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BBenenue

AKTYaJdbHOCTh. OJHUM U3 YCINEIIHO MNPUMEHSEMBIX B TOCJIEAHEE BpEMs
METO/IOB M3YYEHHsS TMpEBpallleHH B MeTalylax U CIUIaBax, SBIAETCS METOJ
muddepeHIaTbHON CKaHUPYIOIIEeH KalopuMeTpuu Bbicokoro paspemierust (DSC).
OTOT METOJ| MO3BOJIIET PETUCTPUPOBATH TEIIOBBIE IP(HEKTH B IMMPOKOM HHTEpBAJIC
temriepatyp: oT -90 °C go +1600 °C HemocpencTBeHHO mpu camMoM (pazoBoM
MIPEBPAIIICHUH, OICHUBATh YHTAJBITHIO U SHTPOIHIO (ha30BOT0 MEPEex0/1a, COOTHOCUTD
Takhe mnepexonbl ¢ (a3zoBbiMu npeBpameHusMu | wiam I poga u 1. Takumwu
BO3MOXKHOCTSIMH HE OOJagaeT HU OJWH JPYyrol Meroxa wucciemoBanus. [lpu ero
NPUMEHEHUU C JOCTATOYHO BBICOKOM TOYHOCTBHIO (PUKCHPYIOTCS DK30- U
sHAOTepMUYeCcKUe d(PPEKTh KaK B TBEPJAOM COCTOSHUU, TaK M MPU TUIABJICHUH WA
KpUCTAUTM3AIMKA Pa3UyHbIX CcIUlaBoB. OH TakKe XapaKTepu3yeTcsi BBICOKOM
CTaTUCTUYECKON O00ECIEeUeHHOCThIO PEe3yIbTaTOB HccleoBaHus. B 3ToM metone
OTCYTCTBYIOT JKECTKHE TpeOOBaHHUS K TE€OMETpUM OOpa3loB: MOPOIIOK, (oibra,
TeMIuieT 0ol reomeTpuu. Eme oaHa BakHas OCOOEHHOCTh — BO3MOXXHOCTH
perucTpanuu U3MEHEHHUs Beca oOpaslia MPU HarpeBe MEeTacTaOMIIbHBIX CIUIaBOB, B
TOM YHCJIE U CIUIaBOB CUCTEMbI METAJI-BOJIOPO/I.

Meron DSC nmaetr Ham npeacTaBiI€HUE O MPOIECCaX, TPOUCXOAIINX BO BCEM
o0beMe wuccienyemMoro marepuaia. UM mosTomMy OH  JIMIIEH  W3BECTHBIX
HEOMpeAeICHHOCTEN U CyObEKTUBU3MA MPU BHIOOPE MUKPOYUYACTKOB MaTepuana s
CTPYKTYPHBIX HCCJIEIOBAaHUNW M aHAIW3a TMOJYYEHHOH NpHU MHUKPOCKOMUYECKUX
HcCcleIOBaHUsIX UHGOPMAIUH.

[IpoBeneHHbIE HCCIEAOBAHUSI OCHOBAHBI HAa MCIOJB30BaHMM Metoga DSC mid
W3YYEHUS! CTPYKTYPHO-(DA30BBIX MPEBPAIICHUA B T€X HAYYHBIX HAIMPABICHUSX, TJIC
JTaHHAsI METOIMKA UCTIOJIb30BaJIaCh AMU30AMUYECKU UITK BOOOIIE HE IPUMEHSIIACH.

B d4actHocTH, B O00JacTM aJdbTEPHATUBHOM DSHEPIETMKH B TOW €€
MaTepUaIOBETYECKOM YacTH, KOTOpasi CBS3aHA C M3YYEHUEM B3aUMOJCUCTBUS
BOJIOPOJIa C KPUCTAUIMYECKUMU U aMOp(PHBIMM MaTepHaiaMH. DTO HU3YUYEHHUE

CIIOCOOOB HETPAUIIMOHHOTO (HOPMHUPOBAHUS CTPYKTYP B COJEPXKAIIUX BOJOPOJ



Marepuanax. Kak n3BecTHo, BBEJIEHHE BOJIOPO/ia B CIUIaBbI U3MEHSIET UX CBOICTBA, a
MaTtepuaibl ¢ BOAOPOAOM MOTYT CHIYKUTh KakK, KaTajlu3aTOpaMu pas3IMYHbIX
MIPOIIECCOB (HAampuUMep, THAPHUJ TUTAHA), TaK U aKKyMYJISTOpaMHu BOJOpOa (CIUIaBbI
V rpynimsl ¢ BOZOPOAOM).

OcoObIii  TIPOMBINUICHHBIM HWHTEpPEC MPEJICTABISAET 00JacTh 3HAHUM O
KaJIOpuMeTpruueckux 3¢ @deKrax, IPOTEKAIIMX B HHU3KOYTJIECPOJUCTHIX CTaJIfX,
MpEeTHA3HAYCHHBIX I [IEMCHTAINKN W a30THpOBaHus. KamopumeTpusi Takux cTayieh
mocJie IIEMEHTAIMU ¥ a30THPOBAHUSI paHee HUKOTa HE IIPOBOIUIIACH.

Crenenb pa3padOTAHHOCTH TeMbl MpeACTaBJsieMoii padoTbl. AHaMH3
HefaBHUX pesyibTaToB DSC uccienoBaHuii 3apyOeKHBIX U POCCUMCKUX YUYEHBIX,
MOCBSIIEHHBIX U3YYEHHUIO CTPYKTYPHO-(a30BbIX MPEBpAICHUN B psijie MaTepUaIoB
(B KOTOPBIX KJIACCUYECKUE METObI UCCIICIOBAHUSI HEBO3MOXKHO TPUMEHUTH) MOKa3al
OTPaHUYCHHOCTD MOJTYYCHHBIX JaHHBIX.

B vactHocTu, crmaBel cucteMbl TiNiCu — TiNiCuHf (Kapees C.U., I'mesep
AM., llenskoB A.B., I[lymun A. B., Ckpsouna H. E., Schlossmacher P., Rosner H.)
OTHOCATCA K (DYHKIIMOHAJIBHBIM MaTepuaiaM ¢ 3QdekToM namsitu Gopmbl, B OCHOBE
KOTOPBIX JIGKUT MapTEHCUTHOE MpeBpalieHue. VcciaegoBanus JaHHBIX CIUIABOB C
BBEJICHHBIM B HHX BOJOPOJOM, MpoBeAeHHbIe MeTogamu DSC, MamoducieHHBI,
MO3TOMY COBEPIIIEHHO HEOOXOJMMBIMU SIBIISIIOTCS MCCIICIOBAHUS, HAIPaBJICHHBIE HA
BBISIBJICHUST OCOOCHHOCTEH WM 3aKOHOMEPHOCTEH TEPMOYIPYTMX MapTEHCHUTHBIX
MPEBPAIICHU JaHHBIX CIUIABOB TIOCJIE HACBIEHUS HMX BoJgopojoM. OmHHM U3
pe3yJabTaTOB MPOBEJACHHOTO B OTOM HANpaBJIEHUM MCCIIEJAOBaHUS SIBUIIOCH
MOHMMAaHUE OTPAHWYCHHOCTH HAIIMX CBEICHUN O KallopuMeTpudeckux 3ddexTax
IPY IEKOMIIO3UITUH TUPUIHBIX COSTUHEHUN METaJIOB.

3aKOHOMEPHOCTH B3aUMOJICHCTBUS JBYX(a3HBIX CHUCTEM THAPHI-MAaTpHUIA
Mmajo uccienoBanbl (Stepura E., Rosenband V., Metijasevic-Lux B., Lindler D. L.,
bepexko ILI., AnanpueBckuii P.A., Anedenpn ['.), 9TO 3HAYUTEIHHO MOBHIIIACT

HAay4YHYI0 TMOTPEOHOCTh B AaHAIM3€ HX YCTOWYMBOCTH B TAaKUX OCOOEHHO



MOP(OJTOTUYECKH HEOTHOPOIHBIX CTPYKTYpPax, KAKUMH SBISIOTCS aMOP(GHBIE CTUIaBhI
C BOAOPOAOM.

[Ipu »>TOM BBIICHUJACH €IlI€ OJHA MaJ0 HU3Yy4YeHHas o0JacTb 3HAHUS:
KasmopuMeTpudeckne 3PGeKTsl Tpu 00pa30BaHWM M pacmaje MepPeChINEHHBIX
TBEPJBIX PACTBOPOB METAI - BONOPOA. [ns mccienoBaHuss B 3TOM HalpaBiICHUU
OBLIM MCHOJB30BaHbl MOJICNIbHBIE CIJIaBbl CUCTEM METANIOB V-IPYIILI C BEJACHHBIM
B HHUX 3JEKTpoiuTdecku BomopoaoM (Schober T., Auapuenckuii P.A., Ilerpynun
B.®., ComenkoB B.A.), npencrapnsionmme coooi TBepAble PacTBOPHI BHEAPECHUS U
MPETEPIIEBAIOIINAE IPOLECCHl paclaza B IIUPOKOM HHTEPBAIC TEMIEPATyp U
KOHIEHTpalui. VX yHUKanbHOCTH CBSI3aHA, B YAaCTHOCTH, C AHOMAJIbHO BBICOKOH
i Py3MOHHON TOIBUKHOCTBIO aTOMOB BOJIOPO/IA.

Kak  okazamoch, TpakTHYEeCKH  OTCYTCTBYeT, U  HUHopMamus o
KaJlopuMeTpuyeckux d(d@exrax B YIVIEPOJAUCTBHIX M JIETUPOBAHHBIX CTANAX B
Mexkputudeckom unTepBaie temneparyp (bupont B.C., 3emmosa H./l., Epemuna
M.A., Bnosun K.H.). Tlokazanoch panuoHalbHBIM HCHOJb30BaTh, MOJYYEHHYIO B
MPEAbIAYIUX TJ1aBaxX, HHGOpMAIHIO O (Pa30BbIX MPEBPAIIEHUIX U BbI3bIBAEMbIX UMU
KaJlopuMeTpuueckux 3¢@deKTax B CHCTEMax METAJI-BOAOPOJ ISl PACIIMPEHUS
MPEACTaBICHU O TMpolleccax o0pa3oBaHUs M paclajga aycTeHUTa B CTalsix. B
YaCTHOCTH, OTO KacaeTci CTajeil, NpeAHa3HAUYCHHBIX [JIs LEMEHTalUuh WIH
a30TUPOBAHMS, TOCKOJIBKY B IOBEPXHOCTHBIX CJIOSIX BO3HHUKAIOT MEPECHIIICHHBIC
TBEpJIbIE PACTBOPHI, IPETEPIICBAIOIINE pACMaJl C BBIJCICHHEM HOBBIX (a3. ITo
0JIM3KO K (ha30BbIM MPEBPALICHUSAM B CUCTEMAX METAILI-BOAOPO/I.

O0beKTHBI HCCIIeI0BAHUS:

e  brictposakanennbie craBbl cucteMbl TiNiCu-TiNiCuHf pasnuganoro
cocTaBa OBLIM MOJY4EHBI METOJAMU CITMHUHHTOBAHUS WM TIJIAHAPHOTO JIUThSI B BHUJIC
TOHKUX JeHT ToimuuHoit 0,04-0,06 mMm. Ilocne 3akanku crjiaBbl HaXOJUJIHUCh B
PEHTIEeHO — aMOP(PHOM COCTOSIHUH.

e YacTumpel mopoimika TUApUAA  TUTaHA,  TOJYYEHHbIE  METOJIOM

CaMopacnpoCTPaHsIOIIErocs BeicokoTemneparypHaoro cuntesa (CBC).



e CmyaBbl HMOOHMS M TaHTala B BUJIE MPOBOJOKH nuamerpoMm 0,5 MM ¢
BEJICHHBIM B HUX AJIEKTPOJUTUIECKUM CIIOCOOOM BOJIOPOIOM.

o Ilementyembie (12X2H4AA, 20X3MB®) u azotupyembie (38X2MIOA)
CTaJIU.

Leap padoThl: Hcciaen0BaHuE 0OCOOCHHOCTEH KalopuMeTpuieckux 3¢hdexTon
U BbIJEJICHHE OOIIUX 3aKOHOMEPHOCTEH WX U3MEHEHHs MPHU CTPYKTYPHO-(Ha30BbIX
MPEBpAIICHUSIX MPU HArpeBe M OXJIAKIECHUU B OBICTPO3AKAJICHHBIX CIIaBaX N0 U
MOCJIe HACBIIIEHUSI BOJOPOAOM, MOPOIIKE THUApPUIA TUTaHA, CIIaBaX METAJIOB V
IPYNIBI C BOJOPOJOM, a TaKKe MPOMBIIIJICHHBIX CTaJsAX /10 U MOC]e IEMEHTAlUA U
a30THPOBAHMUS.

3agaum uccie10BaHUA:

l. [TpoBectn  uccienoBaHHE — KaJlOpUMETpUYecKMX  dddexToB B
COZIEpIKaIINX BOAOPO aMOP(HBIX OBICTPO3aKaJEHHBIX CIUIaBaX M BBIICIHTH OOIINE
3aKOHOMEPHOCTH MpPOSABIICHUS KaJopUMeTpudyeckux 3(P(EeKToB i1  CIUIaBOB
pPa3IMYHOTO XUMHYECKOro cocrtaBa. Onpenenuts BIMSHUE BOJOpPOAA HA
MapTEHCUTHOE  TMpeBpamieHue W (GOPMUPOBAHHE  yIBTPAMEIKOAUCIIEPCHON
(HaHOpa3MepHOI) CTPYKTYPHI.

2. Bblaenuth CX0KHMe 3aKOHOMEPHOCTH Pa3jioKEHUsI THMAPUIHON (a3bl B
OBICTpO3aKaJIEHHBIX CIIaBax C JEKOMIO3ULIMEN THIpHUIa TUTaHA.

3. UccnenoBars kamopumerpuyeckue 3¢GGeKTsl B CIUIaBaX METAIOB V
rpynmbl (Nb, Ta)-Bogopoa, a Takxke BbIIEIUTh OOIIME XapaKTEPUCTUKHU MPOTEKAHUS
$a30BBIX TPEBpAIEHUN TPH BBICOKUX TEMIEpaTypax ¢ THAPUIHBIMH (a3zamu,
oOpa3yomuMucs B aMOp(HBIX CIIaBaX, U C MPOLECCOM pa3joXKEHUs THUIpHIA
TUTaHA.

4. [IpoBectn UCCIIEIOBAHUE KAJIOPUMETPUUYECKUX a¢dhexToB,
IMPOTEKAIONIUX MPHU HArpeBe M OXJAXKICHUH, B MPOMBINUICHHBIX CTAlAX, a TaKKe
IEMEHTOBAHHBIX W  a30THPOBaHHBIX  cJosix. CpaBHUTh  3aKOHOMEPHOCTHU
KaJIOpUMETpUYECKUX 3PPEKTOB C MpoleccamH, MPOTEKAIOIIMMHU B COJEpKalINX

BOZOPOJI MaTepuaiax Mpu HarpeBe U OXJIAXKJACHUH.



5. [lo pesympraram HCCIENOBAaHUM PEKOMEHIOBATH KOPPEKTHUPOBKY
TEXHOJIOTHYECKOTO MPOIecca XUMUKO-TEPMUIECKON 00paboTKH cTajei.

Hayunasi HoBU3HA padoThI:

1. JlokazaHo oOpa3oBaHWe TUIPUAHBIX (a3 MpU BBEIECHUW BOIOPOJA B
amMop(HbIE CILIaBbl, YCTAHOBJIEHBI TEMIIEPATYPHBIE UHTEPBAIIBI U TEIUIOBbIE 3D (PEKTHI
IIPU UX JUCCOLMALMY B IByXKOMIIOHEHTHOM MaTpHUIle. DKCIIEPUMEHTAIBHO TTOKa3aHO
dbopMupoBaHHEe HAHOpPa3MEpPHOW CTPYKTYpPhl TMpPH KPUCTAUIM3ALUUA aMOP(QHBIX
CIUIABOB C BOJIOPOJIOM.

2. OmnpeneneHbl W JOKAJW30BaHBI TEIUIOBBIE 3(PPEKTI B HEKOTOPBIX
METAJUIOTUAPUIAX U MPEAJIOKEHbI MEXAaHU3MbI UX JEKOMIIO3UIMU B CPEle HU3KOIrO
NapLUaJIBHOIO JABIEHUS BOAOPOA.

3. Jlokanu3oBaHbl O00JACTH PETUCTPALMH TEIUIOBBIX 3((PEKTOB mpH
BBIJICJICHUM TUAPUIHONW (a3l U3 TBEPIOTO pacTBOpa M MpU OOpaTHOM Ipoliecce ee
pacTBOopeHHus B ciiaBax MetawuioB V rpymmsl (Nb, Ta) ¢ Bogoponom. B maHHBIX
CIUIaBax 0OHapyKEHbI paHee HEU3BECTHBIE BBICOKOTEMIIEPATYPHBIE
KajopuMeTpuyeckue 3QpekTol, 00yCIOBICHHbIE 3BaKyalle BOAOPOIa U3 o0pasia.

4. OcCylIeCTBIECHO MPEHU3UOHHOE OMPEIACICHUE KaJOPUMETPUUECKUX
3p(HEeKTOB U KPUTUYECKUX TOYEK MPU HArpeBe U OXJIAXKIECHUU JOIBTEKTOUIHBIX
HU3KOYTJIEPOAUCTHIX JerupoBanHHbix ctainein 12X2H4A, 20X3MB®A u 38X2MIOA.

5. Bnepseie UCCIIENOBAHBI KAIOPUMETPUYECKHUE 3¢ dexTrI B
neMeHToBaHHOM ciioe cranei 12X2H4A, 20X3MB®A u a30TUpOBaHHOM CJI0€ CTaIN
38X2MIOA.

Teopernuyeckast M NIpaKTHYeCKasi 3HAYUMOCTD IUCCEPTALUOHHOM PadOTHI:

1. Pacmmpensl mpeacTaBieHuss O BIMSHMM BOJOpPOJa Ha OCOOEHHOCTH
¢dazoBbix TpaHchopmaluii B aMOpP(MHBIX U KPUCTANIMYECKUX MHOTOKOMITOHEHTHBIX
CIUIaBax.

2. OKCIIepUMEHTAIBHO TIOKAa3aHO BIMSIHME BOJOpPOAa Ha (POPMHUPOBAHUE

yIBTPAMENKOJUCIIEPCHOW (HAHOPa3MEpHOM) CTPYKTYpbl MpU  KPUCTAILTU3ALMU



aMOp(HBIX CIUIAaBOB, a TaKXe BapbUPOBAHWE TEMIIEPATypbl MapTEHCUTHOTO
MpEBpaIEHUs] B HEKOTOPOM TEMIIEPATypHOM HHTEpPBAJIE.

3. [IpennoxkeHa HOBas IMOCIEAOBATEIBHOCTh ATAllOB  TEPMUUYECKOM
JEKOMIO3UIIUA  JUTUAPUIHBIX COCIWHEHUN B Cpele HHU3KOro MaplUHUaIbHOTO
JABJICHHS BOAOPOAA.

4. OO6Hapy:keHbl BbICOKOTEMIIEpaTypHbIe 3(h(PEKTh B cIaBax V rpymnmbl —
H, o0yciioBneHHbIE BBIXOIOM BOJOPO/Ia U3 MaTepuraa.

5. 3aduKkcUpoBaHbl ~ OCOOCHHOCTH  KaJlopuUMeTpuueckux  d(P¢eKkTos,
MPOSIBIISIIONINECS TOJBKO B JIETUPOBAHHBIX HU3KOYTJIEPOJIUCTBIX KOHCTPYKIIMOHHBIX
cTaisix. BHeceHbl peKOMEHJalMM B TEXHOJIOTUYECKOE MPOU3BOJICTBO C YYETOM
B3aMMOJICHCTBUS YIiepoJa MpU LUEMEHTAMU W a30Ta MPU a30TUPOBAHHMU B CTaJSIX
(ITpunoxxenue A).

Martepuanbl 1 pa3pabOTKH AUCCEPTAMOHHON pabOThl BHEJAPEHBI B YUYEOHBIN
nporiecc Ha Kadenpe «HanoTexHomornu U HaHOCUCTeMHON TexHuUku» [IITHUY npwu
MPOBEJCHUU 3aHATUN MO CHEUIPAKTUKYyMy «TepMOaKTUBAllMOHHBIC MapamMeTphl
¢dazoBbIX npeBpaieHuit B TBepAbIX Tenax» ([Ipunoxenue b).

IHos105keHus, BHIHOCUMbIE HA 3AIIUTY:

1. 3aKOHOMEPHOCTH BIMSHUS BOJAOPOJIa HAa KajopuMeTpudeckue 3(h(PeKTs
B aMOP(MHBIX ¥ KPUCTAIUIUZAIMUIO METANTMYECKUX CIUIABOB, @ TAKXKE MOJTydyaeMyIo
CTPYKTYpY IIPU KPUCTAILITU3AIUH.

2. 3aKOHOMEpPHOCTH TEPMUUYECKON AUCCOIMAlWUA TUTUAPUAOB METAJUIOB
IIpU HarpeBe B Pa3JIMUHbBIX Cpelax.

3. 3aKOHOMEPHOCTH KAJIOPUMETPUUECKUX 3(PPEKTOB MNpU Pa3iIoKEHUU
MEPECHINIEHHBIX TBEPIBIX PACTBOPOB METAJUI-BOJAOPOA U PACTBOPEHUM THAPUJIHBIX
dba3 nmnpu HarpeBe JBYX(}a3zHBIX KOMIO3UIMK MeTaui-Bojmopona. I[lpupona
BBICOKOTEMIIEPATYPHBIX HHAOTEpMUYECKUX J(P(EKTOB B CIIaBax MeETaLioB V
TPYIIIBI C BOJOPOIOM.

4. Oco0eHHOCTH TMPOLIECCOB AayCTeHM3allUM W pacmhaj ayCcTeHHUTa B

MEKKPUTHYECKOM MUHTEpPBAJe TEMIIEPATyp B CTANSIX.
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5. Crnenu¢uka BIMsSHUA yraepoaa U a3oTa Ha (a3oBbie mpeBpanieHus B Fe-
C craBax, HCIOJIB3YEMBIX JIJIS [IEMEHTAMU U a30TUPOBAHHUS.

/locToBepHOCTH AKCIIEPUMEHTAJIbHBIX pe3yJIbTaTOB UCCIIENOBAHUS
MOATBEPKIAETCS KX MHOTOKPAaTHOM BOCHPOU3BOAMMOCTHIO. IIpencraBieHHble B
pabote pe3ynbTaTbl ObUIM TMOJY4YEHbl Ha COBPEMEHHBIX MCCIIEOBATEIBCKUX
npubopax U o0paboTaHbl C MPUMEHEHHUEM COBPEMEHHBIX TEXHHUYECKUX MPOTpaMMm
00pabOTKM TaHHBIX.

JInunblii BKJIQJ aBTOpa 3aKiodaeTcs B (QOPMYNIHMpPOBKE LEIM W 3ajad,
HEMOCPEICTBEHHOM TMPOBEICHUU 3KCIEPUMEHTOB U HCCIEAOBAaHUN, 00pabOTKe U
TPAaKTOBKE IOJIYYCHHBIX PE3YJIbTATOB MCCIEIOBAHUNA, a TaKXe CPaBHUTEIHLHOM
aHalln3e 3aKOHOMEPHOCTEW KaJopuUMeTpudyeckux H(PQPEeKToB B HCCIEAYEMBIX
MaTepuanax, WHTEPOPETALMH KIIOUYEBBIX IIOJIOXKEHUH M BBIBOJOB, a TaKKe
NOJrOTOBKE K MyOJUKAallMM HAy4YHBIX CTAaTbed II0 TOJYYEHHBIM pe3yibTaTaM
UCCIICIOBAHUM.

Anpobauus  pe3dyabratoB padorel: «I MexayHapoaHas ~ Hay4YHO—
npakTuueckas KoHgpepeHuus «Momnoabie yuenble Ilpukamps — 2011» r. Ilepwms,
2011r.;  «IX  Bcepoccuiickas  mKona—KOH(QEPEHLMs  MOJOJBIX  YUYEHBIX
«KoMVY-2011», 1. Mxerck, 2011r.; «XX IletepOyprckue yteHus mno mnpobdieMam
npounoctu» r. Cankr—IletepOypr, 2012r.; MexmyHapoaHas HayqYHO—TIpaKTUYECKasI
KoH(pepeHuusa «/HHOBAIIMOHHBIE TEXHOJOTMM B MalIMHOCTpoeHUuW» T. llepms,
2012r.; VIII mexnaynapoanas koHdepenuus namsitu akaaemuka [.B. Kypmaromosa
«IlepBag  Bcepoccuiickag MoionexkHass mkoiga «CTpykTypa W CBOMCTBa
IIEPCIIEKTUBHBIX MATEPUAIIOBY, I'. UepHOorosoBka, 2014r.; 4-as HaydHO-IIpaKTUYECKas
KOH(pEpeHLIUs ¢ MEXIYHapOAHBIM Yy4YacTHeM, MOocCBsiIeHHas 70-JeTHeMy HOOHIICIO
kadenpsl «MeTaiIoBeIeHUE, TEXHOJIOTHST TEPMHUYECKONW U JiazepHOl 00paboTKu
MeTamioB»  «VIHHOBAlMOHHBIE  TEXHOJOTMM B  MATEpUAJIOBEACHUM U
MamuHocTpoeHum», r. Ilepmb, 2019r.; «XXV Vpanbckas mKojia METATIOBEIOB

TepMUCTOBY, T. ExatepunOypr, 3-7 ¢pespans 2020.
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Hyonuxkanuu. [lo  pe3ynbraram  JUCCEPTALIMOHHBIX  HCCIIEIOBAHUI
OnmyOJMKOBaHbI 23 MevyaTHble paOdOThl, U3 HUX 7 HAYYHBIX CTAaTell B pElEH3UPYEMBbIX
XKypHanax, pekomeHnoBaHHbIX BAK P® u 1 crares B u3gaHuu, HHIEKCUPYEMOM B
Scopus, 9 Te3UCOB JOKJIAT0B HA MEXKAYHAPOIHBIX U POCCUNCKUX KOHPEPEHITUIX.

JuccepranoHHass padoTa COCTOMT U3 BBEICHUS, IIECTH IJaB, OOLIUX
BBIBOJIOB 10 paboTe, Oubarorpadguueckoro cnucka, u3joxeHa Ha 154 crpanuuax, B
toM ynciie 109 pucyHkos, 2 Tabnuiibl, 2 nmpuioxkeHus. bubmuorpaduueckuii Criucok
coaepkuT 138 UCTOYHUKOB.

ABTOp BBIpaxkaeT OmaromapHocTh mpodeccopy JI.B. CnmBaky 3a pykoBOICTBO
U COJECHCTBHE NPH BBINOJHEHUU AMCCEPTALMOHHON pabOThl, BCEM COTPYAHUKAM
kadenpsl «MaTepuanoBeaeHue, TepMuueckas 1 jlazepHas oOpaboTKa METayuioB» 3a
LIEHHbIE COBETHI, CIOCOOCTBOBABIIME YJYUYIIECHUIO JIUCCEPTAMOHHOW pPabOTHI.
OtnenpHast OIarogapHOCTh KOJUIEKTHBY CiayxObl ['nmaBHOro wmetamrypra AO
«Penykrop-IIM» 3a moMompb W NOANEPKKY BO  BpEMsl  BBIIOJHEHUS

AUCCCPTAMMOHHBIX HCCJ’ICI[OB&HPIIZ.
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I'maBa 1 CocTosiHue H3Yy4EeHHOCTH BONPOCa 0 (pa30BbIX NPEeBPALICHUAX B

aMOp(l)HLIX 6LICTpO3aKaHeHHLIX CIIaBax 10 M MoCJi€ HAChIMECHUA BOAOPOAOM

Amop(dHOEe cocTOsHHE TBEPAOro Tejla — OAHO M3 MHTEHCUBHO H3Yy4aeMbIX
HaIpaBJI€HUl coBpeMeHHONM Hayku [l]. OmgHMM W3 mNEpBBIX, KTO HCCIEAOBAI
KPUCTAJUIM3ALUI0 aMOP(HBIX CILUIAaBOB METAJI-METAJUION], IPU HAarpeBe METOAOM
TEPMUYECKOTO aHanu3a, a wuMeHHO MerogoM DSC, samsercas Cyasyku c
corpyaaukamu [2]. UM moapo6GHO omMcaH MEXaHU3M KpUCTALTU3aluu aMOp(HBIX
CIIABOB METAJIJI-METAJUION/] U BbIIETICHUS KpUCTANINYECKUX (pa3.

[lo pe3ynapTaTaM HCCIEIOBAaHUSA KPUCTAUIM3ALUUU HEKOTOPBIX aMOP(PHBIX
CI1aBoB, MacymoTo [3] mpemioxKua CXeMy KPUCTAIUIM3AlUM, PEACTABICHHYIO Ha
pucyHke 1.1.

UccnepoBarenamu Macymoro m Manauny [4] BrnepBble ObUIM NMPUMEHEHBI
MEeTOJbl  AUPPEpEeHInaTbHON CKaHUPYIOMIEH KaJOpUMETPUU JUIsl  U3YyYEHHUs

IMPpOHCCCOB PACCTCKIIOBAHHUA aMOp(bHBIX CIIJIaBOB.

bricTpo3akaneHHas
amopHas (dasza

v Crapenue
CocrosiHre amMmoppHOI (oTKHT) IlepecTpoeHHBI
da3sl nepen » (mepepenakcupOBaHHbIN)
KNDUCTATTINRATIAEH TBEPBI pacTBOD (SS)

\ 4

MertactrabunbHas dasza
MS -1

A 4

MeracrabunpHas daza
MS — I (kpucr.)

\ 4

CrabunbHas daza ST

Pucynoxk 1.1 - Cxema paccrekioBaHusi aMOp(HBIX CIIJIaBOB



Kpome Toro, stTumu aBTopamu Oblia 3aUKCHPOBAHA 3aBUCHUMOCTH Pa3BUTHS
IPOIIECCOB KPUCTAJUIM3ALMU OT KOJMYECTBA COJEPKaHUS METaUIOUAOB. DOTO ObLIO
3a(pUKCUPOBAHO METOJOM JU(PPEpPEHINATBHON CKaHUPYIOLIEH KaJOpUMETPUH,
JaHHbIE KOTOpOM TOKazaHbl Ha pucyHke 1.2. Merogom DSC BnepBbie ObLI
3a(pUKCUPOBAH CIIOKHBIM XapakTep HK30TEPMHUECKOr0 MHKa, a MMEHHO €ro

PaCICIVICHUC IIPH U3BMCHCHHNH KOHIOCHTPpAIUN MCTAJIJION1a [5]

V4
4 J
N a 7}, 7}2
3
§ ?
N J
3
G
N
i
S|¢ Tx
& X2
2
!
J
f
¢ 7x; Tty
ra

Pucynox 1.2 — Cxembl uamenenuns kpuBoit JICK B 3aBUCMMOCTH OT KOHIIEHTpAIIMU
BBEJICHHOTO METaJNION/1a, TOJyYeHHbIE HAa aMOP(HBIX CIUIaBaX THIIA METAI — METAILIONUT, TIPU
KOHIIEHTPAIlMU METAJUIOUOB, % (aT.): a - <25; 6 — = 25; B - >25; 1 — Beigenenue ¢azpt MS —I; 2 —

Beiiesienne paszpr MS — II; 3 — crabumnbHas daza [6]

Kpucrannmmzanus wu3ydajgach MHOTHMH HCCIICIOBATEIIMH M HAa MHOTHX
aMOpGHBIX CIIaBaX, HO TJIaBHBIC 3aKOHOMEPHOCTH KPHCTAJUIM3AIMU YCTAaHOBHIIU
TOJIBKO JIJISI CIJIABOB METaJuI-MeTauion [2].

JlanpHEHIe HCCIICIOBAHUS PACCTEKIIOBAaHUS aMOP(HBIX CIUIAaBOB METaLI-
MeTaJT  MeToJoM JuddepeHInanbHOl  CKaHUPYIOMIEH KaJOpUMETPUU  ObUIH
poI0JKeHbI B padote [7]. O0bekTOoM HccienoBanus Obul ciiaB Tig;Nis;. B nanHoi
paboTe yIaJI0Ch BBIYUCIIUTD SHEPTHUIO aKTHBAIIUH PacCTEeKIOBaHUS

Ea=345,0 x/I>x/monb, paccuntannyro MetojoM Kuccunmxepa [8-10].
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B pa6orax [11, 12] uccrenoBanusi aMop(HbBIX OBICTpO3aKaJCHHBIX CIUIABOB
MIPOBOJIMIINCH Ha 6a3e ObICTpo3aKkaeHHOTO crutaBa Tis5oNiysCuys. DSC B aTOM padoTe
peanuzoBana Ha npubope Perkin Elmer Pyris. CrmmaB  TisoNipsCups B
pPEHTreHOaMOP(HOM COCTOSHUM HarpeBaii B KaJOpUMETpEe C Tojadedl aproHa
(99,9999 Ar) npu paznuunbix ckopocTsx: 3, 10, 20, 40 °C/mun. [Ipu Temneparypax
350 — 450 °C 6bu1 00HAPYKEH IK30TEPMUICCKUNA MAKCUMYM, CBUICTEIHCTBYIOIIHHI O
KpUCTajuIM3aluu ciiaa. Jlaiee 3To ObUIO MOATBEPKACHO PEHTTEHOCTPYKTYPHBIM
aHanu3oM. C TOBBIIEHWEM CKOPOCTH HarpeBa, yBEJIWYMBAlIach TeMIIepaTypa
PACIIOJNIOKEHUST MaKCHUMyMa »HK30MUKa. ODHEpPrus akTUBAllMU JaHHOTO Mpolecca
coctaBuiia Ea=674,0 xIx/M0b.

B GosbmmHCTBE paboT HA 3TOrO THUIMA ciulaBax [13-16] riaBHol 3agaueit ObLIO
MOJYYEHHE TAaKUX IMPOIECCOB PACCTEKIOBAaHUSA, B KOTOPBIX NIPU OXJAXKICHUU
perucTpupyercs Tepmoyrnpyroe MmapreHcuTHoe rmpeBpamienne (TMII) B2—B19
B2—B19' B2—R, koTopoe Haluo mupoKoe MPaKTUYECKOE MPUMEHEHHE. MeToanka
UCCJIENOBAaHUM BKIIOUana Au(GepeHIIMaANIbHYI0 CKaHUPYIONIYIO KaJOpUMETPHIO,
PEHTIEHOBCKHUE UCCIEOBAHUS U T.I.

B pabore [17] oObekToM wuccienaoBanui cran cmiaB NiTi ¢ moOaBiieHHEM
paznuyHoro komudectBa Traduus 9,5-20 ar. %, BIMAHHE KOTOPOro M OBLIO
MPEAMETOM  HCCJICIOBAHMUS. Metonamu  3JIEKTPOHHOU MHUKPOCKOIIMM U
nuddepeHnnanbHoM CKaHUpYIOIIEH KaJIOPUMETPUH c MPUBJICYEHUEM
TEPMOJMHAMHUYECKOTO aHajIu3a, UCCIEAOBAaHbl CTPYKTYpa M YCIOBHUS peav3aluu
MapTEHCUTHBIX TMPEBPAIICHUN B 3aKaJCHHBIX M3 JKUJIKOTO COCTOSHHS CIUIaBax
cuctembl NiTi-Hf. Omnpenenen xapaktep BIUSHUA KOHIIGHTpanuu radHUS Ha
npornopuu  amMmopPHOM U KPUCTAIUIMYECKOM  COCTaBJSIONICH, B  KOTOPOM
dbopmupyeTcss IMPOKUH  CHEKTp pa3sMepoB 3epeH. B KpucTaTMyecKou
COCTaBJISIFOIICH OOHApYKEHO JBa THUIIA MapPTCHCHUTA: B19 - ¢ MOHOKIHHHOl
ctpykrypoidr u Bl19 - ¢ opropomOuueckoil. YCTaHOBIIEHO, YTO NIpEBpaIllCHUE
BbICOKOTemMMeparypHoil B2-as3er ¢ oOpazoBanuem MmaprteHcuta B19' peanmmsyercs

MPEUMYIIIECTBEHHO B 3€pHAX Majoro pasMepa BIUIOTH A0 2-4 HM. Maprtencutr B19
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oOpazyetcsi B Oosee KpynmHbIX 3epHaxX. [lomydeHsl JaHHBIE, CBUIETEIHCTBYIOIINE O
TOPMO3SIIEM BIMSIHUM aMOP(HBIX MPOCIOEK MO TPAaHUIIAM 3€PEH, HA MAPTEHCUTHOE
MpEeBpallleHNe, a TAKKE O CBSI3U MEX]y Pa3MEepOM 3€peH U THIIOM 00pa3yIolerocs B
HUX MapTEHCHUTA.

JlanbHeimme ucclieoBaHus M0 BIUSHHUIO JIETUPOBAHUS OBICTPO3aKajICHHOTO
crutaBa Ha ocHoBe TiNi-TiNiCu radHueM Ha TEpPMOYIIPYroe MapTEHCHUTHOE
npepaienue (TMII) u MexaHnndeckre CBOMCTBA ObLIO omucaHO B paborax [18-22].
B wactHocTu, padote [22] ¢ conepkanueM Hf ot 8 no 25aT1.% OblM npou3BeIeHbl U
uccienoBanbl cruiaBbl Ha ocHoBe NiTi. Ilapamerpsr pemerku a, ¢, f da3sr B19
YBEJIMYMBAETCS, HO TMapaMeTp b yMEHbIIAeTCs C YyBelIUueHueMm cojepxkanus Hf.
TemmepaTypa obpatHoro mpespamenns Boimre 100°C u  yBenmumBaercs
yBenuuenuem cozepxkanusi Hf. Boccranosnenune nedopmanuu gocturaet 4,5% s
cruiaBa ¢ 9,5% Hf u HeMHOro ymensinaercsi ¢ yBenudeHueMm cojepkanus Hf.
Bnusnue nerupoBanus radHHEM B ITUX paboTax HCCIAEAOBAIOCH METOJOM
U3MEPEHUS YJEIBLHOIO CONPOTUBIICHUS, MEXAaHUUYECKUX HCIBITAaHUN, SJIEKTPOHHOU
MUKPOCKOIIUEH U peHTreHorpadueii.

Pe3ynbTaThl BapbUpOBaHUSI XUMHUYECKOTO COCTaBa CIlaBa Mo TUTAHY U MEIU B
amopHOoM OwicTpo3akasieHHOM cruiaBe Ha ocHoBe TiNiCu (B mpenenax 1 at. %)
npejacTaBiieHbl B padote [23]. Takoe m3aMeHEeHHE COCTaBa IMO3BOJIMIIO MPEIIM3UOHHO
BAPBUPOBATH 3HAUYCHHS KPUTUUECKUX TemIepaTyp rucrepesuca TMIIL.

Yacte wuccnenoBanuii [24-28] mnocesmieHo wu3ydeHuro «dpdexra mamsaTu
dbopMbI», 00YCIIOBIIEHHOTO MapTEHCUTHBIM TpeBpailenus tuna B2«<-B19 B crutaBax
cucteMbl TiN1 — TiNiCu. HUccnegoBanust B 3TuX paboTax ObUIM OCYIIECTBJIECHBI
METOJaMH  JJIGKTPOHHOHM, TPOCBEUMBAIOIICH  MUKpOCKOMUEeH,  audpakuuen
AIIEKTPOHOB, 0€3 MpuMeHeHus IuddepeHInaAIbHON CKaHUPYIOMIEH KaJopUMETPUN
WM APYTHX METOJ0B TEPMHUUECKOT0 aHanu3a. B maHHBIX paboTax ObLIM OmpeaeieHbl
(bU3UKO-MEXaHUUECKHE CBOMCTBA TEPMOYIPYTOr0 MAPTEHCUTHOTO TPEBPAIIECHUS.

OTHOCHUTENIBHO HEJaBHUE UCCIeNOBaHUS MeToAoM JuddepeHnnanbHoi

CKaHHUPYIOIIeH KajmopuMeTpuu Obutd mpoBeneHbl [29, 30] Ha amopdHBIX CrutaBax
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NbgoNig 1 Tis74Cus; 4Nig,. Pe3ynpTaThl MOKa3bIBaOT, 4TO KPUCTALIU3ANMS B 000X
CIUTaBaX WMMEET MYJIbTUILICTHRIN Xapaktep. B  Tis;4Cuss4Nig, KpucTammm3anus
MIPOUCXOIUT MIOCPEICTBOM Tpex AK30TEPMUYECKHUX peakiui c
3aponeimeoOpazoBannem TiCu, Ti,Cu u TipNi. Kuneruky xkpucramumsanuu
uccnenoBanyu ¢ nomoibio DSC, a kuHeTH4YecKue mapamMeTpsl ONpeeIIsid 0 METOTY
Kuccunmxepa.

Panee ObuT OCyIiecTBIEH MUK padOT, MO M3YYCHHUIO BIMSHHS BOJOPOJA Ha
CBOMCTBAa aMOpP(HBIX CIJIAaBOB CHCTEM MeTaul-MeTauions. O030p 3Tux paboT
npeacrabier B [31]. 3adukcupoBaHo, YTO ACPOPMANMOHHBIA OTKJIWK B
HEOJHOPOJHOM TI0JIe HANpPsDKEHWH ©CTh BEChbMa UYBCTBUTEIBHBIM WHIUKATOP
CTPYKTYPHO-()a30BBIX IEPEXO0JI0B IMEPBOIO U BTOPOrO poja B CHUCTEMax MeETalul-
BOJIOpoJ, (nmedtepuit). OIHAKO KaJOPUMETPUUECKHE WCCIIEIOBaHUS B HHUX HE
MIPOBOJTUITUCK.

[Tozke ObuM OMyOJMKOBAaHBI pe3yJbTaThl ucciaeaoBanuii [32-38] mo
B3aUMOJIeHCTBUIO Bojopoaa B ciaBax Ha ocHoBe TiNiCu um TiNiCuZrHf, rne
OTpEeNeISUTUCh (PU3UKO-MEXaHUUYECKHE CBOMCTBA CIUIABOB IOCIE BBEACHUS B HHX
AIEKTPOTUTHICCKUM METOAOM Bosiopoaa. [1o pesynapTaTam, KOTOpIX 3a)UKCUPOBaHA
OombIIas 3aBUCUMOCTH (DPU3UKO-MEXaHMYECKUX CBOMCTB OT BBEICHHOT'O KOJIMYECTBA
BOJIOPO/JIA.

B pabGorax [39-40] Obutm mpoBeneHbl uccinenoBanust meroaom JITA Ha
npubope Perkin BnmsHHUS BomoOpoma Ha CBOWCTBA cIiaBa MeTaul-meTamwr. Ilo
pe3ynbTaTaM MCCIEIOBaHWA OBUTH BBIICICHBI JBE OCOOCHHOCTH, OOYCIIOBIICHHBIE
HABOJOPOKMBaHUEM ObICTpO3aKaieHHbIX amop(HbIx criaBoB cuctembl TiNi—TiCu:
MOBBIIICHUE TEMIIEpaTyp Tpollecca paccTekioBaHus cruiaBa  1isoNipsCuys;
MO/TaBJICHHE OOpPAaTHOTO MAapTEHCHUTHOTO TMPEBPAIECHUS B 3aKPHCTAILIN30BaBIICMCS
HaBOJIOpOkeHHOM aMopdHOM ciuiaBe TisoNiysCuys. OIHaKO HMCIIOIb30BaHUE JIAHHOTO
merona JITA orpanmumBaercs TemIepaTypHbIM HWHTEPBAJIOM HarpeBa oOpasiioB

(torbko 10 600°C), B pesymbraTe 4ero, Kak OyIeT MOKAa3aHO B AalbHEHIIEM, ObLIA
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OOHapy>XEHbI JIUIIb JK30TepMHUUecKre 3(P(GEKThl MPH HarpeBe OBICTPO3aKaTIEHHBIX
amop¢HbIx cruiaBoB cuctemsl TiNiCu.

W3 mpencraBieHHOro BhIlIe 0030pa CIEAyeT, YTO NMPAKTUYECKU OTCYTCTBYIOT
CUCTEMATUYECKUE UCCIEA0BAHMS IO BIUSHUIO BOAOPO/IA U Bapyalllii COCTaBa CIUIABA
Ha KajlopuMmeTpuueckue d>PGEeKTbl MpU KPUCTAJUIM3AIUU  OBICTPO3aKaIECHHBIX
aMOp(HBIX CIJIaBOB.

bompmas wacte uccaemoBanmii mo JITA B cmcremax meramui-meTamn Oblia
CKOHILICHTPHpOBAaHAa  HAa  W3YYEHHM  HHU3KOTEMIIEPAaTypHBIX  MapTEHCUTHBIX
npeBpaieHuii. Kpome Toro, mnonaBistomiasi 4acTh IMOJOOHBIX HCCIIEIOBAHUIN
ucnonb3oBa DSC kak crmoco0 omnpeneneHus MOJOKEHUS KPUTHUYECKUX TOYEK U
BUJIa KAJIOPUMETPUUECKOro 3¢ (deKTa: 3K30TepMUUECKUI WK dHAoTepMuUecKuid. OO0
ONPENEICHUHN SHTANIbIUU (DA30BOr0 MPEBpPALEHUS W €ro SHEPruM aKTUBalUU B
OOJIBIIMHCTBE CIIy4aeB HE COOOIIaeTcsl.

Eme oxHo  00CTOSATENBCTBO — 3aTpyAHSAET  NPOBEACHHE  CPABHEHUMU
HKCIIEPUMEHTAJIbHBIX PE3yJbTaTOB M, OCHOBAaHHBIX HA HUX JAHHBIX MO TEIJIOBBIM
apdexraM pa3oBbIX IpeBpalleHUi, npoBeaeHue uccienoBanuii Ha DSC npubopax,
MOCTPOEHHBIX HA PpAa3IMYHBIX MPUHIUIAX PEruCcTpaldd TEeIIOBBIX 3(PPEKTOB
UCCJIEYEMBIX MATEPUATIOB.

[Mpunnun pa6oter mpubopoB ¢ DSC mMeTogomM OCHOBaH Ha pPETrUCTpaIluU
Pa3HOCTH TEIJIOBBIX MOTOKOB, KOTOPbIE HEOOXOAUMBI JIJISl MOJICPKAHUS PaBEHCTBA
TEMIIepaTyp STajloHA W HM3ydyaeMoro oOBbeKTa B XOJE JMHEHHOW TeMmIepaTypHO
nporpamMmbl. ['JIaBHBIM JOCTOMHCTBOM JAHHBIX MPUOOPOB SBJISETCS BO3MOMXHOCTb
U3MEpPEHUsI JIO0CTATOYHO HEOOJIBIIMX TEIIOBBIX A(P(EKTOB HPH H30TEPMHUYECKUX
porLeccax.

[Ipununun pabotel npubopoB Ha 0O6aze DTA 3akiouaercss B perucrpanuu
muddepennmansaoit Temmepatypsl [41]. OcHOBHOE paznuume MexIy npudopamu
3aMETHO Cpa3y, XOTS [0 BHEIIHEMY BHUIY KpHUBBIE MOXOXHU. Tun uHPOpMAaIuH,
nonydaeMor ¢ nomoubio kpuBbiX DSC u DTA, cxomeH, oJHAaKoO 10 HEAABHETO

BpeMEHU Jepkatenu obOpasna B wMetone DSC  orpanuumBanu  TeMmeparypy
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u3Mmepennid 10 BemmuuHbel 700° C, B To Bpems Kak aepxkarenu B merone DTA
NO3BOJISIIOT ~ paboTarh TMpu ropasno OoJjiee BbICOKOM  Temmeparype. g
KoJInuecTBeHHBIX u3MepeHuit (AH), meron DSC wucnonb3oBarh Jjerde, Tak Kak

KaJIMOpOBOYHBIN KO3 PuiueHT K OT TemMrnepaTrypbl HE 3aBUCHT.
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I'naBa 2 MarepuaJjibl 1 METOAbI HCCIEAOBAHUS

2.1 MarepuaJjibl MccJIeI0OBAHUSA

B kauecTtBe wucciaegyeMbIX MaTepHalioB B TpPEThe TJIaBe OBbUIM BBIOPAHBI
ObICTpO3aKalieHHbIE  CIUIaBBI, IOJYyYEHHBIE METOJAAMH CIUHUHHTOBaHUS U
IUIAHAPHOTO  JIUThA CO  CKOPOCTBIKO  OXJIKICHHUS 10° Klc: Ti59Ni5Cuss,
Ti40,N1243CuysHEyy,  Tig7Nig sHfg sCugo. CrutaBel  monydeHbl B BHJAC  JICHTHI
tommuHo# 0,04-0,06 MM B peHTIeHO-aMOP(PHOM COCTOSTHUH.

OO6pa3ipl ruipuaa TUTaHa B BUJIE MOPOIIIKA, UCCIIEAyeMble B UeTBEPTOM TJIaBe,
OBUTM MOJIY4EHBI METOJOM CaMOPACIPOCTPAHSIONIETOCS BBICOKOTEMIIEPATYPHOIO
cunte3a (CBC) B Buze yacTul HenpaBuibHOU (popmel pazmepom 0,4-2.0 mm.

OO0BEKTOM HCCIIECIOBaHUS B IISITOM TIJlaBe OBLIM ITPOBOJIOYHBIC O0Opa3IIbl
crutaBoB HUooust Mapku HO1 (99,95 % Nb) u tantana mapku TBY (99,98% Ta)
(Tabmuma 1) nuamerpom 0,5 MM ¢ BBEJEHHBIM B HHUX JJICKTPOJUTHYCCKUM METOJIOM

BOJOPOIOM.

Tabnuua 1. Xumudeckuit coctaB mpoBosioku u3 Nb, Ta

CoaepaxaHue 0CHOBHBIX 3J1€EMEHTOB, % Macc.
Cranab
Fe Ti Si Mo+ W C (0] N H Nb C, N, Fe
Nb no
FOCT 16099-80 0,005 | 0,005 | 0,005 0,01 0,01 0,015 0,01 -
Tamo 0,21 0,0029 | 0,006 | 0,15 | 0,1 0,025 0,001 0,5 0,01
Ty 95_353_75 s ) s s ) - s - s s s

B kauecTBe HccieqyeMblx MaTepuaioB B IIECTOW rjaBe ObUIM MCIOJIb30BAHbI
HenerupoBanHele ctanmu 10, 20 wu  40; HU3KOYIJIEPOIUCTBIE LEMEHTYEMBIE
nerupoBaHHble ctanu 12X2H4A u 20X3MB®, azortupyemas cranb 38X2MIOA
(Tabmuna 2). Taxxke ObuUIM TPOBEAECHBI HCCIENOBaHUA (PA30BBIX MpPEBpAlLEHUN
neMeHToBaHHOrO cios ctaneit 12X2H4A u 20X3MB®, a Takke a30TUPOBAHHOTO

cinos ctamu 38 X2MIOA.



Tabmuua 2. Xumuueckuil coctaB uccieayemoix craieid mo I'OCT 1050-2013 u

I'OCT 4543-2016

Conep:xaHue OCHOBHBIX 3JIEMEHTOB, %o Macc.
Cranb

C Si Mn Cr Ni Mo W Cu Al P S \%

Craas 10 0,09 0,2 0,43 | 0,12 | 0,18 - - 0,13 - 0,022 | 0,02 -

Craas 20 0,21 | 0,23 | 0,38 | 0,18 | 0,20 - - 0,15 - 0,021 | 0,02 -

Cranab 40 0,42 | 0,27 | 0,65 | 0,13 | 0,11 - - 0,19 - 0,018 | 0,018 -

12X2H4AA 0,1 0,2 0,32 | 1,29 | 3,31 - - 0,2 - 0,015 | 0,013 -
20X3MB® 0,18 | 0,21 | 0,35 | 293 | 0,18 | 0,42 | 045 | 0,13 - 0,014 | 0,012 | 0,78

38X2MIOA 0,39 | 0,24 | 047 | 1,63 | 0,24 | 0,21 - 0,19 | 0,92 | 0,015 | 0,014 -

OOGpa3upl s UCCIETOBAHMUS IIEMEHTAIlMM W a30THUPOBAHUS MPEICTABIISLINA
co0Ol CTPYXKYy, CHATYI0 MEXaHHMYECKMM CIOCOOOM C II€MEHTOBAHHBIX WIIU
a30TUPOBAHHBIX  MOBEPXHOCTEH  0Opa3loB-cBuaeTeneid.  OOpasibl-CBUACTEIN

MPEACTaBIISIIA OO0 MMIMHIAPH TuaMeTpoM 30 Mm.
2.2 MeToauKH NpoBeIeHNs UCCIeJ0BAHNI

2.2.1 HacelieHue criaBoB BOJOPOIOM

HacelllieHne crjaaBoB BOJOPOJOM IMPOBOAWIM C MOMOIIBI TEPMOCTATHPYEMOU
ANEKTPOXUMHUYECKON siuelku (pUCYHOK 2.1), B KOTOpOM KaToj — HaChIIAEMBbIi
BOJOpPOJIOM oOOpasel, a aHojA - IUIaTMHOBas mpoBoioka. OOpaseln HaxXOAWJICS B
pactBope anektponuta u3 1IN pactBopa H,SO, u 100 mI/n As,O; (aktuBatop
HABOAOpOXXHBaHUs). [IIOTHOCTP KaTOMHOTO TOKAa I, A7 aMOp(HBIX CIUIABOB
cocrtaBista 50+150 A/Mz, JUIs IpoBOJIOYHBIX oOpasnoB Nb u Ta i.=250+500 A
Bpewms (f) HaBOmOpOKHMBaHUA aMOp(HBIX CIUIABOB COCTaBIsLI0 OT 5 1m0 40 muH,
crutaoB Nb u Ta ot 90 mo 240 mun. [lepen HaBOIOpOXWUBAHUEM IOBEPXHOCTH
poBOJIOYHBIX 00pa3iioB Nb u Ta moasepraiu TpaBJieHHIO B TUIABUKOBOM KUCJIOTE B

TeUeHNE 5 MUH.
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Pucynok 2.1 - CxematnyHoe u300pakeHre TepMOCTAaTUPYEMOH IIIEKTPOXUMUYECKOM

siueiku: 1,2 — BEepXHUN U HUKHUH 32KUMBI; 3 — oOpasell - Kato; 4 — SIEKTPOIbI - aHOd; 5 — Koyi0a

KomnuectBo BBCACHHOI'O BOJOPOOAAa BAPBHUPOBAJIOCH C IIOMOIIBIO HM3MCHCHHA
OOHOI0 M3 ABYX IIapaMCTpOB: UINTCIIBHOCTL ITPOHECCAa HACBIMICHUA W IINIOTHOCTD

AJIEKTPOJIUTUYECKOTO TOKA.
2.2.2 PexXxrMbl XUMUKO-TEPMHUUECKON 00pabOTKH.

I'azoBas nemenTtanumsa i cranu 12X2H4AA npoxoauna o yTBEPKIAECHHOMY
peXKUMY TpeanpusaTus s odbecnieueHus: rimyounsl cimos 0,9-1,2 mm. KonnenTparus
yIJIEpOia B MOBEPXHOCTHOM ciioe cocTtaiisiia 0,8-0,9%. 3aTeM NOBEpXHOCTHBIN CIOM
Ha r1youny 0,05 MM ObUT CHST MEXaHWYECKH B BHJIE CTPYKKH, KOTOpas W ObLia
OOBEKTOM HCCIIEI0BAHUS.

Bakyymuas nemenramms g cram 20X3MB®  nmpoxomwiia 1o
YTBEPKACHHOMY PEXUMY NMPEANPUATUs Ui odecrieueHus riryounst cios 0,9-1,2 mwm.
KonueHnrpamusa yriepojia B MOBEPXHOCTHOM cioe coctaBisuia 1,1-1,2%. 3arem
MOBEPXHOCTHBIN ciiol Ha rinyouny 0,05 MM ObLIT CHAT MEXaHUYECKU B BUJIE CTPYKKH,
KOTOpas 1 OblJ1Ia 00bEKTOM HCCIIEAOBAHMUS.

l'azoBoe azorupoBanme it cranu  38X2MIOA  mpoBoauioch Mo

YTBEPKICHHOMY DPEXKHUMY MNPEANpUsITHS, O0OecrneunBaroieMy TriayOuHy Cios
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azotupoBanus 0,55-0,65 mm. [lanee ¢ moBepxHoctu Ha riryouny 0,03 MM Obuta cHATa

CTpYy’KKa, KOTOpas u Obu1a 00BEKTOM HCCIIEAOBAaHUS B JaHHOK padoTe.
2.2.3 Iuddepennmanbuas ckanupyroias kanopumerpus (JCK)

JICK O6buta ocymectsiena Ha npudope STA "Jupiter" 449 dupmer Netzsch, nHa
Kadenpe HaHoTexHoJOTMH M HaHocucTeMHOW TexHukn DPI'AOY BO «III'HUY».
HarpeB u oxjiaxJieHue uccieayeMblx o0pa3lioB OCYIIECTBISIIUCH MPU CKOPOCTAX 5,
10, 20 u 40 °C/mun, B atMocdepe aprona (aucroroit 99,999%). a3 mogaBaics co
ckopocThio 25-30 mu/muH. Bec ucciemyemoro oOpasma B Turie coctaBisiia 180-
210 mr. [Insg CTaTHCTHYECKUX JAHHBIX OBUIM MPOBEACHBI KATOPUMETPUUYECKUE
UCCIICIOBAaHUSI HE MEHEE MSATH 00pa3oB KaKI0ro 00beKTa uccieaopanus. O0pasibl
OB OTOOpAHbI U3 OJTHOM APTHH, 00pa3Ila WU MJIaBKH.

OO0paboTka 3KCHEpUMEHTAIBHBIX JaHHbIX, noidydeHHbIXx no JJCK (DSC), a
TaK)Ke OIpe/ieNieHue TeMIepaTyp KPUTHUECKUX TOYEK CTajei, ObUIM pean30BaHbI C
ucnonb3oBanueM [1O "Proteus Analyses" u makera oOpabotku manubix "Fityk". C
LEIbI0 UCKIIIOUEHUS BO3MOXKHBIX apTe(akToB, 3KcrepuMmeHTanbHble Kpuble J(CK
aHaJau3a annpOKCUMHUPOBAIIMCH MOJMHOMOM 6-8 CTETIEHHU.

B ocnose nipudopa STA 449 “Jupiter” ¢upmbl Netzsch nexut npunuun JTA.
[Ipubop B Hayase u3MEpPEeHUN MTPOBOJUT TOCTOSHHBIA MOHUTOPUHT Pa3HUIBI B
TeMrepaType 3TajoHa u odpasia (pUCYHOK 2.2).

Tepmonapa UMeeT KOHTaKTHYto
nowaaky

Sample Referenc1

T

Al

Pucynok 2.2 - Cxema ycrpoiictBa npubdopa STA 449 “Jupiter
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Ha mycroii Turens u tTureias ¢ 00pas3oM Mpu HarpeBe C 3aJaHHOW CKOPOCTHIO
MOJAETCS UACHTUYHBIN TEIJIOBOM IMOTOK OT HArpeBaTEIbHOM NEYW. YUYUTHIBAsA, YTO
TEIIOEMKOCTh ITYCTOT'0 THUIJIS OTJIMYACTCS OT TEIUIOEMKOCTH THUTJIS ¢ 00pa3lioM, TO
COOTBETCTBEHHO €CTh Pa3HUIIA B UX TeMneparypax. Pa3HOCTb yBEIMUYMBAECTCS, KOT1a
B HCCJeAyeMOM 00pasiie MPOoTeKarT d(PQPEKThl C BBIICICHUEM WM MOTJIOIMICHUEM

Teria (pUCyHoK 2.3)

T

furnace
reference

sample

Pucynok 2.3 - I'paduk noctpoenus curnana DSC.

KuneTtnueckue XapakTepUCTUKH MPOLIECCOB (SHEPTUs aKTUBALMU, SHTPOIHUS U

SHTAJIBITNS ) OBUTH TOJICUUTAHBI ¢ TTOMOIILI0 MeTo1a Kuccunmkepa [8, 9]

din(g/r2,)]_ E

d(l/T]l/IdKC ) ] R (2.1),

riae [ - CKopocTh HarpeBaHusi, R — yHuBepcanbHas ra3opas nocrosinHas, E — sHeprus

aKTHUBALUH.
2.2.4 Pentreno(da3oBsblil aHanu3

Nnentudukamus ¢da3 (peHtreHoda3oBblii aHalin3) B OBICTPO3aKaJICHHBIX

CIl/ilaBax B aMOp(I)HOM COCTOAHHH M IIOCJIC KpHUCTAJUIM3allMM, a TAKXKC 0 M IIOCJIIC
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HACBILIECHHS BOAOPOJIOM Oblia MpOBEeHA HAa PEHTIeHOBCKOM nudpakTomerpe XRD-

6000 Shimadzu B MeAHOM U3TyYEHUH C TPa(PUTOBHIM MOHOXPOMATOPOM.
2.2.5 AtomHo-cunoBast mukpockonusi (ACM)

[ToBepxnocTh cmiaBa TisoNipsCups ObIIa MPOCKaHWpPOBAaHA B  HCXOTHOM
(aMop(HOM) COCTOSIHMH U ITOCJIC KPUCTAUIM3AINH, a TAKKEe HEIOCPEICTBEHHO ITOCIIC
HABOJOPOKMBAHUS C IOMOIIBIO CKAaHUPYIOIIETO 30HAOBOIO MHKpockoma Ntegra
Prima, Meromom koHTakTHOW Tomorpadguu. CKOPOCTh ABMKCHHUS KaHTUIIEBEpa
BappbUpOBAIaCh B 3aBUCUMOCTH OT penbeda IOBEPXHOCTH. VcciaenoBaHue
MTOBEPXHOCTH JICHTHI OBLIO TPOBEICHO HA TIAIKOH CTOpPOHE (TIPOTHUBOIOIONKHOM

KOHTaKTHOM).
2.2.6 DIeKTPOHHO MUKPOCKOITMYECKUE UCCIICTOBAHUS

OnekTpoHHble (QoTorpaduu TMOJYYEHbl HA CKAHUPYIOIMIEM JJIEKTPOHHOM
mukpockonie Tescan MIRA 3 ¢ TepmosmuccuonusiM katoaom Illortku mpu

yckopsitorieM Hanpsikennu 20 kB.
2.2.7 Metanmnorpadudeckue UCClIeI0BaHUS

Meramiorpaduueckne  uMcciaeAOBaHUS — TIYOMHBI  I[IEMEHTOBAHHOTO |
a30TUPOBAHHOTO CJIOS TMPOBOAWIM Ha TMOMEPEUHBIX MHKpONIUIU(aX C MOMOIIBIO
ontudeckoro Mukpockona Olympus GXS51, ocHameHHoro ¢GoToOKaMepond M
nporpammoit aHanmza wu3o0paxenHudt SIAMS. TpaButenb i1 BBISABJICHUS
a30THPOBAHHOTO M LEMEHTOBAHHOrO cios - 4% pacTBOp a30THOM KHCIIOTHI B

STUJIOBOM CITHUPTE.
2.2.8 XUMWYECKUN aHAJIN3 CTaJIEU

XUMHUYECKAN COCTAB M KOHIEHTPALUIO YIJIEPOJA B MPUIIOBEPXHOCTHOM CIIOE
CTaJlel ONpENEssyid C IOMOIIBIO ONTHUYECKOr0 S3MHUCCHOHHOrO aHaimuszaropa PMI

Master UVR Pro.
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I'nmaBa 3 Amop¢dHbIe ObICTPO3aKaJIeHHBIE CILIABBI.

3.1 Bausinue Boiopoaa Ha KajopuMeTpuieckue 3¢ ¢eKkThl B ClJIaBe

TisNiysCuys

Ha pucynke 3.1 npeacraBneno usmenenue DSC - curnana (pucyHoxk 3.1
kpuBas 1) u Bropoii npousBoHoit DSC - curnana (DDDSC) (pucynox 3.1 kpuBas 2)
obicTpo3akaneHHoro craBa Tis)NisCuys mpu Harpese. Ha DSC kpuBoit puxcupyercs
OJIMH 3K30TEPMHUUECKUN MUK, OTBEUAIOIIHNM 3a KpUCTaUIM3aluio ciuiaBa. [1o BTopoii
npou3BojgHor curHaia DDDSC  oyeBHIHO, 4YTO TMpOLECC PACCTEKIOBAHUS
ONHOCTyINeHuYaThii (Py), dYTO XapakTepHO Ui TPOLECCOB KPUCTATIIU3ALNHI
aMoppHBIX  CIUTaBOB  Tuma  "Metam-meramn”  [2].  Makcumym  CKOpPOCTH
AK30TEPMUYECKOTO mpouecca pocturaet npu 452°C, miomanb 3K30T€pPMUYECKOTO
nuka =~ 16,8 JIx/r, sutanenus (4H) = 900 J[>x/mMoinb u 3aTponus (4S) nporecca = 1,3

Jx/mons*K miis crimaBa TisgNiysCuos.

Po

Pucynok 3.1 - 3aBucumocts DSC-curnana (1) u DDDSC (2) ot Temneparypsl HarpeBa

cmutaBa TisoNipsCups.



[Tpu BBeaeHUM B cruiaB TisoNipsCuys BOIOPOJIA SIIEKTPOJUTUUECKAM CITOCOOOM
(pucynox 3.2, xpuBas 2), ma DSC kpuBoii HarpeBa (GUKCHUPYETCS YXKe JBa
HK30TEpPMUYECKUX MHKa BMecTo oaHoro (Py): mepmeiii nuk (P;) coBmagaer mo
Temneparype ¢ nepBoHadanbHbIM (Py - 0e3 Bomopona), a BTopou muk (P)

PAaCIIOJIOKCH BBIIIC 110 TEMIICPATYPC.

Pucynok 3.2 - 3aBucumoctu DSC-curnanos ot TemnepaTrypsl Harpesa Juis cIijaBa
. . . 2
TisoNipsCups: 1 — 10 HaBOgOpOXKUBaHUS, 2 — TIOCIIe HaBOOpokuBaHus (i = 15 MA/cM”, t - 20 muH).

Py, Py, P, - ax3onuku, Pg - sngonuk

AnmnpokcuManueu DK30TEPMUYECKUX IIUKOB, OTBEYAIOILINX 3a
KPUCTAUIN3ALMIO CIUIABA, IIOKA3aH TPEXCTYINEHYAThIM IIPOLIECC PACCTEKIOBAHUS C
TpeMst OJIM3KOPACIIONIOKEHHBIMU 0 TemmepaType nukamu P, P, u P," (pucyHok 3.3).
[IpyueM u©MEHHO BTOpOM MWK pa3aBaWBaeTcs Ha naBa noanuka P, u P,
CrnenoBarenbHo, KpUCTaIA3aLMs CILJIaBa UMeEeT TPEXCTYNEHYATHIN

TMOCJIEIOBATEIIBHBIN MPOLIECC.
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Pucynok 3.3 - Pe3ynbpTaT anmpokcuManuu 3k30TepMudeckux nukoB DSC-curnana tpems
. . . 2
noanukamu Py, P,, Py' mnst crumaBa TisoNipsCuys ¢ BomopoaoM (i = 15 MA/cM”, IIIMTENBHOCTH

Hacelmenus 20 MI/IH) BKCHepI/IMeHTaJ'ILHbIe JaHHBIC IIPCACTABJICHBI B BUJIC TOYCK.

Kak 6but0 oTmMeueHo B pabote [42] s criaBOB € BOJOPOJOM, KOJIMYECTBO
BBIJICJIUBIICHCS, TEIJIOTHI MOXXHO MOJACYMTATH IO IUIOMIAINA KaXJ0Tro IMOJMNUKA MPU
paccteksioBanuu. Ciie10BaTeNIbHO, TEIJIO0TA, MTOJACUYMTaHHAS 10 TUIoImaAsaM, s Py, Py,
P, cocraBnser: 5,2 Jx/r; 14,8 JIx/r; 10,1 JIK/T 11 KaXa0ro COOTBETCTBEHHO, a B
cymme cocrtapiseT ~31 Jk/T, 4TO 3HAUUTEILHO OOJBINE BBIICIUBIICHCS TEIIOTHI
paccTeKI0BaHuUs CIiaBa 0€3 BOJIOPO/Ia.

[Ipu panbHelieM HarpeBe CcIulaBa C BOJOPOJOM BBIIIE TEeMIEpaTypbl
pPACCTEKJIOBAHUS, PETUCTPUPYETCS SHAOTepMUUYecKnii muk Pg (pucyHok 3.4) B

TemneparypHoM narepsaie ot 570 no 680 °C.
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Pucynok 3.4 - 3aBucumoctu DSC- curnana u TG- curnana ot TemnepaTypsl Harpesa
. . . 2
crutaBa TisoNipsCuys mocne BBeieHus Bogoposa (ic = 15 MA/cM”, ATUTeNbHOCTh HachIeHus 20 MUH)

Pg - sanoTepMuyeckuit ik

[Ipu mpoTekaHWM SHAOTEPMHUYCCKOTO TIpollecca 3a(pUKCHPOBAHO CHIIKEHHUE
Beca o0pasiia, KOTopoe, MO-BUJUMOMY, CBSI3aHO C JECTPYKIMEH THIPUIONOI00HBIX
da3 (koToprie 00pa3oBaIMCh MPU HABOJOPOKMBAHUM) M TMOCIEIYIONIUM BBIXOJIOM
BojiopoAa w3 obpasua. llormomenue Temna B JaHHOM HMHTEpBaje TEMIIEPATyp

cocTasisieT okojio 70 JIx/T.
3.2 Ilpupoaa 3HAOTEPMUYECKOT0 MTUKA

B cootBerctBuu ¢ padoramu [31, 42-44] HackIeHHE BOJAOPOJAOM HE TOJIBKO
YCJI0KHSET U TOBBIIIAET TEMIIEPATYpPy MPOLIECCOB KPUCTAIIIN3AIUM, HO U NMPUBOIUT
K pacclioeHUI0 amMop(HON MaTpHUIlbl Ha HECKOJbKO KOH(UTypaluil, TemIepaTypbl
PACCTEKIIOBAHUSI KOTOPHIX pa3iuuHbl. Takue KOHQUTyparyu, Mo BCEH BUIUMOCTH,
MPEACTABIAIOT COOOM TUIPUILI HAa OCHOBE THUTaHA, HaXoJfdlIuecs B amMop(HOM
coctostHuu. ClieIoBaTeNIbHO, MPU HArpeBe TaKWUX CIUIAaBOB CHaydajia MPOUCXOJIUT
MHOTOCTYyTI€HYaTas KpUCTAJIM3alus, a MpU JaJdbHEWIEM HarpeBe pas3iioKEeHHE

TMAPUIAHBIX (1)8,3, KOTOpPOC OIIHUCBIBACTCA OHIAOTCPMHUUCCKUM IITMKOM Pg Ha
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skcriepuMmenTaibHo DSC-kpuBoit mpu HarpeBe. JlaHHOe yTBep:KaeHHE OBLIO
MOATBEPAKACHO aBTOpamMu padot [45, 46] npu uccineqoBaHUM TUJIPUIOB TUTaHA. B
YaCTHOCTHU, 3a(pUKCUPOBAHBI TEMIEPATYpPbl ACCTPYKIMH ruapuaa tutaHa (ot 550 mo
650°C), 4TO TIOBOJBHO OJIM3KO K MHTEPBALY SHAOTEPMHUYECKOIO Mpoliecca B CILIABE
Ti50Nip5Cuys ¢ Bomopoaom. JlaHHOE CpaBHEHUE TeMIepaTyp pa3joKEeHUS MOXKET
MMETh TOJILKO KaueCTBEHHBIM Xapaktep [47, 48], Tak Kak pa3oxkEeHUE THAPUIHBIX
¢a3 B OBICTPO3aKaJIEHHBIX CIUIABaX MPOHCXOAUT B MaTpUIle, a YUCTOrO THUIApHUIA
TUTaHa B aTMoc(epe Meyu.

Ha pucynke 3.5 mnoxaszana CTpPyKTypa DSHIOTEPMHUYECKOTO IIMKa CIUIABa
Ti50NipsCuys  mocie  HaBojopokuBaHusl.  Jlexommosunusi,  0Opa30BaBIIMXCS
rUAPUI0NON00HBIX (a3, UMEeT CIOXKHBIN xapaktep. [luku P, P,, P; pacnosnoxxens
MOCJIEIOBATEIBHO MPHU PA3JIMYHBIX TEMIEpaTypax, YTO TOBOPUT O AEKOMIO3ULIUHU
OJIM3KUX MO TEeMIlepaType Pa3joKEeHUsS TUAPHUIONON00HBIX (a3 ¢ OJHOBPEMEHHBIM

BBIXO0JIOM BOJIOpOJia U3 o0Opasia, uto 3adukcupoBano Ha TG kpuBoit (pucyHok 3.4).

Pucynok 3.5 - Pe3ynbpTaT annmpokcuManuu sHaorepMuyeckoro nuka DSC-curnana tpemst
. . . 2
noanukamu Py, Py, P3 ais crimaBa TisgNipsCuys ¢ BogopoaoMm (i = 15 MA/cM™, 1M TETRHOCTH

Hacklmenns 20 MuH). DKCIIEpUMEHTAIIbHBIE TAHHBIC TTPEICTABJICHBI B BHJIC TOYCK.
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3.3 Pe3yabTarhl peHTIeHOCTPYKTYpPHOIro anaausa (PCA)

ObIcTpo3akajieHHbIX CIIaBOB TisgNisCu,s 10 U mocjie HAaBOAOPOKUBAHMS.

Meronom PCA 6butn ucciieoBaHbl aMOp(HBIE OBICTPO3aKaJECHHBIC CILJIABbI
TisoNiysCu,s (10 BBemeHUs BOAOPOJA U MOCJE) ¢ ABYX CTOPOH JIEHTHI. Pe3ynbTaTh
MOKa3aJld, YTO KOHTAaKTUpYyIOIlas CTOpoHa (IIOBEPXHOCTh, KOHTAKTHUPYIOILIAs
HEIMOCPEJICTBEHHO C JUCKOM-XOJOJIUIBHUKOM) OCTaeTcsi amop(dHas, naxe Mocie
HACBIILIEHHS BOJIOPOIOM.

[Ipu cpaBHenuu nudpaxkrtorpamm craBa TisoNipsCuys (pucyHok 3.6) 6e3
BOJIOpOJIa M TIOCJE HACBIIMICHHS BOJOPOJAOM, TMocie HarpeBa g0 520°C (Bblie
TeMrepaTyp KpUCTAUIM3allMM), HAa HEW BUJHBI JIOMOJHUTEIBHBIE MUKW,
MOATBEPXKAAIOIIME HaIM4Yue B cIiulaBe ruapuaa TurtaHa [49]. C  nomomisio
COpaBOYHBIX JaHHBIX [50], ObUIM ONpeNeNeHbl OTPAKAIOIIME IUIOCKOCTH,
COOTBETCTBYIOIIUE THAPUIY TUTaHA, pomOMYeckuit mapreHcur B19 u yacTtuuno
coxpaHuBliasics aycreHutHas ¢aza B2. CocrosHue o0pa3uoB 6e3 Bogopoaa
COOTBETCTBYET MAapTEHCUTHOMY TmpeBpaiieHnio B2—B19, onucannomy B pabdote
[S1].

Cnenyer ormetrutb, uro metogamu DSC mocne HarpeBa ao 520 °C (Bblme
TEMIIepaTyp KPUCTALIU3AIMK) U TOCJIEIYIONEM OXJIaKIECHUU CIUIaBa C BOJIOPOJOM
MapTEHCUTHOTO TpeBpalieHuss B HeM He Obuio  oOHapyxkeHo. OpjHako,
nu(pakTorpaMMa yKa3blBae€T Ha MPHUCYTCTBUE HEKOTOPOTO KOJMYECTBA MAPTEHCHUTA.
OTOMY MOKHO NPEMJIOKUTH Cleytollee 00bsICHEHUE: MApTEHCUT, HaXOIALIUICS Ha
MOBEPXHOCTU MaTepuaia, UMEeT pa3Mep JAO0CTAaTOUHBIN Uil ero peructpamuu. Toraa,
KaK B 00bEeMe CIlJlJaBa MapTEHCUTHOE MPEBPAILLECHUE HE PErHCTPUPYETCS METOAOM
nudepeHnnanbHON CKaHUPYIOIIEH KaJopuMEeTpHUeH.

[Tocne HachlIeHUs CIUIaBa BOJOPOJOM Ha PEHTIEHOTpaMMax PEerucTpUpPYETCs
MPUCYTCTBHUE TUAPUJIA TUTAHA, YTO CBUJICTEILCTBYET B MOJIB3Yy TEOPUU O0Opa30BaHUS
aMOp(HBIX THUPHUIOB B pE3yIbTaTe HABOAPOKHUBAHUS.

Ha pucynke 3.7 npuBeneHbl Au(pakTOrpaMMbl CIUIaBa, MOCIE HarpeBa 0

750°C po HacklleHUs BOJOpoJaoM M mocie. [lo aHamorum ¢ auTepaTypHBIMU
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JTaHHBIMU [52], MUKK HA pEHTreHOTpaMMaxX MOKHO WIACHTH(PHUIMPOBATH CIEIYIOIINM
o0pa3oM, Kak MpeacTaBlieHO Ha pucyHKe 3.7. [lo maHHBIM PEHTTEHOCTPYKTYPHOTO
aHalM3a, IpU KOMHATHOM TemmepaType B 000ux cmjaBax (UKcHpyeTcs
PEUMYIIECTBEHHO MOHOKJIMHHBIN MapTeHCHUT B19'. Aycrenutnas ¢aza B2 mocne
TaKol 00pabOTKH HE PETUCTPUPYETCH.

B conepikamiem BOIOpOA CIUIaBe IOCHE TaKOTO HAarpeBa, THAPHUIOB YK€ HE
Habo1aeTcs, Tak Kak npu Harpese 10 750°C mpoucXoauT AEKOMITO3UIUS THIPUIOB
U BBIXOJI BOJIOpOAA U3 00pasia.

Takum 00pa3oMm, peHTIC€HOCTPYKTYPHBIM aHaIN3 MOATBEPIUI CYIIECTBOBAHUE
TUAPUIOB TOCJIE HACHIIIEHUS BOJOPOAOM CIUIaBa M MAapTEHCUTHON (a3bl mocie

HarpcBa CBBIIIC 750°C u OXJIaXKACHUA CIlJIaBa 10 KOMHATHOM TCMIICPATYPHI.
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Pucynox 3.6 - ludpaxrorpammer crutaBoB TisoNisCuys, mocie Harpesa 1o 520 °C. (1) — no
HACBILIEHUS BOJIOPOIOM (OTpaXkaroliye MIoCKOCTH yka3aHsl 1yt B19), (2) — mocie HachIeHUs
BOJOPOJOM (PEKUM HACBIIICHHS BOJOPOIOM: 1 = 15 MA/cM2, BpeMst HachIIIEHUs BOJAOPOJIOM —

20MuH), OTpaKarOIIKE MTIOCKOCTH yYKa3aHbI JJI TUAPHIAa TUTaHA
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Pucynoxk 3.7 - ludpakrorpammsl crunaBoB TisoNizsCuys mocne Harpesa g0 750 °C (1) — o
BBEJICHUS BOJIOPO/1a, (2) — mocje BBEJCHHUS BOIOPO/ia (PEKUM HACBHIIIEHHUS BOJAOPOAOM: 1 = 15
MA/cM2, BpeMs HachIeHUsT BOA0poaoM — 20MuH). OTpakarolire MIOCKOCTH YKa3aHbl TS a3l

B19°.
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3.4 MapreHncuTHoOe npeBpaiieHue B ciuiapax cucremsl TiNiCu nmocie

KPpUCTAJJIN3aAUHA

[Ipu wHarpeBe 3akpucrauidzoBaBiierocs crmjaaBa  [i1soNipsCups — BbIlIe
temmeparyp 750°C m mocmemylomeM OXNaKICGHAM B HEM  HabIOaeTcs
MapTEHCUTHOE MPEBpAIICHUE, YTO MOATBEPKICHO PEHTTEHOCTPYKTYPHBIM aHAIU30M
oOpasuioB. Ha  pucynke 3.8 mokazanel ~ DSC-kpuBble  OXJaXIeHUS

3aKpUCTAININ30BABHICTOCA CIIJIaBa oe3 BOI0OPO/Ja 1 IOCJIC BBCACHUS B HCTO BOAOpOAA.

Pucynok 3.8 — 3aBucumoctu DSC-curnanoB ot TemmnepaTypbl OXJIaXk/I€HUs CIIaBa

Ti50Ni1,5Cuys mocne paccreknoBanus (1) — 6e3 Bogopoaa, (2) — ¢ BOIOpoI0oM

[Ipu BBegeHWH BOAOPOJA OJHOCTAAUWHOE MAPTEHCUTHOE MPEBPAIICHUE
3aMEHAETCS JBYXCTaAUUHBIM (pUCYHOK 3.9), a Takke HECKOJbKO IOHUKAETCS
TEMIIEpATypa MUKa MAaKCUMAJIbHOW CKOPOCTH MAPTEHCUTHOrO IpeBpauieHus ¢ 63 1o
60°C. Kpome Toro, temmepaTypbl Haudajlla M OKOHYaHUS MapTEHCUTHOIO
IIPEBPALLECHUS] TAK)KE ITOHMKAFOTCSL.

[Tpu mogpobrom ananuze DSC naHHBIX MApPTEHCUTHOTO MPEBPAIICHUS MOCTE
HACBILIEHUs BOJOPOJOM MAapTEHCUTHOE IIPEBPAILEHUE MOKHO alIlPOKCUMHUPOBATH
JIBYMS MOANMKAMHU (PUCYHOK 3.9). DTH cTaiud MOXHO CBSI3aTh C 0Opa30BaHUEM JIBYX
TUIIOB MAapTEHCUTA: OJHOW BBICOKOTEMIEPATYPHOU MapTEHCUTHOH (ha3bl U JpYyroi
Hu3koTemneparypHoit (B19 u B197).
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Pucynok 3.9 - PesynpraT annpokcumanuu MmapreHcutHoro nuka DSC-curnana nsyms
noanukamu P u P, mpu oxnmaxknernn criaBa TisgNixsCups mociie BBeneHus Bogopoaa (ic = 15
MA/cM?, BpeMst HaBOZOPOXKHUBAHHS 20 MHH). IKCIEPHMEHTAIHBIC JAHHBIC PEICTABICHEI

TOYKaMH.

Ecnu Harpets uccnegyemeii criaB ¢ Bogopoaom ao 520 OC, YTO0 HECKOJIEKO
BBIIIE PErucTpaluy Ipoliecca PacCTEKIOBaHUS, HO HIDKE PErucTpanuu
SHAOTEPMHUYECKOrO MPOIECcCa, U 3aTEM OXJIAJUTh 0 KOMHATHON TeMIepaTypbl, TO
Py TOBTOPHOM HAarpeBe M OXJIAKJICHUM MapTEHCUTHOE IMPEBpAIICHUE B HEM HE
HaOmomaercs. [lpuuuHON 3TOTO, MPEANOJIOKUTEITHHO, SBISIETCS YIBTPAMEIKOE
3€pHO, KOTOPOE MOJIy4YaeTcsl B pe3ysibTaTe KpUCTAUIM3aluu. Mablii pa3mep 3epHa
MoJAABJIsICT MOCJEAYIOIIee MapTeHCUTHOE MpeBpanieHue. B paborax [53, 54] Obut
OMpEeIeNIEH KPUTUUYECKUI pa3Mep «3aluparolinii» MapTeHCUTHOE mpespanieHue. OH
okasaics paseH 10-14 am.

[TosToMy MOXHO TpeAmnoyiaratb, YTO pa3Mep, MOIYYaIOMIUXCS MOCTe
KPUCTAUTA3AIMN CIUIABOB C BOJOPOJOM, KPUCTAUIOB UMEET MEHBIIUN pa3Mep, 4eM
KpUTHYECKUNA. B pe3ynbrare 4ero MapTeHCUTHOE IMPEBpallleHHE B TaKOM CILIaBE
MOJTHOCTRIO TIodaBisieTcs. B cmmaBe ©6e3 Bomopoma, Harperoro jgo 520 °C

MapTEHCUTHOE MPEBPAIICHUE HAYNHAETCS MTO3KE, YeM B cIiaBe HarpetoMm 10 750 °C.
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OTO0 MOXHO OOBACHUTH yBEIMYCHHEM 3€pHa MpH OoJee BBICOKUX TeMIepaTypax

Harpesa.

3.5 OnpeneJienne JHEPrud AKTUBALNH B OBICTPO3aKAJIeHHOM aMopdHOM

ciiaBe TisgNiysCuys

Ha pucynke 3.10 moxazansi DSC-kpuBble HarpeBa OBICTPO3aKaJIEHHOTO
amopuoro craBa TisoNipsCuys 10 BBeeHUST BOAOPOJIOM, MOITYYEHHBIE METOAOM
TEPMOLIMKIUPOBAHMS MIPU Pa3HBIX CKOPOCTAX Harpesa. lIpm M3MEeHEHHH CKOpOCTEM
HarpeBa 3apUKCHUpOBaH P OCOOCHHOCTEH, a UMEHHO BUIOM3MEHEHHE IMPOIIECCOB
(MUKOB) pacCTEKIOBAaHUS OBICTPO3AKIEHHBIX aMOP(HBIX CIIaBOB 0€3 Bojgopoaa. [Ipu
MaJeHbKON CcKopocTu HarpeBa (pucyHok 3.10, xpuBasg 1) peructpupyercs camblii
HEGOIBIION dK30TepMudecKkuil H3Q(EKT ¢ MakcHMyM mpu Temmepatype ~ 450 °C. C
YBEJIIMYEHUEM CKOPOCTH HarpeBa Bo3pacTaeT TemioBoil 3ddext (pucynok 3.10,
KpuBble 2, 3, 4), ¥ MOBBIIIAETCS MAKCUMyM 3K30TEPMHUYECKOTO MHKA. JHEPTHUs
aKTUBAallMM IpU TEPMOLMKIMPOBAHWUU JaHHOIO cCIulaBa cocTtaBiser 478,5+23

Kmx/Moib.

Pucynok 3.10 - 3aBucumoctu DSC-curnainoB ot TemnepaTypsl HarpeBa ¢ pasHou
ckopocThio A crutaBa TisgNipsCups 6e3 Bogopona: P1- 5 °C/mun , P2 - 10 °C/mun , P3 - 20 °C/mMun

, P4 -40 °C/mun .
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3.6 Pe3yabTaTbl aTOMHO-CWIOBOII MHUKPOCKONMH MOBEPXHOCTH CILIABA
TisoNisCuys B MCX0AHOM COCTOSIHUM, NOCJIE PACCTEKJIOBAHNS U MOCJI€ BBEICHUSA

BOJIOpOaA.

ATOMHO-CHUJIOBOM MMKPOCKOIIMEN TNOKA3aHO, YTO MOBEPXHOCTb HCXOJHOTO
aMmop(HOro OBICTPO3aKAIEHHOTO CIJIaBA XapaKTepU3yeTCs HATMUYUEM JBYX YYaCTKOB
C pasznuyHbIM pesibeoM. Bboblilylo 4acTh peHTreHO-aMOpP(HON JIEHTHl 3aHUMAIOT
JIaKyHBI, 00pa30BaBIINECS, IO BCEH BUIMMOCTH, MIPU CXJIOMBIBAHUH ITy3bIPEHl Ta30B B
npoiiecce ObICTPOM 3aKaiku. Pa3mep Takux jJakyH BapbUpyeTcs B iuameTpe 1-2 MKm
(pucynok 3.11) [55, 56].

BTopoii y4acTOK 3aHMMAaeT OYE€Hb MAJIYIO IUIOIIAJAb IOBEPXHOCTH JICHTBHI,
KOTOPBIN 3aM0JIHEH TOHKMMHU BBITSHYTHIMU UTOJIBYATHIMUA 0OpPA30BAHUSIMU (BBICOTOM
10 20 HM), pPacroJOKEHHBIMU CTPOTO MEPHEHIUKYJISIPHO K MOBEPXHOCTHU CILIaBa
(pucyHoxk 3.12).

[Ipu cxkaHMpPOBAaHUM MOBEPXHOCTU JIEHTHI MOCIIE€ PACCTEKIIOBAHMS IMOYTH BCS
MOBEPXHOCTh  JIEHTHI  ObLIa  3aHATAa  MHOTOYUCICHHBIMU  BBITSHYTBIMH U
OpPUEHTHUPOBAHHBIMH B MEPIEHANKYJISIPHOM HAINpaBJIEHUU KpHUCTAJIIaMu (BBICOTOM 710
200 uM) (pucyHok 3.13) , CXOKUMHU Ha UTOJIbYAThIE OOpa30BaHus, OOHAPYKEHHbIE HA
MMOBEPXHOCTH CIUIaBa B HCXOJHOM cocTosiHuM [55, 56]. IlosiBieHue Takux
KpUCTAJUIOB OOYCJIOBIIEHO, IO BCEH BUAMMOCTH, oxJaxjaeHuemM B2 ¢das3sl 10
TeMIepaTyp MapTEHCUTHOTO MPEBPAILCHUS TTPU KOTOPOM MPOU3O0IIET TPOU3BOJIBHBIN
pPOCT MapTEHCUTHOW (pa3bl B BUJE MHOTOYHUCICHHBIX KpUCTALIOB (pucyHok 3.12).
KpoMe TOro, Ha TOBEPXHOCTH KPUCTAUNIMUECKON JIEHTHI ObUIM 3a()UKCUPOBAHBI
Y4aCTKM Majoil TUIOIIAM, 3alOoJHEHHbIE €IUHUYHBIMU KpUCTAJJIaMU OOJbIen
TOJNIIMHBI, 4YeM TiepBbie (pucyHok 3.14). OOpazoBaHue mpH KPUCTALTU3AINH
HECKOJIbKUX THUIOB KPUCTAUIOB Pa3IudHON MOp(OJIOTUHU, MO BCEM BHIUMOCTH,

0OyCJIOBJIEHO MOSBJICHUEM JIBYX MapTeHCUTHbIX Pa3 B19 u B19'.
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Pucynok 3.11 — ACM-u3o0pakeHue MOBEpXHOCTH CIIJIaBa B UCXOHOM COCTOSTHUM C

nakyHamu. 3D npezacraBieHue.

nm

50,5

50,0

Pucynoxk 3.12 — ACM-u3o0pakeHre MOBEpXHOCTH CIIJIaBa B UCXOHOM COCTOSTHUH C

UT0JIbYaTHIMU 00pa30BaHUSMHU, OPUEHTUPOBAHHBIMU 10 HOPMAJIH.
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200
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Pucynoxk 3.13 — ACM-u300pakeHre MOBEPXHOCTH CIIaBa IMOCJIE KPUCTALTH3AIHOHHOTO

OTKWIra ¢ TOHKOUTOJIbYaTbIMH KPUCTAJUIAMHU. 3D MMpeaACTaBJICHUC.

Takum 00pa3om, 0OHApPY)KECHHBIC WTOJbYATBIC OOpa30BaHUS HAa TIOBEPXHOCTH
JEHTBl B HMCXOJHOM COCTOSIHMHM, COIJIACHO TuIoTe3e [2], MOryT SBIATHCS
«3aMOPOKEHHBIMIY LEHTPAMU KPUCTAIIA3ALUH.

OpueHTanusi KpPUCTAJUIOB Ha TOBEPXHOCTH JIEHTHI B aMOppHOM U
KPUCTAJUIMYECKOM COCTOSIHMM HallpaBjI€Ha I10 HOPMaJM K IIOBEPXHOCTH CIUIaBa. IJTO
MO>KHO OOBSICHUTh HAIMYUEM ONPEIETICHHON KPUCTAIIIOT€OMETPUUECKON TEKCTYPHI B
HaIpaBJICHUU pocra MapTEHCUTHBIX ¢a3s, OpHEHTalHUs KOTOPBIX
KpUCTAJIIOrpapuecku coriiacoBaHa ¢ OpUEHTAIIMENH UCXOIHOW CTPYKTYphl B2 da3bl.
[57].

Ha pucynke 3.15 npencrasiieHa IOBEPXHOCTH CILIaBA Cpa3y MOCIIE HACBILICHUS
BozsopoaoM. IIpu aHann3e JaHHOTO PUCYHKA, MOYKHO ClIeaTh BBIBOJ, YTO BBEJICHUE B
CIUIaB BOJOPOJA MPUBOAUT K YMEHBUIEHUIO Ha OJMH — JBa MOpPSIKA pPa3MEpOB
KPUCTAJUIOB (BBICOTOM A0 1-2 HM) M pOCTY HOPMAJIBHBIX K IIOBEPXHOCTH KPUCTAJIOB

OIIpCACIICHHOI'O THUIIA.
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50,2
50,1
SL,6 50,0

Pucynoxk 3.14 - ACM-u300pakeHue MoBepXHOCTH CIUIABa MOCIE KpucTayum3anuu. 3D

MIpeaACTaBIICHUE

Pucynok 3.15 - ACM-u300paxeHue MOBEPXHOCTH CITIaBa cpa3y MOCie BBEJACHUS BOAOPOIA.

OTH TaHHBIE KOCBEHHO MOATBEPKAAIOT MPEANOJI0KEHHE O TOM, YTO BBEJCHUE

B aMOp(HBIN CIUIaB BOAOPOAa MPUBOAUT K U3METbUYEHHUIO 3epHa B2 ¢a3sbl.
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3.7 Kanopumerpuueckue 3¢@dexTsl B OBICTPO3aKAJEHHBIX CINIaBAX
cuctremMbl TiNiCu, JierupoBaHHbIX rauueM (10 HACbIIIEHUS BOJOPOAOM H

nocJje).

Kak oTmeuanoch paHee, B OBICTpO3aKaJEHHBIX aMOP(HBIX CIJIaBaX CHUCTEMBI
TiN1Cu Ha0nroa€TCsl OTHOCTAANIHBIN MPOIIECC pacCTEeKIOBaHUS (PUCYHOK 3.1).

Ha pucynke 3.16 mokazana DSC - kpuBas HarpeBa aMOp(HOro criaBa
Tig0,Niy gCuysHfjg, 7T€THPOBAHHOTO CHIIBHBIM THIAPUA000PA3YIOMIUM AJIEMEHTOM
rapuueM. BBeneHue B KOMIO3MIMIO TaHUS NPUBOJUT K 3HAUYUTEITHLHOMY
MU3MEHEHHUIO IK30TEPMHUUYECKOTO MpoIlecca B paloHe TEMIIEpaTyp KPUCTAIIU3AINH, a
UMEHHO: PETHCTPUPYETCS HE OJWH, a HECKOJbKO JK30TEPMHUUYECKHX ITHKOB.
KonuuecTBo Temia, BeIICIUBIIEECS MIPU MIPOTEKAHUU JAHHOTO IMPOIIecca, COCTABIISIET

55 JIx/T, 9T0 3aMeTHO OOoJbIe, YeM s ciutaBa Ti5oNiysCuys 16,83 JIx/T.

Pucynok 3.16 — 3aBucumocts DSC-curnaia ot TeMneparypsl Ipy HarpeBe CIiiaBa

Ti40.2Ni4 3CussHfjg

Ha pucynke 3.17 mpencraBieHa CTpyKTypa 3K30TEPMHUUYECKUX MHUKOB CILIABa
Ti40,Ni4 gCuysHf)y, TIe YETKO MOXKHO BBIJICIIUTH YETHIPE OTIASIBHBIX ITOJIIHKA,

npudemM nepBbiid noanuk (P) mpencrapnser coboit ABa MEPEKPHIBAIOIINX APYT APyTa
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polecca, MAKCUMYMbl KOTOPBIX pacloyiokeHbl Npu Temneparypax 474°C (s
noanuka Py) u 497 °C (mna noanuka P,). Ilonnuk P; mMeer makcuMyM CKOpOCTH
MpoTeKaHus Imporecca npu temmeparype 512 °C, a nmoammk P, - mpu 587°C.
CnoKHBIM YEThIPEXCTAAUNHBIA YK30TEPMUYECKUNA TPOLIECC PACCTEKIOBAHMS CILJIaBa
Ti40,N143CuysHf)y, 1m0 Bcell BHIAMMOCTH, CBHJETEIBCTBYET O PACCIOCHHH IIPU
CBEpXOBICTpOM 3aKajke CIUlaBa MCXOAHOM amopdHON MaTpuilbl Ha 00JacTH ¢

OJIM3KUM XUMUYECKUM U TOMOJIOTUHYECKUM Hopsikom [48].

Pucynox 3.17 — Pezynprar annpokcuManuu (Pyyp) DSC-curnana geteippma nognukamu Py,
P,, P3, Pynarpesa crimaBa Tigg2Niz sCupsHfjg. DkcriepuMenTanbHble TaHHBIC TTPEICTABICHBI

TOYKaMH.

IIpu BBegenun Bojopona B cmaaB  TiyoNiyggCuysHfyy oOHapykensl
aHAJIOTUYHbIE 3aKOHOMEpHOCTH u3MeHeHuss DSC-curnana mpu HarpeBe, Kak U B
crutaBe  TisoNipsCuys.  Bo-mepBbIX,  TeMmmepaTypHbI — WHTEpBajl  Ipoliecca
PacCTEeKJIOBaHUsI HEMHOTO CABUTAETCS B 00acTh O0Jiee BHICOKMX TEMIIepaTyp, a BO-
BTOPBIX, CaM TIPOIIECC PACCTCKJIOBAHMS YCIOXKHSICTCA - TOSBISCTCS OOJBIIe
HK30TEPMUYECKUX TMKOB, YeM B cIiaBe 0e3 Bojopoaa (pucyHok 3.18). Kpome Toro,
Takke ObUT 3aUKCHPOBAH BBICOKOTEMIEPATYPHBIA SHIOTEPMUUYECKHI MPOIIECC,

OTBEHAIOMIMK  3a  pasjokeHue  ruapuaHblx  ¢a3.  OmHako,  CTPYKTypa
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OHAOTEPMUYECKOTO MPOIEcCCa HOCUT OoJiee CIOXKHBIA MYJIbTHUIUICTHBIA XapakTep,
MpPOTEKAONIMN B 00Jiee IMIMPOKOM HHTEpPBAJIC TEMIIEPATyp, Y€M SHIOTECPMHUYECKUI
nporiecc B ciiaBax 6e3 radguus. Takoi cioxubiii DSC-curnan, mo Bceil BUAMMOCTH,
OoOyCJIOBJIEH BJIUSHUEM JIETUPYIOIIETO 3JIEMEHTa — TadHUS, YCIOXXHSIOMETO BCE
KasopuMmerpuyeckue 3(PexThl B TaHHOM cruiaBe. HachlllieHue BOJ0pOIOM CILIaBOB,
cojepxamux radHuM, TPUBOAUT K OOpa3oBaHMUIO 0oOJiee CIOXKHBIX THUIPUIIOB C
pa3IMYHBIM CTEXHOMETPHUUYECKHM COOTHOIICHHEM B HUX TUTaHa W rapuus [45, 46].
[TosTOMYy paccTeKIOBaHUE TAKOIO CILJIaBa MPOMCXOAUT B HECKOJBKO CTaIui, a Mpu

HAOTEPMUYECKOM IPOLECCE MTPOUCXOINUT PA3II0KEHHE HECKOJIBKUX TMAPHUIHBIX (a3.

0.12 0.04
0.08 ¢ T exo 1 002
0.04
E =1 0.00 o
"E" 0.00 g
= 1-0.02
-0.04 +
'D DB | T '004
-0.12 . . . : -0.06
300 400 500 600 700 800
T, °C

Pucynox 3.18 — 3aBucumocts DSC-curnana ot TemmnepaTypsl HarpeBa crijiaBa

Ti402Niz4 §Cu,sHfjp mocnie BBenenus Bogopona (ic = 15 MA/CMZ, t=15 muH)

3.7.1 BinstHue JUTENBHOCTH HACBIIIEHNS BOJOPOJAOM Ha KAIIOPUMETPUUYECKUE

b dexTsI

Ha pucynke 3.19 npencraBinensl s3kcnepuMeHTanbHble DSC-curnanel mpu
HarpeBe cmuiaBa Tig407Nig sHfosCugy mTpu  paznmuyHOM BpeMEHH HACHIIECHUS
BOJOPOJIOM (IIPH pa3IMYHOM KOJIMYECTBE BBOJMMOIO B CILIaB Bojgopoaa). [Ipu mamnoii
MPOJIOJKUTEILHOCTH HACHIIIEHUS CIulaBa BoJgopoioM (pucyHok 3.19, kpuBas 1)

Ha6JHOI[aeTC$[ HC3HAYUTCIIbHOC PACIIUPCHHUC OCHOBHOI'O 3K30TCPMHUYCCKOI'O ITMKA U
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yBEIMYEHHE KoymmuecTBa Boiaensiemoro terta O (17,0 — 18.0 Ix/r). Kak ormedanoch
paHee, U1 CoJepKallluX BOJAOPO]I CIUIABOB MOJCYUTATh SHTPOIHUIO U SHTAJIBIIHIO HE
BO3MOYKHO, HO MOKHO OINpEAeNnTh 00Iee KOJIMYECTBO TEIUIOTHI, BBIJCIMUBIIECECS B
pe3yabTare 3Toro mnpoiecca [S58].

PaccmarpuBas kpuByio 1 (pucyHok 3.19) ¢ 0HUM 5K30TEPMUUYECKUM MTHKOM,
CIEeAyeT, YTO SK30TEPMUYECKHI MpOLEecC Ha KpHUBOM 1 SBIsAETCS pe3yJIbTaTOM
HAJO)KEHUSI JIBYX WHIMBUIAYAIbHBIX TMPOIECCOB, pEATMU3YEMBbIX B Pa3IMYHBIX
TEMIIEPATYpPHBIX MHTEpBaJIaX, NPEeACTaBICHHbIX Ha pucyHke 3.20. IlepBblld U3 HUX
UMEET MAaKCHUMAaJIbHYI0 CKOpOCTh Ipu Temieparype 489 °C. Bropoil noanuk
Haxoautcs pu temneparype - 498 °C u xapakrepusyeT Mpouecc, UAYINNA BO BCEM
TEeMIIepaTypHOM UHTEpBaJie paccTekyoBanus (pucyHok 3.20).

C yBenMyeHUEM BPEMEHH HABOAOPOKHUBAHUS (PUKCUPYIOTCS YK€ HECKOJIbKO
9K30MUKOB (pucyHoK 3.19, kpuBas 2). DK30T€pPMUYECKUN IMPOIIECC IMPU HArpeBe
TaKkoro CIUIaBa HAYMHAETCSA CYIIECTBEHHO paHbllle, W 3aKaHYMBAETCS IMpHU
TEeMIIepaTypax HAMHOIO BBIIIE, YEM 3TO UMEET MECTO B PACCTEKIOBAHUHU CIlIaBa 0e3
BOAOpPO/A.

DOK30TEepMUYECKUMH  y4acTOK  KpuBod 2 (pucyHok  3.21)  MOXKHO
anmpPOKCUMUPOBATH YEThIPbMs TU(PHEepeHITMPOBAHHBIMU MTOAMNKAMU, OTPAKAIOIIUMHU
MPOIECC KPUCTAUIM3AUMA B HEKOTOPBIX JIOKAJU30BAHHBIX TOMOJOTHYECKA H
KOMITO3UIIMOHHO O00BEMax HEOJHOPOJHOrO aMOP(PHOro COCTOSIHUS, BO3HHUKAIOILETO

KaK CJICACTBHUC BBCACHHUA B CILJIaB BOJOPOIA.
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Pucynok 3.19 — 3aBucumoctu DSC-curnanoB ot Temneparypsl HarpeBa crijiaBa
Ti407Ni41 sHfo sCug o mocne HachImenus BogopoaoM B Teuenue: 1 - 15 muH, 2 - 20 muH, 3 — 40 MuH

(ic = 150 A/M?).

Pucynok 3.20 — Pesynprar annpokcumanuu DSC-curnana (P,,p) 1Bymsa noanukamu Py, P,
mpu HarpeBe cruiaBa Tigg 7Nis) gHfy sCug o mocie BBeneHus Bogopoaa B TeueHue t = 15 MuH.

3KCHepI/IMeHTaJ'IBHI)Ie JaHHBIC IPEACTABJICHbI TOUKAMHU.

46



Pucynok 3.21 — Pesynbrat annpokcumanuu DSC-curnana (Pypp) ueTbippmsa noanukamu Py,
P», P3, Pyipu HarpeBe crutaBa Tiag 7Nig; sHf9 sCug o mocie BBenenus Bogopoaa B TeueHue 20 MuH.

3KCHepI/IM€HTaJII)HI>IC JaHHBIC IPCACTABJICHbBI TOUKAMU.

[Ipu yBenuyeHUU BpEMEHH HACBHIIICHHUS BOJOpoAoM (pucyHOK 3.19, kpuBas 3)
HAOJIOMACTCSl BBIPOXKICHUE YETKUX DTallOB PACCTEKIOBAHUS, 3K30TEPMUUYCCKUN
MPOIIECC 3aXBaTbIBACT €IIe OOJIBIIMI HWHTEPBAI TEMIIEpaTyp C YBEJIMUYCHHEM
KoJinuecTBa BbiAenaseMoro Temia Q = 84 JIk/r, 4To 3HAYMTEILHO OOJIBIIE, YeM
SHEPIusl, BBIACIUBIIASACS MPU PACCTEKIOBAHUM cIuiaBa 2 (pucyHok 3.19, kpusas 2).

C yBenuyeHHWEM  JIMTEIBbHOCTH  HACBIMIEHUS  CIUIAaBOB  BOJOPOJOM,
SHAOTEPMUYECKUE TIPOIIECCHl  PETUCTPUPYIOTCS YK€ Tpu  OoJiee  BBICOKHX
TeMmrepaTrypax, a TeMIepaTypHbId HHTEPBAIl UX peIM3alUU PACIIUPSAETCS (PUCYHOK
3.19, kpuBas 3).

IIpu Oonee paeTadbHOM aHAIM3€ SHIOTEPMUYECKOTO THMKAa Ha KpUBOH 3
(pucyHok 3.19) MOXHO caenaTh BBIBOJI, YTO MPOIECC UJIET B HECKOJBKO 3TaroB,
NPOUCXOJAIIMX TpPU pa3HbIX Temneparypax. Ha pucynke 3.22 nokaszaH
SHIOTEPMUYECKUM mporecc criaBa  Tigo7Nig gHfygsCugy mocnme  HacwlimeHus
BOAOponOM jumTensHOocThi0 B 40 wmuHyT. Kak yxe oTMeuanoch pasee,

CymeCTBOBAaHUC HCCKOJBKUX IOAIMMKOB CBUJICTCIBLCTBYCT b0 0 MHOFOCTaHHﬁHOM
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pacmage THApPUAA OMNPENEICHHOTO COCTaBa, JHOO O pa3joKEHUH OIU3KHX II0
TEeMITepaTypaM MPOTEKaHUSI MEXAaHU3MOB JICKOMIIO3UITUU OJIM3KUX 10 CTEXHOMETPHH
TUAPUIHBIX (a3.

C yBenw4eHHEM TPOJOJDKUTEIHPHOCTH HABOJOPOXUBAHUS, IIPU HArpeBe
YBEJIIMYUBACTCS TEIIOBOM 3((EKT, 4To yKas3pIBaeT Ha POCT TEPMOJAMHAMUYECKOTO

ctumyiia ¢azoBoi TpaHchopMaluu paccaouBIIMXCs obyacTelt aMOp(hHON MaTPHUIIBI

[59].

Pucynok 3.22 - Pesynprar annpokcumanun DSC-curnana (Pypp) TpeMs noanukamu
Py, Py, P; mpu Harpese crunaBa Tig 7Ni4; sHfo sCug o mocne BBenenust Boiopoa B TeueHuu 40 MuH.

3KCHCpI/IM€HTaHI>HI>I€ JAaHHBIC IPEACTABJICHBI TOUKAMU.

B cmnaBax cuctembl TiNiCuHf wmapreHcutHOrOo mpeBpamieHus mocle
KpUCTAIM3AIIMA 3aMe4YeHO He OblIo, XoTss B padore [20] ObLIO paccMOTpeHO
MapTEHCUTHOE TIPEBpPAIICHUE M OMNpEICICHBI TeMIlepaTyphl Hadaja M KOHIIA
npeBpaiieHus. Bo3MokHO, B HallleM KOHKPETHOM CIUTaBE ObUT TIPH KPHCTAILTA3AINH
MOJIYYeH pa3Mep KPUCTAUTUTOB, MEHBIIMA KPUTUYECKOTO, YTO MU TPHUBEIO K
MIO/TABJICHUIO MAapTEHCUTHOTO TPEBPAIICHHUS WM CMEIICHUIO TEMIEPaTyphl TaKOTO

nepexoga HHUXKC KOMHATHOM. HpI/I BBCACHMHM B TaAKHMC CIIJIaBbBl BOAOpOAa
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MapTEHCUTHOE TPEBpaIeHUE TP OXJIKICHWW TaKKe He HaOomaeTcs B JaHHOM

MHTEpBaJe TEMIIEPATYp.

3.9 Buusinue «BbLICKHBAHUSD> NP KOMHATHON TeMmIeparype aMOp(pHbIX

HaBOAOPOKCHHBLIX CIVIABOB HA KAJOPUMETPUIECCKUEC 3(l)(l)eKTI)I

Ha pucynke 3.23 nokazanbsl 3kcniepuMmeHTanbHble DSC-KpuBbIe NpU HarpeBe

crtaBa Tiyg7Niy sHfy sCug o 10 1 ocie HaBoIOPOKUBAHUS, a TAKXKE TTOCIE 6-IETHETO

«BBUIC)KUBAHU CIIaBa C BBCJACHHBIM BOAOPOAOM.

HGpBaﬂ KpuBas OIIMCBIBACT OI[HOCTYHGH‘I&TBIIZ IMpoHeccC pacCTCKIOBAHUA

criaBa. DHTanenus = 975120 JIx/moinb, a sutponus 1,28+0,05 JIx/monp* K.
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Pucynox 3.23 - 3aBucumoctu DSC-curHanoB oT Temneparypsl HarpeBa crjiaBa
Ti40.7Ni41 sHf9 sCug ¢ B pa3nuuHbie MPOMEXKYTKH BpeMeHU: | — 10 HAChIIEHUs BOAOPOIOM, 2 - Cpasy
MIOCJI€ HACHIIIEHUS] BOAOPOJIOM, 3 - yepe3 6 JIeT nocie HackleHus Bogopoaom. P1, P2, P3 —

3K30TepMHUYEcKue NUKU. Pgy, u Pg; — sHIoTepMHYecKue NUKu

U3 MpCACTABJICHHBIX BbIINIC NAdHHBIX CJICAYCT, YTO IIPpW BBCIACHHHN BOJOpPOAA

HAOJIOAAIOTCA paCUICIUICHUs] HSK30TEPMUYECKUX IHKOB B pailoHE TemImeparyp
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paccrekinoBanus [60]. Dx3orepmuueckuii nuk P3 (pucyHok 3.23, kpuBas 2) oTBeUaer
MPOIECCY KPUCTAITM3AIMH CIJIaBa U MPOTEKaeT ¢ BbaeneHuem teria (Q = 27J1x/r).

DSC kpuBas 2, mojiydeHHasi cpa3y IMOCJ€ HaCBIEHUS BOJOPOJOM, OTPAKAET
MHOTOCTaJUIHBI MPOLECC PACCTEKIOBAHUS. OK30TEPMHUYECKHI MpPOLECC MpH
HarpeBe TaKoro cIrulaBa HauuHaeTcsi cymiecTBeHHO panbiie (T ~ 450°C), u
3aBEpIIAETCA MNpPU TEMIEpaTypax HAMHOIO BBIIIE, YEM 3TO HMMEET MECTO IpH
paccTeksioBaHnU 00pasiia 06e3 Bo1opo/a.

B untepBanax temmneparyp 580 - 700°C nabmromaercst 3HAOTEPMHUUECKUNA MUK
Pg,, u cootBercTByIomee emy mornomenue Tera (85-90 J[k/r) 3ameTHO OOJbIle
BBIJIETIIEMOTO TIPU SK30TEPMHUECKOM Ipoliecce. DTOT IHAOTEpPMUUYECKUN 3(DPeKT,
KaK TOBOPUJIOCH paHee, 00YCIIOBIICH KpUCTA/IM3aUe TuIpuIHON (ha3bl, BO3HUKIIICH
IIPU PACCTEKJIOBAHUM aMOP(MHBIX TUIPHUAOB. ITa KPUCTAJUIM3AIUS PEATU3YETCS TIPU
0oJee HU3KUX TeMIlepaTypax (KpuBas 2, pucyHok 3.23).

KpuBas 3 (pucynok 3.23) mosiydeHa MNpU HarpeBe CcCIulaBa C BOJOPOJIOM,
BBEJICHHOTO B CIUIaB IIECThIO rojamMu paHee. Ha mpoTspkeHuu mectu JieT obpasell
HaxXOAWICS NpPU KOMHATHBIX TEMIlEparypax, B cpeae Bosayxa. llocne takon
BBIJICPKKM COXPAHSETCS PACUICIUICHHE 3K30TEPMHUYECKOTO IMKA, C BBIIEICHUEM
obmero tema Q = 18-20 JIx/r, KOTOpoe MEHbIIE TeIUla, BBIACIUBIIETOCS IMPHU
HarpeBe CIUIaBa cpasy MoCiie HaBOAPOKUBAHMSL.

Ananu3 sk3oTepmuueckoro nuka P3 (pucynok 3.23, kpuBast 3) moka3bIBaer,
YTO ATOT MPOLECC KPUCTAUIM3ALMKN JIBYXCTAAUNHBIA W SBIAETCS pE3yIbTaTOM
HAJOKEHUA [JBYX WHAMBUAYAJIbHBIX MPOLECCOB, pEATU3YEMBIX B Ppa3IMYHBIX
TEeMIIepaTypHbIX HHTepBanax (pucyHok 3.24). IlepBblii uMeeT MaKCHUMAaJIbHYIO
CKOpPOCTh Tipu ToM ke Temmepatype (490 °C), uTo u B MCXOJHOM, O€3 BOAOPOJA,
cocTosiHUUA. BTOpo¥ MOANMUK perucTpupyeTcss mpu OoJiee BBHICOKOW Temmeparype —
503°C u xapaktepusyeT Ipouecc, UAYUIMA BO BCEM TEMIEPATypHOM HWHTEpPBAJE

pacCcTeKJIOBaHUSI.

50



o

o

a
L

o

o

o
i

1
. LR s®
- a®® . ssae

480 500 520 540
T,°C

Pucynok 3.24 - Pesynprar annpokcumanuu DSC-curnana (P,p,) 1Byms noanukamu Py P,
npu HarpeBe cruiaBa Tigg7Nig sHfy sCug ¢ mocie mecTuneTHer BeIIeP KK, DKCIIEPUMEHTAIBHBIC

JaHHBIC IPEACTABJICHBI TOUKAMMU.

Beiie temmepaTrypbl 3aBeplIeHUs IPOLECCOB KPUCTAUIM3AaLMM B panoHE
650°C Ha oOpa3le mocie «BbUICKMBAHUSA» TAKXKE, KaK U HEMOCPEICTBEHHO I0CIE
HACBIIIEHUsST BoaopoJaoM (pucyHok 3.23, KpuBas 2) OTMEYaeTcs pa3BUTHE
HAOTEpPMUYECKOT0 mporecca. OaHaKko TemoBol 3)(EeKT B ATOM ciayyae 3aMETHO
MenblIe (Q=-16-18 JIx/r).

DHAOTEPMUYECKUN THK Pg, TakKe UMEET CIOXKHYI CTPYKTYpPY U €r0 MOMXHO
anmpoOKCUMUPOBATh JBYMsI TOANHKaMU (pucyHOK 3.25). DHIOTEpMHUECKOE
NpeBpallleHue B JIaHHOM cllydae NpOTEKAaeT NpH Oojiee BBICOKOM TeMIiepaType

[61, 62].
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Pucynok 3.25 - Pe3ynbTat anmpokcuManuy SHA0TEPMUYECKOTO MHKA MOCe
«BbLIC)KUBaHUA». Touky — 3KcniepuMeHTanbHble qaHHble (Py), Py - anmpokcuMupyromias Kkpuas.

Pg; Pg, —oHIoTrepMuuecKue mOANUKH.

AHaJIOTUYHBIC HCCIIeIOBaHUSA ObLIM mpoBeaeHbl Ha cruiaBax TiNi - TiCu,
MoCJIe JJINTEITLHON BBIAEPKKE (HECKOJIBKO JIET) NpPH KOMHATHOM TeMIiepaType.
HccnenoBanus JaHHBIX CIUIABOB MOATBEPIUIN OOIIYIO0 3aKOHOMEPHOCTh,  UMCHHO:
MYJIBTUIIETHBIA ~ XapaKTep AK30IPOIECCOB  KPUCTAJUIM3AIMH, CYIIECTBEHHOE
CHW)KEHHE TeroBoro 3¢ dexra (a30Boro npeBpauieHusi, CMEMIEHUE 3HI0MPOLIECCOB
B oOisacth 0ojiee BBICOKMX TeMIIEpaTyp C OJHOBPEMEHHBIM yMEHBIICHHEM

a0COJIFOTHOM BEJIMYUHBI TEIJIOBOTO A ekTa mporecca.

3.10 3akarouenue

[TonBoast UTOTH MPOBEACHHBIX MCCIICIOBAaHUN MOKHO OTMETHUTh, YTO BBEICHUE
B CIUIaB BOAOPOJIa YCIIOXKHSET MPOLECChl PACCTEKIOBAHUS aMOP(PHOM MATpUIbI BO
BCEX HCCIEAOBAHHBIX CIUJIaBaX M YBEIMYMUBACT TEIUIOBOM A(PQEKT paccTeKIOBaHMS

[43].
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Obnapy>xeHHbsle sHAOTEpMHUEcKHE 3G (EKTh, MpU TemrepaTypax Harpesa,
CYILIECTBEHHO MPEBBINIAIOIIUE TEMIEPATYPhl KPUCTALINU3AIUHU, 110 BCEH BUAUMOCTH,
CBS3aHBl C JIEKOMIIO3MIIMEH THAPUIONONOOHBIX (a3, BO3HUKIIMX HA CTaJUU
HABOJIPO’KMBAHMS U TIOCJIEIYIONIEeH KpucTamuu3anuu [44].

YBennueHne BpeMEHU BBEJAEHUS BOAOPOAA YCIOKHSIET MMPOTEKAHUE MTPOLIECCOB
PacCCTEKJIOBAaHUSA U JEKOMITO3UIIUU.

N3yuenne cOCTOSIHUSI TOBEPXHOCTH aMOp(HBIX CIUIABOB JO0 H  TIOCIE
KPUCTAJUIM3AIMOHHONW 00pabOTKH, MO3BOJIUIO OOHAPYKUTh OCOOEHHOCTH, KOTOpHIE,
MPEANOJIOKUTENBHO, CBA3aHbl C MPUCYTCTBUEM MAPTEHCUTHBIX KPUCTAILIOB,
OPUEHTUPOBAHHBIX HOPMAJILHO K TMOBEPXHOCTH aMOp(PHOM JIeHThI. DT 00pa3oBaHUs
UMEIOT OOIIYI0 OPUEHTAIUIO, HO pa3inyHyto Mopdomoruto [55].

Takast cTpykTypa MOBEPXHOCTH aMOP(MHBIX JIEHT CIIOCOOCTBYET CIIOHTAHHOMY
XapakTepy MX  KpUCTAUIM3allMd W, Kak  CIEJICTBUE, BO3HUKHOBEHUIO
HAaHOCTPYKTYPHOT'O COCTOSIHUSA MOCJIE€ KPUCTAIUIA3ALMU CILUIABOB C BOJOPOAOM [56].

JlerupoBanue amMOp(HBIX CIJIaBOB TadHUEM TPUBOAUT K PACIIMPEHUIO
TEMIIEPATYPHOI'0 MHTEPBAJa MPOIECCa PACCTEKIOBAHUS U €0 YCIOKHEHHIO B CIIJIaBE
T1492Nip4 3Cu,sHifj [60-61].

[Ipy [OnUTENHHOM «BBUICKHWBAHWUW» CIUIABOB C BOJIOPOJIOM MPOUCXOAUT
YacTUYHas »dBaKyallds BOJOpPOAA, HO TMOCIEACTBHUS BOAOPOAHOTO BO3IECUCTBUA
coxpansiroTes [62].

BBenenne Bogopona MoAaBissieT MAapTEHCUTHOE MPEBPAIICHUE, YTO SIBJISAETCS
CIEJACTBUEM  BO3HUKHOBEHHUS  YJIbTPAMEIKOJMUCIEPCHOM  CTPYKTYphl  MpH
KPUCTAJUTA3AIMHU CIJIABOB C BOAOPOIOM.

JIns yTOYHEHUs NPUPOJLI HHAOTEPMHUYECKOrO TNHKa (OTBEYAIOIIETO 3a
JNEKOMIO3UIINI0 TUIAPUIHBIX (a3) B coaepkalux BOJAOPOJ CIUIaBaxX, OBLIO
HEOOXOJMMBIM TIPUBJICYb HWMEIOIIHMECS] B HAy4YHOW JIMTEpaType JHaHHBIC TIO0
MCCIIEIOBAHUIO JIEKOMIO3UIMKU ruapuaa tutana metogamu DSC. Kak BBISICHWIIOCK,
OHM HOCST DSIHU30JAUYECKUM XapakTep W OOBIYHO OPUEHTHUPOBAHBI HAa PEIICHUE

YaCTHbBIX TCXHOJIOTHYCCKHUX 3a/da4.

53



HOBTOMy Ha GHHHOﬁ MCTOI[H‘ICCKOﬁ OCHOBC OCYIICCTBJICHBI JOIIOJHUTCIIbHBIC
HCCIICAOBAHUA PA3JIOKCHUS «IYUCTOIrO» Ir'mAaApraa TUTaHa B CPCIAC aproHa. PCSy.TIBTaTBI

TaKoIro UCCIICAJOBAHUA N3JI0KCHEI B CHGI[YIOIHGﬁ TJ1aBC.
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I'nasa 4 Kasopumerpudeckue 3p(peKTsl NpH TEPMUYECKOH JeCTPYKIUH

«YUCTOIo» rmaApuaa TUTaHa

Panee Obu10 MOKa3aHO, YTO HABOJOPOXKUBAHHUE aMOP(HBIX CIUIABOB 00pa3zyer
TUAPUIBI METAIOB (THAPUAA TUTAHA) PA3IMYHOIO CTEXHOMETPUYECKOTO COCTaBa
[63]. IIpu mocnedyrolieM HarpeBe TUX CIUIABOB Ha 00Jee BBHICOKHME TEMIEPATypBhl,
4yeM  TeMIlepaTtypa  KpHCTAUIM3alWH,  MOSBISIIOTCS  SPKO  BBIPAKEHHBIE
SHIOTEPMUYECKHE MUKH, aHAJIU3 KOTOPBIX M COCTOSIHUE CILJIAaBOB JIAIOT OCHOBAaHME
CUMTAaTh, YTO OHHM OOYCIIOBJIEHBI JCKOMIIO3UIIMEH O0Opa30BaBIIMXCS paHEe
ruapUAHBIX Qa3. B cBsA3u ¢ 3TUM, ObUI NPOBEACH aHAIN3 JTUTEPATYPHBIX HCTOYHUKOB
0 MPUMEHEHUI0 METOA0B AudPepeHInanIbHON CKaHUPYIOUMEH KaJTOpUMETPUHU ISt
UCCIICIOBAHUSI JTUCCOLMALIMM TUIApUAA THUTaHA. OTOT TIOMCK IIOKa3aj, 4YTO
WCCIICIOBAHUS JUCCOLMAMU TUApUAAa TuTaHa merogoM DSC HOCAT HOCTaTOYHO
snu3zoAudeckuit  xapakrep. [lostomy Tak HeoOxomumo  ObUIO  TPOBECTU
KAIOPUMETPUUYECKUE UCCIEAOBAHUA TEPMHUUECKON JECTPYKIUU «HHCTOTO» THUIpUAA
TUTaHa C LENbIO BbICIEHUS 0COOCHHOCTEN U 3aKOHOMEPHOCTEN TaHHOTO IpoLecca.

N3ydyeHnne KUHETHKM BBIXOJA BOJOPOJa B IMPOIECCE TEPMUUYECKOTO
paznoxxkenust TiH, mo TexHOJIOrMM «HECyllero ra3a» ObUIO MPOBEIECHO aBTOPAMHU
pabot [64-67]. B pesynbrare KOTOpPBIX, OBbUI TOKa3aH JABYXCTAIUWHBIN IMPOIECC
JNECTPYKLHH, COCTOSAIINN U3 PA3JIOKEHUS U IEPECTPONKH aTOMOB BOAOPOAA.

B pa6orax [68-70] Oblna mnpenyiokeHa THUIIOTE3a, YTO MPU MOCTEHIEHHOM
BBIXOJIC BOJOpOJA  TUIApPUAHAs daza  mepectpamBaercss B JpYrHe
KpUCTAJUIOT€OMETpUYEKHUE (POPMBI.

MHoOruMu HCCiIeIoBaTeNISIMU ObLUTA MPOBEICHBI PadOThI [71-73] 10 M3yyeHUIO
BIIMSIHUSL CPElIbl B KOTOPOM MPOUCXOAUT AUccolMalus ruapuaa tutana. [lokaszano,
YTO Cpella HarpeBa BIUSAET KaK Ha TeMIlepaTypy PasJIoKEHUs THAPUJIA, TaK U Ha ee
CKOpOCTh. TakXe yCTaHOBJIEHO, YTO IIPU HArpeBe B BO3yX€ HA MOBEPXHOCTHU IpaHyJl

06pa3yeTC$[ TOHKAaA OKCHAHAA IINICHKA, TOPMO3AIasa BbIXOJ BOAOpPOAA.



B paGote [74] u3yueHO BIUSHUE NUCIEPCHOCTH TPaHyN THAPHUAA TUTaHA Ha
KHHETHKY ero paszioxkeHusd. [lo pesynbraram HCClEeIOBaHHS BBICOKOJIUCIIEPCHOTO
MOPOIIKA TUAPUJIA TUTAHA SHEPTHsI aKTUBALIMK TIpoliecca TeCTPYKIIMU cocTaBuia 122
K J[>Kx/MOJIb.

[TosiBnenue auddepennmanpaoro repmudeckoro ananusa (JITA unmu DTA), B
COBOKYMHOCTU ¢ TepMmorpaBuTanimoHHbIMU u3Mepenusmu (TT wiu TG) no3Bonuiu
ONPENEIUTh TEPMOAKTHBALMOHHBIE IMApaMETpPbl TEPMUYECKON JEKOMIIO3HUIIMH
ruapuaHon ¢aszel. Merogom DTA B paborax [75-77] ObLIO TOATBEPXKACHO, UTO
pa3NoKEeHHE TUAPUJIA TUTAHA SIBISETCS JBYXCTAIUNHBIM.

WNuTtepecHas pabota ObUla MpoBeAeHA aBTOpaMu [78] MO M3YYEHHIO BIMSHUS
pa3Mepa UCXOIHBIX IpaHyJl THAPUAA TUTAHA HA €ro JeKOMNOo3uLuio. McciaenoBanus
npoogwmmck Metonamu DTA, TG, npocBeumBaromerd W TPaHCMUCCHOHHOU
MuKpockonuen, a Ttakxke PCA. B pesyinprare nOKa3aHo, 4YTO TeMIeparypa
Pa3IoKEHUs TUAPUJA TUTaHA MOHM)KAETCS NPH COKPAILECHWH TPaHyJl, a BBIIIEIIIUN
Ha MEepPBOM 3Tare BOAOpOJ yBenuuuBaeTcs. OJHAKO, HA BTOPOM 3Tamne KOJUYECTBO
BBIIIEIIIEr0 BOJOPOAA YMEHBIIAETCS.

B paborte [79] Takxe ObUTM NPOBEIEHBI UCCIAEAOBAHUS MO BIUSHUIO Pa3MepPOB
IpaHyJl TUTaHa 10 TUAPUPOBAHUS HA JEKOMITO3ULIMIO THIPUIA TUTAHA.

HccnenoBanue BIUSHUS Cpelbl, B KOTOPOH MPOUCXOJUT HArpeB 00paslioB
TUApUJa TUTAHA M €ro MNOCIEAYIoIas IEeKOMIIO3UIIMS, ObLJIO W3Y4YEHO aBTOPAMH
pabotr [46, 80] ¢ mpUMEHEHHMEM MAacC-CHEKTPOCKOMHUH (OMpeeseHUE BOJIOPOJa U
Boabl), DTA u TG. B pannbpix paGorax ObUIO MOKa3aHO, YTO IPU HArpeBe B
OKHCITUTENIbHON cpelie (BO3yX) BO3HHMKAeT okuciaeHHbId cioit oT 100 no 180 M u
9BaKyallsi BOJOpOAAa HAauWHAETCs Tpu Oojiee TMOBBILICHHBIX TeMIepaTypax
(oxoi10 480 °C). JlexomMmo3uIus ruapyuaa TATaHa B JAaHHOM Cllydae, IpoTeKajia B TPU
CTa/IUH.

B Tom cmyuae, korma ruapun TUTaHa Obul mosiydeH Metonom CBC [45]
(camopacmpoCcTpaHsIOIIEerocs: BbICOKOTEMIIepaTypHoro cuHtesa), Ha DTA curnane

oOHapy>keHa 00JIaCTh HIOTEPMHUUECKUX MPOIIECCOB, coBnaaaromias ¢ curHaiom TG.
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DHeprus axkTUBAallMU MpOIEcca pachaja B JAaHHOM HCCIEIOBAHUM COCTaBisieT &3
kJ[>K/MOJIb.

Bonee Toro, B padote [81] merogom DTA 6bu10 MOKa3aHO, YTO JEKOMIIO3ZUIIMS
TUApUJA TUTaHA B OKUCIHUTENIBHOM cpenie (Ha BO3QyXe) MPOUCXOIUT B CEMb CTaIuM.
DHeprusi aKTUBALlMM COCTaBWJIa COOTBETCTBeHHO 45, 127, 124, 200, 377, 340 u
268 KJ/I»x/Moub.

AHaJIM30M JIUTEPATYPHBIX UCTOYHUKOB, B KOTOPBIX METOAOM HCCIIECIOBAHUS
JEeCTPYKIMM TUApUAA TUTaHA SBJSUIACh CKaHMpyromas auddepeHnranbHas
kasiopuMetpust (DSC) 3HaunUTENBbHO MEHBIIE, Y€M HCCIECIOBAHUN C MPUMEHEHUEM
Mmetona DTA.

B pa6orax [82-83], npoBenernsix meToioM DSC, Takke ObLII0 MOATBEPKICHO,
YTO Pa3J0KEHHE THUJPUJA TUTAaHA HMEET ABYXCTYNEHYATBhIM XapakTep. DHeprus
aKTUBallUM B OJTHOU U3 paboT i nepexoga THy —aTi coctaBuna 140 xJ[x/MOb.

Kak mokazanu MHOTOYHCIIEHHBIE HCCJIEAOBAHUS TEPMUUECKON HCCOLMAIINU
TUJpHUIa TUTAHA, TOT MPOIIECC UMEET MHOTOCTAIMIMHBIN XapaKTep U TEMIIEPATYPHbIN
UHTEpBal €ro (Qukcauuu JocTatoyHo Oosbmoil. Ilo pe3ynbraraMm MHOTHX
HCClIeIoBaTeNIe, 3aKOHOMEPHOCTH PAa3JIOKEHUE THUJIpUJia THUTaHAa 3aBUCUT OT
MHOeCTBa ()aKTOPOB:

-crioco0a, KOTOPBIM ObLIT TTOJTYYeH THAPUI TUTAHA,;

-UCTIEPCHOCTHU TUJPUIHBIX YACTUUCK;

-Cpeibl, B KOTOPOI MPOUCXOIUT HArpeB U JECTPYKIUS TUIPUJIA TUTAHA,

-MEeTO/a, KOTOPbIM MPOUCXOAUT UCCIETOBAHUE TEPMUUYECKOU JTEKOMITO3UIIUU

TUApUIA TUTAHA.
4.1 IlekoMno3unus rUAPUIA TUTAHA B CPele YUCTOr0 aproua

[Ipu wHarpeBe THapuaa TUTaHa HAOIIOMAETCS DJHIAOTEPMHUYECKUN A(DPEKT,
OoOyCJIOBJIEHHBIN ero nectpykiueidl (pucyHok 4.1). B sTom ke TemmepaTypHOM
WHTEpBAJie PETHUCTPUPYETCS TOTEeps MacChl HaBECKH, OOYCIOBJICHHAs BBIXOJIOM

BOJOPOda N3 MaTcpHraia. HpI/I‘—ICM 9BaKyalusa BOJAOPOJa HAYMHACTCA HCMHOI'O ITO37KC

57



0
(oxkoso =500°C), yeM Hayalao pa3lioKEHUs TruapuAa (Temmeparypa Hayaja
~450° .
nporecca~450"C). Takoe oTcCTaBaHHME TMpolEecca BbIXOJa BOAOpPOAA, IO BceH
BUJMMOCTH, OOYCJIOBIICHO TMEPECTPOUKON CTPYKTYpPhI B THAPHIE THTaHA, KOTOpas
HAYMHACTCS 3aJI0JITO JI0 BBIXOJIa BOJOPOJA W3 HABECKH W OMHCHIBACTCS HATMYHAEM

«ctyneHbkn» Ha kpuBoi DSC-curnana narpesa [84].

Pucynok 4.1 - 3aBucumocts DSC-curnana (DSC — 1) u u3smMeHeHHs MacChl THAPUIA TUTAHA

(TG —2) ot remnepatypsl HarpeBa. CkopocTs HarpeBa coctanisuia 10°C/MuH.

Cnoxubiii xapaktep BTOpod mpou3BogHoid DSC - curnana ykasbiBaeT Ha
MHOTOCTaJJUHOCTb MpOLEcca AECTPYKUNUU THAPU/IA TUTaHa (PUCYHOK 4.2).

CTpyKTypy DSHAOTEPMHUYECKOTO TMMHUKA MOXKHO amnlpOKCUMUPOBATH TPEMs
YACTUYHO HAKJIQJBIBAIOIIMMHUCS JIPYT Ha apyra noanukamu (pucyHok 4.3). Takum
o0paszoMm, JeCTPYKIIUs TUAPHUIA TUTAHA IPOUCXOIUT B TpU ctaauu. Ha mepBoMm stamne
mporiecca MmoAnuk P, xapakTepusyeTcs HEOOJBIINM IOTJIOIICHHEM Teruia. BTopoi
9Tal XapaKTepus3yeTcs TMOsBICHUEM moanuka P,, mpu koTopoMm 3aduKCHpPOBAHO
caMoe 0OJIBIIIOE MOTJIONICHHE TeIjia, He0OX0UMOE JIJIs Pa3JIOKEeHHs THAPUJIA TUTaHA
[84]. Tperuii sTam ONMUCHIBAETCS TMOJANUKOM P3; ¢ HaWMEHBIIMM KOJIWYECTBOM

MOIJIOIIEHHOTO TEIJIa CPEU BCEX TPEX MOANUKOB [63].
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Pucynok 4.2 - 3aBucumoctu DSC—curnana (1) u DDDSC (2) ot Temneparypsl HarpeBa

MOPOIIIKA TUAPUIA TUTAHA B CPEC YUCTOTO aproHa rnpu ckopoctu Harpeal( °C/muH.

Pucynox 4.3 — PesynbraT annpokcumanuu (Papp) S9HI0TEPMUYECKOTO NUKA TPEMs
noanukamu Py, Py, P; ipu Harpese ruapuaa tTutana co ckopoctbio 10°C/MuH. DKCiepUMeHTATbHbBIE

JaHHBIC MPEACTABJICHBI TOUKAMHU.
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4.2 DHeprusi aKTHMBallU¥ NPH AEKOMIIO3MUIMHU TMAPHAA TUTAHA B cpeae

YUCTOI'0 aprona

JUid nanpHEMIIMX HCCAeAOBAaHUN OBLIO 1IEeCO00pa3sHO H3YUYUTh BIMSHHE
CKOpPOCTH HarpeBa 0OpasroB Mmopomika ruapuga Tutada oT 5 mgo 40 °C /MuH Ha
3aKOHOMEPHOCTH €T0 JIEKOMIIO3ULUH.

KpuBsle Harpesa ruzapuja TUTaHA, NOJYYECHHBIC IPU HArpeBe C Pa3IMYHON
CKOPOCThI0, MpUBeeHbI Ha pucyHke 4.4. Ilpu camoli MaJleHbKOW CKOPOCTU HarpeBa
5 °C/mun (pucyHok 4.5, kpuBas 1) perucTpupyroTcs ABa 3HIOTEPMHUYECKHUX ITHKA.
Ilpn yBemuueHun ckopoctH HarpeBa g0 10 °C/MMH 9SHIOTEpMUYECKHE ITHKH
oObeauHsA0TCS B oAuH (pucyHOK 4.6, kpuBas 1). Ilpu nanpHeiiieM yBenHYeHUU
ckopoctn Harpesa 10 40 ’C/MuH, BO-IEpBBIX, NpEBpaIiCHHE IPOTEKaeT B Gonee
IIMPOKOM HMHTepBasie Temneparyp (pucyHok 4.4, kpusbie 3. 4), a BO-BTOpBIX,
TEMIIEpaTypbl HadyajJla W OKOHYAaHMS  Inpouecca mnopblmaroTcsa. OnHako,
MYJIBTUILIETHOCT SHAOTEPMHUYECKOIO IHKA PA3JI0KEHUA IOJHOCTBI) COXPaHAETCS
[63], TO OTYETIMBO 3aMETHO 0O BHAY BTOpoM mnpou3BogHOM DSC-curnanos

(pucynku 4.5, 4.6).

Pucynok 4.4 - 3aBucumoctu DSC-curnanoB rupuia THTaHa OT TEMIIEpATypbl HarpeBa co

ckopocThio: 1- 5 °C /muH, 2 - 10 °C/MuH , 3 - 20 °C /muH, 4 - 40 °C /MuH.
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Pucynok 4.5 - 3aBucumoctu DSC-curnana (1) u DDDSC - BTopo#i mpou3BOJHOM CUTHATA

(2) ot TemnepaTypsl HarpeBa rHApUAa TUTAHA B CPEJIE YHCTOTO aproHa co ckopoctbio 5 °C /MuH.

Pucynok 4.6 - 3aBucumoctn DSC—curnana (1) u DDDSC - BTOpoii npou3BoiHOM CUTHAIIa

(2) ot Temmepatypbl HarpeBa ruipuia TUTaHa B CPeJie YUCTOTo aprona co ckopoctbio 10 °C/mMuH.

Oueprust aktuBanuu [8-10] mpolecca pas3nokeHus TUJpUAa THUTaHa B

aTMocdepe aprona coctanisieT <~ 169+20 k/[x/Mob.
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Ananu3zoM KpuBblx TG, MOJYYEHHBIX MPU HArPEBE C PAa3HBIMU CKOPOCTSIMU
(pucynok 4.7, xpusble 3, 4), ciaeayer, U3MEHEHUE CKOPOCTH HarpeBa oOpaslioB HE
OKa3bIBa€T 3HAYMUTENILHOTO BIIMSHUS Ha TMOTEPI0 Macchl TUAPHAA THUTAHA TIpU
NEeCTPYKLHNH, KoTopasi coctaBisieT 3,6+0,2%. M3 TeopeTH4ecKux moJICY€TOB CIEAYET,
4yTO moTeps Macchl s coenunenus TiH, gomxHa coctaBisath 4%. bonee Hu3kue
3HAUEHHUS MOTEPU MACCHI TUJIPUAA TUTaHA, TOJYYCHHbIE B DKCIIEPUMEHTE, 1O BCEH
BUJIMMOCTH, 00YCJIOBIICHBI MEHBIIIMM KOJMYECTBOM BoAopoa, ueM B opmyine TiH,,
COOTBETCTBEHHO B AKCIIEPUMEHTE THAPH]l TUTaHAa MOXKHO omnucaTh dopmynoit TiH,,

rae 1<x<2,0 [63].

Pucynok 4.7 - 3aBucumoctu DSC-curnanos (P1, P2) u usamenenus macce oopasna TG (3,
4) oT TemmepaTyphl HarpeBa (C pa3HbIMH CKOPOCTSIMH HarpeBa) TUIpua TUTaHa B aproHE:

CIUIOIIHASA JUHMUS - Ipu ckopocTu Harpesa 10 °C/muH , Toukamu — 40 C/MuH.

Kak wusBectHo [67, 68], cpema HarpeBa BHOCUT CYIIECTBEHHBIM BKJaJ B
W3MEHEHHE XapakTepa paclaja TUIpHuaa TUTaHa npu Harpese. Hampumep, miieHka,
oOpasyromiasics TIPH OKHCJICHUH IIOBEPXHOCTH TpaHyJl THIPUAA, YMCHbBIIIACT
nuddy3uo Bogopoaa Mpu ero BbIxojae [85], U TEM caMbIM OKa3bIBaeT BIUSHUE Ha

KMHETHKY JlecopOnuu ruapuaa tTutana [72, 73].
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4.3 DHepruM axKTHMBAIMM NPH Pa3JI0KEHUH TUAPHIA TUTAHA B cpeae

(popBakyyma

[ToaTomy B pabGoTe OBLIO HEOOXOAMMO JUIsi TIOJHOTO MpEeACTaBICHUS
3aKOHOMEPHOCTEN JHCCOUMANMU THIpPUAA THUTAHAa IPOBECTH JOMNOJHUTEIbHBIC
UCCJIEIOBaHMs JCCTPYKUIMMU TUIpHUAA TUTaHa TpH HarpeBe B cpeae (opBakyyma.
®opBakyyM MpHU HUCCIEIOBAHUSX OOYCIOBIIEH KOHCTPYKTUBHBIMHU OCOOEHHOCTSIMU
npudopa s AuddepeHnnanbHON CKaHUPYIOLIEH KaTOpUMETPHUH.

HarpeB ruapuma TuTaHa NOpPOBOAWICS C Pa3HBIMU CKOPOCTAMH OT 5 110
40 °C/mMun (pucynok 4.8). Xapaxtep usmeHenuss DSC-curnana mpu M3MEHEHUU
CKOpPOCTH HarpeBa B cpelae (QopBaKyyMa HMMEET HEKOTOPbIE OTJIMYUTEIbHBIC
OCOOEHHOCTH M OO0IIME 3aKOHOMEPHOCTH, IO CPAaBHEHUIO, C U3MEHEHHUEM CHUTHAJla B
cpene aprona [86]. K Takum 0COOEHHOCTSIM MOXHO OTHECTH YBEIMYEHUE KOJINUYECTBA
HHAOTEPMUYECKUX MUKOB IIPH HarpeBe ¢ HebombumMu ckopoctsmu (5 u 10 °C/mun).
OO0mMUMH 3aKOHOMEPHOCTSIMU TIPU YBEJIIMYEHUU CKOPOCTU SIBJISIOTCS: PaCIIMpPEHUE
MHTEpBaja TEMIIEPATYP CO CMEIIEHHEM BCEro Ipolecca JACKOMIO3UIUU B Oosee
BBICOKOTEMIIEPATYPHYIO 00JIaCTh, a TaKke C YBEJIMYCHHUEM CKOPOCTH Harpena
BO3pACTaET KOJIMYECTBO BBIAEISIEMOTO TEIIa.

Bropeie mnpousBomnsie DSC - curHaiza CBHIAETEIBCTBYIOT O B3PBIBHOM
Xapakrepe mpouecca ASCTPYKIUH U O COXPAHEHUU CIIOKHOTO MYJIBTUILIETHOTO
XapakTepa JIEKOMIIO3MIIMM THApPUIA TUTaHA MPU YBEJIMYEHUH CKOPOCTH Harpena
(pucynku 4.9, 4.10 xpuBas 2).

Hemano Ba)XHO OTMETUTBH, YTO JHEPrusl aKTUBALMU MpoLEcca IECTPYKIUU
rUapuja TUTaHa B cpeie popBaKkyyMa B pa3bl OOJbIIE SHEPIHH aKTUBALMM B CPElie
aprona u coctaBisitor 408 +30 k/x/mMonp u 170430 k/[>K/MOIB COOTBETCTBEHHO.
Takyr pa3HHUIly 3HaUYCHHM MOXKHO CBS3aTh C OOpa3oBaHUMEM OKHCHOW TIJIEHKH Ha
MOBEPXHOCTH YacCTHIl MOPOIIKA TUAPUAA TUTAHA, KOTOpas NPEnsiTCTBYET 3BaKyalluu

BOIOPOJa 1 IS €TI0 BBIXOJA YiKC H€O6XOI[I/IMO OoJIbIIIE OHCPI'HUMN.
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Pucynok 4.8 - 3aBucumoctu DSC-curnanoB ruipuia TuTaHa OT TEMIIEpaTypbl HarpeBa B
cpene ¢popBakyyma, co ckopocteio: P1 — 5 °C/mun, P2 - 10 °C/muH, P3 - 20 °C/mun, P4 - 40

°C/MuH.

Pucynok 4.9 - 3aBucumoctu DSC-curnana (1) u DDDSC (2) ot TemnepaTypsl HarpeBa

TUApHIa TUTAaHA B cpesie popBaKyyMa co CKOpocThio 5S°C /MuH.
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Pucynox 4.10 - 3aBucumoctu DSC—curnana (1) u DDDSC (2) ot TemnepaTypsl Harpesa

rUApUAa TUTaHa B cpese popBakyyma co ckopoctbio 10 °C/MuH.

Anamuzom kpuBbiX TG (pucyHok 4.11, kpuBsle 3, 4) npu Harpee B
dopBakyymMe€ MOXHO CJIeJaTh BBIBOJA, 4YTO HW3MEHEHHE CKOPOCTHM Harpena
CYLIECTBEHHO BIUSET Ha XapakTep n3MmeHeHus curHana TG. Ilpu GeicTpoM Harpese
(pucyHok 4.11 kpuBas 4) npoucxoAUT HauOOJIbIIAs MOTEPS MACChl 00pasiia, KoTopas

coctasisier 3,1+0,2%, uTo KoppenupyeT ¢ moTEPSIMU Beca IIPU HArPEBE B aprOHE.

Pucynok 4.11 — 3aBucumoctu DSC-curnanos (1, 2) u usmenenus maccol oopasua TG (3, 4)
OT TEMIIEPaTyphl HarpeBa ruApuaa TUTaHa B (OPBaKyyMe C Pa3HBIMU CKOPOCTSIMU: CILIOIIHAS

nuHus - 5°C/muH, npepeiBuctast muHus - 40C /MUH.
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[Ipu manenbkoii ckopoctu HarpeBa (pucyHok 4.11 kpuBas 3) macca oOpasua
nocyie ¢da3oBoro mepexoaa (OTBEYAOIIETO 3a JIECKOMITO3HMIIMIO THUAPUIHON (a3bl)
HAYMHACT YBEJIMYMUBATBHCS, YTO BO3MOXHO OOYCIIOBJICEHO IOSIBICHUEM OKHCHOMU
IUICHKH Ha TOBEPXHOCTH YACTHI[ MOPOIIKA THAPUAA TUTaHA MPU HAarpeBe B cpeie
dbopBakyyma [86]. Ilpu ¢da3zoBoM mepexojie, OTBEUAIOIIEM 3a JACKOMITO3HUIIHIO
TUAPUIHON (a3bl, KpUCTATMYECKas pelIeTKa THApUIa TUTaHa MEHSIETCSl Ha PEIIETKY
YUCTOTO THUTaHa (B HAIIEM SKCIIEPUMEHTE TOPOIIIKA TUAPHIA TUTaHA) C FOBEHUIILHOM
«YUCTOI» TIOBEPXHOCTBIO M TIPU B3aUMOJICUCTBUM CO Cpelod (QopBakyyma
MOBEPXHOCTh HAYMHAET OKUCIIATHCS, 32 CUET Yero Macca oopasua pacrer. OKUCICHHE
TE€M CWJIbHEE, YEM MEHBIIIE CKOPOCTh HarpeBa oOpasia, TeM OoJIbIIHil 00beM HABECKU
yCHeBaeT OKUCTUTHCS (pucyHoK 4.11).

Crnenyer oOpaTuTh Tak >X€ BHHMAaHHWC Ha CHJIBHYIO B3aWMOCBS3b KHHETHKHU
dBaKyallud BOJOpOJia C KaJllopuMeTpuyeckumu sddextamMmu mpu Harpese. ITO
NOATBEpXKIaeTcss mnepBoil  mpousBoaHodM  TG-curHama, KoTopasi IOBTOPSIET

3aBucuMocth DSC-curnana (pucynok 4.12) [63].

Pucynok 4.12 — 3aBucumoct DTG (1) — nepBas npousBoHas curtana TG u (2) - TG

KpHBas IOTEPU MAcChl 00pas3iia OT TEMIEPATYPhl HarpeBa co CKOpocThio 5 °C/MuUH.

Cy1iecTBEHHO, YTO B BaKyyMe€ MPOUCXOIUT Jerazamus B OOJbIIEH CTENEeHH,

4Y€M B CPCAC YUCTOTO aproxa.
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4.4 JlekoMno3uums JMCIIEPCHOr0 rUAPUIA THTAHA

Kaxk 6p1710 oT™MedeHo B paboTax [78, 79], necTpyKius ruipuaa TATaHAa 3aBUCUT
OT MHOXECTBa (DaKTOPOB, KOTOPHIE YCIOXKHSIIOT MOBTOPSIEMOCTh JKCIICPUMEHTOB U
TEM CaMbIM MPUBOJAT K 3aTPyJHEHUIO CPABHEHUW TOJTYUYEHHBIX pe3yJIbTaToB,
MPECTABICHHBIX PA3HBIMU HCCIICI0OBATEISIMU.

B npenpiayux uccinenoBaHusx ObUTH UCIIOJIB30BaHBI TPaHyIIbl pazmMepom 0,4-
2,0 mMm (pucyHnok 4.13). PaccMoTpuM BiMsHUE pa3Mepa TpaHyl THAPHIA TUTaHA Ha
3aKOHOMEPHOCTH PAa3JI0KEHUSI MOpPOIIKa THUJpUIAa TUTAaHA B paMKaxX HACTOAIIETO
uccienoBanus. Jljis 3Toro ObUT OCYIIECTBJIEH Pa3MOJI B araToBOM CTYIKE TpaHyI
ruapuaa tutana pazmepom 0,4-2,0 mm (pucynok 4.13) no pasmepa uactuuek 0,01-

0,03 MM (pucyHok 4.14).

Pucynok 4.13 — Bun u pa3Mepsl rpanys MOPOIIKa THIpUIa TUTaHA.
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Pucynok 4.14 — Bun 1 pazMmepsl rpanyil HOpoILKa rUApua TUTaHa Mocjie pa3Molia.

ITo Buny DSC u TG cursasioB, NOJy4eHHBIX NPU HArpeBE TMAPHUIA TUTAHA
MoCJIe pa3Moja U, MPEACTABICHHBIX HAa pUCYHKE 4.15, MOXKHO BBLAEIUTH HECKOJIBKO
KQIOPUMETPUUYECKUX OCOOCHHOCTEH, OTJIMYAIONIUX HUX OT HCXOAHBIX KPUBBIX,
MOJIYYEHHBIX 0 pa3Mona. Bo-nepBbiX, B TEMIEpaTypHOM HHTEpBaj€ PErucTpaluu
«TOJIOYKHM» 3a(DUKCUPOBAHBI OJU3KOPACIIONIOKEHHBIE HEOOBIINE dHIOTEPMUUECKHE
3¢ dexTrl. Bo-BTOpBIX, BECh Mpolecc AECTPYKIUU THApPUAA THUTaHA CMEIIAETCS B
o0nacTh OoJiee HU3BKUX TeMIlepaTyp, 4YeM IMpU HarpeBe oOpasloB /0 pa3Mola.
HeusMeHHbIM ocTaeTcs TOT (DaKkT, 4TO CTPYKTYPY SHAOTEPMHUYECKOIO Mpoliecca
MOYHO alMpPOKCUMUPOBATh HECKOJBKUMHU MOAMUKAMHU C OTHOCUTEJIBHO UACHTUYHBIM
TeIrJIOBBIM 3(PdekToM mpeBpamieHus [87], Kak U MPU HArpeBe YacTUIl JO pa3MoJia
[84]. IlepBas mpousBomHasi curHaina TG TakKe MOYTH MOBTOPSIET 3aBUCHUMOCTh
m3menenust DSC kpuBoit (pucynku 4.15 u 4.16), kak ¥ Npu HArpeBe 4YacTHIll J0

pasmona. Kak Obu1o OTMEYeHO paHee, TakoW xapakTtep moBTopeHus: curHaia DSC
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YKa3bIBaACT Ha TCCHYIO B3aNMOCBA3b KHMHCTHKHA BbIXOJa BOAOpOda C

KaJOpUMETpUYeCKUMU 3P deKTaMu pa3nokeHus ruapuaa Tutana [84].

Pucynok 4.15 — 3aBucumoctu DSC-curnana (1) u DDDSC (2), a taxke TG-curnana (3) ot

TEMIIEPATypPhI HarpeBa co CKOpocThio 10 °C/MUH TUCTIEPCHOTO TIOPOIITKA THIPHIa TUTAHA

Pucynok 4.16 - Bun nepsoit npousogHoii DTG (1), curaan kpusoit TG (2) nucnepcHOro

IMOpOoIKa ruiprujia TUTaHa.
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Takum oOpazom, oOmel MPHUCYIEH 3aKOHOMEPHOCTBIO JECTPYKIIMU THAPHUIA
TUTaHa, HA KOTOPYIO HE OKA3bIBAIOT BIUSHUE CPEIA HATPEBA, TEXHOJIOTHS MOTYyUEHHUS
U JUCIEPCHOCTh YACTHUI[ [OPOIIKA SIBISIETCS MHOTOCTYIEHYAThI IPOIECC
pazyioxkeHusl rusipuaa Tutana [88, 87].

ABTopamu pabotr [64, 46] Obula TpemsioKeHa TpPexXCTyleHyaras cxema
TEPMHUYECKON INEKOMIIO3ULIMU TUIPUJA TUTAHA, NPEACTaBICHHAs Ha pucyHke 4.17.
JlmmuTHpYIOIIEN CKOPOCTH MpoLecca AEKOMIIO3UIUNA TUAPHIA CTAJUEN OHU CUUTAIIN

nuddy3uro Bogopoa B METALTHYECKOW MaTpuile [64].

H (B MaTpHIE) sugpysus H (K TOBEpXHOCTH) D

A 4

> o
2H (Ha MOBEPXHOCTH) pexomounams Hz (aACOPOUpPOBaHHBIN) K

\ 4

H, (ancoOUpOBaHHBIN) recopsmus Ha(Ta3) K’

Pucynok 4.17 — Cxema TpexcTyleHYaTOro TEPMUUECKOT0 pa3IokKEeHUs THAPUIa TUTaHa [61,
60]. D — xoadduruent nuddyszun; K u K' — kunernueckue K03 GUIMEHTH COOCTBEHHO

ACKOMIIO3UIMUSA TUApUAA.

ITonydeHnHsble pu Kcciie0BaHUM dKcniepuMeHTanbHble ganabie DSC u TG He
KOPPEIUPYIOT C MPEII0KEHHON CXEeMOM AEKOMIIO3UIMU TUIpUIA TUTAHA, TaK Kak
nuddy3ust BOgopoJa UIeT BO BCEM HUHTEpPBAJIC TEMIIEpATyp MPUMEPHO C OJIMHAKOBOM
sHeprueit aktuBamuu [46]. CoorBercTBeHHO, Ha DSC KpUBBIX MBI HE JOJKHBI
(GUKCUpPOBATh BBIPAKEHHBIX KaJOpUMETpHUECKUX d3(PGHEKTOB MpU MPOTEKAHUU
nuddy3uoHHbIx mporeccoB. CrenoBarelibHO, 3a(UKCUPOBAHHBIN MYJIbTUILICTHBIN
XapakTep IHAOTEPMUUYECKOTO MHKa, 00YCIOBIEHHOTO JAECTPYKIIMEH THIPUIA TUTAHA,
HEO0OXO0IMMO ObLIO OOBSICHUTH MHBIMU TIpolieccamu [63].

Cornacno [85, 88], cymectByromnue ¢aspl rujipugaa Tutana B-, y- u, gaxe, o-

da3bl [65] kpucTamuiorpadguuecku ynopsI04eHHbl 0 BOAOPOAY (MIPU KOHIICHTPAIIUU
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H, 6onee 65% art.). CnegoBaTesbHO, BO3MOYKHO CYIIECTBOBAaHUE TMAPUA TUTAaHA B
HECKOJBKHUX KPUCTALUIOTPpaPUIECKUX MOIU(DUKAITUIX TBEPAOTO PACTBOPA BBIUNTAHUS
Ha 0a3e xummudeckoro coeaunenus TiH, [63].

Takum 006pazoM, MHOTOCTaAMHHOCTD TIPH ANMPOKCUMAIIUNA YHAOTEPMUIECKOTO
NUKa pa3lioKEeHUsI TUApPUTA THUTAaHA, MOXXHO CBSA3aTh C KpUCTALIOrpapuUecKoit
nepecTpoikoi ogHoM Moaubukanuu B Jpyryro. CrenoBareinbHO, MPOUCXOAUT
JTUCKPETHBIM Tepexoa OT OJHOW MOAM(PUKAIMKA TUAPHIA TUTAaHA C OJHHUM
pacrnoyioKEeHUEM aTOMOB BoJopoaa (C BbICOKOW KoHUIeHTpauue H,;) k apyroi
Moaudukamuu (C HU3KOM KoHIeHTparuedn H,). Bwixom Bomopoma w3 moporika
TUApUJA TUTaHA MOKHO npenctaButh cxemoil: TiH, — a + TiHx (B-daza) — o + o’
— o B utore nosiyvaercsa o1+ TH, roe 1<x<2,0 [63].

Jlo Tex mop moKa CyIECTBYeT MJalbHUM WM OJWXKHUN TOPSJIOK B
pacMoJIOKEHIUH aTOMOB BOAOPOJa (pealn3yeTcsl CBSI3b «aTOM MeETaJlIa-BOIOPOI)
BO3MOYKHOCTh 3aMEeTHOU U] y3nOHHON aKTUBHOCTH aTOMOB BOJIOpOJa OTpaHUYCHA.
Pazpymienue Takoil CBS3M M OMNpENENsieT KWHETUKY TEPMHUYECKON JeCTpyKIUU
TUApUJIA TUTaHA B CPEJIe C HU3KUM TapIHaIbHBIM JaBICHUEM BOIOPO/IA.

ABtopamu pabotel ¢ momomibio Meroga DSC [90] 3adukcupoBano, 4TO
JEKOMIIO3ULIMS THUAPHUIA TMAJUIAJAS TAKXKE HMEET CIOXKHBIM MHOTIOCTaIUUHBIN
xapaktep. M3 3Toro ciieayer, 4To MyJIBTHIUICTHBIN XapakTep pa3ioKeHUs THAPUIOB
MmetasuioB rpymibl Ti u Pd sBrisercst 0611ei 3akOHOMEPHOCTHIO.

[Tpu uccnemoBannm pasaoKEeHHsI THAPHIA TUTAHA TTPU HarpeBe ObliIa BBISIBIICHA
elme OJHa OCOOEHHOCTh, a HMEHHO OTCYTCTBHE O — [3 TpeBpalieHus mpu
TanbHEHIIeM HarpeBe oOpaslia BbIIIE TEMIIEpaTyp 3aBEpIICHHsS Ipoliecca
JEKOMITO3HUIIMK. VI3BECTHO, YTO 1O OKOHYAHWIO PA3JI0KEHUS THUAPHIA THUTaHA IIO
cxeme TiH, — Ti + H, B Turie nomkeH Obl OCTaThbCS TOJIBbKO TUTaH. Cien0BaTeIbHO,
nmpu Harpese g0 1000°C, B paiione Temmeparyp 882°C HOMKHBI OBLIM
perucTpupoBaThcsi Kajnopumerpuueckue sddexTsl, o0ycioBieHHbE o —
noJIMMOPGHBIM TIPEBPAIICHUEM B THUTaHE, COXPAHHUBIIEMCS TOCIE JEKOMITO3HIIHH

ruapuia, HO IpOBECACHHBIC DKCIICPUMCHTEI 3TOI'O HE IMMOATBEP AUIIHN.

71



BrisiBneHHY!0 OCOOEHHOCTh, MO BCEH BHAUMOCTH, MOXHO OOBSICHUTH
oOpaszoBanuem u coxpaHeHueM OI[K—pemeTknu (BricOKOTeMIepaTypHas [3-¢asa)
II0CJIE 3BaKyallMu Boxopoaa. I1o Bcell BUOAUMOCTH, NPU AEKOMIIO3ULIUNA ITPOUCXOJUT
nucneprupoBanue ruapuanbix yactul ¢ OLK pemieTkoil, KOTOpble YCTOMYMBBI K

TEPMUYECKOMY BO3J€HCTBUIO [91].
4.5 3akin0ueHue

C nomomisto DSC u TG MeTOA0B HCCIIEIOBaHUSI MOKA3aHO, YTO Pa30KECHUE
TUApPHUIA TUTAHA IPOMCXOAUT B TpH 3Tana. IIpeanoxkena cxema pas3inoKeHus TuIpuaa
tutana: TiH, — o + TiHx (B-daza) —» a + o' — a=aTi + TH, roe 1<x<2,0 [63].

[Ipn pexoMmo3uuuu TUAPHAA TUTAHA, MO BCEW BUAMUMOCTH, IPOUCXOIUT
JUCKpETHasl TMepecTporKa OJHOM MoJu(UKaUUKA TUAPUA TUTAHA C BBICOKON
koHueHtpamueit H, [84] k npyroit moaudukanuu ¢ HU3Koi KoHLeHTpaiuei H,.

Takoll XapakTep TEPMHYECKOM IECTPYKUHMH THAPHUIIOB THUTaHA B Cpele ¢
HU3KUM TaplLHUaIbHBIM JAaBICHHUEM BOJOPOAA COXPAHSETCS BHE 3aBHCHUMOCTU OT
OKpYyarolen cpensl [86], TepMUYECKON NPEIBICTOPUHN TPAHYJI, UX JUCIEPCHOCTH U
COCTOSIHUA MOBEPXHOCTH.

[lokazano, uyto B oOmMuYMe OT OoOJee paHHUX THUIOTE3 TEPMUUYECKOMN
JNECTPYKIUU TUIPUIIOB TUTaHA, TU(P(Y3UOHHBIE IPOLIECCH HE ONPEAEIAIOT KUHETUKY
ATOrO sIBJ€HUS. BenymuMm sBiseTcs NpeojojeHUE aTOMaMHM BOJOpPOAA OKUCHOM
IJIEHKW HAa TMOBEPXHOCTH TUAPHUAHBIX IpaHys. B KMHETHYECKOM IUIaHE Pa3ioKeHUE
TUAPHUJIOB HOCUT CTOXAaCTUYECKUM, B3PBIBHOM Xapaktep [87, 88].

OOHapyXeHO, YTO MPHU HArpeBe BBIIIE TEMIIEPATyp 3aBEPLICHUS Pa3JIOKECHUS
ruapuaa tutana g0 1000 °C, ocraBuiuiics TUTaH HE MpeTepIieBacT MOJIUMOP(HOTro
MpeBpallleHHs B TEMIIEPATYPHOM MHTEpBaJe o — 3 mepexo/a.

CpaBHuBasi dSHIOTEPMUYECKUN TMK PA3JIOKEHUS TUApPUAA THTaHA C
SHAOTEPMUYECKUM TTMKOM, OOHAapyXEHHbIM TP HarpeBe OBICTPO3aKAJICHHBIX
CIUTABOB C BOJOPOJOM, MOXHO BBIJIETUTh HEKOTOpbIE OOIIHE 3aKOHOMEPHOCTH:

MHOFOCTaHHﬁHOCTB Imponecca ACKOMITIO3UIIN u 9BaKyalno BOJOPOaa
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npUOIU3UTENBHO B OTHOM U TOM K€ TeMIepaTypHOM uHTepBasie. OIHaKO, UMEIOTCS
Y CBOU OCOOEHHOCTH, @ UMEHHO - B aMOP(HBIX CIUIABAX Pa3JI0KEHHE MPOUCXOAUIIO B
amop(pHO MaTpule, a B TUAPUIAE TUTaHA - B CpPEle C HU3KUM MapLUAIbHBIM

JaBJICHUCM BOAOPOaA.
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I'naBa S Kanopumerpudeckue 3¢ ¢gexTnl NpH (pasoBbIX Nepexogax B

cIuiaBax MeTajuioB V rpynimsl - BOaopoa

Hab6nronaembie kanmopumerpudeckue 3QQPeKTbl, ONMUCaHHBbIE B MPEABITYIIUX
rmaBax (I'maBer 3 u 4), moka3anu MPaKTUYECKH TOJHOE OTCYTCTBHE MHGOPMAIH O
TEPMUYECKOM IOBEJICHUU TUIPUAHBIX (pa3 B AByX(a3zHOU cpene: TBEpAbIA pacTBOP
BOZIOpo/Ia - ruapuaHas (asza. s ganbHeWIero pa3BUuTHs HAIIUX MPEICTABICHUN O
B3aMMOJICHCTBUH BOJIOPOAA C METalJIaMH HEOOXOJUMO ObUIO BBIICHUTH BOIPOCHI O
3aKOHOMEPHOCTSIX TOBEJCHUS MPHU TEPMOLUUKIMPOBAHUU CIUIABOB, TJ€ TUAPHUIHAS
daza pacrosyoxkeHa B cojJeprKailleid BOAOpPOA Matpulie (TBepaoM pacTBope) [92].
[TosToMy mJisl JanbHEHIIUX WCCIe0BaHUM ObUTM BhIOpaHbl MeTauibl V rpynisl (V,
Nb, Ta), ¢ mpenBapuTenbHO BBEACHHBIM B HHUX JJIEKTPOJIUTHYECKUM METOJIOM
BOJOPOJIOM.

Kiaccuueckne puarpamMmbl COCTOSIHMSI METAT V  Tpynmbl — BOJOPOJ
npeacraBieHbl B [93-96], obobmiaroniye Tpyabl MHOTHX HccliefoBaTeneid. JlaHHbie
qUarpaMMbl  ObUIM  MOJYYEHbl  pa3IMYHBIMM  METOJAaMHM, TaKUMU  Kak,
peHTreHoCTpYKTypHbIM aHamm3, JTA (muddepeHunanbHbii TepMUUECKU aHATH3),
HelTpoHorpadueit u T.4. Bece 3TH auarpamMMbl UMEIOT OJHY OOLIYI0 OCOOEHHOCTb:
OHM TMOJYYEHbl IPH OXJAXKICHHUH M HE OIMCHIBAIOT COCTOSHHE, COAEpPKaIUX
BOJIOPO/I CILJIABOB, Ipu TemnepaTypax Boie 350 °C.

ABtopamu paboThl [97] ObLIM TPOBENEHBI MHTEPECHBIE HUCCIEIOBAHUS T10
BIIMSHUIO CTEXHOMETPUYECKOTO COCTaBa TUAPUAOB METAUIOB V TpyIIbl Ha
TepMOJUHAMHUYECKHE J(P(EKThl, NPOUCXOMASIINE TMPU HArpeBe TUAPHUIOB B
xpomarorpade. OGpasupl Harpesaan g0 900 °C, 4TO 3HAYMTENBHO MPEBBIIIANO
TEMIEPaTyphl, MOKa3aHHbIE HA KJIACCHYECKUX JuarpaMmax »Tux ciuiaBoB [98]. B
pe3yibTaTe 3THX HCCIEAOBAHMI aBTOpaMU BHEpBbIE ObUIM 3a(UKCHUPOBAHBI JIBE
0COOCHHOCTH BBIJCNIEHUS BOJIOPOAA U3 THAPUAOB METAIOB V TPYIIIIBL:

-CYyLIECTBOBAaHHE JBYX MAaKCHMyMOB Ta30BBIIEICHUS — HU3KO- U

BBICOKOTEMIIEPATypPHOTO;



-U3MEHEHNE WHTEHCHUBHOCTEW HHU3KO- M BBICOKOTEMIIEPATYPHOrO MHUKA MPHU
YBEIMYEHUH KOHIIEHTPAIlMUA BOJIOPOIA B THUIPUIAX.

CrnenoBaTenbHO, BECh IPOLIECC TA30BBIACICHUS UECT B JIBE CTaJAUU: TIEepBasi —
pa3oKeHne OOOTAICHHBIX BOJAOPOIOM THAPUAHBIX (a3 BIUIOTH A0 0Opa3oBaHUS -
¢da3bl; BTOpas — noTepst Bo1opoja o-pazoi.

K coxanenuto, B BHJy OTCYTCTBHS BBICOKOPA3pPEIIAIOIIETO 000PYI0BaHUA,
aBTOpaM HE yAaJOCh 3apETHCTPUPOBATh (ha30BbIC MPEBPAIICHUS, TPOTEKAIOITUE TIPU
Pa3oXKEHUH TUIPUIHBIX (a3.

B  paGore [99] wu3ydyeH = xapakTep  BBIJCICHUS  BoAopoda U3
Bojopoacoaepxkamux V, Nb, Ta B mupoxoit o6nactu temnepatyp (450-1200 K) u
KoHleHTpauit Bogopoaa (H/Me = 0,005 — 0,8), B o6yacTd a-TBEpJbIX pacTBOPOB.
[TokazaHo, uto ¢ yBenuueHueM cooTHouieHuss H/Me no 0,5, sHeprusi akTuBaluu
mud¢y3un Bonopoaa ysennuuaercs oT 0,13 no 0,34 3B. B coeaunennsax MeHgg
SHEPrusl aKTUBAIMU Yy BOAOpoAconepiamero BaHaaus cocrasiser 0,04 3B, a y
HuooOwns u tanTaima — 0,1 »B.

Bonbioe konuyuecTBO HMCClENOBAaHUN ObUIO MOCBSIICHO H3YYCHHUIO BIIMSHUS
BOJIOPOJIa Ha MEXaHUYECKHE cBOMCTBA B MeTayuiax V rpymmsl [100-101], n3yuennro
CTPYKTYPBI U (ha30BBIX IEPEXOJ0B METOJIOM paccesiuust HeuTpoHos [103, 104].

Huarpammbl coctosiust ([IC) MeramioB V  rpynmbel - Bojgopod ObutH
MOJYYEHbl C METOJIaMH HCClIeIoBaHUsl (ha30BBIX MPEBpalleHU € JOCTAaTOYHO
HEBBICOKOM paspemaroieid crnocoOHoCcThi0. [loaToMy K wuccienoBaHuio (a3oBbIX
MpEeBpaIllEeHU B TaKMX CUCTEMaXxX BIIEPBBIC B HACTOsAIICH paboTe ObLIA MPUMEHEHbI

Mmetonsl DSC.

5.1 Kasopumerpuueckue 3(p(peKThl NPU TEPMOUUKIMPOBAHNH CILIABOB

cuctembl Nb-H

[To xmaccuueckoit auarpamme coctosiuus Nb-H [98] (pucyHok 5.1) mpu

HarpeBe cruiaBoB Nb-H Bwime temmepatyp 200°C He MOKHO OBLIO OBITH KaKWX-
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a1n00 O0COOEHHOCTEH, HO TMEpPBBIMH NPOBEACHHBIMU HCCIEIOBAHUSIMH JTO HE
HOJITBEPANIIOCE.

Ha pucynke 5.2 npencrasinensl DSC-curnaisl pu HarpeBe ITPOBOJIOYHBIX
00pa31oB HUOOWS C pa3HOI KOHLEHTpauuen Boaopoaa B Hux. [Ipu HarpeBe na DSC
KPUBBIX MOXHO BBIICIMTH JBa TEMIIEPATYpPHBIX HMHTEpBaja pPETUCTPALUU
HIOTEPMUYECKUX DPPEKTOB: HUZKOTEMIIEPATYPHBIN, PETUCTPUPYEMBI BOIN3H
TEeMIIepaTyp JUHUU OTPAaHUYEHHON pacTBOPUMOCTH, U BbICOKOoTeMIneparypHbii [105],
peanu3yeMblii IpU TeMIepaTypax, 3HAYUTENIbHO IPEBBILIAEMBIX TEMIEPATYPHI

npotekanus ¢azoBbix npesparienus Ha JJC Nb-H.

Pucynok 5.1 - Tuarpamma coctostaust Nb-H [98]
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Pucynok 5.2 - 3aBucumoctu DSC-curnanoB ot Temneparypsl npu Harpese criiaBoB Nb-H:

1 — ¢ cogepxkanuem Bojgopoaa 22 ar.%, 2 — ¢ coaepxkanueM Bojaopoaa 11 at.% . Ckopocth HarpeBa

10 °C/mun

5.1.1 HuzkoTtemnepatypHbie kanopumeTpuueckue 3gp ekt B criaBax Nb-H

PaccmoTpuM  BAMSHME ~— KOJIMYECTBA  BBEJACHHOIO  BOJOpoAa  Ha
HU3KOTEMIIEpaTypHble Kamopumerpuueckue spdextel. Ha pucynkax 5.3, 5.5
npencrasienbl DSC-curnanel npu HarpeBe U oxjaxjaeHuu criaBoB Nb-H ¢ paznoii
KOHIIEHTpALIMEN BOJOPOA.

Cornacio [IC mpu mnepexone JIWHUM OTPAHMYEHHOW pPAacTBOPUMOCTH B
oOpasie ¢ MaJibiIM KOJIMYECTBOM BOJOpOJAa NMpHU HarpeBe M oxjaxiaeHuu Ha DSC
KpUBBIX HAOJIOIAE€TCA CKAuOK MOTJIOIIECHHs (BBIAEIECHUS) TEIJIOBOM SHEPIruu
(pucyHok 5.3). Otu npoueccsl B paiione temmnepatyp 30 — 200°C B criaBax HOCSIT
yepThl (a3oBbIX MepexoqoB I pona (MakcMMyM BTOPOW MPOM3BOAHOW COBIAJAET C
mMuHumMyM  DSC-curnana Ha  pucynke 5.4). IlosBnenwe  Kakoro-in0o
’K30TepMUYECKOro nuka He ciuenyeT u3 JIC, MOCKONbKY KOJIMYECTBO TMAPUIHOU
¢da3bl, y4acTBYIOIIECH B MPEBpAIEHUH, COTJIACHO MPaBUIIy OTPE3KOB, HE3HAUUTEIBHO.

[Ipu manom coxepkaHuu BoJopoja BTopas mpousBojiHasi DSC-curnana npu Harpese
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MMEET JIOCTaTOYHO MPOCTON BUJ (PUCYHOK 5.4) U OMUCHIBAECTCS OJHOCTYIEHYATHIM

IIPEBPAILICHUEM.

Pucynok 5.3 - 3aBucumoctu DSC-curnanoB ot temneparypsl Harpesa (1) u oxXinaxaeHus

(2) crutaBa Nb-H (11 at.% H) co ckopocteio 10 °C/muH.

Pucynox 5.4 - 3aucumocts DSC-curnana (1) u DDDSC (2) ot TemmepaTypbl HarpeBa co

ckopocthio 10 °C/mun cimaa Nb-H (11 at.% H).
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[Ipn yBenMYEHHH KOHIEHTPALMH BOAOPOJA (PUCYHOK 5.5), BO-IEPBBIX,
YBEITMYHUBACTCSI THCTEPE3UC KATOPUMETPHUECKUX d(HPEKTOB HArpeBa W OXJIAXKICHUS,
BO-BTOPBIX, HHTEPBAJIBI JHAO- W 2JK30- TIPEBPAIICHUM OCYIICCTBISIOTCA IPHU
TEMIIepaTypax MHOTO BBIIE, a B TPEThUX, YBEIWYUBACTCS TEIUIOBON 3(ddexT
MOIJIONIAEMOI0 IIPU HArpeBE WJIM BBIJEISIEMOTO MPU OXJIax1eHuu Ttema [106].

Hecmotpst Ha To, 4TO TeroBoi 3P (eKT yBEIMUUBACTCS TPHU YBEIMUYCHUHU
KOHIICHTpAIIMU BOJIOPOAA, €ro BelInynHa HeOobmas =~ 2 — 26 Jx/r, mo CpaBHEHHUIO C
JPYTUMH TIPEBPAIIEHUSIMU B COJICPIKAIIUX BOJIOPO]I CIUIaBax (HarpuMep, B THAPHUIAX
ThTaHa). Tak Kak MpeBpalleHusi B TaKUX CHUCTEMaxX, B OCHOBHOM, OOYCIJIOBJICHBI
MepeCTaHOBKON aTOMOB BOAOPOJa B OKTa- U TETpa- Mopax, a aTOMbl METAJIJIOB MOYTH
HE TIEPECTPAMBAIOTCS, COOTBETCTBEHHO MU TEILIOBBIC A(PPEKTh MMEIOT HEOOJBIIYIO

BCIIMYUHY.

Pucynok 5.5 - 3aBucumoctu DSC-curnanoB ot Temnepatypsl Harpesa (1) u oxmakaeHus

(2) crutaBa Nb-H (22 at.% H). Cxopoctu HarpeBa u oxnaxaenus 20 °C/mun

[Ipu nHarpeBe cmiaBa ¢ OOJBIIMM COJEP)KAHUEM BOJIOPOJIa, CTPYKTypa
HAOTEPMUYECKOTO THKA YCIOXKHIETCS (MO0 CPaBHEHHIO C 00pas3loM C MEHBIIUM
COJIEp’)KaHMEM  BOJIOPOJIa) M ONMHUCHIBACTCS  HAJNOKEHUEM JBYX  IOJAMHUKOB,

pPacloJIOKCHHBIX B ONM3KUX TEMIEPATypHBIX HHTEpBajax (pUCYHOK 5.6).
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MakcHMyMbI TIEPBOTO U BTOPOTO MOITMKOB PACIONIONKEHH! MpH Temmeparypax 125°C

1 140°C cooTBeTCTBEHHO.

Pucynok 5.6 - PesynbraT annpokcumanuu (Pqpp) 3HI0TEPMUYECKOr0 UKA [IPU HAIPEBE
DSC-curnana asyms noanukamu Py u P, nns cnnasa Nb-H (22 ar.% H). DxcnepumenTtanbHbie

AAaHHBIC NPCACTABJICHBI B BUJC TOYCK.

DK30TEPMHUYECKUH MUK MPH OXJIKICHUU TAKKE MOXKHO amMpOKCUMHPOBATH
KaK CYNMEpro3UIMI0 U3 JIBYX YaCTUYHO HAKJIAJIBIBAIOUIUXCS APYT HA Apyra MoJMUKOB
(pucyHOK 5.7) ¢ MaKCUMyMaMHU CKOPOCTH MPOTEKaHUs MPOLIECCOB MPU TeMIIepaTypax
109 °C (ans nonnuka Py) u 100 °C (s nonnuka Py).

[Ipu HarpeBa 00pa3IOB C JAOCTATOYHO MaJjieHbKOW CKOpocThio (5 °C/MUH)
peructpupyerca auddepeHupoBaHue SHIOTEPMUUECKUX TUKOB (pUCYHOK 5.8,
kpuBas 1). C yBennueHneM CKOpOCTH HarpeBa oOpasmoB a0 40 °C/MuH nuama3oH
MpeBpaIlleHUus] CTAaHOBUTCA IIHMPE, a MaKCUMyM DJK30TEpPMHYECKOIO  IHKa
dbukcupyeTcss mpu 0OoJsiee BBICOKMX Temreparypax (pucyHok 5.8, kpuBwie 2, 3).
Oneprust aktuBanuu coctabisgeT 191 £50 K/[x/monb. Eiie onHol 0COOEHHOCTHIO
UCCIIEyEMBIX MPOIECCOB SIBIAETCS TO, YTO MPU TEPMOIMKIMPOBAHHH TEIIOBHIC
b dexTsl (M0 MOAYNIO) TPHU OXJIAKICHUU BCErla HECKOIBKO OOJbIlle, YeM MpH

Harpese [107].
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Pucynok 5.7 - Pezynbrat annpokcuManuu (Pqpp) HU3KOTEMIIEpPATYpHOTO
sk3oTepmuueckoro nuka DSC-curnana asyms noanukamu Py u P, nns cnnaa Nb-H (22 at.% H).

3KCH€pI/IMeHTaJH)HI)I€ JAaHHBIC MTPEACTABJICHBI B BUAC TOYCK.

Pucynoxk 5.8 - 3aBucumoctu DSC-curnanoB oT Temneparypsl Harpesa ciiaBa Nb-H

(22 a1.% H) ¢ pasabmvu ckopoctamu: 1 - 5 °C/muH , 2 - 20 °C/mun, 3 - 40 °C/MuH.

Kak ormeuanocr panee, 3aduxcupoBanHbie Ha DSC  KpuBBIX,

kanopumerpuyeckue 3¢dextol [108] xapakTepusyroT (ha30BbIid Mepexo] MEepBOro
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pona (TeMriepaTypbl IMUKOB BTOPBIX IMPOM3BOJHBIX CHrHaja COBHAAAIOT C MHUKOM
DSC-curnana). OgHako, B JaHHOM TemneparypHoM uHTepBasie Ha JIC mpoucxoaut
TOJILKO BBIJICJICHHE THIPUAHON (a3pl U3 TBEPAOTO pacTBopa, o -¢asbl, KOTOPOE,
corjacHo mpaBuiy (a3, He SBISETCS MPOIIECCOM C HOHBAPUAHTHBIM PABHOBECHEM,
CJIEIOBATEIbHO HE JIOJDKHO TPUBOJUTH K KaKUM JHMOO KaJlOpPUMETPUUYECKUM
s dexram.

[Io Bceld BUAMMOCTU, 3TU KalopuMmeTpuueckue 3PGeKTsl 00YCIOBICHBI
nporeccaMi 00pa3oBaHUM KOHIIEHTPAIIMOHHBIX (DIYKTyalluii HECKOJIBbKO HIDKE (Tpu
HarpeBe) WIM BbllEe (MPU OXJAXKACHUHM) JIMHUM OTPAaHUYEHHOW pacTBOPUMOCTU
ruapugHON ¢daspl B TBEpPAOM pacTBOpe Bojopoaa B dTux Meramiax [109].
CrnepoBartenbHO, Cpa3y IMOJE NEpexoAa JMHUU OIPaHWYEHHON pacTBOPUMOCTH MpHU
OXJIAKICHUM TPOUCXOJUT CIIOHTAaHHOE oOpa3oBaHHE OOJIBLIIOTO0 YHUCJIAa HOBBIX
KpuctayuioB. CleaCTBUEM pPa3BUTHS 3TOr0 IpolLecca SBIAETCS — IOSBIICHUS
AK30TEpMUYECKOro 3P (deKTa Ha KpUBOM oxJlaxKaeHus. JlanbHelmii pocT BO3HUKIITNX
TMJIPUIHBIX 00pa30BaHMW HE MPUBOAMT K 3aMETHBIM KaJIOPUMETPUUECKUM

adPexram.
5.1.2 BricokoTemmiepaTypHbie kanopumerpuaeckue 3¢ dexTsl B crmaBax Nb-H

Kak  roBopmioch  paHee, CyIIECTBOBAHHE  BBICOKOTEMIIEPATYPHOTO
sHpoTepMudeckoro 3ddexkra B paiione temmeparyp 400 — 700 °C panee He
npeamnosaragock (pucyHok 5.2). B paiioHe SHIOTEPMHUYECKOrO TIHKa Ha
TEPMOTPABUTALIMOHHBIX  KPUBBIX  PETHCTPUPYETCS TMOTEeps Macchl  00pasla,
o0ycCJIOBJIEHHAs, KaK Mbl CYMTaEM, BbIJEICHUEM BOAOpoAa U3 obdpasia (pUCyHoK 5.9,
KpuBas 2).

Ha pucynke 5.10 npencraBnena mneppas mnpousBonHas TG curnana,
MPaKTUYECKUA COBMNAJaroasi mo Buay ¢ uaMeHenuem curHaia DSC. OTo yka3bpiBaer
Ha CHWJIBHYIO B3aMMOCBSI3b KMHETHKH HBaKyallMid BOJOPOJA C KAaJTOPUMETPUUECKUMHU

s dexramu ipu Harpese [63].
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Pucynok 5.9 - 3aBucumoctun DSC-curnana (1) u TG-curnana (2) ot Temreparypsl HarpeBa

s crotaBa Nb-H (¢ comepkanuem Bomopoaa 22 at.%). Ckopocth Harpesa 5°C/MuH.

Pucynok 5.10 - 3aBucumoctu TG-curnana (1) u DTG (2) ot TemnepaTypsl HarpeBa Asis

crutaBa Nb-H (22 ar.% H), npu ckopoctu HarpeBa 5 °C/MuH.
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[lo ¢opmanbHBIM TpU3HAKaM, B YaCTHOCTH, MO TeMIepaType MHKa BTOPOii
npousBoaHor curHama DSC (pucyHok 5.11), naHHBII BBICOKOTEMIIEPATYPHBIHA
apdexr obOycnoriaen PII neporo poma. CTpykTypa JaHHOTO 3HIOTEPMHUYECKOTO
npolecca IpeJcTaBiIsieT coO0OW HaJOXKEHHE JBYX IOANPOLECCOB C JOCTATOYHO
OJIM3KUMH TEMIIepaTypaMH UX peanu3anuu (pUcyHok 5.12).

Takoil BbICOKOTEMIIEpATYpHBI 3HJIOTEPMUYECKHI TIpollecC IpHU Harpese
cruiaBoB Nb-H ouens moxoxk Ha sHpoTepMuueckuii 3¢ ¢dekt, 3aduKCUpOBaHHBIN MPU
Pa3IOKEHUN YUCTOM TUAPUIAHON (a3bl B THAPUIE TUTAHA, a TAKXKE IPU HArpeBe

HABOJIOPO’KEHHBIX CTIaBOB cucTeMbl TiNiCu, KOTOpbIe OBIITH paCCMOTPEHBI PaHEee.

Pucynok 5.11 - 3aBucumoctu DSC-curnana (1) u DDDSC (2) ot Temmiepatrypsl HarpeBa

s criaBa Nb-H (¢ conepkanuem Bonopoaa =~ 22 at.%), npu ckopoctu Harpesa 5 °C/MuH

IIpencraBiieHHBIE BBICOKOTEMIIEpATYPHBIE IPOLIECCHI HE OIMCHIBAIOTCS B
kinaccnueckux JIC, tak kak npu HarpeBe Bbimie 400 °C He 0XKHUOAIOCh HUKAKHX
npespaiieHuii. C 1enbio 00bSICHEHUS, OSBICHUSI TAHHOTO BBICOKOTEMIIEPATYPHOTO
HIOTEPMUYECKOTO d(PPeKTa, MOKHO MPEAIOIIOKUTh, YTO TIPU HArPEeBE Ha BHICOKHE
TeMIlepaTyphl (B Cpeie ¢ HU3KUM MaplHabHBIM JaBJICHUSM BOJOPOAA) MOSIBISETCS
BO3MOKHOCTh 3BaKyallid BOJOpojaa U3 o- ¢asbl [92], 4To KOppenupyeT ¢ JaHHBIMU

MOJTy4Y€HHBIMU aBTOpaMH B padote [97].
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Pucynox 5.12 - Pesynprar annpoxcumanu (Pyp,) BEICOKOTEMIIEPATYPHOTO
saoTepmuueckoro nuka DSC-curnana neyms noanukamu Py u P, mist crimasa Nb-H (22 at./% H).
DKCrepuMEHTANIbHBIE JAHHBIC MTPEICTABICHBI B BUE TOYECK.

[lo Bceit BUAMMOCTH, JaHHBIE  BBICOKOTEMIEpaTypHbie  A(D(PEKTHI
OOyCIJIOBJIEHBI NMEPECTPOUKON YACTUYHO YHOPSJOYEHHOW MO BOJOPOAY CTPYKTYPHI
KBa3UOJHOPOAHOI'O TBEPAOIO pacCTBOpa B IIOJHOCTBIO PasylnopAJOYCHHYIO IIO
BOZIOpOY O - a3y, ¢ MOCIEAYIOIMIMM BBIXOJIOM BOJOpoIa u3 obpasma. Kpome Toro,
IIpU  HArpeB€ YBEJIUYHMBACTCA BOJOPOIOIPOHUIIAEMOCTL OKHCHBIX  IIICHOK,
3alIMparomux BOAOPOJ, B CIIJIaBC IIOCJIIC €ro JJICKTPOJIUTHYCCKOTO HACBIIICHUA
BojiopoaoM. CaM BBIXOJ BOJIOPOJa HE MPUBOAUT K 3aMETHBIM KaJOPUMETPUUYECKUM
sabdexTam, oaHAKO, BO3MOXKHOCTH ero auddy3un u3 odbema CIulaBa CO3JacT
ycioBusi Jisi (a3oBoit mepecTpoiiku. CleICcTBUEM OTHUX TMPOILIECCOB SIBIISCTCS
IMOABJICHHUC JIOKAJIM30BAHHOI'O JSHAOTCPMHYCCKOIO B(bCI)eKTa, KOTOpPOMY TaK IKC
npucyu 4epthl (pazoBoro mepexona I poma. EctecTBeHHO, ueM OofblIe B CIUIaBE
BOAOpO/A, TeM Ipu Oojee HU3KOW TemrepaType (0oJblie TepMOIUHAMUYECKUN
CTUMYJ) HaONIOAAeTCsl ATO SIBJICHHUE W TEM OOJIbIIIE PETUCTPUPYEMBIA MPH ITOM

sHAOTEpMUYECKU 3 PexT.
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[Ipu mocneayroomeM OXJAXIEHUU TAaKOTO CIUIaBa HE 3aperucTPUpPOBAHBI

KajmopumeTpudeckue 3P¢eKTbl, 00yCIOBICHHBIE BbIICICHHEM TUAPUIHON (a3bl U3

TBEPJIOTO pPacTBOpA.

5.2 Kanopumerpuuyeckue 3(Qp¢pexTbl NpU TEPMOLUHUKJIMPOBAHUM CILIABOB

cucrembl Ta-H

C umenblo ompeneraeHUs OOIMUX 3aKOHOMEPHOCTEH KallOpUMETPUUYECKHUX
ah(dexToB B CIaBax METAUIOB V TPYNNBI-BOJAOPOA, PACCMOTPUM XapakTep
m3MeHenus DSC kpuBbix criaBoB cucteMsl Ta-H. Jluarpamma coctosinust Ta-H [98]
MPUBEIECHA HA pUCYHKE 5.13.

Ha pucynke 5.14 npencraBnena kpusas HarpeBa DSC-curnama s criiasa
Ta-H, conmepxkamero 41 at.% Bomopona. Ananorm4Ho criaBam Nb-H, Ha kpuBoii
HarpeBa MOXXHO BBIJICIUThH JIBE€ TEMIIEpATypHbIE 00JacTH C SIPKO BbIpaKEHHBIMU
sHAOTepMUYECKUMHU dPdekTamu: HU3KoTeMIiepaTypHyto B unreppaie 30- 60 °C u

BBICOKOTEMIEPaTypHYt0 B uHTEepBasie 600-750 °C.
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Pucynok 5.13 - Inarpamma cocrosinust Ta-H [98]
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Pucynok 5.14 - 3aBucumocts DSC-curnana (1) ot TemrepaTypsl Harpesa Jis cruiaBa Ta-
H (c conepxanuem Bogopoaa 41 at.%). [Iux P1 onuceiBaeT HU3KOTEMIIEPATYPHYIO 001aCTh, TUK

P2 omnuceiBaet BeicokoTeMmepaTypHyto oonacts. Ckopocts HarpeBa 5 °C/mun [109]

5.2.1 HuzkoTtemneparypHsie kanopumeTpuueckue 3 dextol B crutaBax Ta-H

PaccmoTpuM Goree moapoGHO mepByio o6nactsh Temmepatyp g0 100°C, roe
cormacHo JIC (pucynok 5.13), mpoucxoaut pacTtBopeHue (NP HaArpeBe) WU
BbIIeJIEHHE (ITPU OXJIAKIECHUN ) TUAPUIHON (pa3bl.

Ha pucynke 5.15 u pucynke 5.16 mnpencrtaBiieHbl KpHUBBIE HW3MEHCHUS
HU3KOTEMIEPATYPHBIX KAJTOPUMETPUUECKUX 3()(PEKTOB MpHU HArpeBe U OXJIAXKACHUU
cruiaBa Ta-H, a Taxxe Bropsie npousBoansle 3Tux DSC-curnanos.

Kak Oputo oOTMEueHO paHee, HHU3KOTEMIIEPATypHBIH HSHAOTEPMUUYECKUN
mpolecc, MO BCeH BUIUMOCTH, OIMCHIBAET PacTBOPEHUE/BBIIETIEHUE g-(asbl,
cormacHo JIC. Dupmorepmuueckuii >(PQPexkT mnpu HarpeBe TMOSABISIETCS HAMHOTO
paHblie, yeMm ucueszaer e-(aza (pucyHok 5.15) U 3akaHuMBaeTCS MpPU TEMIlepaType
73 °C, KoTOpas pacrojokeHa B 00JIaCTH CYIIECTBOBAHUS TOJILKO TBEPJOTO PacTBOpa

a-dassl, cornmacHo JIC Ta-H [98].
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Bun DDDSC npu nHarpeBe ykasbiBaer Ha nporekanue @PII 1 poma u
MHOT'OCTYNIEHYaTOCTh AHJAOTEPMUYECKOr0 Tporecca (pucyHok 3S.15), cTpykTypy
KOTOPOTO MOKHO MPEACTaBUTh HAJIOXKEHUEM JAPYr Ha Jpyra JBYX MOJIPOILIECCOB
(pucyHoOK 5.16).

[Ipu yBenuueHnun ckopoctu HarpeBa obOpasma o 40 °C/mMuH, BO-NEPBBIX,
TeMIlepaTypa MHUKa MPOTEKaHMs IMPOllecca MOBBIMIACTCA, BO-BTOPBIX, PACHIUPSIETCS
TEMIEPATYPHbI HHTEpBAJ MPOTEKAHUS MpoIlecca, B-TPETbUX, TEIUIOBOM 3¢ ekt
MPOTEKaHUsI TPOIecca YMEHbIIACTCs. DHEprusi aKkTUBAIMHM, OLEHEHHAs METOJ0M

Kuccunmxepa [8-10], coctaBuna 16025 kI/M0b.

Pucynox 5.15 - 3aBucumoctu DSC-curnana (1) u DDDSC (2) ot TemnepaTypsl Harpesa
11t crutaBa Ta-H (¢ conepxanuem Bogopoaa 41 at.%). CkopocTh HarpeBa CIuiaBa CocTaBiisiyia 5

°C/muH

[Ipu oxnaxaeHun perucTpupyercs 3K30TepMudeckuid 3p@PexT B MHTEepBaJe
temneparyp 55-43 °C (pucyHok 5.17). JlaHHBI TeMIepaTypHbId WHTEpBaI
JIOCTAaTOYHO OJIM30K IO PaACHOJIOKEHUI0 K JMHUU pactBopumocTu Ha JIC Ta-H.
Bropas mpoumsBoanas curHaia DSC npu oxnaxAaeHUM TaKKE€ HMEET CIIOKHBIN
xapakrep, Temreparypa muHumyma DDDSC coBmamaeT ¢ MakCHMyMOM KpUBOMH

DSC, uto saBnsiercs QopmanbHbiM mnpuzHakoM DIl mepBoro poma. CTpyKTypy
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9K30TCPMUICCKOTO IMMKAa MOXKHO aIllIPOKCHMMHUPOBATL JABYMS HAKJIAJIbIBAIOIMUMUCSH

JpYT Ha Ipyra noAnukaMu (pucyHok 5.18).

Pucynox 5.16 - Pesynprar annpoxcumanui (Pypp) sH10TepMUUeckoro nuka DSC-curnana
1pu Harpese AByms noanukamu Py u P, ais crasa Ta-H (¢ conep:xanuemBonopoza 41 ar.%),

OKCIICPUMCHTAJIBHBIC JaHHBIC IIPCACTABJICHLI TOUKaAMU.

Pucynok 5.17 - 3aBucumocts DSC-curnana (1) ot remnepatypst oxiaxaenuss 1 DDDSC -
BTOpas Mpou3BoHas curHaia (2) ans crutaBa Ta-H (¢ conepskanueMm Bogopoaa 41 ar.%). CkopocThb

oxJtaxaeHus cocrasiisuia 5 °C/Muu
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Pucynok 5.18 - Pesynprar annpokcumanuu (Pyp,) HU3KOTEMIIEPATYpPHOTO
AK30TEPMHUUECKOT0 MHKa Mpu oxjaxaennn DSC-curnana npyms noanukamu Py u P, nist crimasa
Ta-H (c cogepxanuem Bojnopoaa4l ar. %). DkcnepuMeHTaIbHbIC JaHHBIE MPEICTABICHBI B BUIE

TOYCK.

[TosiBeHHE SK30TEPMUYECKOTO TMHKA C MYJIbTUILUIETHOW CTPYKTYpOHl Mpu
OXJIQXJEHUU OOYCIIOBJICHO BBIJICJICHUEM, [0 BCEM BUIAUMOCTH, HEKOTOPOU
MPOMEXKYTOUYHOH  THUAPUAHOM (da3bl C  ONPENENICHHBIM  IPOCTPAHCTBEHHBIM
pPAaCIOJIOKEHUEM aTOMOB BOJOPOJA. 3aTe€M MpU JAJbHEHIIEM OXJIAKIACHUHM ATOMBI
BOJIOpO/ia MepecTpanuBaroTcs B 6oJiee ycronuuByto € -a3y Ta-H. Takum obpazom, Ha
anmpokcUMupoBaHHOM  kpuBod  DSC-curnama  OTYETVIMBO bukcupyercs
JBYXCTyI€HYAaTas NEPECTPOUKA OJJHOTO PACIOJIOKEHUS ATOMOB BOJIOPOIa K IPYTOMY
[109].

JIByXCTyneH4YaThlii XapakTtep anmnpokcumupoBaHHoW DSC-kpuBoil mpu
HarpeBe (pucyHoK 5.16) 0OyCJIOBIIEH aHAJIOTHYHON TMEPECTPOMKONW TOJIBKO B
oOpatHOM HampapyiieHuU. [Ipu HarpeBe AanbHUN TOPSAOK PACHOJIOKEHUSI aTOMOB
Boziopona pazpymiaercs [109] u 0oO6pazyroTcsi 0671acTH MOBBIIIICHHOW KOHIIEHTPAITNH

BOJI0PO/1a, KOTOPBIN PACIIOJIOKEH B HUX MIO-HOBOMY.
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5.2.2 BeicokoTemnepaTypHble KaopuMeTpuueckue 3gpdekTsl B craBax Ta-H

PaccmoTpum BeICOKOTEMITEpATYpHYIO 00JaCTh MpeBpalieHuii B criare Ta-H,
KOTOpasi OMUCHIBACTCS dHIOTEPMUYECKUM 3 (DEKTOM, COMPOBOKIAIOIIUMCS TTOTEpEit
Macchl oOpasna (pucyHok 5.19). Kak ObUI0 OTMEUEHO B IKCIEPUMEHTAX CILIABOB
Nb-H, ymenblieHne Macchl HCCIEAyeMOro oOpasma IMpu HarpeBe OOYCIOBJICHO
sBaKkyanuen Bogopoja u3 Hero. CornacHo [110], aToOMHYI0 KOHIIEHTpAILMIO BOJOPOIA

B ciuiaBe Ta-H M0kHO OLIEHUTH 1O TOTEpe Beca 0Opasia.

Pucynox 5.19 - 3aBucumoctu DSC-curnana (1) u usmenenust maccol oopasna TG-curnana
(2) oT TemnepaTypsl HarpeBa A cruiaBa Ta-H (¢ conepskanuem Bonopoaa 41 at.%). CkopocTb

HarpeBa 5°C/MUH.

HNcxons w3 paHHbIX BTOpOoM mpom3BogHoM DSC-curnana mnpu Harpese,
CIIEIyeT, YTO NAaHHBIA SHAOTEPMUYECKUNA SPPEKT MOKHO OTHECTH K (a3zoBOMY
nepexony [ poma. CTpyKTypy BBICOKOTEMIEPATYPHOIO 3HAOTEPMHUYECKOTO IHKA
MOKHO almpOKCUMHUPOBATH JABYMsI MOANMMKAMHU, YACTUYHO HAKJIAJBIBAIOUIUXCS APYT
Ha Jgpyra (pucyHok 5.20). MHOrocTyneH4aThlii  XapakTep  CTPYKTYphI
SHJIOTEPMHUYECKOr0 THKa, COMPOBOXKIAIONIMKCSI moTeperd Macchl HaBecku [111],
XapakTepeH Kak Ipu HarpeBe ciulaBoB cucteM Nb-H, Tak u mpu pasznoxeHun

rmapujia TMTaHa B JAHHOM HHTCPBAJIC TCMIICPATYP.
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Pucynok 5.20 - Pesynprar annpoxcumanui (Pyp,) BEICOKOTEMIIEPATYPHOTO
snpoTepMudeckoro nmuka DSC-curnana marpesa nsyms noanukamu Py u P, murst crimaBa Nb-H
(22 at./% H). DxcriepuMeHTalIbHBIC JaHHBIC TIPEACTABICHBI B BUE TOYCK.

[Ipu nocnepyromeM OXJIAXKICHUM TAKOrO CIUIaBa HE 3apErHCTPUPOBAHBI
KaJiopuMeTpruueckue 3(QPeKTrl, 00yCIOBICHHBIC BBIICICHHEM THAPUIHONW (a3bl U3
TBEPAOTO PACTBOPA, UTO MOATBEPAKIAAET BHIXO]I 3HAUYUTEIIBHOTO KOJIMYECTBA BOAOPOIA
n3 obpasma. Ilpm OTCYTCTBMH, KOTOPOTO BBIJICJICHHE THAPHUIHONW (a3l TNpH
MOCJIEAYIOMIEM OXJIKIECHUU HEBO3MOKHO.

Crnenyer OTMETUTbH, YTO MPU MOBTOPHOM HArpeB€ JAHHOIO CILJIaBa BBIIIE
800 °C ne 3aduKCHpOBaHO KaKHX-HUOYIb 0coOeHHOCTeH Ha DSC KPHBBIX, 4TO TAKKe
MOATBEPKAAET OTCYTCTBUE JOCTATOYHOI'O KOJIMYECTBA BOIOPOAA.

CymiectBeHHO, uTO BUJ TepBoi nmpousBoaHou curHaia TG (DTG) moutu
unenTryeH uaMenenuto curuaimy DSC [111] (pucynok 5.21).

Kak Owbuto mpemnoxkeno mis crutaBoB Nb-H, nmpu HarpeBe crutaBa Ta-H
BO3HHMKAIOT YYaCTKH C TIOBBIIMICHHBIM COJIEP)KAaHUEM BOAOPOJA, OO0YCIOBICHHBIC
pacTBOpeHHEM THAPUIHONW (a3bl U BBICBOOOXKIECHHUEM BOJOPOJA. AHaJIOTHYHAs
cutyauus 3aduxcupoBana aBTopamu padot [90, 112] B cucreme Pd-H.

Korma ocnmaGeBaeT MEXKBOJIOPOJHBIC CBSI3H, TO OH MOJXKET BBIXOJIWUTH U3
CIJIaBa MPU ONMPEACICHHBIX YCIOBUSAX OKPYXKAIOIIEH Cpefibl, a TakKe HEOOXOJAUMO
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YBEJIIMYEHUE BOJOPOIONPOHULIAEMOCTH TOBEPXHOCTHOM TMJIeHKHM obpasua [113],

oOpa3yromencs MpHu HACBIIEHUH CIIABOB BOJIOPOIOM.

Pucynok 5.21 - 3aBucumoctu uzmenenus maccol HaBecku TG-curnana (1) u DTG (2) ot
Temnepatypbl Harpesa s civiasa Ta-H (¢ cogepxannem Bojgopoaa = 41 ar.%). CkopocTh Harpesa

5 °C/mMuH.

CymiecTBOBaHUE JIBYX MOJAMUKOB B alllIPOKCUMUPOBAHHBIX SHIOTEPMUUYECKHUX
apdexkrax 0oO0ycIOBIEHO, KaK Mbl cUYuUTaeM, OOpa30oBaHMEM  HECKOJIBKHUX
MOAU(UKAIIMA  MPOCTPAHCTBEHHOTO  PACIOJOXKEHUS  aTOMOB  BOJOpoAa B

KBa3MOJHOPOJHOM TBEPJIOM pacTBOpe Boaopoaa B Tantane [111].

5.3 Kanopumerpuueckue 3¢ dexrnl B ciiiaBax cucrembl V-H npu

TCPMOIIMKJINPOBAHUHA

JUIsi TONHOTHI TPEACTABICHUM O TMOBEAECHUU MPU TEPMOLMKIMPOBAHUU B
IIMPOKOM JIMANa30HE TEMIEPATYp CIUIaBOB METAUIOB V TIpyNIbl — BOJIOPOZ,
MpUBEEM JIaHHbBIC, TIOJyYeHHbIE B JApyrux paborax musa crmaBoB V-H [114, 115].
Knaccuueckas nuarpamma cocrosinug V-H [98] (pucyHok 5.22), moka3pIBaeT 4To IpH
HarpeBe Bbime Ttemmeparyp 200 °C He g0mKHO OBLIO OBITH  KAKUX-JTHOO

O0COOEHHOCTEM, HO MPOBEICHHBIC UCCIICIOBAHMS 3TO HE MOATBEPINIIH.
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[Tomyyennsie B paborax [114, 115] DSC-curnamer HarpeBa o0pasioB
BaHa/Ms, C PA3JIMYHBIM KOJMYECTBOM BBEICHHOTO BOJOPO/Ia, IPUBEICHBI HA PUCYHKE
5.23. ABTOpBI BBIACIAIOT TPU TEMIIEPATYPHBIX HHTEpBaja Ha JaHHBIX KPUBBIX C APKO
BBIPOKEHHBIMU SHA0TepMUYecKUMH 3 dekramu. Kpome Toro, xapakrep W3MeHEHUs
DSC-curHana MeHsieTCS 0OpU HM3MEHEHUM KOJWYECTBA BOJOPOJA B  CILIABE.
MynbTUIIETHBIN ~ XapakTep JHIOTEPMHYECKHUX IHKOB, COINPOBOXKIAIOIIUNACS
BBIZICJICHUEM BOJIOPOJia W3 HABECKH, ITO3BOJISIET OTHECTH MaHHBIH J(P(PexrT K

THUIIMYHBIM J1JI5 CITJIaBOB \Y I'pymIibl € BOOOPOIOM.
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Pucynok 5.22 - Jluarpamma cocrosinus V-H [92].
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Pucynok 5.23 - DxcniepuMeHTanbHble 3aBUCUMOCTH DSC-CUrHanoB oT TeMiiepaTypbl
Harpesa ais crutaBoB V-H. 1 — ¢ conepkanuem Bonopoaa 31 at.%, 2 - 11 ar.% H. CxopocTs

HarpeBa Bcex 06pasios 10 °C/MuH.
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Takum 006pa3om, HaOTIOAAETCS TIOJHOE COBITAJICHUE C 3aKOHOMEPHOCTSIMU,
YCTaHOBJICHHBIMHU B HacTosIIeH padoTe mis crutaBoB Nb-H, Ta-H. 310 mo3Bomsier

006001TUTh pe3yapTaThl DSC aHanm3a mo TepMOLMKINPOBAHUIO 3THX TPEX CILIABOB.
5.4 3akiaouenue

MeronoM nuddepeHManibHON  CKaHUPYIOWMIEH KaJOpUMETPUH  CIUIaBOB
METaJIOB V-IpyIIibl C BBEJCHHBIM B HUX 3JIEKTPOJIUTUYECKUM CIIOCOOOM BOJOPOIOM
(Nb-H, Ta-H) npu nHarpeBe 3auUKCHUpOBaHBI [Ba SHAOTEPMHUUYECKUX dPPeKTa:
HU3KOTEMIIEPATYPHBINA, PACIONOKEHHBIA BOJIU3HM JIMHUM PACTBOPUMOCTH, COTJIACHO
JC, u BeICOKOTEMIIEpaTYypHBIN, HE okuaaeMblid o kinaccuyeckum J[C. Oba rdpdexra
HOCAT uepThl pazoBoro nepexosa I poxa [105].

Huskoremneparypubie KanopumeTpuueckue 3(PQeKThl, pacroyoKeHHbIE B
untepBasie Temnepatyp 30 — 200 °C, He corjacyrTcs ¢ KJIacCHYeCKUMH (ha30BBIMU
auarpaMMaMu MeTtayuioB V rpynnbl-Bogopoa [106]. Ilo Bceldk BUOAUMOCTH, JTaHHbBIE
HU3KOTEMIIEpaTypHble KalopuMmeTpuueckue 3GGEKThl CBSI3aHBI C  MPOLIECCAMHU
o0pa30BaHUl KOHUEHTPALMOHHBIX (DIYyKTyaluii BOJW3M JIMHUA PacTBOPUMOCTH
TUAPUIHON a3kl B TBEPIOM pacTBOpPE BOAOpoaa B 3Tux Metaywax [109, 111].

Bricokotemniepatypubie 3P heKThl, pacloloKeHHbIE B UHTEPBAJIC TeMIEpaTyp
400 — 700 °C, compoBoxaaroTcsi BbIXoAoM Bojopoaa u3 cimaBa [107]. ITo Bceit
BUJIMMOCTH, JTaHHBIE BBICOKOTEMIIEpaTypHbie 3P(HeKThl 00YCIOBIECHBI MEPECTPOUKOM
YaCTUYHO YIOPSAOYEHHOW MO BOAOPOAY CTPYKTYpPhlI KBa3HOJHOPOIHOTO TBEPAOTO
pPacTBOpa B MOJHOCTHIO Pa3ynopsAI0YEHHYIO 110 BOJOPOAY O - a3y, ¢ mocaeay oM
BBIXOJIOM Bojiopojia u3 obpasna [108]. Takoii apdexr cxox ¢ DSC-curnaiom npu
pasznoxkeHnu TUApUAHOW (a3el W mpu HarpeBe crutaBoB cuctembl TiNiCu c

BOJIOPOJIOM, KOTOPBIE OBLITM PAaCCMOTPEHBI paHEee.
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I'maBa 6 lu¢ggepeHunanbHasi CKAHUPYHOILIA KAJOPUMeTPHSA

JETNPOBAHHBIX HEMEHTYECMbBIX U a30TUPYEMBIX crajeu

B npenpinymux rinaBax ObUIM TMPEACTABICHBI PE3YNbTATHl UCCIEIOBAHUS
KaJIopuMeTprudecknx 3(PQPEeKToB B COAEpKAIMUX BOJOPOA METaUlax M CIUTaBax,
KOTOpbIE MPEACTABISUIA cO00 (ha3bl BHEAPEHUS WM TBEP/bIE PACTBOPHI BHEAPEHUS.
HeoOxoaumo  OBLIO  BBISICHUTH  HACKOJBKO, YCTAHOBJIEHHBIE TIPHU  ATOM
3aKOHOMEPHOCTH SIBJISIFOTCSL OOIIUMHU U JIJIsl IPYTHX CUCTEM, OOpa3yIoIIUX TBEP/IbIe
pacTBOPHI BHEJIPEHUSI M COOTBETCTBYIOME (ha3bl. TakuMK W3BECTHBIMHU CHCTEMaMH,
KOTOPBIC HAIIIU IIUPOKOE MPAKTUUECKOE MPUMEHEHHE, sBistoTcs cucteMbl Fe-C u
Fe-N.

N3ydyennas co BpemeH wucciemoBanuid J[.K. YepHoBa nmarpamma xeje3o-
yraepon [116-119] ectb BO Bcex  ydyeOHMKAX IO  METAUIOBEACHUIO,
MaTepHaIOBEICHUIO U TEXHOJIOTHMH TEPMUYECKON 00paOOTKH METAILIIOB.

JunaroMeTpusi — sBISETCS HAUOOJIEEe UCIIOIb3YEMbIM METOJIOM HCCIEAOBAHUS
CTPYKTYPHO-()a30BBIX MpEBpAIICHH, MpoTeKatmux B cucreMax Fe-C. 3areM MOXHO
BBIJICJIUTh TEPMUYECKUI aHAIN3 U, 33 PEIKUM HCKIIOUEHUEM, MAarHUTOMETPUS WIIU
annzomeTpusi. JlaHHBIE METOABI UMEIOT PAJl HEIOCTATKOB: CJIOXKHO Pa3rpPaHUYUTh
MpOIIeCChl BBIJEICHUS W30bITOUHOTO (pepputa mmu (epputokapOUIHON cMecH, a
TaKKe OMNpEeNeIUTh MNPOMEXyTouHoe H Oe3auddy3monHoe mpepamienue [120].
[ToqoOHBIX HEJOCTAaTKOB JIMIIEH MeToa Ju(depeHInaIbHON CKaHUPYIOIIEH
kaopuMerpud. HecMoTpss Ha  MHOXecTBO mnpeumyimiectB  Meroga DSC,
UCCIIEIOBAHUSI CTaJIe C €ro MPUMEHEHUEM JOCTATOUHO HEMHOTOUYHCIICHHBI.

B pa6ote [121] merogom DSC 06bUIO yCTAaHOBJIEHO, YTO B 3a3BTEKTOUJIHBIX
CTalsIX B TEMIIEpAaTYpHOM HUHTepBaie A, - A;, OpPU HEKOTOPHIX YCIOBUSIX,
MPOUCXOJUT BbIACICHUE (PeppuTa, 4TO MPOTUBOpPEUUT auarpamme coctosinus Fe-C,
COTJIACHO KOTOPOW JUIsl 3a3BTEKTOMAHBIX CTajeil HE JOHKHO MPOUCXOJUTH

BBIZICTICHUE (heppuTa.



JlocTaToOyHO MHTEpecHble HaOMoAeHUA ObulM 3a(UKCUPOBAHBI METOJAMU
muddepeHIManbHOM  CKaHUpYyIolmel KamopuMerpun npu ucciaegoBanun DI
JISTUPOBAHHBIX cTajgedl B paborax [122-128]. B dyacTHOCTH, BHEpBBIE ObLI
3a()MKCHPOBAH CJIOKHBII MHOTOCTYNEHYATHI XapaKTep MPOIECCOB, MPOTEKAIOLIUX
IIPU HArpeB€ M OXJIAXKICHUMU JIETUPOBAHHBIX CTAJIE€W, KOTOpPHIE MPEKIE HE
(UKCUPOBATUCH JUIATOMETPUEH WM aHU30METPHUEH.

Takum  oOpaszom, nuddepeHimanbHas  CKaHUpYIOMAs — KaJOpUMETpUs
MO3BOJIAET  PACIIMpPUTh HAIIM 3HAHUS O Ipoleccax, MPOTEKAIUX B
MEXKPUTUYECKOM HHTEpBajie Temieparyp. B wactHocTH, aBTopamu pabots [129]
MOKa3aH ABYXCTYIIEHUYAThIN mpouecc aycreHutuszanuu ctamm 19X2I2MHOBA npu
Harpese. [lpu oxnaxkaeHun o-¢asbl, 10 BCEH BUIUMOCTHU, MPOUCXOAUT BBIJIEICHHUE
JIBYX THUIIOB MapTEHCUTA PA3IMYHON MOP(]OIOTHUHN.

B pa6ote [130] Obumn BmepBbI€ MOJYyYEHBI pe3ynbTarhl quddepeHnnanbHon
CKaHHUPYIOIIEH KajJopuMeTpuu Ha ctaisix Y8, cranu 50 u ApMmko xenesa. B padote
MIOKAa3aHO, YTO AIBTEKTOUHOE MPEBPALIEHUE TPOXOIUT KAK MUHUMYM B JBE CTaHH.

Takum oOpazom, mnpumenenne DSC mno3BoiseT pacliupuTh  Hallu
MPEACTABICHUS O CTPYKTYPHO-(a30BbIX MPEBPALICHUSAX B TEX CUCTEMAX, KOTOPHIEC B
HACTOSIIIEE BPEMS CUMUTAIOTCS XOpOIIO H3ydyeHHbIMHU. [lo3ToMy C HaydyHOW W
IPAKTUYECKON TOYEK 3pEHMsI MPEACTABISIOCH LEIeco00pa3HbIM C UCIOIb30BaHUEM,
pa3pabOTaHHBIX METOAMK U MOJYyYEHHBIX B pabOTE pe3yJbTaToB, U3yYUTh METOAAMU
DSC mnoBenenune B MexkputuueckoM wuHTepBasie temmeparyp (MKUT), mexmy
TOYKaMu A; U Aj; JETMPOBAaHHBIX CTalei, NPUMEHSAEMBIX Ui LEMEHTAlUd WU
a30TUPOBAHMS B OTBETCTBEHHOM  MAIIMHOCTPOCHHMH. Takue UCCleI0BaHUS

IIPOBEJICHBI BIIEPBBIE.

6.1 Kanopumerpuyeckue 3(P¢dexTbl NpHM TEPMOUUKIMPOBAHUM CTAJH

12X2H4A B MKHUT

Cranmp 12X2H4A npumensercs uisi UEMEHTAllMM BBICOKOHATPYKEHHBIX

JIeTaJIeil B OTBETCTBEHHOM MAIIMHOCTpOoeHuHn. PaccmoTpuMm mnepBoHauyanbHo DSC-
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KpUBble HarpeBa M oxjaxnaeHus cranu 10, ¢ Omuskum k cramu  12X2H4A
comepkanrem yriepoaa. Ha pucynke 6.1 npuenensi DSC-kpuBble HarpeBa u
oxjaxnaenus cranu 10. ['Mcrepe3nc Mexy HadyajqoM ayCTEHUTHOTO U MEPIUTHOIO
npespaennii cocrapiser 52°C.

[lepBbiii meperu® Ha KpUBOM HarpeBa (pUCYHOK 6.2) CBsi3aH C HavalioM
ayCTEHHTHOTO mpeBpaiienns npu temneparype 742°C (touka Ac;), 00yCIOBICHHOTO
NepexoAoM MepiuTa B ayCTEHHT. MakcuManabHas CKOPOCTh  IPOTEKaHUs

0
npeBpaiienus 3adukcupoBana npu 760°C. OxoHYaHHME Tpolecca ayCTEHUTU3ALMU
0
3adukcupoBaHo mpu Temmeparype 865°C, 00yCIIOBIEHHOE MEPEX0I0M H30BITOYHOTO
deppura B aycreHuT. CiemoBaTeibHO, AaHHAs TeMIlepaTypa COOTBETCTBYET TOYKE
0 .
Acs, UTO KOppEIupyeT co crnpaBoyHbIMHU 3HaueHUsIMU (Ac3=850°C) [131]. OOuwmit

TeroBoi 3 dekT nporecca cocrapisieT Q=-36 Jx/r.

Pucynok 6.1 - 3aBucumoct DSC-curnanos Harpesa (1) u oxnaxaeHus (2) oT TeMrepaTypsl

st cranu 10. Cxkopocthb HarpeBa u oxnaxaenust 10 °C/MuH.
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Pucynox 6.2 - 3aBucumoctu DSC-curnana (1) u DDDSC (2) ot Temneparypsl HarpeBa

ctanu 10. Ckopocts HarpeBa 10 °C/MuH.

[Ipn oxJaxaeHWM TakXke Kak W TMpu HarpeBe, (QUKCUpYyeTCSd OJuH
’K30TepMUYECKU MUK (pUCYHOK 6.3). IlepBriii nepern® kpuBoi 3auKCUpPOBaAH NpU
Temmeparype 690°C, Hayamo MEpIMTHOrO MPeBpalIeHns (Todka A,). MakcuMmyM
CKOPOCTH TpeBpalleHus pocruraerca npu temneparype 670°C. OxoHYaHHIO
MEPJIUTHOTO TIPEBpAIlleHHs OTBeuaeT Temmeparypa 652°C (Touka A,).

TernoBo#t adpdexr mpespamenus Q = 60 Jx/r, 4To HOCTATOUYHO OOJIBIIE
s dexTa npu Harpese. Takas pa3HUIA TEIUIOBBIX 3(D(PEKTOB HArpeBa U OXJIAKICHUS
o0yclOBJIEHa pa3HbIM MEXaHM3MOM IpPEBpallleHUN B 3TOM CTaau NpU HArpeBe U
oxnaxnaenun. CormacHo [130] »sHepreruueckue 3aTpaTthl Ha MNOJIUMOpPQHOE
IpeBpallleHUE MPU HArpeBe BCEra HECKOJBKO MEHBIIE, YEM IMPHU OXJIAXKICHUH, TaK
Kak ud¢y3noHHAs TMOJBMKHOCTH aTOMOB YMEHBIIAeTCS C  IOHM)XKEHHUEM
TEeMIIepaTyphl.

IIpyn HarpeBe M OXJAXKIECHUU COBIIAJIEHUE MaKCUMyMOB (MHUHMMYMOB) DSC-
curHaia 1 DDDSC-curnana oTBeyaeT MpPEeBpalllCHUIO TMEpJIUTa B ayCTEHUT (TpH
HarpeBe) M ayCTeHUTa B MepauT (MpU OXJAXKACHHHM) IPU HOHBAPHUAHTHOM

paBHOBecuu ((ha3oBbiii iepexon [ pona).
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Pucynok 6.3 - 3aBucumoctu DSC-curnana (1) u DDDSC (2) ot TemnepaTypsl OXJIax/1eHUs

ctanu 10.

Ha pucynke 6.4 npencraBinensl DSC-curnansl HarpeBa M OXJIaXKJICHUS CTallv
12X2H4A. Cnemyer OTMETHTb, 4YTO MEPBBIM IMKJI HAarpeBa W OXJIAXKICHUS
peanu3oBaH ¢ uzMepenueM DSC u paccmaTpuBalicsl Kak omepanys M0 yCTPAHEHHUIO
MOCJIEACTBUNA HAKIIENA W JPYTMX HEXEIATEIbHBIX BO3JECUCTBHU IEpE] TECTOBBIMU
u3MepeHusiMu. [losToMy s aHanu3a ObUIM MCIOJIB30BaHbI JaHHBIE, MOJyUYEHHBIE C
DSC-curnanoB mpu MOBTOPHOM HarpeBe.

OtnuuurensHont weptoi DSC kpuBbix nerupoBaHHoW crtanu 12X2H4A
ABJISIETCA HAJW4ue, B OTIMYME OT yriepoauctour cranu 10, nByx nmukoB Ha DSC
3aBUCHMOCTSIX HATPEBA U OXJIAXKICHUS.

JIByxcTyneH4aTelii 3HAOTEpMHUecKuid mnpouecc Ha DSC kpuBoil Harpesa
OOyCIIOBJIEH TMEpPEeX0JI0OM B AyCTEHUTHOE COCTOSIHUE HUCXOAHOM  (epputo-
LHEMEHTUTHON CTPYKTYphl (pucyHok 6.4, kpuBas 1). Hawamy »sToro mnpoiecca
otBevaeT Temmeparypa 735°C (Touka Ac), 3aBepiieHue (Touka Acs) 3aUKCUPOBAHO

npu 820°C. Temmnosoii 3dpdext npeBpamenus Q = - 6,5 Ix/r. Takum obpasom, B
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MKUT nabnromaeTcs akTUBHBIA ABYXCTYNEHYATHIH SHIOTEPMHUYECKHH MPOIECC,

KOTOPBIM OTCYTCTBYET IIpU HAarpese yriepoaucron cranu 10.

Pucynok 6.4. - 3aBucumoctt DSC-curnanoB oT TeMmneparypsl Harpesa (1) u oxjaxkaeHus

(2) cramu 12X2H4A. Cxopoctb HarpeBa u oxyaxaeHus 10 °C/mun.

CroxHbI XapakTep HW3MEHEHHs BTOpoM mnpous3BogHol DSC-curnama mnpu
HarpeBe (pUCYHOK 6.5, kpuBas 2) YyKa3blBae€T, YTO MpPU HarpeBe MPOTEKAIOT
HECKOJIbKO CMEHSIIOLIUX APYT ApyTa mpouecca, 00yCcIOBIECHHBIX MEPEX0I0M MepauTa
B aycTeHUT (TepBbIi MUK 0K0J10 750°C) 1 HEKOTOPHIM 000COOJIEHHBIM MPOIIECCOM B
MKUT rakoit nerupoBanHoi ctamu (muk okojo 790°C). Kak Obi0 OTMEUYEHO
aBTopamu  pabor [122-128], mpolecc ayCTeHHUTHU3AIMH B  JIETUPOBAHHBIX
HU3KOYIJIEPOAMCTBIX CTaJSIX MPOTEKAET B HECKOJbKO cTaauid. OgHako mpupoja ux
JIOCTOBEpHO HE ycTaHoBiieHa. CorjiacHO OOMIMM MpeACTaBICHUSM MpPU HArpeBe B
MKUT mpoucxomaut pocT aycTeHuTa 3a cueT GheppuTHON cocrtaBistomiei. [1o Bceit
BUJIUMOCTH, JaHHBIH MUK (okoso 790°C) oTBedaeT 3a pacTBOpPEHHUE H3OBITOYHOTO
dbeppura.

OHIOTEPMHUYECKUE THUKU MPH HArpeBe MOXKHO AaNIpOKCUMHPOBATH JBYMS

MOCJIEIOBATEIBHO CIEAYIOIUMHU JIPYT 3a IPYyroM mpoueccamu (pUcyHOK 6.6), Takum
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oOpa3zom, Tpolecc Mepexola B ayCTEHUTHOE COCTOSIHHE OCYIISCTBISIETCS B JIBE

ctaguu [132].

Pucynok 6.5. - 3aBucumoctu DSC-curnana (1) u DDDSC (2) ot Temiiepatypsl HarpeBa

cranu 12X2H4A. Ckopoctb Harpesa 10 °C/muH.

Pucynok 6.6 - Pezynbrat annmpoxcumanui (Pqpp) sH10TEpMHUYecKkoro nuka DSC-curnana

HarpeBa aAByMs noanukamu Py u P, ctanmu 12X2H4A. DxcniepuMeHTanbHbIe JaHHBIE MPEICTABIECHbI

B BUAC TOYCK.
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bonee BbICOKHME 3HAUEHHS KPUTUYECKHUX TOYEK MO CPABHEHUIO CO cTajbio 10
00yCIIOBJICHBI JIETHPOBAHUEM CTaJIH.

CootBetcTBEeHHO, U3 AaHHbIX DSC crienyer, 4To OoNTUMaIbHOW TEMIIEPATYPOIl
ayCTEHHTH3AINN JaHHOH cramn seisercs 830-850 °C. Harpes 0 3THX TeMmieparyp
rapaHTUPYeT B CTAJM IOJYYEHHE TOMOT€HHOIO ayCTEHHUTa, YTO COTJIacyeTcs CO
CIIPAaBOYHBIMU JTAHHBIMH, COTJIACHO KOTOPBIX, AyCTCHUTU3AIUS 3aKAHYMBAECTCS BBIILIE
800°C.

[Ipu oxnaxnenun (pucyHok 6.4, xkpuBas 2) HaOJIIOJAETCs paclleIICHUuE
IK30TEPMHUYECKOTO 3¢ (deKkTa Ha BBHICOKOTEMIIEPATYPHBIN (TIEPBBIN), MaKCUMyM
ckopocTu kKotoporo HaOmonaercs pu 700 °C, u HU3KOTEMIIEpaTypHBIN (BTOPOIl) C
MaKCUMYMOM CKOpocTH npoTtekanus mpu 640 °C.

[lepBbiii M3 HUX (BBICOKOTEMIIEPATYpPHBIN), MO BCEW BUIAMMOCTH, CBS3aH C
napluyagbHbIM XapakTepOM BbIAEIEHUS U30BITOYHOrO (eppuTa U3 ayCTEHUTA, TaK
Kak He 3adukcupoBan makcumyM Ha DDDSC-BTopoit npousBojaHo#t curnama DSC
(pucyHok 6.7). Jlssg 3TOro npoiecca XapakTepeH CKa4yoK CKOPOCTH BbIJICIICHUS Terla
npu nepexone Touku A;. Kinaccuueckas JIC Fe-C Takoro addexra He npeanonaraert.

Bropoii nuk (pucyHok 6.7) cBg3aH ¢ oOpa3oBaHUEM (DeppUTO-LIEMEHTUTHOM
cMecu (IepiiuTa) M3 COXPAaHUBIIETOCS K ATOW TeMIeparype aycTeHuTa. OTou
peaxkuu J10JKHO OTBeYaTh HOHBapUaHTHOE paBHOBecue. OO 3TOM CBUIETENLCTBYET
IIPAKTUYECKHU MOJHOE COBIIAICHUE TeMIlepaTypsl MakcumyMa Ha DSC 3aBucumoctu n
MUHHMyMa BTopoil mnpousBogHoi (DDDSC) B 3TOM wuHTepBaje TeMmmeparyp.
[TosTomy, ¢ (¢dopmManbHOM TOYKM 3pEHHUS, OTBETCTBEHHBIM 3a  BTOpPOH
AK30TEPMUYECKUI MUK CIEAyeT CUUTATh BKJAJ TeriaoBoro sddekra or ¢da3zoBoro
nepexoga | poma. CornacHO NOJIyYEHHBIX [AHHBIX, Hadajdy NPEBPAILECHHUS IPU
OXJIAXJEHUU OTOM cTanu (Touka A;3) orBedaeT Ttemmeparypa 720°C, a ero
3aBepuieHUI0 (Touka A;;) Ttemreparypa 610 °C. Hauano nepiuTHOro npeBpailieHus
perucTpupyercs npu TEMIIepaTypax HWXKE, YeM Yy HeJIermpoBaHHOM ctanmu 10, 4ro

OOyCJIOBJIEHO MEJJIEHHOW CKOPOCTBIO MPEBPAIICHUS ayCTEHUTa U COOTBETCTBEHHO
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YCTOMYMBOCTHIO ayCTEHHUTa BO BCEM IMEPIUTHOM HHTEpBaje NpPEBpALICHHUS NpU
JIETMPOBAaHNN OJJHOBPEMEHHO XpPOMOM M HHKeneM [133].
TennoBoil »¢dexT mpeBpaiieHus] pacrpeneieH ClIeIyrmuM o0pa3oM: JUIs

nepBoro sk3oTepmMuueckoro nuka Q = 2,5 Jlx/r, ansg sroporo Q = 19,7 JIx/r.

Pucynoxk 6.7 - 3aBucumoctu DSC-curnanos (1) u DDDSC (2) ot remnepatypsl

oxnaxaeHus ctanu 12X2H4A. Cxopoctb oxnaxaenus 10 °C/muH.

Cronp OOMBINIOE pa3iuyue B BEJIMYMHAX SHIOTEPMUUYECKOTO (HArpeB) u
IK30TepMUYEecKoro (oxyaxaeHue) 3¢ dexrax (GpazoBbIX MpPEBpaIEHUN CBSI3aHO, IO-
BUJIMMOMY, C Pa3IUYHBIM MEXaHHU3MOM IMPOMCXOAAIHX (Ha30BBIX TpaHCHOpMAIIUA:
KOOTIEpAaTUBHBIM TPU HArpeBe (CTPYKTypHash HACIIEACTBEHHOCTH) U TUDPY3HOHHBIM
npu oxnaxaeHuu [133].

Tak kax, ctanp 12X2H4A npumMeHsieTcsl B XUMHKO-TEPMUUYECKONH 00paboTKe
KaK XOpOIIO TIIeMEHTyemas CTajb, JUIsi TOHUMAaHUSA TPOIECCOB, PACCMOTPUM
3aKOHOMEPHOCTH TIPEBPAIICHUNA TIPU HATPEBE U OXJIAKICHUN B IIEMEHTOBAHHOM CJIOC
crtanu 12X2H4A.

OGpa3supl nponutk 1eMeHTanuoo Ha cioi 0,9-1,2 MM, 3aTeM C MOBEPXHOCTH

Obla cHsATa cTpyXxKka riayouHoit 0,05 mM. MukpocTpykTypa mociie UEeMEHTalud U
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BBICOKOI'O OTIYyCKa MpUBEAEHA Ha pUCyHKE 6.8. MUKpOCTPpYKTypa B HCCIEIyeMOM
00JIaCTH MpeaCTaBisIa cO00M 3a3BTEKTOMAHYIO 30HY B BHJIC TIEPJIUTA U CIMHHUYHBIX

Kap61/m013 Ha (I)OHG OCTAaTOYHOI'O ayCTCHHUTA.

Pucynok 6.8 - MUKpOCTpyKTypa LIEMEHTOBAaHHOTO cios ctanu 12X2H4A nocne nemenTanuu u

BBICOKOI'O OTITYCKa.

Ha pucynke 6.9 mnpuBenensi DSC-kpuBble HarpeBa H  OXJIAKICHHS
LIEMEHTOBAHHOTO cyos ctanu 12X2H4A.

[Ipy ananu3e KpUBOM HarpeBa LIEMEHTOBAaHHOIO CJOSI M €€ BTOpPOM
npou3BojiHON (pucyHok 6.10) He 3adUKCUPOBAHO MPU3HAKOB HOHBAPUAHTHOTO
paBHOBecUs TIpu TMepexojie mnepiuta B aycteHUT (dazoBwiii mnpexoa [ poxa).
MuUHMMYM SHIOTEPMUYECKOTO TMHKa pacnoioxedn mpu 726,5°C. OtcyTcTBYET
Makcumym DDDSC B o06sacTu TeMmreparyp perucTpanyu dHAOTEPMUYECKOTO IMUKa.
[Toaromy no ¢opManabHOMY MPHU3HAKY HENB3sSl CYMTATh, UTO TEIUIOBOM 3¢ (deKT 3TOro
npeBpauieHusi 00yCIOBJIEH 3HAYMMbIM BKJIaJ0M OT (ha3oBoro mpespaiieHus | pona.

DTO TpeBpallleHWEe HAYMHAETCA NpU Temieparypax okoyio 679°C, nocTaTo4HO
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HU3KUX Juis  (da3oBoro mepexomga 1o guarpamme coctosHun  (JIC)  mms
3a9BTEKTOMAHBIX CTajed (T.K. COoJep)KaHue yriaepoJa B LIEMEHTOBAaHHOM CJIO€
cootBercTByET 0,8-0,9%). Ternooit addexT peakiuu cocrasiset 30 Jx/r. 3a Touky

Acs cnenyet npuHsaTh Temneparypy 907 °C.

Pucynok 6.9 - 3aBucumoctu DSC-curnanoB ot temnepartypsl Harpesa (1) u oxnaxaenus (2)

JUTA IIEMEHTOBAHHOTO cJiof ctainu 12X2H4A.
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Pucynox 6.10 - 3aBucumoctu DSC-curnana (1) u DDDSC (2) ot TemnepaTypsl Harpesa

HEMEHTOBAHHOIO cjiof ctaiu 12X2H4A.

[Ipy oxnakaeHWW IIEMEHTOBAHHOIO CJIOS CTaiM co ckopocthio 10 °C/munH
(pucyHok 6.11), Ha KpUBOM OXJIAXACHUS 3a()UKCUPOBAHO TMOJABJICHUE MEPIUTHOTO
npespauienus. [lepBoit mpousBoaHoit DSC-curnana 3aguKcupoBaH JUIIb OTTOIOCOK
MEePIIMTHOTO MPEeBpAIICHHUs pu Temreparype 685°C, He MMeIOUMil OOIMX 4epT ¢
@I I poxa. Ipu temneparypax 457°C — 314°C 3adukcHpoBaHO, KaK MPEOIAraeTcs
MapTEeHCUTHOE (OEMHUTHOE) NPEBPAILIEHUE, YTO KOPPEIHPYET CO CIPABOYHBIMH
maHHBIMU 11t 9T0# cranu (M,=438"C). TemmoBoii s3dbdekT peakuuu cocrasmser 11,5

JIx/T.

Pucynok 6.11 — 3aBucumoctu DSC-curnana (1) u DDSC (2) oT TeMmieparypbl OXJITaKICHHS

EMEHTOBAHHOTO cios ctam 12X2H4A.

JlormyaeiM  OynmeT jganee  CpaBHUTh  KajopuMeTpudeckue IPGHEeKTsl,
IIPOTEKAIONIME IIPU HATPEBE M OXJIAXKICHHM B CTAJIM, COIEpIKALIEH aHAJIOTMYHOE
KOJIMYECTBO yrieponaa, kak B ctanu 12X2H4AA mocne nmemMeHTauuu Ha IpuMepe
ctanu Y12 (pucyHok 6.12).

Kak BugHO m3 pucynka 6.12 mporeccsl HarpeBa U OXJaXACHUS MPOTEKAIOT B

OJIHY CTaJuo, 0€3 YCIOXKHEHHUs XapaKkTepa BTOPBIX pou3BoaHbIX DSC-curnana npu
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Harpese u oxnaxaenun B MKMUT. XapakrepHo, uTo mnpsMoMy U OOpaTHOMY
NEpJAUTHOMY IPEBPAIIECHUIO U YIVIEPOAUCTOW CTalM OTBEYAlOT OJM3KUE IO

TeMIlepaTypaM PErucTpalid COOTBETCTBYIOLIUME SKCTpeMyMbl Ha KpuBbIX DSC wu

DDDSC.

Pucynok 6.12 - 3aBucumocts DSC-curnanos ot teMiieparypsl Harpesa (1) u oxjaxaeHus

(2) ctanmu Y12. 1" u 2" — Bropsle npoussoanbie curtaios (DDDSC). Ckopocts Harpesa u

oxuaxaeHus 10 °C/MuH.

Takum o00pa3om, LEMEHTAlMsI MPUBOJUT K 3HAYUTEIHHBIM HM3MEHEHHUSM B
KaJlopuMeTpruueckux d(pdektax npu HarpeBe u oxyaxiaeHuu craiu 12X2H4AA. U
HaOmonaembie d(PGEKTHl HE KOPPEIUPYET C TOBEACHHEM YTIIEPOJUCTON CTalld C

TaKUM K€ COIep’KaHUEM YTIIEpOJa.

6.2 Kanopumerpudeckue 3¢p@dexTbl nNpM TEPMOUUKJIMPOBAHUM CTAJIH

20X3MB® B MKUT

AHQJIOTUYHO TIPEABIAYIIUM MCCJIEAOBAaHUSAM, pPACCMOTPUM I Hadaia
MPEBPAILEHUS], IPOUCXOIAIINE MTPU HArPEBE U OXJIAXKIECHUU B YTIEPOAUCTON CTaln
20. Ha pucynke 6.13 npeacraiensl DSC-kpuBbie HarpeBa U OXJIQKACHUS JISI 3TOU

CTaau.
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Pucynok 6.13 - 3aBucumoctu DSC-curnano ot Temneparypsl Harpesa (1) u oxnaxaeHus

(2) cramm 20. Cxkopocth HarpeBa u oxjaxacHus 10 °C/MuH.

IlepBbrii mepern® Ha KpuBOM HarpeBa (pucyHok 6.14) cBsizaH ¢ HavajioMm
ayCTEHHTHOTO HpeBpamieHus npu temmeparype 745°C (Touka Ac;). MakcumanbpHast
CKOPOCTb TNPOTEKaHMs MpeBpalieHns 3apuxcupoBana npu 756°C. OkoHuaHue
mpomecca  aycreHmtH3anmd  3aduxcupoBaHo  mpu  Temmeparype  838°C,
CJIEIOBATENbHO, JJaHHAsl TEMIIEpaTypa COOTBETCTBYET TOUKe Acs. OOmmid TernaoBon
apdexT mpouecca cocrapisier Q= -23 JIx/r. [lo xapakTepy BTOpOW MNPOU3BOIHOM
DSC-curnana  (pucyHok  6.14)  MOXHO  TPEANOJIONKHUTh, UYTO  JAHHBIN
sHAOTepMUYEeCKU 3 (PEeKT peanzyercs IByMsi MEXaHU3MaMH.

PaccMmoTpum npeBpalieHus, TpOUCXoIdIue Ipyu OXJIaXACeHUH (PUCYHOK 6.15)
B cranu 20. Ilepseiii mepern6 kpuBoii 3admkcupoBan mpu Temmeparype 784°C,
KOTOPBbI MOKHO COOTHECTH C HayajoM BbIAeNeHUs (peppuTa U3 aycTeHUTa (TOUKa
A3). MakcuMyM CKOpPOCTH MpeBpalleHusi AocTuraercs npu temmeparype 675,4°C.
Emy otBewaer MuHMMYM (675,6°C) Ha DDDSC. OKOHYaHHIO HEpIHTHOTO

npeBpalleHust oTBedaeT Temieparypa 663°C (Touka A,).

109



Pucynok 6.14 - 3aBucumoctu DSC-curnana (1) u Bropoit npoussoanoit curnaina DSC (2)

OT TeMIieparypsl Harpesa cranu 20.

TeroBoit addexT npu oxJaxJACHUU B JiBa pas3a BHIIIE, YEM MPU HArpeBe U
coctasisieT 45 JIx/r, uTo 00yCIOBIEHO Pa3HbIMU MEXaHU3MAaMH NPEBPAILICHUNA MpU
HarpeBe U oxJjaxaeHuu. Kpome Toro, nepauTHOMY MPEBPAIICHUIO TIPU OXJIAKICHUH
(pucyHok 6.15) orBeuaer munumyM DDDSC no temniepatype. C uncto GpopmaibHOM
TOYKH 3PEHUS 3TO CBUACTEIBCTBYET O MpoTekanuu (azoBoro nepexona [ poma [133].
W3BecTHO, YTO TIEPJIMTHOE TMPEBpAIICHUE XapaKTepu3yeTcs HOHBAPHUAHTHBIM
PaBHOBECHEM M B 3TOM CIIy4a€ OHO MOXET OBbITh OTHECEHO K TaKOMY THUMY (ha30BOro
MIpEeBpAICHHUS.

Janee paccmotpum kpusble DSC nipu HarpeBe U OXJIaXICHUU JIETUPOBAHHOM
CTalu C aHaJOTU4YHBIM cojepxkanueMm yriaepoaa 20X3MB® (pucyHok 6.16).
[Iporiecchl HarpeBa W OXJIAKJEHUS JAHHOW CTalK MPOTEKAIOT MO 0ojiee CIOKHBIM
MEXaHM3MaM W MMEIOT MO JBa YETKO BBIpaKEHHBIX muka Ha DSC-curnanmax mpu

HarpeBe U OXJIAKJICHUH, 10 CPABHEHUIO C HEJIETUPOBAHHOM cTaibio 20).

110



Pucynok 6.15 — 3aBucumoctu DSC-curnana u Bropoii npousBoanoi curnana DSC (2) ot

Temneparypsl oxynaxaenus (1) cranu 20.

Pucynok 6.16 - 3aBucumoctu DSC-curnanoB ot Temrneparypsl Harpesa (1) u oxnaxaeHus

(2) cramu 20X3MB®. Ckopoctb Harpesa u oxyaxaeHus 10 °C/MuH.
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[Ipu warpeBe HaOMIOMAETCS pacCHICIUICHUE OHHAOTEPMUYECKOTO dddekTa
(pucyHOoK 6.16) Ha «HU3KOTEMIEPATypHbI», MaKCHUMyM CKOPOCTH KOTOpPOIO
HaOmogaetrcs npu 769 °C, U «BBICOKOTEMIEPATYPHBII» ¢ MaKCUMyMOM CKOpPOCTH
nporekanus npu 943 °C.

CnoxHplii XapakTep BTOPOM MPOU3BOJHOM CHUrHaJla CBUJIETEIBCTBYET O
HECKOJIbKMX CTaAMsX IpU HarpeBe B O00JAaCTH HU3ZKOTEMIIEPATYpPHOIO ITHKa
(pucyHok 6.17). HuskoremmneparypHblid HUK MOXHO aIllIPOKCUMHUPOBATh JIBYMS
NOCJIEZI0BATEIBHO CMEHSIOMMMUCS JPYT Apyra IpoueccaMu, MPOUCXOAIMMU MIPU
ayCTeHUTH3AIMU cTainu (pucyHok 6.18). [1o Bcelt BUAMMOCTH, JaHHBIN MUK OTBEYACT

34 ayCTCHUTHOC IIPCBPAIICHHAC.

Pucynok 6.17 - 3aBucumoctu DSC-curnana (1) u Bropoit npoussoanoit curnana DSC (2)

oT Temneparypsl Harpesa ctainu 20X3MB®A.
BricokoTemnepatypHblid MK, KaK MbI MIPEANOJIAraeM, CBsi3aH C paCTBOPEHUEM
n30bITOYHOTO (heppHTa, [JIsI ITOrO TMpOIlecca XapaKTepeH CKAudOK CKOPOCTH
BBIJICJICHUS TeTIa Tipu niepexojie Touku Ac3 (pucynok 6.17). C dopmanbHON TOUKH
3p€HUs OTBETCTBEHHBIM 332 BTOPOUW 3HAOTEPMUUYECKUN MUK CIEAYET CUMTATh BKJIaj

teroBoro 3dgdekra ot dazoBoro nepexona I poma. CremoBarenbHO, 00pa3oBaHUE
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ayCTCHWTAa WJET B TPH CTaIWH, YTO COBMAJACT C IOJIYYEHHBIMHU pe3yJbTaTaMu
uccienoBannii B padborax [122-128].

CorynacHO TMOJYYEHHBIX JAaHHBIX, Hayaly MpPEBpalleHUs] MPU HArpeBe 3TOU
ctanu (Touka A.) oTBeuaeT Temieparypa 727°C, a ero 3aBepuieHUIO (TOuka A.;)
temneparypa 964°C.

TeroBoit >¢dekT mpeBpallieHuss pacupelesieH CAeAYIOMHUM 00pa3oM: s

nepBoro sHAoTepMudeckoro nuka Q =-10,9 JIx/r, g sroporo Q = -4,2 JIx/T.

Pucynox 6.18 - Pesynprar annpokcumanu (P,p,) nepsoro sagorepmudeckoro nuka DSC-
CUTHaja Harpesa AByms nognukamu Py u P, ctann 20X3MB®. DkcniepuMeHTaNnbHbIE TaHHbIE

IpeACTaBJICHBI TOYKaAMH.

[Ipu oxnaxknenun 5ToM ctanu (pucyHok 6.19) sx3orepmuyeckuii dpdext
TaK)X€ paCIICIUIACTCS Ha JBa NMKA: HU3KO- W BBICOKOTEMIIEpATypHBIM. llepBblii
(BBICOKOTEMITEpATYPHBIN MUK) mpoliecc Jokaiu3yeTrcss B paiione 850°C u mo Bugy
BTOpoi mpousBoAaHo DSC-curnama taxxe moxker ObiThb oTHeceH kK DII 1 popa.
JlaHHBIMN NHK, MO-BUAMMOMY, OTBEYAET 3a BbIJEICHHE H30BITOYHOTO (eppura u3

ayCTEHUTA.
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Pucynok 6.19 - 3aBucumoctu DSC-curnana (1) u DDDSC (2) ot Temmnepatypbl
oxnaxnaenus ctanu 20X3MBODA.

BTopoil 3K30TepMUYECKHI THUK, KaK BUJIHO M3 AHAIM3A PA3JIOKECHUS IHKa
(pucynok 6.20), mpencraBiser co0OM JBE CMEHSAIONIME JApYyr Jpyra CTajJuu
oOpazoBaHus (GEppUTO-TICPIUTHOM CMecH, 0e3 TPU3HAKOB HOHBAPHUAHTHOIO
paBHOBecus ((hazoBoro nepexona I poaa).

Hawany mnpeBpamenusi (touka A;;) orBedaer temmeparypa 878 °C,
MaKCHMaJibHasi CKOPOCTh mporiecca aocturaercs npu 870 °C, 3aBeplieHHIo mpoiecca
otBeyaeT Temneparypa 743°C (touka A,y). s mepBoro nuka xapakTepeH TEII0OBOM
addekr (Q = 8,3 JIx/r), ms Broporo Q = 6,9 JIx/T.

Kak crnenyer u3 manneix DSC, ontumansHOM TEMIIEpaTypoi ayCTEHUTU3ALUN
JaHHOM cTanu sBisiercss temmeparypa 970-980 °C. MmeHHO B 3TOM HMHTEpBAJIE
TEMIIEpaTyp TOCTUTAETCS MPEBPAIICHUE BCErO KOJIMYECTBA (PEPPUTO-IIEMEHTUTHOM
CMECH B ayCTCHUT U €ro FTOMOTCHHU3aIIHS.

Huzkue 3nauenus ternoBbix 3¢ hekToB Pa3oBoi TpaHcPopMaluu dTOM CTaau

IIpU HArpe€B€c MU OXJAXKIACHUHU, ITO-BUANMOMY, 06YCJ'IOBJ'I€HLI 3aMCTHBIM BKJIaIOM
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KOOTIEpAaTUBHBIX MEXaHU3MOB (Da30BOM MEPECTPONKHU B CTAIM TAHHOTO XMMHUYECKOTO

cocraBa.

Pucynox 6.20 - Pesynprar annpoxcumanu (P,p,) HU3KOTEMIIEPATYpPHOTO
3K30TEPMHUECKOTr0 MHUKa AByMs noanukamu P u P, npu oxnaxaenuun cranu 20X3MBO.

3KCHepI/IMeHTaHBHBIC JAaHHBIC ITPEACTABIICHBI TOUKAMU.

[Ipu cpaBHEHUM KpUBBIX HarpeBa u oxynaxaeHus cranu 20 u cranu 20X3MBO,
MOYHO BBIICJIUTH CIEAYIOIICE:

-Bce npeBparieHus B ctaau 20X3MB® casuraroTcs B 0651acTh 00J71€€ BBICOKHUX
TEeMIEpPaTyp;

- B MKTH npu HarpeBe (pUKCUpyETCS aKTHUBHBIN 3HIOTEPMHUECKHUI MpoLECC,
OTCYTCTBYIOUIMI TPU HArpeBe YIVIEPOJUCTON CTAlM C TAKUM JKE€ COJEpKaHUEM
yriiepona;

-Xapaktep BTOpbIX TMpou3BOAHbIX DSC-curnanoB B cramm 20X3MBO
JEMOHCTPUPYET MYJIBTHUIUIETHBINA XapakTep (a3oBBIX IMEPEXO0JI0B NPH HArpeBe H

OXJIAXKICHUU.
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Tak xak cramp 20X3MB® mpumeHnsieTcs B XUMHUKO-TEPMHUECKOW 00pabOTKe
KaK LIEMEHTyeMasl CTajb, JJIsl IOHUMAaHHUSI MIPOLIECCOB, PACCMOTPUM 3aKOHOMEPHOCTHU
NpeBpallleHUuid TpU HarpeBe HM OXJAXICHUM B IIEMEHTOBAHHOM CJIO€ CTalld
20X3MB®. [Ipy nemeHTanmMy BO3HUKAET CTalb TAKOI'O YK€ THUIIA JIETMPOBAHUS, HO
3a9BTEKTOM/IHASL.

OG6pasupl nponutk 1eMeHTamnuo Ha ciod 0,9-1,2 MM, 3aTeM C MOBEPXHOCTH
ObLIa cHATa cTpykka riayounon 0,05 mm. CoxepkaHue yriepoaa B IEMEHTOBAHHOM
cinoe cocraBisger 1,1-1,2%. MukpocTpykTypa LEMEHTOBAHHOIO CIIOSl TIOCIE
LEMEHTALMU U BBICOKOIO OTITyCKa MpeACTaBlIeHa Ha pucyHKe 6.21. MukpocTpykTypa
B HcCIeAyeMOM 00J1acTH peICTaBIisia COOOM 3a3BTEKTOUIHYIO 30HY B BHJIE MTEPJIUTA

U KapOUJHOW CETKHU.

Pucynok 6.21 - MukpocTpykTypa ieMeHTOBaHHOTr 0 ci1osi ctainu 20X3MB® nociie nemeHTauuu u

BBICOKOI'O OTITyCKa.
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Ha pucynke 6.22 npuBenensl DSC-kpuBble HarpeBa M OXJIQXKICHUS
eMeHTOBaHHOTrO cnog cranu 20X3MB®. Ilpm HarpeBe perucTpupyrorcs naBa
sHpoTepMuyeckux ydactka Ha DSC  3aBucumoctn. OpuH, BecbMa ciiabo
BbIpaKEHHBbIM, B paiioHe 650 °C. EMy COOTBETCTBYET HEKOTOpas MOTeps Beca
oOpasua. BersicHeHHe npupona 3TOil aHOMaIUMU BBIXOJUT 32 PaMKH IPOBOAMMOIO
UCCIIEJOBaHMS.

[Ipu ananuze BTOPOro SHAOTEPMHUECKOTO 3 dekTa (pUCYHOK 6.22) HET SABHBIX
CBUJETEIBCTB HaINuus (azoBoro mnpespauieHus | pona, mockoibKy He GUKCUpYETCs
mMakcumym DDDSC B wuHTepBase TemrepaTyp peructpamuu 3Toro 3ddekra
(prcyHoK 6.23). HarpeB 06pasioB Bo BpeMs dKcIepuMenTa mposoamics o 1100°C.
[To Bceil BuauMOCTH, OOpasyloUIMecs NpHU LEMEHTAlUU CIEUKApOUJIbI, TaKxkKe
OKa3bIBAIOT BIMSHUE Ha KajopuMmerpuueckue »s¢dextel. TemmoBoil 3ddext

HIO0TEPMHUICCKON peakiuu coctapisgeT 28 JIx/r [134].

Pucynok 6.22 - 3aBucumoctu DSC-curnanoB ot temneparypsl Harpesa (1) u oxnaxaeHus
(2) uemenroBanHoro cios ctanu 20X3MB®. Ckopocts HarpeBa u oxnaxaeHus 10 °C/muH.
N3menenne curnana DSC npu HarpeBe U OXJaxAECHUU LIEMEHTOBAHHOIO CIIOS
NPUHIMIHAIBHO OTJIMYAETCS OT TOro, YTO OBLUIO 3aperuCTPUPOBAHO paHee MpU
TEPMOUMKINPOBAaHUU ATOM cTtasii. C OJHOM CTOPOHBI 3TO HE YIMBUTEIBHO,
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NIOCKOJIbKY ~ LIEMEHTaluusi IEepeBOAUT 3Ty CTajlb U3 JODBTEKTOMJIHOM B
3a3BTeKTOMAHYI0. C JIpyroil CTOPOHBI B JaHHOM Cllydae OTCYTCTBYET IpsiMas

KOppesius ¢ nopeaeHue 3a3prekrouinoi cranu Ha J1C Fe-C.

Pucynok 6.23 - 3aBucumoctu DSC-curnana (1) u Bropoit npoussoanoi curnaia DSC (2,

HITPUXOBAas) OT TEMIEPATypbl HArpeBa lleMeHTOoBaHHOTO ci1os ctanu 20X3MBO.

OHporepMuueckuii Mmakcumym curana DSC mpu HarpeBe HEeMEHTOBAaHHOIO
CJIOSl PACIIONIONKEH IMPHU CYIIECTBEHHO O0Jie HU3KUX TeMIleparypax, 4eM B CTallu
20X3MB®. Otot npouecc Henb3st uHTeprpeTupoBath kak @II I pona ¢ popmanbHOM
Toukd 3peHusi — no Buagy DDDSC. U nmostoMy nmpoucxonsdiire B HEMEHTOBAHHOM
CJIO€ IIPEBPALLECHUS HENb3sl OTHECTU K YACTO ayCTEHUTHOMY IIPEBPALLECHUIO, IIEPEXO]
IIEPJUTA B AyCTEHHUT, JJIs1 KOTOPOTO XapaKTEPHO HOHBAPUAHTHOE PABHOBECHE.

Pa3znoxxeHneM BTOpPOro SHAOTEPMHUYECKOIrO MHUKA MPU HarpeBe (PUCYHOK 6.24)
YCTAaHOBJICHO, YTO MPU HArpeBe IMPEBpALICHUE MPOUCXOAUT IO JABYM MEXaHU3MaM,
OJIMH TPOTEKAeT BO BCEM HMHTEpBaJIe TeMIEpaTyp 3HI0TepMmuueckoro sddexra, a
JPYTOM JIMIIb B HA4YaJIe 3TOTO MPOLECCca.

[Ipu oxnaxnenuu pazoBbie MEPEXOAbl B IEMEHTOBAHHOM CJIO€ (PUKCUPYIOTCS

npu OoJiee HU3KUX TeMIiepaTypax (pUCyHOK 6.25), ueM B ctanu 6e3 nementamnuu. Ho
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TOT Tmpouecc Henab3dd MnonHocThio oTHectH PII [ poma. Anmpoxcumanms
DK30TEPMUYECKOTO NHUKA MPHU OXJAXKICHUHM ITOKA3aJO0 JBYXCTYIIEHUYATHIM ITPOIIECC,

MIPECTaBICHHBINA TBYMSI MOJMUKAMH (PUCYHOK 6.26).

Pucynok 6.24 - Pesynbrat annpoxkcumanuu (Papp) 9HI0TEpMHUECKOr0 IMKA HarpeBa ABYMsI
noanukamu P u P, mist nementoBannoit cranu 20X3MB®. DkcriepuMeHTaIbHbBIE TaHHBIC

IpeaACTaBJICHBI TOYKaAMH.

Pucynok 6.25 - 3aBucumoctu DSC-curnana (1) u Bropoit npoussoanoit curnana DSC (2)

OT TeMIEepPaTypbl OXJIAXKACHUS IEMEHTOBAHHOTO cios ctanu 20X3MBO®.
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Pucynok 6.26 - Pesynprar annpokcuManuu (Papp) 3K30T€pMUUECKOr0 MUK OXJIaKACHHS
nBymst noanukamu Py u P, mist nementoBannoit cranu 20X3MB®. DkcniepuMeHTalbHBIC JaHHBIC

IpeaACTaBJICHBI TOYKaAMMH.

Takum o00pa3om, IIEeMEHTAlMsl MPUBOJUT K 3HAYUTEIbHBIM H3MEHECHUSIM B
KaJlopuMeTpuuecknux dd@exrax Tpu HarpeBe ¢ OXJKICHUUM DJTOW CTaju.
[lonyuyeHHble  JaHHBIE, HE KOPPEIUPYIOT C TMOBEACHUEM  YIJIEPOJIUCTOU

3a3BTEKTOUIHOW CTaJM IIpuU €€ TepmonukianpoBannu B MKUT.

6.3 Kanopumerpudeckue 3¢@dekTbl NpM TEPMOUUKJINPOBAHUM CTAJIH

38X2MIOA 8 MKUT

AHaNOrnyHoO, KaK U C MPEABbIAYIIHUMH CTaISIMHU, PACCMOTPHUM I€PBOHAYAIBHO
KasopuMmetrpruyeckue 3pPexThl B HeerupoBaHHoM cranu 40.

Ha pucynke 6.27 npuBenensl DSC-kpuBble HarpeBa u oxJyaxaeHus cranu 40.

Ipu temneparype 740°C 3adukcupoBaHo mepBoe m3MeHenne DSC-curHaima
pyu Harpese (PUCYHOK 6.28), 00yCIOBICHHOE HaYaJIOM ayCTEHUTHOTO MPEeBPaIllCHHUS.

CnenoBaTenbHO, JaHHAs TeMIeparypa meperuda COOTBETCTBYeT Touke Ac;. [lpu
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0
temriepatype 770 C 3adhUKCUpOBaHO OKOHYAHHNE ayCTEHUTHOTO MPEBpaIeHus (ToUKa

Ac;). TemoBast sHEpPTUs, BBIICIUBIIASACS HA JAHHOM 3Tare, cocTaBisaeT -32 JIK/T.

Pucynok 6.27 - 3aBucumoctu DSC-curnanos or Temneparyp Harpesa (1) 1 oxmaxaeHus

(2), monyuennsie 11 cranu 40. CKOpOCTh HarpeBa U OXJIaXKICHUS 10°C/mun.

Pucynok 6.28 - 3aBucumoctu DSC-curnana (1) u Bropoit npousBoanoit curnaina DSC (2)

OT TeMIieparypsl Harpesa cranu 40.
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IIpu nocnenyromem oxnaxaeHuu Ha DSC-kpuBol peructpupyroTcs nBa
’K30TepMUYECKHUX NUKa (pucyHOK 6.29). [lepBoHayanbHOe n3meHenne DSC-curnana
00yCIJIOBIIEHO, TIO BCEH BUAMMOCTHU, HaYaJIOM BBIJIETICHUS U30BITOYHOTO (heppUTa mpu
temmepatype 726°C (Touka An). DTOT dKk30TepMudeckuii 3QdeKT mpocTupaercs Ha
BECh TEMIIEpAaTypHbI MHTEpBaI BhIJIEICHUS (eppuTa U3 aycTeHuTa (pUCyHOK 6.29).
Bropoii sk30TepMHUecKUil TTUK OTBEYaeT 3a BbIACJIEHHWE W3 ayCTeHHUTa (PeppuTo-
IIEMEHTUTHON cMmecu (0oOpa3oBaHHWE TepiauTa U3 ayCcTeHWTa). MakcuMallbHas
CKOPOCTBh mporuecca gocturaercs npu remneparype 665°C. OKOHUYaHHIO NEPIUTHOTO
npeBpaileHust orBevaeT Temieparypa 649°C (Touka A,).

Termnosoit 3@ dext npepamenus Q = 34 J[/r, 4TO TPAKTUYECKU COBMHAIAET C
TerioBeiM 3¢ dekToM npu HarpeBe. Xapaktep usmeHeHuss DDDSC B unTepBanax
TEMIIEpaTyp PErucTpaldd SHIOTEPMHYECKMX M 3K30TEPMHYECKUX IP(PEKTOB
(pucynku 6.28 u 6.29) mo3BONSET OTHECTH MO (opMaTbHOMY MPU3HAKY OTHU
npeBpamenuss k ®DII [ poma. O6 3TOM ke, B YaCTHOCTH, CBHUJETEIHCTBYET
annpoKCUMAanusi  AK30TEPMUYECKOrO0  MUKAa  OJHUM  TayCCOBCKUM  ITHMKOM

(pucyHoxk 6.30).

Pucynok 6.29 - 3aBucumoctu DSC-curnana (1) u Bropoit npoussoanoit curnana DSC (2)

OT TEMIEPATYPHI OXJIaxaAeHUs cTanu 40.
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Pucynok 6.30 - PesynbraT annpokcumanuu (P,,p) 9K30TEpMHYECKHX TUKOB ABYMS
noanukamu Py u P, mpu oxnaxknennu cranu 40. DKcriepuMeHTa IbHbBIC JAaHHBIC TPEIICTABICHBI B

BUAC TOYCK.

PaccmoTpum kpuBbeie DSC npu HarpeBe M OXJIAKICHUM JIETUPOBAHHOM CTaN
38X2MIOA (pucynok 6.31). Ilporecchl HarpeBa JaHHOW ctaid, 1Mo gaHHbIM DSC
aHanM3a, MPOTEKAIOT MO OoJiee CIOXKHBIM MEXaHM3MaM, YeM B HEJIETUPOBAHHOU

ctaiu 40.

Pucynok 6.31 - 3aBucumoctu DSC-curnanoB ot TemnepaTypsl Harpesa (1) u oxyaxaeHus

(2) cramm 38X2MIOA.
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Ha pucynke 6.32 npencrasiieHa 3aBucuMocTb DSC-curuana ot temneparypbl
IIPU HarpeBe M ero BTopas npousBojHasa craiu 38X2MIOA.

Ha 5Toll 3aBUCMMOCTH MOKHO BBLACIUTH JIBa HHAOTEPMUYECKUX Y4YaCTKA.
[lepBbiit U3 HUX TOJDKEH OTBEYATh MPOIIECCY MEpexo/ia MepiuTa B aycTeHUT. Bropoii
— HEKOTopoMy H5K3oTepmuueckomy mnporeccy B MKUT. Cnenyer orMeTuTh, 4TO
takoi Bua DSC-curnana npu HarpeBe 3TOW CTalM B KaU€CTBEHHOM IIJIaHE MOXO0XK U
Ha Kanmopumetrpuueckue d(pdextsr npu HarpeBe ctamu 07X3THM u 10X3I3MO
[124, 125, 127].

[Ipu TepmouuknupoBanun yraepoauctoil craim Ct40 Takue 0COOEHHOCTH B
MKMUT ne nHabmroarorcs.

[Ipu nanpHeiimeM mnoBblieHMU Temnepatypel Ha DSC  3aBucumoctu
peructpupyercsi  (pUCyHOK 6.32)  XOpOIIO  BBIPAXXEHHBIA  JIOKAJIM30BAHHBIN
HAOTEPMUYECKUN 3PPEKT, KOTOPHIM, IO BCEH BUIMMOCTH, W CBS3aH, Kak
TOBOPUJIOCH paHee, C PaCTBOPEHUEM H30BITOUHOTO (eppuTa MpU HArpeBe CTaId B
MKMUT.

[lo maHHBIM KaJOPUMETPUYECKOTO aHalW3a TEeMIepaTypa Hayajla pa3BUTHS

storo nporiecca 786°C u ero 3apepurenns 873°C.

Pucynoxk 6.32 - 3aBucumoct DSC-curnana (1) u Bropas npoussoanas cursana DSC (2) ot

TeMIiepaTypsl Harpesa cranu 38X2MIOA.
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Tak kak, B ctasm 38X2MIOA wmensbie n3dosirounoro ¢geppura [135], yem B
ctanu 12X2H4A u 20X3MB®, cOOTBETCTBEHHO ILIONIa/lb BTOPOTO MUK MEHBIIIE.

[Ipu oxnaxnenun (pucynok 6.33) nma DSC 3aBucumoctu QuKcHpyeTcs
0COOEHHOCTh, CBSI3aHHAS C HAYAJIOM BBIJICTICHUS U3 aycTeHHUTa depputa (TOUKa A,3).
[To mannpiM DSC 3toT npouecc HaunHaetrcs npu 764°C. CripaBouyHbIE 3HAYEHUS A3
nns oto ctanu 740 °C. Ilpu nanbHEHIIEM OXJIaKJICHUM HAYMHAET PAa3BUBATHCS
AKTUBHBIM JK30TEPMUYECKHM IPOLECC, CBA3aHHBIA, KAK Mbl IPEAINOaracM, c
MEPEXO/IOM COXPAHMBLIErOCsl aycTeHuTa B nepauT. OH 3akaHuuBaeTcs npu 663°C.
CnpaBouHoe 3HaueHHE A JJIs 3TOW cTanu naercs kak 665°C [136]. OTBeuaromiee
ATOMY 3K30TEPMHUYECKOMY MHUKY n3MeHeHue curHama DDDSC cBuperenbCcTByeT 0

BO3MO>KHOCTH MPOTEKaHUs B 3TOM TemnepaTtypHoM uHtepBaie OII I pona [137].

Pucynok 6.33 - 3aBucumoctu DSC-curnana (1) u Bropoit npoussoanoit curnana DSC (2)

OT TeMmneparypsl oxjaxaeHus ctanu 38X2MIOA.

Crnenyer OTMETUTH, YTO KOJMYECTBO TOTJIOMIAEMOM TEIJIOTHI TIPU TEpPeXojie
CTJIM B ayCTEHUTHOE COCTOSTHUE cocTaBisieT ~24 J[K/T, 4TO JTOCTATOYHO MEHBIIIE,
YeM BBIJICTMBINASICS TEIJIOTa MPU 0OpaTHOM mpeBpanieHuu aycrenuta (=37 Jx/r)

[135]. MakcuManbHas CKOpOCTb IIPOLIecca OCTUraeT mpu Temmepatype 689°C.
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IIpu cpaBHEHHMH KpHMBBIX HarpeBa W oxjaxiaeHus cramu 40 wu cramm
38X2MHIOA, MOKHO BBIJIEIUTH CIEAYIONIEE:

-BCE MPEBPAILICHUS CIBUTAIOTCS B 001aCTh 00Jiee BBICOKUX TEMIIEpaTyp;

-Xapaktep BTOpbIX Mpou3BoAHbBIX DSC-curnanoB B cramum 38X2MIOA
JNEMOHCTPUPYET MYJIbTUIUIETHBIA XapakTep (a3oBoil TpaHcopMmanuu (pUCYHKH
6.32, 6.33).

-00Hapy>KeH  HEW3BECTHBIH  paHee DSHAOTepMHUECKUd  dPdexkT mpu
aycTeHu3anuu jJerupoBaHHoil ctani B MKUT. Ananornunast cutyanus XapakTepHa v
st paHee paccMoTpeHHbIx ctanet 12X2H4AA u 20X3MB®. CymectByromiue
TEOpPUHM AYCTEHU3AllMM TOKa HE Jal0T OOBACHEHHE 3TOMY HEOOBIYHOMY 3(P(EKTY
[124, 128].

Cranmp 38X2MIOA mnpuMeHsieTcs B NPOMBINUIEHHOCTH KAaK a30THpyeMas.
[Tosromy  HEOOXOIMMO  pPAaccMOTPETh  KalopuMerpuueckue  dhdexTs B
a30TupoBaHHOM cjoe cramu 38X2MIOA. OOpa3ipl MpONUTM a30TUPOBAHHE HA
ryouny 0,55-0,65 Mm, 3aTeM C MOBEpXHOCTH OblIa CHSTA CTPYXKa T[IIyOMHOM
0,03 MM. MUKpOCTPYKTypa a30THPOBAHHOTO CJOSI MPEICTABIEHA HAa pUCyHKE 6.34 u

XapakTepu3yeTcs: B UCCIeAyeMOod Hamu oOnactu €, y’-ha3zamu U OpayHUTOM - Y
(ot y7).
Ha pucynke 6.35 mnpuBeaensl DSC-kpuBble HarpeBa M OXJIQXKICHUS

a30TUPOBAHHOTO cJost ctain 38 X2MIOA.
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Pucynox 6.34 - MukpocTpykTypa a30TUpoBaHHOTO ciios ctainu 38 X2MHIOA

Pucynok 6.35 - 3aBucumoctu DSC-curnanoB ot temneparypbl Harpesa (1) u oxiaxaeHus

(2) azotupoBanHoro cnos ctanu 38X2MIOA.
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Ha pucynke 6.36 npusenensl DSC kpuBas HarpeBa u ee BTOpasi MPOU3BOAHAS
azotupoBaHHoro ciuost cramu 38X2MIOA. Hawany mnpouecca ayCTEHUTU3ALHMH
npeamiecTsyeT mnosiieHne Ha DSC 3aBUCHMOCTH HEKOTOPOW 3HIOTEPMHUYECKOU
OCOOCHHOCTH, KOTOpasi, Kak MbI [peAnoyiaracM, CBs3aHa C MPOTEKAaHUEM
HBTEKTOUHON peakiuu B cucteme Fe-N, a uMeHHO € —y+y', Temmneparypa KOTOpoOi
cocraBmsier 650°C [136]. KOCBEHHBIM MOATBEPKICHUEM 3TOMY MOXKET CIY)KUTh
peructpainus B 3ToW TemmeparypHoir obimactu Ha DDDSC (BTOpas mpou3BOmHAS
DSC-curnana) 3aBucumocTd Makcumyma c Onuskumu k DSC temmeparypamu

COOTBETCTBYIOIIUX APYT APYTY SKCTPEMYMOB HA 3TUX 3aBUCUMOCTSIX.

Pucynok 6.36 - 3aBucumoctu DSC-curnana (1) u Bropoit npousBoanoi curnana DSC (2)

OT TEMIIEpaTypbl HarpeBa a30TUpPOBaHHOTrO cios cranu 38X2MIOA.

[Ipu nanbHeiIeM HarpeBe BO BCEM HUCCIEAYEMOM TEMIIEPaTypHOM HHTEpBAJIE,
orcyrctBytoT Ha DSC KpuBOil 0COOCHHOCTH, KOTOpHIE MOHO OTHECTH K
MPOTEKaHUI0 OOpPAaTHOTO MEPIUTHOTO (OpayHUT) MpeBpalIeHUsI U PACTBOPEHUIO
n30eITouHOTO (hepputa [138].

Oco0eHHO creayeT OTMETUTh, YTO MPHU HarpeBe, HauMHas NMPUOIUZUTEIBHO C

620 °C, nabmrogaeTcst 3aMeTHasi moTeps Beca oOpas3iom (pucyHok 6.37), KoTopas
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npojaokaeTca BIUIOTH A0 Temmepatypsl 1000 °C, To ecTh Jaxe B YHUCTO
ayCTEHUTHOM o0Osactu. BrionHe 00OCHOBaHO OTHECTH 3Ty IOTEPK0 BeEca 3a CUET
BBIXO/Ia 230Ta U3 CTaJH.

[Ipu sTomM cremayeT oOpaTWTh TakKe BHUMaHWE HAa CUJIBHYIO B3aWMOCBS3b
KMHETHKU BBIXOJ]a a30Ta C KaJOPUMETPUUYECKUMU d(PexkTamMu Mpu HarpeBe. ITO
noATBepKaaeTcss nepBoil  mpousBoaHoM  TG-curHama, KoTopasi —IOBTOPSIET
3aBucuMocth  DSC-curnanma  (pucynku  6.36, 6.37). N3  nomydeHHBIX
TepMorpauyecKux JaHHBIX, MOKHO OILICHUTh KOJIMYECTBO BBIMICAIIETO U3 CTaJH
a30Ta. B TaHHOM KOHKPETHOM CiIy4a€ BECOBOE COAEPKAHUE BBILIEAIIErO a30Ta U3

CTaliv JICKUT B uHTEpBaie 1,9-2,2 Bec %.

101,5
L 0,00
101,0 L 0,02
L 0,04
100,5 - L 0,06
\ - 0,08 O
g 0,10 &
98,5 L 0,12
L 0,14
99,0 1 L 0,16
L 0,18
98,5 . . ' ; 0,20
600 700 800 900
1,0¢C

PI/ICYHOK 6.37 - IameHeHne Macchl HABECKH IIPpU HArpeBe€ a30TUPOBAHHOI'O CJIOs CTAJIN

38X2MIOA. 3-noteps maccol obpasiua (TG), 4-nepBas npousBoHas curHana TG.

Kak u mpenmnonaranocs, DSC 3aBucuMocTH mpu OXJaXJIEHUU OyIyT MMETh
cBOM 0ocoOeHHOCTH (pucyHOK 6.38). Ha HUX MOXXHO OTMETUTH 00JIACTh TeMIIEpaTyp
Havyana npeBpaumieHuss B MKUT npu oxnaxaeHun W3 ayCTEHUTHOTO COCTOSHHUS
(oxoisio 856 °C) u uHTEpBaN TEMIIEPATYP Pa3BUTHUS MEPIUTHOTO MpeBpaineHus. Bujg
m3meneHns DDDSC nocut npusnaku @II I pona, 4yTo ykas3slBaeT Ha NPOTEKAaHUE B

JAHHOM HWHTEpBaJIe MEPIUTHOro mpeBpaileHus. OHAKO TeMIepaTypa 3aBeplIeHHE
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npoiiecca nepexoga onpeaessieTcss HeoaHo3HayHo (pucyHok 6.38). Cyas mo Bcemy,
oHa Oxm3ka k 620 °C.

TemmoBoii »ddekt mpeBpalieHus] MPU OXJIAXKICHUHW a30THPOBAHHOW CTalln
okaszascs paBHbIM 36 JIXK/T, 9TO PaKTHUUECKU COBMAAAET C TEIUIOBBIM 3(PHEKTOM Npu
OXJAKICHUM OSTOW CTalM, HE TIOJBEPraBIICCS a30TUPOBaHHWIO. MaKcHMalbHas

CKOpOCTB mpotiecca peructpupyercs mpu 700 °C [138].

Pucynok 6.38 - 3aBucumoctu DSC-curnana (1) u DDDSC (2) ot remnepartypsl

OXJIQXKAEHUS a30TUPOBAHHOTO cJios ctanu 38X2MIOA.

[Ipy mOBTOpPHOM HarpeBe a3z0THUPOBAHHOIO cios (pucyHok 6.39) (mocie
BBIXOJIa a30Ta) HE HAOMIOJAIOTCA KallopuMmeTrpudeckue 3(dEKThl, XapaKTepHbIC IS

ctanu 38X2MIOA 110 azoTupoBaHusl.
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Pucynok 6.39 - 3aBucumoctu DSC-curnana ot remneparypsl Harpesa (1) u oxjaxkaeHus

(2) azorupoBanHoro cios cranu 38X2MIOA nocrie noBTopHOro HarpeBa (Iocie BbIX0/1a a30Ta).

Takum o6pazom, B 00pasiie (mMocjae BhIXOAA a30Ta W3 00paslia) COXpaHsIETCs
YaCTUYHOE TMOJaBiIeHHE (a30BOTO TpeBpamieHus npu Harpese. lloteps Mmacchbl

HABECKH B OTOM ClTydae He HaOJIF0MaeTcs.
6.43axkr0uenue

BriepBbie  OCYIIECTBICHO MNpEeHU3UOHHOE omnpeneneHue wmerogamu DSC
KPUTUYECKUX TOYEK W TEIUIOBBIX OS(PQPEKTOB TMpH HArpeBe M OXJKICHUU B
HU3KOYTJIEPOAUCTBIX JErupoBaHHbIX cramax 12X2H4A, 20X3MB®A u cramu
38X2MIOA. OOHapy:KeHbI JIOKAJIM30BaHHbIE IHAOTEPMUYECKHUE U HK30TEPMUUYECKUE
abdexter B MKUT ¢ npucymumu ¢azoBomy nepexony I poma ocobeHHOCTSIMU TIpH

pPacTBOPEHUH WJIM BbIACICHUH U30bITOUHOTO (pepputa [132, 138].
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[Ipu aycrenuzanuu B MKUT oOHapyxeH BbIpa)K€HHBIH 3HIOTEPMHUYECKUIA
2 (deKT, MosBICHNE KOTOPOTO HE BHITEKAET M3 CYIIECTBYIONIUX MPEACTABICHUA 00
ayCTEHUTHOM IPEBPALICHUH.

OObnapy>keH cKaukooOpa3HbIM XapakTep BBIIEICHHS TEIUIOBOW SHEPTUU TPHU
nepexoje TOUKU Ar; MpU OXJIAXKICHUU cTajell. DTo HaOII01aJI0Ch paHee B cUCTeMax
MeTaIoB V Ipymnbi-Bo1opo (cM. ['nara 5).

OOHapyXeHO 3aMETHOE BIUSHHE BBEACHHOTO B CTaldb YyIjepoja IIpH
[eMeHTalud Ha (a3oBble TpaHCchOpMalMK MPU HArpeBe IIEMEHTOBAHHOTO CJIOA, a
UMeHHO, otcyTcTBUe Ha DSC kpuBOoil 0COOCHHOCTEH, KOTOPbIE MOXXHO OTHECTH K
MPOTEKAHUIO  MPSAMOT0, MNEpPIAUT—>ayCTEeHUT, TMpeBpalieHus. ITO  OOBIYHO
COMPOBOXK/IAETCS BBIJICTICHUEM aHOMAJILHO OOJIBIIIOTO KoJinyecTBa Teria [134].

Bnusinue yriepoga mnpu  LEMEHTAllMM Takke OTMEYeHO Ha (a3oBbie
TpaHchOpMAaIIMK TIPU OXJIAKICHUH [IEMEHTOBAHHOTO CJIOSl, @ UMEHHO, OTCYTCTBUE Ha
DSC xpuBoit 0COOEHHOCTEM, KOTOPbIE MOKHO OTHECTH K MPOTEKaHUIO OOpaTHOro,
ayCTEHUT—IIEPINT, npeBpamieHus [ 134].

BrnepBbie 0OHapy»KeHO 3aMETHOE BJIMSHUE COJEPKAIlErocs B CTaM a30Ta Ha
¢dazoBbie TpaHChOpMaLMKM MIPU HArpeBe a30TUPOBAHHOTO ciosi ctanu 38X2MIOA, a
uMeHHO, oTrcyTcTBue Ha DSC kpuBOit 0COOCHHOCTEH, KOTOpPBhIE MOXXHO OTHECTH K
MPOTEKAaHUI0 OOpPAaTHOTO NEPIUTHOTO (OpayHUT) MpeBpalieHUusT U PACTBOPEHUIO
n30bITOuHOTO (hepputa [138].

3adukcupoBaHa TOTEps Beca a30TUPOBAHHOrO oOOpasila TpU Harpese,
0o0ycCJI0oBJIEHHAs BBIXOJ0M a30Ta u3 ctanu [138].

[Tocne aycTreHu3anuu W BBIXOJE a30Ta W3 CTalU, MPU €€ MOCICAYIOIIEM
OXJIQXJEHUU HE MPOUCXOIUT MOJIHOTO BO3BpaTa K COCTOSIHUIO, TUMIMYHOMY ISl HE
colepiKallle a30Ta CTald, TeMmIepaTypHas o00yacTh (a30BBIX MpEBpaICHUM
pacuupsieTcs, a TeMIepaTypy 3aBepIICHUs IPOIEcca ONMPEAEISIETCS HEOJTHO3ZHAUHO.

He Bcernma HabmtomaeTcss COOTBETCTBHE MEXIY TeMIIEpaTypaMH KPUTHUIECKUX
TOYEK MCCJEAOBAHHBIX CTajied, onpeaeaeHHbIMUA U3 AaHHbIX DSC, U cripaBOYHBIMU

JaHHBbIMU.
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O6napyxenusie dhdexTsi, mTpu aHamuze (A30BBIX MPEBpAIICHUNA B
LIEMEHTOBAaHHBIX UM a30TUPOBAHHBIX CJIOSX, HE BIIOJHE COOTBETCTBYIOT PUBBIYHBIM
NPEACTABICHUSIM O CTPYKTYpPHO-(Da30BBIX TNPEBPAIICHUSX TIPU HArpeBe W
OXJIQXKJEHUHN JaHHBIX JIETUPOBAaHHBIX cTanerd B MKHUT.

[Tomyyennsie B paboTe NaHHbIE ObUIM TPUMEHEHBI NPHU BHIOOPE PEKUMOB
TEPMUYECKON U XUMHKO-TEPMUYECKOM 0O0pabOTKH, a TakkKe MpH MPOBEACHUU
KOPPEKLIUU TEXHOJIOTMYECKUX MPOLECCOB LEMEHTAUUMU M a30THPOBAHUS JeTalleh
OTBETCTBEHHOr0o MamuHocTpoeHus Ha AO «Penykrop-I1IM», uto 3adukcupoBaHo B

axte BHeapeHus ([Ipunoxenue A).
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BuiBOABI

1. [ToxazaHo, 4TO BBemeHHWE B aMOp(HBIE CILIaBBl BOJOPOJA YCIOKHSET
MPOLIECCHI PACCTEKIIOBAaHUS aMOpP(PHON MaTpHUIIbl BO BCEX MCCIIEAOBAHHBIX CILJIaBax U
YBEIMYMBACT TEIUIOBOM d3ddext mepexoga wu3 aMophHOTO COCTOSHUS B
kpuctaimnueckoe [43, 44]. C yBenuyeHHEM COJEpKaHUS BOAOPOAA, MPOUCXOIAUT
TpaHchopMaIus K30TepMUYECKUX A(H(HEKTOB KpUCTAIUZAIMN IO UHTEHCUBHOCTH
CBOCTO TMPOSBICHUS W TEMIIepaTypaM pETUCTpalHH, a Takke oOpa30BaHUE
TUAPUIHBIX U TUAPUIONONOOHBIX (a3, AECTPYKIMS KOTOPBIX COIMPOBONKIACTCS
HAOTEpMUYECKUM (P PEKTOM U noTepelt macchl oopaszua [60, 62].

[Ippy wW3ydyeHWH COCTOSHUS TIOBEPXHOCTH aMOP(HBIX  CIUIABOB  JIO
KPUCTAJUIM3AIMOHHOW ~ 00pabOTKM  OOHapy»KeHbl  OCOOCHHOCTH,  KOTOpPBIC
MPEANOJIOKUATEILHO CBS3aHBI C TMPUCYTCTBHEM MApPTEHCHUTHBIX  KPHCTALIOB,
OpPUEHTHUPOBAHHBIX HOPMAJILHO K MOBEPXHOCTU aMOpGHOM JeHThl. Takas cTpyKTypa
MOBEPXHOCTH aMOP(HBIX JIEHT CIOCOOCTBYET CIIOHTAHHOMY XapakTepy HX
KPUCTAJUTM3AIUU U, KaK CJICICTBHE, BOSHUKHOBEHHIO HAHOCTPYKTYPHOTO COCTOSTHUS
MOCJIE KPUCTAIUIU3ALNH COIEpKAIMX BOJOPOJ] CIIaBOB [55, 56].

N3yuenne  COCTOSHHMSI ~ TMOBEPXHOCTH  aMOPHBIX  CIUIAaBOB  TOCIIC
KPUCTAJUIM3AIMOHHOTO OT)KHTa, TMOKa3ajo, 4YTO MPEAIoJiaraéMble MapTEHCUTHBIC
KPUCTAJUIBl MMEIOT PA3HYHYI0 MOP(OJOTUIO W OPUEHTUPOBAHBI HOPMAIBHO K
TTOBEPXHOCTH.

BBenenue B amopdHbie CIUTaBbl BOJOPOAA U TMOCIEIYIONIEE COXPAHEHHUE €ro
BO3JICHCTBHSI TIOCJIE €r0 d3BaKyalldd TO3BOJISICT BapbUPOBATh TEMIEPATYPY
MapTECHCUTHOTO MPEBPAICHUS.

JlerupoBanue CrjiaBoB TapHUEM MPHUBOAUT K PACHIUPEHUIO TEMIIEPATypHOTO
WHTEpBaJla TPOTEKaHUs TMPOILIECCOB PACCTEKIOBaHMWS M YCIOXKHEHHUIO Ipoliecca
KpucTajuzanuu [59, 61].

2. C momompro DSC m TG wmeTrogoB wHCCISIOBaHUS IIOKa3aHO, YTO

pa3ioKeHHe THUApPHAA TUTaHA MPOUCXOAUT B Tpu odTama. llpemnoxeHna cxema



pasnoxxenus Tunpuaa turana: TiH, — o + TiHx (B-daza) —» o+ o' — o= aTi + TH,
rae 1<x<2,0 [63].

[Ipu TepMuyeckod NECTPYKIMU THAPUIA TUTAHA TPOUCXOJIUT JUCKPETHBIN
nepexo ogHou mMomudukanuy (¢ BhICOKOW KoHmeHTparuein H,) [84, 87] k apyroi
MOAU(UKALIMY TUAPUJIA TUTAHA (C HU3KOM KOHUeHTparueil H,).

3. Kanopumerpuueckue 3¢p¢dexTsl B IBYX(ha3HbIX CIUIaBaX METAIOB V
IPYIIIBI C BOJOPOJAOM MpHU TEepMOLMKIMpoBaHHH 110 Temneparyp 700 °C MoxkHO
pa3enuTh: HAa  HU3KOTEMIIEpATypHbIH,  PACHOJOKEHHbIM  BOJMW3H  JIMHUH
pacTtBopumocTtd, corigacHo JC, W BBICOKOTEMIIEpATypHBIH, HE OKUIAEMBIM IO
kiaccuueckuMm JIC. Ob6a sddekra HocaT depthl azoBoro mnepexoaa I poma [105,
106].

Huszkoremneparypubie »>(@ekThl CBsI3aHbl € TMporeccaMu 0O0pa30BaHU
KOHIIEHTPAIMOHHBIX (IYKTyaluii BOJM3U JMHUN OTpaHUYCHHOW PaCcTBOPUMOCTU
TUAPUIHON a3kl B TBEPIOM pacTBope Bogopoaa B metaie [109].

BricokoTemneparypHbie  3(Q(EeKThl 00YCIOBIEHBI MEPECTPOMKON YaCTUYHO
YHOPSOYEHHON 110 BOJOPOAY CTPYKTYPbI KBa3HMOAHOPOJHOIO TBEPJAOTO PacTBOpa B
MOJIHOCTBIO Pa3yHopsSA0OYEHHYIO M0 BOJOPOAY o - (ha3y, ¢ MOCIEAYIOIINM BBIXOJOM
BOJI0poJia u3 oopasma [108, 111].

4. BniepBbie OCYIIECTBICHO MPEUU3HUOHHOE OIPEICICHUE KPUTHUUYECKHUX
TOYEK W TEIUIOBBIX 3(PEKTOB MpU HArpeBe M oXJaxkaeHun Ha ctaimsax 12X2H4A,
20X3MB®A u 38X2MIOA [84]. OOHapy>KeHbI JTIOKATU30BAHHBIC SHIOTEPMUUYECKUE
u sk3oTepmuueckue 3¢pdextel B MKUT ¢ npucymmmu dazoBomy nepexoay I poaa
OCOOEHHOCTSIMU TIPH PAaCTBOPEHUM WM BBIJIETIEHUU W30bITouHOTO (hepputa [132,
138].

[Tpu BBenenuu B cranu 12X2H4A u 20X3MB®A yrnepoja npu neMeHTaluu,
KasopuMmeTpuyeckue 3(G(eKTsl Mpu ayCTeHU3alWUd 3HAYUTEIBHO OTIMYAIOTCSA IO
TeMIlepaTypaM PErucTpalii U BEIMYUHE TEIIOBBIX 3P(PEKTOB OT UMEIOUIUX MECTO B

3a3BTEKTOUIHBIX YTIEPOAUCTHIX cTalsX [134].
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OOHapy>keHO 3aMETHOE BIMSHHUE COJIECPIKAIIETOCS B CTalIM a30Ta Ha (pa30BbIC
TpaHcopMalu Mpu HarpeBe a3oThupoBaHHOTO ciost cranu 38X2MIOA: noteps Beca
obpasna u orcyrctBueM Ha DSC kpuBoii 0COOEHHOCTEN, KOTOPbIE MOKHO OTHECTH K
IPOTEKAaHUIO TPEBpAIlCHUs OpayHUT—>AayCTEHUT U PACTBOPEHHUIO H30BITOYHOTO
beppura.

[Ipu HarpeBe a30THPOBAHHOW CTalIU OOHApY>KEH IHAOTEPMUYECKUN P eEKT,
OOyCIIOBJIEHHBIM ~ pa3BUTHEM  OOpAaTHOTO  3BTEKTOMIHOIO  IPEBPALLEHUS B
COOTBETCTBHHM C auarpammoit coctosausi Fe-N [138].

5. [Tomyuennsie B paboTe JaHHbIE ObUIM MTPUMEHEHBI PU BHIOOPE PEKUMOB
TEPMUUECKONH U XUMHUKO-TEPMUYECKOW OO0pabOTKH, a TakXke IpH IPOBEACHUU
KOPPEKIMU TEXHOJIOTMYECKUX MPOLECCOB LEMEHTAMd M a30THPOBAHUS JeTallel
OTBETCTBEHHOr0 MamuHocTpoeHus Ha AO «Penykrop-IIM», 4to 3adukcupoBaHo B

akte BHenpenus (IIpunoxenue A).

CucremMbl METaUI-BOAOPOJ] MOTYT PacCMaTpUBaThbCs KaK MOJEIBHBIE IIPU
UCCJIEIOBAHUM CTPYKTYpPHO-()a30BbIX TMPEBPALIEHUNA B TBEPABIX pPACTBOpaX H
OPUCYTCTBYIOIIUX B HUX (a3 BHEAPEHUS. DTO, B YACTHOCTH, OOYCIOBIEHO BBHICOKOU
T Gy3MOHHON TOJABMKHOCTBIO aTOMOB BOJOpOJa, Ha MOPSJIKH IPEBBIIIAOLICH
1 Py3MOHHYI0 TTOABMXKHOCTh, HallpUMep, aTOMOB YIJiepoja Wiu a30Ta B CIUIaBax

Ha OCHOBC XKCJIC3a.

Takum o00pa3om, T1poOBeAeHHOE HCCIAEA0BAHHME IOKa3bIBAET, YTO
npuMeHenusi Meroga DSC mno3BoJsisier O0HApYy:KUTh M HCCJAeA0OBATH in situ
HEeM3BEeCTHbIE paHee 0COOEHHOCTH NMPH CTPYKTYPHO-(a30BbIX NpeBpallleHUsIX B

METANIMYECKHUX CIlJIaBaX pa3.1qu0ﬁ 3THUMOJIOTHA.
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