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ABSTRACT

Copper/graphene matrix composites are promising for a wide range of applications due to their
good thermal and electrical conductivity. However, there are important problems in the synthesis of
copper/graphene composites due to poor dispersion of graphene in the matrix and weak interfacial
bonding. Intense plastic deformation by high-pressure torsion makes it possible to obtain bulk
samples with nanocrystalline structure, free from pores and impurities. This method was successfully
used to fabricate Cu/graphene composite from thin copper foils obtained by electrodeposition and
coated with a monolayer of graphene. The initial foils contained a high proportion of twin boundaries,
which provides both high strength and enhanced conductivity of such foils. The microstructure of
the composites obtained from the foils was found to be homogeneous with an equiaxed grain size of
about 300 nm. Despite the decrease in the proportion of coherent twin boundaries in the process of
high-pressure torsion, the mechanical properties of the composite increased, which is apparently due
to dynamic recrystallisation and the formation of a homogeneous fine-grained structure.
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AHHOTALIMS

MenHOMaTprUUHbIE KOMITO3UTHI ¢ Tpad)€HOM MEPCHEKTHBHBI JJISi IIMPOKOTO CIIEKTPa MPUMEHEHUH,
CBSI3aHHBIX C UX XOPOIIEH TEeMI0- U 3IEKTPONPOBOAHOCTHI0. OHAKO CYIIECTBYIOT BasKHbIE MTPOOIIe-
MBI [IPH CUHTE3€ KOMIIO3UTOB MeJlb/TpadeH, CBsI3aHHbIE C IJI0XO0M aucnepcueit rpadena B MaTpuile
U cnaboii mexdazHoii cBsa3bl0. HTeHCHMBHAS acTuyeckas nedopmManus Kpy4eHHEM MO/ BEICOKUM
JTABJICHUEM J1aeT BO3MOXHOCTb MOJy4YaThb 00bEMHBIE 00pa3ibl C HAHOKPUCTAJUIMYECKON CTPYKTY-
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MATED

poii 6e3 mop u 3arpsA3HEeHU. DTOT METO/ OBLI YCIIEIITHO UCTIONB30BAH ISl H3TOTOBIICHUS] KOMITO3UTA
Cu/rpadeH U3 TOHKUX MEIHBIX (DOJIBT, MOTYUEHHBIX JEKTPOOCAKICHUEM M TMOKPHITHIX MOHOCIOEM
rpadena. Mcxomubie Goabru comepikaid BRICOKYIO JIOJIO IBOWHUKOBBIX TPAHUI], UTO 00ECTIEUUBAET
KaK BBICOKYIO MTPOYHOCTH, TAK U MOBBIIICHHYIO MPOBOAUMOCTH TaKMX (HOIBI. MHKPOCTPYKTYpa IO-
Jy4EHHBIX W3 (POJBI KOMIIO3UTOB OKa3aliaCh OIHOPOIHON C PaBHOOCHBIM Pa3MEpOM 3€pHa OKOJIO
300 aM. HecmoTpst Ha CHIDKEHHUE JTOJTA KOTEPEHTHBIX IBOMHUKOBBIX TPAHUIL B ITPOIIECCE KPYUEHUS ITO]T
BBICOKMM JIaBJICHHEM MEXaHWYECKHUE CBOMCTBA KOMITIO3UTA MOBBICUIIMCH, YTO CBSI3aHO, MO-BUIUMOMY,
C IMHAMHYECKOH peKpucTaui3aIueii 1 GopMupoBaHUEM OTHOPOIHON MEIIKO3EPHUCTON CTPYKTYPHI.

KIJIFOYEBBIE CJIOBA

Kommnosut mens/rpadeH; KpydeHHE TOA BBICOKMM JaBIEHUEM; MUKPOCTPYKTYpa; MEXaHHUYECKHE
CBOMCTBA.

BBenenue U TIepeMElIeHHs] PEeIeTOUHbIX JUCIOKAIUH, KO-
TOpbIE SIBJISIOTCSI HOCHUTENSIMHM TLIACTUYECKOM
nedopmaruu [2]. PakTHYECKH BCE 3TH TOIXO-
JIbl OCHOBAaHBI Ha MOYJISIITUU MUKPOCTPYKTYPhI
MyTeM BBEACHHS B METAJUIbl TaKUX Je(EKTOB,
KaK TpaHUIIbl 3€PEH, UCIIOKALUHU, TIPaHULbI
(a3, aTOMBbI PaCTBOPEHHBIX BEIIECTB U BTOPHIC
(a3pl, 4TOOBI 3aTPyAHUTH JBUKEHHE TUCIIO-
Kauui. B 1o ke Bpems Takue nedexTsl yBenu-
YUBAIOT PACCESHUE MPOBOMASIIUX 3JIEKTPOHOB
U YMEHBIIAIOT JUIMHY CBOOOIHOro mpobera
AJIEKTPOHOB, U, TAKHM OOPa30M, yBEIMYUBAIOT
ANIEKTPUYECKOE COMPOTHUBIEHUE MeTaya. Ta-
KAM 00pa3oM, BCE BapuaHTHI, pa3paboTaHHBIE
JUIsE OObEAMHEHUS MPOYHOCTH U IMPOBOAUMO-
CTH, CTPAJalOT OT CHW)XEHHUS 3JIEKTPOIPOBOJI-
HOCTH, B TO BpeMs KaK MPOYHOCTh YBEIUYH-
Baercs [3, 4]. ns co3maHusi BBICOKOIPOYHOTO
U BBICOKOIPOBOAALIETO 00Opas3ia HeoOXOAHMO
c(hopMHUPOBAThH MOIXOISALLYI0 MUKPOCTPYKTYPY,
B KOTOPOU JIBHKCHHUSI TUCITOKANN dPPEKTUBHO
ONOKUPYIOTCS, U B TO K€ BpEeMs pacCcestHue mpo-
BOJISIINUX DJIEKTPOHOB CBOIUTCS K MUHHUMYMY.
N3BecTHO, uTo rpanuiibl 1oitHuKOB (/1) mpen-
CTaBJISIIOT COO0M 0COOBIN BUJT KOTEPEHTHOM Tpa-
HUIIbI, KOTOpasi BKJIIOYAE€T aTOMHBIE TJIOCKOCTH
no 00€ CTOPOHBI TPAHUIIBL, PACIOIOKEHHBIE
3epKaJIbHO-CHMMETPUYHBIM 00pa3oM, CHoco0-
HbIe OJIOKMPOBATh JBIKEHUE JUCIOKAIIMA, KaK

TexHU4Yeckuil Inporpecc B COBPEMEHHOM
IEKTPOHUKE MPUBOAUT K MMHUATIOPU3ALUU
BBICOKOIIPOM3BOIUTENBHBIX AJEKTPOHHBIX
YCTPOMCTB M7 TOBBIMICHHUS] JOCTYIMHOCTH U
ynoOcTBa TMonb30BaTeNst. Takue YCTpPOMCTBa
TpeOyIoT 3()PEKTUBHOTO pacCcerMBaHMs TEIUIa U
BBICOKOH IMPOBOIMMOCTH, YTOOBI H30€KaTh Mpe-
KJEBPEMEHHBIX OTKA30B, UTO 3aTPYJHHUTEIBHO
13-32 OFPAaHUYEHUM KOMIIAKTHOW KOHCTPYKLUH.
[Ipu pa3paboTke MaTepuaIoB ¢ BHICOKOW dHEP-
ro3(PEeKTUBHOCTHIO BO MHOTHX CJIy4asx Tpeoy-
€TCSl OIHOBPEMEHHO BBICOKAsl 3JIEKTPOIPOBOI-
HOCTb M BBICOKAsl MEXaHUYecKash IMPOYHOCTb.
Cpenu Bcex METAIOB MEb 3aHUMAET BTOPOE
MECTO 110 MIEKTPO- U TEIJIONPOBOAHOCTH MOCIE
cepeOpa. OnHako yncTas MeIb UMEeT HU3KYIO
MIPOYHOCTH U TBEPIOCTh. [I[pOUYHOCTH UyBCTBU-
TeIbHA K MHUKPOCTPYKTYPE U XUMHYECKOMY
cocTaBy, U HauboJiee M3BECTHBIMU MOAXOAAMHU
K YINPOYHEHHIO METAJIJIOB SIBIISIFOTCS JIETUPO-
BaHHUE, M3MeNbueHHE 3epHa U JedOpMaLUOH-
Hasi oOpaborka. OpHAKO MpHU JIETUPOBAHUH,
Kak 3a cyeT oOpa3oBaHMs TBEPAOIrO pacTBOpA,
TaK U yIPOUHEHHUsl BTOPOH aucnepcHoil da3oi,
AJIEKTPONPOBOAHOCTh CHUXkaeTcs. Hampumep,
JIETUPOBAHNE YHUCTOM MEAU MOMKET IOBBICUTH
IIpeieN TEKY4EeCTH B 1Ba-TPH pasa, HO JIEKTPO-

IPOBOJHOCTh MEAHBIX CIUIABOB COCTABISIET
BCCIro IIOJIOBUHY OT YHUCTOM MECIU MM HOaXKE
Hiwke [1]. YnpouneHue u3MenpUCHHEM 3€pHa
1 aedopMaIiOHHOE YIIPOYHEHHUE, 1O CYTH, 3a-
KJIFOUAIOTCSI B OTPAaHUYCHUH PaCIPOCTPAHCHHUS
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0OBIUHbIE BEICOKOYTJIOBBIE T'PAHUIIbI 3€PEH U I10-
BBIIIIATh MEXAaHUUYECKYIO IPOYHOCTh MaTepHala,
HO 3JIEKTPUYECKOE CONTPOTUBIIEHUE TAKUX KOTe-
PEHTHBIX T'PaHUL] IPUMEPHO Ha MOPSAIOK HIKE,
4YeM y OOBIYHBIX BBICOKOYIVIOBBIX T'paHUI] 3€-



peH [4, 5]. BeicokonpoyHbie 00pa3ibl MEIHON
(bonbpru ¢ HAaHOJBOWHUKAMHU OBLIH YCIIECUITHO U3-
TOTOBJIEHBI C HCMOJIb30BAHUEM HMITYJIBCHOTO
anekTpoocaxaenus [4]. I[loznuee B [7, 8] co-
00IIaJI0Ch, YTO MEXaHUYECKHE CBOMCTBA ATUX
00pa3IoB B MEPBYIO OYEpeh KOHTPOIUPYIOT-
CA TOJUIMHOM HAHOJBOWHUKOB WU MPOYHOCTH
YBEJIUYMBACTCS C YMEHBIICHUEM TOJIIUHBI
JIBOWHUKOB aHAJIOTUYHO COOTHOUIEHUIO XOJIIa-
[letya st 3epHOrPaHUYHOIO YIIPOUYHEHHUS B Ha-
HOKpHCTAJUIMUECKUX MeTauiax [9]. Oka3zaiocs,
YTO MPEJeN TeKy4eCTH JOCTHIaeT MaKCUMallb-
Horo 3HadyeHus okxono 1000 MIla, xorma Tomi-
IIMHA HAaHOABOMHUKOB COCTaB/IAET 15 HaHOME-
TPOB, a 3aTEM MPU MEHBIIUX TOJIIMHAX CIEIYET
yMEHbIIEHUE NpodyHOCTH. OpHAKO TOJIIMHA
BBICOKOTIPOUHBIX AJIEKTPOOCAKICHHBIX (HOIIBT
He nipeBbImaet 30 MmxMm [7].

OpHMM M3 METONIOB W3TOTOBICHHS O0bEeM-
HBIX METAJIIOMaTPUYHBIX KOMIIO3UTOB SIBJIETCS
WHTEHCUBHAS TUIACTUYECKas AeopMarus Kpy-
yeHueM noj BeicokuM nasnenuem (KBJ) [9]. B
nporecce KB/ oOpasen B popme auicka noasep-
raeTcsi OJHOBPEMEHHO KPYUYEHHUIO U CIBUTOBOM
nedopMaIy Mo BEICOKUM THIPOCTATHIECKUM
JaBJICHUEM. DTOT METOJ TO3BOJSET JehOopMu-
poBaTh 00pa3lbl MIpU KOMHATHOM TeMIleparype
710 3HAYUTETHHON CyMMapHO# crenenu aedop-
Manuu. [Ipeumymectsom KB/I siBnsieTcs oTcyT-
CTBHUE BHOCHUMBIX 3arpsi3HEHUN U BO3MOXKHOCTD
BapbUPOBAHUS YCIOBUU Aedopmanmu (IaBie-
HHUE, CKOPOCTh JIe(hOpMalIH, YUCIO 0OOPOTOB).
JlaHHBIA METOJ IO3BOJIAET LIEJIICHANPABIEHHO
WU3MEHATh MHKPOCTPYKTYPY MaTepHayioB, TeM
CaMbIM JOOWBAasICh y HUX CYIIECTBEHHOTO IIO-
BBIIIICHUS KOMILIEKCa CBOMCTB. Lleabio HacTos-
et paboTsl ObUT0 pasBuTHe Metona KBJ mus
M3roTOBJIEHUsT KoMmmo3uta ¢ Cu-Marpuiel, ap-
MHUPOBAHHOTO Tpad)eHOM, MyTeM MPECCOBAHUSI
TOHKHX MEIHBIX (POJBT, MOKPHITBIX MOHOCIOEM
rpadena. JlaHHOe HCCIeNOBaHHE BKIIOYACT B
ce0sl He TOJLKO HMCCIIEIOBAHUE MUKPOCTPYKTY-
PBl, HO U UCCIIEAOBAHUS MUKPOTBEPIOCTHU U UC-
MBITAHUS HA pacTsbkeHue. /st cpaBHeHHS ObLITH
HCCJIEIOBAHBI TAK)Xe KOHCOIUIUPOBAHHBIE 00-
pasisl yucTor MenHoM (oneru 6e3 rpageHoBo-
r'O MOKPBITHS.

MATED

1. MarepuaJ 1 MeTOAbI HCCACAOBAHUS

HcxoqHpIM MaTepuanoM SIBISUIUCH MEIHbBIE
GoNpru, TONYyYEHHBIC AIICKTPOOCAKICHHEM.
Yactb (osibr uMena JIByXCTOPOHHEE MMOKPBITHE
MoHocoeM rpadena. TommmHa Qoasr cocTas-
nsna 20 mxM. Kpyrible macTUHBI AUaMETPOM
10 MM ObUIM BbIpe3aHbl U3 (OJBI METOAOM
ANIEKTPOIPO3UOHHON 00paboTku. CTOomkHu U3
18 KpymIbIX MJIaCTHH pa3Mellaii B YCTaHOBKE
TUIa HaKoBajieH bpumkmena u noasepranu Je-
(dbopMUpPOBaHUIO TIPU KOMHATHOW TemIepaType
npu nasieHuu 5 I'Tla Ha 5 060poTOB, CO CKO-
pOCThIO BpalieHus 2 000pora B MUHYTY. MOHO-
JUTHBIE 00pa3ibl B OopMe AMCKOB O€3 TPELIHH,
nop u Apyrux nedekroB mocie oopadoTkun KB/I
uMenu ToimuHy okoio 0,1 mMMm. Dtor merox
OBLT paHee anmpoOMPOBaH ISl TIOTYYCHHSI PSS
METaJNIOMaTPUYHBIX KOMITO3UTOB [10—13]

MUKpOCTpYKTYpHBII aHaIU3 MPOBOJMIN Ha
y4acTKe B 3 MM OT LIEHTpa 00pa3IoB ¢ UCTIONb-
30BaHUEM CKAaHUPYIOLIEr0 3JIEKTPOHHOIO MHU-
kpockona Tescan Mira 3LMH c¢ nerexropamu
00paTHO pacCestHHbIX AIEKTPOHOB MPHU YCKOPS-
romeM Hanpspkernn 20 kB. EBSD-ananu3 Obur
IIPOBEJICH HAa TOM K€ CKaHUPYIOIIEM 3JIEKTPOH-
HOM MMKPOCKOIIE C MCIIOJIb30BAHUEM CHCTEMBI
mukpoananuza OXFORD HKL Channel 5. Us-
3a orpaHmdyeHHod yrioBod ToyHoctu EBSD
TPaHMIIBI C pa3opUEHTAlUeH HIKe 2° OBLIH UC-
KJIIIOYEHBI U3 paccMoTpeHus. (s paznudeHus
ManoyroBbix rpanull (LAB) 1 BBICOKOYTJIOBBIX
rpanun 3epeH (HAB) Obu1 nmpuMeneH mopor B
15°. LAB u HAB Ha kaprax EBSD n3o6paxe-
Hbl KPaCHbIMU M YEPHBIMH JIMHHUSIMH COOTBET-
CTBEHHO, a TpaHuIlbl 1BOHHUKOB (TB) n3o00pa-
KEHbI 3€JICHBIMU JMHUAMU. JIJI MOBBIIICHUS
HajexHocTH AaHHbIX EBSD menkue 3epHa, co-
CTOSIILIME U3 MSATH WM MEHee MUKceleH, OblLTu
aBTOMAaTUYECKU yAaJIEHBI C KapT.

HcenenoBanust IpOCBEUYMBAKOLIEH — AJIEK-
TPOHHOM MHUKPOCKOIHUU MPOBOAMINCH HA MHU-
kpockorie JEM 2100 Plus mpu yckopstomem
HanpspkeHun 200 kB. PentrenoBckuii audpax-
LIMOHHBII aHaJIW3 MPOBOAMJICS HAa PEHTIECHOB-
CKOHM Ju(paKIIMOHHON CHCTEME BBICOKOTO pas-
pemenus Rigaku Ultima IV ¢ ucnonb3oBanuem
m3nyudenus Cu-Ka.
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2. Pe3yabTaThl 1 UX 00CyK/I1eHUE

2.1. Mukpocmpykmypa ucxo0Ho2co mame-
puana.

TunuyHbple XapaKTEPUCTUKH MHUKPOCTPYK-
Typbl ucxoaHoil Cu ¢oabru, NOKpHITOM MOHO-
cinoem rpadeHa, mpuBereHsl Ha puc. 1. Ha
kapre EBSD uHBepcHOW momocHON (urypsl
(IPF) nans HopmasibHOTO HampaBiieHUs, IIO-
Ka3aHHOM Ha puc. 1, a, BUIHO, YTO UCXOJHAs
MUKpPOCTpPYKTypa Obljla JOCTaTOYHO HEOAHO-
ponHoii. CpenHee ceueHUe M0 BBICOKOYITIOBBIM
rpaaumam coctaBuwio 0,9 MKM ¢ COOTHOIIICHH-
eM ctopoH 1,03. BonbUIMHCTBO TpaHULl 3€peH
MMEJHM BBICOKOYITIOBOH xapakrep (monst HAB

|:]5">9> 1"—

a

o4 f 0,93
— LABs =
o HABs HABs™ “»
— i R:ndon! :
é (theoretical)
c 0,30~ 1)
o - o
E.u,ns A
[T
0,00
0 10 20 30 40 50 &0

Misorientation angle, °

8

cocraBmia 90%). Ha xapre rpanuil 3epeH mpe-
oOmagany TBOMHHUKOBBIE TpaHUIbl (puc. 1, 0).
Pacnipenenenue yrinoB pazopueHTAIIMU OTIAYA-
€TCSl OT CIIYYalHOTO TEOPETHYECKOTO 4TO 000-
3HAYEHO CIUIOUTHOM YepHOil TuHKeH Ha puc. 1, s,
a nons ABoiiHukoBBIX rpanul X3 (TB) coctas-
asetr 38% (puc. 1, 6). Marepuan umen crna-
Oyro mouTH KyOWdeckyio TekcTypy (puc. 1, o).
AHaJOTUYHBIN HA0Op XapaKTEePUCTUK MHKPO-
CTpYKTypsl Obu1 monyudeH s Cu  domsru
0e3 TOKPBITHsI, YTO IIO3BOJSET TPEIIOJIO-
KUTh, 9TO MOHOCIION Tpad)eHa Ha MTOBEPXHOCTH
HE BIUSAET Ha OOBEMHBIE MHUKPOCTPYKTYPHBIE
0COOEHHOCTH.

{
;
7 g U YO

e 150> 0 > 150 e
13

2

Puc. 1. XapakrepucTrka MHKPOCTPYKTYPBI METHOH (osIbru ¢ MoHOCIOeM rpadena no KB/I:
a — kapma obpammuwix nontocHvix Queyp EBSD; 6 — kapma epanuy 3epern EBSD; 6 — pacnpedenenue yenos pazopuenmayuu,
ue—(100), (110)u(l 1 1)nomocusie pueypsi, urirocmpupyroujue mexcmypy

Fig. 1. Microstructure characterization of the copper foil with graphene monolayer prior to HPT:
a — EBSD inverse-pole-figure map,; 6 — EBSD grain-boundary map, 6 — misorientation angle distribution;
ande—(100), (110)and (11 1)pole figures illustrating texture
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2.2. Mukpocmpykmypa KOMNO3Umo8 nocje
UHMEHCUBHOU naacmu4eckoll deopmayuu me-
mooom KB/].

B o6pasmax, oopadoranubsix metonom KB/,
OBUTM OTMEYEHBI HEKOTOPBIE MHKPOCTPYKTYp-
Hble 0cobeHHOoCTH. OHM BKITIOYAJIM pa3Mep 3ep-
Ha, TPaHUIIbI CyO3epeH, ABOWHUKHU U TEKCTYPY.

Ha pwuc. 2 mnpexncraBieHbl pe3yiabTaThl
EBSD-ananuza komnosuta Cu/rpaden. Muxpo-
cTpykTypa kommo3uta Cu/rpadeH crana ogHO-
POIHOM, CpEeTHUI pa3Mep 3epHa COCTABUIT OKOJIO
0,35 MKM mpu COOTHOLIEHMHM CTOpoH 1,27
(puc. 2, a, 6). Jlons BBICOKOYIJIOBBIX TPAaHUI
camsmnack g0 0,83, a TpaHUIB JBONHUKOB
npakTuyecku ucuesnu (puc. 2, 6). Kak BumHO
Ha puc. 2, 2, mocne 5 obopotoB nipu KB/ dop-

0,10
I —= LABs f =0,83
oos| == HADe HABs™ U
N —— Random
éﬂ.ﬂﬁ i {theoretical)
e
g L
o 0,04
2
w
0,02
0,00

0 10 20 30 40 50

8

Misorientation angla."sn ‘ k . ) !

MHUPYETCsI THIIMYHAs TEKCTypa CIIBUTA C IIPUCYT-
CTBHUEM BCEX KOMIIOHEHTOB ciBura. M3BecTHo,
yto KB/] 1o cytu siBnsieTcss mpoueccom caBura
[9, 14] u TekcTypa mposiBisieTcs: Ooiee 3aMETHO
1 OTJIMYAETCS OT TEKCTYpPbl B UCXOAHOM (oJIbre.
Orto tunmysbi ciydai uia ['TIK-marepuanos
CO CpeIHUM 3HAYE€HHEM PHEPruM aedeKra yra-
koBkH (~78 mJx/M?> B unctoii Cu), OCKOIBKY
U3BECTHO, YTO JUI OOJNBIIMHCTBA ATUX MaTepu-
aJIOB TEKCTypa HecTaOWIbHA ¥ HEOJHOPOIHA T10
paauycy AMCKa Ha PaHHUX CTAIUSIX AepopMalun
C/IBUTa, HO CTAHOBUTCS Oojiee OIHOPOAHOW C
pocToM Aedopmanuu IpuMepHO 10 5 000pOTOB
HAKOBaJICH MU3-3a CUJIBHOIO M3MEJIBYCHMSI 3epHa
B XOJ/1€ TUHAMUYECKOW PEKPUCTAIUIN3ALNH U AK-
TUBALMH 36pHOITPAHUYHOIO CKOJIbXeHus [14].

==TB (£3);

AT o LI

[—] 5";-9} 15° ==

g

Puc. 2. XapakrepucTrka MUKpOCTPYKTYpBI Komrio3uta Cu/rpadeH, n3roroBieHHOro MmetogoM RDL:
a — kapma obpamuvix nonocnuix Queyp EBSD; 6 — kapma epanuy 3epen EBSD; 6 — pacnpedenenue yenos pasopuenmayuu;
ue—(100), (110)u(l11)nomocusie pueypsi, urirocmpupyroujue mexkcmypy

Fig. 2. Microstructure characterization of Cu/graphene composite fabricated by HPT:
a — EBSD inverse-pole-figure map; 6 — BSD grain-boundary map; 6 — misorientation angle distribution;
ande—(100), (110)and (11 1)polefigures illustrating texture
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AHanoruussle pesynsrarsl EBSD-ananuza
ObuTM ToTy4deHsl Ut noxseprayThix KB/l Cu
¢omnbr 6e3 nokpeitus (puc. 3). CpenHuii pa3mep
3epHa ObuT okoJI0 0,39 MKM C COOTHOIIIEHUEM
ctopoH 1,98 (puc. 3, a, 6). [lons BBICOKOYTIIO-
BbIX rpanull (puc. 3, ) U Tekctypa (puc. 3, )
ObUTM aHAJIOTUYHBl TAKOBHIM B KOMITO3HTE
Cu/rpaden. Bbeuio oOHapykeHO, UYTO pa3Mep
3epHa komnosuta Cu/rpadeH ObT HEMHOTO

a

0,10
L —= LABs f =079
o0s | == HAB: HABs™ ¥
N Random
3.;0.03 i (theoretical)
c
g =
o 0,04
2 L
(18
0,02
0,00 t

0 10 20 30
Misorientation angle, °

&

40 50 60

MeHbIne, ueM y uuctoii Cu. B oGoux o6pasz-
1[aX MHTEHCHUBHAs IUIaCTHUECKas Ie(opMarius
BO Bpemsi oOpabotku HPT BbI3bIBacT TpaHc-
(opMaIMIo 3epeH 3a cueT ACUCTBUS Pa3IMYHbIX
CUCTEM CKOJIBKEHUS U JBOMHMKOBAHUS, 4TO
MPUBOAUT K U3MEIBICHUIO U YIJIMHEHUIO 3€pEH
Hapsaay ¢ 00pa3oBaHUEM BHYTPU3EPEHHBIX CyO-
CTPYKTYp, YTO YBEJIMYUBACT O MajOyIlo-
BBIX IPAHULL.

ey
p.Ay 3) : ""'ig'a f;l{

NS '

v

= | um = 20 steps

LAkl ﬁ | =TB (£3)

(50> 0 > 15" a-

&

Puc. 3. XapakreprcTika MUKPOCTPYKTYpBI MaccuBHOTO 00pasna Cu 6e3 rpadena, nsrorosiaenHoro merogom KB/I:
a — kapma o6pamuulx noaocHulx pueyp EBSD; 6 — kapma epanuy 3epen EBSD, 6 — pacnpedenenue yenos
pazopuenmayuu, ue— (1 00), (1 10) u (1 1 1) nonocrvle pueypsl, urniocmpupyroujue mexkcmypy

Fig. 3. Microstructure characterization of bulk Cu sample without graphene after HPT processing:
a — EBSD inverse-pole-figure map; 6 — EBSD grain-boundary map; ¢ — misorientation angle distribution;
ande—(100), (1 10)and (11 1) pole figures illustrating texture
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Crnemyer OTMETUTB, YTO OIS IBOMHUKOBBIX
rpaHul] X3 pe3Ko CHU3WIACh Toclie 00paboTKu
KB/. 210t 3¢ppekr MoxkeT OBITH BBI3BAH Je-
(OpMaLIMOHHBIM OTKJIOHEHHEM OT TOYHOTO CO-
OTHOUICHUSI TBOWHUK/MATpHUIlA U, TAKUM 00pa-
30M, TpaHchopmalyel TBOMHIUKOBBIX TPAHUIL B
cilydaifHble OOJIBIICYIIIOBBIE TPAHUIIBI BO BPEMSI
neGopMalui M pa3BUTHS JUHAMHUYECKOH pe-
KpUCTATN3aluu B Xoze aedopmupoBanus. Of-
HAKO HEOOXOJMMO YUYMTHIBATh, YTO LAl CKaHM-
poBanus npu EBSD-ananuze cocrasmisin 50 Hm
Y HAaHOJIBOWHUKHU TOJMIMMHOU okojo 10-20 HM
HE MOTYT OBITh HA/IC)KHO OOHAPYKEHBI B 00pa3-
nax. [Toaromy Gonee netanpHOE MCCIEIOBaHUE
¢donbpru ObUTO MPOBEIEHO C MOMOIIBIO MTPOCBe-
YHMBAIOLIETO 3JEKTPOHHOTO MHUKPOCKONA TPH
OOJIBIIMX YBEJIWYCHUAX, YTO TO3BOJIMIO BBI-
SIBUTh HEKOTOPOE KOJIMYECTBO HAHOIABOWHHKOB
tonuuHoi 10-20 am B Cu-donsrax (puc. 4, a)
Y HE3HAYUTEJIbHOE KOJIMYECTBO HAHOABOWHHUKOB
B KOMIO3uTax, noimydeHHbsix KB/, kak ¢ rpade-
HOM (puc. 4, 0), Tak u 6e3 rpadena (puc. 4, 8).
Takum 00pazoM, HCCIETOBaHUS C TOMOIIBIO
ANIEKTPOHHOM MHUKPOCKOIIUH, KaK CKaHHPYIO-
LIEH, TaK U IPOCBEUYMBAIOLICH, YKa3bIBalOT Ha
3HAUUTENIFHOE CHIDKEHHE O JIBOWHUKOBBIX

MATED

I'paHUII U MTOKA3bIBAIOT, YTO B 00pa3lax BO Bpe-
Ms 06pabotku KB/l pa3BuBamuch cyOrpaHuIib.

Kpome TOro, HaGmoneHUs METOIOM IIpo-
CBEUHMBAIOIIEH MHUKPOCKOIIUU OOpPa3loB MOCIE
KB/ (puc. 4, 6, 6) yka3bIBaloT Ha JeCTBUE HE-
NIPEPBIBHON TMHAMUYECKOW PEKPUCTAILIN3ALUN
B xone aeopmupoBanus. B HexoTopsix oOna-
CTSX MUKpPOCTPYKTYpBI HaOIlltofanach BBICOKas
IUIOTHOCTBIO JTUCIIOKAIIMA U PE3KHE KOHTYPHI
SKCTUHKIIMHY, YKa3bIBAIOIIUMH Ha 3HAYUTENb-
HBle yIpyrue nedopmamnuu, KOTOpBIE YacTO
BCTPEUAIOTCSl B MaTepuanax, MOJBEpraBIIUXCS
WHTEHCUBHOW TUIacTU4eCcKor nedopmaruu [9].
B npyrux obnactax (puc. 4, 6, 6) 6bu11 00HApY-
KEHbI CBOOONIHBIE OT JAMCIOKALUM, PeKPUCTAII-
JM30BaHHBIE 3€PHA, JEMOHCTPHUPYIOLIUE T0CTa-
TOYHO OJHOPOIHBIA KOHTPACT M COIEpIKaIlue
JBOMHUKH OTXKUTa (yKa3aHbl CTPEIKAMU).

PacueTsl ymupeHus TMHUN PEHTTEHOBCKON
mudpakiun (XRD) mo3Bonuim KOTH4eCTBEHHO
OLIEHUTHh HEKOTOpPbIE CTPYKTYypHBIE XapaKTepu-
CTHKH ¥ TOATBEPAUTH 3HAUYUTEIIbHBIC YIPYTUe
nedopmaruu nociie KBJI. B tabn. 1 mpencras-
JICHBI TaHHBIE O TApaMeTpe PELIeTKH, 00IACTIX
KOTEpEHTHOTO paccessHusl U MUKponaedopmarim-
ax o0pasios, oopadoranusix KB/I.

Puc. 4. CemononbHbIe H300paXKECHHUS, TOTyYCHHEIC
C TIOMOIIBIO MPOCBEUNBAIOIIETO AIEKTPOHHOTO MUKPOCKOTIA:
MmeoHas onvea (a); komnosum Cu/epagen (6); oopazey komnosuma Cu be3 epaghena
nocne depopmuposanusi KB/[ (8)

Fig. 4. Light-field images obtained using a transmission electron microscope:
copper foil (a); Cu/graphene composite (6); Cu composite sample
without graphene after HPT processing (8)
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Tabauua 1. Pe3ynbrarsl peHTT€HOCTPYKTYPHOTO aHAIHM3a

Table 1. X-ray diffraction analysis results

Obpaszery / [TapameTp pemetkn, a (aM) / | OGmacTs KoreperTHOTO paccesHus (HM) / | MuKpoHanpspkeHus /
Sample Lattice parameter, a (nm) Coherent scattering regions, CSR (nm) Microstrain, e, %
KB/,

Me’l"/lfl%?;be“ / 0,3616984+0,0000052 60,63+0,47 e=0,21587

Cu/Graphene
KB/,
MI?I‘,"T/ 0,3616962+0,0000049 68,29+0,39 0,17972
Pure Cu

[IpucyrcrBue rpadena YBEJTUYNBAET CTPYKTYPBI B HACTOSIICH paboTe n3-3a CPEAHETO

MUKpPOHANPSKEHUS. W TMapaMeTp peleTKd U
YMEHbIIAeT 00JaCTH KOTE€PEHTHOTO pacCestHUs
B oOpadoranHoit KBJl Cu. B coorBercTBUM C
TEOpUEH AUCIOKAIUA CYIIECTBYET MPOIOPIHU-
OHAJILHOCTh MEXIy JHeprueil nedexra yma-
koBkH (D1Y) u nedopmanmeit pemerku [15],
KOTOpasi MCIIOJIb30BaIach I OLEHKH 3 dek-
tuBHOM DJIY. [lo cpaBHEHHIO ¢ YUCTBIM HAHO-
komno3utoM Cu, xkommnosutr Cu/rpader mmeer
6omnee BrICOKYIO 3 dexTuBHyo Y. Xopormo
W3BECTHO, YTO YBEIMYEHHUE DHEPruu JAedeKTa
YHaKOBKH CIIOCOOCTBYET aJlanTaliy IiacTuye-
CKOM eopMany myTeM aKTUBAI[UH JOCTaTOY-
HBIX CHUCTEM CKOJIbKEHUS JAMCIOKAlMi B Mare-
puanax M XapakTepHu3yeTcsl pasyHpOuHSIONIUM
MOBEJICHUEM TIPH OONIBIINX JehOopMalHsIX U3-3a
OBICTPOI AaHHUTHWIISIIIMKN JAUCIIOKAIMMA, UX TIepe-
IpyHNIMPOBKU B cy03epHa ¢ MaJOyIJIOBBIMU pa-
30pHEHTHPOBKAaMH, a 3aTeM UX TpaHC(hOopMaIuu
B OOJIBIIICYTIIOBBIE TPAaHUIIBI C OOpa30BaHHEM
cBepxMelikux 3epeH [ 14]. Hanportus, ymMeHbIiie-
Hue 3pdexruBrON DJIY MOKET CITOCOOCTBOBATH
nedopMaIy MyTeM MEXaHU4eCKOTro IBOMHHUKO-
BaHusA. TakuMm 00pazom, pe3yiabTaThl aHaIu3a
MHKPOCTPYKTYphI Moka3biBatoT, uto KBJl men-
HBIX (POJIBT ¢ MOKPHITHEM TpadeHa, a Takke 0e3
rpadgeHa obecreynBaeT 3HAYUTEIHHOE H3MENh-
YeHHe 3epHa, HO JKelaeMble 00pa3Libl C BHICOKOM
J0JIed HAaHOPAa3MEPHBIX JIBOWHUKOB HE OBLIH
MOJTY4Y€Hbl. YMEHBIIECHUE JOJU TPAHUIL IBOMHU-
KOB X3 MOXET OBITh CBSA3aHO C OTPAHUYCHHBIM
BKJIaJIOM JIBOWHUKOBAHHUS B 3BOJIOIMI0 MUKPO-
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3HaueHus g pexruBHor IJY. OqHako HE0OX0-
UMb aldbHEHIINe UCCIIE0BaHUs, YTOOBI MO~
TBEPIIUTh, OKa3bIBaeT U DY omnpenensroniee
BIUSIHUE Ha MexaHu3M nedopmanuu npu KBJI
Me/I1 WK U3MEJIbUEHUE 3epEeH ABIISETCS pe3yib-
TaTOM MEJIKO3E€PHUCTOM TPUPOALI HUCXOTHOU
JIEHTHI, TOJIy4YEHHOW anekTponn3om [16]. Ha-
CTOSIIIIME Pe3yNIbTaThl TPeOYIOT TadbHEHIINX Hc-
CJICIOBAaHUM, BKJIIOYAss TEPMUUYECKYIO 00pabdoT-
Ky, MOCKOJIbKY OTKUI' MOXET CTUMYJIUPOBATh
oOpa3zoBaHue OOJIBIION JOJIM TPAHUIL JBONHU-
KOBOT'O THIIA.

Panee Hamu ObUIO MOKa3aHO, YTO KOMIIO-
3UThI, NToydyeHHble MetogoM KB/l n3 mMenHbIx
¢dbonpr ¢ mokpeiTHEM TpadeHa, a Takxke 0e3
rpadgeHa 007a1ar0T MOBBIMICHHOW MHUKPOTBEp-
JIOCThIO, a UCIIBITAHUS Ha PACTSKEHHE MOKa3a-
JM, YTO 3HA4Y€HUE MpeJena MPOYHOCTH Ha pac-
TsbkeHne gocturio 670 MIla mpu komHaTHOM
TeMIlepaType npH yaauHeHnu okoio 10% kak B
obpasmax ¢ rpadeHom, Tak u 6e3 rpadena [17].
CornacHo OOJBIIMHCTBY M3BECTHBIX JKCIEpH-
MEHTAJIbHBIX JaHHBIX, KOMIO3uThl Cu/rpaden
JEMOHCTPUPYIOT TPEBOCXOIHYIO TBEPIOCTb,
Moaynb FOHra mo cpaBHEHHUIO C COOTBETCTBY-
IOUMMH HEapMHUpPOBaHHBIMU Marpuuamu. Of-
HAKO MpeaeN TEeKyuyecTH U Mpeaes MPOYHOCTH
Ha pacTsHKeHHE NpPU KOMHATHOM Temmeparype
TaKuX KOMITO3UTOB HEeBBICOKH (200—400 MIla)
[18-20], moCKOIbKY OCHOBHBIM METOAOM MO-
Jy4YeHHUs] TaKUX KOMIIO3UTOB OCTAE€TCsl KOHCO-
JUAUUs MCXOIHBIX IOPOIIKOBBIX KOMIIOHEH-



TOB, TIOJYYEHHBIX Pa3MOJIOM, YTO HEM30EKHO
BHOCHT 3arpsi3HCHUE U OKUCJICHHE B KOHCUHBII
KOMITO3UT. B yibTpamMenko3epHUCTHIX 00pa3iax
YUCTON MEJH, MOJYYCHHBIX 1e(OPMAIMOHHBIM
CIOCOOOM, B YaCTHOCTH, METOJIOM paBHOKa-
HAJHHOTO YTJIIOBOTO TPECCOBAHMS, 3HAYCHHS
MpeAesbHON MPOYHOCTH, AocTturait 485 Mlla
[21]. B namem ciydae Kpy4deHHE TIOJ BBICO-
KHM KBa3UTUIPOCTATHUECKUM JaBICHUEM IpH-
Belo K (opMHUpOBAaHHIO OoOJiee OMHOPOMHOM
YABTPAMEIKO3EPHUCTON CTPYKTYypbl 0e3 3a-
IPA3HEHUH W TOp, 4TO OOECMeunsio BBICOKHE
MIPOYHOCTHBIE CBOMCTBA KOMIO3HTA C rpaeHomM
u 6e3 rpadena.

BriBoABI

OO0paboTka Kpy4eHHEM IO/ BBICOKUM JIaB-
neHueM sBisgercsd 3G EKTUBHBIM OAXOAOM
JUI CUHTE3a BBICOKOKAYE€CTBEHHOTO 0OBbEMHOIO
MEAHOMAaTPUYHOI'0 KOMIIO3UTA, apMUPOBAHHOTO
rpadpenom. Kpyuenue mnoj naBieHHEeM 3HAYU-
TEJIBHO YMEHBIAET CPeTHUM pa3Mep 3epHa, HO
XKeJlaeMasi MUKPOCTPYKTypa ¢ OonbIIoi moneit
HAaHOJBOMHMKOB HE JOCTUTAETCsl Takoi aedop-
MalMoHHOM 00paboTkoi. M3menbueHue 3epHa
B OCHOBHOM CBSI3aHO C JIMHAMUYECKOW pEKpH-
cramnu3auueit. OIHOpOIHAS MEJIKO3EepHHUCTAs
CTPYKTYypa, C HEOOIBIIONW Ol MaloyIOBBIX
IpaHUIl ¥ C1ab0l KyOMYeCKOH TEKCTypoii, 00e-
CIIEYMBAET BBICOKYIO IPOYHOCTh Ha pa3pbiB U
JI0CTAaTOYHYIO IJIACTUYHOCTh B 00pasuax mMean/
rpaden u yrctoil menu. [lockobKy Menp mu-
POKO HCIONIB3YETCS B KAUECTBE KOHCTPYKIIMOH-
HOTO MaTepHaja JJjs TeIJIOBbIX TPYOOK, TeIIo-
OTBOJIOB U PaInaTOPOB JUIsl UHTEJUIEKTYaJIbHbBIX
AJIEKTPOHHBIX YCTPOUCTB, OOBEMHBIE KOMIIO-
3UThl Melb/TpadeH ¢ BBICOKOM MPOYHOCTBIO U
JIOCTAaTOYHOW IUIACTUYHOCTBIO IOTEHIMAIBHO
MOTYT CIYyXHUTb 3(QQEKTUBHBIMU MaTepHaa-
MU JUISI 3JIEKTPOHHOIO 000pYy/I0BaHUs BBICOKOM
MOIIIHOCTH.
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