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Annomayusn. B pabote ucciieioBaHa CpeHssi OTHOCUTENIbHAS SHEPTHs IPaHHUI] 3epeH B HLOOUH IocIie
Kpy4yeHus oA BeicokuM nasieHneM (KBJI) ¢ ucnosp3oBaHHeM CKaHUPYIOIIEH TYHHEIbHON MUKPOCKONHU
(CTM). YcraHoBneHo, uro aepopmaius merogom KB/l nmpuBoaut k GopMHPOBAHHUIO YIIBTPaMEIKO3EpHH-
croit (YM3) cTpyKTyphl CO CpeqHUM pazMepoM 3epeH ~100 HM U 3HAYNTENbHOMY YBEIMYEHHUIO TBEPAOCTH
(mo 2800 MlIla). C nomoursto CTM-aHanu3a KOJMYECTBEHHO OLIEHEHO YHEPreTHUECKOE COCTOSHUE I'PaHMIL
3epeH: B KPYMHOKPUCTAIUIMYECKOM HHOOWM CpEIHssI OTHOCHTENbHAs SHEPrusi TPaHUI] 3€peH COCTaBHIIa
0,27, rorna kak mocie KBJI Ha 5 o6oportor — 0,71.

OOHapyxeHo, uT0 B YM3-HHOOMH TpeoONagaroT TPaHWIBI C BBHICOKOW OTHOCHTEIHFHOW DHEprucit
(6omee 0,6), 4TO CBUACTEIHCTBYET O (POPMHUPOBAHIH HEPABHOBECHHBIX (JIe(hOpMaIIMOHHO-MOTUPHIINPOBAH-
HBIX) TpaHuI] 3epeH. [lorydeHHble pe3yabTaThl COrJIacyrOTCs ¢ JAHHBIMM JUIS IPYTHX METAIJIOB U CIUIaBOB
(Ni, Cu, Cu-Hf), nogBeprayThiX HHTEHCHBHOM TIACTHYECKOH nedopmanum.

PabGota nmonreepkaaer nepcnekTuBHOCTs CTM-MHUKPOCKOIIMH [UIsi KOJWYECTBEHHOH OIIEHKH SHEPTHH
IpaHul] 3epeH B HAHOCTPYKTYPHUPOBAHHBIX MarepuajiaX, YTO BaKHO ISl MOHUMAaHUSI MX MEXaHHYECKHX
CBOMCTB ¥ ONTUMHU3AIIH METOJ0B 00PabOTKH.

Kniouegvie cnosa: HuodOuii, CKaHUPYOLIas TYHHEIbHAsE MUKPOCKOIHNS, KPYUEHHUE MO BHICOKHM JaB-
JICHUEM, TPaHHIIbI 3€PEH, FHEPTHs TPAHMUII, YJIbTPAMEIKO3EPHHICTAst CTPYKTYpa

Bnazooapnocmu. Pabota BBINIOJHEHA B paMKax I'OCYIapCTBEHHOro 3anaHus MuHoOpHayku Poccun
st UOM YpO PAH.

/Jna yumupoeanua: lpyuMeHeHe CKaHUPYIOIIEW TYHHEJIbHONW MHUKPOCKOIHU ISl OLIEHKHU CpeHeH
OTHOCHUTEIbHOU OHCPIUU rpaHull 3€PECH B HI/IO6I/II/I, TMOJTYYCHHOM KPYUYCHHEM I10J] BBICOKUM JIaBJICHUEM /
E.B. Ocunnukos, A.1O. Mcromuna, N.B. bimuos u ap. // Bectauk IOYpI'Y. Cepust «Metamryprusi». 2025.
T. 25, Ne 3. C. 29-37. DOI: 10.14529/met250303
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APPLICATION OF SCANNING TUNNEL MICROSCOPY TO ASSESS
THE DEGREE OF NON-EQUILIBRIUM OF GRAIN BOUNDARIES
IN NIOBIUM OBTAINED BY HIGH PRESSURE TORSION
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1.V. Blinov, blinoviv@mail.ru
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M.N. Mikheev Institute of Metal Physics, Ural Branch of the Russian Academy of Sciences,
Ekaterinburg, Russia

Abstract. The average relative energy of grain boundaries in niobium after high-pressure torsion (HPT)
using scanning tunneling microscopy (STM) has been investigated in this work. It was found that defor-
mation by HPC leads to the formation of an ultrafine-grained (UFG) structure with an average grain size of
~ 100 nm and a significant increase in hardness (up to 2800 MPa). The energy state of grain boundaries was
quantitatively evaluated by STM analysis: in coarse-crystalline niobium, the average relative energy of
grain boundaries was 0.27, whereas after 5-turn HPT, it was 0.71.

It was found that in UFG-niobium, the boundaries with high relative energy (more than 0,6) prevail,
which indicates the formation of non-equilibrium (strain-modified) grain boundaries. The results obtained
are consistent with the data for other metals (Ni, Cu, and hafnium bronze) subjected to severe plastic

deformation.

The work confirms the promising potential of STM microscopy for quantifying the energy of grain
boundaries in nanostructured materials, which is important for understanding their mechanical properties

and optimizing processing methods.

Keywords: niobium, scanning tunneling microscopy, high-pressure torsion, grain boundaries, boundary

energy, ultrafine-grained structure
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Beenenue

CoBpeMEHHBIE HCCIEAOBAaHUS METAIIOB U
CIUTAaBOB, HMEIONINX  YJIbTPAMEIKO3EPHHUCTYIO
(YM3) cTpyKTypy, HOIYYEHHBIX C HCIIOJIb30Ba-
HUEM METOJIOB MHTEHCUBHOW IUIACTUYECKOH Jie-
dopmaruu  (MI1J]), BbI3BIBAIOT 3HAYNTEIIbHBIM
uHTepec Onaromapsi CBOMM YHUKaJbHBIM MeXa-
HUYECKUM cBoMcTBaM [1].

Onnumu u3 Hanbosee MEPCHEKTHBHBIX Me-
tonoB UIIJ[ sBISIFOTCS KpydeHHE IOJ BBICOKUM
nasienneM (KBJ[), paBHOKaHambHOE YIJIOBOE
npeccoBanue (PKVYII), nuHamuueckoe kaHalb-
Hoe yrioBoe npeccoBanue (JAKVYII) [2], koTopsie
00ecnevnBaoT cCo3JaHNe MaTepPHaliOB C BHICOKOI
TUIOTHOCTBIO JIe()EKTOB KPUCTAJUTMYECKOH pe-
IIETKH W TPaHUI] 3€peH, U3BECTHBIX KaK «HEpaB-

HOBECHBIE» WM «Ae)OpMalMOHHO-MOIU(PHULIN-
pOBaHHBIE» TpaHULBI 3epeH [3—5]. DTH rpaHuIs!
BBITIOJIHSIIOT OCHOBHYIO pOJIb B (DOPMHUPOBAHUHU
YITyYIIEHHBIX MEXaHMYECKUX CBOWCTB, TAKMUX KaK
MIPOYHOCTh, BSI3KOCTh M YCTOMUYMBOCTH K pazpy-
meHuto u ap. [6] [logoOHBIE TpaHWUIBI UMEIOT
pemiaroniee 3Ha4YE€HUE MJIST JTOCTHIKEHUS TIOBBI-
LIEHHBIX IOKa3aTeleil MPOYHOCTH, BSI3KOCTH U
COTIPOTUBJIEHHS pa3pymieHuto. OLeHKa OTHOCH-
TETbHON DJHEPruu TPAHHUI[ 3€PEH BBHIMOIHACTCS
Pa3IMYHBIMM METOAAMHM, TAKHUMHU KakK MPOCBEYH-
Barollas 3JeKTpoHHas Mukpockomusi (IIOM),
aToMHO-cuioBasi Mukpockonust (ACM) u ckaHu-
pyomas TyHHenbHas Mukpockomus (CTM).
CTM ocobeHHO 3¢ deKTHBHA I U3YYEHUS CO-
CTOSIHUSI TpaHHUll 3epeH [7-9], uTo nenaer ee 1eH-
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HBIM WHCTPYMEHTOM [UISI aHAIH3a CTPYKTYPHBIX
0COOEHHOCTEH MaTepHaoB.

CyIecTBYIOT ~ anbTepHATHBHBIE OIXOJBI
BBISIBIICHHS 0COOOTO COCTOSHUSI TPaHHMIL 3€PeH, B
YaCTHOCTH, MeccOaydpOBCKasi CIIEKTPOCKOIHS
(oMuCCcHOHHAs  sifiepHas — ramMma-pe3oHaHCHas
cunekrpockonus) [10, 11], mocnmoitHslt paguo-
MeTpuieckuii aHanm3 [12—-14]. Tak, mampumep,
B paborax [10, 11] ycraHOBIEHO, YTO BETUYHMHA
M30MEPHOTO CIBUTA B KPYMHOKPHUCTAIINYECKOM
oOpasie BbIme, ueM B YM3-00pa3siie, moirydeH-
HoM MmetrogoMm KBJI. M3 »sToro cnemyer, 4TO
CTpYKTypa TpaHMIl 3€peH IpeTepriena 3Haudu-
TENbHbIC WCKAKEHUs, 2 UMCHHO B HUX 00pa3o-
BaJICS M30BITOYHBIN CBOOOMHBIN 00BeM [15], ko-
TOPBII SABISIETCS XapaKTEPHBIM MPU3HAKOM, yKa-
3BIBAIOIIMM Ha CHEUU(UYECKOE COCTOSHHUE Ipa-
HUI[ B HCCJIEyeMOM MaTepHuale, Hapsay C TaKH-
MU, KaK TIOBBIIIEHHAs! OTHOCUTENbHAS YHEPTUS U
JabHOACUCTBYIOMINE IO YIPYTHX Hampsbke-
Huii [16]. B paborax [13, 14] npoBeneHo uccie-
noBanue 3epHorpanmuHO muddysun Co-57 B
oroxxokenHoM (KK) u mponedopmupoBanHOoM
(YM3) oOpasuax. YCTaHOBJICHO CYIICCTBCHHOE
oTinn4Yre B mapaMerpax nud@y3uu 1o rpaHUIaM
3epeH MeXIy AByMs TUnamu o0pasmoB. JlanHoe
HaOJIoIeHNE MO3BOJISIET YTBEPXKAATh O TOM, YTO
mporiecc AegopManni BBI3BIBAET H3MEHEHHS B
CTPYKTYpe M CBOWCTBaxX, OKa3blBas BIUSHHE Ha
CKOpOCTh  AU(PPY3MOHHBIX MPOIECCOB  BIOJb
TPaHMIl 3epeH 3a CUeT TaK Ha3blBaeMbIX jaedop-
MaIlMOHHO-MOIU()UIINPOBAHHBIX TPAHHMIT 3€PEH.

HuoOuii sBisieTcss MeTauioM, MPEACTaB-
JISIOUIMM 0COOBIM MHTEpeC KaK MepCreKTUBHBIN
(YyHKIIMOHANBHBIN MaTepuall, BXOAAUINA B CO-
CTaB TaKWUX BAKHBIX DIIEKTPOTEXHUYECKUX MaTe-
pHaoB, KaKk BEICOKOIIPOYHBIE KOMITO3UTHI H MHO-
rocioiinbeie cBepxnpoBoanuku [3]. [lpu medop-
Maruu metogoM KB/l HumOOWit moaBepraercs
3HAYUTEJbHBIM HM3MEHEHHSIM MHMKDPOCTPYKTYPHI,
BKITIO4ass GOpMUpOBaHHWE CYOMHUKPOHHBIX M Ha-
HOMETPOBBIX 3€peH, 4To TpeOyeT HeTaIbHOTro
aHaJM3a COCTOSHUS IpaHul 3THX 3epeH. OnHaKo
Uit OoJiee TIONHOTO TOHMMAaHWS HEOOXOIMMO
XapaKTepU30BaTh COCTOSHUE TPaHML 3€peH He
TOJIKO Ha KAUeCTBEHHOM YPOBHE, HO W IPU TO-
MOIIM KOJIMYECTBEHHBIX MOKa3aresel. Haubomnee
MPSIMBIM METOJOM KOJMYECTBEHHOW OLIEHKH CO-
CTOSTHHS TPaHMIl SIBJISCTCS M3MEPEHHE UX DHEp-
THH C WCIMOJIB30BaHNEM CKaHHMPYIOUIEH TyHHEIb-
HOW MUKpOCKOINHU. PaHee Takue ucciue0BaHus ¢
npuMmeneHneM CTM u ACM npoBogwince Ha
npumepe Hukens [17, 18], menu [19, 20], rad-
HHUEBOW OpPOH3HI [5], KOTOpPBIE TTOIBEPTAINCH pas3-

JMYHBIM CII0cO0aM HMHTEHCHBHOM IUIACTHYECKOMH
nedopmaruu (PKVYIL, IKVYII, KB/).

Lenbto maHHOM cTaThu ABISETCA NMPUMEHE-
Hue CTM nnst OlleHKM OTHOCUTENBHOW 3HEpruu
TPAaHHUI 3epeH B KPYNMHOKPHCTAININYECKOM HHO-
oun 1 YM3-HMOOHH, MOJYYEeHHOM Kpy4YEeHHEM
M0J] BBICOKUM JIaBIIEHHUEM Ha 5 000pOTOB.

MatepuaJjbl 1 METOAbI

UccnenoBanus npoBoaunuck Ha Nb ¢ mpo-
LEHTHBIM COAEp)KaHHEM IpuMeced He Oojee
0,02. McxomueiM MatepuaiioM s popMupoBa-
HUSl KPYMHO3EPHUCTON CTPYKTYPHI SIBISJICS TO-
JIUKPUCTAIUTUICCKUH HUOOMIA, KOTOPBIH MOJBEP-
rajcsi TepMU4ecKoil 00paboTke mpH TeMIepary-
pe 850 °C Ha mpoTSKEHUU ABYX YacOB B yCJO-
BUSIX JIMHAMHYECKOTO BaKyyma IpH JIaBJICHHUU
102-10°ITa. Cpenumii pasmep 3epeH B TOIy-
4eHHOM Matepuaine paBeH ~ 25 Mk [10]. Tsep-
JIOCTh TakuX 00pa3ioB cocrapisiia 800 MITa.

[Ipouecc nmedopmaiun HUOOUS OCYIIECTB-
JIAIICS COTJIACHO METOAMKE, ommcaHHoi B [18].
[ToBbIllIEHHBIM WHTEpPEC BBI3BIBAET CTPYKTYpa
HuooOusa mocie KB/ Ha 5 000poTOB, MOCKOIBKY
npy TakoM Je(OpMUPOBAHMU AOCTUTAETCS CTa-
ISl HACBHIIeHUsT — HaOmomaeTcst popMupoBaHue
YM3-cTpyKTyphl, paBHOMEPHOH 0 BCeH IIoIIa-
mu obpasma. llpm »TOM cragmm nanbHekIIee
YMEHBIICHHE pa3Mepa 3€pHAa U YBEJIMYEHHUE
TBEPJIOCTH CTAHOBATCS HeCyIleCTBeHHBIMU. [Ipo-
BEJICHHBIE 3JIEKTPOHHO-MUKPOCKONUYECKUE HC-
CJIEZIOBAHMSI NIOKA3aJIH, YTO BEJIMYKMHA TBEPAOCTH
aTHX 00pasioB cocraBuia 2800 MIla, a cpemnuit
pasmep kpuctaumtoB nocie KB/l — 100 am, gto
coryiacyeTcs C paHee NPOBEACHHBIMU HCCIIEHO-
BaHusMH [ 14, 21].

[Tomyuenue xauectBeHHBIXx CTM-u300paxe-
HUHM MOBEPXHOCTH CTPYKTYphl HHOOHWS SIBIISETCS
OJIHOW M3 BaKHBIX 3a]ad B UcclenoBaHusAX. s
3TOTO MoI00paHa crienualibHasi METOJIMKA ITOJIro-
TOBKH 00pas3IoB, CX0Kasl C OMMCAaHHOW B paboTax
[5, 18]. Ilocne mMexanuueckol HITU(POBKH oOpa-
3l MMOABEPrald EKTPOIUTUUECKON MOJIUPOBKE
B kuciorax H,SO,:HF B coorHomennn 9:1.
TpaBienue rpanul] 3epeH BBIIOIHAIOCH XUMHUYE-
cku B pactBope H,O:H,0,:NH,OH B cooTtHo-
mennn 7:2: 1.

CTM-u300pakeHusT 3epeHHONH CTPYKTYPBI
MOJIy4eHBbl Ha CKAaHUPYIOLIEM TYHHEIHHOM MHK-
pockorie CMM-2000 B pexmme moaaep KaHus
TYHHEJIFHOTO TOKa [22, 23] co ciemyromuMu ma-
pameTpaMu: pa3Mep OOJacTH CKaHWPOBAaHHS OT
1,0x 1,0 mxm g0 40,0 x 40,0 MKkM, CKOPOCTh CKa-
Huposanus 1...10 Mxm/c, mapamerp ObIcTpoaeH-
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CTBHSI CUCTEMBI MOJIICPYKaHMsI TYHHEIBHOTO TOKa
T 120...300 Mmc. B kadecTBe HWTIIBI HCIOJIB30Ba-
nmach pesaHas Pt mpoBonoka umctoroit 99,9 %
nuamerpom 0,3 MMm. CheMka mNpoBoaMIach Ha
Cepe/IMHe paauyca HUCCIeayeMbIXx 00pa3ioB. Me-
TOJIMKA pacyeTa OTHOCUTEIHHOW YHEPTUH TPAHHMIT
3epeH mpezicTanieHa B paborax [5, 16-20].

Pe3yabTaThl M 06CyKIEHUE

Ha puc. 1 u 2 npencrasnenst CTM-u306pa-
KEHUSI TIOBEPXHOCTH KPYIMHOKPHCTAJUINIECKOTO
H1oOWs 1 YM3-HnoOHMS COOTBETCTBEHHO.

Ucxons n3 ananusza npoduineit, momyudeHHbIX
Ha OCHOBE HW300pa)K€HWH, MPENCTABICHHBIX Ha

a)

puc. 1b u 2b, MOCTPOEHBI THCTOTPAMMEI pacrpe-
JIeTICHUs] SHEPTUi TPAaHMI] 3epeH HUOOWS B JBYX
COCTOSIHUSIX: KPYMHOKPHCTAILTMYECKOM W TOCie
KB/ Ha 5 o6opoToB. ['ncTOorpaMmbl nprBeICHEI
Ha puc. 3. Jlnsg xaxmoro obpasiia HCIONb30Ba-
nock He MeHee aecatn CTM-uzoOpaxkeHuit, Ko-
TOpBIC TO3BOJNIMJIH OMPENSIUTh OTHOCHTEJIbHBIC
sHeprun Oornee yeM 100 rpanwmil 3epeH.
[TokazanHble Ha puC. 3a JaHHBIE CBUIETENb-
CTBYIOT O HE3HAYUTEIHHOM KOJIMYECTBE TPAHUI] C
OTHOCHUTENBHOM dHepruei 6onee 0,6 B OTOMOKEH-
HOM oOpasre. B ormuuame ot 3toro, B obOpasiie
yABTpaMeNIKO3epHUCTOr0 HUOOMs (puc. 3b) Ha-
Omomaercst mpeoOsiaflaHue TPaHHL C JHEPrHi

c————1
Orm

b)

Puc. 1. CTM-n3sobpaxeHue noBepxXHOCTU KPYNHOKpUCTanIM4yeckoro Hmobus: a — 3D-eug;
b — nnockocTb ansa pacuyeTta aHepruu '3
Fig. 1. STM image of the surface of coarse-grained niobium: a— 3D view;
b —the plane is used for calculating the energy of grain boundaries

0nm

a)

110 nm

b)

Puc. 2. CTM-usobpaxeHue noBepxHoctn YM3-Hnobus: a — 3D-Bua;
b — nnockoctb Ana pacyeTta aHeprum '3
Fig. 2. STM image of the surface of UFG niobium: a — 3D view;
b —the plane is used for calculating the energy of grain boundaries
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Puc. 3. N'nctorpammel pacnpegeneHns OTHOCUTENbHbIX 3HePrum B HNObuu:
a — KpynHokpucTannuyeckui obpaseu; b — KB[] Ha 5 o6opoToB
Fig. 3. Distribution histograms of the relative energy in niobium:
a - coarse-grained sample; b — subjected by HTP for 5 revolutions

1.4

Boime 0,6. MakcumanbHas 3adUKCHpPOBaHHAS
SHeprus B AaHHOM ciydae pocturaer 1.4. Ilo-
BEIIICHHE KOHIEHTPAIIMN BHICOKOYTJIOBBIX Tpa-
HUII 3epeH BIICYET 3a COOOH yBeIHMYeHHE OTHOCH-
TEJTHHON YHEPTUN TPAHHUII 3€PEH.

CornacHo nmanHBIM [24, 25], ans marepua-
JIOB, 00JaaloIMX TPAaHUI[AMU 3epEH PEKPUCTa-
JU3AIMOHHOTO TIPOUCXOKACHHSA, MaKCHMalbHas
OTHOCHTEJIbHAsI DHEPTUsl OOBIYHO HE TPEBHIMIACT
nuanasoHn 0,5-0,6. B pamkax HacTosIero uccie-
JIOBaHUS BBISBICHO, 4TO B YM3-HHOOMM Cyliie-
CTBEHHAs 4aCTh TPAHUIL 3epeH 00J1a1aeT OTHOCH-
TeNbHOU 3Hepruei, npepbimatomeit 0,6. JJanHsbiit
¢dakT ykasplBaeT Ha TO, YTO TNpeobaaaroliee
YHCIIO TPaHUIl 3epeH B Y M3-HHOOWH HaXOAUTCS
B HEPaBHOBECHOM WM Je(hOpMaIMOHHO-MO/IH-
(UIIMPOBAHHOM COCTOSIHUH.

B [5, 16, 17] BomonHeHa oOlleHKa CpemHen
oTHOcUTenbHOU 3Hepruu '3 ¢ momoupo CTM-
MHUKPOCKOIIMM B HUKelle W radHueBoll OpoH3e,
noydeHasix Meromgamu UITJ (AKYII, PKVII,
KB/). Pe3aynbrars! 3TUX MCCIe10BaHUI MOKa3bI-
BaOT, YTO NMPUMEHEHHE ae(OopMaluu MPUBOIUT
K (hOPMHPOBAHHIO HEPABHOBECHBIX TPAHHUIIBI 3€-
peH, 00JIaIaloNIMX MOBBIIIEHHOMN dHeprueH.

B HacTosmieit pabore Takke yCTaHOBIICHO,
910 B YM3-HHOOWU TIPOMCXOAHUT POCT CPETHEH
OTHOCHTEIHHON 3HEPTUH TPaHUI] 3epeH OTHOCH-
TenbHO HenpoaedopmupoBanHoro odpasua (0,27
B KpYIMHOKpUCTaIH4eckoM obpasne u 0,71 B
oOpasie, moasepruyrom KB/l Ha 5 060poToB).

Takum oOpa3zom, 0OHapyKEHO, YTO TIPU HC-
nonb3oBanun UIIJ] mpoucxoaut 3aMeTHOE IO-
BBIILICHUE CPEJTHEW OTHOCUTEIBHOM 3HEPrUH, 4TO
MO3BOJISIET CAENaTh BBIBOI O TOM, YTO B MeETall-

nudgeckux marepuanax ¢ ['IIK u OLK-pemerkoii
dbopmupytotcst e opMaIioOHHO-MOTUUITUPO-
BaHHbIC T'PaHMLIBI 3€PEH, UMEIOIINE U30BITOYHBIH
CBOOOJHBIN 00BEM, a BeIMYMHA MaKCHUMAaJbHOM
SHEPTUH TPaHUIl OrpaHuYeHa BenuanHou 1,2-1,4
[5, 17, 18, 25].

3akaoueHue

1. ITpumenenne CTM 1o3BoJIMIIO KOJIHYECT-
BEHHO OIEHHUTHh OTHOCHUTENBHYIO 3HEPrui0 Ipa-
HUII 3epeH B HUOOWH 10 W mociie IedopMaluu
MerogoM KBJI. Meroguka 31eKTpOIUTHUECKON
MOJIMPOBKH U XMMHYECKOTO TpaBJIeHUs obOecrie-
gujia BeIcOkoe kauecTBo CTM-n300paxeHui.

2. B KpyIHOKPUCTAIUINYECKOM HUOOHMHU Cpen-
HSISl OTHOCHUTEJIbHAs SHEprusi TpaHMLl 3€peH Co-
craBuia 0,27, 9T0 XapakTepHO 7Sl paBHOBECHBIX
rpanui. [locie KB/l Ha 5 00opoToB cpenssis
sHeprua Bo3pocna no 0,71, a mons rpaHul c
sHeprueit 6onee 0,6 mocTuria MakCUMyma, 4TO
yKa3pIlBaeT Ha (OPMHUpPOBAHHE HEPABHOBECHBIX
rpaHull. YM3-CTpykTypa AEMOHCTpUPYET IIO-
BBIIIEHHYIO TBepaocTh (2800 MIla) u Hanomer-
poBbIit pazMep 3epeH (okomo 100 HM).

3. [lonydeHHble JaHHBIE CBUJCTEIBCTBYIOT
0 ToM, uTo 3¢ dexT popmupoBanus nepopmanu-
OHHO-MOJIM(PHUIIUPOBAHHBIX TPAHUI] 3€PEH C TO-
BBIIIIEHHOW SHEPTrUEH SIBIISIETCS YHUBEPCAIbHBIM
JUISl METAJIJIOB C Pa3iM4YHbIM THIIOM KpPUCTAJLIH-
YECKOW PEIIETKH M XUMHYECKHM COCTaBOM IIpHU
obpabotke metomamm WIIJ[. DTO OTKpHIBaeT
BO3MOYKHOCTH AJIs IIE€JICHANPABICHHOIO YIpaB-
JIEHUs. CTPYKTypOM M CBOWCTBaMH MeTajuInye-
CKUX MaTepuajioB IyTeM BapbUpPOBaHMs Iapa-
METpOB nedopmaIim.

BecTHuk KOYpIlY. Cepusa «Metannyprus».
2025. T. 25, Ne 3. C. 29-37

33



MeTannoBepneHne n TepMmmyeckas oopaboTka
Physical metallurgy and heat treatment

Cnucok JuTepaTypsbl

1. Valiev R.Z., Langdon T.G. Principles of equal-channel angular pressing as a processing
tool for grain refinement // Progress in Materials Science. 2006. Vol. 51. P. 881-981. DOI:
10.1016/j.pmatsci.2006.02.003

2. ITarear RU 2283717 C2. Cnoco6 muHamuueckoir oopaborku marepuamos / E.B. Illopoxos,
W.H. XKrunes, P.3. Banuen. Ne 2004131484/02; 3assi. 28.10.2004; omy6:. 20.09.2006, Bros. Ne 26.

3. Zhilyaev A.P., Langdon T.G. Using high-pressure torsion for metal processing: Fundamen-
tals and applications // Progress in Materials Science. 2008. Vol. 53. P. 893-979. DOI:
10.1016/j.pmatsci.2008.03.002

4.Zhu Y.T., Lowe T.C., Langdon T.G. Performance and applications of nanostructured materials
produced by severe plastic deformation // Scripta Materialia. 2004. Vol. 51. P. 825-830. DOI:
10.1016/j.scriptamat.2004.05.006

5. Bnusnue AUHAMUYCCKOI'0 KaHAJIbHO-YIJIOBOT'O IMPECCOBAHNA HAa OTHOCUTCIIBHYIO 3HCPIUIO I'pa-
HUI] 3epeH B radHueBoi oponse / P.M. danaxyrnunos, B.B. Ilonos, C.A. Cynakosa u ap. / BectHuk
IOVYpI'Y. Cepust «Metamutyprusi». 2024, T. 24, Ne 2. C. 20-28. DOI: 10.14529/met240203

6. Sutton A.P., Balluffi R.W. Interfaces in crystalline materials. Oxford: Oxford University Press,
1995. 520 p.

7. Handbook of Materials Characterization / S.K. Sharma, D.S. Verma, L.U. Khan, S. Kumar,
S.B. Khan (Eds.). Springer International Publishing, 2018. 613 p. DOI: 10.1007/978-3-319-92955-2

8. Auer A., Giesssibl F.J., Kunze-Liebhduser J. Combining Electrochemical Scanning Tunne-
ling Microscopy with Force Microscopy // ACS Nano. 2025. Vol. 19. P. 8401-8410. DOI:
10.1021/acsnano.5c00591

9. Scanning Tunneling Microscopy Examination of Molecules with Fused Thiophene and
Pyrrole Groups Adsorbed on the Electrified Au(11l) Interface / R. Balasaravanan, Ch. Hsieh,
M. Jhou et al. // The Journal of Physical Chemistry C. 2024. Vol. 128, no. 11. P. 4796—4802. DOI:
10.1021/acs.jpcc.4c00118

10. Iono B.B., OcunnaukoB E.B. Mexanusm 3epHOrpaHUYHON TUPQPY3UU U 3epHOTpAaHUYHAS CeT-
perauus Co B MOJIMKpUCTAININIeCKOM HHoOUY // du3nka MetamioB U Metaiuiosenenne. 2021. T. 122,
Ne 9. C. 957-962. DOI: 10.31857/S0015323021090102

11. TlonioB B.B., Ocunnukos E.B., ®anaxytauaoB P.M. Dmuccuonnast MeccOayIpoBCKasi CIIEKTPO-
CKONHS TPaHUI] 3epeH YJIbTPaMEIKO3epHUCTOr0 HUOOUS, MOJYyYEHHOTO WHTEHCHBHOH IIacTHYecKOn
nedopmarueii // @usnka MetamioB u MetaimoBenenue. 2022. T. 123, Ne 8. C. 881-887.

12. Wilde G., Divinski S. Grain Boundaries and Diffusion Phenomena in Severely Deformed Mate-
rials // Materials Transactions. 2019. Vol. 60, iss. 7. P. 1302-131. DOI: 10.2320/matertrans.MF201934

13. 3epHorpannunas quddysus ° Co B muobun / B.B. Tlonos, E.B. Ocunnnkos, A.JO. Mcromuna,
P.M. danaxyrnuaos // ®usuka meraimoB u meramuioBenenue. 2023. T. 124, Ne 3. C. 298-302. DOI:
10.31857/S0015323022601672

14. 3eprorpannunas uddysus °'Co B yIbTPaMEIKO3EPHUCTOM HHOOUH, TOTyIeHHOM HHTCHCHB-
HOM mmactudeckoit pedopmanmeit / B.B. Ilonos, E.B. Ocunnukos, A.IO. Mcromuna u np. // ®usuka
MetamioB u metayutoBegenne. 2023. T. 124, Ne 6. C. 477-482.

15. Nazarov A.A. Review: Nonequilibrium Grain Boundaries in Bulk Nanostructured Metals and
their Recovery under the Influences of Heating and Cyclic Deformation // Letters on Materials. 2018.
Vol. 8, no. 3. P. 372-381. DOI: 10.22226/2410-3535-2018-3-372-381

16. Nazarov A.A., Romanov A.E., Valiev R.Z. On the structure, stress fields and energy of
nonequilibrium grain boundaries // Acta Metall. Mater. 1993. Vol. 41, no. 4. P. 1033-1040. DOI:
10.1016/0956-7151(93)90152-i

17. IlpumeHeHne cKaHUPYIOIIEeH TYHHEIFHON MUKPOCKOIIMH JIJIsl XapaKTEepUCTUKHU 3epEeHHO-Cy03epeH-
Hoii ctpykrypel CMK Hukens nocie Huzkoremneparyproro otxura / [1.B. Kysunenos, U.B. Iletpakosa,
T.B. Paxmarymiuna u ap. // 3aBoackas nmadoparopus. JuarHoctuka marepuanos. 2012. T. 78, Ne 4.
C.26-34.

18. TlpumeHeHNe CKaHUPYIOIIEH TYHHEIBHOW MHKPOCKOIHMHU JUIsi OIIGHKU CTEIIEHH HEePaBHOBECHO-
CTH I'paHUll 3€pCH B HUKCIIC, MOJYYCHHOM KPYUYCHHEM I1OJ BBICOKHMM OABJICHUCM / E.B. OCI/IHHI/IKOB,
W.B. baunos, A.}O. Uctomuna, B.B. [lonos // Bectnuk IOYpI'Y. Cepus «MatemaTnka. MexaHuka.
@usukay. 2022, T. 14, Ne 3. C. 79-85. DOI: 10.14529/mmph220309

34 Bulletin of the South Ural State University. Ser. Metallurgy.
2025, vol. 25, no. 3, pp. 29-37


http://dx.doi.org/10.1016/j.pmatsci.2006.02.003
https://doi.org/10.31857/S0015323021090102
https://www.jstage.jst.go.jp/browse/matertrans/-char/en
https://doi.org/10.31857/S0015323022601672

OcuHHukoe E.B., I cmomuHa A.FO., TpumeHeHue ckaHupyrouwieli myHHesIbHOU MUKPOCKOMNUU 07151 OUeHKU
BnuHoe U.B. u dp. cpedHeli omHOcumesibHOU 3Hepa2uuU 2paHuy, 3epeH e HUobuu...

19. Amouyal Y., Rabkin E. A Scanning Force Microscopy Study of Grain Boundary Energy in
Copper Subjected to Equal Channel Angular Pressing // Acta Materialia. 2007. Vol. 55, iss. 20. P. 6681
6689. DOI: 10.1016/j.actamat.2007.08.023

20. SHGPFI/ISI BHYTPCHHUX T'paHUI] pa3aciia KaK XapaKTCpPpUCTHUKA 3BOJIIOUWH CTPYKTYPLI YJIbTpa-
MEJIKO3epHUCTHIX Meau 1 Hukens nocie orxura / [1.B. Kysuenos, T.B. Paxmarynuna, 11.B. bensesa,
A.B. Kop3uukoB // ®usuka meramioB u Mmeramwiopenenue. 2017. T. 118, Ne 3. C. 255-262. DOI:
10.7868/S0015323017030111

21. Tepmuueckasi cTaOMIBHOCTh HAHOKPHCTAIUIMIECKOTO HUOOUS, MTOTyYSeHHOTO HHTCHCUBHOM TI1a-
cruyeckoit nepopmartueii / E.H. Ilommosa, B.B. ITonos, E.I1. Pomanos, B.I1. ITurrorun / ®u3nka metai-
108 u Metamoseaenne. 2006. T. 101, Ne 1. C. 58-64.

22. Hansma P.K., Tersoff J. Scanning tunneling microscopy // J. Appl. Phys. 1987. Vol. 61, no. 2.
P. R1-R24.

23. Moresco F. Local Information with Scanning Tunneling Microscopy // Springer Handbook
of Surface Science. 2020. P. 225-243. DOI: 10.1007/978-3-030-46906-1_8

24, Relative grain boundary energies in ultrafine grain Ni obtained by high pressure torsion /
J. Zimmerman, A. Sharma, S.V. Divinski, E. Rabkin // Scripta Materialia. 2020. Vol. 182. P. 90-93.
DOI: 10.1016/j.scriptamat.2020.03.008

25. Hoxpun A.B., MakapoB 11.M. OcoOGeHHOCTH METOTUKH UCCIEAOBAHUI 3epEHHOU CTPYKTYPHI
HAHO- ¥ MUKPOKPUCTAITMYECKAX METAJNIOB METOJJOM aTOMHO-CHIIOBON MUKPOCKOTHH // MUKpoCHUCTEM-
Has Texauka. 2003. Ne 3. C. 19-28.

References

1. Valiev R.Z., Langdon T.G. Principles of equal-channel angular pressing as a processing tool for
grain refinement. Progress in Materials Science. 2006;51:881-981. DOI: 10.1016/j.pmatsci.2006.02.003

2. Shorokhov E.V., Zhgilev I.N., Valiev R.Z. Method for dynamic deforming of metals. Patent
RU 2283717 C2, 2006.

3. Zhilyaev A.P., Langdon T.G. Using high-pressure torsion for metal processing: Fundamentals
and applications. Progress in Materials Science. 2008;53:893-979. DOI: 10.1016/j.pmatsci.2008.03.002

4.Zhu Y.T., Lowe T.C., Langdon T.G. Performance and applications of nanostructured mate-
rials produced by severe plastic deformation. Scripta Materialia. 2004;51:825-830. DOI:
10.1016/j.scriptamat.2004.05.006

5. Falahutdinov R.M., Popov V.V., Sudakova S.A., Shorokhov E.V., Gaan K.V. Influence of
dynamic channel-angle pressing on relative energy of grain boundaries in hafnium bronze. Bulletin of
the South Ural State University. Ser. Metallurgy. 2024;24(2):20-28. (In Russ.) DOI: 10.14529/met240203

6. Sutton A.P., Balluffi R.W. Interfaces in crystalline materials. Oxford: Oxford University Press,
1995. 520 p.

7. Sharma S.K., Verma D.S., Khan L.U., Kumar S., Khan S.B. (Eds.). Handbook of Materials
Characterization. Springer International Publishing, 2018. 613 p. DOI: 10.1007/978-3-319-92955-2

8. Auer A., Giesssibl F.J., Kunze-Liebhduser J. Combining Electrochemical Scanning Tunneling
Microscopy with Force Microscopy. ACS Nano. 2025;19:8401-8410. DOI: 10.1021/acsnano.5c00591

9. Balasaravanan R., Hsieh Ch., Jhou M. et al. Scanning Tunneling Microscopy Examination of
Molecules with Fused Thiophene and Pyrrole Groups Adsorbed on the Electrified Au(111) Interface.
The Journal of Physical Chemistry C. 2024;128(11):4796—4802. DOI: 10.1021/acs.jpcc.4c00118

10. Popov V.V., Osinnikov E.V. Mechanism of Grain-Boundary Diffusion and Grain-Boundary Seg-
regation of >’Co in Polycrystalline Nb. The Physics of Metals and Metallography. 2021;122(9):891-895.
DOI: 10.1134/S0031918X21090106

11. Popov V.V., Osinnikov E.V., Falakhutdinov R.M. Méssbauer Emission Spectroscopy of Grain
Boundaries in Ultrafine-Grained Niobium Obtained by Severe Plastic Deformation. The Physics of Me-
tals and Metallography. 2022;123(8):825-830. DOI: 10.1134/S0031918X22080063

12. Wilde G., Divinski S. Grain Boundaries and Diffusion Phenomena in Severely Deformed Mate-
rials. Materials Transactions. 2019;60(7):1302-131. DOI: 10.2320/matertrans.MF201934

13. Popov V.V., Osinnikov E.V., Istomina A.Yu., Falakhutdinov R.M. Grain-Boundary Diffu-
sion of °’Co in Niobium. The Physics of Metals and Metallography. 2023;124(3):285-289. DOI:
10.1134/S0031918X22602153

BecTHuk KOYpIlY. Cepusa «Metannyprus». 35
2025. T. 25, Ne 3. C. 29-37


https://doi.org/10.7868/S0015323017030111
http://dx.doi.org/10.1007/978-3-030-46906-1_8
http://dx.doi.org/10.1016/j.pmatsci.2006.02.003
https://doi.org/10.1134/S0031918X21090106
https://www.jstage.jst.go.jp/browse/matertrans/-char/en

MeTannoBepneHne n TepMmmyeckas oopaboTka
Physical metallurgy and heat treatment

14. Popov V.V., Osinnikov E.V., Istomina A.Yu. et al. Grain-Boundary Diffusion of *’Co in
Ultrafine-Grained Niobium after Severe Plastic Deformation. The Physics of Metals and Metallography.
2023;124(6):561-566. DOI: 10.1134/S0031918X23600781

15. Nazarov A.A. Review: Nonequilibrium Grain Boundaries in Bulk Nanostructured Metals and
their Recovery under the Influences of Heating and Cyclic Deformation. Letters on Materials.
2018;8(3):372-381. DOI: 10.22226/2410-3535-2018-3-372-381

16. Nazarov A.A., Romanov A.E., Valiev R.Z. On the structure, stress fields and energy of
nonequilibrium grain boundaries. Acta Metall. Mater. 1993;41(4):1033-1040. DOI: 10.1016/0956-
7151(93)90152-i

17. Kuznetsov P.V., Petrakova 1.V., Rakhmatullina T.V., Baturin A.A., Korznikov A.V. The use of
scanning tunneling microscopy in characterizing the grain-subgrain structure of SMC nickel after low
temperature annealing. Industrial laboratory. Diagnostics of materials = Zavodskaya laboratoriya.
Diagnostika materialov. 2012;78(4):26-34. (In Russ.)

18. Osinnikov E.V., Blinov L.V., Istomina A.Yu, Popov V.V. Application of scanning tunneling mi-
croscopy for evaluation of the non-equilibrium state of grain boundaries in nickel subjected to high pres-
sure torsion. Bulletin of the South Ural State University. Series “Mathematics. Mechanics. Physics”.
2022;14(3):79-85. (In Russ.) DOI: 10.14529/mmph220309

19. Amouyal Y., Rabkin E. A Scanning Force Microscopy Study of Grain Boundary Energy in
Copper Subjected to Equal Channel Angular Pressing. Acta Materialia. 2007;55(20):6681-6689. DOI:
10.1016/j.actamat.2007.08.023

20. Kuznetsov P.V., Rakhmatulina T.V., Belyaeva 1.V., Korznikov A.V. Energy of Internal Interfaces
as a Characteristic of the Structural Evolution of Ultrafine-Grained Copper and Nickel after Annealing.
The Physics of Metals and Metallography. 2017;118(3):241-248. DOI: 10.1134/S0031918X17030115

21. Popova E.N., Popov V.V., Romanov E.P., Pilyugin V.P. Thermal stability of nanocrystalline Nb
produced by severe plastic deformation. The Physics of Metals and Metallography. 2006;101(1):52-57.
DOI: 10.1134/S0031918X06010078

22. Hansma P.K., Tersoff J. Scanning tunneling microscopy. J. Appl. Phys. 1987;61(2):R1-R24.

23. Moresco F. Local Information with Scanning Tunneling Microscopy. In book: Springer Hand-
book of Surface Science. 2020. P. 225-243. DOI: 10.1007/978-3-030-46906-1_8

24. Zimmerman J., Sharma A., Divinski S.V., Rabkin E. Relative grain boundary energies in
ultrafine grain Ni obtained by high pressure torsion. Scripta Materialia. 2020;182:90-93. DOI:
10.1016/j.scriptamat.2020.03.008

25. Nohrin A.V., Makarov .M. Peculiarity of Nano- and Microcrystalline Metalls Grain Structure
Investigations by Atomic-Force Microscopy. Microsystems technology. 2003;(3):19-28.

Hnghopmayusa 06 aemopax

OcunnuxoB Erop BsiuecnaBoBu4, kaHa. u3.-MaT. HAayK, Hay4HBIH COTPYIHHMK JaOOpaTOpHH
muddysun, Uactutyr ¢usukn metamioB umean M.H. MuxeeBa YpO PAH, Exarepun0Oypr, Poccus;
egor.osinnikov@rambler.ru.

Hcromuna Anacracusi FOpbeBHa, Mitaqiunii Hay4HbIH COTPYAHMK Jlabopartopun auddysuu, Nu-
crutyT ¢usuku merauioB umenn M.H. Muxeea YpO PAH, ExartepunOypr, Poccus; istomina@
imp.uran.ru.

buannos Uiabsa BukropoBuy, kana. ¢pu3.-MaT. HayK, CTapIIMi Hay4YHBII COTPYAHUK J1abopaToOpuu
muddy3un, UactutyT Qusnku metaminoB umeHn M.H. Muxeesa YpO PAH, Exarepun0Oypr, Poccus;
blinoviv@mail.ru.

IlonoB Baagumup BaagumupoBu4, A-p TeXH. HayK, Mpod., TIaBHBINA HAyYHBIA COTPYAHUK Ja0o-
paropun auddysun, Macturyt ¢usuku meraiioB umenn M.H. Muxeesa YpO PAH, ExatepunOypr,
Poccust; vpopov@imp.uran.ru.

®dajaxyrauHoB Pycian MapieTxaHoBHY, HAaydHbIH COTpYIHHUK Jaboparopuu auddysuu, Vu-
crutyt Qu3uku MetawioB umeHn M.H. Muxeesa YpO PAH, ExarepunOypr, Poccus; falahutdinov@
imp.uran.ru.

Bulletin of the South Ural State University. Ser. Metallurgy.

36 2025, vol. 25, no. 3, pp. 29-37


https://doi.org/10.1134/S0031918X17030115
http://dx.doi.org/10.1007/978-3-030-46906-1_8
mailto:egor.osinnikov@yandex.ru
mailto:istomina@imp.uran.ru
mailto:istomina@imp.uran.ru
mailto:falahutdinov@imp.uran.ru
mailto:falahutdinov@imp.uran.ru

OcuHHukoe E.B., I cmomuHa A.FO., TpumeHeHue ckaHupyrouwieli myHHesIbHOU MUKPOCKOMNUU 07151 OUeHKU
BnuHoe U.B. u dp. cpedHeli omHOcumesibHOU 3Hepa2uuU 2paHuy, 3epeH e HUobuu...

Information about the authors

Egor V. Osinnikov, Cand. Sci. (Phys. and Math.), Researcher, Diffusion Laboratory, M.N. Mikheev
Institute of Metal Physics, Ural Branch of the Russian Academy of Sciences, Ekaterinburg, Russia;
egor.osinnikov@yandex.ru.

Anastasiya Yu. Istomina, Junior Researcher, Diffusion Laboratory, M.N. Mikheev Institute of
Metal Physics, Ural Branch of the Russian Academy of Sciences, Ekaterinburg, Russia; istomina@
imp.uran.ru.

II'yva V. Blinov, Cand. Sci. (Phys. and Math.), Senior Researcher, Diffusion Laboratory,
M.N. Mikheev Institute of Metal Physics, Ural Branch of the Russian Academy of Sciences,
Ekaterinburg, Russia; blinoviv@mail.ru.

Vladimir V. Popov, Dr. Sci. (Eng.), Prof., Chief Researcher, Diffusion Laboratory, M.N. Mikheev
Institute of Metal Physics, Ural Branch of the Russian Academy of Sciences, Ekaterinburg, Russia;
vpopov@imp.uran.ru.

Ruslan M. Falahutdinov, Researcher, Diffusion Laboratory, M.N. Mikheev Institute of Metal
Physics, Ural Branch of the Russian Academy of Sciences, Ekaterinburg, Russia; falahutdinov@
imp.uran.ru.

Cmambsa nocmynuna ¢ pedaxyuio 10.04.2025
The article was submitted 10.04.2025

BecTHuk KOYpIlY. Cepusa «Metannyprus». 37
2025. T. 25, Ne 3. C. 29-37


mailto:falahutdinov@imp.uran.ru
mailto:falahutdinov@imp.uran.ru

