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[aHbl oueHKu mennogoeo 8o3delicmausi 3J/IEKMPOHHO20 30H0a pu HU3KOBOJIbIMHOM peHMmeeHOoCrieKmpasibHOM MUKPO-
aHanuse c HaHomempoeoEl nokanbHocmbHo. [loka3aHo, ymo 0ns 6onbwuHcmea HeopesaHu4YecKux mMamepuasiog mersiosble
ahpekmbl He 8aXKHbl, HECMOMPS Ha 3Ha4yumeribHbIl pocm 06BEMHOU MIOMHOCMU MOUHOCMU, O6yCJ706!76HHOL7 3/1eKm-
POHHbIM oﬁnyquueM. [ns opaaHuyeckux Mamepuanos amu 3¢hgheKkmal Mo2ym CywecmeeHHO 8/lUdmb Ha pe3yribmamsbl U

8bl3bl8amb paspyweHue oﬁpasua.

Knroyeebie cnoea: HU3KOBO/IbMHbIU 3!16KmpOHHO-3OHaOGbIl7 peHmaeHocneKmpaanblU MUKpOaHasnu3, merijiogoe

go3delicmeue, 3/1eKMPOHHbIU 30HO, MEMIoNPO8oOHOCMb.

Evaluation is made of thermal influence of the electron probe in the low-voltage x-ray nanoanalysis. It is shown that
despite significant increase in volumetric power density, due to electron irradiation, for most inorganic materials thermal
effects are of no significance. For orogenic materials, these effects can significantly affect the results, causing destruction

of a sample.

Key words: low-voltage electron probe x-ray microanalysis, heat effect, electron probe, thermal conductivity.

OneKTPOHHO-30HAOBBIN PEHTrEeHOCNEeKTpanbHbI MUKpoaHa-
nm3 (O3PCMA) B HacTosLLee BpeMs ABNSETCS OAHUM 13 Hanbo-
nee paspaboTaHHbIX METOAO0B NOKanbHbIX U3MEPEeHWU cogep-
XaHusa anemeHToB. [Mog NoKanbHOCTBIO UM3MEPEHUI coaepxa-
HUS 3NIEMEHTOB NMOHMMAETCs XapaKTepHbIV pasmep obnactu
ob6pasua, 13 KOTOpPOW C NPUHATOW JOBEPUTENBHOW BEPOSATHOC-
Tbto, Hanpumep 95 %, BbIXOQUT 3agaHHast YacTb, Hanpumep 99 %,
XapakTepuUCTUYECKOro PEHTFEeHOBCKOrO U3NyveHus onpegense-
Moro anemetTa [1].

C pa3BUTMEM HAHOTEXHOMOMMIA BO3pOCIa akTyanbHOCTb Npo-
6nembl onpefeneHns aNeMeHTHOro cocTaBa OTAeNbHbIX 00bek-
ToB pasmepoMm 1—100 Hm. B TpaguumoHHoin Bepcun S3PCMA
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0ObIYHO MCMONbB3YHOT 3HEPTUD ANEKTPOHOB 30HAa 6ornee 10 k3B,
4YTO CBSA3aHO, MpPEeXAe BCero, C noteHumanamu Bo3OyXaeHUs
aHanuTM4ecKknx NuHUM (K-cepuin nérknx n nepexonHbiX anemeH-
TOB, L-cepuii Bonee TsxEnbIx anemeHToB) [2]. 3TO nossonseT
CHU3UTb Npeaensl o6HapyXeHWsi, O4HAaKO NOoKanbHOCTb U3Me-
PEHWI 3reMeHTHOro cocTaBa obycrnoBrneHa pa3vepom obnactu
TOPMOXEHUS ANIEKTPOHOB A0 3HEPTUI, COOTBETCTBYIOLLMX NOTEH-
umnany BO30YXAEHWUS NIMHUIA  XapaKTepUCTUYECKOro pPeHTreHo-
BCKOTO U3MyYeHUs KaXaoro anemeHTta. B atom cnyyae nokanb-
HOCTb M3MEpEeHU CoCTaBnsAeT OT AecHATbIX Aonew A0 eaunHUL,
MWKPOMETPOB. Takas NoKanbHOCTb CYLLECTBEHHO OrpaHuyvBaeT
BO3MOXHOCTU MeTOAa Npv MccneaoBaHMnm HaHOOOBbEKTOB. AB-
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Puc. 1. 3aBucumocTb paccumMTaHHoOn
reHepvpyemMor OO6BEMHON MMOTHOCTU
MOLLIHOCTW P\, B KDEMHUW Mpn 0Bny4ye-
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poHOB (cuna Tok 1 HA)
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Puc. 2. 3aBucMmMocTb paccymMTaHHowm
TemnepaTypbl neperpeBa AT OT 3aHep-
rmn E, reKTpoHOB 30HAA A4S nonu-
meTunmeTakpunata PMMA, apcexnuaa
rannua GaAs v kpemHus Si

O6bEM 06nacTy TOPMOXEHUsA 3nekTpoHos V ~ RS,

cneposaternbHo, n3 (1) nonyunm V ~E8_ leHepupyemas

ANEKTPOHHbIM MYYKOM MOLLHOCTb nMponopunoHalbHa E,,
no3Tomy 06BbEMHAsA MNOTHOCTb MOLLHOCTM O6paTHO npo-
nopumnoHansHa 4YeTBEPTON CTENEHU BHEPrMM ANEKTPOHOB

pV~E‘O4. Ha puc. 1 nokasaHa 3aBYCMMOCTb MMIOTHOCTK

Py, BblAENAEMON B KDEMHUM NPU TOPMOXEHUN uUaearnb-
HO CHOKYCUPOBAHHOIO Myyka (3DEKTUBHBIA AnameTp —
€AMHULbI HAHOMETPOB), OT E,. PacyéTt BbinonHeH Ans
MosiHoro Toka I nydka 1 HA. Pasmep obractv TopMoxe-
HWS OLEHEH C NMOMOLLbIO coOoTHOLLEeHMSA (1). BonbLumx 3Ha-
YeHui p,, pocturaeT npu £, < 1 kaB. B pesynsrate Topmo-
)KEHWUSI 3NEeKTPOHOB 0Ony4aemblii MUKPOOOBEM Harpesa-
eTcs.

CraumoHapHaa  TemnepaTtypa aHanuM3uMpyemoro

TOpamMu NpPeanoXeHo MPUMEHATb ANS MUKpoaHanusa 3rekT-
POHHbIE MYyYKWM HU3KUX 3Hepruii (meHee 5 kaB), a B kayecTBe
aHanMTUYecKoro curHana — JIMHAM XapaKTepUCcTUYECKOro nsny-
YeHUs B yNbTPaMSArkoM Auana3oHe PeHTreHOBCKOro CnekTpa
(aHeprusi kBaHTOB 100 9B — 1 k3aB). 3710 Nno3BonsAeT 4OCTUTHYTb
NOKanNbHOCTU OT eAMHUL, A0 OeCATKOB HAaHOMETPOB Mpu onpe-
neneHnn BOnbLIMHCTBA 3NIEMEHTOB NMEPUOaNYEcKon Tabnuupl
MeHgeneesa. [ns npoeegeHus A3PCMA ¢ HaHOMeTpOBOW f1o-
KanbHOCTbO HEOOXOAMMO MCMOMb30BaTb aHanUTU4eckne nu-
HUW, 0BYCMNOBMEHHbIE 3NEKTPOHHBIMU Nepexogamu Mmexay 6o-
nee yaanéHHLIMM oT sapa obonoykamu (ans anemMeHTos ot “Be
ao 2'Sc aHanuTuueckummn nuHUaMK ByayT nuHum K-cepum, oT
22Tj go %2Te — nuHuM L-cepum u ot 33| go %Pu — nuHum M-ce-
pun). Huskue sHeprum 3neKTpoHOB Takke OTKPbIBAKOT AOMOMHU-
TenbHbIE BO3MOXHOCTU NPU U3MEPEHUSIX TEOMETPUYECKUX Na-
pameTpoB HaHOCTPykTyp. B [3, 4] npeanoxeH cnocob mamepe-
HWUIA TOMLLMHBI OKUCHOW MMEHKN Ha MOBEPXHOCTU KPEMHUSI C UC-
NoNb30BaHNEM MHTEHCUMBHOCTU K-NMMHWMM Kucnopoga npu BO3-
Oy)XOeHUM curHana areKTpoHaMM HU3KUX SHEPrun. Tam >xe no-
KasaHa npuHUMnuanbHasi BO3MOXHOCTb npumeHeHns O3PCMA
ONs UccnefoBaHUA HAHOOOGBEKTOB.

CHWXEeHNe SHEPrum 3MeKTPOHOB MNPUBOAUT K YMy4LLEHUIO
nokansHocTn. C Opyror CTOPOHbI, 3HAYUTENbHOE YMEHbLUEHNE
aHanmavpyemoro ob6bEmMa MOXET MPUBECTU K pa3pyLUeHuto 06-
pasua u coenatb HEBO3MOXHbLIM €ro MccrefoBaHue MeTOAOoM
33CMA.

B HacTosiweln pabote npuBedeHbl OLIEHKU TEMNIOBOro BO3-
[EVICTBMS 3MNEKTPOHHOrO 30HA4a Ha aHanmuanpyemblii MUKPOOOBEM
ans 93PCMA ¢ HaHOMeTpoBOM NokanbHOCTbIO. Pasmep obnac-
TV TOPMOXEHUSA SNEKTPOHOB XapakTepuayeTcsa Ux npoberom B
TBEpAOM Tene. HenocpeacTBeHHOE M3MepeHue 3TOM Benuyum-
Hbl 3aTpPyAHWUTENbHO, NMO3TOMY Ha NpakTuke 0BbIYHO MCMOMb3y-
10T NonyaMnupuyeckne cooTHoleHus. OgHUM n3 Haubornee
pacnpoCTpaHéHHbIX SBMSETCS ypaBHEHWe Ansi npobera anekT-
poHoB [5]:

_ 5/3 8/9
R = 00276 AEY /(pz ) 1)
roe E, — aHeprvisi aNIeKTPOHOB 30Ha; A — OTHOCUTENbHAas aToM-
Hasi Macca; p — MMOTHOCTb Matepuana; Z — cpefHuin aTOMHbIN

HoMep MmaTepuana obpasua.
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MUKpPOOOBLEMa 3aBUCUT OT BanaHca 3HEPrun N KUHETUKK
npoucxoasiumx npoteccoB. OLeHkn ckopocTu npeobpa-
30BaHVIs SHEPTUN SNEKTPOHOB NPU TOPMOXEHUW B TBEPAOM Tene
nokasblBaloT, YTo 3a kopoTkoe (okoro 10~10 ¢) Bpemsi npoucxo-
ONT TOPMOXEHWE 3NEKTPOHOB U YCTAaHOBMNEHME TEMMOBOro pas-
HOBECUS C KPUCTannM4ecKkon peLuETKon nccresyemoro mare-
puana [6]. OTO 03Ha4yaeT, YTO MPOUCXOAMT NPAKTUYECKM MIHO-
BEHHOE «BKIIOYEHME» TEMMOBOro UCTOYHMKA, Pa3Mep KOTOPOro
Onun3ok K pasmepy obnactn TopMoxeHusi. banaHc aHeprum on-
penensieTcs BTOPUYHbIMK MpoLEeccamy B aHanmsnpyeMoMm MUK-
poOOBbEME (BTOPUYHOW SMEKTPOHHON 3MUCCUEN, PEHTTEHOBCKNM
N3ny4YyeHNeM, KaToAOMOMUHECLEHUMEN 1 Mp.). DTU NpoLecchl
YHOCSIT U3 aHanusmpyemMoro Mukpoobvéma He 6ornee 10 % no-
cTynuBLUen dHepruu [7]. BpeMeHHble XapaKkTepucTuku npolec-
coB coctasnaT 10°—10~7 c. [JanbHelwee npeobpasosaHne
SHEpPrun CBA3aHO C MOBbLILEHWEM TeMMNepaTypbl MUKPOOOBEMA
M OTTOKOM TEMOBOWN 3HEPruM BO BHELUHUE (HeObny4éHHble) 06-
nactu B pesynbtate TennonpoBOAHOCTU. VIMEHHO 3TMMU Mpo-
Leccamu onpefensieTcss KoHeyHast (CTaumoHapHasi) Temnepa-
Typa MUKpoobbEMa. XapakTepHble BpeMeHa MpoLeccoB nepe-
HOca TEMIOBON 3HEPr!M Ha HECKONbKO MopsiakoB Gorblue yka-
3aHHbIX, YTO MO3BOSSIET paccMaTpuBaTh NPOLECC HarpeBa aHa-
nmM3npyemoro MMkpoobbéma HesaBMCUMMO OT mpouecca op-
MUpOBaHUs 0bnacTn NoTepb 3HEPTUM SNEKTPOHHOIO 30HAA.
HeobxoavMble OLEHKM MOXHO cAenaTb C MOMOLLbO cTauu-
OHaPHOIO YpPaBHEHWS TEMMONPOBOAHOCTM C UCTOYHUKOM TEMmo-
BOW 3HEPrn, UMEIOLLMM MOLLHOCTb, PAaBHYIO MOSTHON MOLLHOCTU
3oHaa. Pasmep obnacTtu reHepauuu TEMMoW 3Heprumn onpene-
JIMM Kak pa3mep nonycdepbl C paanycoM, paBHbIM Npobery anek-
TPOHOB B vccnegyeMom obbekTe. LieHTp nonycdepbl NexuT Ha
NMOBEPXHOCTM obpasLa B TOYKE, B KOTOPYK HamnpasrieH 3rekT-
POHHBIN 30HA. MNpoLieccoM TennoobmeHa B fJaHHOM cryyae npe-
Hebperaem. MNOTHOCTb reHepauun TENIOBON SHEPTMN BHYTPU
nonycdepsbl nonaraemMm rayccoBoW:

q(n = qq exp (—r?/a?), (2)
roe r — paCCTOﬂHVIe OT TOYKU nepecequMﬂ SﬂeKTpOHHOFO 30H-

Aa C NoBepxHOCTbIO 06pasu,a 0 TOYKKM reHepaunn Tenna; q,, a —
napameTpbl, onpependeMmble crneayrownMMn yCrnoBuaMU: Ha
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rpaHuue obnactu reHepauun TENMOBOW 3Heprun (Ha paccrosi-
HUM R, OT TOYKM NnonagaHWs 3MeKTPOHHOrO 30HAA) MIIOTHOCTbL
reHepauuu coctaensiet 1 %, a nonHas reHepmpyemMasi MOLLHOCTb
BO BceM obpasLie cooTBeTCTBYeT Py = [)E,. Vicnonb3osas petue-
HWe MOSHOW CTauMOHAPHOW 3adayun Ans KOHEeYHOro AuvameTpa
3MEKTPOHHOrO 30HAA, NOMyYeHHOE B [7], NPpU MakCUMarnbsHOW Tem-
nepartype neperpesa AT (T. €. MPEBbILLIEHN TEMNEPATYPbl MUK-
poobbéma Hag TemnepaTtypor obpasua), Nony4yum COOTHOLLE-
Hue

AT = 6010p/ (XE%J), 3)

roe A — KoahdpUUMEHT TENNONPOBOAHOCTM MaTepuana obpas-
ua. M3 (3) cnepyert, yto neperpes o0brny4aemoro MmkpoobbEMa
YBEMUYMBAETCA MO MEpPEe CHWKEHUS SHEPrMM SMEKTPOHOB 30HAA.

3HayeHns AT, kak pyHKLUM SHEprim aneKTpoHOB 30HAa, pac-
cymTaHHble no (3), npuBedeHbl Ha puc. 2. MNokasaHbl 3aBUCKMMO-
CTU ANA PacnpoCTPaHEHHbLIX 3MNEKTPOHHBLIX PE3NCTOB — MOMU-
meTunmeTtakpunata (PMMA), apcennga rannma GaAs un kpewm-
Husa Si. Mpn pacyéte ncnonb3oBaH KOIPPULMEHT TENONpo-
BogHoctn 0,002; 0,460; 1,590 Bt/(cm-K) cooTBeTcTBEHHO ANA
PMMA, GaAs, Si. Pacuér BbinonHeH no (3) ana I, = 1 HA. [ins
6a30BbIX NOMYNPOBOAHUKOBLIX MaTepuanos (KPemMHUsi, apceHuns
rannusa) HarpeB COCTaBISE€T HECKONbKO KENbBUH U He BrnseT
CyLlecTBEeHHbIM 06pa3om Ha penbed CTPYKTYpbl U SNEeMEHTHbIN
coCcTaB aHanusupyemoro Mmkpoobwéma. B cnyyae opraHunyec-
KMX MaTepvanos (NonMmeTunMeTakpunaTt) CuTyaums CoBepLUeH-
HO nHasd. Yxe npu aHeprum 1 kaB AT npubnmxkaetcs k 100 K, yto
C Y4€TOM UMCXOOQHOM TemnepaTypbl obpasua COOTBETCTBYET
120—130 °C. lpu Takon TemnepaType HapyLllaeTcs penbed,
BO3MOXHa MpsiMasd BO3roHka maTepuana.

[MpoBeaéHHbIE OLeHKM NOKasbiBalOT, YTO TEMMOBOE BO3Aen-
CTBMWE 3NeKTPOoHHOro 3oHAa B A3PCMA ¢ HaHOMETPOBOW foKarb-
HOCTbIO He ABNSETCH 3HaYMMbIM AnA GonbIMHCTBA HEopraHu-
YecKMX MaTepuarnoB 3MeKTPOHHON TexHukn. OaHako Ans obbek-

UsmepumenbHas mexHuka Ne 10, 2016

TOB C HU3KOW TENNIONPOBOAHOCTbLIO, MpeXae BCEro opraHuyec-
KMX BELLECTB W MaTepuarosB, NeperpeB aHanmsnpyemoro Muk-
poobbéma MOXeT ObITb 3HAYUTENBHBIM M CTaTb NPUYMHON pas-
pyLieHus obpasua.

Pa6oTa BbiNonHeHa nNpu nogaepkke Poccuitckoro Hay4Horo
doHaa (cornawenve Ne 14-19-01652 ot 27 moHa 2014 r.).
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