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AHHoTanusi. B pabore AByxcioiiHble KOMITO3UTHBIE MeIHbIe (DONBIrU OBUIM TOTYYEHbI
DIIEKTPOXUMUYECKUM OCAKICHHEM Ha MOCTOSHHOM TOKE M3 CyCIEeH3HH rpadut-rpadeHoBoi
CMeCH, CTaOMJIM3UPOBAHHBIX HEWOHHBIMU IOBEPXHOCTHO-aKTUBHBIMH BemlectBamu [IAB
(Pluronic F-127, nonuakpuioBast kuciota — [IAK). MetogoM CKaHHPYIOLICH 3JIEKTPOHHOMN
MUKPOCKOIIUU M3ydeHa MUKPOCTPYKTYpa BHEIIHEWH CTOPOHBI (POJIBT, @ C MOMOIIBI0 aTOMHO-
CHJIOBOM MHUKPOCKOIMM — MHKPOCTPYKTYpa HX 0OpaTHOW CcTOpoHBL. ~MeTtogom
peHTreno¢azoBoro aHaiau3a JI0Ka3aHo, YTO B ciay4yae (oibr, MOIYYEHHBIX W3 CYCIEH3H,
coaepskamux Pluronic F-127, ocaxaeHne TOHKOTO CIIOSt METHOM MOJUIOKKH MTPUBOJIUT K POCTY
JIBOMHUKOBAHHBIX KpUCTALIOB Meau. C noMouipio PaMaHOBCKON CIEKTPOCKOMMUHU MOKAa3aHo,
YTO OCAXKJACHHE W3 CTAOWIM3MPOBAHHBIX CYCTICH3UN TMO3BOJISET JOOUTHCS BHEAPEHUS
HAHOBKJIIOYEHUH TpadeHa B CTPYKTYPY BceX MeAHBIX (osbr B BUAE (PreiikoB, COCTOSIIMNX U3
4-6 cmoeB, a ero konudectBo 3aBucHT oT Tuna IIAB u cocraBa McXomgHOU CycreH3UU.
MexaHudeckre CBOWCTBA BHEIIHEH M OOpPaTHOM CTOPOHBI KOMITO3MTHBIX (DOJIBT H3y4YEHBI
METOJIOM HAHOWHICHTHUPOBAHUSI. MUKPOTBEPIOCTh OOPATHOM CTOPOHBI (POJIBT, MTOTYICHHBIX U3
cycnensuii, cogepxkanux Pluronic F-127, nexwur B nmpeaenax 2-3 I'Tla, a ux 00beMHBINH MOAYITb
ynpyroctu coctasisier He meHee 100 I'Tla.

1. BBenenue
Co3gaHre KOMITO3UTOB Ha OCHOBE MEIW C HaHOBKIOYcHHMsM rpadena [1-3] mpeacrasiser
UCKJTIOUUTENIFHBIA HMHTEpeC I CTPYKTYPHBIX M (DYHKIMOHAIBHBIX NpUJIOXKeHUH. B
YaCTHOCTH, POCT HMHTepeca K TaKUM MaTepuaiaM CBSi3aH C BO3MOXHOCTHIO JIOCTHKEHUS
BBICOKMX  TNPOYHOCTHBIX  XAapaKTEPUCTHK TPU  COXPAaHEHHMHM  BBICOKOTO  YPOBHS
JIEKTPONPOBOTHOCTA W TEIUIOMPOBOJHOCTH TaKUX KOMIO3UTOB. OTmeueHo [4], uTo
UCTIOJIb30BaHUE OOBIYHOM MpPHUMEHSEMBIX J00aBOK (OKCHIOB, KapOWAOB) MPHUBOIUT K
VIYUIIEHUI0 MEXaHWYECKUX XapaKTepUCTUK MeAHOW MaTpuibl. OAHAKO BBUIY HHU3KOU
AIIEKTPONPOBOJHOCTH TMOJYYaeMbIX MaTEpUANIOB, JallbHEHIIee WX UCIONb30BaHUE B
AIEKTPOHUKE OKA3bIBAETCSI HEBO3ZMOYKHO MJIM OTPaHUYEHO.

I'paden — 1ByMepHBIil MaTepual, COCTOSAIMI U3 AaTOMOB YIJIepo/ia, HAXOAAIIUXCA B SP?
TUOpHUIM3AIMd W TEKCAaroOHAJIbHO YIAaKOBAaHHBIX MEXAy co00W TmMogo0HO coTaM B
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TreKCaroHAIbHYIO PEIIeTKY, 00JagaeT peKOPIHON JKECTKOCThIO, XMMHUYECKOW M TEPMUUYECKON
CTa0MIbHOCTHIO [5]. Er0 HECOMHEHHBIM MPEUMYILECTBOM TEepe] APYTrHMHU YIIPOYHSIONIMMU
no0aBKaMH SBIIIETCS. BBICOKAs AJIEKTPONPOBOAHOCTh M JIyYIlIME€ TEPMUYECKUE CBOMCTBA.
OTMeueHo, YTO IJIOCKas TeoMeTpHs rpadeHa Mo3BOJSET M30eKaTh MPOOJIeM, CBA3AHHBIX C
MOPUCTOCTHIO KOMITO3UTHBIX (DOJIBI, BO3HHUKAIOUIMX NPU BBEACHUM B MaTpULy MeIu
YIJIEPOIHBIX HAHOTPYOOK WIIH YIIBTPAAUCIIEPCHOTO yriepona [5].

K HacTosimieMy MOMEHTY MOKa3aHo [3,6], 4TO 3JIEKTPOXUMHUYECKOE OCAKICHUE SIBISCTCS
HanOosiee MPOCTHIM U 3()(HEKTUBHBIM METOJOM IOJYYSHHS] KOMITO3UTHBIX (DOJIBI HA OCHOBE
HUKEJIEBBIX U MEIHBIX MaTpPHII C BKJIIIOUEHUSAMHU IpadeHa, XapaKTepU3yIOIUXCs yIyUIIEHHBIM
KOMILJIEKCOM MEXaHWYECKHX XapaKTepUCTHK. BapbupoBaHHE PpPEXKHMOB OCAXIEHHS, CHIIBI
TOKa, BPEMEHU OCAXJIEHUS, KOHIEHTPALUUU U BSI3KOCTH JJIEKTPOJUTA TMO3BOJISET MOJIydYaTh
(onbru ¢ TpedyeMoil MUKPOCTPYKTYPOH M MEXaHUYeCKUMH cBoiicTBaMu. Tak, B [7] meTogom
OCaXKIECHHSI Ha TOCTOSSHHOM TOKE OBUIH MOJY4YeHbl KOMIIO3UTHBIE Me/IHbIE (POJIBIU C J0OaBKOM
rpadeHa oOnanarouMe yAy4YIIEHHOW TEPMUYECKOM CTAaOMIBHOCTBIO M AIIEKTPHUECKUM
conporusierneM (460 B/M-K u 2*10° Om*cwM, cootBercTBeHHO). HemaBHO, ynpodyHEHHbIE
¢donbru Cu-Gr, cocrodiye U3 4epeyomuxcs cI0eB MEAU 1 MOHOCIIOEB TpadeHa ¢ marom B
70 5™, Ob1TH TOTyueHHI B [8]. [Ipu aToM rpaden okasaics 0THOPOIHO pacipeiesieH B MaTPHUIIE
menu. OfHAaKO Takue METONbl YIPOYHEHHUS HEM30€XKHO MPUBOAAT K CHIKCHHMIO MOMYIIS
YIPYTOCTH U MJIACTUYHOCTHU MOTy4aeMBIX KOMIIO3HUTOB.

B [9-11] oTmeuaeTcsi, 4TO BOSHUKHOBEHHE W POCT HAHOJBOHHHMKOBAHHBIX CTPYKTYp B
MIPOIIECCE OCAKICHUS (XUMHYECKOTO WM (PU3UYECKOTO) IMO3BOJISAECT JOOUTHCA TpeOyemoro
OanaHca MeX1y MPOYHOCTHIO, KOBKOCTBIO M JOCTATOYHBIM MOJIYJIEM YIIpyrocTu. Tak, Hanu4ue
HaHOJIBOMHMKOB CU B 3epHax MeAHOM (HOJIBbIU, TOTYYEHHON 3JIEKTPOXUMHUUECKUM OCAXICHUEM
B UMITYJILCHOM PEXHUME, MTO3BOJIMIIO TOOUTHCS KOMOMHAIIMU JocTaTouHoM pouHoctu (1 ['TIa)
u KoBKoCcTU. B [3] ynbTpa-TBepabie Goiabru «meap-rpaden» (~2.5 I'Tla) ¢ BBICOKMM MOayJIeM
ynpyroctd (137 TTla) OblIM TOJYYEHBI OCAXICHHEM B HUMIIYJIBCHOM pEXHME C
UCIIOJIb30BAaHUEM  3JICKTPOXMMHUYECKH PpACHICTNIEHHOTO0 OKCuaa TpadeHa, NpUYeM HX
3IIEKTpUYECKast MPOBOJIUMOCTh OCTaJach Ha YpOBHE 3HAYCHUH 1711 00beMHON Meau. B panHuX
paborax aBTOpoB [12-15] ONTUMH3UPOBAHBI COCTABBI JCKTPOJIUTOB, a TAK)KE MPEITO0KECHBI
METOAMKH  OCAXJEHHs Ha  TOCTOSHHOM  TOKE, TNPUBOAANIME K  TOJYYCHHUIO
HAHOJIBOMHMKOBAaHHOM MeEAM, a TakKXke MNpemioxkeHbl HenoHHble IIAB, mno3Bosstoniue
cTabmm3upoBath rpadeH B BOAHOM pacTBope. bruio ormeueno [14, 15], uyTo moBepXHOCTH
KOMIIO3UTHBIX (DOJIBI XapaKTEPU3YIOTCSI HaJTMUUEM BBIPAXKEHHBIX CTPYKTYPHBIX JIEMEHTOB —
KyIoJIOB pa3mMepoM ~250 um Ha nmoBepxHocTH. B [15] 6bu10 MOKa3aHo, YTO MpeBapUTEILHOE
OCKIEHHE TOHKOIO  CJOSI TOMNJIOXKKA MEOU  IO3BOJISIET  JOOUTbCS — MOJYdYCHHS
HAHOJIBOMTHMKOBAaHHBIX (OJIBI C OAHOPOJHON MOBEPXHOCTHIO. B CBSI3M C BhINIECKAa3aHHBIM,
[EeNbI0 JaHHOW pPaboOThl SBWJIOCH HCCIEAOBAaHHME MHUKPOCTPYKTYPbl U MEXaHHMUYECKUX
XapaKTepUCTUK JBYXCIOWHBIX KOMITO3UTHBIX (OJIBI W3 HAaHOABOWHUKOBAHHOM Menu ¢
HAHOBKJIIOYCHUSIMU Tpad)eHa, MOJYyYEHHBIX METOJIOM 3JIEKTPOXMMUYECKOTO OCAKICHHUSA Ha
MOCTOSTHHOM TOKE€ W3 CyCIeH3ul Tpadut-rpad)eHOBOM cMecH, CTaOMIIM3UPOBAHHOM J00AaBKOM
HenoHHbIX [TAB.

2. MeToauka IKCiepuMeHTa

CuHTe3 ABYXCJIOMHBIX KOMIO3UTHBIX (GoJibI U3 Meau ¢ n00aBkoii rpadena. s
MOJTyYEHUsS] JIBYXCIOWHBIX KOMIO3UTHBIX (OBl W3 MEAH C HAHOBKIIOYCHHUSIMH TpadeHa
UCIIONIb30BATIM  METOAMKY JJIEKTPOXMMHUYECKOTO OCaXJACHHUS Ha I[OCTOSHHOM TOKE,
pa3paboranHyio B [12] mist ocakaeHUs HAHOABOMHMKOBaHHOW Menmu. [lJis 3TOro rOTOBHIN
OJIHOMOJISIDHBI BOJHBIN pacTBOp cyinb(ara Meau pPACTBOPEHHEM KpHUCTaUIOTHIpaTa
CuSO4*6H,0 (mapka x.4.) B aucTwuimpoBaHHoi Boje mpu 25 C. K mpurorosieHHOMY
pacTBOpy JAOO0ABISIIM PACCUUTAHHOE KOJIMYECTBO OSTUJIOBOTO CIUPTA IS TOJTYYCHHUS
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KOHIIEHTpanuu 37,5 Mi/a u, gaiee, MOAKUCISIN cepHOM kuciaorord mo pH=I. B kadectBe
UCTOYHMKA rpad)eHa HCIIOJIb30BaNIach KOMMEPUECKU IOCTyMHas rpadur-rpageHoBasi cMech
MPOU3BOACTBA KOMITaHUH AxtuB-Hano (Poccus), MOJTy4eHHas METOJIOM
HU3KOTEMIIEpaTypHOTro paciieruieHuss rpaduta. s crabunmzanuu rpadur-rpadeHoBoi
cMecH, 100aBIIeMOro B MPUTOTOBJIEHHBIA BOJHO-CIUPTOBON pacTBOp Cyib(aTra Meau, Obuin
BbIOpaHbl HenoHHbIe [TAB - monmmakpuioBas kucnora u Pluronic F-127. Kpurtepusimu BbiOopa
[TAB sBIAIMCh MX TOCTATOYHO OOJIBINAST MOJIEKYJISIpHAs Macca, XOpollask pacCTBOPUMOCTh B
BOJIHBIX PacTBOpax M OTCYTCTBHE MHIIEIUIOO0pa30BaHUs B KHUCIOW cpene. s momydeHus
CyCTICH3UHM 3aJaHHOW  KOHIIEHTpamuu, Trpadur-rpadeHoByr0 cMmech J00aBIslId B
NOJATOTOBJIEHHBIN pacTBOp, coaeprkamnii HenoHHbI ITAB. CocTaBbl HCXOQHBIX CYCIIEH3UM U
HyMepalusi TOJIY4YEHHBIX JIBYXCIOMHBIX OOpPa3lOB, IOJYYEHHBIX AJIEKTPOXUMUYECKUM
OCaXXJICHHEM Ha IOCTOSTHHOM TOKE, PUBEIeHBI B Tabnue 1.

Ta6muma 1. CocTaB UCXOHBIX cycnieH3ui rpaduT-rpadeHoBOM cMecH U HOMepa 00pa3IioB,
MOJIYYCHHBIX B XOAC 3JICKTPOXUMHUYCCKOI'O OCAKICHU.

KOHIIEHTpauus rpadur-

Howmep oGpa3sia N
p obpastl rpad)eHOBOM cMecH, T/7

Konnentpauus I[TAB, ppm

ITAB - Pluronic F-127

1 0,05 25
2 0,1 25
3 0,1 50
4 0,25 50
5 0,25 100
6 0,5 50
7 0,5 100

ITAB — nonuakpuiioBas
kuciora, [IAK

8 0,05 25
9 0,1 25
10 0,1 50
11 0,1 100

DneKTpoXuMHUUecKasi suelika, MCIONb30BaHHAs B MPOLECCE OCaXACHUS, MOAPOOHO
omrcaHa B paborax [12,13]. DnexkTpoasl U3TOTABIUBAIM B BHUJE MapallIeIbHBIX IIACTHH W3
MEeAM U HEep)KaBelllleW cTanu JUisl aHoJa M KaToJa, COOTBETCTBEHHO M pacrojiarajiu Ha
paccrossHun 30 MM Ipyr OT Apyra, IUIoLaab aHoAa B 16 pa3 mpesblliajia IUIOIIAAb KaToAa.
OcaxJeHue cios MOUI0KKH HaHOJIBOWHUKOBOHHOM MEIU MPOBOAMIN Ha MOCTOSHHOM TOKE
0,25 A B Teuenne 30 MUHYT U3 OAKUCIEHHOTO pacTBopa cynbdara meau 0e3 106aBok I1AB u
rpadgena. [lo OKOHUAHWM OCAKIEHHBIN CION TOMJIOKKHA TPOMBIBATN JHUCTUIUTMPOBAHHON
BOJIOM M STWJIOBBIM CHUPTOM, IIOCIE YEro cpasy e BbIcymmBanu. Jlamee, Takxke Ha
MMOCTOSTHHOM TOKe ocaxknanu ciioi kommosuta (1= 0,25 A, 2 uaca). [lomydeHHBIH Takum
o0pa3oM oOpaszer OnATh MPOMBIBAIN AUCTHIIMPOBAHHON BOJIOM U ATUIIOBBIM CITUPTOM, TIOCIE
Yero BBICYILIHBAIIH.

HccnenoBanue KOMNO3HUTHBIX ¢oabr M3 Meam ¢ Jg00aBkod rpadeHa.
MUKpOCTPYKTYpY MOJYYEHHBIX (DOIBI OMpPENeNsiu C TMOMOIIbI0 METOJa CKaHUPYIOLIEeH
AJIEKTPOHHON MUKPOCKOIHUH (3JICKTPOHHBIN MUKpockom Zeiss Supra V-55). MeTogom atoMHO-
cuioBoil Mukpockonuu (ACM) ObUIM TTONYYEHBI M300paKeHUsT OOpaTHOW CTOPOHBI (POJIBT
(aToMHO-cHITOBOM MHEKpockon “easyScan”, Nanosurf). s ucciaenoBaHus TOBEPXHOCTH (OIBT
Cu wucnonp30BaJii OCCKOHTAaKTHBIA PEXKHUM. Y BCEX OOpa3IOB CKaHWPOBAIACh 00JIaCTh
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miomaaso 100 MkMm? ¢ paspemenneM 390 HM (256x256 Todek), BpeMsl CKAHUPOBAHMS OIHOI
CTPOKH COCTABJISLIIO 2 CEKYH/IbI.

®dazoBbIit cocTaB (OJIBT U3YYaIH METOJIOM PEHTIeHO(a30BOT0 aHaIu3a (PEHTTCHOBCKUIT
muppakromerp SHIMADZU XRD-6000, Cu-Ko usnyuenume A=1,54 A npu komHaTHOI
TeMIeparype). YCTaHOBJICHHE COOTBETCTBYIOIICH allJIOTPOITHON MOIuUKANUK yriepojaa
npoBoamin MeTogaoM PamanoBckoit cniekrpockonuu (SENTERRA, T64000, mmnHa BOJIHBI
BO30ykaaromiero m3nyueHuss 488 HM, yckopstomiee Hanpspkenue 40 B). Mexanudeckue
XapaKTEePUCTUKH MEIHBIX IUICHOK OMpeesuii MeToioM HaHonHaeHTrupoBanus (NanoTest 600
¢upmbr MicroMaterials ¢ ungenTopom bepkoBuua). HaHOMHAEGHTHpOBaHHE HPOBOAMINA B
HUKIUYECKOM PEeXHUME, MPUYEM KaKIblii 3KCIEPUMEHT COCTOsUI U3 4 ILMKIOB Harpy3Ku-
pasrpy3ku ¢ MakCUMallbHbIMU Harpy3kamu 5, 10, 15, 20 MH u ckopocTeio nHaeHTHpOoBaHus 1
MH/c. TBepaocTs U NpuBEAECHHBIA MOIYJIb YIIPYTOCTH UCCIIEYyEMbIX 00pa3lloB pacCUUTHIBAIN
no meroauke Onusepa — @apa [16].

3. Pe3yabTaThl 1 UX 00CY:KAeHUE.

®a30Bblii cocTaB KOMNO3UTHBLIX (oabr. Ha Puc. 1, nns mpumepa, mpuBeacHbBI
nudpakrorpaMMel 00pasioB 4 u 10 ABYXCIOWHBIX KOMIIO3UTHBIX (POJBI, OCAKICHHBIX U3
cycnensuii ¢ qodaskamu Pluronic F-127 u ITAK, cOOTBETCTBEHHO.
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Puc. 1. JlTanasie POA o6pasmuos (a) 4 u (6) 10.

Kak Bunno u3 Puc. 1a, obpaser; 4 1ByxXClIOiHON KOMIIO3UTHOHN (DOJIBIH, TOTYYCHHOHN U3
cycnensuu ¢ cogepkanuem 50 ppm Pluronic F-127 u 0.25 r/n rpadut-rpadeHnoBoii cmecH,
apnsieTcs onHodasHbpMu. Takoke Ha qudpaTorpamMmme HaOIIOAAETCS MHOTOKPATHOE YCHUIICHUE
WHTEHCUBHOCTH pediekcoB npu 20=51 u 74°, 4TO CBHUACTEIBCTBYET O HaJIUIUHU
PEUMYIIECTBEHHOW OpHUEHTAllUd KpPUCTAJUIOB MeAu B (oJbre, YTO CBS3aHO, IO BCEH
BUJIUMOCTH, C HAJIMYMEM JBOWHUKOBAHHOW MeaW B CTPyKType oOpasma. IlperusmoHHbIE
UCCIICIOBAaHHS CTPYKTYPBI, IPOBE/ICHHBIC paHee aBTopaMu B [ 15] MeTogaMu mpocBedyrBaromiei
anekTpoHHoi Mukpockonuu (IIOM) u audpakmum oTpakeHHBIX 3iekTpoHOB (EBSD)
TIO3BOJIMJIM TIOATBEPAMTH 3TO MPEAINONoKeHUE. bbljIo oTMedYeHo, uTo ucrosb3oBanue Pluronic
F-127 no3BomnsieT 10OUTHCS MONYyYEHUS MUKPOCTPYKTYPHI C (Dpakiueit 3epeH, o0Jaaaroniux
yIJIOM  pa3opueHTUpoBKH 60°, T.e. SABIAIOMUMUCS JBOMHMKamH, mopsaka 50 %.
JetictBuTensHO, Tp 00Opa30BaHUM JTBOMHHKOB COXPAHSETCS 3aKOHOMEpHAas OPUEHTHUPOBKA
OTHOCHUTEIILHO TJIaBHBIX KPHUCTAUIOrpadUISCKUX HAIMPABICHUN, a B CIIydae MEIHBIX MATPHUI
yroJl pa3opueHTPUpPOBKU cocTaBisgeT 60°. Cxoxue pe3ysiabTaTbl ObUIM MONTYYEHBI IJIS BCEX
00pa3IoB, CHHTE3UPOBAHHBIX C UCIIOIB30BAHUEM CYyCIIEH3Mi, conepkammx Pluronic F-127.
Jannbie 00 mHTEHCUBHOCTH pediekcoB pu 20=51° u 74° na nudpakrorpammax odpasuos 1-7
[0 CPaBHEHUIO C UWHTCHCUBHOCTBIO pedrekcoB Ha audpakrorpaMMax meau 0es
MPEUMYIIECTBEHHON OpHEHTAlluu B CTPYKTYpe IpHBeAeHbI B Tabnuie 2. Kak MOXXHO BUIETh
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13 TaOJUIbl, HAMOOJbIIIEEe YCUIICHHEe MHTEHCUBHOCTEH MpOSBIsSETCs Jis o0pas3uoB 4, 5 u 7
(~10-15 pa3).

Ta6muma 2. MatencuBHOCTH peduiekcoB ipu 20=51° u 74° na audpakrorpaMmax oOpasioB
1-7 u 10 (6e3 ycunenus perekcoB), yCi. e.

° 00p.
20, 0 1 2 3 4 5 6 7 10
51 19212 | 13824 | 9422 17120 | 11634 | 9442 12468 | 6232
74 22638 | 28484 | 36228 | 44980 | 56946 | 28452 | 64154 | 4777

Ha mudpakrorpamme obpasma 10 (cm. Puc. 20, cycrensus ¢ mo6askoi 100 ppm ITTAK)
NPOSIBIISIETCS TOTIOJIHUTENBHBINA pedruexc npu 20 = 26°, coorBeTcTByrommii yriaepony. Ilo
KOCBEHHBIM OIICHKAM, €r0 COJIepKaHNuEe B KOMIIO3UTHOM (hOJIbIe COCTABIISIET HE MeHee 5 Bec.%.
Cxoxuve JaHHble OBUIM MOJTYYEeHBI Ui BCeX 00pasnoB (Obr, MOMYyYEHHBIX U3 CYCICH3UH C
nob6askoit I[TAK. Ycranosinenne Haimuusa rpadeHa B oOpasmax 1-7, a Takke OJHO3HAYHAs
UICHTUDUKAIMS aJUIOTPOITHOW MoauduUKauu yriepoaa B obpasuax 8-11 ObutH mpoBeneHb!
MeroaoM PamanoBcko#t cnekrpockonuu. Jliis obpasmnos 3, 8 u 11 PamaHoBCcKkue CrieKTphl HE
OBLIM TIOJTYYEHBI B CBSI3U C BHICOKOU NtoMmuHecieHIueil. Ha Puc. 3 nmpuBeneHsl pamaHOBCKUE
CreKTpbl 00pa3ioB 2 u 10, MOJYyYEHHBIX SJIECKTPOXUMHYECCKUM OCAXKICHUEM CYCIICH3HH,
crabunmsupoBanHbix Pluronic F-127 u [TAK, cooTBeTCTBEHHO.

Kak moxHO BHAeTh H3 Puc. 2, 3IE€KTPOXUMHYECKOE OCAKICHUE W3 CYCIECH3MM
pa3IMYHOrO COCTaBa, CTAOWIM3MPOBaHHBIX Kak Pluronic F-127, Tak u momuakpuiioBoit
KHUCJIOTOM, CONPOBOXKAaeTcsd KOHBepcuen rpaduta B rpageH U ero BXOXKICHHEM B MEIHYIO
matpuity. [TockosIbKy HHTeHCHMBHOCTH G THKa Bbile HHTeHcHBHOCTH 2D muka mpu 2740 cm™?,
TO MOXHO C/ENIaTh BBIBOJ] O TOM, YTO
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Puc. 2. PamanoBckue criektpsl 06pasios (a) 2 u (6) 10.

3HAUUTENBHOE KOJMYECTBO TpadeHa MPUCYTCTBYeT B (oJbI'e BUIE HAHOBKIIOUCHHUH T.C.
baeitkoB, cocrosmux u3 4-6 cimoeB. Hamwume MOMONMHUTENBHBIX TUKOB mpu ~2438 cmt
CBUJCTENLCTBYET O pa3ylnopsAOYeHHOW OpHeHTalmuu cloeB TpadeHa Bo Queikax
OTHOCHUTENIbHO Jpyr npyra. CXokue pe3yabTaThl ObLIM MOJY4YEeHBI AJisi BCeX 0OpasloB.
[oBbiienue copepkanus rpadur-rpagenoil cmecu u konuneHtpauuu I1AB B cycnensuu
crocoOcTByeT caBury mHTeHcuBHOocTH G muka ot 1591 mo 1578 cm! B obpasmax 3-7, 4ro
MO3BOJIIET CYAWTh O TOBBIIICHWH COJEpKaHUsA TrpadeHa B BUAC MOHO- U OHCIOEB B
MOJIy4aeMbIX KOMMIO3UTHBIX (ponbrax. CpaBHEHHWE HHTEHCHBHOCTH IHKOB Ha CHEKTpax
0o0pa3IioB TO3BOJIICT OICHUTH COACpXkKaHWEe TrpadeHa B MOMYY4aeMBbIX KOMITO3UTHBIX
nokpeITHsX. HamOosbimee koaumdecTBO rpadeHa comepkurcs B obOpasmax 2, 4, 7 u 10
COOTBETCTBEHHO. Takum o0pa3om, B ciydae ucrosib3oBanusi Pluronic F-127 makcumansHOe
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BXOJKJeHHE Tpad)eHa B CTPYKTYPY MEIHOI MaTpHIIbl Ha0Jt01a10Ch TPU COOTHOILIEHUH Ipadut-
rpadenoBas cmech: [IAB = 0.1 r/m:25 ppm. B cinydae [TAK, 3T0 COOTHOIIIEHHE COCTaBUIIO
0.1 r/m:100 ppm.

MukpocTpykTypa KOMNO3MTHBIX ¢oabr. Ha Puc. 3 mis mpumepa npuBeneHbI
Mukpodororpadhun COM MOBEPXHOCTH JABYXCIOWHBIX KOMITO3UTHBIX (DOJIBT, TTOJIYICHHBIX W3
CYCHEH3UHl ¢ pa3NUYHONW KOHIEHTpalue rpadut-rpadeHOBOM cMecH U KOHIEHTpaluen
Pluronic F-127.

Puc. 3. Jlanapie COM oOpa3noB ¢omsr (a)-(B) 1-3 u (T) 6 TOIYIEHHBIX JJIEKTPOXUMUUYECKUM
OCaKJICHHEM U3 CYCIICH3UI pa3IMyHOro cocTasa ¢ jodaskoi Pluronic F-127.

Kak MoOXHO BUIETh U3 TMpeAcCTaBICHHBIX MHUKpodoTorpaduil, MOBEPXHOCTh
KOMIO3UTHBIX (OJIBT, TMOJYYCHHBIX JJICKTPOXUMHUYECKAM OCAKICHHEM W3 CYCICH3HIA,
coaepxamtux Pluronic F-127, oTiimyaercst BBICOKOH CTEMEHBIO CIUTOMIHOCTH M OJTHOPOTHOCTH.
Heo0x0onuMo OTMETUTH OTCYTCTBHE BBIPAXKEHHBIX CHEPUUECKHUX SJIEMEHTOB — «KYIOJIOB» U
MOJIOCTEH MEXJy HUMU Ha MOBEPXHOCTH KOMIIO3UTHOTO TMOKPBITUS, KaK 3TO HaAOII0JalI0Ch
aBTOpaMu paHee B [14] st KOMIIO3UTHBIX (OJIBT «MeIb-TpaeH», OCAKICHHBIX HAMIPSIMYIO Ha
cTalbHON onekTpod. IlpeaBapurenbHOe OCaXKIAEHHE TOHKOTO CJIOS Meau (MOJJIOMKKH)
MO3BOJISIET HUBETTUPOBATh PA3HUILY MEXKIY apaMeTpaMy KPUCTAJUTMUECKOHN PEIIeTKH Kele3a,
KaK OCHOBHOTO KOMIIOHEHTAa CTaJld, W MEAH, KOTOpble cocTaBisaioT 2.866 m 3.615 A,
COOTBETCTBEHHO [17], uTO, HapsAAy C TEKCTYpUPOBAHHOCTHIO MaTepuaia Karola, U sSBISCTCS
MPUYMHON BOZHUKHOBEHHUS EHTPOB 0COOBIX pocTa U (hOPMHUPOBAHUS «KYMOJI0BY. OTCYTCTBUE
BBIPQXCHHBIX BKIIOYCHHUH B CTPYKTYpPE KOMITIO3UTHON (DOJIbTH KOCBEHHO CBUIETEIHLCTBYET O
TOM, UTO B IIPOLIECCE OCAXKIEHUS HE POUCXOIUT CIIMIAaHUS YacTul] rpadut-rpadeHoBON cMecu
¢ oOpa3oBaHMEeM  KPYIHBIX  arjioMepaToB B  TMPOIECCe  MPUTOTOBJICHUS WU
9JIEKTPOXMMHYECKOTO OCaKICHHMS, a TaKkke coocaxenus Pluronic F-127, rpadbena u meau us3
CycCIleH3uH. MUKPOCTPYKTypa MOBEPXHOCTH IABYXCIOWHBIX (DOJBI B 3HAUUTEIBHON CTENEHU
3aBHCHUT OT COCTaBa UCXOJHBIX CYCHEH3UH.

JloGaBnenne HeOONMBIIMX KOJIMUYeCcTB rpaduT-rpadeHoBoit cmecu u [IAB npuBoauT k
MOJIYYECHHUIO OJIHOPOJAHOM CTPYKTYpPBI, XapaKTEPU3YIOUIEHCA HHU3KOW IIEPOXOBATOCTHIO
(Puc. 3a). Pluronic F-127 snsiercst HemonHbM [IAB. Ero mo0aBieHue moBblaeT BS3KOCTb
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CYCIICH3UHM W, TaKUM 00pa30M, MO3BOJISIET CTAOMIM3HpPOBaTh rpaduT-rpadeHOBYIO CMECh B
pactBope cynbparta Menu. [To Bceld BUIUMOCTH, 3TO CIIOCOOCTBYIOT 3aMEIJICHHIO CKOPOCTH
OCXKICHMS U MOSIBICHUIO OOJIBIIOTO KOJMYECTBA 3apOJbILIei KpucTauimdeckoi (aspl, U UX
OJTHOBpEMEHHOMY pOcCTy. [loBbIIeHre KOHLIEHTpaluu rpadur-rpageHoBON cMecH B JBa pasa
IpU HEW3MEHHOCTH KoHUeHTpauuu [TAB npuBoaut Kk GopMUPOBAHUIO OTIEIBHBIX KPYIHBIX
KPUCTANIOB MEAM B CTPYKType (OJBIU, UYTO, BEPOSITHO CBS3aHO C JecTaOuiIu3aluen
CYCII€H3HH, U MOSBIEHUIO OCOOBIX TOUEK — LIEHTPOB POCTA Ha MOBEPXHOCTH METHOM MOJITIOKKH.
[IpumeuatenbHO, YTO IpU NOCIeAyIOEM yBenndeHun konuenTpauuu [IAB no 50 ppm pocr
KPYIHBIX KPUCTAIJIOB MEAM OKa3bIBaeTCsl 3IUMHUHUpPOBaH. OJIHAKO CIUIOMIHOCTH (HOJIBIU
HapyIIaeTcs, YTO YKa3bIBAET HA HEONTUMAILHOE COOTHOIICHHE IpaduT-rpadeHOBOM cMecu U
I[TAB B pactBope. JlanmpHeiimiee yBenuueHHE CcoAepkaHus TpauT-rpad)eHOBON CMecH
NPUBOAUT K OOPa30BAHUIO MEJIKO3EPHUCTONW CTPYKTYpPBI, COCTOSIIEH M3 TI'eKCaroHaJIbHBIX
KpUCTAUIOB Menu ¢ JuHehWHbiMu pasmepamu 0.5-10 pm. Kak BumHo w3 Pwuc. 3r, poct
KPUCTAJIOB MPOUCXOAUT MO MPEUMYIIECTBEHHBIM KPUCTAIUIOrpadUuecKuM HarpaBlICHUSIM,
YTO MOXET OBITb OOBSCHEHO C MO3WIUHU JIBOMHUKOBaHHUS KpPUCTAIJIOB Meau. B moinb3y
BBICKa3aHHOTO MTPEIIOI0KEHUS TOBOPUT TAKXKE TOT (PaKT, YTO OOBIYHO MEb KPUCTAJUIU3YETCS
¢ oOpa3oBaHHEM KyOMUECKOW rpaHEIIEHTPUPOBAHHON PEIICTKH.

B ciyuae ucnonp3oBanus noiauakpuinoBoi kucaotsl (ITAK) ans crabunusanuu rpadur-
rpadeHoBOI cycrieH3uu, NpeBapUTEIbHOE OCAKICHHUE CII0SI YUCTOW MEIM Ha KaToZe TaKxke
MO3BOJISIET DIUMHHUPOBATH MpPOIECC pocTa KYNOJOB Ha MakpoypoBHe. OJHAaKo Ha
MUKPOYPOBHE MOBEPXHOCTH (POJIBIU OTIIMNYAECTCS BHICOKOM IIEPOXOBATOCTHIO 3a CUET HAIMUHS
KynonoB pazmepoM 5-20 pum. Mukpodororpaduun COM nmnst o6pas3ioB §-12 KOMIO3UTHBIX
(boJIbr, TOTYYEHHBIX NEKTPOXUMUYECKUM OCAKICHUEM U3 CYCIEH3UN Pa3iIMuyHOIO COCTaBa C
no6askoii [TAK, npexncrasnens! Ha Puc. 4.

®) B o)
Puc. 4. Jlanasie COM 00pa3uos (a)-(r) 8-12, nomyueHHBIX 3IEKTPOXUMUYECKUM
OCXKJICHUEM U3 CYCIICH3UN pa3aIuyHoro cocrasa ¢ qo6aBkoit [TAK.
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Kak MOXHO BHAETh M3 PUCYHKA, MHUKPOCTPYKTypa BCEX OOpa3loB, MOTYyYEHHBIX
INEKTPOXUMHUYECKAM OCQKJICHUEM KOMIO3UTHBIX (OJIBI M3 MEAU C HAHOBKIIOYCHHUSIMU
rpadeHa Ha MEIHYIO MOMJIOKKY M3 CYCIIEH3UH, COJEpXKaIMX IOJIUAKPUIOBYIO KHUCIOTY,
SIBIIIETCS. HEPAaBHOMEPHON M XapaKTepHU3yeTCs 3HAYUTEIBHBIM KOJIWYECTBOM J1e(DeKTOB
paznmuuHoil mpuponbl. Kpome TOro, moBepXHOCTh KOMITO3UTHBIX (onbr 8-12 oka3biBaeTcs
3arpssHena [TAK. JIo6aBka monuakpuiIoBOil KUCIOTHI TAKXKE MOBBIIIAET BA3KOCTh CYCIICH3UH,
Ho B oTiinume ot Pluronic F-127 snektposus conpoBokaactes 3axparom [TAB u3 cycrieHsuu u
€ro OCaXJICHUEM COBMECTHO C KPUCTAJUIAMU MEAM M YacTHIIaMU rpaduT-rpadeHoBON CMECH.
Hanmnuue Bximouennii [IAB u nedexToB B CTpyKType KOMITIO3UTA MPHUBOJUT K TIOSIBICHHUIO
0COOBIX TOYEK pPOCTa, CIy4allHBIM O0pa3oM pacHpeleNeHHBIX IO MOBEPXHOCTH pPacTyIIen
¢bosbru, 9YTO U MPUBOJUT K HEPABHOMEPHOCTU CTPYKTYPHI €€ MOBEPXHOCTU. J[eCTBUTENBHO,
nanbHeiee yBennuenue koHueHtpanuu [TAK ¢ 25 go 100 ppm B uCXOgHOM CycrieH3uu
MPUBOANT K (OPMHUPOBAHUIO MOJIOCTEH, U Aanee, mop (Puc. 46-T) Ha MTOBEPXHOCTH KOMITO3HUTA.
[Tonyuyennsie nanasie COM HaxoAsATCs B COOTBETCTBUM € pe3yibTaraMu ACM, noiay4eHHbIMU
JU1sl 0OpaTHOW cTOpoHBI oOpasnoB ¢onsr. Ha Puc. 5 mpusenenst mukpodororpadun ACM
o0OpaTHO# cTOpOHBI 00pa3nos 1 u 3.

N3 Puc. 5a BUIHO, 4TO MUKPOCTPYKTYpa 0OpaTHOM CTOPOHBI 00pasiia 1, Moixy4eHHOTO U3
CYCIICH3UM C MHHUMAJbHBIM colepkaHueM rpadur-rpadeHoBoii cmecu u Pluronic F-127,
ABJISIETCS OJHOPOJIHOM, B TO BpeMs KaK MHUKPOCTPYKTypa OOpaTHOM CTOPOHBI OCTaJIbHBIX
obpaszioB (Puc. 50) xapakTepusyeTcsi HaIHYMEM TPUOPUTETHOTO HAMPABICHHUS pPOCTa
KPUCTAJIJIOB MeIW B KOMIIO3UTHOM CJO€, MO BCEl BUIUMOCTH, OOYCIIOBICHHBIM
nBoMHUKOBaHUEM. Ocak/IeHHe TOHKUA METHOM MOJUIONKKH W3 BOJHO-CHHPTOBOIO PacTBOpa
cynbata Memu TO3BOJSET co3AaTh OydepHBIM CI0¥, TMO3BOJSIOMUNA TEPEHTH OT
00BEMHOIICHTPUPOBAHHOW PEIIETKH Kelle3a K TPaHelEHTUPOBAHHOM PelIeTKe MEIH, U TaKUM
00pa3zoM, CHU3HTH JIe(HEKTHOCTH BTOPOTO KOMIIO3UTHOTO CJIOSI HAa OcHOBe Meau. Jlo6aBka [TAB
(Pluronic F-127) yBenuuuBaeT BSI3KOCTh CYCIICH3WMH, CHIDIKAs, TaKUM 0Opa3oM, CKOPOCTh
ocaxaenus. OgHaKo BBeJAcHHE HeOobIIOoro Komuuectsa [TAB (25 ppm) HemocTaTouHO st
CYIIIECTBEHHOT'O CHM)KEHHUSI CKOPOCTH ocakaeHus. Ilpu 3TOM HMOHBI Menu W3 pacTBOpa He
YCIIEBAIOT MEPEOPUEHTUPOBATHCA U 3aHATh HaWOoOJiee BBITOJHBIE MO3HMIMUA Ha OCAKIaeMOMN
MOBEPXHOCTH, YTO W TPUBOAUT K TONYYEHUIO OJHOPOAHOW TMOBEPXHOCTH, KaK 3TO
HaOroMaeTcs B cirydae obpasmna 1. Yeenmunuyenue konuenrpanuu Pluronic F-127 mo 50 ppm
MPUBOJIUT K CHIDKEHHUIO CKOPOCTH OCaXJICHUS, TOCTATOYHOMY JJISi TOTO, YTOOBI OCaKICHUE
MOHOB MEAM MPOUCXOIMIO IO ONpPEIETICHHBIM KpUCTauIorpaduyecKuM HaIpaBJICHUSAM,
3aJIaHHBIM TJIOCKOCTHIO TBOMHUKOBAHHSI.

1.58 um

Y [pm]
Y [pum]

|
0 20 40 60 80 100 0.00um

X[um] X[um]
(a) (©)
Puc. 5. ACM u3zo0paxenus oOpaTHOM CTOPOHBI ABYXCIOHHBIX KOMIO3UTHBIX (QoJibr (a) 1 u
(6) 3, momyYeHHBIX U3 CYCICH3M, cTabumu3upoBanubix Pluronic F-127. O6macts ¢
pasHocThio oteHuanoB 0 — 30 MB Beliel€Ha YEPHBIM LIBETOM.
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[TpyuHIMNUaTbHO WHAS KapTUHA MHKPOCTPYKTYpPbI OOpaTHOW CTOPOHBI KOMIIO3UTOB
HabmoaeTcs uist 00pa3IioB, MOMYUYEHHBIX OCaXIeHueM u3 cycrnen3uit ¢ mobaskoii [TAK. Ha
Puc. 6-9 npencraBinensr ACM n3o0pakeHus1, a TAaKKe PEKOHCTPYKITUU TTOBEPXHOCTH 0OpaTHOM
CTOPOHBI JBYXCIOWHBIX KOMIO3UTHBIX (osbr 8-11 m auarpaMmsbl pacrpeneneHusi BBICOT
HIEPOXOBATOCTH IMOBEPXHOCTH.
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Puc. 6. (a) -(8) ACM — u300pakeHus Tornorpaduu moBepXHOCTH U MIOBEPXHOCTHOTO
noTeHIaza o0paTHoOi cTopoHsl 00pasia 8, (r)-(e) AuarpaMmbl pacupeeeH s BHICOTH U
Pa3sHOCTH MOTEHLUAIOB MMOBEPXHOCTH (posibru. O0IacTh C pa3HOCTHIO NOTEHIIMAIOB
0 — 30 MB BbIZENIEHA YEPHBIM I[BETOM.

Y: 100.0pme
Z:4.5um
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Puc. 7. (a) - (B) ACM — u300paxxenus Tonorpaduu MOBEPXHOCTH U TOBEPXHOCTHOTO
MoTEeHIMaa 0OpaTHOIl cTopoHbl 00pasia 9, (T) IuarpamMMbl pacrpeieleHus BEICOTHI U (1)
Pa3sHOCTH MOTEHLUAIOB MOBEPXHOCTH (posibru. O0IacTh C pa3HOCTHIO NOTEHIIMAIOB
0 — 30 MB BbIZENIEHA YEPHBIM I[BETOM.
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Puc. 8. (a) - (8) ACM — n3zobpaxeHust Tonorpapuu MoBEpXHOCTH U IIOBEPXHOCTHOTO
MOTEeHITMaIa 00paTHOM cTopoHbl oOpasna 10, (T) quarpaMMbl pacipeeeHUs BRICOTHI U (1)
Pa3HOCTH MOTEHLUAIOB MOBEPXHOCTH (posbru. O61acTh ¢ pa3HOCTHIO MOTEHIIMATIOB
0 — 30 MB BrIzenIEHA YEPHBIM IIBETOM.
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Puc. 9. (a) - (8) ACM — nzobpakenusi Tonorpaduu MoBEpXHOCTH U MOBEPXHOCTHOTO
MOTEHITMaIa 00paTHON CTOpOoHBI oOpa3na 11, (T) ruarpaMMbl pacipeeseHus BBICOTHI U (1)
Pa3HOCTH MOTEHLUAIIOB MOBEPXHOCTH (posibru. O6IacTh ¢ pa3HOCTHIO NOTEHIIMATIOB
0 — 30 MB BrIenIEHA YEPHBIM IIBETOM.

W3 mpencraBneHHbIX OaHHBIX Ha Puc. 6(a-B)-9(a-B) BHAHO, 4TO oOpaTHas CTOpOHA
MIOBEPXHOCTH 00PA3LI0B XapaKTEPU3yETCsl BBICOKON IIEPOXOBATOCTHI0 U HEPABHOMEPHOCTHIO
pacnpenenenus noTteHuuana. CTemeHb IMIEPOXOBATOCTH BO3pPAcCTaeT C yBEIUYEHHUEM
conepxkanus ITAK ot 8.2 % nns nokpbITus 8, MOJIYYEHHOTO OCAXIEHUEM M3 CYCIIEH3UH C
coznepxanueM 25 ppm o 15.7 % nns nokpsitud 11, momy4eHHOro OCaKA€HUEM U3 CYCIIEH3UU



68 O.Yu. Kurapova, V.G. Konakov, A.S. Grashchenko, N.N. Novik et al.

¢ cogepxkanuem 100 ppm. Jlns Bcex oOpasmoB ¢oybI AUarpaMMbl pPacTIpe/IeIICHUSI BBICOT
CTPYKTYPHBIX DJIEMEHTOB MMEIOT OpMy, CXOAHYIO C HOPMAIIbHBIM pacnpenencauem ["aycca
(Puc. 6(n1)-9(x)). Ux oTiaudne COCTOUT TONBKO B CPEIHEH BBICOTE CTPYKTYPHBIX 3JICMEHTOB
(663, 442, 1122 wu 1138 BM npns oOpasmoB 8-11, cooTBeTcTBeHHO). B 0OCHOBHOM
HEPAaBHOMEPHOCTh pachpeziesieHus: MoTeHIHana 00yClIOBIeHa MIepoXoBaTocThio (oisru. Ha
quarpammax pacrpeneiaeHus: pazHoctu noreHnuanos (Puc. 6(e)-9(e)) BeIaensroTCs a1Be SIPKO
BBIPQXEHHBIX O00JIACTH, XapaKTepU3YIOLIUECs MaKCMMyMOM IOTEHIMana, 4To, IO Bceil
BUJIUMOCTH, OOYCIIOBIIEHO MPUCYTCTBUEM JAE(PEKTOB PA3TUIHOTO THIIA.

MexaHuyecKkHe CBOICTBA JIMIEBOM M O00PATHOM CTOPOHBI KOMIO3UTHBIX (hOJIbI.
3aBUCHMOCTH TBEPIOCTH ¥ TPUBEASCHHOTO MOMYJS YIPYrOCTH JIMIEBOH CTOPOHBI
UCCIIeTyeMbIX 00pa3IoB 1-7 OT KOHTAKTHOW ITyOMHBI MPOHUKHOBEHUS MHJIEHTOpAa B o0pasely
noka3anbl Ha Puc. 10, a pe3yapTaThl MEXaHUYECKHX UCTIBITAHUN 00pa3LoB 1-7 mpencTaBieHbl
B Tabnuue 2. [lorpemHocts u3mepeHuit Bcex obpasuoB coctaBuia =~ 30 %. IlorpemHocTts
U3MEPEHUN TBEPAOCTH W NIPUBEICHHOTO MOAYJS YINPYrOoCTH OOpAaTHOM CTOPOHBI METHOU
dosbru 115 Becex o0pasioB coctaBuia ~ 10 %.

Kak moxHo Bunerp u3 Puc. 10a, ams Bcex oOpa3iioB, MOJYYEHHBIX M3 CYCHEH3UM,
coaepxamux Pluronic F-127, sHaueHus MUKPOTBEPAOCTH JekaT B mpeaenax 1.3-1.7 I'la.
[TonydyeHHblE HNaHHBIE CYIIECTBEHHO BBHIIE MHUKPOTBEpAOCTH (OIbru u3 00BEMHOU
MHUKPOPa3MEPHON MeIU U OJM3KK K 3HAYEHUAM JIst (POJIBIH U3 JBOWHUKOBaHHOM Meau [3,17].
Hckmouenue cocraBisieT oOpaszer] 6, MUKPOTBEPIOCTh KOTOPOro OJHM3Ka K 3HAYCHHIO IS
obbemHON Menn. Heo0X0MMo OTMETUTH, YTO IIOMUMO HAOII0IaEMOTO YIIPOUYHEHHUS 00pa3Iibl
doner 1, 3, 7 00magar0T 3HAYUTENBHBIM MOJAYJIEM YIPYTrOCTHU, KOTOPHIH MPAKTUYECKH HE
3aBHCUT OT INTyOUHBI MHIEHTUpOBaHus. [ o6pasia 2 Moayab YIIPYrocTH yMEHbIIAETCS B ~2
pasa c yBeIrueHHEeM KOHTaKTHOHU riyOnHbl uHAeHTHpoBaHus ¢ 350 1o 800 um. ComnocraBieHue
nanHbix POA, ACM, PamaHOBCKOH CIEKTPOCKONHUHM M MEXAHMYECKUX CBOMCTB MOJYYEHHBIX
JIBYXCIIOWHBIX KOMITO3UTHBIX (DOJBT MO3BOJSET CAETIATh BHIBOJ O TOM, YTO Jjisi 0Opa3ioB 1, 3
u 7 Ha0mogaeMoe YIPOYHEHHE B COYETAaHWU CO 3HAUUTEIbHBIM MOJIYJIEM YIPYTOCTH
MIPOUCXOUT 3a CYET OJJHOBPEMEHHOTO BXOXKIEHUS TpadeHa B CTPYKTYpy KOMIIO3UTa U POCTa
nBoitHukoB. Kak ormeuaercst B [18] moBbliieHre MOIY/Isl YIIPYTOCTH MOKET OBITh CBSI3aHO C
TEM, YTO POCT JBOMHUKOB UMEET MECTO B IIOCKOCTH, MEPIEHAUKYISIPHON OCaXICHUIO, YTO
noarBepxkaaercs ganHbiMu ACM. B ciyuae oOpasma 2 ynpodHEHHE JTOCTUTAETCs, MO BCEH
BUJIUMOCTH, B OCHOBHOM 32 CUET BHEJPECHUS 3HAYUTEIHLHOTO KOIMUYeCTBa rpad)eHa B CTPYKTYPY
(G 0JIbTH ¥ B MEHBIIICH CTETICHH 3a CUET JBOMHUKOBAHMS.
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Puc. 10. 3aBUcHMOCTb CpeTHEH MUKPOTBEPAOCTH MEAHBIX (DOJBT OT KOHTAKTHOW TITYOWHBI
WHICHTUPOBAHMUS (), 3aBUCIMOCTh CPETHETO MPUBEIECHHOTO MOAYJISI YIPYTOCTH OT
KOHTAaKTHOM TITyOMHBI HHACHTHPOBaHHUS (0).
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3aBUCHUMOCTh MUKPOTBEPJIOCTH OOPAaTHOI CTOPOHBI MEAHBIX (OJIBI U MPHUBEIECHHOTO
MOJTyJIsl OT KOHTaKTHOM TITyOMHBI HHACHTUPOBaHMS NpuBeaeHa Ha Puc. 11.
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Puc. 11. 3aBucumMocTsb (2) MUKPOTBEPIOCTH OOPAaTHON CTOPOHBI KOMITO3UTHBIX (DOJIBT U3
Meau 1-7 OT KOHTaKTHOM TTyOWHBI HHACHTUPOBAaHUS 1 (0) 3aBUCHMOCTD MPUBEICHHOTO
MOJYJIsl YOPYTrOCTH OOpaTHOW CTOPOHBI METHBIX (DOJIBI OT KOHTAKTHOM TITyOUHBI
UH/IEHTUPOBAHUS.

Heo0XxomuMo OTMETUTh BBICOKHE 3HAYCHUS MEXAaHHMUYECKHX XapaKTEPUCTUK OOpaTHOM
CTOPOHBI KOMITO3UTHBIX (onbr. MHTepecHO OTMETUTh, YTO MHKPOTBEPAOCTH OOpaTHOU
CTOPOHBI BceX 00pa3ioB okl Bo3pacraeT B 1.5-2 pasza.

Tabmuma 3. Pe3ynbrarel HAHOMHACHTHPOBAHUSI JIUIIEBOM CTOPOHBI UCCIEAYEMBIX 00pa3IoB C
MUHUMAJIBHBIM pa30pOCOM 3HAYECHUN TBEPIOCTH.

H I'nybuna T IIpuBenennsblit M KonrakTHas ITapametp

60Mep TIPOHHKHOBEHHS, BeIBHHOCTL’ MOZYJb YIPYTOCTH, onynigflggy?}c[m pH JKECTKOCTb, YIpyroro
obpasta HM a I'Tla Meehi HM/MH BOCCTaHOBJIEHHS

2 425 1,22 105,7 104,5 3,99 0,0367

595 1,27 83,6 80,9 3,65 0,0484

747 1,22 71,7 68,7 3,41 0,0542

888 1,16 64,4 61,3 3,20 0,0572

3 397 1,38 156,5 162,7 2,87 0,0280

555 1,42 136,2 138,7 2,37 0,0332

671 1,46 133,0 135,1 2,01 0,0349

778 1,45 125,2 126,2 1,84 0,0369

1 401 1,36 134,3 136,5 3,32 0,0323

565 1,37 133,7 135,9 2,37 0,0325

683 1,40 134,8 137,1 1,94 0,0332

774 1,46 138,5 1414 1,67 0,0334

6 550 0,76 41,1 38,3 8,12 0,0590

757 0,83 34,0 31,5 7,25 0,0777

994 0,74 24,8 22,8 7,69 0,0956

1217 0,66 22,6 20,7 6,88 0,0928

7 379 1,54 135,0 137,4 3,51 0,0362

536 1,52 150,4 155,4 2,22 0,0321

637 1,62 150,4 1554 1,87 0,0342

774 1,46 135,2 137,6 1,71 0,0343

B ciygae o6pasnos 1 u 2 atu 3Hauenus qocturatot 3 I'Tla (¢ MakcuMalTbHBIM OIIEHEHHBIM
comepxkanueM rpadena). [Ipum >TOM 3HAUYeHHE MOAYJSl YIPYrocTH oOpa3ma 2 Takke
OKa3bIBACTCSI MAKCUMAJIBHBIM 10 CPABHEHHUIO C TaHHBIMU JUTsI Ipyrux oOpasnos. [TomyueHnHbie
JAHHBIC HO,Z[TBep)KI[aIOT BBICKA3aHHOC Hpennonomeﬂne O TOM, 4YTO ynpqueHHe CJ104
KOMITO3UTHOU (DOJIBIM M3 MEIW JOCTUTaeTCs, MO BCEH BUIMMOCTH, B OCHOBHOM 3a CYET
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BHE/IPCHHS 3HAUYUTEIILHOTO KOJIMUYeCTBa rpad)eHa B CTPYKTYpY (OJIBIH U B MEHBIICH CTEIICHU
3a cyer JBOWHHWKOBaHHS Meau. CTOUT OTMETHTh, 4YTO JaHHBIE IO MHKPOTBEPIOCTU
KOMITO3UTHBIX (DOJIBI M3 MEM, MOJy4YeHHBbIE B JaHHOW paboTe MpPEeBOCXOAAT AaHHBIC [3,7]
MUKPOTBEPAOCTH (OIIBT, MOIYUYEHHBIX B UMITYTLCHOM peXuMe. Takum 00pazoMm, ocakIeHUE
TOHKOTO Oy(epHOTO CJI0s MOTOKKH 3PPEKTUBHO CHIKAET Ie(EKTHOCTh CTPYKTYPBI METHON
Gombru W TPU  HUBKUX CKOPOCTAX OCAXKACHHS TO3BOJSET WHHUIIMHPOBATH POCT
JTBOWHUKOBAHHBIX KPHCTAIOB Meau. [lomydeHue KOMITO3UTHOH (DONBIH COMPOBOXKIACTCS
JABHEUIITUM POCTOM JIBOWHUKOBAaHHBIX KPUCTAJUIOB M BXOXKICHUEM Tpad)eHa B MEK3EPECHHBIC
TpaHUIIBL.
3aBUCHMOCTH TBEPAOCTH U MPUBEICHHOTO MOYJISL YIIPYTOCTA KOMIIO3UTHBIX METHBIX

dosbr 8-11 oT rTyOMHBI TOTpYKEHUs TpUBeeHbBI Ha Puc. 12.

L L L L L L L L
0 300 600 900 1200 1500 0 300 600 900 1200 1500

H, GPa
S 5
——
———
—.
E,GPa
8

() ()

Puc. 12. CronGer cneBa: (a) — (k) 3aBUCKIMOCTb MUKPOTBEPIOCTH OOPATHOM CTOPOHBI
KOMITO3UTHBIX (hOJbT U3 Menu 8-11 OT KOHTaKTHOM TITyOWHBI MHIACHTUPOBAHMUS; CTOJIOLIT
crpasa (0) — (3) 3aBUCUMOCTb IPUBEJCHHOTO MOJYJISL YIIPYTOCTH 0OpPaTHOM CTOPOHBI
KOMITO3UTHBIX MEHBIX (DOJIBT OT KOHTAKTHOM TJIYOMHBI HHIEHTHPOBaHU (0).
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Kak MOXHO BHIETh W3 NPEICTABICHHBIX JAHHBIX MEXAHHYECKUX XapaKTEPUCTHK
KOMITO3UTHBIX (DOJIBI, MOJNYYEHHbIX M3 cycneH3uil c¢ pobaBkoi [IAK Hmxe, yem npu
ucnonb3oBanuu Pluronic F-127. Bombloii pa3dopoc 3KCIEpUMEHTAIBHBIX JaHHBIX CBSI3aH C
BBICOKOWM  IIEPOXOBAaTOCTBIO  TOBEPXHOCTH  00pas3noB. MakcuManbHble  3HAYCHHUS
MUKpPOTBEpAOCTH ObulM monydeHsl Ui (onbru 10, xapakTepu3yoollerocs IO JAaHHBIM
PamMaHOBCKO¥ CTIEKTPOCKOMHIH MaKCHMAJIbHBIM BXOXKIEHUEM rpadeHa B cTpykTypy. [Ipu aTom
MOJyJIb YOPYIOCTH JTOro o0pa3la oKas3ajics JOBOJBHO HHU3KHM, 4YTO IO3BOJISET
NPENOI0XKNUTh, YTO YIPOYHEHHE IMPOUCXOIUT 3a CUET BHEAPEHUs rpadeHa B CTPYKTYpY
MOKPBITHS.

4. BpIBOABI

[TokazaHo, YTO HpeaBApUTENILHOE OCAXKJIECHUE MEIHOM IMOIJIOKKH HHUBEIUPOBATH DPA3ZHUILY
MEXIy MapaMeTpaMy PEIIeTKH pacTyliei MeqHoi (oibrd M Marepualia dJIeKTPOJa, YTO
WHHUIIMAPYET POCT JBOMHHMKOB MPH OCAXICHUH M3 CyClleH3ui, comepskammx Pluronic F-127.
Meronom PamaHOBCKOHW CHIEKTPOCKONHHU JOKa3aHO, 4To npumeneHue Pluronic F-127 u [TAK
criocoOcTByeT 3(h(HEKTUBHOMY BXOXKICHHUIO HAHOBKIIOUEHUH TpadeHa B CTPYKTYpYy MeEIu.
Metonamu P®A, ACM, PamaHOBCKOW CHEKTPOCKONMHUHM IIOKa3aHO, 4TO HabIogaemMoe
VIIPOYHEHUE JBYXCIOWHBIX KOMITO3UTHBIX (DOJIBI M3 MEAM, IMOIYYEHHBIX M3 CYCIEH3UN
coaepxamux Pluronic F-127, B coueTaHnu ¢ BBICOKMM MOJIYJEM YIPYTOCTH MPOMCXOIUT 3a
CYeT OJHOBPEMEHHOTO BXOXICHHS TpadeHa B CTPYKTYpY KOMIIO3UTa U POCTa JTBOMHUKOB
MeH.

Jlannas paboma evinonwena npu noooepoicke Munucmepcmea obpazosanusi u Hayku PO
(3aoanue Ne 9.1964.2014/K). Pamanosckas cnekmpockonus npogedeHa ¢ UCHONb308aHUeM
obopyoosanus pecypcroeo yewmpa Hayunoeo napxa CII6I'Y «Onmuueckue u nasepHvle
MemoObl UCCIEO08AHULY.
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STRUCTURE AND MICROHARDNESS OF TWO-LAYER FOILS OF

NANOTWINNED COPPER WITH GRAPHENE NANOINCLUSIONS
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Abstract. Two-layer foils of nanotwinned copper with graphene nanoinclusions were
fabricated by electrochemical deposition from 1M CuSO4*6H>0 aqueous solution containing
graphene-graphite mixture stabilized by non-ionic surfactants (Pluronic F-127 and Polyacrilic
acid - PAC). The microstructure of the outer foils surface was examined by Scanning Electron
Microscopy, the microstructure of the inner foils surface was characterized by Atomic Force
Microscopy. XRD analysis proved that the deposition of the thin copper layer on the wafer in
case of suspension stabilized by Pluronic F-127 surfactant results in the nanotwinned copper
growth. Raman Spectroscopy showed that the use of stabilized suspensions provides the
graphene insertion into the foils in a form of nanoinclusions i.e. flakes with 4-6 graphene layers.
The amount of graphene in the foils depends on the composition of the graphene-graphite
suspension and on the surfactant type. Nanoindentation tests were carried out for both inner and
outer surfaces of the foils. The microhardness of inner surface of the foils fabricated using the
suspension stabilized by Pluronic F-127 surfactant lies in the range of 2 to 3 GPa, while the
elastic modulus exceeds 100 GPa.
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