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BBenenue

OnpeneneHne aTOMHOM CTPYKTYpBl YIriaepojHbix HaHOTpyook (YHT)
SIBJISIETCS BAXKHBIM 1IATOM JIJISI TTOCJIEAYIOIIETO U3yYeHUs X (U3NYECKUX CBOWCTB
WIM CO3JaHUSI PA3IMYHBIX MPUKIAIHBIX ycTpoMcTB [1,2]. B 3TOM OTHOIEHUH,
anexkTpoHHas gudpaxkuus (D) w  2JIEKTpOHHAsT MHUKPOCKOMHUS BBICOKOIO
paspemenus (high-resolution electron microscopy, HRTEM) npencrasmistor coboii

OJHH U3 CaMbIX TOYHBIX MCTOJOB CTPYKTYPHOI'O aHAJIN3A.

[lepBble JKCMEPUMEHTHI MO JJICKTPOHHOW JUGPAKIMHA  YTIIEPOIHBIX
HaHOTPYOOK BeIMoNHsIUCh MeTooM SAED (selected area electron diffraction) Ha
MHorocteHHbIXx YHT [3-5], nmyukax [6, 7] u uHAUBHUAYyadbHBIX OAHOCTEHHbIX YHT
[8, 9]. Iloznuee B 1997 r. mosiBwiICcsA Takxke MeToa I/l ¢ HCHOIb30BAaHHEM
KOTEPEHTHOTO IMapajuIeIbHOTO JJICKTPOHHOIO ITy4YKa JUAMETPOM B HECKOJIBKO
HaHOMETpoB  (nano-beam electron diffraction, NBED) [10]. I'nmaBHBIM
npeumyiiecteoM NBED  saBisiioch 3HauuTeNnbHO 0o0Jiee BBICOKOE KaueCTBO
mudpakTorpaMMm. B gacTHOCTH, 3TO OBLJIO MPOAEMOHCTPUPOBAHO NMPU HU3YUYCHUU
BOJIOKOH, cojepskaniux oaHocTteHHble YHT [11]. DiekTpoHHass MUKPOCKOMUS, B
CBOIO oOuepeib, TaKXkKe I[oKa3aia CBOWO J((PEKTUBHOCTL B MCCIEIOBAHUAX
UHIAUBUAYAIbHBIX ~ HaHOCTpyKTyp  [12].  IlapamnenbHo ¢ pa3BUTHEM
HKCIIEPUMEHTAJILHBIX METOJIOB, Pa3padaThIBAIUCh U PA3IUYHBIC KOJIMYECTBEHHBIC

METOJIMKHU MHTEPIPETALMHU ANEKTPOHHBIX Tudpakrorpamm [13].

B nannHoii paGoTe ObLI BBIMOJHEH aHAIU3 CTPYKTYPhl WHIAMBUIYaJIbHBIX
OJIHO- ¥ MHOTOCTEHHBIX YIJIEPOJHBIX HAHOTPYOOK METOJaMU 3JIEKTPOHHOU

MUKPOCKOITMHU BBICOKOTO pa3pemieHus u dnekTponnon audpakuuu (NBED).



JKCIEePUMEHT U Pe3yJIbTAThI:

Cunres YIJIEPOIHBIX HaHOTPYOOK OCYLIECTBIISIICS METO/I0M
KaTAUIUTUYECKOro Mmupoiu3a yriaeojopooB (CCVD) nHanpsiMyro Ha MOAJIONKKAX
JUISL DJIEKTPOHHOM MHUKPOCKOMMHM BBICOKOTO paszpeiieHus (cM. pucyHok 1). B
KayecTBE MCTOYHMKA YIJIEpOJa HCIOJIb30BANUCh 3TaHoI. PocT HaHOTpyOOK
npoucxoaun npu temmeparypax 900-1000 °C u Hanpapisiics TOTOKOM BOJOPOJIa
(30 cM’/mun) u cmecu apron/stanon (30 cm’/mun). B KadecTBe KarammsaTopa
ucnonp3zoBaicst pactBop FeCl; (0.01M). Takoii moaxon cmocoOCTBOBA
rOpu3OHTaNILHOM opueHTaunmu YHT, 49To 3HauuTeNbHO  yHpomano ux

nocjacayromee HaxOoXIACHUC Ha  ITOIJIOXKKE C IIOMOIIBIO SHCKTpOHHOfI

MHUKPOCKOIIUHU (CM. PUCYHOK 10).

Puc. 1. - (a) Ilognoxka as cuHTE3a YraepOIHBIX HAHOTPYOOK (TiepdhopupoBaHHas
MeMOpaHa ¢ HaHECEeHHBIMU HAaHOTPYOKaMU HE BHUJIHA B JaHHOM pasperieHun); (0)
N306paxenue Toi ke caMoil MOAJIOKKH B 0oJiee BHICOKOM pa3pelIeHUH (TEMHBIE
JUHUU  COOTBETCTBYIOT HAHOTpyOkam); (B) DIJEKTPOHHOE U300pakeHue

WHMBUAYaJIbHOW HAHOTPYOKHU, MOJBEIICHHON B OJTHOM U3 OTBEPCTUHN MOJIOKKH.

DNEeKTpOHHBIE HW300paK€HUSI M OIJICKTPOHHBIE JTU(PPAKTOTPAMMBI  OBLIH
NOJTy4eHbl Ha TpaHCMHUCCHOHHOM 3nekTpoHHOM MuKpockorne FEI Titan Cubed Cq

60-300 kV. UtoOsl n30exaTh MOBPEKICHUS HAHOTPYOOK AJIEKTPOHHBIM ITYYKOM,



paboTa mpoBOIMIACH TIPH YyCKopstomeMm HanpspkeHnn 80 kB u mpu KOpPOTKHX

BpeMeHax cbeMku (MeHee 10 cex mist D/1).

Puc. 2. - HRTEM wu3o0paxenus uccienoBaHHBIX B naHHoW pabote YHT:
OJTHOCTEHHBIX YTJIEPOJHBIX HAHOTPYOOK ¢ nquamerpamu (a) d = 2.4 um, (6) d = 5.9
HM, (B) myuka u3 AByx OYHT, d;= 1.8 um, d,=1.9 HM; ABYCTEHHBIX YIIepOIHBIX
HAHOTPYOOK co cpemHumu auameTpamu (T) <d>= 2.2 am u (1) <d>= 6.7 uMm, (e)

TpexcTeHHON HaHOTPYOku ¢ d;= 3.3 uM, d,= 4.0 uMm, d;= 4.7 HM;

B nepByro ouepenp, MBI U3YYMIM CTPYKTYPYy CHHTE3UPOBAHHBIX
YIIEPOJHbIX HAHOTPYOOK METOAOM AJIEKTPOHHOM MHUKPOCKOMHUH BBICOKOTO
paspemenusi. OOHApYKEHO, YTO HCHOJIB3yeMBbId MPOTOKOJ CHHTE3a IO3BOJISIET
pacturb uHauBunyanbHele YHT ¢ paszHbiMm umcinom cnoeB. Tak, Ha puc. 2
npeacrasienbl HRTEM  u300pakeHus  pa3iMyHbIX  THUIOB  YIJIEPOIHBIX
HaHOTPYOOK, HCCJIENIOBAaHHBIX B JaHHOM pabore: cpeaHue U OOJbIINE

OJHOCTeHHBIE yriiepoAaHbie HaHoTpyOoku (OVYHT), cpennue u Oombiiue



nByCTeHHbIE yriepojaHble HaHOTPYOkH ([AYHT), nmyuku OYHT u TpexcreHHble
HaHOTPYOku. B memom, cuHTe3upoBanHeie YHT oTimyarorcs OoibIIuM
pacmpeneneHdeM 1o auamerpy: oT 1.5 g0 7 HM (CM. NMOAMNHUCH K PUCYHKY 2).
BeposiTHO, 3TO BBI3BAaHO pa3HBIM pa3sMEPOM KaTaIUTHYECKUX HaHo4dacTul. boiee
TOTO, DJEKTPOHHBbIE H300pakeHHsl TMoka3biBaoT, 4to YHT ropusoHTanbHO
OPUEHTHUPOBAHbI U UMEIOT BBICOKYIO CTENEHb KPUCTAUNIMYHOCTH. B psae ciyuyaen
HA TIOBEPXHOCTHM HAHOTPYOOK OBbUIO OOHApPY)XEHO HEOOJIBIIOE KOJIMYECTBO

aMmop(¢HOTO yriiepoja.

OCHOBHBIM HEIOCTaTKOM MHKPOCKOIIMH BBICOKOI'O pa3pelICeHUsl SIBISAETCS
BBICOKAsl YYBCTBHUTEJIBHOCTb ONPEICISIEMbIX IapaMETPOB (IMAaMETPOB U T.I.) K
YCIOBUSIM  (POKYCUPOBKM M OpPUEHTAUMU HAHOTPYOKHM IO OTHOIICHHIO K
najaroueMy 3JI€KTPOHHOMY IydKy. [loiaydeHHblE W3 MHMKPOCKONMHM JUaMETpPhbI
YHT xapakrepu3yroTcs HNOrpemHoCThi0 nopsaka 15-20%, 4ro MOXeT JocTUrarb
0.3-0.4 am [14]. B 3TOM OTHOLIEHUH, 3JIEKTPOHHAs Ju(dpakLus 1aeT 00jiee TOUHbIE

OLICHKH.

DOneKTpoHHBIE  AUGPAKTOTPAaMMBI  COJEPKAaT  BCHO  CTPYKTYPHYIO
uHdopmario o HaHOTpyOKkax. B wactHoctn, nuamerpel YHT wmoryT ObITH
YCTaHOBJICHBI W3 aHaliM3a KOJIEOAHWW LEHTPaIbHOW (MM TakKe Ha3blBaeMOU
SKBaTOpHaIbHOW) JMHUU (cM. pucyHok 3a). Ilepuon ee konebGanuii 0OpaTHO
MPOIOPIIMOHAJIEH AraMeTpy HaHOTpyOku [13]. Bo-BTOpbIX, U3Mepss MOJIO0KEHUE
peduexcoB d; (cM. pucyHok 30) OTHOCUTENBHO LEHTPAIbHOWU JTUHUM, Mbl MOXKEM

NOJy4uTh HHPOopMaIuio o xupaiabHbix yriaax 0 YHT no popmyre 1:

¢ = areran %E";} - )= ﬂﬁﬁﬂ{ﬁ%} (1)



a 0

Puc. 3. (a) DxkcniepumeHTanbHas JIEKTPOHHAS JUPPAKTOrpaMMa MHANBUAYATbHON
JBYCTEHHOM yrJIepoIHOM HAaHOTPYOKH U (0) MOJIOKEHUE reKCaroHoB Ha

AJIEKTPOHHOM Au(pakTorpamMme XupanbHoi ogqnocteHHo YHT.

Mbl TIpOBENM DKCIIEPUMEHTHI 10 DJJCKTPOHHOW AMQPPAKIIUN I BCEX
MIPE/ICTABIICHHBIX HA PUCYHKE 2 YIJIEPOJHBIX HAHOTPYOOK W OOHAPYKWIIUA TTOTHOE
corjacue Mexay JaHHBIMHM, I[OJIYy4YaeMbIMH M3 MHUKPOCKOIHUHU BBICOKOTO
paspemienus u O/ (B mpezaenax NOrpemHOCTH U3MepeHuit). B kauecTBe npumepa
MBI TIPOBEJIEM aHAIIN3 CTPYKTYPhl OAHOW U3 ABYCTCHHBIX YTIECPOTHBIX HAHOTPYOOK
(pucynok 2r). Ee nudpaxrorpamma nokaszana Ha pucyHke 3a. U3mepenus nepuoaa
KoJIeOaHWI IEHTPATbHON JIMHUY JIAl0T 3HAYCHUS CpeaHero nuamerpa <d> = 2.1 +
0.20 am 1 MexcnoitHoro pacctosiHus or = 0.37 um (cormacao HRTEM <d>=2.2 +
0.3 um) . lanee, d; umerot cnenytomue 3Hadenus: d; = (23 £1),d, = (181 £ 1) u ds
= (203 + 1) mukceneit; d;” = (67+ 1), d, = (151+ 1) u d; = (219+ 1) mukcenei.
[Toacrasnss ux B popmyny 1, Mbl ofydaem 2 yria XUpajJbHOCTH JUIsl ABYX CIIOEB
0, = 24.1° +£ 0.2°, 6, = 12.5 £ 0.2°. Jlannasgs KoMOUHAIUSI CPEIHETO TUAMETpa U
xupanbHeIX yrioB coorBerctByer JAYHT (13,9)@(24,7). Kaxnapiii ciaoit 3TOM

JIBYCTEHHOW HAHOTPYOKH SIBJISIETCS TTOTYPOBOJHUKOBBIM.

BeIBOALI:



B nannHoit paboTe Mbl U3yYWIN UHAUBUIYATbHBIE YIIEPOIHbIE HAHOTPYOKHU
METOJOM TPAaHCMUCCUOHHOM 3JIEKTPOHHOW MUKPOCKOIIMH BBICOKOI'O pa3pelieHUs U
ANEKTPOHHOM Audpakuuu. BbUI0 yCTaHOBIEHO, YTO METOJ KaTaJIUTUYECKOIO
IIUPOJIU3a YIJIEBOJOPOAOB JAET MPEUMYLIECTBEHHO OJIHOCTEHHBIE U JBYCTCHHBIE
yTIepOIHbIE HAHOTPYOKHU C BBICOKMM YPOBHEM KPUCTAJUIMYHOCTH U C IUAMETPaMU
B auama3zone 1.5 - 7.0 am. Kpome Toro, B mpouecce CMHTE3a Ha MOBEPXHOCTH
HAaHOTPYOOK ocakmaercs HeOOobIoe KoJMuecTBO amopdHoro yrieposaa. Jlamee
ObLJI PacCMOTPEH aHalIW3 CTPYKTYpbl HAHOTPYOOK Ha OCHOBE AJIEKTPOHHOM
mudpakiun. beino mokasano, 9to onpenenseMbie U3 D/ CTpyKTypHBIE TapaMeTphl
MOJIHOCTBIO COOTBETCTBYIOT JAHHBIM DJJIEKTPOHHOM MHMKPOCKOIIMUA BBICOKOIO

paspeuicHusI.
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