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HccnengoBaHa MUKPOCTPYKTYpa MOJIMKPUCTAUIMYECKUX CIUIaBoB Zr—Nb ¢ conepxkaHueM Huoous 1, 2.5, 4 u
8 mac. % B TeMrirepatypHoM uHTepBae oT 620 10 840°C. Bpl10o 00HAPYXKEHO, YTO B 3aBUCUMOCTH OT TEMIIE-
paTyphl OTKUTA U SHEPTUU TPAHUIILI 3epeH Zr/Zr Bropast TBepras dasa ($-Nb) obpasyer MO0 IIEMTOUKY OT-
JIeJTbHBIX IMH30TTOA00HBIX BKIIIOUEHUI, TMO0 HEMPEePbIBHbIE OMHOPOIHBIE MPOCIOMKMN Ha IpaHUIIax 3epeH B
HpKoHu. BbuUTo MoKa3aHo, YTO, YeM OO0JIbIIIe KOJIUYECTBO BTOPOI TBEPIOI (a3bl, TeM HIKE JIESKUT Kaxy-
1asicsl TeMIiepaTypa OKOHYaHUSI 3epHOTPpaHMYHOTO cMaunBaHusl. [TocTpoeHa MoJiesib, OObSICHSIIONIAS 3aBH -
CUMOCTb TEMIIePaTypbl 36pHOIPAaHUYHOTO CMAaYMBaHUS OT KOJIMYECTBAa cMaunBatoleil (asnl. bolo onpene-
JIEHO, 4TO B cIuiaBax Zr—Nb He MPOUCXOAUT MOJHOe CMauyBaHUe BCeX TpaHUIl 3e€peH B IMPKOHUM BTOPOIA

TBepaoi (azoii.

BBEAEHUE

CruiaBbl HUPKOHUKW—HUOOWH IMPOKO MCIIOJb3Y-
IOTCS B COBPEMEHHOM PEAKTOPHOM MAaIlIMHOCTPOE-
HuM. IX moBegeHUe Mpu TEpMOMEXaHUUYECKOI oOpa-
00TKe U Mnocjeayollee U3MeHEHUEe CBOMCTB BO BpeMSI
9KCIUTyaTalluu (KOppo3us, TUAPUAHOE OXpyIuuBa-
HUE) 3aBUCAT OoT Mopdosioruu das o-Zr u B-Zr (B-
Nb), moaTomy Jjisi JOCTUXEHUSI ONMTUMaILHON 3¢-
(beKTUBHOCTH PEaKTOPHBIX MATEPUATIOB HEOOXOTMMO
3HaTh COOTBETCTBYIOIIME (a3oBble AUarpamMMbl U
0COOEHHOCTU (pa3oBbIX TpeBpallleHUuil. DTO OTHO-
CUTCS KaK K O0OBEMHBIM JUarpaMMamM W TpeBpaliie-
HUSIM, TaK U K 3€pHOTPAHUYHBIM MPEBPALLCHUSIM.
HenaBHo Gb1710 OOHApPYXKEHO, YTO B 1LIEJIOM psifiec CU-
CTeM MOTYT MPOMCXOAUTh TaK Ha3blBaeMble 3€pPHO-
rpaHUYHEBIe (Pa30BBIe MepexXoabl CMauynBaHus. Brilne
HEKOTOpOM TeMmIepaTyphbl (TemIiepaTypa 3epHoOrpa-
HUYHOro (a3oBOro rnepexoja cMauyvBaHMsI) Ha Ipa-
HUILIaX 3€peH MOTYT 0Opa30BbIBATbCS PABHOBECHBIE
MpOoCJIOKM BTOpOU ha3bl (pacriaBa WM BTOPOU
TBepAoi (ha3bl), KOTOPbIE OTAENSIOT 3epHa MEepBOi
dasbl apyr ot Apyra. Takue 3epHOrpaHUYHbIE (Ha30-
Bble MpPEeBpallleHUs CUJIbHO M3MEHSIIOT KaK MMKPO-
CTPYKTYPY, TaK U CBOHCTBa IBYX(a3HbIX MaTEpUAIOB.
OO6Opa3oBaHne TepMOIMHAMWYECKN PaBHOBECHBIX
MPOCI0EK BTOPOI (ha3bl BhIIIE TeMIEPATyphbl 3epPHO-
rpaHUYHOTO (Pa30BOrO Tepexoaa CMauyuBaHUS U3Me-
HSIET MeXaHUYeCKMe CBOMCTBa MaTepuaia (MOXeT
MPUBOJAUThL KaK K CBEPXIUIAaCTUYHOCTU, TaK U K
OXPYITUMBAHUIO MaTepuraia), BA1seT Ha KOPPO3UOH-
HYI0 CTOWKOCTb, IU(PHY3MOHHYIO TTPOHUIIAEMOCTD,
PEKPUCTAIUIM3ALIMIO0 U POCT 3€PeH, 3JIEKTPUYESCKOE
compoTuBieHUe MaTepuaia U T.1. OCOOGEHHO BaXKHbI

! VYupexnenue Poccuiickoii akaneMun HayK MHCTUTYT UMK
tBepaoro teaa PAH, YepHoronaoBka.

2Hay‘IHO-HCCJTeI[OBaTeJTLCKI/II71 TEXHUYECKUU
“MUCuC”, Mocksa.

YHUBEPCUTET

114

B 3TOM CMBbICJIe HEJaBHO OOHapy>KeHHbIC 3epHOIpa-
HUYHBIE (a3oBbIe Mepexodbl CMayMBaHUS BTOPOM
TBepHoit (pazoii. B yacTHOCTH, OHM TPOMCXOMIST B Ta-
KMX TEXHOJOTMYECKU BaXXHBIX CUCTEMaX, KakK KeJie-
30—yIJIepod, aJlIOMUHUN—IWHK, aJIOMUHWI—Mar-
HUH U T.1.

CnnaBbl Ha OCHOBE LIMPKOHMS IIMPOKO MCIIOIb-
3yIOTCSl B aTOMHOM TeXHUKE JJIsI U3TOTOBJICHUST 000-
JIOYEK TEeIUIOBBIACISIOIMX 271eMeHTOB [1]. Hanbonee
IIIAPOKO B 3TUX LIEISIX MUCIOIB3YIOTCS CIUIaBbl Zr—
2.5 Mac. % Nb. D1H cruraBbl IPUMEHSIOTCI U B cOYe-
TaHUM C APYTUMU JICTUPYIOLIMMU KOMIIOHEHTaMHU,
TaKUMHU Kak xeneso [2, 3], omoBo [4], xpom [5, 6],
menb [7]. DT 3aeMeHThl MOTYT UCIIOJIb30BaThLCS U B
pa3IMYHBIX COYETAaHUSIX APYT ¢ ApyroMm [8, 9]. Uzne-
JIVSI U3 CIUIAaBOB IMPKOHUI —HUOOMI ITOTy4aioT B OC-
HOBHOM C ITOMOIIBIO MEXaHUYECKOM BKCTPY3UM B
IByx(a3HoI 00J1acTH, IiIe B paBHOBECUM HAXOASTCS
nBe TBepabie da3bl o-Zr u B-Zr (B-Nb) [10]. Mexa-
HMYECKHE CBOMCTBA MaTepualia Ipu aedopmanuu
CWIBHO 3aBUCAT OT €ro CTPYKTYpbl U MOpP(OJIOTUr
cocrapJstomux ¢a3. CBOMCTBA CIUIABOB IUPKOHUI—
HMOOMII BO BpeMs BKCIUIyaTallud OMPEIe/ISTIOTCS
MpoleccaMu Aerpagaluu: a) oopa3oBaHUEM THAPU-
JIOB B 00beMe matepuana [11] 3a cuet nuddy3uu Bo-
JIopojia yepe3 3alIUTHBIN 1ol okcuaoB [10]; 6) kop-
po3sueii [12]; B) mon3ydecthio [13]. Bce atu npouec-
Chl Jierpajallii TOXe ompenessorcss Mopdosoruei
¢a3, cocTaBISIONINX MaTepHral.

HemaBHo ObBLT1O 0OOHapyXeHO HPUHILMIINAAIBHO
HOBOE sIBJIcHUE: (a3oBble MEepexOoabl CMadyuBaHUS
rpaHUIl 3epeH MpocaoiiKaMu BTOPOU TBepaoii ¢a3bl
[14, 15]. OHO cocTOUT B TOM, YTO B ABYX(a3HBIX 00-
JacTsax (pa30BBIX AUarpaMM BTopasi TBepaas ¢paza Mo-
KET pacmojaraTbcsl Mo rpaHuIlaM 3epeH MepBoil Kak
B BHJIC PAaBHOBECHBIX TOHKHMX WJIM TOJICTBIX IIPOCIIO-
€K, TaK U B BUJI€ OTACIbHBIX JUH30BUIHBIX YACTHII,.
Mopdoiorusi BTopoii ¢a3bl OnpeaeaseTcss COOTHO-
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LIIEHWEeM DHEPruii TPaHULl 3epeH M MexX(ha3HbIX Ipa-
HUII ¥ MOXET 3aBHCETh KaK OT TEMIIEPATYPHI, TAK U OT
JaBJIEHNST WM KOHLEHTPALWW JIETUPYIOIINX 3Jie-
MEHTOB.

DyHgaMeHTaTbHBIC CBEICHUS O PaCIIOJIOXCHUU
JUHUW TaKWX 3€PHOTPAaHUYHBIX IIPEeBpallleHUMA Ha
TPAAULIMOHHBIX OOBEMHBIX (PAa30BBIX aMArpamMmax
MOXHO UCIIOJIb30BaTh B TTPUKJIAMHBIX LEJISIX JJIST T1e-
JIEeHaIpaBJI€HHOTO U3MEHEHUSI CBOMCTB ABYX(da3HbIX
MaTepuajioB. Tak, HampuMep, JaHHbIE O 3€pHOrpa-
HUYHBIX (pa30BbIX MPEBPALIEHUSIX CMaUYUBaHUST BTO-
poii TBepaoii (pa3oit B HACTOSIIEe BpeMs HAUMHAIOT
WUCMOJIB30BATh UISI YIIYYIICHUS] TEXHOJOTUN MTPOU3-
BOACTBA MAJIOYTJIEPOAUCTHIX (DEPPUTO-MEPTUTHBIX
cTajieit ISt TpyOOIIPOBOAOB U 3a3BTEKTOUIHBIX CTa-
JIEW C BBICOKUM COZEPKAHME YIIIEPOAa.

CoBceM HeaBHO ObLIO MOJYyYeHO MEPBOE HENABY-
CMBICJIEHHOE CBUJIETEJbCTBO O TOM, UTO 3€pHOIpa-
HUYHBIC (pa30BbIE TIEPEXOAbl “CMauYMBaHUS TBEPAOM
¢azoii” nian 00BOJIAKMBAHUS, IEMCTBUTEIBHO CYIIIE-
cTBYIOT [ 14, 16]. B npsIMBIX KCIIEpUMEHTAX Ha MOJIN-
Kpuctauiax Zn—5 mac. % Al ObIJIO MOKa3aHO, YTO
HUXE HeKoTopoil temmnepaTypbl 7Ty,¢ TBepmas ¢asza
(Al) Ha TpaHUIIaX 3epeH LIMHKA UMeeT (hOpMy MHIM-
BUIyaIbHBIX U30JIMPOBaHHbIX YyacTull [14, 16]. [Ipu
TeMIiepatypax Bblile 7y,¢ B MOJUKPUCTAJUIE TTOSIBIISI-
IOTCSI TpaHUIIBL 3epeH Zn/Zn, Ha KOTOpbIX ¢aza (Al)
nMeeT popMy HenmpepbIBHOM mpocioitkiu. C pocToMm
TeMIiepaTyphbl J0JISI TAKUX TPaHULL B MOJUKPHUCTAILIE
Zn/7Zn TIOCTOSIHHO YyBeIWYUBaeTCsl. 3epHOTpaHUY-
Hoe (pa3oBoe MpeBpallcHUE “CMadyMBaHUS TBEPHOOMN
dazoit” obparumo. Eciau obpasibl, yxKe OTOXKEH-
Hble HUXe 75, TOBTOPHO OTXKeYb BbIlle 7Y, TO OT-
nenbHble yacTulbl (Al) Ha rpaHUIIaX 3epeH OBICTPO
CIMBAIOTCSI MEXIY co0oi, o0pa3yss HeIpepbIBHBIN
cioii. 1 Hao0opoT, eciau oOpas3lbl, Y>Ke OTOKXKESHHbIC
Bbilie 7,,, MOBTOPHO OTXeub HUXe 7}y, TO HEMpe-
phIBHas Ipocioiika (Al) Ha rpaHUIIaX pa30MBaETCS
Ha OTAE/JbHbIC YacTUIIbl. AHAJOTMYHBINA 3epHOrpa-
HUYHBIN (pa30oBbIli MEpexo/l OT HEMOJIHOTO CMauyMuBa-
HUSI BTOPO# TBepHaoi (pa30ii K MOJTHOMY HaOJIIOOAJICS
1 B cUCTeMax ajJtoMUHui—marHuit [17, 18] u Ko-
b6ansT—Menb [19].

METOIUKA SKCITEPUMEHTA

s uccnegoBaHUST MUKPOCTPYKTYPBI METOIOM
VHIYKIIMOHHOTO IUIABJIEHUSI B BAKYYME OBIJIU IIPUTO-
TOBJIEHBI cruiaBbl Zr—1 Mac. % Nb, Zr—2.5 mac. %
Nb, Zr—4 mac. % Nb u Zr—8 mac. % Nb. 13 momny-
YEeHHBIX CTepXKHEN ObLIM Hape3aHbl IIA0bl TOIIN-
HO 5 MM. 3areM MOJMKPUCTATNYECKHE 0Opa3iibl
3aravBaJiIiCh B KBapleBble aMMyJbl (OCTAaTOUYHOE
nasienue P =4 -10~*I1a) u orxuraauck B 1Byxdas-
HOU obnactTi oO0beMHOU ha30BOI AUarpammbl Zr—
Nb, IIpomoIKUTEIBbHOCTh OTXMIa cocTtaBmiaa 720 4.
Ha puc. 1 npencrasieHa oobeMHasl (pa3oBast mua-
rpamMmMma Zr—Nb, 311ech ke BblAeeHa 4YacTh (a30BoOi
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Puc. 1. a — OobemHast dazoBast nuarpamma Zr—Nb; 6 —
yacTb (a3oBoit auarpaMmbl Zr—Nb, ¢ YepHBIMU KpYXKKa-
MM, COOTBETCTBYIOILIMMU TEMIIEPATypaM OTKHUTa.

nuarpaMmbl Zr—Nb, Ha KOTOpoii Kpy>kKaMu OTMeYe-
HBI TEMIIEPATYPbl OTKWIOB HCCJIEIYEeMbIX CIUIABOB.
IMocne 3akanku B BOAY MUKPOCTPYKTYPY MOJIUKPU-
CTAJNIMYECKUX OOpa3lloB MCCIEN0OBAIU C MTOMOIUIbIO
ONTUYECKOTO U CKAHUPYIOIIIETO 3JIEKTPOHHOTO MUK-
POCKOIIOB: cKaHMpylonuii mukpockon “Tescan Vega
TS5130 MM Oxford Instruments”, MO3BOJISTIONINIA
MMpoM3BeCTU (a30BbIN aHAJIM3, U ONTUYECKUN MUK-
pockorn “Neophot-32” ¢ kamepoii “10 Mpix Canon
Digital Rebel XT”.

PE3VIJIBTATBI 1 OBCYXIEHHUE

Ha puc. 2 npencraBieHBI ONITUYECKUE MUKPOGO-
Torpacduu crutaBa Zr—1 mac. % Nb 11 ueTbIpex TeM-
nepatyp otxkura: 750, 780, 810 u 840°C. BugHo, uto
C yBeJIMUEHUEM TeMIlepaTypbl OTXKUTA J0JIs CMOUEH-
HbeIX I'3 pacrtet. I1o cepun Mmukpodororpaduii, cue-
JIAaHHBIX JJIs1 KaXIOi TeMIepaTypbl OTXKMTIa, IPOBO-
IUJICS TIOACYET OOJM IMOJHOCThIO CMOYEHHBIX [3.
IToaHOCTBIO CMOYEHHBIMU CUMTAIUCh TPAHUIILI 3€-
PEH, Ha KOTOPHBIX MpPOCJIOMiKa BTOPOi (pa3bl HEmpe-
PBIBHO MPOXOJUJIa OT OJHOTO TPOMHOIO CThIKA Ipa-
HUI[ 10 APYTroro.

2012 8*
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Puc. 2. Ontrueckue Mukpodororpaduu NoJIMKprcTaindeckux oopasuos Zr—1 mac. % Nb: a — T=750°C; 6 — T'= 780°C;
B— T=810°C; e — T=840°C, oTXur npou3BoauJjcs B TeueHue 624, 573, 271 n 668 4 COOTBETCTBEHHO.

Pe3ynbraThl pacueToB IIpeIcTaBIIeHBI Ha puUC. 3.
Tgg — TemIieparypa 3BTEKTOMIHOTO MPEeBpAILCHUS.
i1 Bcex McclieqoBaHHbBIX crutaBoB Zr—1 mac. % Nb,
Zr—2.5 mac. % Nb, Zr—4 mac. % Nb u Zr—8 mac. %
Nb skcTpanoisiimeii ObIJIM OTpeacIeHBl TeMIIepaTy-
pbl Ty = 770°C, 660°C, 655°C u 635°C cooTBeT-
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Puc. 3. TemrieparypHasi 3aBUCUMOCTb JTOJU CMOYEHHBIX
I'3 st crinaBoB Zr—1 mac. % Nb, Zr—2.5 mac. % Nb, Zr—
4 mac. % Nb u Zr—8 mac. % Nb.

MN3BECTHUA PAH. CEPUA ®PUSUYECKAA

cTBeHHO. Ty — 9TO TeMIeparypa, Ipu KOTOpoit 10-
JISI HOJTHOCTBIO cMOYeHHBIX ['3 B cIiaBe paBHA HYJTIO.
B pesyabraTe ObLJIO0 MOKa3aHO, YTO B JAHHOM CUCTEMe
MPOMCXOAUT 3€PHOTPAHUYHBIN (Da30BbIM MEepexon
cMauMBaHUs TpaHull Zr/Zr BTOpoit TBepaoi dazoit
(Nb).

Tak>ke MBI HAOIIOJAIN, YTO C YBEJIMUEHUEM JOJIU
BTOPOI KOMITOHEHTHI 3aBUCUMOCTH Zr—1 Mac. % Nb,
Zr—2.5 mac. % Nb, Zr—4 mac. % Nb u Zr—8 mac. %
Nb cMmemniatoTcs B 00JlacTh 00Jiee HU3KUX TeMIlepa-
Typ. ClienoBaTejIbHO, YeM OOJIbIlIe BTOPOIl KOMIIO-
HEHTHI, TEM HIDKe TeMIlepaTypa Iepexoaa OT Helo-
HOTI0 CMauyMBaHUs TpaHull Zr/Zr BTOpOUl TBepaoi
dazoit (Nb) k moaHomy. TakiiM 00pa3oM, moTydaeTcs,
4TO0 M3MeHeHue KoHueHTpauuu (Nb) mpu ogHONW M
TO Xe TeMIlepaType OTXKHMIa BIUSET Ha SHEPIUIO
rpaHull 3epeH Zr/Zr, 4TO HEBO3MOXHO.

B To ke BpeMsi U3BECTHO, UTO MpPU U3MEHEHUU
KOHILICHTPAllMX KOMIIOHEHTOB B ABYX(}a3Hoil 0bJia-
CTU W3MEHSIETCS KOJUYECTBEHHOE COOTHOIIICHNE
da3. KommuectBo (a3 B aByxda3HOIl 00acTU pac-
CUMTBIBACTCS IO “IIpaBUITy OTpe3KoB” . M3 ckazaHHO-
T'O BBIIIIE MOXET IT0KAa3aThCs, YTO KOJIMYECTBO BTOPOI
TBepaoii ¢daszpl (Nb) BiuseT Ha (opMUpOBaHUE
CTPYKTYpHI IIpH (pa3oBoM Iiepexoae cMayruBaHus. Ha
caMoM JeJie TIpU yBeJUYEHUU KOJUYeCTBa BTOPOI
(a3bl JIMH30IMIOJOOHBIM 00Pa30BaHUSIM U MPOCIION-
Ne 1
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Puc. 4. Moneinb, IeMOHCTPUPYIOIIASI CMBIKAHUS IIPOCIOEK
BTOpOI TBepmOii (ha3bl C HEHYJIEBBIMU KOHTAKTHBIMU yT-
JIaMM TIpY YBEJIMYEHUU KOJIMYECTBa CMaurBalolleii (hasbl.

KaM 3Toil ¢a3bl S9HEPreTUYECKU BBITOJHEE “pacTe-
KaThCsl” BAOJb TPaHULIE 3ePEH, a HE PACIIUPSTH €e.
[Tpu HEKOTOPOM KPUTHUIECKOM YBEIUUEHUU KOJTUYE-
cTBa BTOpoii TBepaoit da3bl (Nb) HacTymaeT “cMbIKa-
HUe” MPOCIOEK C HEHYJIEBBIMY KOHTAKTHBIMU YITIAMH.
Kak cmencreue, Mbl (UKCHUpYyEeM 3€pHOTpaHWIHBIN
¢a30BBIi1 TTepexo] cMauyMBaHUSI TTPU 3HAYUTEIbHO 00-
Jiee HU3KOM TeMIlepaType, YeM peasibHast TeMIlepaTy-
pa oKoHYaHUS (a30BOTO TTepexoaa CMaYBaHUSI.

Ha puc. 4 mipencrasiieHa MoIenb “CMBIKAHUS
MPOCTI0OeK BTOPOI TBepaoil ¢a3bl C HEHYJIEBBIMU
KOHTaKTHBIMM YIJIaMA CMAaYMBaHUS MPU YyBeIU4YEC-
HUUM KOJUYeCTBA TaHHOM (a3bl. JlocTOBEpHO CyIUTh
0 TIpoTeKaHUM (ha30BOr0 IepexoJa CMayrdBaHUS B
cucteme Zr—Nb MOXHO TOJIBKO I10 TOUKaM OT CIlJiaBa
Zr—1 mac. % Nb, Tak Kak B HeM J0JIsl rpaHuL Zr/Zr,
CMOUYEHHBIX BTOpOIi TBepaoit (hazoit (Nb).

Pesynprupyroiine BeIBOJBI: B cucteMe Zr—Nb aB-
TOpPHI HAOJIIONAIM 3¢pHOTPAHNYHBIN TBEepaoda3HbIN
niepexon cMaunBaHus; 100% cmaumBaHue TpaHUIL 3€-
peH B MCCAeAOBaHHBIX CIUIaBaX He MPOUCXOIUT; U C
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yYBEJIMUEHUEM JOJIM BTOPOU TBEpIOi (pa3bl TeMIlepa-
Typa Ty, cMellaeTcsl B 00J1acTb 60iee HU3KHUX TeM-
neparyp.

ABTOpBI 6JarogapAT 3a (PMHAHCOBYIO MOANEPXKKY
POO®U, npoext Ne 09-02-00294.
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