Kaneruna 10.B., Kanetun A.1O., [Twmorun B.I1. HTeHCHBHAs miacTuueckas aeopMaiiisi HECTEXHOMETPHUYESCKOTO CILIaBa
reficiepa Ha ocHoBe Ni-Mn—In // Bectauk [TepMCKOro HalOHAIBHOTO KCCIIEJOBATEILCKOTO MOIUTEXHUYECKOTO YHUBEPCUTETA.
MammHoctpoenue, marepuanosenenue. — 2021, — T. 23, Ne 3. — C. 53-58. DOI: 10.15593/2224-9877/2021.3.06

Kaletina Yu.V., Kaletin A.Yu., Pilyugin V.P. Intensive plastic deformation of non-stochiometric Ni-Mn—In heusler alloy.
Bulletin -~ PNRPU.  Mechanical  engineering, materials  science, 2021, vol. 23, mno. 3, pp. 53-58.
DOI: 10.15593/2224-9877/2021.3.06

BECTHUK ITHUITY. MamuHocTpoeHne, MaTepuaJiOBe/ieHue
T. 23, Ne 3, 2021
Bulletin PNRPU. Mechanical engineering, materials science
http://vestnik.pstu.ru/mm/about/inf/

DOI: 10.15593/2224-9877/2021.3.06
VK 669.24"74’871:620.181

}0.B. Kanetuna', A.10. KaneTMH1’2, B.M. Muniorun’

! WHcTutyT cbusmkm metannos um. M.H. Muxeesa YpO PAH, EkatepuHbypr, Poccus
2Ypau'||=C|<vu7| denepanbHbIn yHUBepcuTeT UM. nepsoro NpesvnaeHTa Poccun B.H. EnbuuHa,
EkatepuHOypr, Poccus

MHTEHCUBHASA NINACTUYECKAA OE®OPMALNA HECTEXUWOMETPUYECKOIO CIMNJTIABA
FEMCINEPA HA OCHOBE NI-MN-IN

MpoBeneHo uccnegosaxue cnnaea eiicnepa Ha ocHoBe Ni-Mn—In HecTexmomeTpuyeckoro coctasa, B KOTOPOM peannayeTcst MarHUTHbIN
N CTPYKTYPHbI (a3oBble Nepexodbl B paioHe KOMHATHOW TeMnepatypsbl. MiccnenoBaHo BNMsSiHME MHTEHCMBHOWM NnacTnyeckon aedopmauum npu
KPMOreHHbIX TemnepaTtypax Ha MUKPOKPUCTaNIMYecKylo CTPYKTypy, XapakTep u3noma, MukpoTBepaocTb cnnasa lencnepa NigzMngolng. Oto-
MOKEHHbIN cnnae Obin noAaBeprHyT Aedopmauyn METOAOM KpydYeHUst Mo4 BbICOKUM AaBrieHuneM. lNnactuyeckyio aedopmaunio ocyLwecTBnsnm B
HakoBanbHsax BpumxmeHa noa aasneHnem 8 Ma npu Temnepatype 77 K. CaBur nof AaBneHNeM NpoBOAMNY NPY BPaLLEHWUWN HKHEN HAaKoBaNbHU
co ckopocTbio ® = 0,3 06/mMuH, yron noBopoTa ¢ BapbupoBanu ot 0 oo 5 06. MeTogamu onTUYeCKol 1 3NEKTPOHHOWM MUKpockonum Gbina ndyyeHa
CTpykTypa cnnasa nocrne gedopmaunm. C NOMOLLbIO CKaHUPYIOLLEN 3MEKTPOHHON MUKPOCKONWMN Obinn BbisiBIIEHbl OCOOEHHOCTU NOBEPXHOCTU 13-
IOMOB B MCXOAHOM COCTOSIHUM 1 nocne AedopMaLVOHHbIX BO3AENCTBUIN Pa3NNYHOA UHTEHCMBHOCTU. CTPYKTypa OTOMOKEHHOTO CriniaBa npu Kom-
HaTHOW TemnepaTtype NonuKpucTannmyeckasi AByxdasHasi, CocTosiLas U3 BbICOKOTEMMNepaTypHON L24-asbl 1 MapTEHCUTHBIX KPUCTAnMoB, cpea-
HUIA pa3mep 3epeH cocTasnseT 4o 500 MKM, Npy pa3pyLUeHUK 3TON CTPYKTYpbl HabnoaaeTcs Xpynkuii nsnom. MokasaHo, YTo nocne aecdopmaimm
Kpy4eHveM nof AaBrieHneM npu Temnepatype XUAKoro asota NnonukpucTanmieckast CTpykTypa cnnasa uameribyaeTcsi 40 HaHOKpUCTanImyecko-
ro COCTOSIHMSI C pa3mepoM 3epeH Ao =90 HM BO BceMm obbeme obpasua, npu 3TOM paspylueHne maTepuana npuobpeTaeT B OCHOBHOM BSI3KUIA Xa-
paKTep ¥ yny4lialoTcsa nnacTmyeckme cBoncTea maTtepuana. [edopmaumsa npu KpUOreHHon TemnepaTtype Bbi3blBaeT 3HA4YUTENbHOE MOBbILLEHNE
MWKPOTBEPAOCTH, HabntofaeTcs yNpoYHeHWe crnasa NpakTUyYecky B ABa pasa Mo CPaBHEHWIO C UCXOAHLIM OTOMXOKEHHBIM COCTOSIHUEM, Npy 9TOM
noAaBnsieTcst MapTEHCUTHOE NpeBpalLleHne.

KnioueBble cnoBa: asoBoe npespalleHve, cnnae [ericnepa, MapTeHcut, Aedopmanms, MUKPOTBEPAOCTb, KpyYeHe noa AaBreHueMm,
CTPYKTypa, U311oMm, cTeneHb AedopMaLmmn, HaHOKPUCTaNIMYeckoe COCTOSIHUE.
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INTENSIVE PLASTIC DEFORMATION
OF NON-STOCHIOMETRIC NI-MN-IN HEUSLER ALLOY

A study was carried out of a Heusler alloy based on Ni-Mn—-In of nonstoichiometric composition, in which magnetic and structural phase
transitions occur in the region of room temperature. The effect of severe plastic deformation at low temperatures on the microcrystalline structure,
the fracture mode, and the microhardness of the Heusler alloy Ni;;Mn4,Ins4 has been investigated. The annealed alloy was subjected to high pres-
sure torsion deformation. Plastic deformation was carried out in Bridgman anvils under a pressure of 8 GPa at a temperature of 77 K. Shear under
pressure was performed with the rotation of the lower anvil at a speed of w= 0.3 rpm, the angle of rotation ¢ was varied from 0 to 5 rpm. The
structure of the alloy after deformation was studied by methods of optical and electron microscopy. With the help of scanning electron microscopy,
the features of the fracture surface were revealed in the initial state and after deformation effects of various intensities. The structure of the an-
nealed alloy at room temperature is polycrystalline two-phase, consisting of a high-temperature L2-phase and martensitic crystals, the average
grain size is up to 500 um; upon destruction of this structure, a brittle fracture is observed. It was shown that after deformation by torsion under
pressure at liquid nitrogen temperature, the polycrystalline structure of the alloy is refined to a nanocrystalline state with a grain size of up to = 90
nm in the entire volume of the sample, with the destruction of the material acquiring mainly as viscous and improving the plastic properties of the
material. Deformation at cryogenic temperature causes a significant increase in microhardness, the alloy is practically doubled in comparison with
the initial annealed state, and the martensitic transformation is suppressed.

Keywords: phase transformation, Heusler alloy, martensite, deformation, microhardness, torsion under pressure, structure, fracture, de-
formation degree, nanocrystalline state.
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BBenenue

CmnaBel ['elicnepa, 0COOEHHO HECTEXHOMETpUYE-
CKOTO COCTaBa, 00JaJaloline pasMuHbIMU (DYHKIHO-
HaJbHBIMH cBoWicTBaMH [1-21], Takumu kak 3¢dexTs!
maMaTé (OPMBI, MarHeTOKaopwdeckuii >ddekr, TH-
TaHTCKUE MarHerone(opMalyi 1 MarHeTOCOIPOTHBIIe-
HUS, BBI3BIBAIOT HEOCTaOEBaIOLIMIi MHTEpEC HCCIeno-
BaTenel Omaromaps MOTEHIMAIBHBIM BO3MOXKHOCTSIM
UX TIPAKTUYECKOTO HCIIOJIb30BAaHUS B PA3INYHBIX BbI-
COKOTEeXHoJIornueckux ycrpoicrsax [1, 13]. Oxnako
3a4acTyl0 XPYIKOCTh KPYIMHO3EPHHUCTBIX ITOJIHKPH-
CTaJNIMYECKUX CIUIaBOB ['eliciepa 3aTpydHsET UX IIH-
pokoe mpakTudeckoe ucnonaszoBanue [1]. Iloxyuenue
MEIIKO3EPHUCTOM CTPYKTYpHI SIBISETCS OJAHUM U3 He-
MHOTHX 3(QQEKTHBHBIX CIOCOOOB IOCTIDKEHHS BEICO-
KOIIPOYHOT'O  COCTOSIHMA. VI3MENpuuTh  CTPYKTYpPY
CIUIaBOB JI0 CYOMHKPOKPUCTAILIMYECKOTO U HAaHOKPH-
CTAJUTMYECKOTO COCTOSIHUI MO3BOJISIOT METOBI, OCHO-
BaHHbIE Ha BO3ACHCTBUU MHTEHCUBHBIX IJIACTHYECKUX
nedopmanuii [22-24]. VIHTeHCHBHAs IUTACTHYECKAs
nedopmanysi OOBIYHO OCYHIECTBIISIETCS! MOJ] BBICOKAM
JIaBJICHWEM, TIPH KOTOPOM BO3MOXKHO JIOCTIDKCHHE
3HAYMTENbHBIX CTerneHel aedopmanuu 0e3 paspylie-
HUs Marepuaia. B Hammx paborax [24, 25] u3ydeHo
BIIMSHUE PA3IMYHBIX BHUAOB IUTACTHYECKOH aedopma-
IIUM Ha MHUKPOCTPYKTYPHBIE OCOOEHHOCTH M H3MEHe-
HUE (PU3MYECKMX M MEXaHWYECKHX CBOMCTB CIUIaBa
[eticepa Niy;Mng,In ;.

Lenpio HacTosmie paboOTH SBISUIOCH HCCIIENO-
BaHUE BIIMSIHUS TUIACTHYECKOH JedopManyy KpydeHH-
€M TI0J] BBICOKUM JIaBJIEHHEM TP KPUOTEHHOU TemIle-
partype Ha CTPYKTYpY H CBOiicTBa cruaBa NigyMng,Iny;.

Martepuan 1 METOTUKA HCCIeT0BAHUS

CmiaB Nig;Mng,In;; cuHTE3MpOBaIN METOAOM
AIIEKTPOJYTOBOM IJIaBKU B arMocdepe aprona. [locne
BBIIUIABKU €r0 IMOJIBEPrad TOMOTI€HH3HPYIOIEMY OT-
JKUTY B BakyyMe npu Temmneparype 1123 K B TeueHue
24 4 ¢ TOCNeyIOUINM OXJIaXACHHEM C MeUblo. 3aTeM
OCYILECTBISUIM [IACTHYECKYIO JeopMalvio B HAKO-
BabHAX bpumkmena npu nasnenun 8 I'Tla u Temnepa-
Type 77 K. YrioBast CKOpOCTh BpallleHHs HAKOBAJIEH IIPU
nedopmupoBanun coctasisiia 0,3 00/MUH, yroJ oBopo-
Ta ¢ BapbpupoBaiy ot 0 1o 5 00. [ocne nedopmanim us-
MepsUTH MUKPOTBEPIOCTh Ha miprudope [IMT-3 no cran-
JapTtHOH Metoauke npu Harpyske 0,5 H, mporommmm
AJIEKTPOHHO-MUKPOCKOIIMYECKUE UCCIIEIOBaHUS U3JI0-
MOB M CTPYKTYphl Ha CKaHHPYIOIIEM HJIEKTPOHHOM
Mukpockorne Quanta-200 ¥ TpPOCBEYMBAIOIIEM DJICK-
TpoHHOM MuKpockone JEM-200CX.
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Pe3ynbTaThl HecIe10BaHUS U UX 00CYy:KIeHUE

HccnenoBanus, NpOBEICHHBIE HAMH paHee
[15, 16, 18], moka3anu, uro cruiaB NigMnglng; npu
BBICOKOHM TeMIepaType HaXxoJuTcsl B OAHO(]a3HOM co-
CTOSIHUM U MIMEET KPUCTAIMYECKYIO CTPYKTYpY, YIIO-
psanodeHHyto o tumy L2,. [Tpu oxmaxmeHnn 10 TeM-
nepatypsl 310 K B crmaBe HabmromaeTcss MarHUTHBIH
Nepexo] U3 MapaMarHuTHOTO B (peppoMarHuTHOE Co-
CTOSIHME, 3aTeM B (DEPPOMATHUTHOM AayCTEHHUTE IIPH
Twv = 300 K nporcxoautT MapTeHCUTHOE TIPEBPAIICHNE
[18]. DneKkTpOHHO-MHUKPOCKOMMYECKHE HCCIEI0BaHUS
CTPYKTYpHI (pHc. 1, a) u xpucramiorpaduiecKkuii aHa-
JIM3 TIOKA3aJIM, YTO MAapTEHCUTHAS! CTPYKTYpa MOYJIH-
pOBaHHasT W COOTBETCTBYET IIapaMeTpaM pelIeTKU
14M wmaprencuta [25, 26]. B HemedopMupoBaHHBIX
oOpasmax cmiaBa Nig;Mng,In;; mocne oxura (ucxon-
HOE€ COCTOSIHUE) M3JIoM xpymnkuil (puc. 1, 6). Cpennee
3Ha4e€HHE MHKPOTBEPIOCTH CILIaBa B HCXOJHOM CO-
crossauu coctaBisieT 3000 Mlla. Ilocite ocagxu, korga
YTOJI IIOBOPOTA HAaKOBAJIBHHU (@ = (0°, TOBEPXHOCTH pas-
pYLIEHHs Takke HOCHT XPYNKHH xapakrep. Paspymie-
HHUE SBHO MPOXOAUT IO I'PaHMIAM MapTEHCHTHBIX pe-
ek. [locne ocanku 3HaUE€HWE MHUKPOTBEPAOCTH YBEIH-
gmiochk 10 4100 MITa.

Puc. 1. MukpocTpykTypa (@) ¥ TIOBEpXHOCTH U3jioMa (6)
crutaBa NigzMny,In, | mocie omkura



Kaletina Yu.V., Kaletin A.Yu., Pilyugin V.P. / Bulletin PNRPU. Mechanical engineering, materials science, 3 (2021) 53-58

[Mocne nedopmanuy KpydeHHEM IOJ BBICOKHM
nasinenueMm (KBJI) ¢ yBenndenuem crenenn aedop-
Maluy BHJ M3J0Ma CyIIeCTBeHHO m3MeHsercs. Eciu
B Clly4ae [I0OBOPOTa HaKOBAJIbHH Ha Yros ¢ = 5° pas-
pYLIEHHE MaTepraia uAeT B OCHOBHOM JIHOO Iorepex
MapTeHCUTHBIX KPHCTAJIIOB, 00pa3ys CIOUCTYIO
CTPYKTYpPY, MO0 IO CTBIKAM MapTEHCHTHBIX IIaKe-
TOB, TO C POCTOM CTENEHHU Je(opMaluy U3JI0M H3Me-
HSETCS OT XPYNKOro K Bs3KomomoOHOMy (puc. 2).
OTcyTCTBYeT paspyllieHHe IO I'PaHUIlaM CaMUX KpH-
CTaJVIOB MapTEHCHUTA, CIIOUCTOCTh IOCTEIIEHHO 3aMe-
HsieTcs BsA3KMM paspymenueMm. Ilocie aedopmarym
KpydeHHEeM Ha 7 =5 00. CTPyKTypa CTaHOBHTCA
Omu3kol K aMOP(HO-HAHOKPUCTAIINYECKOMY CO-
CTOSIHUIO CO CPEJHUM pa3MepoM 3epeH a0 <90 HM U
MeHee (cM. puc. 2, 2). [lmactuueckas medopmanms
METOJIOM KpYYeHHUs IIOA JaBJICHHEM MPUBOAMT K
(opmupoBaHuio suencTol cTpyktypsl. C yBenuye-
HHUEM CTeleHH JleOopManny siuercTasi CTpyKTypa 3a-
HUMaeT Bce Ooubiunii 00beM o0pasiia, pa3opHEeHTH-
pOBKa sSY€EK YBEIMYMBAETCS, a pasMep s4YeeK

YMEHbIIIAETCSI OT COTEH 0 AECSITKOB HAHOMETPOB.
[Ipu oOpa3oBaHWM TaKOMl CTPYKTYphl yMEHBIIAETCS
yIpyras SHeprusi CHCTeMBbl. ['paHuUIBI 3epeH Haxo-
JISITCSL B HEPABHOBECHOM COCTOSIHUH. BOKpYT rpanuif
CYIIECTBYIOT OOJIACTH CHJIBHBIX HCKQXCHHH KpU-
CTAJUIMYECKOIl pEIeTKH, BhI3BaHHbBIC 3epHOTPAHUY-
HBIMH JMCJIOKALUSMH, KOTOpBIE 0OECIe4nBaIoT OT-
HOCHTEJIFHOE CMELICHNE 3EPEH.

Ha puc. 3 mokazaHo, kKak U3MEHsSETCS BEIMYMHA
MHKPOTBEPIOCTH CIUlaBa Hocie JedopManud HpU
KPHOTEHHOH TeMIlepaType Ha pa3Hylo creneHsb. [locie
ocamKy HaOIMIomaeTcs MPUPOCT MHKPOTBEPAOCTH
¢ 3000 mo 4100 MITa. C poctrom umcia 00OpOTOB Jie-
dopmanusi KpydeHHEM TOJ| JAaBICHHEM IPUBOIUT
K POCTY MHKPOTBEPAOCTH MPHOIH3HUTEIBHO Ha TaKylO
JKe BENIMYMHY, Kak mpu ocanke, — Ha 1000 MIla. Mak-
CHUMaJIbHass MHUKPOTBepAocTh cocTaBuiaa 5100 MIla
mociie KB/ ot 1 o 5 06. [Tocne nedopmarun Ha 1 00.
MHKPOTBEPJOCTh BBIXOJUT Ha HACBHIICHHE, YTO CBSI3a-
HO, TIO-BHIMMOMY, ¢ (hopMHpoBaHHEM JedopMalioH-
HOW HAHOKPHCTAITUYECKOH CTPYKTYPBIL.

ped

Puc. 2. I[ToBepxHOCTH M3710Ma 00pa3ioB ciuiaBa NigzMny,In| | nocne omkura u geopmaivu KpydeHueM
no nasinenueM 8 I'Tla mpu Temnepatype 77 K, yrox noBopora: a — ¢ = 15°, 6 —n=1 00.;
6—n=2,500;2—n=3500.
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Puc. 3. 3aBucuMocTs MUKpPOTBEpAOCTH ciutaBa NigzMny,Iny
ot crenenn nedopmarmu pu 7'=77 K

DNeKTPOHHO-MUKPOCKOIIMYECKHE HCCIICIOBAaHUS
CTPYKTYpBI CIUIaBa mocie aeopMaluy MoKasaiu, 4To
1ocie  COBUra  II0J  JaBICHHEM  Ha  yroi
90° HabmromaeTcsi MUKPOKPUCTAINTHIECKAs: CTPYKTypa.
VYBennuernne creneru aedopmarmn g0 n = 2,5...5 00.
HPUBOIUT K CYIIECTBCHHOMY H3MEJILUCHHUIO CTPYKTY-

Puc. 4. Ctpykrypa crutaBa Nig;Mng,Ing; mocie gedopmarm
kpyueHuem nox nasinenuem 8 ['Tla na n = 2,5 06.

[Mocne medhopmaru MapTEHCHT B CTPYKTYpE HE
HaOJI0JaeTCsl, OHA CTAHOBHUTCSI OJJHOPOJTHON M MMeeT
PaBHOMEPHOE HAHOKPUCTAJUTMYECKOE CTPOCHUE.

3akiIouenue

IIpoBeneHHOE HccIe0BaHUE U3MEHEHUS CTPYK-
TYpHI U CBOMCTB crutaBa Niy;MnyyIng mocie miactude-
CKOW nedopMali METOAOM KpYUCHHS TOJ JABICHH-
eM 8 I'Tla mpu Temmeparype KUAKOTO a30Ta IMOKa3ao,
YTO C yBEJIWYEHHEM 4YKCiIa 000pOTOB HAKOBAIHHU J0O
n=5 MOXHO MOIYYNUTh HAHOKPHCTAJUIMYECKOE CO-
CTOSIHHE, IIPH 3TOM pa3pylLIeHHe MaTepHuana npruoope-
Taer Bs3KMK xapakrep. C poctoMm crenenu aedopma-
IIUH JI0JISI BSI3KOM COCTABIISIONIEH B M3JIOME BO3pacTa-
eT, HabmojaeTcs pocT MHKPOTBEPIOCTH CIUIaBa.
[Mocne muactnueckod aedopManyy KpydeHHEM MO
BBICOKMM JIaBJICHHEM IIPU KPHOTEHHOH Temrmeparype,
Hapsily C M3MEIbYCHHEM CTPYKTYPBI, MOAABISIETCS
MapTEHCUTHOE NPEBPALICHUE.
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