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ABSTRACT

The influence of high-pressure torsion (HPT) at room and elevated temperatures on the structure
of the high-entropy alloy CoCrFeMnNi has been investigated. Dynamic processes of phase
transformation, including solid solution decomposition and dispersion particle precipitation, have
been identified. The microstructure of CoCrFeMnNi was studied using transmission electron
microscopy (TEM), scanning electron microscopy (SEM), and X-ray diffraction analysis (XRD).
The kinetics of phase transformations was investigated by differential scanning calorimetry (DSC).
As a result of deformation twinning processes in the HPT process at room temperature, there is a
significant grain refinement of the structure of the studied HEA to nanocrystalline size of 50 nm. In
turn, during the HPT process at 300 °C, the dynamic recovery process with the decomposition of the
solid solution begins. As a result, it was found that the increasing temperature of HPT leads to the
formation of UFG structure with a grain size of ~400 nm. At the same time, nano-scale precipitates
consisting of the following phases are formed in individual grains: Cr-rich BCC phase and tetragonal
o-phase with variable phase composition. The size of the precipitates reaches up to 10 nm with a
volume fraction of less than 3%.

KEYWORDS

High-entropy alloys; Cantor’s alloy CoCrFeMnNi; high-pressure torsion; nanostructured materials;
microstructure; phase stability.

UCCJIEJOBAHUE HAHOAUCIHEPCHBIX YACTHIL B BBICOKOYHTPOIIUMHOM
CILJIABE CoCrFeMnNi IOCJIE TEIIOH HHTEHCUBHOM
MJIACTUYECKOHN JE®OPMAIINU KPYYEHUEM
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AHHOTALIMA

WccnenoBano BiaMsHUE MHTEHCHBHOM Iutactudeckor nedopmanuu kpydenuem (MITIK) mon BbI-
cokuM napneHueM npu komHaTtHOH (20 °C) u MOBBIIEHHOW TeMIepaTrypax Ha CTPYKTYPY BBICO-
kodHTpormifHoro craBa (BOC) CoCrFeMnNi. BbIsSBI€HB TWHAMUYECKHE MPOIECCHl (Ha30BOTO
MIpEeBpALIEHHS], BKIIOYAOIIME pacajl TBEPIOr0 pacTBOpa U BBIJCIECHUE TUCIEPCHBIX HAHOYACTHII.
Muxkpoctpykrypa CoCrFeMnNi Obina u3ydeHa meronamu mnpocBeunBawomeid (IIDM), pactpoBoii
aNeKTpoHHON Mukpockornuu (POM) u penrrenoctpykryproro anamusza (PCA). Kuneruka ¢azo-
BBIX TIPEBpallICHUI OblIa MccleAoBaHa MeToaoM AudGepeHIInaIbHON CKaHUPYIONIEH KaJlopume-
tpun ([JICK). B pesynbrare nporeccoB aegopmannoHHoro aBoitHukoBanus B npouecce UK mpu
KOMHATHOW TeMIlepaType MPOUCXOAUT 3HAUUTENbHOE U3MENIBUEHUE CTPYKTYphI ucciexyemoro BOC
JI0 HAHOKpHUCTAUITMIecKoro, pazmepom 50 M. B cBoto ouepens, B mportecce UK mpu 300 °C nauu-
HaeTcs MpoLEeCC IMHAMUYECKONW PEKpPUCTANIU3alMU C pacnajoM TBEpAOro pactsopa. B pesynbrare
YCTaHOBJICHO, YTO MOBBINIEHUE TEMIIEPATyPhl KPYYCHHUS IPUBOIAUT K 00pa3oBaHui0 YM?3 CTPYKTYpHI
¢ pazmepom 3epHa ~400 aM. [Ipu >TOM B OTIEIBHBIX 3€pHAX HAOIIOAACTCS BhIICICHNE HAHOIUCIIEPC-
HBIX YaCTHI], COCTOSIIMX U3 caenyronmx ¢a3: 6oraras Cr OLIK-¢daza u rerparonanbnas c-dasa. Paz-
Mep vactull focturaet 1o 10 uMm, oovemuas gons mexee 3%.

KIJIFOYEBBIE CJIOBA

BricokosnTponuiinele cmiaBbl; ciutaB  Kantopa CoCrFeMnNi; uHTeHCHBHas IUIacTHYECKas
nepopmarust kpydenuem (MITIK); HaHOCTpYKTYpHBIE MaTepHalibl, MHUKPOCTPYKTypa; (Qa3oBas
CTaOUIIBHOCTb.

BBenenue K ckopoctH nedopmanuu [8, 9]. CooTBeTCTBEH-
HO, JI7I51 TIOBBIIICHUS MJIACTHYHOCTH HAHOCTPYK-
TYpHBIX MAaTEPHUAIOB OOBIYHO HCIIONIB3YETCS
KOMOUWHAIWSI XOJIOMHON 00paboTKH ¢ Tocie-

naytorum oTxUroM. Xots ciiaB CoCrFeMnNi

B mocnennue roapl mMMpoOKOe pacnpocTpa-
HEHHE TOJYYHJIN BBICOKOIHTPOMUIHbIE CIUIa-
Bbl (BOC) Omnaromapsi uX BBICOKOW MPOYHOCTH
U CIOCOOHOCTH TPOSBIATH psAA  (yHIaMeH-

TaJbHBIX CBONCTB, BBITOJHO OTIUYAMOIIUX HX
OT OOBIYHBIX METAJUIMUECKHUX CILIABOB C OAHUM
WJIU IByMsI OCHOBHBIMHM 3eMeHTamu [ 1-3]. Ox-
HUM M3 NepBbIX uccienoBaHHbix BOC saBusercs
skBuatoMHublii crutae Kantopa CoCrFeMnNi,
UMEIOIUI  TpaHEleHTPUPOBAHHYIO KyOuue-
ckyto pemietky [4, 5]. BOC Kanrtopa umeer
OTHOCHUTEJIbHO HU3KHI Mpenen TeKy4ecTH, Uc-
KIIOYUTETBHYI0 TUIACTUYHOCTh TIPH TeMIepa-
Type OKpYy>Karollel Cpeabl, U OTIUYHYIO CIIO-
cOOHOCTh K Ae(hOPMAIIMOHHOMY YIIPOYHEHHIO.
[Ipu 5TOM ¥ MIACTUYHOCTH, ¥ MPOYHOCTH CILIA-
Ba 3aMETHO BO3pACTAIOT MPU OXJIAKIECHUU [0
KpPUOT€HHOW Temneparypsl [6, 7].

Kak mpaBuiio, HaHOCTPYKTYpPHpPOBaHHbBIE
METaJUIbl U CIUIaBBI, 00pabOTaHHBIE METOIOM
UITJIK, o6magaroT BBICOKOH TMPOYHOCTHIO,
HO HMX IJIACTMYHOCTh OTPAaHUYEHA, MOCKOIBKY
OHHM HMMEIOT HU3KYI0 CKOPOCTH Je(opMarroH-
HOTO YNIPOYHEHUSI U HU3KYIO YyBCTBUTEIBHOCTb
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CUMUTAETCS MPOTOTUIIOM OJHO(A3ZHOTO TBEPIOTO
pacTBopa, TpU [OMOJIHUTENbHBbIE (a3l ObLIN
oOHapykeHbI B xoze oTxura [10—12], mpu a3tom
cruiaB Kantopa neMOHCTpUpPYET CTaOUIIBHYIO
MHUKPOCTPYKTYpY 0€3 Kakux-J1ubo BTOPHIX (a3
npu temneparype Bbiiie 800 °C. O1Hako OTKUT
IPU CIMIIKOM BBICOKHX TeMIIepaTrypax MpUBO-
JTUT K YCKOPEHHIO BOCCTAHOBJIEHHUS U PEKpH-
CTaJUIM3AllMU U TEM CaMbIM CHUKAET TBEPAOCTh
[7, 13]. Tepmuueckyto CTaOMIBHOCThH CILIaBa
KanTopa, nedopmupoBannoro metonom MITIAK
C MOCTEAYIOIINM OT>KUTOM, UccienoBaiu Schuh
et al. [14], Shahmir et al. [15], Lee et al. [16],
Maier-Kiener et al [17]. beimo mokazano, 4To
Bo Bpems MII/IK npu komHaTHON TemmepaType
crutaB Kanropa ocrtaercss cTraOuiIbHBIM U BTO-
pBIX (a3 He HAOIIOIAETCs, YTO IOATBEPKIACTCS
TPEXMEPHON aTOMHOW 30HJ0BOM TOoMOTrpadueit
[14]. Bein caenan BBIBOJ, 4TO TOCTAE(OpMAIIn-
OHHBIN KPAaTKOBPEMEHHBINH OT)KUT SBIISETCS OI-



TUMAaJIbHBIM YCJIIOBHEM IS TTOJICPIKAHUS TTPU-
€MJIEMOTO YPOBHS MIPOYHOCTU U TIIACTUYHOCTH
[14, 15]. OnHako mocne NpPUMEHEHHs Mociie-
JYIOUIETO MOCTAC(POPMAITMOHHOTO OTXKHIa TPH
200-800 °C obpa3zyroTcsi pa3IU4HbIEC JHCTIEPC-
Hele (aspl, Takue kak OLIK-daza, 6oraras Cr,
¢aza L10- MnNi u c-da3za, a Taxxe rnpu donee
muTenbHBIX oTxkurax B2- FeCo-Ooraras da3sa,
KOTOpast JieflaeT CIUIaB XpynkuM. TeM He MeHee,
uHpopMaLus O Tpupone U MOpPQPOJIOTHH ITUX
YacTUI] B JIUTEpaType HEAOCTAaTOYHO H3YUEHa,
U OCTAETCsI OTKPBITHIM BOIIPOC O TOM, KaK BIIHS-
€T TeMIepaTypa TepMoMexaHnueckor 00padoT-
KM Ha TOCJIEAYIONIYIO 3BOJIOIUIO (ha3, a TaKKe
Ha UX pa3Mmep.

Hccenenosanue BOIIPOCOB BIIUSIHUSA
TEPMOMEXaHHUUECKOW 00pabOTKM Ha CTPYKTY-
py u mexaHnudeckue cBoiictBa BOC Kanto-
pa MoKazajo, 4To 3TOT BOMPOC M3YyYEH HANEKO
He B monHoU Mmepe [14-19], u pabot, omuck-
BAIONIMX TIOBeleHUe ciutaBa KanTopa mocie
NIIJIK npu noBbIIEHHOW TeMIleparype, B JU-
Teparype HeT. TepmomexaHuuyeckasi 00paboTka
MyTeM TEIUION UM ropsyeil qedopManuu cruia-
Ba KaHTOpa MOXET 3HAaUUTENBHO YIYYIIUTh
MHUKPOCTPYKTYPY ¥ TIOBBICUTH MEXaHMYECKUE
CBOMCTBA 3a c4eT Ooyiee YCKOPEHHOTO pacraja
TBEPJIOTO PacTBOpa U JIUCHEPCHOTO YIPOYHE-
HUS TIYTEM CO3aHUs JOMOIHUTEIBHOTO COMPO-
TUBJICHUS JIBMKEHUIO NuciIoKanuid. Muorodas-
HOCTb, pa3HOOOpa3ue KOMIOHEHTOB U MX pac-
npezeneHne, pasMepbl 3epeH U BTOPUIHBIX (a3,
a TaKXe psAl APYTHX CTPYKTYPHBIX 0COOEHHO-
CTEH OKa3blBAIOT 3HAUYUTEIIBHOE BO3JCHCTBHE
Ha JIOKAJM3alMI0 TUIACTHMUYECKON Jedopmanuu
B BBICOKOPHTPONUHHBIX crjiaBax. KoHTpoib
9THX napaMmerpos ¢ nomoisto UITJIK npu no-
BBIIICHHBIX TEMIEPATypax MOXKET CMATYUTh UX
OTpHILIATENILHOE BO3/CHCTBHE Ha IJIACTUYECKOE
TEUEHHE U YITYyYIIUTh MEXaHHYECKHE CBOMCTBA
TakuX cIu1aBoB. CleayeT OTMETUTbh, YTO (a3o-
BbI€ npeBpaieHns B BOCax Bce elie ocratorcst
B 3HAUUTENILHOW CTETIEHU HEACHBIMHU, 0COOEHHO
TE€, KOTOpPBIE CBSA3aHBI C Ae(hOpMAIIMOHHON 00-
paboTkoii. Jra Tema TpelOyeT NajbHEWIIEro,
OoJiee AETaNTbHOTO UCCIICAOBAHUS.

MATED

Takum o0o0pa3oM, HCCIeIOBaHUE
Husg UIIJIK mpu MOBBILIEHHOW TeMIieparype
Ha ocobennoctu cTpykTypbl BOC CoCrFeMnNi
B YCJIOBUSIX TMHAMHUYECKOIO CTAPEHHUS SBIISAETCA
LENbIO TaHHOM paboTHI.

BJIUA-

1. MarepuaJj 1 MeTOAUKH

Marepuanom s uccieoBaHusl ObUT BbI-
OpaH  BBICOKOOHTPONHMHHBIA  AKBHATOMHBIN
crmaB Kantopa CoCrFeMnNi. Merogom Ba-
KYyMHOM MHAYKIMOHHOW IUIABKW YUCTBIX 3Je-
MEHTOB (>99,9% Bec.%) BHYTpPH BOAOOXJIAXK-
JaeMOoil MeIHOM 1oJocTH B arMocdepe aprona
ObL1 BhITIaBNeH ciuTok cruiaBa CoCrFeMnNi.
s obecnieueHUs XUMHYECKOM OXHOPOAHO-
CTH CJIMTKHU [€PEBOPAUYMBAIM U IEPEIUIABISIIN
He MeHee 5 pa3. XMMHUYECKUI COCTaB, NMOIyYeH-
HBII METOAOM (PIyOpecleHTHOW CHeKTpoMe-
TpHH, IPUBEICH B Ta0M. 1.

Tadmuuna 1. Xwumuueckwii coctaB (ar, %) cruiaBa
CoCrFeMnNi

Table 1. Chemical composition (at. %) of CoCrFeMnNi
alloy

Fe Mn Cr Ni Co
20,55 17,84 17,76 21,36 22,04

CrninaB uccieoBaiu MOCiIe TOMOT€HU3UPO-
BaHHOTO OTXwura, nposeaeHHoro mnpu 1000 °C
B TeueHue 24 yacos. llepen romorenusanu-
el oOpaslpl 3amavBald B BaKyyMHUPOBAaHHBIE
(10 Topp) KBapueBbie MPOOUPKH, 3aNOIHEH-
HbI€ TUTAHOBOM CTPYKKOM UIsl MpEeAoTBpalle-
Hus okucieHus. Ilocie orxura TpyOKHM BBIHU-
MaJiCh U3 Me4YH, U 00pa3Lbl OXJIaKJaIUCh BHY-
TPU BaKyyMUPOBaHHBIX TPYOOK 10 KOMHAaTHOMH
TEMIIEPATYPHI.

Jnst u3menpueHus Tpy0ooii HCXOTHOM CTPYK-
typsl cmaBa CoCrFeNiMn wucnonbs3zoBanu
IUIOCKYI0 TpoKatky. IIpsimoyrosibHbele 00pa3-
el pazmepoM 5x10x20Mm* mpokaThiBaid MpH
koMHaTHOU Temmeparype (22 °C) c obxkaru-
eM 3a npoxon npubnuzurensHo 0,2-0,07 mMm
no obmen aedopmanmu 1o TommuHe 80%.
Jlanee cruiaB ObLI OTOXOKEH IPU TeMIlepaType
900 °C B Teuenue 15 MUHYT AJ1s TOSTydeHHst 6O-
Jiee MEJKOW PEeKpUCTaUIM30BaHHON CTPYKTYpbI
(nanee maHHOE COCTOSIHME HA3bIBAECTCS MCXOJ-
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HbIM). [l momyuenust YM3 coctostHusT MaTe-
pUall MoABEprajal MHTEHCUBHOW IIACTUYECKON
nepopmanun  kpyyenueM (MITAK) nasnenu-
em 6 I'ma nmpu KOMHaTHOW Temmeparype U Mpu
300 °C. KonmnuectBo o6opoTtoB paBHo 10, cko-
pOCThb BpaleHus 6oiika Obiia paBHa 0,2 00/MuUH.

Muxkpoctpykrypy cmiaBa CoCrFeNiMn
HCCJIEI0BAJI C TIOMOILBIO NPOCBEYMBAIOLIETO
anekTpoHHoro mukpockona (II9M) u EBSD-
anammza. OOpasusl nns EBSD-amanuza roto-
BWIN IIyTE€M TIIATEJIbHOW MEXaHWYECKOH II0-
mupoBku. EBSD mpoBogwim B cKaHHpYHOIEM
JIEKTPOHHOM MMKPOCKOIIE C II0JIEBOI dMHUCCH-
et FEI Nova NanoSEM 450 (FEG SEM), oc-
HareHHoM fetektopoM Hikari EBSD u cucre-
Mot TSL OIMTM Bepcunu 6.0. Touku ¢ nnaek-
com pocroBeprHoctu (M) <0,1 uckmrouanuch
13 aHaIu3a.

Ob6pasupr g [IDM-aHanu3a TrOTOBHIN
METOAOM JBYXCTPYMHOW 3JIEKTPONOJUPOBKHU
MPEeBAPUTENFHO MEXaHUYECKH YTOHEHHBIX
10 100 mxwm donber B cmecu 95% C2HSOH u 5%
HC104 npu norennmane 35 B npu Temnepary-
pe — 30°C. I[I9M-uccnenoBaHusi NpoOBOINUIUCH
Ha anmnapare JEOL JEM-2100 mpu yckopsto-
mem Hanpspkennn 200 kB.

PenTreHocTpyKTypHbIi aHanu3 ObLI poBe-
JIeH Ha HAaCTOJILHOM PEHTI'€HOBCKOM TU(PAKTO-

Mmetpe «D2 Phaser» ¢ CuKa usnyuenuem npu
30 kB 10 MA ¢ marom cbemku 0,02° u ckopo-
ctbto ckanuposanus 1 K/mun. PCA nonyden-
HBIX PEHTTEHOTPAMM OCYIIECTBISIIM METOAOM
PutBenbaa, peaan3oBaHHOIO B MPOrPaMMHOM
nakere MAUD.

Juddepennmanbaas CKaHUPYIOIAs Kajo-
pumetpus (JICK) Oblnia npoBeieHa Ha CHHXPOH-
HoM TepmoaHanm3atope Netzsch STA 409 PC
npu ckopoctu HarpeBa 10K/MuH OT KOMHaTHO#
temneparypsl 1o 1000 °C.

2. Pe3y.]Il>TaTl>I IKCIIEPUMEHTA

2.1. Pe3ynemamul uccnedoanus Muxkpo-
CMPYKMYypol.

Ha puc. 1, a npeacraBieHo TUIMYHOE U30-
OpakeHHe CTPYKTYpbl OOpaTHO-pacCesHHBIX
anektponoB ciiaBa CoCrFeMnNi. B romorenu-
3MPOBAaHHOM COCTOSIHUM CIUTaB MMeEN OJHO(Da3-
Hyto ['LIK cTpykTypy, pasmep 3epHa COCTaBIISAI
~300 mxMm (puc. 1, a). IloctaedhopmarimoHHbII
OTKUT TOCJIE€ MPOKATKU MPUBET K 00Pa30BaHUIO
MOJTHOCTBIO PEKPHUCTAJUIN30BAHHON 0qHO(DA3-
Hout I'lIK cTtpykType ¢ OOIBINON MIOTHOCTHIO
JTBOMHHUKOB oTxwura (puc. 1, 6). Pazmep 3epen
coctanysi 10 MKM, B CBOO OU€pe/ib, 0 IBOM-
HUKOBBIX TPaHUIL COCTaBISIET OKOJIO 48%.

a

Puc. 1. Kapra EBSD crutaBa CoCrFeMnNi:
a — nocie comoeenuzayuu; 6 — nocie 80% npoxamxu u omacuea npu 900 °C 6 meuenue 15 murnym

Fig. 1. The EBSD map of the CoCrFeMnNi alloy:
a — after homogenization; 6 — after 80% rolling and annealing at 900 °C for 15 minutes
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N300paskeHust cruiaBa, MNOJIYYECHHBIE TIO-
cine UITJK npu xomHaTHOH TeMmmeparype, Je-
MOHCTPUPYIOT HEYETKHE CTPYKTYpbl C IIJIOXO
Pa3NUYMMBIME TPaHULIAMH. DTO OO0YCIOBICHO
BBICOKOH IIOTHOCTBIO J€(EKTOB KpPUCTAILIIH-
YECKOM PEIIETKH, MPUBOAAIIECH K BBICOKMM
YPOBHEM BHYTPEHHUX HAIPsDKEHUH, 4YTO 3a-
TPyAHSET HaAOMIOACHUE CTPYKTYphl C TIOMO-
LIbI0 CKAaHUPYIOLIEH IEKTPOHHOHM MUKpPO-
ckoruu (puc. 2, a, 6). B mepByto ouepens, 3T0
CBSI3aHO C BBICOKMM YPOBHEM BHYTPEHHMX Ha-

MATED

NpsDKeHUH W JedopMalusiMH, CBS3aHHBIMHU
C HEPaBHOBECHBIM XapaKTEpPOM TpaHHIl 3epeH
B CHJIBHO TUTACTUYECKH Je(pOPMUPOBAHHBIX Ma-
tepuanax. Ha puc. 2, ¢, 2 nonoaHuTensHo npen-
CTaBIJICHBI M300PaXKEHUS CTPYKTYPHI CIUIaBa MO-
ciie UITJIK npu Temnepatype 300 °C, nomyuen-
HBIE C BBICOKHM Pa3pelIeHUEM B LIEHTPAJIbHON
obmactu obOpaszna. MoKHO 3aMETUTh JTOCTATOU-
HO HEOIHOPOAHYIO CTPYKTYPY C OTIACIbHBIMHU
PEKPUCTAITN30BAHHBIMU  3€pHAMH  pa3MepoM
10 600 M ¢ 00beMHoOI goneit 11%.

Puc. 2. Muxpocrpykrypa crutaBa CoCrFeMnNi nociie UTTK npu 300 °C, monmy4eHHast METOIOM
CKaHMPYIOLIEH 3JIEKTPOHHONH MUKPOCKOIINH:
a, 6 — 6 3a8ucuMocmu Om paccmMosHUs om yenmpa obpasya (a — %2 paouyca, 6 — % paouyca);
8, & — ¢ bonvuum ysenuueHuem ¢ cepedunst paouyca (*30000).
3enenvimu cmpenrkamu 0003Hauenvl peKpUCMAaLIU306aHHbLE 3ePHA

Fig. 2. The microstructure of CoCrFeMnNi alloy after HPT at 300 °C obtained by scanning electron microscopy:
a, 6 — as a function of distance from the center of the sample (a — : radius, 6 — % radius),
8, 2 — with high magnification from the middle of the radius (*30000).
Green arrows indicate recrystallized grains

2024. Vol. 6, No. 1(16) 51
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Metogamu [IOM  wu3ydeHbl 0cOoOEHHO-
CTH HW3MEHEHUS MHKPOCTPYKTYpbl  IOCI]E
NIIJK npu xomuHarHo#l Temneparype u 300 °C
(puc. 3). UTIJIK mpu 20 °C npuBOAUT K 3HAYH-
TEJIbHOMY M3MEIBYCHHUIO CTPYKTYphI UCCIENy-
emoro BOC 3a cuer nedopmManmoHHOTO JBOW-
HukoBaHusA. CpeaHuil pa3Mep 3epHa COCTABIISIET
50 am. IIpu >TOM B Temne 3epeH HaOIIOIAIOTCS
HaHOABOWHMKHU. CpenHsisi IIUpUHA HAHOJBOU-
HHUKOB cooTBeTcTBYeT 3,8—4,2 HM. Konbie-
BO€ pACIONIOKEHHE TUGPAKIIMOHHBIX TSTEH
(puc. 3, 8) CBUIETEILCTBYET O HAJIMYHUH B Ha-
HOCTPYKTYpE TpaHHUI] BBICOKOYIJIOBOW pazopu-
enTaruu. CormacHo aHanu3y MUKpoIupaKiu-
OHHBIX M300paxxeHuil (puc. 3, 6), oTMe4aeTcs
BBISIBJICHHE  XapaKTePHbIX AU(PPaAKIHOHHBIX
IIITEH C MOCJIEA0BATEILHOCTBIO, KOTOPasi COOT-
BEeTCTBYeT OCHOBHOU omHodasznon ['TIK-daze
crutaBa Kanropa. PacueT nocTostHHOMN pemieTku
naeT 3HauenHue ~3,59 A, uto xopomo cornacy-
eTCs C pe3yJabTaraMu MU3MEpPEHUN C MOMOIIbIO
PEHTTEHOCTPYKTYPHOTO aHajlIu3a ISl Kpyde-
HOTO COCTOsiHUS. B cBOIO ouepenp, MOBBILIE-
Hue temneparypsl UITJIK no 300 °C nmpusoaut
K oOpa3oBaHHIO OoJiee KPYIMHOH CTPYKTYphI
¢ pasmepom 3epHa ~400 um. IIpu sTOM B Tene
3€peH, HAXOJAUIUXCA B OTPAXKEHHOM COCTOS-
HUM, HaOMIOaeTcsl BBIAECICHWE HaHOAMCIEpC-
HOW (a3bl ¢ oObemHOM noneit menee 3% u
pasmepamu a0 10 uMm (puc. 3, 0). bonee Toro,
HAa KapTUHE MHKPOAU(DPAKIIUUA COCTOSHHS
UITJIK mpu 300 °C (puc. 3, €) BBIABIINCH JI0-
MOJTHUTENIbHBIE PedIIeKChl ¢ HE3HAYUTEIIbHOM
MHTEHCUBHOCTbIO, 0003HAUEHHBIE CTpPEIKAMHU.
bbi1o BhICKa3aHO TPEANONOKEHHE O TOM, UTO
npoucxoauT (azoBbIil pacmaj TBEpAOro pac-
TBOpa B IpOIlECCE€ KPYUYEHUs] MPU TOBBIIICH-
HOW TemIieparype. bblmm paccuutansl mapa-
METpbl peIIeTKH HaOII01aeMbIX HOBBIX (a3.
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Onun u3 HabopoB pediexcoB, 0003HAUYCHHBIH
KpPaCHOM CTPEJIKON, COOTBETCTBOBA (ha3e c rmapa-
MeTpompenietkna~2,89 A, urocBunerenscTByer
0 KyOHMYecKol penieTke U XOpOIIo COIacyercs
¢ mapamerpamu (a3bl ¢ BBICOKUM COJEPKaHU-
eM Cr, 0 KOTOpO# cO00IIaN0Ch paHee B JaHHOM
BOC [14]. Kpome Toro, HEKOTOpEIE cliadbie ped-
JICKChI, HAOIOaeMbIe Ha KapTHHE MUKPOAHQ-
pakuuii cocrostaust UK mpu 300 °C, xopoiiio
KOppenupyloT ¢ (pa3oii ¢ mapameTpamu perer-
knua~288Amuc=45A, uro COOTBETCTBYET
o-aze, o kKoTopoi coodmanock panee B BOC
[11, 15,18, 21].

2.2. PenmeenocmpyKmypHwiil AHAIU3.

KavecTBennsbIii (ha30BbIi aHAN3 TTOKA3bIBA-
€T, YTO BO BCEM 00BbeMe 00pa3IOB CIIIaBbI OCIIE
BCEX UCCIIEIOBAHHBIX 00pabOTOK UMEIOT TOJIHKO
I'IK crabunbhyio ¢azy (puc. 4). Yactun, Ha-
OomomaemMbIX B TyHKTe 2.1, He HabOmomaercs,
BEPOSITHO, M3-32 MaJIOT0 00bemMa B CTPYKTYpE.
[Tocne UITJAK mpu 20 °C na 10 o6opoToB aud-
PaKIMOHHBIE MUKH BBIVISAST YK€ 3HAYUTEIb-
HO YIIMPEHHBIMHU, HAOIIONAETCs YMEHbIICHHE
napamerpa pemerku a I'IK-¢azpr (Tabn. 2),
CBs3aHHOE ¢ AedopMalMe KpUCTAITNIEeCKOU
pemretku. [laHHBIE PEHTTEHOBCKOTO aHANU3a,
NpeICTaBICHHble B Tabia. 2, MOATBEPKIAIOT,
yro UIIJIK npu 20 °C BbI3BIBaE€T BBICOKYIO
IJIOTHOCTD JMCIIOKauuii (p ) B crase Kanropa
~10 - 10" ™% yMmeHbmIas pasmep oOnacTu
KOT€pEeHTHOTO paccesHus (D) W yBenuuuBas
MHKpOHMCKaKkeHus1 pemietku (<€>>'2). B cBoro
ouepenp, B pesynasrare UITJIK mpu 300 °C na-
pamMeTp pemieTKH @, TJIOTHOCTh UCIOKAIUN
p, M <E>'? HAUMHAIOT YMEHBIIAThLCS, @ 3HAYE-
Hus D yBenmuuBarorcd. [lo Bcelr BugumocTy,
MPOUCXOJAT MPOIECChl peNlaKCallii BHYTPEH-
HUX HalpPsKEHUN.



e
Puc. 3. CemiononbHbie, TeMHONONbHBIE [I9M n3obpaxenus MukpocTpykrypsbl ciiaBa CoCrFeNiMn
U MX COOTBETCTBYIOINE KAPTHHBI MHUKPOAU(PPAKIHUH:

a, 6, 6 —nocie UK npu 20 °C; ¢, 9, e — nocne UI1JIK npu 300 °C.
Hanonpeyunumamsl noka3anvl Cmpenkamu 8 MUKpOCmpyKmype

Fig. 3. Bright-field, dark-field TEM images of the microstructure of the CoCrFeNiMn alloy
and their corresponding microdiffraction patterns:
a, 6, 6 — after HPT at 20°C; ¢, 9, e — after HPT at 300°C.
Nanoprecipitates are shown by arrows in the microstructure
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Puc. 4. PentrenoBckue mudpakinuonnsie kaptuhsl ciiapa CoCrFeNiMn mocie uexoqHoi o0padoTku,
UITJIK mpu 20 °C, UTTJK mpu 300 °C (oT HMKHEH K BepXHEel KpUBO)

Fig. 4. X-ray diffraction patterns of CoCrFeNiMn alloy after initial processing, HPT at 20 °C,
HPT at 300 °C (from the lower to the upper curve)

Taéauua 2. [TapaMeTpsl MUKPOCTPYKTYpPBI, pacCUMTaHHBIE HA OCHOBE PEHTTCHOCTPYKTYPHOTO aHAIN3a: IIapaMeTphl
permreTkH (a), 007aCTH KOTepeHTHOTO paccestHust (D), MUKpoucKakeHus (<E2>'2) B pa3IMUHBIX CTPYKTYPHBIX COCTOSIHHSX

Table 2. Microstructure parameters calculated from XRD analysis: lattice parameters (a), coherent scattering region (D),

microdistortion (<€2>!?) in different structural conditions

Cocrosiaue / Hcxonnoe / UITAK mpu 20 °C / UITAK mpu 300 °C /
Condition Initial HPT at 20 °C HPT at 300 °C

a A 3,6004 3,5992 3,5987

) +0,0003 +0,0004 +0,0003
g 0,1378 0,2441 0,1542

) +0,0003 +0,0005 +0,0002
D 45,62 31,29 43,30
P M +0,51 +0,34 +0,79

P, M2 3.9-10" 10 - 10™ 4.5-10"

2.3. Pesynbmamul oughghepenyuanvho cxa-
HUpytoueti Kaiopumempuu.

Jist Toro, 4ToOBI OMPENEIUTH BCE BO3-
MOJKHBIE COOBITHS BBITIQJCHUS BBIICICHUN, MBI
nposenu JICK mpu ckopoctu HarpeBa 10 K/
MHH OT KOMHAaTHOU Temrepatrypsl g0 1000 °C.
Heckonbko 9K30TEpMUYECKHUX TUKOB  IIO-
seisitores mexay 300 u 750 °C mHa puc. 5,
YTO YKa3blBa€T Ha BO3MOXKHOE OOpa3oBaHUE
nuctiepcHbix  BoiaeneHuid.  [lpopmwm  JICK
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B 1IEJIOM XapaKTEePHU3yIOTCs HAJIMYUEM OOJIbILIO-
ro 3K30T€PMUYECKOr0 ropdba (OTMEuUeH CTpel-
kamu). Taxxe ormeueno, uro npu T > 750 °C
BO3HUKAET BTOPUYHBIM TropO, CBS3aHHBIN
C BBICOKOTEMIIEpaTypHOH G-(a30ii, YTO Takke
CBUJIETENIBCTBYET O TOM, YTO IOBBIIIEHUE TEM-
neparypbl nedopmaruu 10 300 °C npuBoaut
K pacnajay TBEpJOro pacTBopa U 00pa30BaHMIO
JUCIIEPCHBIX BBIJEIEHUN YK€ B IIpoliecce Je-

dhopmarum.
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TIPE/ICTABISIIOT COOOH 3K30TEPMHUUECKHIE PEAKIN

Fig. 5. DSC curves for the HPT at 20 °C and 300 °C. Rising peaks represent the exothermic reactions

3. O6cy:xkaenue

B mocnennue roxel ObLIO MPOBEACHO MHO-
KECTBO HCCJIEJIOBAHUM, HAlpaBICHHbIX Ha W3-
y4eHUe CTPYKTYphl U CBOMCTB cruiaBa Kanropa,
BKJIIOUAs €ro MOBEIeHUE MPH Pa3IUUHBIX YCIIO-
BUSAX AedopMalliil U TEPMUYECKOU 00paboTKu
[22-24].

Pesynprarel HacTOsmed paboThl IOKa-
3bIBAIOT BIIMSHUE MHTEHCUBHOHN IjacTuye-
CKOH JedopMali KpPy4eHHEM I0J] BBICOKUM
JIABJICHUEM Ha MMKPOCTPYKTYpY U (a30BbIi
coctaB B cimuaBe CoCrFeNiMn npu 20 °C
u 300 °C. CobOpaHHble SKCHEPUMEHTAIbHBIC
JaHHble nokaszanu, yro npouecc UIIJK mpu-
BE€J K 3HAYUTEIIbHOMY W3MEIBUCHHUIO 3€pHa
(puc. 3, a, 6) U BBEIEHUIO BBICOKOH MJIOTHO-
cTu auciaokauuil. [loBbllleHne TeMIepaTypbl
KpY4YEHHUs MO/l BBICOKUM JAaBJICHUEM JI0 TEMIIe-
paryps!l 300 °C npuBOAMT K YKPYIHEHHUIO 3€p-
Ha, NOABIAIOTCA PEKPUCTAIIIM30BaHHbBIE 3€p-
Ha, HaIlpaBJICHHbIE MO HANpaBJICHUIO CJBUTa
(puc. 2, e, 0). Ilpu nposenennu UIIJK npu
temneparype 300 °C npoucxoguT ITUHAMU-
YyecKasl peKpUCTAIU3alMsl U POCT 3€peH, YTO

HNOATBEP)KIAAET POCT CPEAHETO 3HAYCHUS 3€pHA
¢ 50 um no 400 am. B otmnuue ot UK npu
KOMHATHOW TeMmIeparype, Npu TeMIeparype
300 °C obpazyromuecs: TUCIOKAIUN U TPAHUIIBI
3€pEeH CTAaHOBATCS MOABIKHBIMU U CTIOCOOHBIMHU
K IepepaclpeiesieHUI0 B POLIECCE PEKpHUCTAI-
JIU3aIHUU. DTO MOXKET IPUBECTH K 00JIee HHTEH-
CUBHOMY POCTY 3€PEH U YBEIMUYEHUIO CPETHETO
pasmepa 3epen nocie UITJAK npu remneparype
300 °C o cpaBuenuto ¢ UIT/IK nmpu komHaTHOIM
temneparype. Bo3HUKHOBEHUE IBOMHUKOBAHUS
B iporiecce UITJIK, HaGmogaemMoe B HaCTOSIIICH
pabote, cornacyercs ¢ pe3yiabraTaMu IpeablIy-
nmx uccnenoanuii [14]. CnenosarenbHo, Mpu-
YHHOM OBICTPOTO M3MEHEHUS] MUKPOCTPYKTYPBI
B criaBe CoCrFeNiMn nipu o6padotke UTTIK
MOXET OBITh 3HAUUTENIbHOE (OPMUPOBAHHE JIe-
(OpPMAaLIMOHHBIX JIBOMHUKOB, KOTOPBHIE JIETKO
BO3HHMKAIOT Ha HAdaJbHBIX CTaIusaX Aedopma-
1Y,

Ha cBemiononeHbeix u3o0paxkeHusx I[1OM
JIMICTIEPCHBIE KOHTPACTHBIE 00JaCcTH, OYEBHTHO,
SIBIISTIOTCSI BBIACTICHUSAMHU BTOPBIX (ha3, TOSBIIS-
omumuce B pesyisrare pacnaga ['LIK tBepao-
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ro pacTBOpa, YTO MOATBEPIKIACTCS pacueTaMu
ANIEKTPOHHOTpaMM (pHC. 3, 0, €) U KPUBBIMHU
JACK (puc. 5). Ilo pesynpraram JJCK MoxHO
OTMETUTH (pHUC. 5), UTO FIK30TEPMUUECKHE TTUKU
HE SBJIAIOTCS MPOCTBIMU NHKAaMH T'ayCCOBOTO
THUIA, YTO YKa3bIBAE€T HA BO3MOXHOCTH IPOTE-
KaHMs HECKOJIbKUX peakuui. Ha camom nerne,
UX MOYKHO JIETKO Pa3JIOXKHUTh HAa HECKOJBKO Ta-
YCCOBBIX KOMITOHEHT, Ka)Kast U3 KOTOPBIX COOT-
BETCTBYET OIPEEIIEHHON PEaKLUU OCaXICHUS
(umm 06pa3oBaHUs MHTEPMETALTMYECKUX (a3).
Bornee mompoOHO MOXHO HM3y4uTh B paboTe
Chou et al. [26].

B mpenpinymux uccieqoBaHUSX cooOIna-
J0Ch, YTO MPHUCYTCTBUE MHTEPMETATUUYECKHUX
¢a3 B crmaBe Kanropa mpoucxoautT B OCHOB-
HoMm B uHTepBanie ot 200 mo 800 °C, a BbIme
900 °C cruiaB CTaHOBUTCS MPAKTHUUYECKU OJTHO-
¢dazubv [11, 25-28]. Beito BbICKa3aHO MpeEATo-
noxenue, uto Cr cnocobcTByeT 00pa3oBaHUIO
OLIK-(a3bl, u, HCXOAst U3 TEPMOTUHAMUIECKUX
pacueroB, pactBopumoctb Cr B I'lIK-aze mo-
CTaTOYHO BBICOKA MPU BBHICOKUX TEMIIEPATypax,
HO YMEHBIIAETCS C TOHM)KEHHUEM TeMIIepary-
PBI, YTO MPUBOAUT K 0OpazoBaHuio 6oratoii Cr
OLIK-¢a3bl. B pabote [15] aBTOpBI OMUCHIBAIOT
Biusaue MITJK obpaborku u moctaedopma-
nuonHoro omxwura craBa CoCrFeNiMn npu
200-900 °C. B crarbe roBOpUTCS O TOM, 4TO B
3TOM UHTEpBaJIe TEMIIEpaTyp UAeT 00pa3oBaHue
TpeX BUJIOB PA3IUYHBIX (a3, mpuyem 3Tu (Hasbl
UMEIOT pa3Hble GopMbl. ITO Oorarasi XpoMoMm
OLIK-da3za, TerparonanabHas Xpymkas o-aza c
BBICOKUM COZIep’)KaHHeM XpoMa U (asa, 6oraras
MnNi [21, 29, 30]. C yBenudeHHeM BpeMEHU
orxwura 10 600 °C ux oObemMHas 10 yBelu-
YHBAETCS, a TaKXkKe oOpaszyercs TpeThs ¢aza —
FeCo. Ilpu nanpHeiieM yBeauueHUN TeMIepa-
TYpPBI IPOUCXOIUT YMEHBILICHHE X COACPIKAHUS
B pe3yJbTaTe pacTBOPEHUs B TBEPJIOM PacTBOpE.
[To Bceil BepOSTHOCTH, U30BITOK TPAHUIL 3€PEH
B HaHoKkpHuctaummyeckom BOC obecneunBaet
MHOKECTBO IMyTel ObIcTpoil AUQPPYy3uH U MECT
3apOXKJICHHSI, CIIOCOOCTBYIOIIMX pacmaxy 3TOH
¢azel [14]. TTocne o6padotku metogom MITJIK
U TIOCJEIYIOUIET0 KPaTKOBPEMEHHOTO OTXKHIra
npu 450 °C B cruiaBe ObuM OOHApY)KEHBI Ha-
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HOpa3MepHbIE BBIICICHHUS, cofepxamue (azy
MnNi u Cr-6oraryio ¢a3y [9]. JlononauTensHo,
ObUIO 3aMeYeHO 00pa30BaHKUE 36pPHOIPAHUYHBIX
INPELUINTATOB, conepxkamux Cr, HEKOTOpoe
koinnuecTBO Mn, Fe n Co, HO HE3HAYUTEIBHOE
KkoimuyecTBO Ni, Moclie JJIUTEIBHOTO OTXKHU-
ra kpynHozepuuctoro cmiasa CoCrFeNiMn
npu 700 °C [11]. BaxxHo otMeTuTh, uTo G-(haza
He oOHapy»eHa B JaHHOM 00pasIie Mocie OTKu-
ra TOMOTEHM3HPOBAHHOTO COCTOSIHUS JIO TIPO-
necca UITAK. ITo-Bugumomy, YM3 crpykTypa
craBa Kanropa, o6paborannoro UITJIK, o6-
nerdaet (pa3oBelii pacnas Onarogaps OOIbIIOMY
KOJIMYECTBY T'PaHMIL 3epEH, KOTOPBIE CIyXkKaT KaKk
nyTsMH ObICTpoit 1uddy3un, Tak U MperMyIie-
CTBEHHBIMU MECTaMHM 3apOKJICHHS HOBBIX (ha3.

BriBoABI

I. B pesynprare mnpomecca HUIIIAK
npu 20 °C B crutaBe CoCrFeMnNi 6su10 10-
JYYEHO YJABTPAMEJIKO3EPHUCTOE CHJIBHO Jie-
(OpMHPOBAHHOE COCTOSHUE C Pa3MEPOM 3€peH
~50 HM. DBOJIOLUS MUKPOCTPYKTYpHI CILIaBa
ObUIa HEMOCPEICTBEHHO CBf3aHA C MPOLECCOM
MHTEHCUBHOTO  J1e(hOpMAIlMOHHOTO  JIBOMHU-
KOBaHMSA M u3MesbueHusi 3epeH. lloBblmieHue
temneparypel UIIJIK no 300 °C npuBomut
K 00pa3zoBaHHi0 0Ooyiee KpPYyHMHOW CTPYKTYPBI
¢ pazmepom 3epHa 10 400 HM. DT0 cBsi3aHO ¢ 60-
Jee MHTEHCUBHOW IMHAMMUYECKOM pEKpHCTal-
nuzanuein npu temneparype 300 °C.

2. Taxxe meronamu [19M u JICK Bniepsbsie
nokaszaHo, 4yro B pesyiasrare WUIIJIK B cruiaBe
CoCrFeMnNi ipu remneparype 300 °C popmu-
PYIOTCS 1Ba BU1a HAHOUCIIEPCHBIX YaCTHUIL: 00-
raras Cr OLIK-¢a3a u terparonanbHas o-asa,
oboramennas Cr. Pa3mep yka3aHHBIX HaHOIH-
CIIEPCHBIX YacTull qocturaet a0 10 M, o0bem-
Has 1oy MeHee 3%.
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