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[ns Bu3yanmsaumm CTpyKTypbl, aHaM3a cocTaBa v onpeneneHms CBOWCTB MaTepmnasioB B COBpeMeH-
HbIX NCCNeaoBaTelbCKMX LEHTPAX MPUMEHAKT C/ZTIOXKHbIE KOM6I/IHI/IDOBaHHbIe peweHnda Ha 6ase aHa-

JINTNYECKOW 31eKTPOHHOM MUKpockonmn. Co4YeTaHne pacTpOBOW M NMPOCBeYMBAtOLLEN SNEeKTPOHHOM
MUKPOCKOMUW BKYeE C LUMPOKWM CNeKTPOM A0MONHUTENIbHOr0 060pyA0BaHWS MO3BONSET KapAnUHa b+
HO pacLIMpUTL 061aCTM aHaIM3a M MPOBOANTL HE3ABUCKMbIE NCCef0BaHMS 6e3 HeobxoaMMOCTH No-
NCKa yaAaNeHHbIX pelleHnn. MepenoBble pa3paboTkm B 3TOW 061aCTV paCCMOTPEHbI B AAHHOW CTATbe.

BBEJEHUE

DNeKTPOHHbIE MWKPOCKOMbI MOMYYUIU LIMPOKOE pacnpo-
CTpaHeHwue elle B MepBOM NOJIOBMHE XX BeKa, KOraa pacTpo-
Bble (POM) 1 NpocBeYMBalOLLME INEKTPOHHbIE MUKPOCKONMbI
(M3M) 6bInM AOBONBHO MPUMWUTUBHLI, HO YyXe Torga Cay-
KU MPOABUHYTLIM CPEACTBOM AJ15 UCC/Ie0BAHNSA NPOCTbIX
06pasuoBs (MeTannorpaduyeckme Wb, MOPOLIKN, TOHKME
donbrn). 3To focTuranoch 6narofaps YHUKanbHbIM CBON-
CTBaM 3/1eKTPOHHOro ny4yka. OH NO3BOJISN BU3yasIN3MpOBaTh
0COBEHHOCTWN CTPYKTYpPbl UCCNeAyeMbIX MaTepmanos C 60/b-
LIer paspeLuaroLer CnocobHOCTbIO, YeM CBETOBAS MUKPOCKO-
nua (annHa BoSHbI 31eKTpoHa, npu 200 k3B nopaaka 0,027 A,

O6paTHO Magatowni
OTpaxeHHble ny4oK BTOpuYyHbIE
3N1IeKTPOHDI I1eKTPOHbI
XapakTepuueckoe
O>Ke-3N1eKTpOHbI PEHTreHOBCKOe

\ / reRe

/

Obpasel,

Ynpyro paccesiHoble
3N1eKTPOHbI

Heynpyro paccesiHble
B 371eKTPOHbI
[Mpoweawmnn
ny4oK

Pwuc.1. lNone3Hbie cuzHanel, 2eHepupyemple 3NeKMpOHHbIM Nyy-
KoM npu 83aumodelicmauu ¢ 06pasuom [1]
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YTO 3HAYMTENIbHO MEHbLLE MEXATOMHOr0 pacCcToAHMA). Dnek-
TPOHHbIV MYyYOK NpY B3aMMOLENCTBUN C KPUCTAIIMYECKOMN
pelleTkon obpasua reHeprpoBan Lesbii CNeKTp MOAe3HbIX
CUrHANOB (XapakTepUCTUYeCKoe PeHTreHOBCKOe M3/yyYeHue,
yMNpyroe n Heyrnpyroe pacceMBaHue, BTOPUYHbIE 3/1EKTPOHDI,
06paTHOOTpaXKeHHbIe 31EKTPOHbI, Audpakums, u ap.) [1].

Pa3BuTME NPMBOPOCTPOUTENLHON MPOMbILIEHHOCTM
[ano TOMYOK B CO34AHUU BbICOKOYYBCTBUTENbHbLIX AETEKTO-
POB M aHANM3aTOPOB, CMOCOBHbLIX CYUTBLIBATL 3TW CUTHAbI
N MUCNONb30BaTb UX As NOAyYeHUss nHGopMaumm o CTpyK-
TYpPHO-(}A30BOM COCTOSAHWM MaTepuana, ero CoCcTaBe U Kpu-
CTaNNNYeCKOM CTPYKType das, a Takke UcCnefoBaTh XMMMYe-
cKoe cocTosHme (puc.).

bonee NoApo6bHO 061aCcTU NpUMEHeHNS NOA0BHLIX AeTeK-
TOPOB C y4eTOM CrneundrKaLmm 31eKTPOHHbLIX MUKPOCKOMOB
npuBefeHbl B Tabn.l.

M3 Tabn.1BMAHO, YTO, HECMOTPS HAa 0BUIME BO3MOXHOCTEN
aHanM3a CMUrHanaoB, MOJly4aeMbiX MNpU 0BAYYEHUN 31eKTPOo-
Hamu obpasua, 06bLeANHUTL BCE 3TU JOCTOMHCTBA B O4HOM
npubope He yaaeTcs BBMAY TOro, 4TO UX GOpMUPOBaAHME CBS-
3aHO C YC/IOBUSIMW B3aMMOLENCTBUSI HA OTPaXKeHWe UAn Npu
NPOXOXAEHWM 31eKTPOHAMM 06pa3Lia HACKBO3b.

B peanusix COBpeMEHHOW Hayku 3TO co3paeT Heobxoau-
MOCTb OCHaLWeHMs NabopaTopuin cpasy HECKONbKUMU Mpu-
6opamu C Lesblo CO34aHNA MHCTPYMEHTANbHOM N1aTdhOopMbl,
NO3BOISIOLLEN OCYLLECTBAATL CKBO3HblEe UCCNeA0BaHMS 06b-
€KTOB B LUMPOKOM AManasoHe MacluTabnupoBaHms BU3yanm3n-
pyeMbix 06bEeKTOB.

Apknum npumepomMm 3bHEKTUBHOCTM TAKOro peLleHus
Ha TeppuUTOpUM POCCUM ABNSIETCA UCCNEA0BATENLCKUN LLEHTP
CKOJIKOBCKOTO MHCTUTYTA HayKM U TEXHOMOMMIA. VIHTerpupo-
BaHHbIE pelleHns Ha 6aze JIMHENKW 31eKTPOHHbIX MUKPO-
ckonoB Thermo Fisher Scientific (paHee nssecTHon kak FEI),
06beaMHeHHbIX B popmMaTe BbICOKOTEXHOJIOTMYHOrO LleH-

26 / NABOPATOPUS U MPOU3BOACTBO / N25/2021(19)

www.labpro-media.ru



METO/ibl, TEXHONOT MW, NUHCTPYMEHTDI

Tabn.l. [lemekmopbl 0As AHAAU3A NOAE3HbIX CU2ZHAAOB, 2eHepUPYeMbIX IAeKMPOHHbLIM Ny4KOM npu 83aumodelicmeuu ¢ 06pasuom
U 06Aacmu ux npumMeHeHUs ¢ y4emom cneludurauuu Mukpockonos

CurHan

BTOPMYHbIE 3/1eKTPOHbI
(SE, secondary electrons)

O6paTHO paccesiHHble
31eKTpoHbI (BSE, back-
scattered electrons)

XapakTepucTuyeckoe
PEHTreHOBCKOE 13/y4eHue

O>Ke-31eKTPOHbI

YNpyro paccesiHHble
3N1eKTPOHbI

Heynpyro paccesHHble
3/1EKTPOHbI

XapakTepucTuKM ykasaHbl 4na nHenkn obopynosaHuns Thermo Fisher Scientific.

Ucnonb3yembivt geTtekTop/MeTop,

[leTekTop BTOPUYHbIX 3/1EKTPOHOB
(SED), akcmasnbHbin SE -neTekTop
(TLD-SE, T1, ICD), SE-neTexkTOp
SBepxapTa-TopHau (ETD),
HMU3KOBaKYYMHbI SE-AeTeKTOop
(LVD), SE-meTeKkTOp B ra3oBow cpefie
(GSED), KaTOA0/IIOMUHECLLEHTHbIN
netektop (RGB-CLD)

AKCHANbHbLIV AeTeKTop 06paTHO
paccesHHbIX 31eKTpOoHOB (TLD-

BSE, T2, ICD), BbICOKOKOHTPACTHbI
HanpaB/IeHHbIA TBEPAOTENbHbIN
BSE-peTekTop (DBS, BSED),
BCTPOEHHbIN B INH3Y
AHANIUTUYECKMIA AeTEKTOP B Fa30BOW
cpepne (DBS/GAD), aatumk ans
paboTbl B NPOCBEYMBAIOLLEM

pexxvmMe POM (STEM 1 WetSTEM),
CMCTEMA aHaNM3a KapTUH AndpakLmm

OTPaXKeHHbIX 3/IeKTPOHOB (EBSD)

PEHTreHOBCKUN
3HEepProAMCrnepCnoHHbIA AeTEKTOP
(EDS),

PEHTreHOBCKMUIA
BO/IHOAMCMEPCUOHHbIA A TEKTOP
(WDS)

Oxke-cnekTpockonus (AES)

Lindposas M3Ckamepa (CCD),
onTUYecKne n3obpaxeHuns

Ha tOMUHOGMOPHOM 3KpaHe,
NMpOCBEYMBAIOLLMIA PEXXUM PIOM,
BK/1H04A A KO/bLIEBOM TEMHOMO/IbHbIN
(ADF) 1 BbICOKOYrObHbLIN ADF
(HAADF) pexxumbl STEM

CnexkTpockonusa
XapakTepUCTUYECKUX MOTEPD
3Heprum anekTpoHamm (EELS)

O6a1acTb NpUMeHeHuUs

Tonorpadpuyecknin KOHTpacT

1 MOpbONOrMyeckni aHanns

C paspelleHnem 8o 0,6 HM* B pexxmme
BbICOKOro Bakyyma (Highvac). In

Situ 3KCNepuMeHTbI 1 BM3yanm3aums

B YCNOBMAX HU3KOro BakyyMa (Low\Vac)

1 eCTeCTBEHHOM cpeabl (ESEM)
C paspelleHmem Ao 1,3 HM*

®a3oBbIn KOHTPACT N aHa/InN3

BKJ/IIOYEHUI C pa3peLleHrem 8o 0,6 HM

B pexxnume HighVac Ha moBepxHOCTH
1 B TOHKMX ponbrax. Busyanmsaums
BKJTIOYEHUM B XKUAKOCTAX

1 B YCJIOBUSIX MHEPTHbIX Cpef,

C paspelleHnem Ao 2,5 HM*. AHanus
KpucTannorpapuyeckmx TeKCTyp no
Knky4mn-nnHmnsam

DNEeMEHTHbIV aHann3 no
NpenMYyLLECTBEHHO TSHKENbIM
3/leMeHTam, oT B o U. Jlatepa/ibHoe
paspetueHue oT 1 MKM (PIM) 1 0,1 Hm
(MaM)

DNEMEHTHbIN aHaM3 Nerkmx
3/1eMEHTOB Ha MOBEPXHOCTMH, OT Li.
JlaTtepasibHoe pa3pelueHue 40 10 HM

Bu3yanunsaums nedextos

N BK/TOYEHUI TOHKUX HObI
(cBeTnoe v TeMHoe nosie),
KpucTannorpaduyeckmin aHaams
(SAED, CBED, LACBED) o6n1acTtu oT

1HM, NpssIMOe aTOMapHOe pas3peLleHune

pewetok (HRTEM) c paspelieHmem Ao
0,06 HM (C KOppeKLuen), monyYeHne
n306paxkeHni B ¢a3oBOM KOHTpacTe
(STEM), lopeHL,eBa MUKPOCKOMNSA

BbICOKOpa?:DELIJaPOLLI,I/IIz aHa/In3 nerknx

aneMeHTOB (0T Li), onpeneneHuve
XUMWYECKOro COCTOSIHUS BeLLLecTBa

Tun
npu6opa

PoM

P5M

PoM
nrsm

PSM

Nnam

Mnam
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Holi muxpockonuu TFS (Thermo Fisher Scientific) Ha 6a3e LieH-
mpa KOAAeKMUBHO20 NOAb308aHUS "Bu3yaausauusi 8bICOKO20
pazpewerus” CKOAKOBCKO20 UHCMUMYMa HAyKu U mMexHoAo2UU:
a - npoceeyusarouiull 3eKmpoHHbIl Mukpockon Titan Themis Z,
6 — pacmposblll 31eKmpoHHbIL MuKkpockon Helios G4 Plasma FIB
Uxe, 8 -pacmposblii 3AeKmpoHHbIL Mukpockon Quattro S [2]

Tpa KONNEKTUBHOIO MOJb30BaHWUS, MPeACTaBaAsoT coboun
WHCTPYMEHT C BO3MOXHOCTbLIO MPOBEAEHNS aHanuTude-
CKMX nccnefoBaHui B 061actu GU3mMkmM, xummnm, 6rnonormm
N MUKPO3EKTPOHUKIN M0G0 CNOXKHOCTM (CM. prC.2).

MoTeHuMan ncnoab3oBaHMs 060pya0BaHNUS B LAHHOM
c/ly4ae OrpoMeH U CUbHO 3aBUCUT OT OCHALLEHUS KaX-
[Oro OTAeNbHO B3sSTOro npmubopa. MoaTtomy pasbupaTtb
[leTasbHO BCe BO3MOXHbIE BAPWMAHTbl U3YyYeHUs reHepu-
pyeMblX CUFHAaNOB W BU3yanm3aumn He nNpencTaBaseTcs
BO3MOXHbIM B dopmaTe cTatbu. Kpome TOro, MHorue
CTaHAapTHbIE peLleHMs XOPOLO N3BECTHbI COBPEMEHHOMY
nccnepoBaTtento. B ctaTbe 0CHOBHOe BHMMaHue byaeT yae-
JIEHO MHHOBALMOHHLIM MeTOAMKAM, AOCTYMHbIM 6naro-
[aps pasBUTUIO OCHALLEHNS COBPEMEHHbIX 3/IeKTPOHHbIX
MUKPOCKOMOB N MX COBMECTHOMY NMPUMEHEHMIO B paMKax
eAVHON WCCNefoBaTeNbCKOM CUCTEMDbI, YTO MO3BOASET
B 3HAYMTENIbHOW CTEeNeHW MOBbICUTb KAYeCTBO U KOJMYe-
CTBO nosiy4aemMon oT obpasua MHGOpMaLUK U BbLIBECTU
Ha HOBbIV YPOBEHb BO3MOXHOCTM NPO60ONOATrOTOBKM.

BO3MO>XHOCTH ITPUMEHEHMU S
COBPEMEHHBIX POM

B coBpeMeHHbIX 1abopaTopuaX pacTpOBble 3NEKTPOHHbLIE
MUKPOCKOMbI, KaK MPaBW/aI0, NCNOAb3YIOTCA ANS BU3yanm3a-
LMK NpOCTbiXx 06pa3LoB B BUAE MOPOLIKOBLIX Mpob, meTan-

. 100 KM
¢ —

Puc.3. Pacmposdsi 3nekmpoHHAsi MUKpPOCKONUSl 6 YCA0BUSIX
uckyccmeeHHo co3daHHoli cpedwl (Environment Scanning Electron
Microscopy — ESEM): a - eu3yaauzauus 3apoxdeHus U pocma
00UHOYHOU MUKPOKANAU HA NO8epxXHOCMU NOOAOXKKU 80 8mo-
PUYHbIX 3AEKMPOHAX, NOMeU,eHHOU 8 ycAosust MpoLHOU mMovKu
pocbl (demekmop ETD, npubop FEI Quanta 200), 6 - cmuzma-
mu4eckasl mKaHb mabaka 60 8MOPUYHbIX IAEKMPOHAX 8 YCA0-
8USIX 8AMKHOU Cpedbl 8 HU3KOM 8akyyme (2a30ebili demekmop
GSED, npu6op FEI Quanta 600), 8 - cmuzmamuyeckas mkaHb
mabaka 8 0bpamHo paccesiHHbIX 3AEKMpPOHAX 8 YCAOBUSIX HU3-
K020 8akyyma (demexmop BSED, npu6op FEI Quanta 600) [3, 4],
2-4acmuubl C UHKANCYAUPOBAHHbIM AeKAPCMBeHHbIM Cpedcmaeom
(0emexmop BF-STEM, npu6op FEI Quanta 200) [5]

norpadunyeckux Wandos UM CKONOB, MOJIYYEHHbIX, Hanpu-
Mep, B XOAe UCMbITAHUN. Takmne Npnbopbl 06bIYHO OCHALLEHbI
MUHVMaNbHbLIM HABOPOM AeTeKTOpOoB A4/19 aHam3a Tonorpa-
dnKn, $a3oBoro KOHTpacTa, a TakxXe 3/1eMeHTHOro coctasa
M Oa0T BO3MOXHOCTb MPOBOAUTL MCCAeA0BaHUSA C pas-
pelwleHnemM B rpegenax HeCKO/JIbKMX HAaHOMETPOB TO/bKO
[N NOBEPXHOCTN 06pasLLoB.

MNHGOpPMATUBHOCTb  MCCNEAOBAHMNA  CYLLeCTBEHHO
NMOBbICMIO KOMMIEKTOBAHME MUKPOCKOMOB AeTeKTopamu
EBSD (cm. Tabn.l) ans aHanmsa Kpuctannorpaduyeckmx
TEKCTYp MyTeM CbeMKM KAPTWUH NMHUN KnKkyyn w nocne-
[LVIOLWLEN PEKOHCTPYKUMK CcTepeorpadmnyeckmx NpoekLmi.
DTOT MeTof Halesn CBOe NMPUMEHEeHVe raBHbIM 06pa3om
B MeTajyprum [ONd aHanmsa npoueccos gedpopmaumm
N GOPMUPOBAHUS TEKCTYP B MeTasax u crniabax.

B 3HauMTeNbHOW CTeneHn BO3MOXHOCTM NpMbopoB pac-
LWNPUANCL 3@ CHET BHeAPEeHNSA HOBbIX AeTEKTOPOB 1 BaKy-
YMHbLIX CMCTEM YCOBEpPLUEHCTBOBAHHOW KOHCTPYKLMH,
a TakXe CTONMMKOB C OXNaXAeHWeM/HarpeBoM. D/1IeKTPOH-
Hble KOJIOHHbI COBpeMeHHbIXx POM no3sondioT pasmellathb
[eTeKTOpbl BTOPUYHbLIX M 06PATHO OTPAXXEHHbIX 3/1eKTPO-
HOB HemnocpeaCcTBEHHO BHYTPU KOJIOHHbI WU JINH3bI, YTO
no3posiseT paboTaTb B YCNOBUSX, AANEKUX OT BbICOKOrO
Bakyyma, BHYTpWM Kamepbl npubopa 6e3 cyliecTBeHHbIX
noTepb B paspellatoLiern cnocobHocTn. CoBpeMeHHble POM
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OAMHAKOBO YCMEeLWHOo NpUMEeHSOTCS ANns paboTbl C TBep-
ObIMU U XUAKMMU 06pa3uamMn B YCAOBUSIX UCKYCCTBEHHO
cosfaHHom cpeabl (puc.3).

[TpOpPbLIBHLIM TO/MYKOM B pa3BMTUM noTeHuwuana PoM
CTano BHeApeHWe [ABYNYy4YeBbIX CUCTEM, OCHALLEHHDbIX,
NMOMMMO KOMIOHHbI C 31IEKTPOHHbLIM MYYKOM A5 NONyYeHUs
nHpopmaLumm o CTpyKType mMaTepwana, AOMOSHUTENbHOM
KOJIOHHOM HOKYCMPOBaHHOIO MOHHOro ny4yka (FIB), pacno-
NIOXKEHHOW nof yrnom. Takow npubop yXe npeactaenser
C0b0N MHOTFODYHKUMOHAbHbLIN NAabOpaTOPHbIN KOMMIEKC,
CnocobHbLIM obpabaTbiBaTb 06pasubl MOHHLIM MYYKOM
ON8 NONMPOBKM MOBEPXHOCTM M MPUTOTOBJIEHUS nonepey-
HbIX ceyeHur. OH MOXEeT NMPUMEHNTLCA ANs Npobonoaro-
TOBKW TOHKMX MN3M-06pa3LoB CO CIOXKHOW MUKPO- U HAHO-
reTeporeHHoOM CTPYKTYPOW, KOTOpas paspyllaeTcs npu
MCM0Mb30BaAHMN KNACCUYECKOM NpOoHONOAroTOBKM, a TaKXKe
B paboTe C XMMMYeCKM HeyCcTOMYMBbLIMW 06pasLamu, KoTo-

[ycToTbI

Moanoxka

METO/bl, TEXHOJIOTNX, UHCTPYMEHTDI

PFIB Kpocc-cekumns

NESIZ

|
| EE—

Puc.4. MicnonbzosaHue PFIB 8 uszomosneHuu Kpocc-cekyutl 0Asl HAAU3d NAsiHbIX KOHMAKMO8 8 3aME0PHbIX YUNax: a — Kpocc-cexyust
KpemHLeg020 cA0s Ha 2ny6uHy 6oaee 1 MM, 6 — nasiHbil KoHmMakm (solder) npu 6onbliem ygeaudeHuu. Mpu6op FEI Vion™ Plasma [6]

pble TPebylT MCKAYEHNS KOHTaKTa C OKpy>Katollen cpe-
[on BO m3bexxaHne okucaeHUs. Takme KOMMIEeKChbl MOryT
OblTb OCHALLEHbl AOMOJAHUTENbHO Fa30BbLIMU NUHXEKLMOH-
HbiMK cnctemamm (GIS). DTo No3BOASET He TONbKO BbITpPaB-
nmBaTb MaTtepman obpasuya no 3afaHHOMY WabnoHy, HO
M HanbiNATL NPOBOASALME U U3ONSALNOHHbIE MaTepuanb
Ha ero NoBepxHOCTU. TakoW NOAXO4 NMPUMEHSIETCS B HAHO-
nutorpaduun, npm paszpaboTke apxMTeEKTYp KOMMOHEHTOB
COBPEMEHHOWN MUKPO- U HAHO3/1IEKTPOHUKMU.

Ons 06ny4eHUss B MOHHbIX MyLWIKAX 4acTO MCNOAb3y-
IOTCA UCTOYHUKM Ha OCHOBe MOHOB Ga+. B nocnegHue
HEeCKOJIbKO AeCATUNEeTUN UX NPUMeHeHMe H6bi10 B OCHOB-
HOM 6e3anbTepHaTUBHLIM U YA0BIETBOPSANO TpebOBaAHUAM
KayecTBa MPOBOAMMbBIX MUCCefoBaHMM. OAHAKO C pas-
BUTMEM OTpaC/IM HaHOMaTepuanoB 0BHApYXWOCb, 4TO
MOHbI Ga+ CNOCOBHbLI MPUBOAUTL K MOBPEXAEHUIO LEeNoCT-
HOCTU TOHKMX CTPYKTyp 06pasuLoB, a TakXe BCTynaTb

Moanoxka

Pnc.5. Busyanusayus uHmepmemanAuoHblX 8KAKHYEHUL HA 2paHuLe NoKpbimue-cybcmpam: a — yeeaudeHHoe usobpaxceHue PFIB kpocc-
cekuuu (2nybuHoli 60aee 250 MKM) NPOBOAOYHO20 KOHMAKMA, YemKo pasaudaromcs dea cAost uHmepmemanaudos (IMC1 u IMC2), 6 - aHano-
2UYHbIl 06pa3el, U320MoeAeHHbIL MexaHu4eckum cnocobom, 8udeH MoAbko 0AUH cAol, nycmomsl 3amepmbi. [pu6op FEI Vion™ Plasma [6]
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Puc.6. MNpuzomosneHue MukpoobpasL,oe 0ast ucnbimauil 8 POM: a — 8ud 06pasL,o8 80 8MopuU4HbIX 3AeKMPOHAX, NOAYYEHHbIX pe3Kol No
mexHonozuu PFIB u3 naockoli 3a20mosku moawuHoli 100-150 mkm, 6 - Kpugble 3a8UcuMocmu Hanpsikerust medenust (o,, MPa) om cme-
neHu naacmuyeckol depopmauuu (g,, %) d8yx NpuzomosAeHHbIX 06paA3L08 8 cpasHeHUU ¢ MaccusHbim cmandapmom (bulk standard).
3amemHo CHUKeHUe Ypoa8HS HanpsixkeHUl das o6aacmu ynpyzonaacmuyeckozo nepexoda. Mpu6op FEI Helios G3 PFIB DualBeam ™ [7]

B peaKkumuio C HeKOTOPbIMM 3JIEMEHTaMM B COCTaBe pelue-
ToKk obpabaTtbiBaeMbix MaTepranos. PewnTb 3Ty npobnemy
M CYLeCTBEHHO MOBLICUTbL XapakTepucTukm FIB cnctem
yAanocb C BHeApeHWeM MNNa3MeHHbIX MOHHbLIX UCTOYHU-
koB (PFIB), KoTopble paboTaloT Mo NPUHLUMNY MONYyYeHUs
MOHOB M3 N/a3Mbl MHEPTHbIX Fa30B, HaNpuMep Xe uau Ar.
bnarogaps CBOeW MHEPTHOCTU MOHbI Xe+/Ar+ He BCTynatoT
B peakLunto Cc aToMamu B 06bemMe, a 3a CHeT BbICOKMX TOKOB
amuccnm PFIB no3BonsoT paboTtaTbh Ha HeAOCTUXMMOM
ANA cTaHAapTHbIX FIB cuctem MmacwTabe (Kpocc-cekumm
pasmepom 6osee 1 MMm).

Ewe ogHUM NpenmyLLecTBOM MNaa3Mbl IBASETCS OTCYT-
CTBME MEXaHWYecKoro nepeHoca martepuana, npucyLLero
wnandoBKe-NOAMPOBKE MPU MU3FOTOBAEHUM MOMEpPeYHbIX
wandos 06pasLoB, B COCTABE KOTOPbIX €CTb TOHKOCTEH-
Hble BKJIIOYEHUS UAN MHOTOCIOMHbIE KOMMOHEHTbI. MMpu-
Mep Ha puc.5 nokasbiBaeT BO3MOXHOCTb M3rOTOBEHUS
60/bLINX CeYEHUIN C HAHOPA3MepPHbIMU C0SIMU MHTEpMe-
TaNNNAHbLIX BKJHOYEHUN, NeXaLMX HA 3HAYNTENbHbLIX Y-
6MHax, KOTOpble He MOryT 6bITb paspewnmbl B POM npu
MeXaHM4yeckor NpobonoaroToBKe.

CoBpeMeHHble POM TakXe oCHaWawTCa B KayecTse
[OMONHUTENbHOW ONUMU UCMbITATeIbHBIMW CTONNKAMMU
M CNOCOGHbLI MPOBOAUTL MeXaHU4eckue MCNbITaHUS TOH-
kmnx (MeHee 1 MM) 06pa3L0B C Harpy3kon B HECKO/bKO
rpaMMOB M OYeHb BbICOKOW YYBCTBUTENbHOCTbLIO K Harpy-
XeHUH0. Takme CTONUKK ABASKTCS OT/IMYHLIM pelleHnemM
0N UCCnefoBaHMs NPOLLEeCCOB pa3BUTUA MUKpOMNaacTuye-
ckoun fedopmManmm 1 paspylleHs MaTepmanosB Ha MUKPO-
YPOBHE C NapannenbHom Bu3yanmsaumen. Of4HaKo Kak npo-
BECTW NOA06HbIE NCMbITAHUS A1 KOMMEPYEeCKUX U3LeNNN,
HanpumMmep KaTaHoOro AMCTa 13 CTanbHOro cnnaea? CambiM

pacnpocTpaHeHHbLIM CMOCOBOM M3roToBAEHMS 06pasLoB
0N UCNbITAaHWUM MO Harpy3Kom sBasieTca TokapHas obpa-
60TKa MM 3NeKTPO3PO3MOHHAA peska. MNociefHsas NO3BO-
nseT cobncT TOYHOCTb B MacwTabe 100-150 MKM, HO
M3-3a BbICOKOTO COOTHOLWEHNSA 06bema 3aroTOBKM W MJ10-
Waam ncnoitTatesbHOM 6asbl LLEPOXOBATOCTbL MOBEPXHOCTH
ocTaeTCcs AOCTATOMHOM ANS 3apOXAeHUs TpelwmrH B xoae
NCNbITAHUW, YTO Bbi3biIBAET HEOOXOAMMOCTL YBEINYEeHUS
pasMmepa McnbiTaTebHOW AeTanan Uan ee NoAMpoBkn. PFIB
NO3BONSET M3rOTOBUTbL MWKPOO6pasubl C HaMBbLICWIUM
YPOBHEM TOYHOCTW U MUHMMAJIbHOW LIEPOXOBATOCTbIO
(pwnc.6). Mpwn 3TOM MO 3aBepLIEHUN UCTbITAHUA B KaMepe
B YCJIOBMSAX BbICOKOrO BaKyyma BCerfja ocTaetcs BO3MOX-
HOCTb AajsbHenwen NpobONOArOTOBKM MYy4YKOM B 30HAX
C pasHom cTeneHbio gedopmaunm 1 NocaefyoWmnm U3ro-
TOBNEHMeM Kpocc-cekumn m MIM-06pa3uoe B 061acTu
paspylleHus uaun Baanu ot Hee.

CToNMKn MHOrmx POM 4BNAOTCS MHOrokoopamHaTt-
HbIMW 1 CMNOCOBHbLI MPON3BOANTL NepeMeLleHne 1 HaKIO0H
06pasuoB C BLICOKOW TOYHOCTbLIO, YTO MO3BOJIIET NMPOBO-
AVUTb Npo6oMoAroTOBKY B pas/IMYHbLIX MJIOCKOCTAX, a Npo-
OBUHYTas cucTema ynpasBieHUs MyYKOM 31eKTPOHHOMN
N MOHHOW KOJIOHHbI aeT BO3MOXXHOCTb MPOBOAUTbL TPYAO-
eMKue onepaunm B aBTOMaTUYeCKOM pexxnme.

K Takmm onepauuMsmM MOXHO OTHeCTW uccieposa-
HMS NO TEXHONOTMW MOCAONHOro aHaamsa u obbemMHon
pekoHcTpykumn (Auto Slice@View FEI) v npuroToB/e-
Hu1s M3M-o6pasuos (AutoTEM FEI). ABToMaTu3aumsa ocy-
LlecTBaAeTCA B MepemMeleHnn Kak Mnyykos, Tak U CTO-
nnKa ¢ obpasuom. HaknoH 1 nepemMelleHne HeobxoanMbl,
4YTO6bI PA3MeCTUTb UCCAeAYEMYIO MOBEPXHOCTb MO ONTU-
Ma/ibHbIM YI/IOM K UCMOb3YEMOMY LEeTeKTOpY Moc/ie Kax-
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OTKNOHeHwue ocen

O6pasel “-"“-g.
“Jocwz
16° npegmeTHoro
cTonuka

Puc.7. Cxema EBSD 3D-aHanu3a: a - 83aumMHOe pacnoAoXKeHue 31eKmpoHHOU U UOHHOU KOAOHH, a makxke EBSD-demexmopa npu kap-
MUuposaHuu NosepxHocmu, KoAOHHa PFIB HeakmueHa, 6 — pacnonokeHue 06pasua npu peske 0As yoaneHus N08epXHOCMHO20 A0S Ha
Kkapmupyemot nogepxHocmu. Obpa3seu passopadyusaemcs Ha 180°, EBSD-0emekmop HedkmueeH, 8 — CXeMamu4yHoe U306pakeHue mpa-

/OCbZ
npeamMeTHoOro

cTonnka

OcbZ
npeaMeTHOro
cTonmka

16°

ekmopull noAema UoHO8 Npu NoKa4u8aHuu 06pasua 8o 8pems pe3ku [8]

[0ro cpesa TOHKOro caoa obpasua. PacCcMoTpuM B Kade-
cTBe NpuMepa EBSD-aHanm3, 0 KOTOPOM 6bI/1I0 YNOMSHYTO
paHee. bnarogapsi cmcteMe BCTPOEHHbIX FOHMOMETPOB
M OoCHaweHwuto PFIB uccnenosaTtenn noay4aroT YHUKASb-
HYO BO3MOXHOCTb CO3[aBaTb TPeXMepHble PEeKOHCTPYK-
LMW KPUCTANMYECKOW CTPYKTYpbl ob6pasya. OTo gocTura-
eTCs 3a CYeT NooYepefHOro KapTUPOBAHUS NMOBEPXHOCTU
obpa3ua nocne yganeHuss MOHHLIM My4YKOM C0S 3a4aH-
HOW TONWMHLI. CxemMaTnyeckn npoueaypa oTobpaxkeHa
Ha puC.7, a NpUMepbl pe3ynbTaToB — Ha puc.8. CTOUT OTMe-
TUTb KOMOCCANbHOE NMPEeNMYLLECTBO B NUCC/IefyeMbIX 06b-
emax PFIB B CpaBHEHWM CO CTAHAAPTHbLIM pelleHnem
Ha 6a3e FIB (pnc.8a). KayecTBO NOBEPXHOCTM MOMEPEUHbIX
ceyeHUM TakxKe He ycTynaet Ga+ MCToYHMKAM baarogaps
NpMMEHSeMON MeToAMKe MoKavymBaHMa obpasua BAOb

HOPMasbHOM OTHOCUTENIbHO NIOCKOCTM Pe3KM OCK Ha yron
+5° 37O co3paeT yc/10BUS, B KOTOPbLIX MOHbLI NagaroT noj
OCTPbIM YI/TOM Ha MOBEPXHOCTbL 06pasua noj nepemMeHHoON
A3UMyTabHON OPUEHTUPOBKOM, YTO MUCKAOYaeT 0bpaso-
BaHWe 60po3a n obecneymBaeT BbICOKOE KA4yeCTBO MOAM-
poBku (puc.7s).

Tak Kak AaHHble dopmMupyoTCca B Buae Habopa ABY-
MEPHbLIX CHUMKOB NMBO KapT pa3opuUeHTUPOBOK 3epeH,
Kak B cay4dae ¢ 3D EBSD, cHsTbIX nOCaeA0BaTesIbHO C0M
33 CJloemM, TO HenocpeacTBeHHO 3D-BM3yanmsaumsa oCcTu-
raetcsa 3a cyeT umdpoBom 06paboTKM MaccMBa AAHHLIX.
Ob6beMHble MOLenu CTpOSTCS B CneumannsnposaHHom Mo,
TakoM Kak Avizo (puc.9). Co3gaHHas umdpoBas MoAeNb
obpa3sua sSBASETCS WMHTEPaKTUMBHbLIM LUMOPOBLIM 0b6beK-
TOM, M3 KOTOPOrO MOXHO M3Bae4Yb Ntoboe 3agaHHOe BUP-

.

(0001)

(2110)

Puc.8. MNpumep nony4aembix 0aHHbIX memodom EBSD 3D-aHanu3a: a — HazAsi0Hoe CpasHeHue aHanusupyemblx 0b6eenmos 0s Ga FIB u Xe PFIB
8 8ude mpexmepHoli pekoHcmpyKuuu (npu6op FEI Helios PFIB Dual Beam), 6 —- mpexmepHasl Kapma opueHmuposok 06pasud, NoAy4eHHas npu
NocAOLIHOM KApmuposaHUL U peKOHCMPYKLUU € UucnoAb3osaHuem Xe PFIB [8, 9]
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Puc.9. Pesyabmam 8upmyanbH020 aHAAU3d C UCNOAb308AHUEM
10 Avizo: a - pekoHCMpYUpPOBAHHbIL 06BeM 06pazua KoMno3uma
WC11% Co obvemom 150x120x80 MKM, NoAyYeHHbIl C UCNOAb-
308aHuUem Xe PFIB, 6 — 8upmyaAbHoe ceyeHUe 800Ab NYHKMUPHOL
AUHUU napanneabHo naockocmu XZ, demMoHcmpupyrowiee, 4mo
KoHmpacmuocmo 3eped WC u Co coxpaHaemcs 8 0cmanbHbix npo-
eKyUsIX, 8 — PEKOHCMPYKUUS 8bl0eneHH020 06Bemd, KpacHbIM 8bide-
/AeHO 3epHo Kapbuda sonbdpama WC, 30A0mucmeim — pazgumas
NnaymuHHas cmpykmypa 0dUuHoYH020 3epHa Ko6aabma Co [9]

TyasbHOEe ceyeHme CTPYKTypbl obpasua. Kpome Toro, npu
MCMOMb30BAHUN PA3NNYHBLIX WHCTPYMEHTOB QUIbTpaLnm

Jlamenb

ﬂposonqmaqﬁon-
noxka MaIMGCGyuna

Jlamenb

10 MKM

1n306paXkeHnin BO3MOXHO BbigeneHne o6beKToB, Npnpoaa
06pa30BaHNA KOTOPbLIX OTIMYAETCS OT OCTa/IbHOrO 06bema
MaTtepuana, Hanpumep $a3oBblie BKAKYEHUS UIN OTAENb-
Hble 3epHa pa3HoM MOpdONOrMnN C OTANYHBLIM KOHTPACTOM.

MoMyMO aBTOMaTM3aLUM M TOYHOrO MO3ULMOHUPO-
BaHMA 061acTW pesku M NMpocMoTpa, Npmbopbl, OCHa-
LWeHHble MWUKPOMAHMNyNaTOpamMu, MO3BONSIOT WU3Be-
KaTb MWKPOOb6beMbl 06pa3LoB C WX MNOBEPXHOCTU
ONS [AaNbHENWUWX UCCNefoBaHUW. ApKUM MPpUMEpPOM
aBngeTCca u3rotosaeHne 06pasLOB ANS IKCMEPUMEH-
TOB in situ ¢ HarpeBsomMm MeToAoMm M3M. B gaHHOM chy-
Yae ANs peanusaumuy MeTOAMKW WCMONb3YIT TakXe
CMCTeMbl MO4a4YmM rasoBbix cMecel (ra3oBble MHXEKL -
OHHble cuctemMbl FTUC/GIS), coaepxalime akTUBHbIA KOM-
noHeHT (yrnepoa, Bonbdpam, naaThHa 1 Ap.) B COCTaBe
yrneBoOAOPOAHOW OCHOBbLI, OCa)JgaemMblh nop Aen-
CTBMEM MOHHOTO My4yKa WM 3eKTPOHOB. DTO MO3BO-
naet "mpuBapuTb’ MOArOTOBAEHHbLIM 06beM obpasua
K MOABOAVMOM TOHKOW BONbGOPAMOBOW WUrie, HAXOASA-
Lwenca B Kamepe MMUKPOCKOMNA M CnocobHoW nepeme-
WaTb 3TOT 06beM Ha HebonblIMe pacCTOAHUSA C Lenbko
TPaHCMOPTUPOBKM 06bLEKTOB OT obpa3ua K BCMoOMOra-
Te/NbHbIM AepXaTensMm B BUAe HarpeBaTesibHbIX YNMOB
(MukpoanekTpomMexaHuyeckme cuctembl, MIMOQO),
ncnonb3yemMbix B NIM. OCHOBHbIe 3Tanbl NpoLecca oTpa-
KeHbl Ha puc.10. Pe3ynbTaTbl MCCAeAOBAHUN METOAOM
M3M npuroToBAeHHOro obpasuya nokasaHbl Ha puc.ll,

Bonbdpamosag urna
bp ot

5 MKM

0
CMOTPOBOE OKHO 24 Busyanusmpyemas obnactb o ,~

Purc.10. OcHosHble 3manbl U320mosAeHus 0bpasua 04 in situ uccaedosaHull 8 MIM: a — nopowkosas yacmuuya cnaasa Al5056
C HaHeCceHHbIM 3aWUMHBIM CAOEM U3 NAGMUHbI, 6 — 06pe3aHHas No 06e CMopoHbl 0M 3aULUMHO020 NOKPbIMUS AameAb (8Ud ceepxy),
8 — U3s/eveHue Aamenu, npedcmasasioeli coboli cepedUHHOE ceveHue Ucxo0Hol Yacmuuybl nopowka AlS056, 2 - pasmelyeHue Aameau
Ha M3MGC-yune, 0 - 8ud npedymoHeHHOl 30Hbl 8 06AACMU dHAAU3aA, e — GUHAanbHOe ymoH4YeHue aameau. lpubop FEI Helios ¢ PFIB u
Ga FIB cucmemamu [10]
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Puc.11. Cmpykmypa AameAu, U320mosneHHoU U3 yacmuubl nopowika cnaasa AIS056 npu Hazpese 8 MNM. [oKka3daHa cepusi CHUMKO8, coe-
AQHHBIX NOCAe Hazpead U ¢ 8bidepykKkoli NpuU HeKomMopbix meMnepamypax. Bce macumabHble mapkepsl coomsemcmaytom 500 Hm [10]

roe HarngaaHo BMAHO, Kak pacTyT BblgeneHus gucnepc-
Hon da3bl B a/IIOMUMHMEBOM CnJjiaBe. Harpes ocyuiecT-
B/ISETCA 3@ CYET KOHTaKTa /slaMmesin C NpOBOASWLNMU
LOpOXKAaMKM HAa M3MGC-4mnax, 4epes KOTOpble npony-
CKaeTcs TOK M OCyLLeCcTBASeTCS pe3nCTUBHbLIN Harpes,
nepenasaembii o6pasuy (prc.ior).

BO3MOXHOCTH IIPUMEHEHHU A
COBPEMEHHBIX IIOM

MPUHUUNNANBHBIM OTIMYMEM MPOCBEUYNBAIOLLETO 31EKTPOH-
HOrO MMKPOCKOMa OT PacTpPOBOro SBASETCS BO3MOXHOCTb
paboTbl C TOHKUMK obpasuamm (100 HM U MEHEe) U CUTrHa-

1 '

namu, GopMUPYIOLLMMUCS MPU NPOXOXKAEHWUM 06pa3ua nyy-
KOM 3/1eKTPOHOB HACKBO3b (CM. puc.1). TOMUMO 3TOr0, BaXKHO
NOHUMATb, 4YTO, B OT/IM4Me OT POM, B paboTe MN3M npuHLN-
nuanbHoe 3Ha4YeHne VMeKT XapakTepUCTUKKN 3/IeKTPOHHOIO
nyyka, obnydvatowero obpaseuy, U ero cTabuabHOCTb. Kak
npaBWI0, HACTPOMKKM MMUKpPOCKOMa, paboTarollero Ha npo-
CBeT, B 60/bLIEN CTENEHN HaNpaB/ieHbl HA KOPPEKTUPOBKY
napamMmeTpoB paboTbl MH3 U UCTOYHMUKA 3/IEKTPOHOB. DTO
NO3BONSET CBECTU K MUHUMYMY MPOSIBEHUS XpomaTuye-
CKOW 1 chepunyeckon abeppaumm, a TakxKe NCKIIUYNTb MCKa-
XKEHMS M306pakeHns Mpy CKaHMPOBAHMK, HAKJIOHE My4yKa,
ero nepemeuieHnun, Gokycnposke M paboTe B pexunmax,

Puc.12. Bbicokopa3spewarouuli cHUMoK HRTEM amomHol cmpykmypbl KpUucmaniaog 30A0md, NOAy4eHHbIU C UCN0Ab308aHUEM KOppeK-
Uuu u 6e3: a - KApmuHa npsiMoz0 paspeLleHus amomapHol pewemxu 30A0md, noAy4eHHasl 6e3 KoppekuuU U MOHOXpOMAMmu3auuu, 8 y3Aax
peiuemku Habadaemcsi N0 0OHOMY amomy, 6 — UGeHMUYHbIL CHUMOK C 8KAKOYEHHOU Koppekuuell U MoHoxpoMamu3ayuel, 0om4emauso pas-
peuwatomcs dea amoma 8 y3Aax pewemxu Mecmo 00H020, 8 U 2 — CpasHeHUEe AHAN02UYHbIX CHUMKO8 Y Kpasi KpUCmanAd, NOKAasaHo, Kak 0enoka-
AU308AHHOE L306paXkeHUe peLuemKU HaKAadbleaemcs Ha OCHOBHOE U 3ampydHsiem UHMepnpemalyuto cHumkd. Mpubop FEI Tecnai F20ST [11]
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Puvc.13. lMoayueHue KonebamenbHbiX cuzHAAo8 8 MNIM: a — kapmuHa cpasHeHus ZLP e cnekmpe EELS ¢ ucnoab308aHuem MOHOXpoma-
mopa (kpacHbili) u 6e3 (3eneHnill), 6 — ZLP Ha 06pad3ue 2ekcazoHanbHo20 HUmMpuda 6opa EELS ¢ moHoxpomamu3sayueti, Ha KOMopom
8 06Aacmu 3Hepauli 173 eB Habawdaemcs nuk poHoHos BN. Mpubop TFS Themis Z [12]

COBMELLEHHbIX C BHELWHUMW AAaTYMKAMU aHanM3a CUrHana

(EELS, EDX, HAADF/ADF).

MopasngawoLLee YNCI0 MeTOAOB paboTbl ¢ obpasuamum
B M3M 3a nckno4veHmem, Hanpumep, EDS/EDX, ocHOBaHO
Ha dnKcaunm n aHanmse:

* NHTepdepeHUMOHHbIX KapTWUH B3aMMOLENCTBMS Mpo-
weawmx u anbparnposaHHbix 3nekTpoHos (DF/BF TEM,
SAED, LACBED, CBED);

°  WN3MEHEHWS IHepPrumn 3N1eKTPOHOB Ha BbIXoAe 13 obpasua
(EELS);

e da3bl konebaHma BonHbl (HRTEM);

e OTK/JOHEHWS TPAeKTOpMM noseTa 371eKTpoHoB (STEM),
KOTOpble 3anucbiBalTCcs Ha GOTOYYBCTBUTENbHYIO
kamepy (CCD) nnm netektop (HAADF/ADF/EELS).

Ecan B POM KayecTBO M306pa>keHU WM CNeKTpoB
B OCHOBHOM 3aBWUCUT OT Habopa M KayecTBa AeTeKTO-
pPOB, aHaNU3UPYIOLWNUX CUTHANbI, UCXoAsLWwMe OT obpasua
B XO/Zle B3aMMOEeNCTBMS 31eKTPOHOB M KPUCTAN/IMYECKOM
peLleTKn Ha ero NoBepxHoCTK, To B 1M onpegensiolyto
pPOb UrpaeT COCTOSAHME 3N1eKTPOHHOM0 Ny4Ka, NagatoLero
Ha obpaseu,.

CoBpeMeHHble [MOM B 3HA4YUTEIbHOW CTeNeHU aBToOMa-
TU3NPOBaHbLI M OCHALLEeHbl HEOBXOANUMbIM HabopoM yayy-
LWEeHWIN, NO3BONSIOWMNX ONTUMN3NPOBATL XapaKTePUCTUKMU
ny4yka nm JobuUTbLCS HaMBbICLLIEN pa3peluaroLlein cnocobHo-
CTU, KOTOpas TOIbKO MOXET 6biTbh AOCTUIHYTA HAa Cerog-
HAWHUN OeHb.

Hanpumep, npumeHeHue KoppekTopoB 30HAa (Cs)
n MoHoxpomaTopoB (Cc) No3BoNSAeT CBECTU chepuyeckyto
N XpoMatmyeckyto abeppaumio K MUHUMYMY. DTO Cylle-
CTBEHHO MOBbIWAET pa3pellakoLyo cnocobHoCcTL Nprbo-
pOB 1 NO3BOJISIET NCCNEA0BATbL aTOMHbIE CTPYKTYPbl MaTe-
pManoB Ha HOBOM ypoBHe (purc.12).

Bo mHorom M3M, kak n POM, npusnekaeTt nccnenosa-
Tesen BO3MOXHOCTbIO COBMELLATb OAHOBPEMEHHO peXuMm
paboTbl C M306PAXEHUAMU U CNEKTPasbHbIA aHanuns (EDX,
WDS, EELS). [lonroe Bpems 3TO MO3BOJIA/NIO MCC/eA0BaTb
TOHKMe CTPYKTYpbl MaTepuanoB W npuuenbHo (Mo Haee-
LEHVIO My4YKa) mosnyyatb MHbOpMaLMio 06 31eMEHTHOM
COoCTaBe MHTepecyLmx 30H pa3MepoM BM0Tb A0 HECKO/b-
KX HaHomeTpoB. C nossJieHMEM PUILTPOB Heyrnpyroro
371eKTPOHHOr0 TyHHeAnposaHus (EELS) BO3MOXHOCTY MM
B 3HAYMTENbHOW CTeneHn paclupuancb, NO3BONSA MUCCie-
[lOBaTb Jierkme 3/ieMeHTbl B cocTaBe o0bpasuos. OfHaKo
MCTOYHUKWN 3JIeKTPOHOB, UCMNoJib3yemble B 1M, gonroe
Bpems He Morim obecneymTb MCCAeLOBAHWUS HA YPOBHe,
X0T$l 6bl 61M3KOM K TOMY, KOTOpbIA JOCTUraeTcs B Npnbo-
pax, rae Heymnpyroe B3anMoAencTBMe 3N1eKTPOHOB (koneba-
Te/bHas CNeKTPOoCKonma) UCNOob3yeTcs ANg UCCeoBaHUS
XMMWNYECKOrO COCTOSAHUS BeLLeCcTBa, a TakXKe XUMUYECKUX
CBA3eM pasnnMyHoro Tuna (pamaHoOBCKOe paccenBaHue,
$OTO3/1eKTPOHHAS CMEeKTPOCKONMUS U AP.).

Pa3bpoc B 3HEpPruMn 31eKTPOHOB B My4ke MPUBOAUT
K 3HAYNTEeNbHOMY YLIWLNPEHWNIO NMUKA HYJ/IEBbIX MOTEPb 3HEp-
run (Zero loss peak — ZLP), oto6paxaemom B EELS cnek-
TpoMeTpax, M3-3a 4ero ocHalleHHble umMu MM ucnonb-
30BaNVCh MNWb AN NAEHTUPUKALNU NEerkKnX INEeMEHTOB,
HayuHaga ot Li. C noaBneHneM MOHOXpPOMAaTOPOB BO3MOX-
HOCTM M2OM BNNOTHYIO NPUBAM3NANCL K KONebaTeNbHON
cnekTpockonuu. CoBpeMeHHble MOHOXpOMaTOpbl MO3BO-
NAI0T CHU3UTb Pas3bpocC 3Heprum C ruraHTckux 250 eB
[0 npefenbHO HU3KMX 9 eB, 6narogapsi 4emy OTKpbIBa-
I0TCS paHee CKpbITble 33 WKMPOKUM "XBOCTOM" ZLP Koneba-
TesbHble curHanbl (pnc.13).

Ncnonb3oBaHne MOHOXpOMAaTOPOB MO3BONAET MPOBO-
ANTb CNeKTpanbHbLIM aHANN3 3N1eMEHTOB HAa YPOBHE aTo-
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MapHOro paspeweHuns. CoBpeMeHHoe anna-
paTHO-NMporpammHoe obecneyeHue paet
BO3MOXHOCTb MapanjiefsibHOW perncrpa-
uuu cnektposB Kak EDS, Tak n EELS, Bkto-
4yas 3anucb M306paxKeHns C HanoXeHneM
KapT pacnpegeneHvs 3nemeHToB (puc.l4)
M aHaNn3 3N1eMEeHTHOro coctaea o6pasuos
B CaMOM LUMPOKOM [AManasoHe 3/1eMeHTOB,
Ha4yunHas ¢ Li n 3akaH4ymBas U.

PaHee wccnepoBaTenn 6biam  orpa-
HU4YeHbl B aHaNuM3e Kpucrtannorpapuye-
CKOW CTPYKTYpbl MaTepuana M3-3a HeBO3-
MOXHOCTWU MONYYUTbL KApTUHY Andpakunm
B napassenbHom ny4yke (SAED) oT yyacTka
avameTpom MeHble 200 HM 13-3a OrpaHu-
YEHUWN CeNIeKTUBHbLIX anepTyp, MUHUMAb-
HbI/ pasMep KOTOpbIX 4oCcTUran 10 Mkm. Tem
He MeHee CyLeCcTBOBaIM MeTOoAbl paboTol
B cxoasdwemca nyyke (CBED, LACBED),
0[lHAKO, HeCcMoTpsi Ha BO3MOXHOCTb MU3y-
4aTb TakMM 06pa3oM KpUCTANINYECKYIO
pelweTKy € TOYHOCTbIO Mo dy, A0 0,001 HM
(LACBED Tanaka) oT 06beKkTOB pa3mepom
2] HM, UX BblIpaXK€HHas YyBCTBUTE/IbHOCTb
K Ka4yeCTBY MPUroToBAeHUS QONbrn, NU3rn-
6amM peweTKn, BbI3BAHHLIM KOpPOHAEHUEM
obpa3ua B BMAe TOHKOM PONbrn npu ee
YTOHEHUW, N HaNU4YMI TakuUX AedeKTos,
Kak Aucaokauum, nopucTtoCTb, MNOBEpX-
HOCTHbIE 3arpsa3HeHns Ha obpasue, genana
AaHHbIE MEeTOAMKW MPUrOAHbIMKM N0 60/1b-
LWOMY cHeTy Ansa paboTsbl C ToNcThiMu (6osee
120-150 HM) o6pasuamm [14].

Ha coBpemeHHbIx M3M 6narogaps BHe-
OPEHWNIO UCTOYHUKOB 31eKTPOHOB C noJje-
Bon amumccunent (FEG), a Takyke ocHaleHuto Cs
n Cc koppekTopamu pabota c aToMapHbLIM
paspelweHnemM ctasia pyTUHHbLIM 3aHATUEM.
MonyynTb MHGOPMALMIO O KpuUCTanamye-
CKOW CTPYKType maTtepuasna, O4HOBPEMEHHO
BMU3Yann3npys ero atoMapHyt CTPYyKTypy
B MpocCBeyuMBaloLWeEM WU CKaHUPYIOLWEM
pexumax (HRTEM u HRSTEM cooTBeT-
CTBEHHO), CTa/I0 HACTO/IbKO e MpoCTo, Kak
pabotatb C KJaCCUYeCKUMWU MeToAMKaMM
BM3yanumsaumm BF/DF-TEM mnnu SAED (puc.15).

MeTogom MS5M BO3MOXHO MCCNefoOBa-
HWe LWNPOKOro Habopa MaTtepuasnos: meTan-
JI0B, MO/IMMEPOB, MOPOLUKOB, AN3/1€KTPUKOB,
MONEKYNAPHbIX CTPYKTYyp W Ap. Heobxo-
OAVIMO MOHWMAaTb, 4TO NepefoBble MeTOo-
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Puc.14. SnemeHmHoe kapmuposaHue 6 [NMOM ¢ amomapHbiM paspewieHuem 0Asi
Kpucmanaa SrTiO3 8 ocu 30Hbl {001}. EDS/EDX: a - Sr, 6 - Ti, 8 - O, 2 — ugemHas
KapmaHanoxeHus 8cex 3AemeHmo8 (Sr—KpacHuil, Ti—20ay6ol, O —3eneHbl). EELS:
d-Sr,e—Ti, -0, 3- UgemHds kapma HAA0XeHUs 8cex 3AemeHmo8 (Lisema aHa-
AozuyHbl EDS). Mpu6op FEI Titan 300-80 [13]

110 112
Q02

[220]

Puc.15. AHaau3 Kpucmanaudeckol cmpykmypbl ¢a3 Kyéuueckoli la3 u moHo-
KAUHHOU c2/m cummempuu Gd203, donupoeaHHo2o Eu: a - HRTEM u3o-
bpaxkeHue pewemku 06pasua, epe3kol NOKA3AdHbl YB8EAUYEHHbIL Y4acmoK
pewemku u SAED dugpakuus 8 3oHe [100], pazpewaemcs naockocmp (002)
Kybuueckol ¢azbl, 6 — HRTEM- u HRSTEM-cHUMKU, no3goAsiowue onpede-
ASiMb U3MeHeHUe 8 opueHmayuu naockocmel U AOKAAbHbIX 2pAHUL, MeXJY
Kpucmaaaumamu 05 udeHmuukauuu domeHos, 8 = HRSTEM-cHUMOK Kpu-
cmaanuveckol pewemku 0OMeHd U coomeemcmeayowas emy @ypbe-kap-
muHa (8pe3ka), pazpewatromcs naockocmu (002) u (222) ky6uyeckoli passl,
2 - HRSTEM cHumoK domeHa U coomeemcmeayrowasi emy ¢pypbe-KapmuHa
(8peska), nnockocmu (002) u (110) coomgemcmayom MOHOKAUHHOL ¢a3se.
Mpubop TEM Titan 80-300 [15]
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Electro-polishing Plasma FIB

-30°C

Cryj-plasma FIB
SIS
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O
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Puc.16. MSOM u3o06paxkeHuss cmpykmypsl 06pa3ua mumaHa, npuzo-
MO0B8AEHH020 0As1 UCCAed08aHUL pA3AUYHbIMU Memodamu: a — 3AeKmpo-
NnoAUPOBKA MOHKUX OUCKO8, 6 — U320MoeAeHUe AdMeAu UOHHbIM NYYKOM
Ha ocHose Ga FIB npu KkomHamHolU memnepamype, 8 — U320mosAeHue
AamMeAnu UOHHBIM NY4KOM Ha ocHosee Plasma FIB npu KoMHamuou memne-
pamype, 2 — us2omoeAneHue AdmMenu UOHHbIM Ny4YKomM Ha ocHose Plasma
FIB npu Hu3kol memnepamype. lNMpo6ono0zomoeKka npu HU3KUX memne-
pamypax - FEI Helios Plasma FIB, M2M gu3yaau3auus - FEI Titan Themis
80-300 [16]

150 ceK 183 cek 240 cek

Puc.17. luccoyuauust KpbiKu U 60KOBOU CMeHKU y2AepodHoU HaHoOmpyoKu
nod go3delicmauem nNy4ka 3nekmpoHos npu dasaeHuu 0,7 mbap 8 ammocpepe
Kucaopodd. Kpbiwka HaHOMpy6KU Ha4ana paspywambcsl 4epe3 23 ceKyHObl
U NOAHOCMbO OMKpbIAdCh Yepe3 46 ceKyHO. bokosble cmeHKU maixke 6biau
nospexaeHbl (KpacHas cmpeaka Ha 46, 67, 84 u 105-0 cekyHdax), KaK u 8Hy-
mpeHHue cmeHbl (105, 150, 183, 212 u 240 cekyHd). Mpu6bop FEI 300 kV ETEM
Equipment [17]

avkn B pabote M3M 4acTto HEAOCTUXKUMDI
npu OTKJOHEHWUW OT BbLICOKUX CTAHAAPTOB
M3roToBaeHns obpasua. Ero rnaBHbI Kpu-
Tepun — 370 TonwmHa. OHa [OJIXKHA HaXo-
AnTbca B npefdenax ot 100 go 30 HM. 3a pea-
KUM WUCKAOYeHMeM TonwmnHy obpasuos
HamepeHHO genatoT 6onbwe 100 HM. OgHAKO
Aadke Npy cTabuabHOCTU B COBIOAEHUN KPU-
Tepus TONWMHBI HaCTO BO3HMKAeT npobiema
Ka4yecTBa MOBEPXHOCTU obpasua u ctabunb-
HOCTW ero CTpYyKTYpHO-$a3oBOro cocTos-
HMA. N3-3a npefenbHO MabiX TOAWNH COOT-
HOoWweHne obbemMa K MOBEPXHOCTU CUALHO
M3MEHSIeTCS, M MOBEPXHOCTHble AedeKkThbl
MOFYT CUALHO MUCKaxXaTb Habnwgaemyto
CTPYKTYypy 06pa3ua, a HEeKOTOpble MeToAbl
TaKXe NpuBOASAT K TEPMUYECKOMY NN Fasb-
BaHMYe€CKOMY BO3AEMNCTBUIO, YTO MOXET Mpu-
BOAUTb K HexXenaTenbHbIM peakumam uam
noAMMOpOdHLIM MpeBpalleHnsaM B obbeme
obpasua. Ha puc.l6 npusefeHbl NpUMepDI
donbrnm TMTAaHOBOro obpasuya, Moay4veHHble
YyTOHYEeHMeM MeTasnna pasandyHbIMU CMNOCO-
6amu.

Ha cHuMMKax B BepxHeM psjy, Nosay-
YeHHbIX MeTomamu cseTnoro nona (BF)
n STEM (HAADF) npv Manom yBenudYeHun
BUAHbI BKAOYEHUS Uronbyatom mopdo-
norvn. KapTuHbl andpakumm 31eKTPOHOB
SAED Ha Bpe3kax BepxHero psaga CHMMKOB
N n3obpaxeHns, NOSy4YeHHble B pexumme
z-koHTpacta STEM-HAADF, Ha HUWXHeM
paAy CHUMKOB NOATBEPXAAOT NPUCYTCTBUE
BK/tOYEHUI ruapuaa TutaHa (6-hydride) Bo
BCEX Cay4asx, kpome GOnbrv, NOyHYeHHOMN
MetoaoM PFIB npu HU3KMUX TemnepaTtypax
(puc.16r). MpuBeaeHHbIN NpUMep TOBOPUT
0 HEOBXOAMMOCTM COMPOBOXAEHNS paboTbl
M3M BO3MOXHOCTAMMU, peann3oBaHHbIMU
Ha nnatdopme POM mau nHoro obopynosa-
HMA, CnocobHOro obecneynTb KayeCTBEH-
Hyt0 MpobonoaroToBKY.

[na HeKOTOpbLIX MaTepmanos Yalle CTouUT
3apgavya  PyHAAMEHTaNbHbIX  UCCnefoBa-
HUM WX MPUPOAHbLIX CBOWCTB, 0OYC/IOB/IEH-
HbIX QU3NYECKUMU U XUMUYECKUMWU Mpo-
Leccamm, a Takxe OKpy>Kalolen cpenont ux
NpUMEHeHNs. 3TO HAHOMOPOLWKMK, yAbTpa-
MeJIKOpa3MepHble AUCNeprnpoBaHHbIe Belle-
CTBa, yrnepogHble HaHOTPYybKM, BbipalyeH-
Hble HAHOKpUCTaNAnyeckme KOMNAeKcbl 1 Ap.
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ANa HUX pa3MepHbIA TMMUT MO TONLLMHE Nerko AOCTUMKMUM
B CMY PU3NKO-XUMUYECKUX OCOBEHHOCTEN UX NMONMYYEHUS.
CoBpemMeHHOe OCHaLLeHMe MPOCBEYMBAIOLLLNX MUKPOCKOMOB
[laeT BO3MOXHOCTb MomelaTb 06pasubl B MCKYCCTBEHHO
CO3[aHHble cpefbl, YTO MO3BO/SET BM3yanu3mMpoBaTb Mpo-
LLeCChbl Ha MX MOBEPXHOCTM HAa aTOMapHOM ypoBHe (pnc.17).

3AK/IKOYEHHUE

PaccMOTpeHHble MpUMepbl NepeoBbIX METOA0B BM3yanum3a-
LMW 1 aHanM3a Matepuranos Ha 6ase 31eKTPOHHOM MUKPO-
CKOMWM NOABOASAT COBPEMEHHOIO YYEeHOro-UccaenoBaTens
K LOCTAaTOYHO C/IOXKHOMY BbI6GOPY. 33434K, pelaemble cpes-
CTBAMWU COBPEMEHHbIX 3/IEKTPOHHbIX MUKPOCKOMOB, 4acTo
BbIXOAAT 3@ paMKu y3KOW creumannsaumm 60/blINHCTBA

CITUCOK JIUTEPATYPBI

1. Williams D.B. et al.,, Transmission Electron Micros-
copy. A Textbook for Materials Science. Springer US.
New York, 1996. P. 775. https://link.springer.com/
book/10.1007/978-0-387-76501-3

2. https://www.skoltech.ru/research/tsentr-kollektivno-
go-polzovaniya-vizualizatsiya-vysokogo-razresheniya/

3. Rykaczewski K. Microdroplet Growth Mechanism
during Water Condensation on Superhydrophobic Sur-
faces / Langmuir. 2012. 28, 20. P. 7720-7729. https://doi.
org/10.1021/1a301618h

4. Stabentheiner E., Zankel A. & PAlt P. Environmental
scanning electron microscopy (ESEM) — a versatile tool
in studying plants // Protoplasma. 2010. 246. P. 89-99.
https://doi.org/10.1007/s00709-010-0155-3

5. Zahava Barkay, Ilia Rivkin, Rimona Margalit. Three-
dimensional characterization of drug-ncapsulating
particles using STEM detector in FEG-SEM // Micron.
2009. 40, 4. P. 480-485. https://doi.org/10.1016/j.mi-
cron.2008.12.003

6. Altmann S.F., Klengel ). Schischka and M. Petzold, "De-
fect analysis using high throughput plasma FIB in pack-
aging reliability investigations // 2013 IEEE 63rd Elec-
tronic Components and Technology Conference. 2013.
P.1940-1945. https://doi.org/10.1109/ECTC.2013.6575843

7. Smith A., Donoghue )., Garner A. et al. On the Applica-
tion of Xe+ Plasma FIB for Micro-fabrication of Small-
scale Tensile Specimens // Exp Mech. 2019. 59. P. 1113—
125.

8. https://doi.org/10.1007/s11340-019-00528-w
Kelly M.N., Glowinski K., Nuhfer N.T., Rohrer G.S. The
five parameter grain boundary character distribution
of a-Ti determined from three-dimensional orientation
data // Acta Materialia. 2016. 111. P. 22-30. https://doi.
org/10.1016/j.actamat.2016.03.029

METO/ibl, TEXHONOT MW, NUHCTPYMEHTDI

nabopartopun. 3TO NOABOAUT K HEOBXOAMMOCTM CO34a-
HWS LLeHTPOB KOMNIEKTMBHOIO MONb30BAHUSA MW KOHTPAKT-
HbIX NabopaTopmn, OCHALLEHHbIX NpubopaMn Kak Ha 6ase
POM, Tak M3M nnatpopm, C UCNOAb30OBAHMEM LOMONHU-
TeNbHOro 060pyAoBaHMA U CNeLmalbHbIX pelleHnin B obaa-
CTW BU3yaNM3aumm, CNeKTPanbHOr0 aHanansa v npobonoa-
rOTOBKW. Tak COBPEMEeHHble Hay4HO-uccaefoBaTebCkme
rpynnbl, HE3aBUCMMO OT 06/1aCTV HayK, B KOTOPOW OHWU
paboTatoT, nonyy4aT BO3MOXHOCTb UCCNeA0BaTb CTPYKTYpPY
N CBOWCTBA WHTepecylwmx nx matepnanos. Komnnexkra-
LuMs Takux nabopaTopuin MOXeT BbiTb OrpaHMyeHa MUHK-
MafbHbIM HabopoM 060pyAOBaHUS MPU COXPAHEHUMN BO3-
MOXHOCTW paboTbl KaK B BbICOKOM, Tak U B HU3KOM BaKyyme
C Hamy4Llen paspeLlatoLLern cnocobHOCTbLIO.

10. Burnett R.T.L., Kelley B., Winiarski L., Contreras M.
Daly A., Gholinia M.G., Burke P.J. Withers. Large vol-
ume serial section tomography by Xe Plasma FIB dual
beam microscopy // Ultramicroscopy.2016. 161. P. 119-
129. https://doi.org/10.1016/j.ultramic. 2015.11.001

11. Vijayan S., Bedard B.A., Gleason M.A. et al. Studies
of thermally activated processes in gas-atomized Al al-
loy powders: in situ STEM heating experiments on FIB-
cut cross sections // J Mater Sci. 2019. 54. P. 9921-9932.
https://doi.org/10.1007/s10853-019-03562-0

12. Freitag B. et al. Breaking the spherical and chromatic
aberration barrier in transmission electron microsco-
py // Ultramicroscopy.2015. 102. P. 209-214. https://doi.
org/10.1016/j.ultramic. 2004.09.013

13. Krivanek O., Lovejoy T., Dellby N. et al. Vibrational
spectroscopyintheelectron microscope// Nature. 2014.
514. P. 209-212. https://doi.org/10.1038/naturel3870

14. Kothleitner G. et al. Quantitative Elemental Mapping
at Atomic Resolution Using X-Ray Spectroscopy // Phys.
Rev. Lett. 2014. 112, 8. P. 085501. https://doi.org/10.1103/
PhysRevLett.112.085501

15. Morniroli J.P. Large-angle convergent-beam electron
diffraction (LACBED): Applications to crystal defects,
Monograph of the French Society of Microscopies, SF,
Paris, 2002.

16. https://doi.org/10.1201/9780367806361

17. Gomez-Villalba E.S., Sourty B., Freitag O., Milose-
vic M.E. Rabanal. TEM—-STEM study of europium doped
gadolinium oxide nanoparticles synthesized by spray
pyrolysis // Advanced Powder Technology. 2013. 24, 5.
P. 864—870. http://dx.doi.org/10.1016/j.apt.2013.03.011

18. Chang Y., Lu W., Guénolé J. et al. Ti and its alloys as
examples of cryogenic focused ion beam milling of en-
vironmentally-sensitive materials // Nat Commun. 2019.

www.labpro-media.ru

Ne5/2021(19) / NABOPATOPUSA U MPOU3BOACTBO / 37



