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CraTbsa noctynuna B pegakumio 24 gekabpsa 2012 roga

Tlpumenenue ananumuueckou 21eKMPOHHOU MUKPOCKONUU NO360/em 60lee MOYHO On-
pedenums CIMpyKmypy u Xumudeckuii cocmae mexcgasnvix epanuy. Ha obpaszyax ciou-
cmoeo komnosuyuonnoeo mamepuara Cu-Nb, nonyuennoco memodom eaxyymmoii npo-
kamku, u cnaasos Ni-Mo u Fe-Cr, noayuennvix memooom nopowkogol Memaiiypeuu,
nPo6eoeH anau3 pacnpeodeneHus 31eMeHmos 8 30He KOHMAaKma.

KaioueBble ¢/10BA: aHATUTHIECKAS DIIEKTPOHHAS MUKPOCKOIHS, 30Ha KoHTakTa, CU—ND,
Ni—Mo, Fe-Cr

3acmocysanns ananimuunoi enekmpoHHOI MIKPOCKONIi 0038058€ MOYHIWE GUHAYUMU
cmpykmypy ma XimivHuil ckiao midcgaznux epanuys. Ha 3paskax wiaposozo xomno-
suyitnoeo mamepiany Cu-Nb, ompumanoeo memooom eaxyymuoi npoxamxu, i cniagie
Ni—Mo i Fe-Cr, ompumanux memooom nopowxosoi memanypzii, npogeoeno anauis pos-
nooiny eremeHmis y 30Hi KOHMAKMY.

KJirouoBi cjioBa: aHamiTHYHA €IEKTPOHHA MIKpOCKoITis, 30Ha KoHTakTy, Cu—Nb, Ni-Mo,
Fe—Cr

Metoapl mIacTHYECKOH AeOopMaluu MIHUPOKO HCTONB3YIOTCS I CO3aHUS
reTEePOKOMIIOHEHTHBIX KOMIIO3UTOB. J[Jifl MOHUMaHMs MeXaHW3Ma B3anMOJIeHCT-
BUSI MEX]y Pa3HOPOIHBIMHU AJIEMEHTaMU HEOOXOAUM MPELU3NOHHBIN aHAIN3 pac-
IPEICIICHUST DJIEMEHTOB B OOJIACTH, MPUMBIKAIOIIEH K TPaHWIC paseia MeXIy
PAa3SHOPOAHBIMHU DJICMCHTAMMU. Tpa,[[I/H_H/IOHHO AJIsL 9TOr0 UCIOJIB3YCTCA PCHTICHOB-
CKHI MUKpOaHaJINu3 MaCCHUBHBIX 00pasnoB (Hampumep, muirdos). Cormacuo [1-3]
aHaJIu3 XUMHYECKOU HCOOAHOPOJAHOCTH B 30HC KOHTAKTA ABYX 3JICMCHTOB MOXKCT
J1aBaTh CYMIECTBEHHOE 3aBbIIICHHE TOJIIMHBI IEPEXOIHOTO CIIOSI, MTOCKOIBKY IO
BO3/ICHICTBHEM 3JIEKTPOHOB HaXoAuUTCs 00beM Oombiie 1 pm?’. bosiee Tounble pe-
3yJbTaThl MHKPOAHAIN3a MOKHO TIOJYYUTh TPHU WCCICIOBAHUHM TOHKUX (POIIBT
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tommuHoM a0 100 nm. B stoM ciydae mpu nmamerpe 3JMEKTPOHHOIO IMyuKa
0.5-1.5 nm ynaercs NMOBBICUTH JIOKAJHHOCTH KOJMYECTBEHHOTO PEHTTEHOBCKOTO
MHUKpPOaHaIN3a 10 HECKOJIKUX HAHOMETPOB.

Llenb paGoOTHI — U3yUEHHUE BIHMSIHUS CTPYKTYPHOH M XMMHUYECKOH MHKPOHEO/I-
HOPOJHOCTEH B 30HE KOHTAKTa MpH ropsiueil MpokaTke OMMETAJIOB U BBICOKO-
TEMIIEpaTypHOH AeopManui MOPOIIKOBONH CHCTEMBI, COCTOSIIEH W3 Pa3sHOPOJ-
HBIX [TOPOIIKOB.

[opsuyro MpoKaTKy B BaKyyMe OCYIIECTBIISIIIN 110 METOAMKE, pa3padOTaHHOH B
XapbkoBckoM ¢usnko-Texuuueckom nHctutyte HAH VYikpaunst [4]. Vcxonublii
obpaserr, cocrosimuii U3 Habopa cioeB St.steel-Cu—Nb-Ti, mpokatsiBanmu 10
cymMmapHoit nepopmanyu 27-30% npu temneparype 950°C Ha MpoOKaTHOM CTaHe
JIYO-170 B Bakyyme p = 1072-10"° Pa [4]. ViccienoBaiy BIHSsHEE CTPYKTYPHOI 1
XUMHUYECKOH MHUKPOHEOAHOPOJHOCTEH B 30HE KOHTAKTa MeIb—HMOOWN Ha IMpo-
[IeCChl KOHTaKTOOOpa3zoBaHus. [y 3TOro M3 CBapeHHOTO TMaKeTa Ha 3JIEKTPOHC-
KPOBOM CTaHKE OTpEe3ajiy IUIaCTUHY ToamuHOM 0.3 MM, U3 KOTOpoW M3roTaBiu-
BaM 00pasnbl ISl SJIEKTPOHHO-MUKPOCKOIIMYECKUX HCCIIEIOBAaHUN. Y TOHEHUE
o0pa3sia «Cross-section» ¢ IByX CTOPOH OCYLICCTBIISIM MOHHBIM TPABICHHUEM IO
rpanwuiie pazaena Cu—Nb tBepaodasHoro coemuHeHuUs.

AHanu3 pacrpesieneHuss KOMIIOHEHTOB IO I'paHUIle paszena NpOU3BOIWIN C
MIOMOIIBI0 AHATMUTUYECKOTO KOoMIUTekca — Mukpockona JEM-2100F ¢ pertrenos-
ckuM mukpoananuzaTopoMm INCA-EDS. JlonomauTensHo ObLTH BBIpE3aHbl 00pas3-
el 2.5 X 5 X 35 mm 11 ucnpITaHUS HA U3THO TaKUM 00pa3oM, UTO TpaHHIIA pa3-
Jena OMMETalUIOB pacriojlarajach MeprneHAMKYJISIpHO JUIMHHOW ocu obOpasua. B
TpaHUIly pasjenia OMMETauIOB BBOIWIN SJIEKTPOHCKPOBYIO TPEIIHHY .

Ha puc. 1 npezncraBieHa cTpykTypa TpaHHUIBI pas3zaena OMMETauIn4ecKoro
xommo3uta Cu—ND, nmosydeHHass METOIOM TEMHOMOJBHOW AJIEKTPOHHOW MHUKPO-
CKOMUU. AHANIU3 CTPYKTYP CBUAETENIBCTBYET O TOM, UTO TPaHMLA pa3/iena BbITIIs-
JTUT KaK y3Kasi 00;1acTh ¢ 0cOOBbIM KOHTpacToM. OOpaiaer Ha ce0si BHUMAaHHE, YTO
001acTh, B KOTOPOIl MPOUCXOIUT COCTUHEHHE MEIU U HUOOMs, COCTaBIIET He-
CKOJIbKO HAaHOMETPOB, B TO BpeMsl Kak B paboTte [5] oTMeueHo, YTO mupHuHa ITOM
30HBI COCTaBIsICT IprMepHO 3 UM (puc. 2). [loaToMy HamMK OBLIH AOTIOTHUTEIBHO
BBITTOJIHEHBI TIPEIU3NOHHBIC MCCIICAOBAHMUS XUMHUYECKON MHUKPOHEOIHOPOTHOCTH
BOJIM3U TPAaHMIBI pa3jesa Ha o0pasie «CrossS-Section» MeToaoM aHATUTHYSCKON
IIPOCBEYMBAIOILIEH MIEKTPOHHON MUKPOCKOIIUU.

[TpuMeHeHHe COBPEMEHHBIX METOJOB AHAIMTUYECKON 3JEKTPOHHOM MHUKpO-
CKOIIMY TIO3BOJISIET CTPOHUTH MPOQMIIb paclpeieieHus] JIEMEHTOB BIOJIb KaKOTO-
a100 HampaBJIEHHUs C IIarOM B HECKOJIbKO HaHoMeTpoB. Ha puc. 3,a npexacrasie-
Ha XapakTepHas CTPYKTypa C yKa3aHHEM TOUYEK, B KOTOPBIX MPOHM3BOIWIN JIO-
KaJbHbIM pEeHTreHOBCKUH MuKpoaHanu3. Kak mpaBuio, HampaBieHHe, BAOJb KO-
TOPOTO W3y4YalM PaCIpeieICHUE SIIEMEHTOB, OBUIO TMEPIECHIUKYISIPHO TPAHUIIE
paszena Gumerania.

Ha puc. 3,6 nokazano n3menenue konuentpanuu Cu u Nb B obmactu rpaHuiibt
paszaena. Buano, uto npu manom (5—10 nm) mare Mexay TOYKaMU TOJNIIHUHA
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Puc. 1. CtpykTypa rpanuis! pa3aeia Meab—HHOOHH

Puc. 2. Pacnipenencuue Hnoous (kpusast 1) u Memu (KpuBast 2) BOJIM3M IpaHULbI paszena [5]
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Puc. 3. I'panuiia pasgena Meab—HHUOOUIA: @ — CTPYKTypa IPaHULBI;, O — PaCIpeelicHUEe
menu (—0O—) u HuoOust (—o—)

MepexoJHOM obsiacTh MMeeT pasMmepsl ~ 3—5 nm. [IpumeHeHune 3IeKTPOHHON
MUKPOCKOITUU BBICOKOTO paspelieHuss U Meroaa Gpypbe-o0paboTku u3obpaxke-
aus (FFT) rpanunsr pasmena mexay Cu u Nb (puc. 4) [5] mosBonser yrBep-
kKIaTh, YTO MPOIECC B3aUMHOTO MPOHHUKHOBEHHUS AJIEMEHTOB MPOUCXOIUT Ha
IIIyOMHY HECKOJBKUX MEXKATOMHBIX paccTossHuH. [lo-BUAMMOMY, Takoi BBIBOJ
JIOCTATOYHO JIOTHYEH, TIOCKOJIbKY BpeMsl HaX0XKJIeHHUs o0pasiia B aKTUBHOUN 30HE
nedopMaIi J0CTaTOYHO Majio U cTerneHb aedopmanuu HeBenuka (30%). Ox-
HAKO JIa)K€ TaKMX TOHKHUX CIIOEB OCTAaTOYHO IS CO3AaHUS (PU3NYECKOTO KOH-
TaKTa, TJIC CBSA3H MEXIy Pa3HOPOTHBIMU 3JIEMEHTAMH HACTOJIBKO CHIIBHBI, YTO
WX TPOYHOCTh MPAKTHYECKH HE YCTYIMAeT MPOYHOCTH OJTHOKOMITOHEHTHBIX CBSI-
3eif. JI7st MpoOBEpKH ATOTO YTBEPXkKACHUS HAMH OBLIM MPOBEICHBI NCIBITAHUS Ha
u3ru6 obpasiia ¢ TPEeIMHOM, BBEICHHOU B TNIOCKOCTh KOHTaKTa. B maHHOM ciiyuae
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Puc. 4. CtpykTypa 30HBI KOHTaKTa MEIAb—HHOOUI: ¢ — MPSAMOE pa3pellicHUe TPaHUIIbL; O —
m3obpakenue mmocie FFT

HCIIONIB30BAIM KJIACCHYECKOE IMPEICTABICHUEC W3 TCOPUH MEKKPHUCTAUIMTHOTO
pa3pyIIeHus, COrJaCHO KOTOPOMY MPH HAJTWYMU MPAHMIIBI pa3jiena TPelirHa pac-
IPOCTPAHSCTCS] B HAMIPABJICHUH, TPEOYIOIIEM MUHUMAJBHBIX 3aTpaT AJIsl pa3pbiBa
MEKaTOMHBIX CBsi3eil. Kak BuaHo u3 ¢pakrorpaduyeckoro anammsa (puc. 5),
TpEIMHA, BBEACHHAS B TPaHUIly pasjieia, HEe PaCIpOCTPAHSETCS BIOJb ITOU
IUTOCKOCTH, a MPEANOYUTACT BCKPhIBATh OOJiee Cadblil CTPYKTYPHBIHA 3JeMeHT (B
JTAHHOM CITy4ae — MeJib).

S. steel

Puc. 5. Paspymenne obOpas-
11a C TPEIIUHON B TIJIOCKOCTH
KOHTaKTa MeJb—HHOOHA

A
1111 860 [ 134 pm,

3amava 00 aHaIM3€ pacrpeneieHus HIEMEHTOB Ha IPaHMIlE pasfiea B MOpOII-
KOBBIX JIByXKOMITOHEHTHBIX CHCTEMaxX BO3HHKJIA B CBS3HM C HEOOXOAMMOCTHIO MC-
CJIeIOBATh SBJICHNE AKTHBALMH CILIaBOOOPA30BaHUs B Ipolecce ropsiueit aedop-
Maruu, ooHapyKeHHOe aBTopamu pabot [6,7]. Ha npumepe cucremsr Ni-Mo umu
BIIEpBbIC ObLJIa TIPOJIEMOHCTPUPOBAHA aHOMAIILHO-BBICOKas Auddy3us B moporm-
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KOBBIX KoMmmo3uTax. OOpasibl, COCTOSIIIUE U3 CMECH PA3HOPOAHBIX MOPOIIKOB, B
pe3yJsibTaTe BBICOKOTEMIIEPATYpHOU AedopMariiu 3a 04eHb KOPOTKOE BpeMs Ipe-
BpALAJIUCh B OJAHOPOIHBINA TBEPBII pacTBOD.

B Hammx 3KcriepuMeHTax MCCIe0BATUCH MoporrkoBbie kommo3uTtsl 80Ni—20Mo
u 50Fe-50Cr. Obe mapbl XxapakTepu3yrTCs OJHOCTOPOHHEH nuddy3uei, mpuuem
0osee TYrominaBKMi KOMIIOHEHT MMEET 3HAUUTEIbHO OOJNbLIYI0O JU(PHY3UOHHYIO
HNOJBM)KHOCTb B JIETKOIUIABKOM, YTO OCOOCHHO Ba)XKHO BBUAY UYBCTBUTEIHHOCTH
C/IBUTOBBIX HAMPSDKEHUE K TOMOJIOTHUECKOW (HOPMHPOBAHHOW Ha TeMIIEpaTrypy
IIaBIeHUs) Temrepatrype aedopmarmu. [IOpomKy CMEIIUBaId B CHEHUATBHOM
OapabaHe, TIpeccoBaid, CIIEKaIH TPU HU3KOH TemIieparype, a 3aTeM dKCTPyAupo-
Banu npu temmeparype 1200°C no Gombioii crenenu aedopmanuu e ~ 2 3a Ko-
pOTKOE (I0TM CEKYH/IbI) BPEMSI.

W3 sKCTpyIMpOBaHHBIX NPYTKOB BbIpe3anu oOpasibl TOMIMHON 1 mm u aua-
MeTpoM 3 MM, KOTOpble MEXaHWYECKH YTOHsTM a0 TommuHbl 0.1 mm, 3atem
INPOBOJWIM MOHHOE YTOHEHHE [0 MOSIBICHHUS OTBEPCTHs. DJIEKTPOHHO-MHUKPO-
CKOTIMYECKHE UCCIIETOBAaHHS POBOMIN Ha MUKPOCKOIIE MPSIMOTO Pa3peuieHus C
NPUCTABKOW ISl MPELU3UOHHOTO XMMHUYECKOI0 aHain3a. XHMHUYECKUN aHaIu3
o0acTei, MPUMBIKAIOIIUX K OTBEPCTHIO, TOKA3aJl HATMYNE HEJOPACTBOPUBIIIHXCS
YacTUI] TYTOIUTABKUX 3J€MEHTOB. Mo — B mepBoM cruiaBe u Cr — Bo BTOpoM, a
TaKke TBEpAOro pacteopa — coorBerctBeHHO Mo B Ni u Cr B Fe. CooTHomieHue
3JIEMEHTOB 10 BCEMY HCCIIEI0BAHHOMY CEYEHMIO TBEpPAOIro pacTBOpa ObLIO Mpak-
tudeckd HewsMeHHbIM: 81NI—19Mo — mis nmepBoro ciyuas u 52Fe—48Cr — ms
BTOporo. Takoe pacmpeneneHle 3JIEMEHTOB CBUIETEIbCTBYET O TOM, YTO aTOMBI
TYTOIJIABKOTO AJIEMEHTA «BBIMBIBAIOTCS» TOJ| JIEHCTBHEM WHTEHCHUBHOHN aedop-
MalMy U ¢ OOJIBIION CKOPOCTBIO PAaBHOMEPHO paclpesieNsioTcs B JETKOIIaBKOM
KoMroHeHTe. OUYeBUIHO, YTO CKOPOCTh PACTBOPEHHS TYTOIUIABKOTO 3JEMEHTa
KOHTPOJMPYETCS NMPOLECCaMH, MPOUCXOAAIIMMH Ha IpaHUIIE pa3jiena MexXIy Mo-
POILIMHKAMH, TTOSTOMY Pe3yJIbTaThl MPEIM3NOHHOTO XHMHYECKOTO aHalln3a, Ipo-
BEJICHHOTO BOJIM3U IPaHUI] pa3ziesia KOMIO3MTA, MMO3BOJSIOT YTOYHUTh MEXaHU3M
T Qy3un Tpu CIUTABOOOPa30BaHUH. DKCIIEPUMEHTHI, BHIIOJIHEHHBIE Ha CIIaBax
80Ni-20Mo (puc. 6,1) u Fe-Cr (puc. 6,l1), mokazanu, 4to B 000UX Ciaydasx Ha-
OJrofiaeTcsl pe3Kuil CKav0K M3MECHEHHs KOHIICHTPALUK B O4YeHb y3koil (~ 20 nm)
NpUrpaHUYHON obsacTH. 3a ee mpelenaMu (QUKCUPYIOTCSA, C OJHOW CTOPOHBHI,
NPAKTHYCCKH HEJICTUPOBAHHBIC YACTHUIIBI TYTOIIABKOTO 3eMeHTa (KOHIICHTpAIHS
~ 90%), ¢ npyroit — TBepAbli PacTBOpP, KOHLEHTpPAIMs KOTOPOrO MPAKTHYECKU
cpa3y COOTBETCTBYET COCTaBYy KOMIIO3UTA (32 BBIUETOM BKJIaJIa HEPACTBOPCHHBIX
YaCTHIL).

[TonmyyeHHbIE pe3ysbTaThl TOBOPSAT O TOM, YTO TPaHUIlA pa3fesia MEXIy KOH-
TaKTUPYIOIIMMH 3JI€MEHTaMH UTpaeT BaKHEHIYI0 pojib B MEXaHU3ME CIIaBO0O-
pa3zoBaHus MOJ JEHCTBUEM OOibIIKX Aedopmanuii. ATOMBI pacTBOPSEMOro 3Jie-
MEHTa MOMNAaJal0T B Pa3pbIXJICHHYIO 001acTh Ha TPaHULIE Pa3Jiena, MOAXBAThIBAIOT-
csi BUXpeM (IUCKIMHAIMSIMU WA TypOYJICHTHBIM TIOTOKOM) U TI0 POTAIl[MOHHOMY
MEXaHH3MYy C OTPOMHOIl CKOPOCThIO (HAIIpUMeEp, [0 MEXaHU3MY TYpOyJICHTHOM
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Puc. 6. Ctpykrypa rpanunst paszaena Ni-Mo (1) u Fe-Cr (I1): a — mukpocTpykTypa; 6 —
pacrpeencHre 3JIeMEHTOB BOIM3K TpaHuIlsl pasgena: —o— — Ni, —o— — Mo, —A— — Cr,
—-o——Fe

nuddysun [8]) yHOCSTCS M3 IpUTpaHHYHON 00JIACTH B PaCTBOPUTEIh, OCBOOOK-
Jasi MecTa JUId CIeAylomux atoMoB. [Ipu 3TomM ocoboe 3HaueHue MpUOOpeTaroT
CTPYKTypa I'paHHIIBI pa3jierna, e pa3Mep, TOJIIIMHA U MPOLIECCH, POUCXOISIIHIE B
obnactu rpaHuniel. [1o-BUAMMOMY, pEIIAIONIUM C TOYKH 3PEHHS] CKOPOCTH pac-
TBOPEHHSI YACTHIL SBJSICTCS MPOIECC MEPEMENIEHUs] aTOMOB PacTBOPSIEMOTO dJie-
MEHTa B Pa3pbIXJICHHYIO 00JacTh TpaHUIlBL. JlaHHBIN Mpolecc UAET CO CKOpO-
CTBI0, ompenensieMoi napamerpamMu 1udPy3uu 3TUX aTOMOB U TOJIITUHON caMoOin
TPaHUIIBI.
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Taxum oOpa3oM, IpeAcTaBICHHbIE B pabOTe MpUMeEphl MOKa3bIBAIOT, YTO Mpe-
LIU3MOHHBIE HCCIIEJOBaHMS TpaHUI] pa3jieia C NPUMEHEHHUEM aHAJIUTUYECKOU
IJIEKTPOHHON MMKPOCKOIIMH NO3BOJIIOT HE TOJIBKO MHOTOKPAaTHO IOBBICUTH JIO-
KaJbHOCTh KOJMYECTBECHHOIO aHA/M3a paclpeeeHUs] 2JIEMEHTOB B OKOJIOIrpa-
HUYHBIX 00J1aCTAX, HO ¥ 3HAYUTEIBHO MPOJBUHYTHCS B MOHUMAaHUH MEXaHU3MOB
KOHTaKTO0Opa3zoBaHus U MU (Hy3uu B reTepOKOMIIOHEHTHBIX KOMITO3UTAX.
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M. Danylenko, Yu. Podrezov, V. Schygolev

STUDYING OF INTERFACES IN MULTICOMPONENT MATERIALS
WITH THE USING OF ANALYTICAL ELECTRON MICROSCOPY

The method of analytical electronic microscopy was used for the study of interfaces
between heterogeneous elements. High locality of quantitative X-ray microanalyse is
achieved by the test of thin foils (thickness about 100 nm) and fine electron beam (0.5-15
nm). The transitional area thickness in the layered composite of Cu—Nb was estimated at
2.5 um by standard X-ray microanalysis of bulk sample. Being carried out on analytical
complex JEM-2100F of thin foils, the analysis shows that for a small step between the
analyzed points (5—10 nm), the transitional area is ~ 3-5 nm. HR TEM and method of
FFT of Cu—Nb interface show that the process of mutual penetration of elements takes
place within of a few interplanar spacings. In powder composites of 80Ni-20Mo and
50Fe-50Cr, abnormal high diffusion was detected. Both pairs are characterized by unidi-
rectional diffusion, and more, refractory component has considerably higher diffusive
mobility than low-melt one. The results indicate that the interface between contacting
elements plays a substantial role in the mechanism of alloy formation under the effect of
high deformations. The results presented in paper show that precise studying of interfaces
with the use of analytical electron microscopy allows not only increase in locality of the
quantitative analysis of distribution of elements in near-interface areas but also consider-
able advance in understanding of mechanisms of contact formation and diffusion in het-
erocomponent composites.

Keywords: analytical electron microscopy, area of contact, Cu—Nb, Ni—Mo, Fe—Cr
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Fig. 1. Structure of interphase copper-niobium boundary
Fig. 2. Distributing of elements near—boundary area [5]

Fig. 3. Interphase copper—niobium boundary: a — structure of boundary, 6 — distribution
of elements (—o-) and (—o-)

Fig. 4. Structure of area of copper—niobium contact: a — high resolution of boundary; 6 —
FFT development

Fig. 5. Fracture of sample with a crack in plane of copper—niobium contact

Fig. 6. Structure of interphase boundary of Ni—-Mo (I) and Fe—Cr (I1): a — microstructure;
6 — distribution of elements near-boundary area: -o— — Ni, —o— — Mo, —A— - Cr, —0— — Fe
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