3opoc Tabinunbix 3nauenuit KTP s tutana B
YKa3aHHOM TEMIIEPATYPHOM Amamnasone coctasmsier ot 7,7-10° C o 10,4-10° C
' TMomyueHHbIe U3 SKCIIEPUMEHTA 3HAUCHHS TOMAAIOT B JAHHBI MHTEPBAI, YTO

CBUJIETENBCTBYET O KOPPEKTHOCTHU pabOTHI MpHOOpa.
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Pucynox 2.12 — 3aBUCHMOCTh TTapaMeTPOB AIEMEHTAPHOMN STYCHKU MTOPOIITKA

TEXHUYECKHU YUCTOro TuTana Mapku BT1-0 ot remnepaTypsbl



55

Ha BTOpoM 3Tane ampoGaiuu npoBOJMIOCH ra3o(a3HOe HABOJOPOKUBAHUE
uccinenyemoro obpasua npu Temmeparype 500 °C U MOCTOSHHOM JaBJICHUU
0,5 armocep. Bpems skcnoszunmu  Kaxaod gudpakTorpaMMbl - COCTaBIISLIIO
5 MuHYyT, nuamnazoH yrioB gudpakmun 20~(32-42)°. ®da3oBble TEpeXOabl B
CHCTEeME THUTaH-BOJOPOJ B  TMpolecce Ta3o(a3sHOro  HaBOJAOPOXKHBAHUS

MpeCTaBJIeHbl Ha pucyHke 2.13.
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Pucynok 2.13 — da3oBble mepexo/ibl B MOPOIIKE TEXHWYECKU YUCTOTO TUTAHA
mapku BT1-0 B mponecce ra3zoa3HOro HaBOJOPOKMBAHMS TPH MOCTOSHHOM

nasienuu 0,5 at™. u temneparype 500 °C

Ha nepBoii cranuu HaBogopoxkuBanus (0-15 muHyT) Ha AudpakTorpaMmax
He HaOJIoAaeTcs CyIIECTBEHHBIX H3MEHEHUH, UYTO CBSI3aHO C PACTBOPEHHUEM
BOZOpoza B o (aze TuTaHa. bosnee Toro, mpouecc HACHIEHUS BOAOPOIOM MOKET
OBITh OCJOKHEH HAJIMYMEM OKCHUIHOM IJIEHKM Ha MOBEPXHOCTH YACTHUIL MOPOILKA
[70]. VBenuueHwe BpeMeHH HaBOJIOPOXHMBAaHUS 0 20 MHUHYT TPUBOIUT K
nepepacnpeieieHHi0  MHTEHCUBHOCTEH, B pe3yJbTaTe KOTOPOH MPOUCXOJUT

yBEIMYECHHE WHTEHCUBHOCTU pedaekca B HampaBienuu (100). Dtor daxr
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CBUACTENLCTBYET O  (QopmupoBanuu  ¢assl O TuUApUga  TUTaHa  C
TpaHElEHTPUPOBAHHON KyOudeckoil pemeTkoil, peduekc (111) xoTtopoi
nepekpoiBaeTcss ¢ pediekcom o (a3l B HamparieHuu (100). Hapsay ¢
dbopmupoBanreM O TUIpUAA Ha naudpakTorpammax mosBiseTcs B daza TMTaHa C
00bEMHOIICHTPUPOBAHHON KyOMYECKON KPUCTAIMYECKONU CTPYKTypou. M3BecTHO,
YTO HACBIIEHUE BOJOPOJOM TEXHHUYECKH YUCTOTO THUTAHA CIOCOOHO CHUXAaTh
Temmneparypy noiaumopdHoro mpeBpamieHus o — B [71]. anpHeiee
HABOJOpOXKUBaHUE (25 MUHYT) MPUBOJIUT K POCTY cojepkaHus ¢a3 6 Tujpuaa u
 TMTaHa, a TaK)Ke K MOSBICHUIO METACTaOUILHOM (ha3bl y TuApuIa TuTaHa. Bpems
XKU3HU MeTacTaObunbHOM (a3el coctaBisieT 35-40 munyT. Ilocie 65 wmunHyt
ra3oda3Horo HaBOJOpOXUBaHUA pedaekchl [ ¢aspl u  y THApUIA  Ha
TU(PaKIMOHHBIX KapTHUHAX HE HaOMI0NAI0TCs, YTO CBSI3aHO C PAa3JI0KEHUEM
MeTacTaOWiIbHOW (a3pl TUApPUAA THUTAaHA U TOJHBIM IEPEXOJOM THUTaHa B
craOuibHbIN O ruapui. Takum oOpa3om, nporecc razoha3HOro HaBOAOPOKUBAHUS
npu noctostHHOM JasieHun 0,5 atM. u temmneparype 500 °C cuctemMbl TEXHUYECKH
YHCTHIN TUTaH—BOJOPOJT COTIPOBOXAAETCA (bazoBbIMU nepexoaMu
o — 0+0 — o+p+y+d — O.

3aBUCHUMOCTh KOHIIGHTpAIlMM IOTJIOIIEHHOTO BOJOpPOJAa OT BPEMEHH
HACBIIIECHUS] TEXHUYECKH dYUCTOro TtutaHa wmapku BT1-0 mnpu Ttemmepartype
razodazHoro HaBogopoxxkuBaHusi 500 °C u fgaBieHMM BOJOpOAa B Kamepe
0,5 atmocdep mpencrtaBieHa Ha pucyHke 2.14. AHamu3 KUHETUYECKON KPUBOM
MOTJIONIEHUs BOJOpOJa IMOKa3al, 4yTo (PopMHUpOBaHHME CTAOWUIBLHOTO O THAPHUIIA
TUTaHa MPOUCXOANT Ttocsie 60 MUHYT HAaBOJOPOXKUBaHU. JlaHHbBIE TOTyYCHHBIE U3
aHalli3a KUHETHKU TOIJIOUICHHS  BOJOPOAA  XOpPOIIO  KOPPEIHPYIOT C

TU(PpaKIMOHHBIMU U3MepeHusmMu [72, 73].
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Pucynok 2.14 — Kunernueckas KpuBas TNOTJIOIICHUS BOJOPOAA TEXHUYECKU

YUCTBIM TUTAHOM Tpu TemriiepaTtype HaBogopoxkuBaHus 500 °C u naBiieHUU

Bogopoza 0,5 atm.

Ha tperpem nsTame ampoOanuu OCYIIECTBISIIOCh OXJIAXKIEHHWE O00pasioB
MOpOIIKAa TEXHUYECKH uyucTtoro thurtaHa wmapku BTI1-0 B cpeme Bomopona.
Peructpamus audpakrorpaMM OCYIIECTBISIACH KaXKIble 5 MHUHYT, CKOPOCTh
oxJaxaeHus cocrapisia 5°/mMuH. Cepusi TUPPAKIIMOHHBIX KapTUH B MpoOIlecce
OXJTAKIACHHS] TEXHHUECKH YUCTOTO TUTaHA B BOJAOPOJHON Cpelie MpeCcTaBiIeHa Ha
pucynke 2.15. Oxnaxaenue nopoimka oT 500 °C 10 KOMHaTHOW TeMIepaTryphl B
cpele BOJIOpOJa HE TPHUBOIUT K CYIICCTBEHHBIM (Da30BBIM HW3MCHCHHSIM B
uccienyemom marepuane. [lo pesynpraram PCA HabmromaeTcst TUIIb CMEIICHHE
pebnekcoB O THApUAA TUTaHA B CTOPOHY OOJBIIMX YIJIOB, BBI3BAaHHOE
TEeMIIepaTypHbIM (AKTOPOM.

3aKTIOYUTENBHBIM ATANlOM ampodaruu pa3paboTaHHOTO AUGPAKIIMOHHOTO
KOMITJIEKCA  SIBJISUIOCH U3y4YeHUE TEPMOCTHUMYJIUPOBAHHOTO pacnaga

chopmupoBaHHOTO TUIpUAa TuTaHa. Kamepa ¢ oOpasuamu BakyyMuUpoBajiach J10
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ocraTouHoro gapnenust 2-10™ MGap u HarpeBanach OT KOMHATHOH TeMIIEpaTypsI
no 800 °C. CkopocTh HarpeBa COCTaBIsia S °/MUH, BpeMsl JKCIIO3UIIAU
5 mun/kaap. Ha pucynke 2.16 mpencraBieH HaOop AudPaKIMOHHBIX KapTHH B
MPOIIECCE BBIXOJIa BOJOpPOAA M3 IMOPOITKA TEXHUYECKH YUCTOTO THTaHA MapKu

BT1-0 npu nureiinom Harpese oT 25 no 800 °C.
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Pucynoxk 2.15 — ludpakrorpaMMbl OPOIIIKAa TEXHUYECKH YMCTOTO TUTaHA MapKu
BT1-0 B mpomecce mnmHeiHOTO oxnmaxaeHus ot 500°C 1o KoMHATHOU

TEMIIEpaTypbl

Pe3ynbraThl qudpakiMOHHOIO aHaliu3a I0KAa3bIBAIOT, YTO pa3JIoKEHHUE
0 THApUAa THTaHa HauyMHaeTcs npu temmepatype (225-250) °C. Peduekc (200)
O TuApuAa NpUOOpEeTaeT aCUMMETPUYHOCTh BCIIEJICTBHE HAJIOXKEHUS ¢ Haubosee
uHTeHCUBHBIM  pediiekcoB (101) o da3bl, dopmupyromeiics B mporecce
TEPMOCTUMYJIMPOBAHHOTO BBIXOAa BOAOpoJa U3 obpasua. Poct TemmepaTypsl A0
(450-475) °C nmpuBoaut K (OpMHUPOBAHUIO METACTAOMIILHOTO Y THIPHIA HAPSITY C

YMEHBIIIEHUEM OOBEMHOTO COJEPKAHMS O THAPUIA U YBEIHUUYCHHEM COJACPKAHUS
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a ¢asel. [lomHOE pasmokeHWe Y M O THUAPHUIOB MPOUCXOAUT TPU TEMIIEPAType
650 °C. /[lanbHeiiliee yBeIMYEHUE TEMIIEPATypbl HE NPUBOAUT K (Ha30BbIM

W3MEHECHHSM B CUCTEME TEXHMYECKH YUCTHIN TUTAH-BOJOPO.
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Pucynok 2.16 — HaGop mmudpakTorpamm B mporiecce JecOopOmHMH BOIOpOAa W3

TEXHUYECKH YUCTOr0 TUTAHA MPHU HAarpeBe OT KOMHaTHOUM TemnepaTypsl 10 800 °C

Takum 00paszoM, mporiecc TEPMOCTUMYIMPOBAHHOTO BBIXOAAa BOAOPOJA B
nuanazone temmnepatyp (25-800) °C u3 mopolka TEXHHYECKH YUCTOrO THUTaHA
mapku BT1-0 compoBoxpaaercs (pa3zoBeiMu nepexogamMu o — d+a — o+o0+y — d.
AHanoruynblie (pa3zoBbie U3MEHEHUS B KOMMEPUECKOM IMOPOIIKE THIPUIA TUTaHA

IpY TEPMOCTUMYJITMPOBAHHOM BBIXOJI€ BOJIOPO/Ia HAOII0aIKuCh B padote [74].

BriBoabl o I'imaBe 2

Ha ocHOBe COBpPEMEHHBIX BBICOKOCKOPOCTHBIX CHCTEM PErucTpauuu

(GhOoTOHOB pa3paboTaH M peajru30BaH PEHTTCHOAM(PPAKIMOHHBIA KOMIUICKC IS

KOHTpOJIsE (Da30BBIX M CTPYKTYPHBIX M3MEHEHUW B Marepuaiax B YCIOBUAX
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BO3/ICICTBHS Ta30BOI cpeibl M MOBBINIEHHOW Temmeparypbl. Ha paszpabotanHOM
KOMIUIEKCE UMEETCS BOZMOXKHOCTh MPOBOJIUTH IKCIEPUMEHTHI HE TOJIBKO B Cpelie
OJIHOTO Ta3a, HO W B Pa3IUYHOA CMECH Ta30B 3a CYET KOHCTPYKIIMOHHBIX
OCOOCHHOCTE Ta30BOM CHUCTEMBI. BBIMOIHEHBI SKCIEPUMEHTHI MO OTPaOOTKE
METOJAMKM  TIOJIYYCHHUS  PEHTTeHOAM(PPAKIMOHHBIX  JaHHBIX.  M3MmepeHue
Kod(duIeHTa TEPMUYECKOTO PaCIIMPEHUs CTaHJAPTHOrOo 0o0pas3la KpeMHUs U
BOCCTAHOBJICHHE MEAHM W3 OKCHAA B MOTOKE BOJOPOAA JAIOT MPEACTaBICHHE O
KOPPEKTHOCTH paboOThl CHUCTeMbl B pekume In Situ. Ha mpumepe TexHU4ecku
yucroro turana mMapku BT1-0 mpomeMoHCTpupoBaHa BO3MOXKHOCTBH ITPOBEACHUS
KOHTPOJIS (ha30BBIX MPEBPAILICHUN MpPU MOBBIIMICHHOW TEMIIEpaType W JaBICHUU
BOJIOpOJia B pEaKLIMOHHON KaMepe ¢ pa3pelieHueM 10 BPEMEHH.

TexHudyeckue XapakTEPUCTHKH PEHTTEHOAU(PPAKIIMOHHOTO KOMIUIEKCa Ha
0ase peHTreHoBckoro audpakromerpa Shimadzu XRD-7000S:

e yriioBoe paspenieane cocrasiser 0,0104°;

® BPEMEHHOE pa3pelieHne COCTaBIseT | MUHYTY;

e IMana3oH TemIepaTyp Bapeupyercs oT 25 g0 2300 °C (opu
UCIIOJIb30BaHUU KUCIOpoacoaepkamumx cpen (25-1600) °C);

e TMara30H yIJIOB B pekuMe mnepemenieHus ronuometpa: (-4-150)° mo 20,
B (DMKCUPOBAHHOM Juarna3zoHe yrioB ~18° mo 20;

® BO3MOXKHOCTH HCIIOJIb30BaHMsI WHEPTHBHIX (aproH, Teluil, a3oT W T.O.) U
PEaKIMOHHBIX ra30B (BOJOPO/, KUCIOPO/, YIIEKUCIbIN Ta3, METaH U T.J.), @ TaKXKe
UX CMECH B Pa3JINYHBIX MPOTIOPIIHSIX;

e IHAIAa30H JIaBICHHIT B Kamepe coctasisier (2-107 — 10°) IMa.

JIOCTUTHYTBIE XapaKTePUCTUKU pa3pabOTaHHOTO PEHTIC€HOAN(PPAKIIMOHHOTO
KOMIUIEKCa MO3BOJISIIOT MOJIy4aTh IKCIIEPUMEHTAIbHbIC JaHHBIE C pa3pelIeHHEM U

TOYHOCTBIO, IPCBOCXOAAINNMHA aHAJIOTNYHBIC na6opaTopHme YCTaHOBKH.
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TJIABA 3. PE3VJIBTATHBI HMCCJIEJOBAHUM ®A30BBIX W

CTPYKTYPHBIX W3MEHEHUI B PEXUME INSITU C
PASPEIIEHUEM 1100 BPEMEHH HA PABPABOTAHHOM
JANPPAKIIMOHHOM KOMIIVIEKCE

OCHOBHBIM  NPEUMYLIECTBOM  Pa3pabOTAHHOTO  KOMIUIEKCAa  Iepen
aHAJIOTUYHBIMUA ~ JTAOOPATOPHBIMM ~ YCTAHOBKAMHU  SIBJIIETCS.  BO3MO>KHOCTb
uccleoBaHus (Pa3oBBIX M CTPYKTYPHBIX H3MEHEHHI B MaTepuanax B Ta30BOM
cpene B pexume INnSitu. B maHHOW T7aBe AeTalbHO OMHUCAaHBI (ha3oBbIE U
CTPYKTYpPHBIE ~ HM3MEHEHUS B  KOHCTPYKIMOHHBIX  MaTepuajaX  MIHPOKO
UCIIOJIB3YEMBIX B SIIEPHOM DHEPreTUKE M aBHAKOCMHUYECKON MPOMBIIUIEHHOCTH B
IIPOLIECCE  HACBIIICHHWS BOJOPOJOM IIpYM  IIOBBIIMICEHHOM Temneparype. B
IIPEICTABICHHBIX Pab0Tax AKCIEPUMEHTHI TPOBOJIMIIUCH B PEAKLIMOHHON KaMmepe C
UCIIOJIb30BaHUEM MeaHoro Ko/, u3mydeHus, perucrpauus AUPpakIuOHHBIX
KapTHH MOPSAJKAa HECKOJbKMX MHUHYT. XapaKTepHOH OCOOEHHOCTBHIO HACTOSLIMX
UCCJIEIOBAHUM  SIBJISIETCS.  BOCHPOM3BEACHHE B  J1A0OPATOPHBIX  YCIOBUAX
MaKCHUMaJbHO OJIM3KUX K peajbHbIM YCIOBHUSM IKCIUTyaTalliM KOHCTPYKIIMOHHBIX
MaTepuaioB, a TaKXe pEerucTpanusi HW3MEHEHUH, NPOUCXONAIIMX B HHUX

TU(PaKIIMOHHBIMU METOJIaMH.

3.1 ®da3oBblii cocTaB M CTPYKTypa HHpKoHHeBoro cimiasa Zrl1%Nb c
0Ca’K/IeHHbIM CJIO€M HHKeJISl B pouecce razo(pa3Horo HaBoAOPOKMBAHUS

3.1.1 [TocTaHoBKa 3a1a4M

CraBpl Ha OCHOBE IIUPKOHMS IIMPOKO HCIIOJIB3YIOTCS B AKTHUBHOM 30HE
BOJI0-BOJISIHBIX 3HepreTuueckux peaktopo (BBOP) Onarogapst manomy cedeHuto
3aXBaTa TEIUIOBBIX HEWTPOHOB, XOpOLIEH KOPPO3MOHHOW U paJUalOHHOU
CTOHKOCTH, a TaKK€ BBICOKMM IPOYHOCTHBIM Xapaktepuctukam [75-78]. B
nporiecce  SKCcIutyaTanmu  npu  temmeparypax  (350-400) °C  Bomopon,

06p330B3BIHHI>1CH B PC3YJbTATC paanrojn3a BOAbI, MOXCT HAKAIIMBATHCA B
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IIUPKOHMEBBIX CIUTaBax. HakoIuieHWe BOJOpOAa CYMIECTBEHHO BJIHMSCT Ha
XUMHYCCKHEe W (U3HKO-MEXaHWYeCKHe CcBoMcTBa cruraBoB [79-81]. s
JCTAIbHOTO MCCIICAOBAaHUSA MEXaHHM3MOB HAKOILUICHHMS BOJOPOJa U CTPYKTYPHO-
($a30BBIX HM3MEHEHWH B IHMPKOHHWEBBIX CIDIaBaX HeoOXoauMa IOATOTOBKA
HKCIIEPUMEHTAIbHBIX 00Pa3IOB C Pa3JIMYHON KOHIIEHTpALKEH U pacrnpeicieHueM
Bogopoaa. OpHAaKO TMpoIecc HABOAOPOKMBAHUS OCJIOKHSICTCS W3-3a HAIWYUS
TOHKOW OKCHJIHOW IUICHKH Ha ITOBEPXHOCTH CILIABOB, KOTOpPAs MPEISATCTBYET
IIPOHUKHOBEHHUIO Bojgopoaa [82]. YBemuueHnune aacopOLuu BOIOPOAa MOXKET OBITh
JOCTUTHYTO YJAJICHHEM OKCHIHOTO CJIOS METOJIOM HOHHOH OYHCTKH C
MOCIICAYIONMM  HAHECEHHWEM  TOHKOIUICHOYHOTO  HHKEJIEBOTO  IOKPBITHS
oOecIieunBaroIIee BHICOKYIO CKOPOCTh NPOHUKHOBEHHS Bozaopona. boiee Toro,
CKOPOCTh OKHCIJICHHSI HHUKEIIS 3HAYUTCIHHO HIDKE, YeM Yy ITUPKOHHUEBBIX CILIABOB,
4TO 00ECIICUNBACT 3allMTY CILUIABOB.

BiusHre HaHECEHHMS HHMKEIS Ha TPOIECChl B3aMMOJICHCTBHS BOJOpOAA C
IIUPKOHHUEBBIMHU CILIaBaMHU CJIa00 W3YYCHO M IMPAKTUYCCKH HE TPEICTABJICHO B
auteparype. TakuMm o0pa3oMm, akTyaJdbHOM 3ajaycii sBIIIETCS HCCIICIOBaHUC
COpPOLIMOHHBIX XapaKTEPUCTHK ITUPKOHUEBBIX CIJIABOB C HUKEJICBBIM IMOKPBHITHEM.
Heo0XxoauMo OTMETUTh, YTO JJIs ITOJHOTO TOHMMaHHUS MEXaHU3MOB HAKOIUICHHS U
pacnpeneiicHdus BOAOPOJAa HEOOXOIMMO M3YYHTh HE TOJBKO COpPOIMOHHBIC
XapaKTePUCTHKU YKa3aHHOW CHCTEMBbI, HO M CTPYKTYpPHO-(ha30Bble U3MCHEHHUS B

IMpoHecCCC HaBOAOPOIKNBAHUA.

3.1.2 Marepuaji U MeTOAbI HCCJIETOBAHUS

B kadecTBe MaTepuana Jjis UCCIeA0BaHuUs ObLIT UCTIOJb30BaH ITUPKOHUEBBIM
Zr1%Nb. Oopasisr pasmepom 20%x20%x0,5 MM ObLTH  BBIPE3aHBI M3 JIMCTA
NPOKATAHHOTO HUpKOHUEeBOro cruiaBa Zrl%Nb B cOCTOSIHMM TOCTaBKHA METOIOM
AIEKTPOIPO3UOHHOM pe3ku. Ha HauanbHOM 3Tane paboTsl 00pa3lbl MOABEPraIuch
MEXaHUYEeCKON NUIM(POBKE U TOJIHPOBKE JUIsl yAAJCHUS TOBEPXHOCTHBIX

3arpsisHeHnid. CHSTHE BHYTPEHHHMX HAMpPsDKEHUH M YaCTUYHBIA OTXKUT Je(EeKTOB
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IPOBOAMIIUCH IyTeM TepMHUYecKoll o00paboTku npu Temnepatype 580 °C B
TeyeHue 3 yacoB. Ha koHeuHOM 3Tarie paboThl OCYIIECTBIIIACh HOHHAS OUYUCTKA C
NOCJIEYIOIIUM HAaHECEHUEM CJIOSl HUKEI METOJOM PEAKTUBHOTO MarHETPOHHOTO
pacnbpuieHHss Ha YyctaHOoBKe «Panmyra cnektp», paszpadoraHHod B ToMckoM
IIOJINTEXHUYECKOM YHHBepcuTeTe. [lapaMeTpsl MOHHOW OYMCTKM W HAHECEHUs

HHUKCJICBOT'O IIOKPBITHUA ITPCACTABJIICHBLI B Ta6J'II/IHe 3.1.

Ta6muma 3.1 — TIlapamerpsl HOHHONW OYHCTKH TOBEPXHOCTH U

Mardi€TpOHHOI'O PaCIIbIJICHHUA HUKCIIA

HMonHas ouncTka

Hanpsixkenue, | MomHocts, | Cuna Toka, | [laBienue, Bpewms,
tas B Bt A ITa MUH
Apron 1800-2000 650 0,3 6,0-10" 3
MarseTpoHHO€E pacIblUICHUE
Harnpsixenue, MOIIHOCTB, Cuna ToKa, JlaBiieHue, Bpewms,
B kBT A ITa MUH
510-520 2,05 3,5 1,2-107 10 =50

CopOuust Bogopoaa OblIa UCCIEIOBAHA HA aBTOMAaTU3UPOBAHHOM KOMILIEKCE
Gas Reaction Controller npu temneparypax 350 °C u 450 °C ¥ MOCTOSHHOM
napiennn 0,5 atm. @a3oBble NEPEXOAbl B CHCTEME LUPKOHUN-BOIOPOA C
HUKEJIEBBIM TOKPBITUEM B IIpolecce Tra30(a3HOro HaBOJOPOKMBAHUS ObLIU
MOJIYYeHBI Ha pa3pa0O0TaHHOM JUQPPAKTOMETPUYECKOM KomIuiekce. OOpasiibl
MIOMEIIAJIMCh B KAMEPY, BAKyYYMHUPOBAIHUCH 10 OCTATOYHOI'O JABJICHUS 2° 10 MOap
U JIMTHEWHO HarpeBaJICh CO CKOPOCThIO 5°/MuH. HaBogopokuBaHue pOBOIUIOCH
npu temreparypax 350 °C u 450 °C m pgaBineHHH BOJOPOJA B PEAKLIMOHHOMU
kamepe 0,5 atM. OxnakaeHue OCyIIECTBISIIOCh B CPEAE BOAOPOAA CO CKOPOCTBIO
5°/mun. B mpoueccax  HarpeBa, HaBOJOPOXXMBAHHMS U OXJAKICHHS
PETUCTPUPOBAINCH  AUPPAKIMOHHBIE KapTHUHBI CO BPEMEHEM  HKCIO3UIIMU

5 muH/kaap B quama3oHe yrios audpakinu 20 ~(30-53)°.
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3.1.3 Pe3yabTaThl U UX 00Cy:KIeHHE

Ha pucynke 3.1 npezacrasiensl audpakTorpaMmbl 00pa3ioB IMHUPKOHUEBOTO
criaBa Zr1%Nb B mporecce nmHeiHOTO HarpeBa B BaKyyMe O TEMIEpaTyphbl
350 °C. Ananu3 nudpakiMOHHBIX KApTUH MOKa3aj HaJU4Hhe XapaKTepHbIX (a3 o
uupkonuss ¢ I'TIY crpykrypoit m Hukens c¢ 'IK crpykrypoit. Heobxomumo
OTMETUTh, 4YTO JJs (a3pl 0 LIHUPKOHUS HAONIONAETCs NPEUMYIIECTBEHHAs
opueHTauus KpuctamuToB B HampasieHud (002), koTopas cBsi3aHa ¢ TEKCTYpOM
IPOKATKH IIUPKOHKUEBOTO ciitaBa Zr1%Nb. Yeennuenue Temmeparypbl IPUBOIHUT K
CIBUTY pe(pJEKCOB 0 LUPKOHMS U HUKENIS B CTOPOHY MEHBIIHUX YIJIOB, 4TO
CBHUJICTEIILCTBYET O POCTE MAPAMETPOB DJIEMEHTAPHOW SYEUKH BCIIECICTBUE

TCPMHUUCCKOI'O paCIIUPCHUA.

a—Zr (002)
o—Zr (101) ,
a~Zr (100) ;a r NI 7r(102)  Ni (200
| » 350°C : ! |
3 i Wi 250°0C N\ 5 A
= X : h 1
o | ' | 1 1 1
© I ' ! | i l
4 : 1 : : ]
(5] : \ | : |
g | ' : ISOOC | 4 A"‘
= l ! : : :
] ! \ 1 1 1
3 I ' : ! :
= I , 50°C J}\‘ jL /?\‘
= ' : I ! : I
' A A i
L l L ' Ll
30 35 40 45 50

20, rpaaycsl
Pucynok 3.1 — Jludpakrorpammsel mupkonueBoro cmiaBa Zr1%Nb ¢ HukeneBsiM

MOKPBITUEM B MPOLIECCE JIMHENHOTO Harpesa J0 Temmeparypsl 350 °C
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W3mMeHeHue napamMeTpoB PELIETKM C POCTOM TEMIEpPaTypbl I HUKEIS
npeacraBiaeHbl Ha pucyHke 3.2. [lo MMHENHBIM y4acTKaM HAKIIOHA B YKa3aHHOM
IuanasoHe  Temmeparyp Obul  ompeaesieH KO3 UIMEHT  TepMUYECKOTO
paCIIHpeHHs] HUKens, KOTopbii coctaBun 1,8-10°/°C. ITomydeHHBIH pe3yabTaT

momnaaacT B MHTCPBAJI AOITYCTUMBIX 3HAYCHUH JJIA1 HUKCJICBBIX CIIJIaBOB [83]

0.3565 -

0.3560 - *

a, HM

0.3545 - i

1 ¢®

0.3540 -

v T v L 1 v v T v

v 1

1 1 )
0 50 100 150 200 250 300 350
Temnepatypa, °C

Pucynok 3.2 — 3aBucUMOCTb NapaMeTpa perIeTKH HUKEIs OT TEMIIEpaTyphI

HaBonopoxuBanue o0pa3lioB MPOBOAMUIOCH MYyTEM MOJAa4M raz000pa3HOro
Bojoponaa umcrotor 99,995% B peaknuoHHyr0 Kamepy. PesymbraThl in Situ
nudpaKkIMOHHBIX U3MEpeHHit 00pasnoB mpu temmeparype 350 °C mpenacraBieHb
Ha pUCyHKe 3.3.

Ha wnavanpHOM o9rame HaBoaopoxkuBanuss (o 10 wMuHYT) Ha
nudpakTorpaMMax HaOJFOIAOTCS TONMBKO pediekchl pa3 o MUPKOHUS U HUKEIIS.
®a3pl, COOTBETCTBYIOIIHWE  THAPUAAM  LUPKOHUS  OTCYTCTBYIOT,  4TO
CBUCTEILCTBYET O HAX0KJIEHUU BOJOPOa B PEIIETKE LUPKOHUS B BUJE TBEPIOTO
pacTBOpa WM 3aXBauyeHHBIM Je(eKTaMH KPUCTAUTMYECKOW CTPYKTyphl [84].

[Tony4yeHHble 3KCMNEPUMEHTANbHBIE JIaHHBIE CBHJETEIBCTBYI0O 00 00pa3oBaHUU
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¢da3pr 0 ruapuaa uumpkonus ¢ 'K crpykrypoit mocne 10 MUHYT HachIIEHUs
BoJI0posioM. Ha cnenytoiem atane HaBoopokuBaHus (10-25 MUHYT) IPOUCXOIUAT
nepepacrnpeziesieHie UHTEHCUBHOCTEH (a3 o MUPKOHUS W O TUApPULIA IUPKOHUS,
KOTOPOE€ CBUJICTENBCTBYET 00 YBETUYEHHH OOBEMHOTO COJECPKAHUHU TOCIEIHEH.
[Tonneii ¢azoBeiii mepexon o-Zr — 6-ZrH mnpoucxomutr mnocie 25-30 MHHYT
HaBOZOpOkMBaHUs. JlanbHeilllee HACBIIIEHUE BOJAOPOJIOM HE TMPUBOAUT K
3HAYHUTEIBHBIM M3MEHEHHsIM (ha30Boro cocrasa IupkoHHeBoro cruasa Zr1%Nb c

HHUKCJICBBIM ITOKPBITUCM.

1500

w
=3
(=3
=
"HTQHCHBHOCTB, OTH.€¢/1.

20, rpaaycsl

Pucynox 3.3 — @parmentsl [udpakrorpaMm B Tpouecce Tra3odazHoro
HABOJOPOXKHMBaHUS HUPKOHHEBOro ciiaBa Zrl%Nb ¢ HukemeBbIM MOKpbITHEM

npu Temreparype 350 °C

DKCHepUMEHT C TOBBIMIEHHON Temmeparypoir no 450 °C mokaszan 6Gomee
ObIcTpblid Tepexon o-Zr — 6-ZrH, nns kotoporo mnotpedoBaioch 15 MuHYT
(pucyHok 3.4). Takoe MoBeIeHUE MOXKET OBbITh OOBSICHEHO YBEIMUYEHUEM CKOPOCTH

COpOIIMH BOAOPOIa IIMPKOHUEBBIM CriaBoM [85].



o a-Zr
* O-ZrH ¢ - 9200 P
¢ Ni . g
* i ' F 6900 S
5
| - 4600 E
- 2300 ;
* . 2
| Lo,
IS
Ul =
INER s =
HINSZE
: a0 é;
e ] s ‘ £
=il “ £
] o e U 4
~ ‘ =
-".""." \‘ ‘\. = &
_'_. v r v r I v v r r 1 T
30 35 40 45 50
20, rpaaycsl
Pucynok 3.4 — @parmentsl [udpakrorpaMm B Tpouecce ra3odazHoro

HaBOAOPOXKHUBAHNA HHUPKOHUCBOI'O CILJIaBa Zr1%Nb ¢ HuKeleBBIM ITOKPBITUCM

npu Temrieparype 450 °C

Jliis onpezenenuss CKOPOCTH copOLMU BOIOpoa oOpa3laMu [UPKOHUEBOTO
crutaBa Zr1%NDb ¢ HukeneBbIM MOKpbITHEM NpU TeMmmeparypax 350 °C u 450 °C
ObUIM TOCTPOEHBl KHWHETHYECKHE KpUBbIE IIOMJIOMIEHUS BOJOPOJA, KOTOpPbIE
npeacraBieHsl Ha pucynke 3.5. Ckopoctu abGcopOumu Bomopoja Oblia
paccurTaHbl MO JIMHEWHBIM Y4YacTKaM KpPUBBIX M COCTABUIIN 4-10™ macc.%/c u
16,910 macc.%/c mpu Temmeparypax 350 °C u 450 °C coorBercTBeHHO. PocT
TEMIIEpaTypbl HABOJOPOKMBAHMUS TMPUBOAUT K CYHUIECTBEHHOMY YBEIUYEHUIO
CKOPOCTH TMOIJIOLIEHWS] BOAOPOJAa LHMPKOHHUEBBIM CIUIABOM C  HHUKEJIEBBIM
NOKpbITHEM. M3BECTHO, YTO CKOPOCTH IOIJIOLICHHUS BOJAOPOJAa MMEET JMHEHHYIO
3aBUCUMOCTh ~OT BpPEMEHHM HABOJOPOXKMBAHMS /O  HachilleHUs (a3l

o upkonus [82].
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Pucynok 3.5 — KpuBble norolieHust Bojopoaa odpasiamMu HUPKOHUEBOTO CIIJIaBa

Zr1%Nb c HukeneBbIM OKpBITHEM NTPH TemmepaTypax 350 °C u 450 °C

N3nomMbl Ha KPUBBIX COPOLIMU CBUAETEIHCTBYIOT 00 M3MEHEHUU CKOPOCTH
MOTJIONICHUS BOAOpo/aa 3a cueT ¢a3oBbIX IMepexojoB. B ciyuae o06pasion
upkoHreBoro civiaBa Zrl%Nb ¢ HUKeJIeBBIM MOKPBITHEM IPH TeMIlepaTypax
350 °C u 450 °C nabmogarorcs uznomsl rociae 1800 u 1000 cexyHa razodazHoro
HABOJIOPO’KUBAHUSI, COOTBETCTBEHHO, UYTO XOPOIIO KOPPEIUPYET C pe3ysibTaTaMu

In Situ TUQPaKIINOHHOTO aHAIN3A.

3.2 a3oBble M CTPYKTYpPHble H3MeHEHHs] B THUTAHOBOM CILIaBa
Ti-6Al-4V ¢ cyOMMKPOKPHCTAJJIMYECKOH CTPYKTYpPOi NpPH HaChIIIEHUH
BOJ0PO/IOM U3 ra3oBoi ¢a3bl

3.2.1 ITocTaHOBKA 3a1a4u

Ha ceroansmHuit JeHb NOAABISIONIEE OOJBIIMHCTBO KOHCTPYKIIMMA

(oxoso 90%) THUTAaHOBOM TPOMBIIIUICHHOCTH W3TOTAaBIMBACTCS M3 JIBYX(ha3HBIX
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a+p crmaBoB.  [loBbllieHHEe  MEXaHMYECKHX  XapaKTEPUCTUK  JBYX(a3HBIX
TUTAHOBBIX CIUIABOB, B 3HAYUTEIBHOW MEpE OIMpPEeesieMbIX MUKPOCTPYKTYPOH U
(ha30BBIM COCTABOM, MOYXET OBITh JOCTUTHYTO IIyTEeM H3MEJIbUCHHS 3€pHA [0
CyOMUKpOHHOTO pa3sMepa [86]. B »3THX memsax HWCHONB3YIOT  TaKHe
pacrpoCcTpaHEeHHbIE METObI, KaK WHTCHCHUBHAs IUTacTHYecKas jedopmarius,
paBHOKaHAJIbHOE YIJIOBOE IMPECCOBAHUE, KPYYCHHE IO BBICOKMM JaBJICHHUEM,
BCECTOPOHHEE MPECCOBaHME M JPYyrHe, a Takke MX KomOuHanmu. B mporecce
IKCIUTyaTalldd THUTAHOBBIX CIUIABOB B BOJOPOJOCOJACPIKAIIMX Cpeaax IpH
HOBBIIIICHHOW TEMIepaType W JaBJICHUU B HUX MOXXET MHPOHUKATH BOJOPOJT
[87, 88]. N3BecTHO, YTO BOJOPOJT OKA3bIBACT CYIIICCTBEHHOE BIMSHUE Ha (ha30BBIH
COCTaB THUTAHOBBIX CILJIABOB, TOJBM)KHOCTh JICTHPYIONIMX 3JEMEHTOB M HX
nepepacmpenenesue Mexay o u P ¢dazamu [71]. Bomee Toro, IokaibHOE
HAKOIUIEHHE BOJOpOJia B THTAHOBBIX CIUIABaX, IPEBBIIIAIONICE MpEAeT
pPacTBOPUMOCTH, MPHUBOAUT K BOJOPOJHOMY OXPYHNUMBAHHIO U TIOCIEAYIOIEMY
paspymennio Matepuana [89, 90]. B c¢Bs3u ¢ 3TUM mporHo3upoBaHue (HHU3UKO-
MEXaHMYECKUX CBOMCTB THTAaHOBBIX CIUIABOB C CYOMHKPOKPHCTAIUTMYCCKOM
CTPYKTYpOH B Tpolecce OSKCIUTyaTallid B BOJOPOJOCOJCPIKAIINX —Cpeaax
BO3MOXXHO TOJILKO B PE3yJIbTaTe KOMIUIEKCHOTO HCCIICOBAHUS CTPYKTYPHBIX U
(a30BbIX W3MCHEHWI B MPOIECCE HACBIIICHUS BOIOPOJOM. TakuM o00pa3om,
UCCJICIOBAHUE CTEIMICHU HABOJOPOKMBAHUS HA JBOJIOIMIO CTPYKTYphI U (ha30BbIC

IIPEBPALIEHUS SABIIETCA AKTYaJIbHOM 3a/1a4€il COBPEMEHHOIO MATEPUATIOBEICHUS.

3.2.2 Marepuaj U MeTOAbI HCCJIeTOBAHUS

B kadectBe wccienyemoro marepuana Obul  BbIOpaH — JBYX(a3zHbIN
tuTaHoBeId  cmaB  Ti-6Al-4V  mapku  BT6. CyOMHKpPOKPHUCTATMYECKYIO
CTPYKTYpy B CIUIaB€ IOJy4YaJd METOAOM HHTEHCHBHOW IJIACTUYECKOU
nepopmann B UGIIM CO PAH. Bein ucnonb30BaH METOJ MPECCOBAHUS CO
CMEHON ocu JedopMalui U IMOCTETEHHBIM MOHMKEHUEM TeMmmeparypbl. Metoa

peam3yercss B HECKOJIBKO cTaauid. Ha mepBoM 3Tame mpoBOIMIACH 3aKallka OT
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850 °C (Bbimepxka 20 MUHYT), 3aTeM 4 IUKJA NMPECCOBAHUA MPHU TEMIEpaTypax
800, 700, 600 u 550 °C. Kaxxmpiii 1UKJI IPECCOBAHMUSA COCTOS U3 3 TPECCOBAHMMA
Ha 40-50%.

CopOrust Bogoposia ObuTa UCCIe0BaHa HA aBTOMAaTU3UPOBAHHOM KOMILIEKCE
Gas Reaction Controller npu temmneparype 600 °C ¥ MOCTOSHHOM JIaBJICHHH
0,5arm. ®a3oBeie mepexoapl B TUTaHOBOM  cruiaBe  Ti-6Al-4V ¢
CyOMHUKPOKPUCTATUTHYECKON CTPYKTYpOH B npoiiecce razoazHoro
HABOJOPOKUBAHUS ObLITH UCCJIeIOBAHbI Ha pa3pabOTaHHOM
nudpakToMeTpruueckoM  Komriuiekce. OOpas3ipl  MOMEIIATUCh B KaMmepy,
BAKYYMHUPOBAJIUCH 1O OCTATOYHOI'O JABJIECHUSA 2° 107 MOap M JIMHEWHO HarpeBaJIuCh
CO cKopocThio 5°/MuH. HaBomopoxkuBaHHe NPOBOAUJIOCH IPU TEMIEPATYPbI
600 °C u maBneHmm BoOAOpOJa B peakmuoHHOW kKamepe 0,5 atm. OxmaxacHue
OCYILECTBIISIIOCH B CPEJIe BOAOPOJIa CO CKOPOCThIO 5°/MHH. B mpoueccax Harpesa,
HABOJIOPOXKUBAHUS U OXJIAXKICHHS PETUCTPUPOBATHUCH TU(DPAKIIMOHHBIE KAPTHHBI

CO BpPEMEHEM »JKCIO3ULIMM S5 MUH/KaJp B JMala30HE YIVIOB JU(paKIUH

20 ~ (30-53)°.

3.2.3 Pe3yabTaThl U UX 00CYy:KIEeHUE

AHaJIN3 CTPYKTYpbl TUTAHOBBIX CIUIaBOB Mapku BT6 ¢ Menko3epHucron
(M3) wu cyomukpokpuctrammueckor (CMK)  cTpykTypamu  TpOBOJMIICS
TG PAKIIMOHHBIM METOJIOM, PE3YJIbTAThl KOTOPOTO MPEACTABIECHBI HA PUCYHKE 3.6.
AHanu3 pe3ynbTaToB MOKa3ajl HaM4Yue o U B ¢a3 B 000UX TUTAHOBBIX CILIABaX C
reKCAaroHAJIbHON TIJIOTHOYMAKOBAaHHONW M OOBEMHOILICHTPUPOBAHHOW KyOWUYeCKOn
pelieTkaMu COOTBETCTBEHHO. B CrijlaBe ¢ MEJIKO3epHUCTON CTPYKTYpOil 00beMHOE
comepkanne [ ¢as3el coctaBasiio 6,4%, B To Bpems kak B CMK cmumaBe 3T1o
3HaueHUEe He TpeBbImao 5,7%. HeoOxonumMo oTMeTUTh, 4TO Ha AudpakTorpamme
CMK cmnnaBa HaOmomaercst nepekpoitie pediexcoB o u B daswl. bonee Toro,
napameTps! pemeTku P ¢passl M3 crnasa (a = 3,226 A) cymiectBenHo 6oblie, yeM

y CMK cmnasa (a = 3,200 A). Takoe paznuune oOBACHIETCS TEXHONOTMUECKMMHU
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pPECKUMaMU IIOJTYYCHUA CY6MI/IKpOKpI/ICTaHHI/I‘-IeCKOFO COCTOsAHHMA B THTAaHOBOM

criaBe mapku BT6.
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20, rpaaycsl
Pucynok 3.6 — udpakrorpamMmmbl 00pasiioB TUTAHOBBIX CIuiaBoB Mapku BT6 ¢
MEJIKO3EPHUCTOM (UepHas JTUHUS) U CYOMUKPOKPUCTAIUINUECKOM (KpacHast JTUHUS)

CTPYKTYpamu

MukpocTpyKkTypa 00pa31oB C MEJIKO3EpHUCTOM U
CYOMUKPOKPUCTANIMYECKOM  CTpyKTypamMu  Obljla  HCCIEIOBaHA  METOJIOM
MIPOCBEUYMBAIONICH AIEKTPOHHOW MuKpockonuu. Ha pucynkax 3.7 u 3.8
npencrasienbl [I9M uzobpakenuss criaBoB ¢ M3 u CMK crpykrypamu B

COCTOAHHH ITOCTABKH U IIOCJIC IIPCCCOBAHUA COOTBCTCTBCHHO.



Pucynox 3.7 — CeetnononsHoe (a) u TemHonoasHoe (0) [ITOM nzobpakenus

CILTIaBOB ¢ M3 CTPYKTypOU B COCTOSIHUY MMOCTaBKU

Pucynox 3.8 — CeetnononpsHoe (a) u TeMHonoasHoe (0) [TOM nzobpaxenus

criaBoB ¢ CMK cTpykTypoli mocie npeccoBaHus

Crpykrypa obOpasua B M3 COCTOSIHUM TMpeNCcTaBjieHa IUIACTUHAMHU  CO
cpenHuM mnomnepedyHbiM pazmepoM 0,5 mkM. Ha cBetnononsHOM cHMMKE 00pasiia B
CMK cocTosiHiM HaOJII0AAeTCs CIOXKHBIN 1e(OPMALIMOHHBIN KOHTPACT, KOTOPHIH
HE TMO3BOJISIET BBIIBUTH OCOOEHHOCTHM MHKPOCTPYKTYpbl. Ha TemMHOmoabsHOM
CHUMKE OTYETJIMBO BUAHBI OTHEIbHBIC 3epHa U cy03epHa. CpenHuil pazmep 3epeH,

OTPEICJICHHBIN 110 TEMHOIOJILHBIM H300paXkeHusiM, cocTaBiisieT 0,24 MKM.
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Ha cnenyromiem 3tare paboTsl MPOBOAMIIOCH IN Situ riccienoBanne (pa3oBbIX
NpEBpAIlCHUd B THUTAHOBBIX CIUIAaBOB Mapku BT6 ¢ MelnKo3epHUCTOW U
CYOMUKPOKPHCTAIUTMIECKAMU CTPYKTypaMu. Pesynbrathl in Situ audpakinoHHBIX

U3MEPEHHI MpeIcTaBIeHbI Ha pucyHke 3.9.

a)

“ ‘I;c \ 155 mun H,
o '}

20, rpaaycel

Pucynok 3.9 — ®parmentsl audpakrorpaMm THTaHOBOTO cruiaBa Ti-6Al-4V

¢ M3 (a) u CMK (0) cTpykTypamu B mporiecce ra3o(pa3HOro HaBOJOPOKIUBAHUS
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Pe3ynbrarel peHTreHoIn(PaKIMOHHOTO aHalu3a MOKAa3ald CYHIECTBEHHYIO
pasHHUIly  MEXJy  THTAaHOBBIMH  CIUIJaBaMH  C  MEJIKO3EPHUCTOM U
CyOMUKPOKPUCTAJUIMUECKOM  CTpykTypamu. HaBojmopokuBaHue  cruiaBa  C
MEJIKO3EPHUCTON CTPYKTYypOd B TeueHue 155 MHUHYT OpPHUBOAHUT K CHABUTY
pednekcoB o ¢a3pl B CTOPOHY MEHBIIUX YIJOB, YTO CBHUJETEILCTBYET 00
YBEJIMYECHHUH MMapaMeTpoB pelieTku. Takke HaOMogaeTcsl yBeJlIndeHue 00beMHOT0
comaepkanusi  ¢das3pl TUTaHa C POCTOM BpPEMEHHU HAcChIleHUs Boaopoiom. Ha
TU(PaKIMOHHBIX KapTUHAX OTCYTCTBYET (pa3bl COOTBETCTBYIOIIUE THAPUIAM
TUTaHa, YTO YKa3bIBa€T HA HAXOXKICHHE BOJAOPOJAa B CIUIABE B BUJIEC TBEPAOIO
pacTBopa B o U 3 (a3zax, a Takxke nedeKTax KpUCTAUIMUECKOW CTPYKTYphl. HbIE
CTPYKTYpHO-(pa30BbIe U3MEHEHHUS HAOII0aeTCsl B THTAHOBOM cIliaBe Mapku BT6 B
CyOMUKPOKPUCTAIIIMYECKOM cocTossHMU. Ha HawanpHOM 3Tarne HacwimeHus (15
MUHYT) HaOI0aeTcsi CABUT pediiekcoB o (a3bl, 00yCIOBICHHBIM YBETUYCHUEM
napamMeTpoB PEUIETKU, U POCT 0O0BEMHOro cojepkanus [ ¢das3pl B pe3ylbrare
norjomeHnss Boaopoaa. CKOPOCTh TOTJIOMICHHS BOJAOPOAAa Ha 3TOW CTaauu
OTHOCHUTEJIBHO HE BBICOKAs, TaK Kak au(dy3usi BOJOpoaa MPOUCXOTUT B OCHOBHOM
gepe3 o ¢azy, oObeMHOEe cojaepkaHue KOTOopoil coctaBmser Oomee 95%. Ha
CJIEIYIOIIEM 3Tare HaBOJAOpOXKUBaHUs (35-40 MUHYT) MPOUCXOIUT CYIIECTBEHHOE
nepepacnpesic;ieHie WHTEHCUBHOCTEH Mexay o u [ ¢azaMu TUTaHa.
NuTeHcuBHOCTE pediiekcoB o (a3bl CyIMIEeCTBEHHO CHIDKACTCS, B TO BpEeMs Kak
WHTEHCUBHOCTH pediiekcoB B da3pl yBenuuubaeTcs. [IockoIbKY BOIOPO/T SBISETCSA
crabunuszatopoMm 3 ¢gasbl B TUTaHe, o (a3a mpespaiaercs B 3, paCTBOPUMOCTb
BOjJOpoJa B KoTopod cocraBimser 1,52 wmacc.% [91]. Ilocme 20 wmuHyT
HaBOJIOPOKUBAHUS TTIOMHUMO MHTEHCUBHOT'O POCcTa 00bEMHOTr0 coaepkaHus 3 ¢asbl
HaOmonaercst (a3oBbiii mepexon o ¢asel TUTaHA B (pazy o, HAa OCHOBE
uatepmerauaa TizAl. Tlpomecc HachIieHHsS BOAOPOAOM MOXKET MPUBOIUTH K
nepepacnpeeneanio Al B THTaHe W JIOKaJbHOMY €Tr0 HAKOIUICHUIO CBBIIIE 7
Macc.%, 4TO TPUBOAUT K oOpazoBaHuio o, (a3br [92]. IlogpobHO MexaHU3M
obpasoBanmst  ¢asel  TisAl  ommcan B pasmene  3.3.2. JlambHeiimee

HaBOJOPOKXHUBAHUEC U3 ra3oBou (1)8_351 HC IMPUBOAWT K CYIICCTBCHHOMY HU3MCHCHUIO
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CTPYKTYpHO-()a30BOTO  COCTOSIHUS ~ THTaHOBOro  cmiaBa  Ti-6Al-4V ¢
CYOMUKPOKPUCTATITUIECKON CTPYKTYPOil.

Jlis oOBsICHEHUSI TAaKOM CYIECTBEHHOM pPasHUIBl B CTPYKTYPHO-(ha30BOM
COCTOSIHM TUTAHOBBIX CIUIABOB C MEIKO3EPHUCTON M CyOMUKPOKPUCTAILTHUECKOM
CTPYKTYpO#l B Mpoliecce HAaBOJOPOKUBAHUSA OBUIM TOCTPOEHBl KHHETUYECKHE
KpuBble abcopOuuu Bopopona. PesynpTaTsl abcopOuuu BOAOpOAA TUTAHOBBIM

CIJIABOM B pa3HOM COCTOSTHUM TpecTaBiieHbl Ha pucyHke 3.10.

2.0 -
‘ CMK

1.5-
M3

1.0

0.5+

Conepxanne Bogopoaa, macc.%

0.0 -

T T T
0 25 50 75 100 125 150

BpeMﬂ HACbIICHUSA, MHH

Pucynok 3.10 — KpuBbie copO1iuu BO10poia TUTaHOBBIM ciiiaBoM Ti-6Al-4V

¢ Menko3zepHucToit (M3) u cyomukpokpuctaummueckoit (CMK) ctpykrypamu

Kunetnueckue KpuBbie COpOIMN TaK)Ke MOKA3bIBAIOT OTIMYHME B TTOBEICHUH
BOJIOpoja B TuTaHOBOM ciuiaBe Ti-6Al-4V B pasnuunom cocrostaun. J{jist crutaBa ¢
MEJIKO3EpHUCTON CTPYKTYpPOM HAOJIOMAeTCS MPAKTUYSCKU JIMHEHHOE W3MEHEHUE
KOHIICHTpAIIMW BOJIOpPOJIa OT BpeMeHH HachineHus. CKopocTh abcopOiuu
BOJIOpoJia Juisi M3 THUTAHOBOIO CIUIaBa COCTaBIISIET 9,3-10'3 macc.%/mua. Ha
KpUBOM copOmuu Bojaopoaa TuUTaHOBBIM cimlaBoMm B CMK  cocrosHum

HaOJIIOIA0TC 2 HM3JI0Ma, CBUJACTENLCTBYIOMKME O (Da30BbIX Tepexojax. Takum
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oOpa3zoMm, mporiecc HaBojopokmBaHus crmaBa B CMK cocTrosHUEM MOXHO
paznenuth Ha 3 3tana. CKOpOCTU cOpOLMU ObLITU PaCCUYUTAHbI HA KaXKJIOM 3Tarie 1o
JMHENHBIM y4acTKaM KpPHUBBIX copOumu Bojaopoja. Ha mepBom 3Tare HachllleHUs
(13-17 MuHYT) CKOpPOCTh COpPOIMM 3HAYMTEIHHO BhINIC, YeM B M3 ciuiaBe u
cocrasisier 6,2-107 Macc.%/MHUH. DTO CBS3aHO C aKTHBHBIM HABOIOPOXHBAHHEM
o ¢a3el TuTana. Ha caemyromem srane (50-60 MuHyT) HaOIIOAAeTCs CHMXKEHUE
CKOpOCTH copOuuu Bogopoga 10 1,7-107 macc.%/MHH, 9TO CBHAETEIBCTBYET O
nepexoze o ¢asbl B B ¥ MOCIEAYIOIIEM HaChIIeHUU nociaeanei. OIHaKo CKOPOCTh
COpOIMU TUTAHOBBIM CIJIABOM C CYOMHUKPOKPHUCTAJUTMUYECKOW CTPYKTYpPOH IO-
OpeKHEMY OcCTaeTcsi Oojiee BBICOKOM TIO CpPaBHEHHIO CO CIUIABOM C
MEJIKO3EpHUCTOM CTPYKTYpoil. JlanmpHelee HACKIIIEHUE BOJIOPOJIOM MPUBOIUT K
CHIDKCHUIO CKOPOCTH morjonieHus Bojaopoaa cmiaBoM B CMK cocrosHum no
8,5-10™ macc.%/MHH, 9TO COM3MEPHMO CO CIUIABOM B M3 cocTosHHH. DTOT haKT
OOBSCHSETCS TPEBBILIEHUEM Ipeziesia pacTBOpUMOCTH 3 (a3bl, a TakKe POCTOM
CpPEIHEro pasMmepa 3€pHa B MPOIECCe IUTEIBLHON TEepMUYECKOM 00paboTKu

tutanoBoro crasa B CMK cocrosnuu nipu temneparype 600 °C.

3.3 DBojouus CTPYKTYpPbl W (pa30Bble U3MEHEHHsI B JBYX(pa3HbIX
TUTAHOBBIX  CIUIAaBaX  MOJIyYE€HHBIX METOAOM  JJIEKTPOHHO-JIY4€BOr0
CILUIABJIEHUSA

3.3.1. [locTanoBKka 3a1a4u

AnnutuBHOoe mpou3BoACTBO (All), BkiIOUaroIiee METOA AJIECKTPOHHO-
nyudeBoro cruaienus (DJIC), siBasieTcss OHUM U3 NEPCHEKTUBHBIX HANpaBICHUN
B TPOM3BOJICTBE KOHCTPYKIIMOHHBIX METATMYECKUX H3ACIUA C YHHUKAJIbHBIM
HaOopom cBoicTB. [IpenmymectBamu AIl mo cpaBHEHUIO € TpaAUIIMOHHBIMU
METOJaMU TPOU3BOACTBA METALNIMYECKUX MaTEpPUalOB SIBISIOTCA BBICOKAas
CKOPOCTh W3TOTOBJICHUS JAETajlei, SJKOHOMHUSI Marepuaja, a Takke BO3MOKHOCTh
W3TOTABIMBATh  JETAIM  CIOXKHOW  (QOpMBI W TEOMETPUU 32  OJUH

NPOU3BOACTBEHHBIM  1UKI.  JIByX(pazHble  TUTAHOBBIE  CIUIaBbl  LIMPOKO
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UCITOJIB3YIOTCSL B a9POKOCMHYECKOW TMPOMBINIJICHHOCTH OJjarojapsi OTIUYHBIM
MEXAHUYECKMM CBOMCTBaM, MajoOMy BECY M XOPOUIEH KOPPO3MOHHOW CTOMKOCTH
[93, 94]. Dusmko-MexaHHUYECKHE CBOMCTBA H3JCIWKA K3 THTAHOBBIX CILIABOB,
MOJIYYCHHBIX METOJIOM 3JICKTPOHHO-TYYEBOTO CIUIABJICHHS, XOPOIIO OOCYKICHBI B
muteparype  [95-100].  OcobOoe  BHUMaHWE  UCCJIENOBATENU  YIEJSIOT
MUKPOCTPYKTYpE TMOJYYEHHBIX MaTepuajoB, TaK Kak OHa  OKa3bIBaeT
CYIIECTBEHHOE BIIMSIHUE HA MEXaHWYECKHWe CcBoMcTBa. B  Toxke Bpewms,
MUKpPOCTPYKTYpa WUrpaeT 3Ha4MMyl0 pojb B IpoleccaXx B3auMOACHCTBUS
TUTAHOBBIX  CIUIABOB C arpecCUBHBIMU cpenamu, 0COOEHHO C
Bogoponocoaepxammmu  [88, 101]. Ha d¢opMupoBanne MUKPOCTPYKTYPHI
TUTAHOBBIX cIuIaBoB B mporecce JIC cyliecTBEHHOE BIMSHUE OKAa3bIBAIOT
napaMeTphl CIUIaBJICHUS U CKOPOCTh OXJIaXICHUS pacIljiaBa.

[Ipumenenue u3AENWl  aIUTUBHOTO  TPOU3ZBOJACTBA B  YCJIOBUSX
arpecCUBHBIX CpeJl, 0OCOOEHHO BOJIOPOJOCOJEPIKAIINX, CTABUT HOBBIC 3a/1aud IO
WCCIIEIOBAHUIO KOPPO3MOHHOW CTOMKOCTH M BOJOPOJOCTOMKOCTH TAaKUX JETAJICH.
BonopoaHoe oxpymuuBaHHWE SIBISETCA OJIHUM U3 CYIIECTBEHHBIX (PAKTOpPOB,
OrpaHUYMBAIONINX CPOK CIy)Obl THTaHOBBIX cruiaBoB [102, 103]. Bomopon
CYIIIECTBEHHO M3MEHSET (Da30BOE COCTOSHUE, MEXaHUYECKUE XapaKTEPUCTHUKH, a
Takke JePeKTHyI CTpYKTypy cruiaBoB u3 tutana [87, 104, 105]. Bnusnue
BOZoOpoa Ha (Ha30BBIA COCTAaB W MHUKPOCTPYKTYPY THTAHOBBIX CILIABOB
MOJIYYCHHBIX TPAJAUIIMOHHBIMU METOJAMH U3y4aJIOCh B TEUCHUE JIOJITOTO BPEMEHHU.
N3BecTHO, uTO 00BEMHOE conepxkanue B ¢pa3bl B IBYyX(a3HbIX TUTAHOBBIX CILJIaBAX
YBEIMYHUBACTCS C POCTOM KOHIIeHTparuu Bogoposa [106, 107]. HaBomopoxuBanue
WHUIMAPYET HECKOJIbKO (pa30BBIX MPEBpaIEHU, KOTOpPhIE HEMOCPEICTBEHHO
3aBUCAT OT TapaMeTpoB HachklmeHus. [Iporiecc HACHIICHUS BOJOPOJIOM MOKET
COMPOBOXKIATHCSI 0Opa30BaHUEM MAPTEHCUTHBIX CTPYKTYp, Tunpuao [107-111] u
uaTtepmetauaoB [111]. Ha cerogusmiHuii 1eHb HACUMTHIBAETCA HEOOIBINOE
KOJIMYECTBO CTaTeH, B KOTOPBIX OMMCAHO B3aMMOJICHCTBHE BOJAOPOJIA C U3ICITHAMHU
aJIUTUBHOTO TPOU3BOJICTBA, TOJYYCHHBIMA METOJOM CEJICKTUBHOTO JIa3€PHOTO

CIIJIaBJICHUSI. HCCHC}IOB&HI/IH IMOBCACHHA BOAOPOJa B H3ACIMAX N3 THUTAHOBLIX
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CIUIABOB, MOJyYEHHBIX METOJIOM 3JIEKTPOHHO-IYYEBOI'O CIUIABJIECHUS, B HAy4YHOU
JAUTEpaType OTCYTCTBYIOT. Takum 00pa3oM, UCCIIEJOBAHUE BIUSHUS BOJOPOAA Ha
(da3oBble M CTPYKTYpPHbIE M3MEHEHHMs B U3JCIHUIX M3 TUTAHOBBIX CILJIABOB
nosydeHHble MeroaoM OJIC ABISIOTCA aKTyalbHbIMHM M HOCST HE TOJBKO

byHIaMEeHTaIbHBIN, HO U TPAKTUYECKHUI HHTEpEC.

3.3.2. MaTepuaJjbl 1 METOJbI HCCIEIOBAHMS

OOpasupl s WCCAeAOBaHUS OBUIM TMOATOTOBICHBI M3 TOPOIIKOB
nByx(a3HbIX THTaHOBBIX cIuiaBoB Ti-6Al-4V u Ti-6.5Al-3.5M0-1.5Zr-0.3Si
METOJOM 3JIEKTPOHHO-JIIYYEBOIr0 CIulaBieHus Ha ycraHoBkax ARCAM A2 EBM
(I0Bemusi) u paszpabortaHHOM B TOMCKOM MOJUTEXHUYECKOM YHUBEPCUTETE
(Poccust), coorBercTBeHHO. /lucnepcHOCTh MOPOLIKOB BapbupoBaiack oT 50 10
120 MxwMm.

['azoazHoe HaABOJOpPOXKMBAHUE W HM3YYCHUE COPOLMOHHBIX MPOLIECCOB
NPOBOJIWINCh, Ha aBTOMAaTHU3MpoBaHHOM Komiuiekce Gas Reaction Controller.
CkopoCTh JMHEWHOTO HarpeBa M OXJIAKICHHS COCTaBsUM 6 °/MuH U 1 °/mMunH
COOTBETCTBEHHO. AOCOJIOTHAs KOHLEHTpalusi BOAOPOJa B 00pa3lax n3Mepsach
METOJ/IOM TUTABJICHHS B CpPEJie MHEPTHOTO rasa (aproHa) Ha aHaJM3aTOpe BOJIOPOJA
RHENG602. Ananu3 (a30oBbIX U CTPYKTYPHBIX H3MEHEHHH OCYILECTBIISIIUCH
METOJaMU PEHTTEHOCTPYKTYPHOTO aHaliW3a M MIPOCBEYMBAIOUIEH SJIEKTPOHHOU
MUKPOCKOTIHUH.

MukpocTpykTypa 00pa3loB HCCIEAOBaIaCh C MOMOIIbIO CKaHHUPYIOIIETO
MeKTpoHHOTO MuKpockorma SEM 515. TloBepxHoCTh 00pasiioB MmoaBepraiach
tpaBienuto B pearenre Kpomra (1,5% HF, 2,5% HNO; u 96% H,O) misa
BBISIBJICHUSI CTPYKTYPBI MOCIIE MEXaHUYECKON MOIUPOBKU. DPa30BOE U CTPYKTYPHOE
COCTOSIHUSL TUTaHOBOro cimaBa TI-6Al-4V nonydennoro merogom DJIC no u
nocie ra3o(a3zHoro HaBOJOPOKMBAHMS —HUCCIENOBANOCH  TU(PAKIIMOHHBIMU
METOJaMH M TMPOCBEUYMBAIOINICH AJIEKTPOHHON MUKpockonueil. Judpakimonnsie

KapTUHBI OBUIA TIOJY4YEHBI ¢ ucnojb3oBaHueM CUK, u3nyueHus (JyIMHA BOJIHBI
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A=154A) na penrrenosckom audpaxtomerpe Shimadzu XRD-7000S s

reoMeTpun bparra-bpeHTaHo mpu CcleAyOMUX IMapaMeTpax: Auamna3oH YIIoB
20 ~ (30-80)°, ckopocth ckanupoBanus 10°/muH, mar ckanupoBanus 0,0143°,
BpeMsi 3kcro3unuu B Touke 42,912 cek, Hanpspkenue 40 k3B, Tox 30 MA.
MukpocTpykTypa  HccleAoBajiaCh  Ha  MPOCBEYUBAIOIIEM  DJIEKTPOHHOM
mukpockorie JEOL JEM-2100F npu yckopsitomem HanpsokeHun 200 k3B.
[ToaroToBKka 00pa3IOB OCYIIECTBISUIACH HMOHHOW PE3KOW Ha  CIEIHATBHON
ycranoBke JEOL lon Slicer EM-091001S mpu caeayronux mapaMmerpax: padoumii
ra3 — apros, yckopsroiee Hanpsbkenue 8 kB, auama3on yrios pesku (1,5-4)°.
HccnemoBanus N Situ  (a3oBBIX MEpeXxoi0B B CHCTEME THUTaH-BOJIOPO]
MPOBOJMINCH HAa pa3zpaboTaHHOM JudpakTOMeTpuyeckoM Komiuiekce. OOpasiibl
OMEIIANINCh B KaMePy, BAKyyMHPOBAIIICH 0 OCTATOYHOro aasienns 2-10™ mGap
U JIMHEWHO HarpeBaJiuCh CO CKOPOCThIO 5°/MuH. HaBogopoxkuBaHue TIPOBOIUIOCH
npu temneparypax 500 u 650 °C u naBieHUU BOAOPOJA B PEAKIMOHHOW KaMepe
0,5 atm. OxnakaeHne OCYIIECTBISIOCh B Cpeie BOIOPOA CO CKOPOCThIO 5°/MUH.
B mpoueccax HarpeBa, HAaBOJOPOXUBAHUS U OXJIAKICHUS PETUCTPUPOBAIMCH
nu(dpaKIMOHHBIE KapTUHBI CO BPEMEHEM J3KCIO3WIMK 5 MHH/Kaap B IUAIa30HE

yrioB audpaxiuu 20 ~ (30-53)°.

3.3.2. Pe3yJbTaThl M UX 00CYXK/IeHUE

3.3.2.1. TutanoBbiii ciiiaB Ti-6Al-4V nosryuennsiii Mmerogom IJIC

OreHka CTPYKTYPHO-(a30BOTO COCTOSHUS THTaHOBOro crutaBa Ti-6Al-4V
nosryaeHHoro metogoMm JDJIC mo u mocine ra3o¢a3HOro HaBOJOPOKUBAHUS ObLIa
IIPOBEJICHA METOJAOM PEHTTCHOCTPYKTYPHOTO aHaym3a. J(ndpakimoHHbIE KapTHHBI
JI0 ¥ TIOCJIC HABOJIOPOXWBAaHUS TpencTaBieHbl Ha pucyHke 3.11. [lo maHHBIM
Tu(PaKIIMOHHOTO aHAJIM3a BUAHO, YTO O0OPA3Ilkl MOCHE CIUIABICHUS COJEPKAT O U
B bazsl TUTaHA c reKcaroHajJbHOU MJIOTHOYIIAKOBAHHOM u
OOBEMHOIIEHTPUPOBAHHON  KyOMYECKOW  KPHUCTAIMYECKUMU  CTPYKTYpaMH,

COOTBETCTBEHHO. MaccoBoe cojiepxanue [ ¢a3bl, ONPEACICHHOE MO METOMY
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KopyHa0BbIX umcen [112], cocraBuino 4%. PeHTreHOCTPYKTYpHBIH aHaU3 He
NoKa3aJl HaJIW4he MAapTeHCUTHBIX (a3 B oOpaslax Iociie CIUTaBIICHHS.
3HAUUTENbHBIE W3MEHEHHS audpakTorpaMM TPOUCXOAIT IIOCIE HACBHIICHUSI
TUTAHOBOTO CIIaBa BogopoaoM (pucyHok 3.11 6). Pedmexcsr B da3er cmematores
B CTOPOHY MaJIbIX YIJIOB, YTO CBSI3aHO C PaCTBOPMMOCTBIO aTOMOB BOJOpPOJa B

naxHou (aze [91].
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Pucynok 3.11 — JIudpakrorpammel TuTaHoBOrO criaBa Ti-6Al-4V nonydeHHOTO

metoaom DJIC 1o (a) u mocie (0) razodazHOTO HABOIOPOKUBAHUS

Takxe HaBOJAOPOKMBAHUE MPUBOAUT K YBEIUUYECHHUIO cojepkanus 3 ¢assbl,
TaKk Kak BOJOPOJ sBisieTcss ee crabunuzatopoM [92]. [lpum KoHLEHTpauuu

Bojopoja 0,29 macc.% MaccoBoe conepkanue B da3el Bo3pactaer g0 30%. bonee
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TOTO TOSBISAIOTCA peQIIeKChl COOTBETCTBYyIOIIME (ase O TuUapHaa TUTaHa C
rpaHELEHTPUPOBAHHOU KyOMYEeCKON  KpHCTAIIMYECKOU MO (DUKAITHEH.
YBenuueHue KOHLEHTpauuu Bogopoaa 1o 0,58 macc.% npuBoauT K 00pa30BaHUIO
Y THIpUIAa THUTaHA C TETPArOHAJIBHOW KPUCTAUIMYECKOW CTPYKTYpOH H
uaTepMerauaHon (Gasel  TiAl ¢ rekcaronanpHOM perneTkoi. JlampHeiiinee
HaBOJOpOXKMBaHUE 10  KoHueHtpauuu 0,9  macc.%  npuBoaur K
nepepacipe/ieieHnI0 NHTEHCUBHOCTEH Ha AM(PPAKIMOHHBIX KapTHHAX, KOTOPOE
YKa3bIBAa€T Ha YBEJIMUEHUE 00BEMHOTO coaepxkaHus (a3 & U Y TUAPUI0B TUTAHA U
cHwkeHrne noiu B ¢a3pl. HeoOXoaumMo oTMETHTh, 4TO mepekpbitus (a3 d-TiH,
TisAl u o-Ti B HacBHIIEHHBIX O00pa3lax MPHUBOIAWT K YIIMPEHHIO HEKOTOPBIX
pedIeKCOB 10 CPAaBHEHUIO C UCXOJAHBIM CILIABOM.

CrpykTypHble W (Da30Bble HW3MEHEHUS B MPOLECCE HABOJOPOKUBAHMS B
tutaHoBoM ciuiaBe Ti-6Al-4V momyuennoro meromom DJIC mpu temmeparype
650 °C OblTM  uWccnefoBaHbl Ha  pa3pabOTaHHOM  JU(PPaKTOMETPUUECKOM
KOMIUIEKCE, Pe3yIbTaThl KOTOPHIX MPEICTaBICHBI Ha pUCYHKe 3.12.

B nepBbie 10 MUHYT HaBOJOPOKMBAHUS MOJIOKEHUS pediiekcoB o (a3bl
TUTaHa CYIIECTBEHHO HE U3MEHSAIOTCS, B TO BpeMs KaK pedieKChl MpUHAJIEKAIINE
B ¢da3e TuTaHa CABUrarOTCI B CTOPOHY MEHBIIMX YrioB. M3BectHo, uTO
pacTBOPUMOCTh BOAOpOJa B 0 (ha3e MpeHeOpPEeKUTETHbHO Majla IO CPAaBHEHUIO C
B dazoit [91]. bomee TOro, BOAOPOA CHOCOOEH CHWXXATh TEMIEpPaTypy
noJIMMOpGHOTO 0 — [3 MpeBpallleHus, TEM CaMbIM cTaOuUIM3upys B ga3y B cIiaBe
[71]. Tlocnenmyromee Hacbimenne g0 20 MHHYT TPUBOJI K  CHIDKCHHIO
WHTEHCUBHOCTU pediekcoB o (a3bl U poCTy MHTEHCUBHOCTH [} (pa3bl, KOTOpbIE

CBUJIETEIBCTBYIOT 00 YBEIHUYCHUH 00BEMHOTO cojiepkanus 3 (asbi.
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Pucynok 3.12 — ®parmentsl audpakTorpamMMm TuTaHoBoro cruiaBa Ti-6Al-4V
nosyuyeHHoro Merogom JJIC B mpomecce ra3zodazHoOro HaBOAOPOKUBAHUS

npu temneparype 650 °C u gaBnenun Bogopoza 0,5 armocdep

[Tocne 20 MuHYT razogazHOro HaBOJOPOXKMBAHUS HApPsAy C aAKTUBHBIM
poctom coxaepkanus 3 (a3bl B crimaBe HaOmomaeTcst (ha3oBbIil epexo o ¢asbl B
dbazy o,, koTopas mpejacraBiseT uHTepMetauua 1iAl. Haceimenne BomopoaoM
NBYX(a3HbIX TUTAHOBBIX CIUIABOB MPUBOIUT K MepepaclpeieICHUIO JETUPYIOIMIHNX
AJIEMEHTOB MexAy o u [ dazamMmu u oOoramieHueM TMOCIEAHEH aTIOMUHUEM.
Cornacao Tteopumn nekoresuu [113, 114], Bomopon muddynmupyer B mecta
BBICOKOM KOHIICHTpPAIlUM PACTITUBAIONINX HAIMPSKEHUNW W CHUKAET CHIIBI
B3aMMHOTO MPUTSHKEHUS MOHOB METaJljla B KpUCTaJTMyeckou pemerke. Hanbonee
BEPOSITHBIM MEXaHW3MOM OCJIA0JICHUSI METAJUTMYECKUX CBSA3CH SIBISETCS Tepenaya
BOJIOPOJIOM  3JiekTpoHa Ha 30 moaypoBeHb Metamia. V3BeCTHO, UTO
HABOJIOpOXKKMBaHKe THTaHOBOro criaBa Ti-6Al-4V no 0,4 macc.% TPHBOIUT K
CYIIIECTBEHHOMY yBEIHMYCHUIO UG Y3MOHHON CITOCOOHOCTH JIETUPYIOIIMX aTOMOB
[L06]. bomee TOro, HMCKaXeHUs KPUCTAIUIMYECKOW PEIIETKH B peE3yJbTaTe

dbopMHpOBaHUS TBEPJOTO pacTBOpa BOAOPoJa B o U B ¢a3ax BHI3BIBAECT Pa3BUTHE
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YOPYTUX HAMPSKEHUH, OKA3bIBAIONINX BIUSHUE HA Pacpeie]iCHUE TUCIOKAIUN B
TUTAHOBOM CIUIaBE, MPUBOII K 00Pa30BAHHIO OOJIBITIOTO KOJIMYECTBA Cy03epEeHHBIX
rpanuil. Tak Kak TemIeparypa HaBOAOPOKUBaHUS JOCTaTOYHO BbIcOKas (650 °C)
MOXXET TPOUCXOAUTh 3EPHOTPAHUYHAS CETperamusi JETHPYIONUX aToMoB (B
OonblIeil cTeneHu amtoMuHMs). TakuMm 00pa3oM, Ha TpaHMIIAX 3E€pEH BMECTO
o (a3el MOkeT (HOpMHUPOBATHCS O (aza Ha ocHOBe MHTepMeTauuaa TisAl [115].
@da30BbI TIEPEX0] O — 0 B Tpolecce Ta30(a3HOr0 HABOJOPOKHWBAHHS TPHU
temriepatype 650 °C  Ttaxxke HabOmomaiacs B pabore [116]. AlcomrotHas
KOHIIEHTpAIUs BOJIOpoAa B 0Opasiie nocie oxnaxaenus coctasuna 0,60 mace.%.

Jlmst  TIOATBEP)KIACHUS  PE3YJIbTATOB  IMOMYYCHHBIX JIH(PPaKITMOHHBIMU
METO/JaMH OBbLIM TPOBEJCHBI HUCCIEAOBAHUS CTPYKTYPhl MOBEPXHOCTH U TOHKOM
CTPYKTYypbl THTaHOBOTO cmuaBa Ti-6Al-4V  momydennoro DJIC wmertomamu
CKaHHUPYIOIIEH M MPOCBEUYHMBAIOIICH JJIEKTPOHHON MHKpocKonuu. Pe3ynbrarhb
CKaHHUPYIOMIEH 3JIEKTPOHHON MHUKPOCKONMUU OOpasloB /10 W TOCJE HACHIIICHUS
BOJIOPOJIOM TIpe/ICTaBIeHBI Ha pucynke 3.13.

Ctpyktypa TtuTaHoBoro cmiaBa Ti-6Al-4V  monydennoro DJIC 10
ra3oazHOr0 HAaBOJOPOKMBAHHWS TMPEJACTaBICHA O IJIACTHHAMU Pa3JIHMYHOTO
pa3Mepa ¥ OpUEHTALUU BHYTPH UCXOJHBIX 3 3epeH. HaBomopoxuBaHue mpuBOIUAT
K JIPOOJICHUIO O TUTACTHH M MU3METBYCHUI0 MUKPOCTPYKTYpHI. [Ipu KoHIIeHTparuu
Bojopoaa 0,9 macc.% rpaHuubl o MJIACTUH NPAKTUYECKU HEPA3IMYUMBI, TAKKE
TepsieTCsT WX JaMeJUIsIpHasi CTPYKTypa. JleTalbHBIA aHaIM3 MUKPOCTPYKTYPHI
00pa31oB ObLT IPOBEACH METO0M MPOCBEYMBAIOIICH IIMEKTPOHHOH MUKPOCKOIIHH.

Ha pucynkax 3.14 u 3.15 npeactaBieHbl M300paXeHUsT MUKPOCTPYKTYPHI

tutanoBoro cruiaBa Ti-6Al-4V monyuennoro DJIC.



Pucynok 3.13 — M3o00pakeHusi MOBEPXHOCTH TUTaHOBOro ciaBa Ti-6Al-4V

ITOJTYYEHHOTO DJIC pu pa3InYHON KOHILIEHTpaIu1 BOJOpPOJA:
a) HWCXOMHOE COCTosiHME, ©0) KoHmeHTpamus Bomopoma 0,29  wmacc.%,

B) KoHIleHTpaIms Bogopoaa 0,58 macc.%, r) konuentparus Bogoposaa 0,9 macc.%



Pucynox 3.14 — CeetnononsHOE (a) 1 TemMnonoiasHbie (0, B) [[DM-u300paxenus u

COOTBETCBYIOIIAss MHUKPOIJIEKTPOHHOTpaMMa (T) MHUKPOCTPYKTYPBl THTAHOBOTO
criaBa TiI-6Al-4V, nonydennoro metogom DJIC; 6) TEeMHOIIOJIbEHOE N300pakeHHE,
nonydeHHoe B pediexce 201, npuHamnexamem miockoctd (010)  a-Ti,
u 301, mnpunagnexamem mmiockoctd (010) o-Ti (crpenka 1, T1);
B) TEMHOIIOJIbHOE M300paXkeHue, noiaydeHHoe B peduekce 021, mpunagiexaiiem

mnockoctu (112) o-Ti (cTpenxka 2, r).

Ctpykrypa 00pa3ioB 10 ra30(a3HOTO0 HABOAOPOKUBAHUS MPEICTABICHA O

dazoli ¢ TaMeIUISIPHON CTPYKTYpOH (TakyKe Ha3bIBa€MON MapTEHCUTHOH o’ (a3oii)
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C TonepeYHbIM paszmepoM miactud 0,2 MkM U 3 ¢a3oi Kak B BUAE TJIACTHH, TaK U
B (opMme TI00YJISIpHBIX 3€pEH, BBIICIAIONIMXCSA IO TPaHHUIAM 3€peH O THUTaHa,
nuameTp Kotopbix coctaBiser 0,15-0,2 mxm. Bonee Toro, B CTpyKType cIuiaBa
HaOII0Ial0TCs MapTeHCHTHBIC (a3l o (cM. puc. 3.15B8) 1 ® (cMm. puc. 3.14 6, B).
Yactunpl © (a3pl HaOMIOMAIOTCS BHYTPHU IUTACTHH 0, TUTaHA, a TaKXkKe MO MX
rpanuniam. Hanopasmepnsie yactuiibl o ¢a3bl BBIIEISAIOTCS Ha TPAHULIAX 3€PEH o
TUTaHa, IPEUMYIIIECTBEHHO B 00JACTH TPOMHBIX CTHIKOB. HeoOX0IMMO OTMETHTB,
4yTO OO0JBIIOE KOJMYECTBO SKCTHUHIIMOHHBIX KOHTYPOB YKa3bIBa€T Ha BBICOKUH
YPOBEHb OCTATOYHBIX MUKPOHAMPSIKEHUN.

M3BecTHO, YTO CTPYKTypa THTAHOBBIX CIUIaBOB, C(HOPMHpPOBAHHAS TIIPHU
TEPMUYECKON 00paboTKe, B 3HAYUTEIBHOM MeEpe 3aBUCUT OT CKOPOCTHU
oxnaxaeHus [117]. M3MeHeHUE CKOPOCTH OXJIAKICHUS BJIMSIET HE TOJBKO Ha
JUCTIEPCHOCTh YacTull o ¢a3bl, HO W Ha (Ha30BBIA COCTaB cIulaBa. Peskoe
oxnaxaenne (10°-10° K/c [118]) nprBoauT K cTabMIH3AIAYE METACTAGHIBHBIX O,
a”, 1 ® a3 B turaHoBom cruiaBe Ti-6Al-4V, nmonydennbim DJIC. ®azbl o u
o IPEACTABIISIIOT COOOM MEepPEHACHIIICHHBIN TBEPABIA PACTBOP Ha OCHOBE O (pa3bl
TuTaHa. MeTtactabuiabHas o (a3a Ha3BaHa MapTeHCUTHOM (a3oi ocolOoro Twuma,
TaK KaK OHa TMPEJICTABISACT COOOM TIEPECHIMICHHBIM TBEPIBIM PACTBOD,
oOpazyromuiica 0e31udPy3HOHHBIM IyTEM 1O CABUTOBOMY MEXaHU3MY,
XapaKTepHOMY JIJIsi MAPTEHCUTHBIX MpeBpanieHuid. OHa HEe UMEET IJIACTUHYATOIO
CTpPOEHHUsS, a CYIIECTBYeT B BHJIE MEJKHX KOTEPEHTHBIX IO OTHOIICHUIO K
B maTpuile yacTHIl.

Pe3ynbTaThl MpocBeUMBaONIE MUKPOCKOIMHU OOpPAa3Il0B MOCJIE HACHIIICHUS
no konneHtpauu 0,29 macc.% mnpencrapieHsl Ha pucyHke 3.16. MHTeHCHBHas
MUrpanus 3epeH o (a3pl TUTaHa B Mpolecce HaBojgopoxuBaHus mpu 650 °C
JTICMOHCTPUPYETCS ~ WCKPHMBICHHEM WX  rpaHuil. [lo  maHHeIM  inSitu
Tu(PaKIIMOHHOTO aHaIKM3a OBLIM BBISIBICHBI (ha30BbIe TIEPEXOABI O — B U oL —> 0lp.
TakuMm 00pa3oM, BBINICYIIOMSHYTass MUTPANMs TPAHWI] 3€PEH, IO-BUIUMOMY,
cBs3aHa ¢ poctoM [ 3epeH. OYeBUIHO, YTO KPUBU3HA TPAHUIl 3epeH o (a3bl

BO3HUKAET U3 3epeH [ pa3bl mpu oOpaTHOM Mepexoie o — B Ipu OXJIaKJICHUH.



Pucynox 3.15 — CeetnononsHoe (a) 1 TemnonoiasHbIe (0, B) [[DM-u300paxenus u

COOTBETCBYIOIIAsE MHUKPOIJIEKTPOHHOTpaMMa (T) MHUKPOCTPYKTYPHI THTAHOBOTO
crutaBa Ti-6Al-4V, nonydennoro metoom DJIC; 0) TEMHOIOIBHOE H300paKCHHE,
nonyyeHHoe B pediaekce 110, npuHamnexameM miockoctd (110) B-Ti
(ctpenka 1, 1), B) TeMHOMNOJIbHOE H300pakeHUe, MmojiyueHHoe B peduiekce 131,

npuHaIexKaieM mwiockoctd (323) o -Ti (crpenka 2, )



Pucynox 3.16 — CeetnononsHoe (a) 1 TemnonoiabHbie (0, B) [[DM-u3o0paxkenus u

COOTBETCBYIOIIAsE MHKPOSJIEKTPOHHOTpaMMa (I) MUKPOCTPYKTYpbl THUTAaHOBOTO
crutaBa  Ti-6Al-4V, mnonydenHoro wmetogom OJIC mocie HACHIIIECHHS 0
koHneHTparuu 0,29 macc.%; 0) TeMHONOJIbHOE H300paKeHHE, MOJIyYEHHOE B
CBEPXCTPYKTYPHOM pediekce 111, MPUHAJJIC)KAIIEM TUIOCKOCTH
(110) TizAl (ctpenkal,r), B) TEMHONOJbHOE H300paKEHHE, MOJYYCHHOE B

pedrexce 222, mpuHammexamem 1iockoctd  (110)  TisAl,  wm 11,

npuHaanexanieM miockoctd (110) o-Ti (cTpenka 2, 1).
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AHaJIM3 TEMHOIOJBHBIX H300paKEHUM CTPYKTYphl 00pa3lioB IMOCTE
HachIIeHHs 10 KoHueHTparuu 0,29 macc.% mokasal, 4YTo BHyTPH IUTACTUH 0. a3kl
BBIJICIISIFOTCS MHTEPMETAUTUAHBIC dYacTuIel Ti3Al, MMerolue IiacTHHYATYIO
mMopdororuro (cM. puc. 3.16 6, B). Mexann3m oOpa3zoBanus (a3l 0 Ha OCHOBE
uHTepMmerauuaa TizAl Obul onucan panee. Tak kak mo pesynbratam [1OM He
ObLJIO BBISIBIIEHO Hanmuuue (a3 a” U ® B oOpaslax mocie HACBIIEHUS, MOXKHO
IPENONIOKUTh, YTO yKa3aHHbIE MeTacTaOWiIbHbIe (a3bl TpaHCHOPMHUPYIOTCA B
qactuis! TisAl. TTockonbKy 00beMBI dIeMeHTapHBIX stueek da3 o (0,0698 Hm®) 1
® (0,052 rM’) 3HAYMTENHHO IPEBBIMIAIOT 0OBEM SIEMEHTAPHOMN Sy o Pasbl, TO
ux Tparcopmamus B 0, pa3y, UMEIOIIYI0 TeKCaroOHaIbHYIO IIOTHOYMTaKOBAHHYIO
peuieTky, sBiseTcs 3p(HEKTUBHBIM CIIOCOOOM peaKcalli BbI3BaHHBIX BOJOPOIOM
BHYTPEHHUX HaNpsHKeHWM B 3epHax o ¢as3pl TUTaHa. B Toxe Bpems, Kak
PEHTIeHOBCKasA, TaK M JIEKTPOHHAS MHUKPO TU(paKIMK HE TMOKA3bIBAIOT HAIMYKE
TMJIPUIHBIX (pa3 TUTaHA MOCJIEe HABOJOPOKMBaHUA 10 KoHUEeHTpauu 0,29 macc.%.
Takum oOpa3oM, Bomopoa B oOpa3nax TUTaHOBOro crmiaBa Ti-6Al-4V
MOJIyYEHHOTO METOJIOM 3JIEKTPOHHO-TyY€BOI'O CIUIAaBJICHHUS B OOJBIIMHCTBE
pacTtBopeH B 3 ¢aze M 4aCTUYHO B MHTEPMETATUAHON (aze Mo MPUINHE HU3KOU
pactBopuMocTH Bojopoaa B TizAl [119].

[1OM wuzobpaxenust TutaHoBoro ciuiasa Ti-6Al-4V moaydeHHOr0 METOI0M
DJIC mocne razodaszHoro HaBOAOpPOXKMBaHUS 10 KoHieHTparuu 0,58 macc.%
Mpe/IcTaBlIeHbl Ha pucyHkax 3.17 u 3.18.

JByxdaznas (o + 0p) MIacTUHYATasi CTPYKTypa COXpaHsAeTCad IpH
HABOJIOPOKUBAHUU 00pa3loB 110 KoHueHTpamuu 0,58 macc.%. OaHako pa3mepbl
wiactuH TizAl 1 ux o0beMHas 10JIs1 3HAYMTEIBHO YBETMUUBAIOTCSI. OYEeBHIHO, YTO
yBEIMYEHUE KOHIICHTPAIIMK BOAOpOoAa B oOpasliax NPUBOAWT HE TONBKO K
3epHOTPAHUYHON Cerperanud aTOMOB QIIOMHUHHS, HO M K (Pa3oBOMy IMepexoiy
cmauuBanus  [120-122]. JIpyrumu  clioBamMHM, Ha ~ HAdYaJbHOW  CTaauu
HABOJIOPOKUBAHUS 3€PHOTPAHUYHAS CETperals MPUMECHBIX aTOMOB MPHUBOIUT K
00pa30BaHUIO0 HAa MAJIOYIVIOBBIX TpaHUIax TBepjoro pacteopa Al B o daze. B

JaJbHENIIEM, IMEHHO HAJIMYUE TBEPAOIO PACTBOPA 00YCIIABINBAET CYIIECTBEHHOE
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yYBEJIIMYEHUE CKOpPOCTU 3epHorpanuyHor nuddysuu. BcenencrtBue atoro,
cyO3epeHHbIC TpaHUIBI O0OTAMAIOTCS aTOMAaMH AJTIOMHHUS, YTO MPUBOAHUT K
YBEIUYEHUIO Pa3MepPOB MHTEpMETAUIMAHON (as3bl. B To ke Bpems, yBenuyeHue
KOHIIeHTparuu Bomopoga nxo 0,58 wmacc.% mnpuBoautr K (HOPMHUPOBAHHIO

HAHOPAa3MEPHBIX KPUCTAILIOB O TMAPUIA TUTAHA.

103 TiH,

M2(021),,
7/
2226-TiH, g4

Pucynox 3.17 — CaernononsHoe [IOM-uzobpakeHuss (a) ¥ COOTBETCBYIOIIAS
MHUKPOAJICKTPOHHOTpaMMa (1) MUKPOCTPYKTYpPBI THUTaHOBOrO ciuiaBa T1-6Al-4V,

nosyuyeHHoro meroaoMm DJIC nocne HackieHus 10 koHueHTpanuu 0,58 macc.%

[Ipu yBenmnyueHUU KOHIIEHTPAIIMKM BOJOPOAA B 00pa3iiax TUTAHOBOTO CILJIaBa
Ti-6Al-4V nonyuennoro merogom DJIC a0 0,9 macc.% mpomoinkaeTess MUTpaLys
TPaHMI] 3€peH TEPBUYHBIX 0 TJIACTHH M, COOTBETCTBEHHO, YBEIUYMBAIOTCS WX
NpOJIOJIbHBIE M TOmNepedHbie pasmepbl (cM. puc. 3.19). Bomee Toro, pasmepsr
WHTEPMETAUTUAHBIX TUIACTUH YBEJIWYUBAIOTCS M PACMaJaroTcsl Ha OTEIbHBIC
HaHOpa3MepHbIe KpUCTALIHI (cM. puc. 3.19 6). Heobxoaumo oTMeTHTh, 9TO (ha3bl
o u oo no-mpexHeMy He HaOmomarotcs Ha [IOM  uzo0pakeHUsx B

HABOJOPOXKEHHBIX oOpa3uax. [lapannenbHo pacTyT pa3Mepbl TUIACTUH TUAPUIHON

¢assl TuTaHa (cM. puc. 3.20).
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Pucynox 3.18 — Temmnononbhbie [IOM-u3z00pakeHuss MUKPOCTPYKTYPHI

tutaHoBoro cruiaBa Ti-6Al-4V, nomyuennoro meromom DJIC mocie HaCHICHHS
no konmentpanuu 0,58 macc.%; a) TemMHOMOABLHOE M300paKeHHE, MOYICHHOE B
CBEPXCTPYKTYPHOM peduiekce 100 TizAl (ctpenka 1, puc. 3.170),
6) TeMHONONbHOE H300pakeHMe, monydeHHoe B pediaekce 200 TizAl
1 100 a-Ti (cTpenka 2, puc. 3.176); B) TEMHONOIBHOE N300paKeHNE, OTYUEHHOE
B peduiekce 103 daser vy rumpupma TiH,, 222 ¢aser 6 tumpuma TiHjgo4

u 112, npunaanexamem miockoctu (021) a-Ti, (crpenxa 3, puc. 3.176)



Pucynox 3.19 — CetnononibHoe (a) 1 TemnonoibsHbIe (0, B) [I9M-u3o00paxkenus u

COOTBETCBYIOIAs MHUKPOIJCKTPOHHOrpaMMa (T) MHUKPOCTPYKTYPBl THTAHOBOTO
crutaBa  Ti-6Al-4V, mnonydenHoro wmetogom OJIC mocie HACHIIICHUS 0O
koHentparuu 0,9 macc.%; 0) TeMHOMOJIbHOE H300paKeHue, MOIYyYCHHOE B
cBepxcTpykrypaom pedaekce 100 TizAl (ctpenka l,T), B) TEMHOIOJBHOE
nu3zoopaxenue, nonyueHHoe B pediekce 200 TizAl u 100, npuHamexaieMm

nnockocty (031) a-Ti (cTpenka 2, r).



1000, **
TIT5

1T(110)5-TiH, g5, * .
’

2 t/nm

Pucynok 3.20 — CemnononsHoe (a) u TemmonoinbHbie (0, B) [IDM-u3o0paxenus u
COOTBETCBYIOIIAs MHUKPOIJIEKTPOHHOTpaMMa (T) MHUKPOCTPYKTYPHl THTAHOBOTO
crutaBa  Ti-6Al-4V, mnonydenHoro wmetogom OJIC mocie HACHIIICHHS 0
koHneHTparuu 0,9 macc.%; 0) TeMHOMOJIbHOE H300paKeHHE, IOJTYYEHHOE B

pedmexce 111 dass & ruapuaa TiHy g4

Nuddysus Bomopoma B TuTaHoBoMm cruiaBe Ti-6Al-4V  omnpenensercs
MHOTUMHU (PaKTOpaMH, TaKUMU Kak, TeMIepaTypa HaBOJAOPOXUBAHUS, TaBJICHHE
BOJIOPOJIa, MUKPOCTPYKTYpa, (ha3oBbIil cocTaB, AePeKTHAS CTPYKTypa U APYTHMHU
[123]. B yka3aHHBIX YCJIOBUS HACBIIICHHUS BOJIOPOIOM K03 duumeHTs quddy3un

B o U [ dasax, MOryT OBITb OIICHCHBI CJCAYIOIIMMH BbIpaxkeHusMu [124]:
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_ _g ~0,6440,03 _ v ~0,2940,02
Dy = 3 X 10 exp[>], Dg = 1,95 X 1077 exp [—kBT |
D,, = 5% 10 %exp [M], rme D, = 1x10° m%c u Dy = 5,3x107° Mm%,

COOTBETCTBEHHO. Hacklmenne BOJOPOIOM COMPOBOXKIACTCS —CTabWiIM3anuen
B dba3er u obpazoBanue o, (asel. Koapdumuent nuddysun B mocieaneit paBeH
Da, = 1,3 x 10 m?*c [125]. [pemmonaraercs, uto Bogopon AubdyHANPYeT B
OCHOBHOM 4epe3 [ da3y u B3auMoaeicTBYeT ¢ o (a3oit Ha Tpanulle o/f pasaena.
M3-3a HU3KOM pacTBOPUMOCTH BOJOpoja B o (ase, JIOKaIbHOE MPEBBIMICHUE
KOHIICHTpAIlMU BOAOPOJa B o (a3ze MPUBOAUT K O0Opa30BaHHWIO HAHOPA3MEPHBIX
KPUCTAJUIOB THAPUAHOW (a3el TUTaHA, pa3Mephl KOTOPHIX YBEIUYHBAIOTCS C
POCTOM KOHIICHTPAITUU BOJAOPO/IA.

O1leHKa U3MEHCHHS MEXaHHUUECKHUX CBOMCTB THTAHOBOTO ciuiaBa Ti-6Al-4V
noixydeHHoro MetonoMm JJIC B 3aBHCHMMOCTH OT KOHUEHTpAIMM BOJOpOAA B
oOpasiax ObuTa MPOBEACHA MyTEM HU3MEpEeHus MUKpOoTBepaocTh. Ha pucynke 3.21
MIPEACTaBICH TpadUK 3aBUCUMOCTH 3HAUYCHUH MHKPOTBEPIOCTH B HCCIICITYEMBIX

o0pasiax OT KOHIICHTPAIUU BOJOPO/IA.

405 -

400 - T

390 - 1
385 -1 \

380

MuxkpotBepaocts, HV 0.5

375 T . , . . . .
0.0 0.3 0.6 0.9

KonuenTpanusi Bonopoaa, macc.%

Pucynok 3.21 — MuKpoTBepAOCTh TUTAHOBOTO ciutaBa Ti-6Al-4V monydeHHoro

MetosioM DJIC B 3aBUCUMOCTH OT COJIEpKaHUS BOJAOPOa
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PesynpTaThl M3MepeHMA TOKA3bIBAIOT HEOOJNBIIOE YBEITUYCHUE 3HAYCHHS
MUKPOTBEPAOCTH TPHU KOHIIEHTpAIMU BOJOpoaa B oOpasie paBHoe 0,29 macc.%.
OnHako, JOalbHEWIIMK POCT KOHUEHTpauuu B auanazone 0,29-0,9 wmacc.%
NPUBOAUT K TAJACHUIO 3HAYCHWH MUKPOTBEPAOCTH HIKE YPOBHS 3HAYCHUU
U3TOTOBJICHHBIX 00pPa3I[0B METOJOM 3JIEKTPOHHO-TYUYEBOIO CIUIaBieHus. Bricokoe
3HA4YCHUE TBEPIOCTH H3rOTOBJICHHBIX 00pa3ioB (395 HV) o0ycioBieHO MenKou
JAMEJUSIPHOM ~ CTPYKTYpPOM, a TAaKKE€ HAJIUYMEM MAPTEHCUTHOU o daser B
CTpyKkType cmiaBa. HaBomopoxuBanue 1o koHueHtpauuu 0,29 wmacce.%
COMPOBOXKIACTCS M3MENBUCHUEM CTPYKTYpHI, OJHAKO, TUIACTUHYATAas CTPYKTypa
Bce emnie coxpansercs. bonee Toro, ¢Gopmupyercs TBepAble IUIACTHUHBI
uHTepMetauuanoi ¢as3br TizAl. Takum o0pa3om, Ha yBEIWYCHHE TBEPAOCTH
BIUSIOT KaK W3MEIbYEHHWE CTPYKTYpPhl BCICACTBHE HABOJIOPOKMBAHUS, TaK M
BKJIFOUCHHS. MApTCHCHTHOH o (assl. CXOXKee IOBENCHHE MUKDPOTBEPLOCTH B
JUTOM THTaHOBOM cruiaBe Ti-6Al-4V mpu HaBOJOPOKWUBAHMKM HAOJIIOIANIOCH B
paborax [126, 127]. Ilpm nanpHe#meM HachImeHHH BogopoaoM g0 0,58 u
0,9 macc.% MHKPOCTPYKTypa MPOJ0IIKAET U3METbYaThCsl U 00pasyeTcs O THUAPUT
THUTaHa OJHAKO, JIJAMEIJUIIPHAS CTPYKTypa OOJIbIIe HE HAOM0AaeTCsI. ITO MPUBOIUT
K CHIDKEHMIO MHKPOTBEPIOCTH 00pasioB THTaHOBOro cimiaBa Ti-6Al-4V
MOJIY4EHHOTO ~ METOJOM  AJICKTPOHHO-JIY4YeBOTO  CIruiaBiieHus. Heobxomaumo
OTMETUTb, YTO cojJiepkaHue OoJjiee MArkol B (a3bl yBEIUUMBAETCA C POCTOM
KOHIIEHTpAIlMU BOJOPOJA, YTO TAaKXKE€ NPUBOJUT K CHIIKEHUIO TBEPJIOCTH B
HABOJIOPOXKCHHBIX ~ OOpasmax. B ymrom TutaHoBoM crutaBe  Ti-6Al-4V
HaOJFOMaeTCs YBEIMUEHNE MUKPOTBEPAOCTH C POCTOM KOHIICHTPAIIMHA BOJOPOA 3a
CUET W3MENBYCHHSI CTPYKTYpbI, O00pa3oBaHUsA THAPUIOB U (POPMHUPOBAHUIO O
da3bl. Takoe paznuuume OOBsCHsETCA 0o0Jiee KPYMHOH CTPYKTYpPOM M HHU3KHUM
3HAYEHHEM MHKPOTBEPAOCTH JUTOTr0 TUTaHOBOTO ciiaBa Ti-6Al-4V (300-360 HV)
10 CPABHEHUIO CO CIUIABAMM, MOJYYEHHBIMHU 3JICKTPOHHO-TYUYEBBIM CIUIABJICHUEM
M CEJEKTUBHBIM JIa3epHbIM cIulaBieHueM. B pabore [3] Takke HabOIOAQIO0CH
CHIDKEHHE MHKDOTBEPIOCTH B oOOpasmax TuTaHoBoro cmiaBa Ti-6Al-4V

MMOJYYCHHOIO CCIICKTMBHBIM  JIQ3CPHBIM  CIINIABJICHHUEM  IIOCJIC  HACBIIICHUS
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BojoposoM 10 1,18 macc.% npu temneparype 650 °C. ABTOpBI IpeAnosiararor,
YTO CHIDKEHHE MHUKPOTBEPIOCTH C POCTOM KOHILIEHTPALMK BOJOPOJAA CBSA3aHO CO
CHATHEM HampsDKeHUH, (QopMupoBaHueM O Tuapuaa U oOpa3zoBaHueM Ooiee

MSTKOM B a3bl TUTaHA.

BeiBoan! o I';1aBe 3

Ha mnpumepe THUTaHOBBIX U IUPKOHUEBBIX CIUIABOB C Pa3JIMYHBIM
CTPYKTYpPHO-(Da30BbIM COCTOSTHUEM MOKA3aHbl HKCIIEPUMEHTAIbHbIE BO3ZMOKHOCTH
pa3pab0OTaHHOTO  PEHTTeHOAU(MPAKIIMOHHOTO  KOMIUIEKCA  JJI1  KOHTPOJIsS
CTPYKTYPHBIX U (Pa30BbIX U3MEHEHUN B YCIOBUSX BO3JCHCTBUS arpeCCUBHBIX CPEJl
Y BBICOKOW TEMIIEpPATYPHI.

Ha ocHOBe nosy4eHHBIX pe3yIbTaTOB MOKHO CHIENATh CIEAYIONIE BHIBOIDIL:

1. BeisBneHo, yto razoasHoe HaBOJOPOKMBAHUE ITUPKOHUEBOTO CIUIaBa
Zr1%Nb npu naBiacHMHM BOJOpOJa B peaknuoHHOW kamepe 0,5 atmochep B
nuanazone temmepatyp (350-450) °C compoBoxmaeTcss (Ga3oBBIMH IMEPEX0IaMH
a-Zr — d-ZrH. ITloBbllieHHe TemnepaTrypbl NPUBOAUT K COKPALIEHUIO BPEMEHH
MOJIHOTO TIEpeXo/ia B 2 pasza.

2. Tlokazano, yTto Ta3odazHOE HABOJIOPOXKMUBAHUE TUTAHOBOTO CIIJIaBa
Ti-6Al-4V ¢ cyOMUKpOKpUCTAITHYECKON CTPYKTYpoit nipu Temmeparype 600 °C u
JaBJIeHUU BoAopoa B kamepe 0,5 aTM. COpoBOXKAAETCS yBEIMUYEHUEM 00BEMHOTO
comepkanus [ da3pl TUTaHa HapsAy ¢ TpaHchopmaluen o — 0 Ha OCHOBE
uHTepMmetaumaa TisAl.

3. YcTaHOBIIEHO, YTO CTPYKTypa 00pa3loB TUTAHOBOTO cruiaBa Ti-6Al-4V,
MOJTyYEHHBIX DJIEKTPOHHO-TYYEBHIM CIIJIaBJICHUEM, IUIACTHHYATOW o ¢a3oil u
B dazoit kak B BUIE TIACTUH, TaK U B (opMe TIOOYIAPHBIX 3EPEH, a TaKKe
HAHOPAa3MEPHBIMU YACTUIIAMH MeTacTadmwibHbIX (a3 o” u . OObeMHOE
conaeprkanue [ asbl B criiaBe coctanisieT 4%.

4. TlokazaHo, 4TO HaBOAOpOKMBaHWe cruiaBa TI1-6Al-4V, mnoaydeHHOTO

DJIC, mpu Temneparype 650°C u naBneHuu Bojopoja B kamepe 1 atmocdepa 1o
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koHnentparuu 0,29 macc.% npuBoauT K oOorameHuro o (a3sl aTIOMHUHHEM WU
nocieayromemMy GopMupoBaHUM (a3bl 0, HA OCHOBE HHTepMeTauaa TisAl.

5. YcraHoBIiieHO, 4TO yBeJIMYEHHE KOHIIEHTpanuu Bogopoaa a0 0,58 macc.%
COIIPOBOKIAETCSI POCTOM pa3MepOB TUTACTHH U 0OBEMHOTO COAepKaHus a3kl oy, a
Takke (QopmmpoBaHmeM Y W O TUAPHIOB TUTaHa. HaBomoposkuBaHue
COIIPOBOXTAETCS CJICTYFOIIUMHU (hazoBbIMH nepexoiaMu
[a(a”@)+B] — [a(a2)+p+6+v].

6. BbIsiBICHO, YTO TIpHU JAOCTHKCHHH KOHIIEHTparuu Bogopona 0,9 macc.%
IIPOUCXOAUT pachaja IacTHH (a3bl o Ha OTACIbHBIC HAHOKPUCTAIUIBI, a TAKXKe

YBEIMYHUBAETCS 00BEMHOE COJIEp KaHKe O THIpUAa TUTAHA.



98

3akJIroueHue

HuccepranmonHass paboTa TMOCBseHa pa3paboTke W ampodaunuu
PEHTreHOAU(PAKIIMOHHOTO KOMIUJIEKCa JJIE  KOHTPOJIA CTPYKTYpPHO-(a30BbIX
W3MEHEHU B MaTepuajax OpH JAMHAMHUYECKUMX DpoLeccax B Tra30BOM cpene.
JIOCTUTHYTBIE XapaKTEPUCTUKN KOMIUIEKCA MO3BOJISIOT MOMy4aTh AUPPAKIIMOHHBIC
KApTUHBI C BHICOKUM Pa3pelieHHeM U TOYHOCTBIO CYIIECTBEHHO MPEBBIIIAIOITUMU
cepuiiHbIie 1a00paToOpHbIE TU(HPAKTOMETPHI.

[lo pesynpTaTaM BBINIOJIHEHHONM paOOThl MOXKHO CJeNaTh CIEAYIOIIHe
BBIBO/IbI:

1. Pazpabotan u peann3oBaH AUPPAKTOMETPUUECKUN KOMIUICKC JJis
KOHTpOJIsI (a3oBbIX M CTPYKTYPHBIX HM3MEHEHUH B MOJMKPUCTAIIMYECKUX
MaTepuaiax B YCIOBHUSAX Ta30BOM Cpelbl W IMOBBIIMIEHHOW TEMIEpaTypbl CO
CIIEIYIOIIMMU OCHOBHBIMH XapaKTEPUCTUKAMHU: BPEMEHHOE pa3peliCHuE —
1 munyTa, yriosoe paspemiecaue — 0,0104°, nuanaszon temmepatyp — (25-2300) °C,
muamasoH gpasinermit — (2:10°-10°) [Ta, wHepTHBIC (Teduil, aproH, asor) ©
peaKMOHHbIE cpebl (BOJOPO, KUCIOPO, YIJIEKUCIBIN ra3).

2. OrpaboTaHa MeTOAMKAa TMOJy4YeHUs AUPPAKUMOHHBIX KAPTUH C
BPEMEHHBIM pa3pelIeHrueM B pexxume in Situ.

3. IlpoBenena ampobamusi pa3pabOTaHHOIO KOMIUIEKCA Ha IOPOILLIKE
TEXHUYECKH 4ucTOoro tutaHa mMapku BTI1-0 B mpoueccax IMHENHOro Harpena,
razoda3zHoro HaBoJopoxuBaHus npu temreparype 500 °C u naBneHuu BOAOpOA
B kamepe 0,5 arM., a Takke TEPMOCTUMYJIHPOBAHHOTO BBbIXOAA BOJOPOJA B
nuarna3one temmeparyp (30-800) °C.

4. BBISBIIEHO, YTO B PE3YJIbTATE HABOJAOPOKMBAHUS TEXHUYECKH YHUCTOIO
tutaHa mapku BTI1-0 dopmupyercs npomexxyTouHas ¢aza MeTacTaOMIBHOIO
Y TUApPUAA TUTaHA, BpPEMsS KU3HU KOTOpou coctaBisier 35-40 munyr. Pa3za
Y TUIpHUIA TUTaHA Takxke (OPMHUPYETCS MPHU BBIXOJAE BOJOPOJAA MO ACHCTBUEM
temrepaTypbl cBbilie 450 °C u3 cTabWIBHOTO O THUIpPUAA TUTAHA. Y BEJIMYEHUE

temnepatypsl 10 650 °C npUBOAUT K Pa3NoKEHUIO Y TUAPUAIA.
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5. VYcraHOBJEHO, YTO HACHIIICHHE BOJAOPOJIOM IIUPKOHHEBOIO CILJIaBa
Zr1%Nb npu maBienuu Bogopoxa 0,5 aTM. CONPOBOXKIACTCS IpPEBpaIICHACM
o da3pl B CTAaOWIBHBIH O THUIPHUI, CKOPOCTh (OPMHUpPOBAHHS KOTOPOTO
YBEIMYHUBAETCS B 2 paza ¢ pocTtoM TemrepaTtypsl ot 350 o 450 °C.

6. Iloka3aHo, 4TO B IMpolecce HABOJOPOKMBAHHUS THUTAHOBOTO CILJIaBa
Ti-6Al-4V, moNIy4eHHOr0 METOJOM 3JCKTPOHHO-IYYEBOIO CIUIABIICHUS, IIPU
temneparype 650 °C u paBnenuu Bojopona 0,5 arMm. 10 KOHIEHTpaluu
0,6 macc.% dopmupyercs B daza u a, ¢asa Ha ocHoBe mHTepMeTaumaa Ti3Al.

Cxema (a30BBIX MEPEX070B UMeEET BUA o0 — o+ — Ptay.
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Cnmcok cokpameHuii ¥ YCJI0BHBIX 0003HaYeHU I

AIl — agauTHBHOE TPOU3BOACTBO;

BBOP — Bono-BOASIHBIE SHEPTETUUECKUE PEAKTOPHI;

BOIIII — Berpeunble 351€KTPOH-TTO3UTPOHHBIE ITYUKH;

I'IK — rpaneneHTpupOBaHHas KyOHMUecKast pelIeTka;

I'TIY — rekcaroHasnbHas IJIOTHOYITAKOBAHHAs PEILIETKA,;

KTP — ko3¢ puirienT TepMUyecKoro pacimpeHus;

M3 — Menko3epHuUCTask CTPYKTYpa;

OKP — 06acth KOrepeHTHOIO PacCesiHUs;

[I9M — npocBeunBaromas JMEKTPOHHAS MUKPOCKOIIHS;

PCA — peHTreHOCTpYKTYPHBIN aHaJu3;

P®A — peHTreHo(1yOpeClICHTHBIN aHAIU3;

CH — cuHXpOTPOHHOE U3TyYECHHUE;

CMK — cyOMuKpokpucTaninieckas CTpyKkTypa;

CLHCTHU — CuOupckuil LEHTp CHUHXPOTPOHHOIO UM TEpareproBOro
U3ITy4EHUS,

COM — ckanupyromas 3MeKTPOHHAsE MUKPOCKOIIHS;

TJIP — TerioBoe nudgdhy3noHHOE paccesiHue;

DJIC — 311eKTPOHHO-Ty4€BOE CILIABJIECHUE;

HV — tBepaocth o Bukkepcy.
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