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[lpuBeneHbl JaHHBIE M3MEPEHUH IapaMeTpoB KHHETHUKH
00pa3oBaHMs THAPOTeHHBIX (a3 B NATAAMU U THTaHE IIPU HX
3NEKTPOIUTHICCKOM HACHIMICHUH BOJOPOIOM M TIPH OTXKHIE.
W3mepeHns mpoBOAWIHCE in situ MeTomaMu IHU(PPaKTOMETPHH
Ha CHHXPOTPOHHOM H3JIYYCHUH C BPEMEHHBIM Pa3peIICHUEM.

Kaouessle cioBa:
Bomopon, rtunporennsie (aszpl, agudpakToMeTpus C
BPEMEHHBIM Pa3peIICHUEM.
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BBeaenue

BaxHoii mpobnemoii coBpeMEHHOW  (QU3HKH
KOHJICHCHPOBAHHOTO COCTOSIHUSI SIBISIETCS  IpoOieMa
B3aUMOJICHCTBUSL BOJIOPOJIa C MaTepUallaMH, MOCKOJIBbKY
BOJIOPOJ, MOXKET KakK YJydlllaTh, TaK M YXyALIaTh HX
SKCIUTyaTallMOHHBIE XapaKTePUCTHKHU. JIJIs JeTaqbHOro
MOHUMAHHUS TPOIECCOB  BOJOPOJHOTO  OXPYIMYMBAHUS
KOHCTPYKIIMOHHBIX MaTepHaOB SJACPHBIX PEAKTOPOB, a
TaK)Ke MCCICIOBAHUS MPHUPOJLI TEPMO- U PaJHALMOHHO-
cTUMyIUpoBaHHOW audy3un BOAOPOAa B MeTaiax
HeoOXoJuMa JleTanbHass WHopMmanus o0 aToMHOW u
JJIEKTPOHHOHN CTPYKTypax CHCTEM MeTan-Bojopon [1].
Takass uH(popMaIusi MOXKET OBITh IOJy4YeHAa W3 JaHHBIX
TUQPPAKIUOHHBIX M CHEKTPATBHBIX  H3MEPEHHH ¢
HCIOJIb30BaHUEM CHHXPOTPOHHOTO U3TYUYCHHUS,
MOJIyYEHHBIX HETOCPEJACTBEHHO B IMPOIIECCE HACHIIICHUS
oOpasiia  BOJOPOJOM  Pa3MYHBIMH ~ MeTogamu. B
NpE/CTaBICHHON paboTe Takue W3MepeHHs ObuH
MIPOBEJICHBI JIJIS TTAJLTa TSI,

MeTtoauka 3KcriepuMeHTAa

B pabote npuBoaSTCSA pe3ynbTaThl UCCIEIOBAHUS
M3MEHEHUs] KPUCTAIIIMYECKON CTPYKTyphl NaIaaus Npu
ANEKTPOTUTHIECKOM HACBIIICHUN BOJIOPOIOM
BBITIOJTHEHHBIE Ha CTaHIINUU «IIpenm3nonHas
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mudppakromerpus |1» Ha kamame CU Ne 6 nakommrens snextponoB BOIIII-3 [2, 3]. ['maBHoi#
0COOCHHOCTBIO JaHHOW CTaHIWW ABJSETCS TNPUMEHEHWE B MOPOIIKOBOM JU(PAKTOMETpPE
omHOKoOpauHATHOTO  gerekropa  OJ[-3M,  KOTOpBIE  COCTOMT W3  MHOTOIPOBOJIOYHOM
IPONOPLMOHAIBHON Ta30BOM KaMepbl, PErUCTPUPYIOIIEro OJ0Ka C KOOPAMHATHBIM IPOLIECCOPOM U
yhpaBisiomero KommeioTepa [4]. OAZHOKOOpAMHATHBIE JETEKTOPBI PETUCTPUPYIOT paccesHHOe
W3Iy4YeHHe OJHOBPEMEHHO B HeKoTopoMm wuHTepBanme yrioB (~ 30°). Ilpm wucmomp3oBaHuN
OJTHOKOOPIWHATHBIX AeTeKkTopoB cepun OJI-3 perucrpauusi paccesHHOTO M3Iy4eHHs] TPOU3BOAMTCS
mo 3328 kanamam ¢ OwictpoxpeiicTBueM no 10 MI'm. Takum oOpa3om, Ha HCIIONB3YEeMOW CTaHITHH
peanusyeTcss BO3MOXHOCTb 3alHCH AM(PAKTOrpaMM C BPEMEHHBIM pa3pelieHHeM MeHee 1 Mc.
®dotorpadus audpaxTomerpa ¢ 0OAHOKOOpAUHATHEIM AeTekTopoM O/1-3M npuBeneHa Ha puc.1.

O6pa3ipl 11 uccaeIoBaHuH MpeacTaBisuii codoit Gonbry Tommuuaoi 100 mxMm. [ToBepxHOCTH
00pasIoB crienuanbHbEIM 00pa3oM He 00pabaThIBaIach.

O0OpaboTka W3MEPEHHBIX TU(PPAKTOrpaMM U HISHTH(UKAIMSI PedIEeKCOB MPOBOAMIACH C
ucnoib3oBanuem nporpamm PDF-2-search-match, FullProf, Crystallographica.

Hacpimenne 00pa3moB BOAOPOAOM MPOBOAMIOCH B CIIENHUATHHON 3JIEKTPOIUTHICCKOM
sT9eiiKe, TJIe Pealn30BBIBAICS MpoLece 3MIeKTpoiamn3a 1-momspHoro pactBopa H,SO, mpu miotHOCTH
toka 0,01 A/M* mis mamnamast u 0,1 A/M? mis TuTana. KatomoM CIysKHi HCCemyeMblid obpaserr,
aHOJIOM — CIIMpaJTb U3 TIATHHOBOW mpoBooku auametpoM 0,4 mm. Katon n aHon pukcupoBamch BO
(hTOpOIUIACTOBOM JiepKaTesie, KOTOPhIA MOMEMaIcs BO (DPTOPOIIACTOBBIM KOPIyC C TePMETHYHBIM
OKHOM, NpO3pa4yHbIM JJIsi PEHTTEHOBCKOTO W3NydeHHs. [luTaHWe OSIEKTPOIMTUYECKOW SUEHKH
OCYIIECTBISUIOCH OT CTAa0MIIM3UPOBAHHOTO UCTOYHUKA Toka GPS-1830D.

TekTop OA1-3M

pri Lt gty

\\ g‘“ LN e ®
Puc. 1. [TopomkoBsiii 1uppakTOMETp C OAHOKOOPANHATHBEIM AeTekTopoM O1-3M 11t n3MepeHuii ¢
BPEMEHHBIM pa3pelIeHuEM

PesyanaTu IKCMICPUMEHTAJTBbHBIX HCCAe0OBAHUIN M UX 06cymzlelme

Panee Hamu ObUIO TOKa3aHO [5], YTO MpH AIEKTPOIUTHYECKOM HACBHIIIEHHH BOJOPOJIOM
najtagus B Tedenne 4 4 B 1-momsipaoM pactBope H,SO, npr mrotHocTH Toka 0,01 A/M? B HCXOIHOM
o0paslie najiaaus Kyouueckas sIeMeHTapHas sueiika ¢ napameTpoM a = 6,890 A tpancdopmupyercs
B PEIIETKY ¢ NapaMeTpoM dJeMeHTapHoM sueiiku a = 6,391 A . CormacHo kpucTamiorpaduyeckoi
0a3e JaHHBIX Takue IapaMeTpbl UMEeT pelleTka ruapuaa nawiaausd. Ilpu ynajseHuu BHEIPEHHOTO
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BojiopoAa W3 o0Opa3moB myrteMm omxura mpu Temmeparype 600 °C mudpakunoHHBIE pedIieKch
BO3BPAIIAIOTCS B MTOJIOKCHUS 3aHUMAaEMbIe JI0 HACHIIICHHUS. DTU pe3ybTaThl IPEACTaBICHbI Ha PUC. 2.

B mactosmeit pabore HaMH OBUTH TIPOBEACHBI H3MEPEHUS KHHETHKHA OOpa3OBaHMS
THAPOTEHHBIX (a3 B MaNTAANH MPHU YKAa3aHHBIX IMapameTpax dJIeKTPOIMTHIECKOTO HACHIIICHUS U WX
pacnajia mpu paBHOMEPHOM HarpeBaHUH CO CKOPOCThIO 2 °C/MUH.

[lony4yeHnnsle pe3yabTaThl IEMOHCTpUpYIOTCAs Ha puc. 3 u 4. Ha puc. 3 npuBeneHs!
I paKTOrpaMMBbl TAJUTATUEBBIX 00pa3I0B B 3aBUCHMOCTH OT BPEMEHHU HACHIIICHHS. 3AeCh HArJIsIHO
MPOCIIEKUBAETCS AMHAMUKA TiepepokaeHus peduiekcos (111) u (200) metannuyeckoit ¢aspl mamnanus
B peduekcs (222) u (400) ruapuaHoi (aspl namiaaus B IpoIecce MEKTPOIUTUICCKOTO HACKIICHUH
BogoponoM B Teuenme 90 mmH. Ha puc. 4 mpuBeneHsl AHQpPaKTOrpaMMBI OT HaBOJOPOKCHHBIX
00pa3IoB, MONyYEeHHBIE B MPOIECCE MX PABHOMEPHOTO OTXKUTAa OT KOMHATHOW TEMIEpaTyphl 0
temnepatypsl 192 °C ¢ marom 1Ba rpagyca.

(002) (132)
220 (501)

WHTEeHCcHBHOCTE

20 30 40 50 60 70 80 90

20, rpagycsl
Puc. 2. ludpakxrorpamma namnanus [2]: 1) ucxomusid oOpazer mamuramus; 2) oOpasern mocie 4 d

3JIEKTPOIUTUICCKOTO HACHIITICHUS BOJOPOIOM
(400)

WHTEHCHMBHOCTE

28, rpagycel
Puc. 3. Jlunamuka mnepepoxaenus peduekcoB (111) u (200) meramnudeckoil ¢a3sl mamiaius B
peduexcel (222) u (400) tuapunHOW ¢azbl mayaAus OpPU  BIIEKTPOJUTHYECKOM HACBHILICHUH
BogopoaoM. Bpems naceimenust: 1) 0; 2) 15; 3) 30; 4) 60; 5) 90 mun
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Puc. 4. Kuneruka azosoro nmepexoma PdH [pednexcs (200) u (400)]—Pd [pednexcst (111) u (200)]
B IIPOIIECCE HATPEBaHUS

W3 nony4eHHBIX JaHHBIX clienyeT, uTo ¢a3osblil nepexoa PAH—Pd naunnaercs npu 132 °C n
3akaH4nBaetcs npu 150 °C.

Hamm npenpigymme  ucciaenoBaHust Ui oOpasloB  THTaHa [6] TOKaszamd, YTO
3NIEKTPOJIMTHYECKOE HACBIIIEHHWE BOAOPOAOM TUTaHa B TeueHue 4 4 B 1-momsspHoM pactBope H,SO,
npu wiotHocTH Toka 0,01 A/M° He IPHBOIMT K M3MEHEHHIO 1aPaMETPOB KPHCTAILTHUECKOH PEIIeTKH
ucxonHoro oopasua. Ha nudpakrorpamme He HaOMI01aeTCsl CABUIOB MOJIOKEHUH BeeX peiIeKcoB, TO
€CTh MPH HACBIIICHUU BOJOPOAOM B pPelIeTKEe TUTaHA MEXKIUIOCKOCTHBIE PACCTOSHUS CYIIECTBEHHO HE
MeHsIoTCs. [IpoMCcXOaUT TOJNBKO YIIUpEHHE HEKOTOPBIX pe(IeKCOoB, a TaKKe TOSBISIOTCS HOBBIE
pedIieKchl, KOTOPBIE CBUCTENBCTBYIOT 00 00pa30BaHUM B TUTaHE TUAPOTEHHBIX (a3.

B nipencrasisieMoli cepun u3MepeHUd Mbl TIOBTOPHIIM MPEABIIYIINEC U3MEPEHHS U TTOTYYHIIN
TIOJTHOCTBIO WACHTHYHBIE PE3yIbTaThl, KOTOPBIE Tpe/icTaBleHbl Ha puc. 5. Ha audpaxrorpamme 2 puc.
5 otuetimBo 3adukcupoBanbl pediexch (101) u (110) TiH,, a Takxke pednexcer (200) u (220) TiH; s.
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Ha puc. 6 npencraBieHa
ANEKTPOIUTUUECKOT0 HACHIIICHHUSI PU IUIOTHOCTH TOKA B AIEKTPOJIUTHUECKOU stuerike 0,1 AM.

NHTEHCMBHOCTL

40

20, rpagychl
Puc. 5. ludpakrorpammer 00pa3mnoB u3 TuTaHa 1) 1o u 2) mocie HACHIIEHUS BOAOPOJOM B TedeHue 4
Y [IpY 3HAUE€HUH TOKA B 3JIEKTpOoNUTHUECKOH suelike I = 50 MA

IMHAMHAKA

Ti (100)
TiH, (101)

e

50 60

obpasoBanmsi ¢asel  TiH, B  mporecce

Ti(ooz) 11101

TiH, (110)

130; 7) 170 mun

30

20, rpap.

Puc. 6. /lunamuka oOpaszoBanus ¢aser TiH,. Bpems naceimenus: 1) 0; 2) 5; 3) 15; 4) 45; 5) 60; 6)
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Qdaza germapuAa THTAaHA W3HAYAIHHO MPHUCYTCTBOBAJa B HCXOIHBIX OOpasmax. 3aMeTHoe
YBEJIIMYCHHUE COJIEPIKAHUS STON (ha3bl B 00pasile HAUMHACT MPOSBIATHCS MOCIe 45 MUH IMOCIIe Havasa
mporecca 3JMEKTPOIUTHYECKOTO HACHIEHUS C YKa3aHHBIMH BBIIE MapaMeTpaMyd HACHIIEHUS.
IIpomecc HapacTaHus coAepKaHWsA ACTUAPHUIHON (a3sl MOCTETICHHO MPEKpalaeTcss W IepecTaeT
HaOmomaThest Ha 170 MUH Tocle Hayajla IpoLecca HACBIIICHHWS BOJIOPOIOM. B  nmanpHelmiem
COOTHOIIICHHUE COJICPXKAHUSI METALUTUYCCKONH M JeTHApPUAHON (a3el B 0o0pas3llec HE MEHICTCS U HE
3aBUCHUT OT MTApaMETPOB U JTUTEIHLHOCTH MPOIIeCcca UX ICKTPOIUTHIECKOTO HACBIICHUS.

Ha puc. 7 npueacHbl audpakTOrpaMMbl, JEMOHCTPUPYIOIIUE KHUHETHKY CTPYKTYPHBIX

NPEBpalIeHN B HACBILICHHBIX BOAOPOIOM 00pa3lax TUTaHa B MPOLIECCE UX OTXKHUTra MPH TeMIIepaType
ot 30 o 227 °C.

Ti (002) Ti (101)

Ti (100)

Temneparypa, C

WHTeHcHBHOCTL

I
29

20, rpap.

Puc. 7. Kunetuka BbIxoa BoJIopoja U3 TUTaHA

Ckopocth HarpeBa coctapisuia 2 °C/muH. Bupno, uto (haza nermapupa TUTaHa HavyWHAET
nponaaate npu 100 °C, a mpu 170 °C — mosHOCTHIO UCYE3aeT.

Paboma evinonnena npu noodepocxke PODOU, epanm 11-08-98077.
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