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MeTonamu BRICOKOHEPTETUYECKOI MexaHnYeckoit 00pabotku (BOMO) u uckposoro nnazmerHHoro criekanus (UI1C) moryden
BbIcOKOBHTponuiiHbli craB (BOC) coctaBa Hf TaTiNbZr sKBUMOISIPHOM KOHLIEHTPALIMU U3 HOPOLIKOBBIX KOMIIOHEHTOB. O6-
paboOTKy MCXOIHBIX MOPOIIKOB MPOBOIMIIM B IIIAPOBOIA MJIAHETAPHOM BHICOKO9HEPTeTHYECKOM MeTbHUIIEe B TeueHue 20, 40, 60 u
90 muH. Ha ocHOBe ncciienoBaHnit MOP(MOJIOTrMY MOBEPXHOCTU, MUKPOCTPYKTYPHI M (pazoBoro coctaBa oopasioB BOC nokaszaHo,
YTO MHOTOKOMIIOHEHTHas rmopoikoBas cMech Hf + Ta + Ti + Nb + Zr nperepIrieBaeT CylleCTBEHHbIE CTPYKTYPHbIE U3MEHEHU ST
B npouecce BOMO. Mcxoast u3 naHHbIX peHTreHoda3oBoro aHanusa (POA) ycTaHOBJIEHO, UTO 06paboTKa B MEJIbHUIIE B TEUCHUE
20 MUH IPUBOAUT K 00pa3oBaHMIO TBepIoro pactsopa Ha ocHoBe Hf (Fm3m) ¢ T K-ctpykTrypoii. [Tociaenyromias BOMO B TeueHne
40 MuH crioco6cTBYeT 00pa30BaHUIO TBEPIOTO pacTBopa Ha ocHoBe Ta (Im3m) ¢ OLLK-cTpykrypoii. [Tocie 60-MuHyTHOU 06pa-
00TKHM Ha nudpakTorpaMMe MUKW TBEPABIX pacTBOpoB Ha ocHOoBe Hf 1 Ta moaHOCTHIO CIMBaIOTCS, 00pa3ysl OOMH OOIIUIT aCUM-
METPUYHBIN MUK B UHTEepBaJie yiioB ~35+51°. BeisiBiaeHo, uto ¢popmupoBanue BOC coctapa Hf TaTiNbZr ¢ OLIK-cTpykTypoii Ha-
omtonaercs nocie 90 Muxn BOMO. [1o naHHBIM cKaHU YOIl 271eKTPOHHON MUKpocKonuu (COM) maTepua UMeeT TOMOTEHHY 0
CTPYKTYPY, Pe3yJbTaThl SHEPTOAUCIIEPCUOHHOTO aHaJIM3a MmoKa3aJiv, 4To ucxonHele asmemeHTsl Ti, Hf, Ta, Nb, Zr paBHOMepHO
pacnipenesieHbl B 00beMe matepuaia. [Topouiku, monydyeHHsbie nocie 90 mun BOMO, cniekanucs nipu £ = 1150 u 1350 °C B TeueHue
10 muH. Pesynbratel POA, COM 1 3HeproarucrnepcuoOHHON CIIEKTPOMETPUM BHICOKOHTPOIUMHBIX CIIJIABOB, KOHCOJIUIUPOBAaH-
Hbix MmetonoM MIIC nipu 1 = 1350 °C, mokasaiu, 4TO MaTepraj COCTOUT MPEUMYIIeCTBEHHO 13 ogHOi ¢a3bl ¢ OLIK-cTpykTypoit u
Heb6osboro konnuectsa HfyFe u ZrO. Teepnocts cneueHHoro marepuaia BOC (10,7 I'Tla) mpesbiniana TBepIOCTb KOHCOIUAN-
POBaHHOT'O M3 CMECH UCXOIHBIX 3JieMeHTOB (6,2 I'T1a) B 1,8 pa3za. [TmoTHOCTH cieueHHBIX Tpu £ = 1350 °C 06pa3110B U3 UCXOIHBIX U
BOC-nopomkos cocraBuna 9,49 r/cm> (95,8 %) 1 9,87 r/cm? (99,7 %) COOTBETCTBEHHO.
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Sedegov A.S., Tsybulin V.S., Kuskov K.V., Shkodich N.F., Moskovskikh D.O.
Structural features of Hf TaTiNbZr high-entropy alloy fabricated by high energy ball milling

The paper shows the possibility of obtaining the Hf TaTiNbZr high-entropy alloy (HEA) of equimolar concentration from powder
components using the method of high-energy ball milling (HEBM) and spark plasma sintering (SPS). Initial powders were processed
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for 20, 40, 60 and 90 min in a high-energy planetary ball mill. The surface morphology, microstructure, and phase composition studies
of HEA samples showed that an Hf TaTiNbZr multicomponent powder mixture undergoes significant structural changes during the
HEBM process. It was found based on the X-ray phase analysis data that mill processing for 20 min leads to the formation of a solid
solution based on Hf (Fm3m) with an FCC structure. Subsequent HEBM for 40 min contributes to the appearance of a solid solution
based on Ta (/m3m) with a BCC structure. After 60 min of processing, the peaks of Hf and Ta based solid solutions on the X-ray
diffraction pattern completely merge to form one common asymmetric peak within the ~35+51° angle range. It was found that the
HfTaTiNbZr HEA with a BCC structure is formed after 90 min of HEBM. According to scanning electron microscopy (SEM), the
material has a homogeneous structure, and EDX results showed that the initial elements of Ti, Hf, Ta, Nb, Zr are uniformly distributed
in the material volume. Powders obtained after 90 min HEBM were sintered at = 1150 and 1350 °C for 10 min. The X-ray phase
analysis, SEM and EDX results of high-entropy alloys consolidated by the SPS at = 1350 °C showed that the material mostly consists
of one phase with a BCC structure and a small amount of Hf,Fe and ZrO. The hardness of the sintered HEA (10.7 GPa) exceeded the
hardness of the material consolidated from initial element mixture (6.2 GPa) by 1.8 times. Densities of samples sintered at ¢ = 1350 °C
from the initial and HEA powders were 9.49 g/cm? (95.8 %) and 9.87 g/cm?> (99.7 %), respectively.

Keywords: high-entropy alloy, high energy ball milling, machining, mechanical alloying, spark plasma sintering, solid solution, BCC
structure.
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Beenenmne

B 2004 r. npodeccopamu Kantopom (Cantor) u
E (Yeh) He3aBuCHMO IPYT OT ApyTa OBLIY Oy OJIMKOBA-
HbI CTaThH [1, 2], BKOTOpBIX ITpeaiarajach IpUuHIUITA-
aJIbHO HOBas KOHIIEMIMS CO3AaHUs METaJIMYECKUX
MaTepHajoB, OCHOBaHHAs Ha Iepexoie OT TpaauIlv-
OHHOTO MOJX0/Ma «0a30BBIN 2JIEMEHT U JIETUpYIoIIre
no6aBKM» K pa3paboTKe MeTaJIM4eCKUX CIIJIaBOB,
COCTOSIIIINX M3 5 1 OoJiee OCHOBHEIX 3JIECMEHTOB, B3SI-
TBIX TPUOJIM3UTEIBHO B pABHBIX aTOMHBIX COOTHOIIIE-
HusxX (ot 5 no 35 at1.%). OCOOEHHOCTh TaKMX CILIABOB
3aKJII09ajach B IPEUMYIIECTBEHHOM (POPMHUPOBAaHUH
HEYHOPSITOYECHHBIX MPOCTHIX TBEPIBIX PACTBOPOB CO
crpykrypamu OLK, 'K waun OUK/TLK, ctabuiu-
3amusl KOTOPBIX 00eCcIeYnBaeTCs] BEICOKOM 3HTPOITH-
eit cmemieHus (AS,,;,), KOTOpas, B CBOIO o4epelb, KaK
Mpearojarajoch, MoAaBIseT o0pa3oBaHUe UHTEPMe-
Tannndeckux da3. Takoit Kiracc MaTeprajIoB IOy YT
Ha3BaHUE <«BBICOKOBHTpOMNUItHBIE cruiaBel» (BOC)
[1—5]. UHuTeHCcuBHBIE UcciiegoBaHus B odnactu BOC
nokaszanu [1—7], 4To 3HTpONUSI CMEIIEHUS SIBISIET-

csl He €IMHCTBEHHBIM yCJIOBUEM ISt (POPMUPOBAHUS
NIPOCTBIX TBEPABIX PACTBOPOB B MHOTOKOMIIOHEHTHBIX
CIJlaBaX — TaKXXe OKa3bIBAIOT BJIUSAHUE CJEeAYOLMe
TE€PMOIMHAMUYECKHUE TAPAMETPBIL:

— oHTanbNus cMeieHus (AH,;,):

n .
AH iy =ZnAH§“XCiCj, 1)
ij=1
e AHU‘-T“X — DHTAJBIUS CMELIEHUS MEXIY i-M U j-M
aroMamu B crtase, C; 1 C; — MOJISIpHBIE KOHLIEHTpa-
LIMU i-TO U j-TO 3JIEMEHTOB;
— pa3HOCTh aTOMHBIX paguycos (8, %):

2

¥

§=100% |>C;|1-————| , 2)
- 2Cyr
Jj=1

rae Cj, C; u r;, r; 0603HAYAIOT ATOMHYIO JI0JIIO 1 aTOM-
HBIW paNyC i-TO U j-TO 3JIEMEHTOB COOTBETCTBEHHO;
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— Pa3HOCTb SJICKTPOOTPULATCIBHOCTU 3JICMCHTOB
(Ax):

Ag= ilc,» (=77 3)

— n
raey = Z Ci Xi» Xi — SJCKTPOOTPULATCILHOCTD Ionun-
i=1

ra s i-ro 3J1eMeHTa;

— KOHIIEHTpaIus BaJeHTHBIX 271eKTpoHOB (VEC):

n
VEC =} C,VEC,, 4
i=1
rae VEC; — BajleHTHas 2J€KTPOHHAs! KOHLEHTpaLu s
i-TO 3JIEMEHTA.

Boinee Toro, 66110 0O0HapyxkeHo [6, 7], uto VEC saB-
JIsieTCsl JOMUHUPYIOIIUM (aKTOPOM B OMpeneeHUU
ycaoBuii oopasoBanusi OLIK- unu 'IK-cTpykTyp B
BBICOKOSHTPOITMIHBIX CILIaBaXx.

Hao6ronanocs, yro misg VEC < 6,87 u VEC > 8,0
obpasytorca ¢asel ¢ OLUK- u THK-cTpykTypamu co-
OTBETCTBEHHO, B TO BpeMs KakK obe ¢a3sl (T.c. cMeCh
OLK u TIHK) oyayT cocyliecTBoBaTh MpU YCIOBUU
6,87 <VEC<8,0[7].

[lepBbIii MOMYYeHHBIN OOHOMA3HBIN BBICOKOIH-
TPONMIHBIN CILJIaB HAa OCHOBE 3d-NIEPEXOMHBIX Me-
tannoB CoCrFeMnNi skBuaTomHoro cocrana [1, 3, 8],
KaK 0Ka3aJoCh, 00J1a1an YHUKAJIbHBIMUA COYCTaHU -
MM CBOMCTB — TaKMMM, KaK BbICOKasl IPOYHOCTh Ha
pacTsIKeHue M TUIaCTUYHOCTh [9—12], BhicoKas ynap-
Has BSI3KOCTb M TPEIIMHOCTONKOCTh, OCOOEHHO IIpH
KPUOTEHHBIX TemIiepatypax [13, 14], BeicoKas TBep-
JIOCTb M IPOYHOCTh Ha cxatue [11, 15, 16], cBepxmia-
cTU4YHOCTS [17].

Konuenuusa BOC 3a nociaennue 15 net npruodbpena
CTaTyC OMHOI0 U3 HauboJiee MepPCIeKTUBHBIX HAaIlpaB-
JICHWI B MaTepuajoBeAcHUMN. Bce Oonbliee BHUMa-
Hue mpuBiekaeT Kiacc BOC Ha ocHoBe Tyrorias-
kux metayoB Hf, Ta, Ti, Nb, Zr, W, Mo [3, 18, 19],
KOTOPHIN TTOKa MaJjio M3y4eH, HO 00yagaeT OOJIbIINM
MMOTEHIIMAJIOM JIJISI CO3MaHUsT BBICOKOTEMIIEPATYPHBIX
KOHCTPYKILIMOHHBIX MaTepualioB. Tak, Halpumep, B
paborte [18] MeTOIOM 3JIEKTPOMYTOBOI TIAaBKHU C I10-
CJeAyIOIUM TopssuyuM npeccoBanueM npu 7= 1473 K
n paBaeHuun 207 MIla B TeyeHue 3 4 Obl MOJy4YeH
crmiaB TaNbHfZrTi ¢ mpeumymiecTBeHHO omHODa3-
Hoil OLIK-CTpyKTypoil M BBICOKUMM 3HAYEHUSIMU
tBepnoctu (HV = 3826 MIla) u npenena TeKy4ecTH
npu cxatuu (o) , = 929 Mlla).

Hawnbonee pacipocTpaHEHHBIM METOIOM TOJyyYe-
Hust BOC gBnsieTcst MeTol KpUCTalInu3aluu paciia-
BOB, IIJIST TIOJIYYEHUST KOTOPBIX MCIIOIB3YIOTCS DJIEKT-

poayroBas niaBka [20—23], nazepHas HamjaBka [24],
MeTajioTepMus [25] u op.

Merton MexaHndeckoro ciriapiaeHuss BOC u3 mo-
POIIKOB B IIJIAHETAPHBIX IIAPOBEIX MEJbHUIIAX Hadas
pa3BUBAThCS IO3IHEE, HO yXKe 3aBOeBaJl MpU3HAHUE,
0 9eM CBUETEIBCTBYET PACTyIIee YNCIO ITyOTUKAIIMIA
[26, 27]. IIpenmy1ieCTBa JTaHHOMN TEXHOJOIMU COCTOST
B OTCYTCTBUM BBICOKHUX TeMIIEpaTyp, IPOCTOTE U OT-
HOCHUTEJILHO BBICOKOU ITPONU3BOAUTEIBHOCTH.

Hnst koHconupauu BOC-1opo1iikoB Bce yalle uc-
MOJIL3YIOT METOJ MCKPOBOTO IJIa3MEHHOI'O CIICKaHUSI
(MIIC), KOTOpHI IO CPAaBHEHHIO C TPaIUIIMOHHBIMU
MeTomaMU CITeKaHWsI (HalpuMep, TOPSTYUM IIPeccoBa-
HMEM) MO3BOJISIET CIIEKaTh IMOPOLIKU IIPU 00Jiee HU3-
KHX TeMIlepaTypaxX M BBICOKHX CKOpPOCTSIX Harpema,
TeM CaMbIM MaKCHMaJIbHO COXpaHsIsI UCXOAHYIO MeJl-
KOIMCIEPCHYIO CTPYKTYpYy MaTepuana [27].

Lexs manHO pabOTHI — HMCCIIeIOBaHNE BO3MOX-
HOCTU TIOJIyYEeHUsSI BBICOKOIHTPOIMIHOIO CIlJIaBa
TaTiNbHfZr B 3KBMaTOMHOI KOHLIEHTpAallUU U3 TYy-
TOIJIABKMX TIOPOIIKOBEIX MCXOMHBIX KOMIIOHEHTOB
METOJIOM BBICOKOIHEPTeTUYECKON MeXaHU4YeCKOoil 00-
pabOTKHU 1 CBOMCTB KOHCOJMINPOBAHHOIO MaTepuraia
metoxoMm UTIC.

MeToauKka uccjaeI0BaHui

Hns mojiydeHUsl BBICOKOSHTPOMUIHOTO CIliaBa
HfTaTiNbZr 3kBMaTOMHOTO cOCTaBa B KaueCTBE HC-
XOIHBIX KOMITOHEHTOB OBLIY BBIOPAHBI ITIOPOIIKHY rad-
Hust Mapku TOM-1 (TVY 48-4-176-85, 99,1 %), tanrana
Mapku Tall-1 (TY 1870-258-00196109-01, 99,9 %), tu-
taHa Mmapku [ITM-1 (TVY 14-22-57-92, 99,2 %), unobus
Mapku HOII-1 (TY 1870-258-00196109-01, 99,9 %) u
uupkoHus Mapku [MHpK-1 (TY48-4-234-84, 99,6 %),
KOTOpBIE CMEIIWBAJINCh B PaBHBIX aTOMHBIX HOJISIX B
dapdopoBoii ctynke B TeueHue 10 MuH.

BricokosHEpreTHUUYeCKyl0o MeXaHMYecKylo obpa-
60TKy (BOMO) mopomKoBEIX cMeceil 3KBUaTOMHOTO
coctaBa HfTaTiNbZr mpoBomuiu B jabopaTOpHOU
IJIaHETapHOU IIapoBOii MeJbHUIIE «AKTUBaTOp 2S»
IIpU CKOPOCTHU BpallieHus Boauiaa 694 o6/mMuH, Gapa-
6aHoB — 1388 06/MUH.

[IpenBapuTenbHO TepeMelllaHHasl IIMXTa 3arpy-
Kajlach B 6apabaHBI aKTUBAaTOpa BMECTE ¢ M3MeJIbua-
IOIIMMHY CTAJTBHBIMU IIapaMU THAMETPOM 5—7 MM B
MaccoBoM cootHomeHnu 20: 1 (360 mapos Ha 18 T cme-
cn). bapabaHbl MeTBHUIIBI TEPMETUYHO 3aKPHIBAINCH
KPBIIIKAMU, CHAOKEHHBIMY KJIalTaHAMU JIJIST OTKAUYKHU
M HaIlycKa ra3za. BHauaJie mpoM3BOaMIOCH BAKYyMHM-
poBaHue g0 octatrouHoro gaBaeHue 0,01 ITa, 3aTem 6a-
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paGaHbl 3aTIOJHSIIUCH aproHoM Jo0 1 at™M. IIpomoiku-
tenbHOCTh BOMO cocrasuia ot 20 10 90 MuH.

KonconunupoBanHbeie ob6pasusl u3 BOMO-mo-
poikoB noayyanau metonoM MIIC Ha yctaHoBke «SPS
Labox 650» (AnoxHus).

Hns npoenenust UITIC mopomok noMemanty B -
JUHAPUYECKYIO TpadUuTOBYIO Ipecc-(popMmy (BHYT-
peHHuit guamMeTp 15,9 MM, BHEITHUI 1ramMeTp 48 MM, BbI-
coTa 50 MM), IpY 3TOM MEXY €€ CTEHKaMU 1 00pa3LoM
Haxonmuiack rpagurtoBast Oymara toiamuHoui 0,4 MM.
MakcumanbHOe JaBjieHUE IMPECCOBAHMUSI COCTABJISLIO
50 MIla. Yepes ob6pazen u npecc-hopMy MPOITycKaiu
UMITYJIbCHBI TOK IPSIMOYTOJIBHON (hOPMBI C TIPOIOII-
JKUTETBbHOCTBIO KaxKI0ro uMnysibca 40 Mc 1 MHTepBaJja-
MU Mexy uMmiyiabcamMu 7 Mc. CKOpOCTh HarpeBa co-
crapisina 100 °C/MuH, TemIieparypa criekanus — 1150 u
1350 °C, Beigepxka — 10 muH. TeMnepaTypy crieKaHuU s
U3MEPSIJTU C TIOMOIIIBIO PAAMAIIMOHHOTO T POMETPA.

Mopdosorvio MmoBepXHOCTH, MUKPO-, U aTOMHO-
KPUCTAJUTUYECKYIO CTPYKTYPY TOPOIIKOBBIX cMeceit
cocraBa Hf TaTiNbZr u crieueHHBIX MaTepraioB HA UX
OCHOBE HCCJIEIOBAJIU C TIOMOIIIBIO CKAHUPYIOIIEH 2JIeK-
TpoHHOIt MuKpockornmuu (COM) nHa mpubope JEOL
7600F (JEOL, SlmoHust) ¢ mprMeHEHUEM 3HEPromuc-
nepcuoHHoro aHanuza (DIC), peHTreHo(a3oBoOro aHa-
mm3a (PDA) na ycranoske [IPOH-4 (HITIT «bypeBecrt-
HUK», I. CaHkT-IleTepOypr) (u3nyuenue Cok,,).

IInoTHOCTH 00pa3lOB MOCJEe CNEKAaHWUS OLEHU-
Bajd METOAOM THUJIPOCTATUYECKOTO B3BEIIMBAHUSI.
OnpeznefneHre MUKPOTBEPIOCTU CIEYEHHBIX 0Opas-
1IOB TTPOBOAMJIM Ha MOJMPOBAHHBIX IIIM(aX METOIOM
Bukxkepca (I'OCT 2999-75) ¢ momoiibio ubpPOBOTO
tBepaomepa HVS-50 (L.H. Testing Intstruments, Ku-
Tait) mpu Harpy3ke 10 Kr-c.

Pe3yabraThl M UX 00CyKaAeHUe

Onenka 00pa3oBaHus TBEPAOTo PACTBOPA
B ciiase Hf TaTiNbZr

CornacHo npasuny Om-Pozepu, nisa npeaBapu-
TEJIbHOU OLICHKM OOpa30BaHUS TBEPIOIO pacTBOpa

B cucteme HfTaTiZrNb Obuiu yuTeHBl pa3iudusi B
aTOMHBIX paauycax, 3HAUYCHMSX 3JIEKTPOOTpPUIIA-
TEJIbHOCTU 3JIEMEHTOB U KOHIIEHTPAIUSIX BAJIEHTHBIX
3JIEKTPOHAX, IPUBEACHHBIX B TA0OJIHUIIE.

PasHuma B aTOMHBIX pagudycax IJIs MUCCIeoyeMoit
koMmmosurun Hf TaTiNbZr coctasuna Ar = 6,06 % tipu
IOTTYCTUMBIX 3HaUYeHUAX B Tipeaenax 0 < Ar< 8,5 %.

B pa6ore [28] O6bLJI0 OTMEUEHO, UTO Ay MpakTUye-
CKU He BIUSAET Ha (popMHUpOBaHME TBEPIOIO pacTBOpa
unu amopdHoit daspl. OQHAKO HegaBHUE UCCIEI0-
BaHUA [29] mokazasiu, 4YTO IpU OOJIBIIOM 3HAYCHUU
Ay 6ornee BeposTHO (OpMUPOBaHUE CIOXHBIX CO-
eIMHEHUI (HalpuMep, MHTepMeTaIuaoB). s nusy-
yaemoro cruiaBa Hf TaTiNbZr pa3Huiia B 3Ha4eHUSIX
3JIEKTPOOTPUIIATENBHOCTH Obla Ay = 0,1176.

KoH1eHTpanus BaJIEeHTHBIX 3JICKTPOHOB IJISI 9K-
BuaTtoMHoro criaBa Hf TaTiNbZr, paccuutanHas 1o
dbopmyne (4), coctaBuna VEC = 4,4, 4TO COOTBETCTBY-
eT (popmupoBaHuio TBepaoro pactBopa ¢ OLIK-cTpyk-
typoii (VEC < 6,87) [3].

Bbicoko3HepreTHYecKass MeEXaHH4ecKas
00padoTKa

IMpouiecc BOMO mnpuBoguT K CYIIECTBEHHBIM
CTPYKTYPHBIM M3MEHEHHSIM MHOTOKOMITOHEHTHOMU
nopoikoBoit cMecu coctaBa Hf TaTiNbZr. Ha puc. 1
nmpencTaBieHBl pe3ynabraTel PDA mcxomHoit U Me-
XaHUYEeCKM 00pabOTaHHBIX IMOPOIIKOBEIX CMecel
HfTaTiNbZr nipu pa3Hoil IPOAOJXKUTEIBHOCTHU (T)
BOMO. UcxogHast KOMIO3UIUSA COOEPXKUT Iudpak-
uuonHbie uku Hf, Ta, Ti, Nb u Zr. B pesyabrare
00paboTku nopoikoBoit cmecu Hf TaTiNbZr nipu 1 =
= 20 MUH TPOUCXOOUT HMCUYE3HOBCHUE IUPpPaKII-
OHHBIX NMHWKOB MCXOOHBIX 3JIEMEHTOB U 00Opa3oBa-
HHUE TBepaoro pactBopa Ha ocHoBe Hf (Fm3m) c
I'OK-ctpykrypoii. Takxke BOMO (t = 20 MuH) cmo-
COOCTBYET MOSBJICHUIO TU(PPAKIIMOHHBIX TTUKOB Ke-
Jie3a, Mo-BUAMMOMY, M3-32 UCITOJIb30BaHUSI CTaJIbHBIX
0OapabaHOB U 1IAPOB.

IIpu 6onee nponoxuteabHoit BOMO (t = 40 MuH)
Ha peHTreHorpamMmMe OToOpaxkaeTcsl TBEPAbI pacT-

CBoiicTBa 3J1€MEHTOB, BXOAAIIUX B cocTas ucciaexyemoro ciiasa HfTaTiNbZr [3]

OJeMEeHT ATOMHBIII HOMED CTpyKTypa NP fy oy Panuyc, nm tn C VEC X, OTH. €.
Hf 72 rmny 157,75 2233 4 1,30
Ta 73 OLK 143,0 3017 5 1,50
Ti 22 rny 146,15 1670 4 1,54
Nb 41 OLK 142,9 2468 5 1,60
Zr 40 rmny 160,25 1851 4 1,33
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Bop Ha ocHoBe Ta (Im3m) ¢ OLK-cTpyktypoii. Ilo-
cjie Takoii 00pabOTKM CTPYyKTypa MOPOIIKOBOI cMe-
cu HfTaTiNbZr cocTouT M3 TBEpABIX pacTBOPOB Ha
ocHoBe Hf u Ta co crpykrypamu I'lIK 1 OLIK coot-
BETCTBEHHO C HEOOJIBIIMMU KOJIMYECTBAMU THUAPUIA
rapHus U Kenes3a.

ITocie BOMO B TeueHue 60 MUH MUKW TBEPABIX
pactBopoB Ha ocHoBe Hf m Ta Ha peHTreHOrpamme
ITOJTHOCTBIO CIMBAIOTCS, 00pa3yst OMMH OOIIUIT aCUM-
METPUYHBIN MUK B UHTEepBaie yriaoB ~35+51°,

CrnenyeT OTMETUTh, YTO C YBEJIMUYCHHEM IIPOHOJI-
XKUTEIbHOCTH BOMO KOIMYECTBO HAMOJIOTOTO K€-
Jie3a yMEHbIIIAeTCs, YTO, Ha MEePBBIA B3I, KaXKeTCs
napagokcaabHbIM. OQHAKO CTEHKHU CTaJbHBIX Oapabda-

HOB MEJIbHULIBI U 1IapoB B npouecce BOMO mnoasep-
raroTcs ¢pyTepoBKe U3MeEIbUYaeMbIM MaTepraaoM. Tak-
Ke HeOOJBIIIOe KOJMUYECTBO Kejie3a BXOOIUT B COCTaB
TBepaoro pactBopa ¢ OLK-cTpykTypoit, yTto mnomu-
TBepXKIaeTcs pe3ybTaTaMy SHEProAMCIIEpCUOHHOIO
aHanu3za (cM. puc. 3).

MexaHuueckast 0opaboTka B TeueHure 90 MUH npu-
BOJIMT K 00pa30BaHUIO BBICOKOHTPOIMITHOTO CILJIaBa
HfTaTiNbZr ¢ OLlK-cTpyKkTypoii (Habmogaercst oT-
HOCHMTEJIbHAsI CHMMETpH s AU(PPaKIIMOHHBIX TTUKOB).

Pe3ynabraThl CKaHUPYIOLIEH BJIEKTPOHHON MMK-
pockonmuu BOC-mopomika ¢ moBepXHOCTU M MUKPO-
uiuda craBa Hf TaTiNbZr nociie BOMO B TeueHue
90 MuH mpeacTaBjeHBI Ha puc. 2. [Tocae BEICOKO3HEP-

Puc. 1. Pesynbpratel POA nmopomkoBsix cMmeceii coctaBa Hf TaTiNbZr mocie BOMO B Teuenue 0, 20, 40, 60 1 90 MuH

Puc. 2. MukpodoTorpaduu ¢c nopepxHocTH (a, 6) u cpesa (mnuda) (6) nopoikopoit cmecu Hf TaTiNbZr

nocysie BOMO B Teuenue 90 MuH
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Puc. 3. MukpodoTtorpadust (a) u sHEprogUCIIEpCUOHHBIN aHATU3 (KapTa pacripeesieHusl 2JIEMEHTOB) (6—u)
nopoinkoBoii cmecu Hf TaTiNbZr nociie BOMO B teuenue 90 Mmun

TeTUYECKOM 00padOTKM IOPOIIKOBAasl CMECh COCTOUT
13 KOMITO3UTHBIX YaCTUIL HEITPaBUJIbHOW (POPMBI, pa3-
Mep KOTOPBIX BapbUPYETCS OT HECKOJIBbKUX MUKPOH 10
20—30 mxM (puc. 2, a, 6). Ha cHumke Mukponuticda
nopouika BOC (puc. 2, g), CHITOM B peXMMe 00paTHO-
OTpaXEHHBIX 3JIEKTPOHOB, HET SIBHO BbIPaXKEHHBIX
KOHTPACTHBIX 00JIaCTEl, YTO TOBOPUT O pABHOMEPHOM
pacmpenefeHud BCeX 3JIEMEHTOB B 00beMe YaCTUIIBI
MaTepuajga. OTO IOATBEPXKIACTCS U pe3yJbTaTaMU
sHepromuciepcuonHoro a"Hammza (BAC) (puc. 3) —
ucxonHble aneMeHThl Ti, Hf, Ta, Nb, Zr paBHOMepHO
pacrpenefieHbl B 00beMe MaTepuaja. Takxke B cMecu
MIPUCYTCTBYIOT CIIEAHI Xeje3a U Kucjaopona. Hanmame
KHcJI0poaa, B CBOIO ouepenb, B yacTuliax BOC mMox-
HO OOBSICHUTH BBITPY3KOI ITOPOIIKOB M3 OapabaHOB
MEJIBHUIIBI Ha Bo3myxe. TakKuM oOpa3oM, B IIpolecce
BBICOKOHEPIreTUUECKON MeXaHUUYeCKol 00paboTKU B
1IapOBOI TJIaHETAaPHON MeJIbHUIIE «AKTUBATOpP 2S» B
TedeHre 90 MUH NPOUCXOOHUT (pOpMHUpPOBAaHUE BHICO-

kosHTponuitHoro ciuiaBa Hf TaTiNbZr ¢ OLIK-cTpyk-
TYpOM.

HckpoBoe nia3MeHHoe CieKaHne
B3O C-nopomka HfTaTiNbZr

Pesynbprathl peHTreHogaszoBoro aHaausa BOC-
nopomka HfTaTiNbZr (BOMO, t1 = 90 MUH) u KOH-
COJTMIMPOBAHHBIX 00Pa3II0B Ha €r0 OCHOBE MTPEICTaB-
JneHbl Ha puc. 4. [Ipu TemnepaType CrieKaHus, paBHOI
1150 °C, Ha pentreHorpamme criaBa Hf TaTiNbZr Ha-
osrronatoTcst UG PaKIIMOHHBIE ITMKW TBEPAOTO pacTBOpa
¢ OLIK-cTpyKTypoii (ocHOBHas ha3a), TakKke OTMeua-
torcs nuku Hf,Fe u ZrO. HeGonbluoe Konn4ecTBo xe-
Jie3a, mpucyTcTBymoliee B BOC-noponike B pe3yabrare
HaMoJa ocyie BOMO (1t = 90 MuH), HauMHaeT B3aUMO-
nmeiictBoBarh B mporecce MIIC ¢ radbamem ¢ popmu-
poBanueM Hf,Fe. O6pasoBaHue okcnujga LIMPKOHUS B
MpoIllecce CUHTe3a MPOUCXOAUT, O-BUAMMOMY, BBUIY
OOJTBIIIOTO CPOACTBA IMPKOHUS K KMCIOPOY.
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Puc. 4. Pesynbratel POA 1o (a) u iocie (6, 8) koHconumauuu MmetonoM UTIC npu remnepatypax 1150 °C (6) u 1350 °C ()
BBC-nopouika Hf TaTiNbZr (BOMO, t = 90 muH)

Puc. 5. COM (a) u B1C (kapTa pacnpeaeseHus dJIeMEHTOB) (6—arc)
cneyeHHoro metonoM UTIC npu ¢ = 1350 °C BOC-nopomka Hf TaTiNbZr
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Puc. 6. D/1C-cnextp cneyeHHoro metonoM UIIC npu ¢ = 1350 °C BOC-nopomka Hf TaTiNbZr

CornacHo fuarpamme coctosiHust Hf—Fe, moapo6-
HO u3yyeHHoii B padote [30], ¢pa3a Hf,Fe obpasyercsa
B TBEPIAOM COCTOsIHMM T1pu Temmneparype 1260 °C. Ilo-
BoiieHue temmepatypsl UITIC no 1350 °C npuBoauT K
3HAYUTEJIbHOMY CHUXEHUIO TUMPAKIITMOHHBIX TUKOB
BropuyHoit da3sl Hf,Fe, a Takxxe ymMeHblIeHUIO CO-
nepxaHus dasel ZrO. DTo 00bSICHSIETCS PaCTBOPEHU-
eM ¢asel HfyFe B 00beme criytaBa BBUAY MOBBILIEHU S
TeMIepaTyphl clieKaHWsA. MaJjleHbKUil pa3mep U ObI-
CTpoe OXJIaXAeHUe crieKaeMoro obpasia He O3BOJIS-
IOT TTOBTOPHO BBIACIUTHLCS BTOPUUHOI (a3e, popMu-
Py TOMOTEHHYIO CTPYKTYPY CILJIaBa.

Ha puc. 5 npeacrasiensl pe3yiabratel COM u B1C
cnieueHHoro mpu Temmeparype 1350 °C BOC-nopoika
HfTaTiNbZr.

MuKpOCTpyKTypa ClieueHHOTo 00pa3iia BBITJISIIUT
MPEeUuMYILIEeCTBEHHO OJHOPOAHOI (puc. 5, a). ITo maH-
HBeIM DJIC-aHanmm3a, 3JeMEeHTHI, 00pa3yIoline TBEp-
abiit pactBop ¢ OLIK-cTpykTypoii Ha ctaguu BOMO,
TaKXe paBHOMEPHO paclipelnesieHbl B 00beMe CIieYeH-
HOTO obOpa3sia (puc. 5, 6—ac), 5KBUATOMHOE COOTHO-
IIEHKE JIEMEHTOB B MaTepuaie COXpaHsIeTCs, Pe3yJib-
taT D/IC TakKe NMoKa3bIBaeT HEOOJIbIIOE CoAepKaHNE
KeJjie3a B 00beMe Matepuaia — 2,2 at.% (puc. 6).

Teepnoctb (HV) KOHCOJIUAUPOBAHHBIX METO-
noM UTIIC o6pasuos, moiaydeHHBIX U3 BOC-nopoii-
ka HfTaTiNbZr, B ~1,8 pa3za Berme (10,7 I'lla mpu ¢ =
= 1350 °C) aHaJIOTUYHBIX MaTePUAJIOB, CIIEUEHHBIX U3
CMeCH TIOPOIIIKOB 0€3 BHICOKO3HEPTeTUUECKON Mexa-
HuU4Yeckoi oopaboTku (6,2 I'T1a).

IInoTHOCTh cneyeHHBIX nipu ¢ = 1350 °C o6pa31oB
13 NCXOMHBIX 1 BAC-nopoukos coctasua 9,49 r/cm’
(95,8 %) 1 9,87 r/em> (99,7 %) coorBeTcTBeHHO [18].

3aKJayeHue

INokazana mpuHIMTINATBEHAS BO3MOXHOCTb TOJTY-
yeHus1 BOC-nopoikoB Hf TaTiNbZr ¢ OLIK-cTpyKTy-
pO¥i ¥ KOHCOJIMAMPOBAHHBIX MAaTepPUAJIOB HA UX OCHO-
BE C MCIOJIb30BAaHMEM KPAaTKOBPEMEHHON (B TeUeHUeE
90 MWH) BBICOKO9HEPreTUYECKON MEXaHUYECKOil 00-
paboTKU B cpelie aproHa U MocieAyoIero MCKpoBOro
njaa3MeHHoro crnekanue npu ¢ = 1350 °C. TBepmocThb
noysyyeHHoro BOC-maTepuaia npesbicuia TBEPAOCTh
KOHCOJMIUPOBAHHOTO M3 CMECU HUCXOAHBIX IIEMEH-
TOB oOpa3sna B 1,8 pa3a. [ITOTHOCTh CIIEYCHHBIX IIPU
t = 1350 °C o6pa31oB u3 ucxoaHbix 1 BOC-nmoponikos
cocrasua 9,49 r/em? (95,8 %) 1 9,87 r/em? (99,7 %) co-
OTBETCTBEHHO.

HccrenoBanmne BRIITOJIHEHO 3a CYET TPAHTA
Poccurickoro HayuHOro ¢oszma (mpoekt Ne 18-79-10215).
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