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CTPYKTYPHO-®A3OBBIE IIPEBPALIEHNUSA B CIIVIABE Zr-Nb
MOCJIE INIASMEHHON OBPABOTKH
N BBICOKOTEMIIEPATYPHOI'O OKUCJIEHUA

B.B. lllesenena, B.W. IllumaHCKuiA,
Benopycckuii cocyoapcmeennwiii ynusepcumem,
np. Hezasucumocmu 4, Munck 220030, berapycs, vikulya-sheveleva@mail.ru

B mpencrasneHHoi pabote n3ydeH (a3oBbIii COCTAB TEXHUYECKH YHCTOTO IUPKOHHUS, JIETHPOBAHHOTO aTOMaMH
Hrodbus (1.6-10.5 ar.%) mpu Bo3meHCTBMM KOMIPECCHOHHBIMU IUIA3MEHHBIMH ITOTOKaMu. JlermpoBaHue mpumno-
BEPXHOCTHOTO CJIOSI OCYIIECTBISIIIOCH ITyTeM MpPEABAPUTEIHHOTO HAHECEHUsS] METAJUTMYECKOTO IOKPBITHS HHOOHS
TOJIIMHOW 2 MKM C TIOCIEIYIOIINM BO3AEHCTBHEM KOMIIPECCHOHHBIMH IUIA3MEHHBIMH MOTOKAMH C IFIOTHOCTBIO
HOIJIOIEHHOM SHepruu oT 25 1o 43 Jx/cM2, obecreunBaroleii IaBneHue NPUIOBEPXHOCTHBIX CI0€B. B pesybTa-
T XKHUAKO(DA3HOTO MEPEMEIINBAHUS PACIUIABOB MPOUCXOANUT 00pa30BaHUE M CTAOMIN3AIMs BBICOKOTEMIIEPATYPHOM
¢a3bl mupkoHus B Bujae TBEpmoro pactBopa 3amerterust 3-Zr(Nb). Ilpu mocnemyroineM BbICOKOTEMIIEPATYPHOM
okucnennu npu temneparype 700 °C mpoucxoant auddy3noHHOE HACHIIIEHHE aTOMaMH KHCIOpPOJa MPUIIOBEpX-
HOCTHBIX CIIOEB, IPUBOJIsIEEe K GOPMUPOBAHHIO OKCHUIIOB IIMPKOHHS MOHOKIMHHOMN (M-ZrO7) n TeTparoHanbHo# (t-
ZrOy) momndukanmit. O6pasoBanue TBEpAOro pacrsopa B-Zr(Nb) mpuBoant k moBbimeHHIO KO3 duIMeHTa ANUD-
(y3un KucI0poa, 1, KaK CIEICTBUE, K YBEIIMIEHHUIO MACCHI.

Kniouegvie cnosa: 1upkoHNH; HUOOUM; KOMIPECCHOHHOE IIA3MEHHOE BO3JEHCTBHE; BBICOKOTEMIIEpATypHas
(a3a; okucIeHHe; OKCUIBI; IPUPOCT MACCHI.

STRUCTURE AND PHASE TRANSFORMATIONS
IN Zr-Nb ALLOY AFTER PLASMA TREATMENT
AND HIGH-TEMPERATURE OXIDATION

V.V. Shevelyova, V.l. Shymanski
Belarusian State University,
4 Nezavisimosti Ave., 220030 Minsk, Belarus, vikulya-sheveleva@mail.ru

In the present work, the phase composition of commercially pure zirconium doped with niobium atoms (1.6—
10.5 at.%) was studied under the action of compression plasma flows. The doping of the near-surface layer was car-
ried out by preliminary deposition of a metal coating of niobium with a thickness of 2 um, followed by exposure to
compression plasma flows with an absorbed energy density of 25 to 43 J/cm?, which ensures the melting of the near-
surface layers. As a result of liquid-phase mixing of melts, a number of chemical reactions occur, leading to the
formation and stabilization of a high-temperature zirconium phase in the form of a substitution solid solution B-
Zr(Nb). During subsequent high-temperature oxidation at a temperature of 700 °C, diffusion saturation of surface
layers with oxygen atoms occurs, leading to the formation of zirconium oxides of monoclinic (m-ZrO,) and tetrago-
nal (t-ZrO,) modifications. The formation of a B-Zr(Nb) solid solution leads to an increase in the diffusion coeffi-
cient of oxygen, and, as a result, to an increase in mass.

Keywords: zirconium; niobium; compression plasma effect; high temperature phase; oxidation; oxides; weight
gain.

BBenenne BaHMIO IPOU3BOANTCS JIETUPOBAHUE METallIa
CrutaBel HA OCHOBE IIMPKOHHS TPHBIIEKA- Pa3ITUYHBIMH JIEMEHTaMHU.

IOT K cebe OrpOMHBIN MHTEPEC B CBSI3M C aK- Jlo cux mop akTyalbHO yBeIUueHHue pado-

THUBHBIM €r0 WCIIOJb30BaHHEM B SICPHOU YUX TEMIIepaTyp NHUPKOHHEBHIX O000I0UYEK

HHEPIreTHKE, B PEAKTOPOCTPOCHHH. teruioBbAensonmx 3emenTos (TBDJIos) ¢
Jns ynydIieHus CTOWKOCTH IIMPKOHUS K BO3MOXKHOCTBIO MPOJJIMTH TOTUTUBHYIO KaM-

BBICOKOTEMIIEPATYPHOMY OKHCIICHUIO, pajiu- naHnio. Co3al0TCsl HOBBIE CIUIABBI C YIIyd-

AIIMOHHOMY TOBPEKICHUIO M HABOJOPAXKH- IICHHBIMH XapaKTepUCTHKaMu. bombmioi uH-
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Tepec mposiBiacH K criaBam Zr-Nb, a taxke
UX aKTHBHOE HCIIOJb30BAaHHE B SIIEPHOM
OHEPIeTHKE B CBS3U C TPOSBICHHEM y ITHX
CIUIABOB MHOTOUYHMCJICHHBIX METaCTa0MIbHBIX
coctostHU (0, ®, Bzr) ¥ C TOTEHIIMAIOM TIO-
Jy4YeHUS HAHOKPUCTAUTMYECKOW Hu amopd-
HOM a3.

Ilenpto maHHOUM pabOTHI SIBISETCA U3yde-
HUEe (a30BOTO COCTaBa LUPKOHUS, JIETHPO-
BAaHHOTO HHOOHMEM C pa3IMYHBIMU KOHIICH-
TpPalMsIMA  BCJICJICTBUE BBICOKODHEpIeTHYE-
CKOT0 TUIa3MEHHOTO BO3ICHUCTBUS, IMOCTC
OKHUCJICHUS B BO3IYIIHOW arMmocdepe mpu
temnepatype 700°C.

O0beKT U MEeTOANKA IKCIIEPUMEHTA

OOBeKTOM HCCheoBaHuS ObUTH 00pa3IbI
TEXHUYECKU YUCTOTO LUPKOHUS C pazMepamMmu
5x%5 mm. Ha noBepxHOCTh 00pa3[0B HAHOCH-
JOCh TOKPBITHE HHUOOHS MyTeM BaKyyMHO-
JIYTOBOTO PACHbUICHUS TOJIIMHOW 2 MKM.
OO6pa3iel  00pabaThIBAIUCh  KOMITPECCHOH-
HpIMM Iu1a3MeHHbIMU noTokamu (KIIII) B
OCTaTOYHOI aTMocdepe a30Ta Mpu JaBICHUU
3 Ttopp. OO6paboTka mMpOBOAWIACE TIpU
HanpsOKEHUU Ha CHCTEME KOHJEHCATOPOB
4 kB mpu W3MEHEHHWU DPACCTOSHUS MEXIY
3JIeKTpoiaMu U oOpaszriom oT 8 10 14 cM.
[InoTHOCTH TOTJIOLIEHHOW 3HEpruM Oblia B
nuamnas3one ot 25 mo 43 [[)K/CMZ. OTO npuBe-
70 K (HOPMHUPOBAHHMIO OJHOPOJIHBIX TIO
CTpYKType U (pa3e MpUNOBEPXHOCTHBIX CIIO-
eB. [locme MoauUIIMPOBaHHBIE CIUIABBI
MOJIBEPTaIUCh BBICOKOTEMIIEPATYPHOMY OT-
KHUTy B BO3IYIIHOW aTMocdepe MpH TemIie-
patype 700 °C B Teuenue 30 MUHYT.

B pabore omnpenensuics 3JI€MEHTHBIN CO-
CTaB TMOBEPXHOCTHOTO CJIOS METOJOM PEHT-
TeHOCTIEKTPAJIbHOTO MHKpPOAHAIM3a C HC-
NoJIb30BaHWEM MuKpoaHaiuzaropa Oxford
MaxN. Omnpenensncs (hasoBslii cocTa Mo-
BEPXHOCTHOTO CIIOSI PEHTTEHOCTPYKTYPHBIM
aHAJTM30M C TIOMOLIbIO U paKTOMETpa
Rigaku Ultima IV. Taxxe u3Mmepsics MpH-
poCT Macchl 00pa3IoB MOCIIE BBICOKOTEMIIE-
paTypHOTO OKUCIICHUS.

PesynbTaTsl 1 HX 00CyKIeHHE
B pesynprate Boznericteus KIIII mocne

KHUIKO(PA3HOTO TMEepeMeIInBaHus 00pa3oBa-
JUCh CIUIaBbl C KOHIIGHTpaIeil HUoOus B
npurnoBepxHocTHOM ciioe 1.6-10.5 at.%. [pu
MPOBEJICHUN PEHTTEHOCTPYKTYPHOTO aHaju-
32 YCTaHOBJICHO, YTO TOJMKPUCTAIUINIECKOE
COCTOSIHUE MOIM(PHUIHUPOBAHHOIO CJIOS IHUp-
KOHHSI TIOCTIE PEKPUCTAIUTM3AINN COXPaHSET-
cst (puc. 1). [IporcxoauT coxpaHeHHe HU3KO-
TEeMIepaTypHOil o-(a3bl MUPKOHUS C TeKca-
TOHAJIBHON KPUCTANIMYECKON CTPYKTYpPOH.
Jlob6aBneHre aTroMOB HHOOHS B HPUIIOBEPX-
HOCTHBII CJIOM MOAMGUIIMPOBAHHBIX ILIa3-
MOI 00pasioB MPUBOIUT K OOPa30BAHUIO U
cTaOWIM3aluu  BBICOKOTEMIIEpaTypHOU  [-
(a3pl MUPKOHUS B BUAE TBEPIOTO pacTBOpa
B-Zr(Nb).

MaxkcuManbHasi KOHIICHTpAIUs HHOOUS —
10.5 at.%, oOpa3oBasBiiasics B obpaslie B pe-
3yJbTaTe€ €ro JIETUPOBAHHMS BO3JCHCTBUEM
KOMITPECCUOHHBIMU IJIa3MEHHBIMU TOTOKA-
MU, IPUBOANT K 0Opa30BaHUIO IBYX TBEPIBIX
pacTBOpoB — mpeAnonokuteasHo B-Zr(Nb) u
B-Nb(Zr) — 4ro mposiBisieTcs B Cynepno3u-
MU JIBYX IU(PPAKIMOHHBIX MaKCUMyMOB [3-
Zr(Nb).

JndppakOHHbIE MaKCUMYMBI TeKcaro-
HaJIBHOW (ha3bl o-ZI SBISAIOTCS aCUMMETPHY-
HBIMH, YTO CBUJETEIHCTBYET O BHEIPEHHUU
aTOMOB HUOOMS B KPUCTAJUTMYECKYIO perieT-
Ky naHHoW (a3bl. JIMppakImOHHBIA MaKCH-
MyM ¢a3el HUTpHIa nupkonus ZrN cmerma-
€TCsl OTHOCUTEIIbHO PaBHOBECHOTO IOJIOXKeE-
HUS, YTO TaKXe CBS3aHO CO BHEIPEHHUEM HU-
00usl B KPUCTAIUTMUECKYIO PEIIETKY.
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Puc. 1. YuacTtok mugpakrorpaMMm oOpa3loB CIUTaBa
Zr-Nb nocne Bo3neicreus KIIIT
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Ha audpakrorpammax cmiaBa Zr-Nb
(puc. 2), nocne omxura npu 700 °C B Teue-
Hue 30 MuHyT HaOmomaercs oOpa3oBaHME
OKCHJIa IIMPKOHUST MOHOKIMHHON (M-ZrO2) n
terparoHanpHON  (t-Zr02) mMonudukanui,
I paKIMOHHBIE MaKCUMyMbl KOTOPBIX OT-
KJIOHSIFOTCSI OT TTOJIO’KEHHSI paBHOBECHSI, UTO,
BEPOSITHO, CBSI3aHO C BHEJPEHHEM HHOOUS B
pemetky ZrO2. Takxe coxpanunach daza -
Zr(Nb).
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Puc. 2. Yuacrok mudpakrorpamm cmiaBos Zr-Nb mo-
cie orxwura npu T=700 °C B Teuenue 30 MUHYT

JudpakiumoHHple MaKCUMyMBbI  0O-(a3bl
HUPKOHUS CTalu cUMMeTpuuHbl. Crenyet
TaK)K€ OTMETHUTH, YTO IOBBIIIEHUE KOHIIEH-
TpallMd HUOOWS B LMPKOHUU TNPUBOAMUT K
YBEJIMYEHUIO CKOPOCTH OKHMCIEHHUS M OO0JIb-
el 00beMHOM 707 OKcuaa B obpasme. Tak
kak TBEpABIA pacTBop umeer OLIK cTpykTy-
py, OH yckopsieT nud@ys3uto KuciIopoaa B
MaTepuaa B pe3yJIbTaTeé MEHEe IUIOTHOYyMa-
KOBAHHOW KPHUCTAJIMYECKOMN PEIIETKH.

BricokoTeMmiepaTypHoe OKHCJIEHUE 00-
pa3loB IUPKOHUS MPUBOAMUT K YBEIUYEHHUIO
macchl (puc. 3). MakcuMallbHBIA TPUPOCT
Maccel 2310 r/cm? HabmoaeTcs B oOpasie

10,5 a1.% Nb

crutaBa Zr-Nb ¢ konnenrpanueii auodus 3.1
aT.%. BeposiTHee Bcero, 4To 3TO MPOUCXOAUT
u3-3a Oousplioi oO0beMHOM Aonu [-¢as3sl B
[UPKOHUU, KOTOpasi CIOCOOCTBYET yCKOPEH-
HOMY TPOHUKHOBEHHIO KHCJIOpPOJIa B Mare-
puan. Huxe 3TUX 3HaYE€HMU KOHLIEHTpaLUu
00BEMHOM JT0JI HEAOCTATOYHO, YTOOBI YCKO-
puTh HackleHue, a Bbime — 10 at.% Nb —
MPOUCXOJUT TMEePEHACHIIICHHE 00pa3loB HU-
obuem, puBOJIA K (OPMHUPOBAHUIO TIPEATIO-
noxwurenabHo B-Nb(Zr), uro mnpensrcTByer
nuddy3un KUCIopoaa B METasll.
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Puc. 3. 3aBUCHUMOCTH PUPOCTA MACCHI CIIABOB LIUP-
KOHHSI OT BPEMEHHU OT)KUTA U KOHIICHTPAIIMXA HHOOUS

3aki0ueHnne

B pabore moka3aHO, 4YTO JIETHPOBAaHUE
[IUPKOHUSI HUOOMEM NPUBOJIMT K CTaOHIIM3a-
u TBEporo pactBopa B-Zr(NDb), oobemuas
JI0JIST KOTOPOTO TIPU BBICOKOTEMIIEPATYPHOM
OT)KUTE BJIMSET HA CTCNEHb OKUCIICHHS I10-
BEPXHOCTH.
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