I'maBa 13

MeTobl JIOKQJIBLHOI'O aHAJJIN3a
IIOBEPXHOCTU

Ilnan
e 8.1 Brejenne

e 8.2 3oHUpyIONINe MYYKH - 3JIEKTPOHOB, HOHOB, ONTHIECKIX
¢doToHOB, Y-KBaHTOB

e 8.3 CkaHupytoias aToMHO-cuoBasg Mukpockorust (AFM)

e 8.4 CkaHuUpYyIOIIas TYHHEIbHas MIKPOCKOIIIS U CIIEKTPOCKO-

st (STM)

e 8.5. MeToibl aHa IM3a 3JIEMEHTHOI'O COCTaBa ¢ BO30Y:KICHIEM
saexkTporHbIM mydkoM. EDS, WDS, EXAFS

e 8.6 MeTo/ibl aHa/IM3a 9JIEMEHTHOI'O COCTaBa ¢ BO30Y:KIEHIEM
HOHHBIM I1ygKOoM. SIMS



2 I'maBa 13. MeTO,lIbI JIOKaJIbHOI'O aHaJIn3a IHOBEPXHOCTH
13.1 3onaupoBaHMe 3JIeKTPOHAMN

[Ton BO3mEliCTBHEM 3JIEKTPOHOB IIyUKa IIPOUCXOIUT PsI IIPOIEC-
COB, XapaKTepHBIX JJIsI JAHHOIO MaTepuaja U ero CTPYKTYP.L:
paccestiie MePBUIHBIX 3JIEKTPOHOB, UCIIYCKAHNE BTOPUIHLIX DJIEK-
TpoHOB (1porecchbl OKe), MPOXOXKIEHIEe 9JIEKTPOHOB CKBO3b 00b-
eKT (B cIydae TOHKNX OOBEKTOB), BOSHUKHOBEHNE XapaKTePHCTH-
T4eCKOro m3Jiydenns. B psije ciaydaes (JIOMUHECIUPYIONIHE MaTe-
PUAJTBI, IOy IPOBOJHIKNI ) BO3HUKAET TAKKEe CBETOBOE U3JIYUeHHe.
Perucrpariust 971eKTpOHOB, BBIXOJANINX U3 00bEKTa, a TaK¥Ke IPy-
IUX BUJIOB WM3JIy9YeHUs (XapaKTepUCTUIECKOrO, CBETOBOTO) JIAET
HHGOPMAIMIO O PA3JIMYHLIX CBOMCTBAX MHUKPOYYACTKOB U3ydae-
MOI0 OO'LEKTA.

atomic nucleus

kicked-out ..
electron - -

radiation
energy

Puc. 13.1: Ilpomeccnl nziydenns: n mepexojioB JIEKTPOHOB MEYK]Iy aTOM-
HbIMU 0D0JIOUKAMU

DHeprum MepexojoB B aToMe BOJIOpOJia He IMpeBbImaoT 1438,
OJIHAKO BO MHOI'O9JIEKTPOHHBIX aToMax ¢ IJIyOOKUMU YPOBHSIMU
SHEPIrUM Topas/io Bhime. Hampumep, XapakTepucTuicKue JIMHAN
CIIEKTpa HEKOTOPBIX djteMenToB (K-cepust):
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Li - 228A

Be - 114A

Al-9.9A

Si - 2.3A

Au - 0.18A

Pb - 0.17A.

HamomummM, 1To 1/1nHa BOJTHBI 1ACOOTB€TCTByeT sueprun ~ 10%3B.

13.1.1 Si-nponopHuoHAJIbHbIE CUETYNKN

PenTrenosckoe nsiydenne npeodpasyeTcs B YUCI0 CBOOOIHBIX HO-
cuTeJiell, reHepupyemMbix (pboToHaMM B 9rcTOM KpeMuun. Hocuren
POKJIAIOTCA B BUJIE 9JIEKTPOHHO-/IBIPOYHBIX T1ap, KOTOpbIE jiajiee
JIpeiipyIoT B 3JIEKTPUUECKOM TI0JIe BHENTHUX JIEKTPOJIOB U IPH
O IaHIHI Ha 3JIEKTPOJIbI TeHEPUPYIOT UMITYIbChI TOKa. [10CKOIb-
Ky POKJIE€HIE TTapbl B KpeMHIE Tpedyer MaJioil sHeprun (mopsiika
1B), To umcao map mpornoprimoHaIbHO SHEPTUN PEHTTEHOBCKOTO
doroHa, nomaparolero B KpemMuuit. VIMIyJbc TOKa HM3MepsieTcst
BHEITHUM YCUJIUTEJIEM Ha MOJIEBBIX TPAH3UCTOPaxX M IO/IaeTcsd Ha
MHOTOKAHAJILHBII aHAJIM3aTOp, KarK/Iblii KaHaJl KOTOPOIr'o IPUBS-
3aH K aMILIITY/Ie UMITYJIbCA TOKA. JHEPIUsl pa3pbiBa apbl H3BECT-
Ha, TOITOMY aMILIATY/Ia UMIIYJIbCa TOKa I03BOJISIET OIpPEaeInuTh
SHEPIUIO PEHTIeHOBCKOro ¢oToHa. s cHu»KeHust coOCTBEHHOI
ITPOBOJINMOCTH TaKO# CUETUYNK OXJIaXKIaloT dj1eMeHTOM [lenbThe.

[ToMrmMmoO YmcTOro KpemHus, MpOHOPIUOHAJIbbIE CUETUYNKHI JIe-
JIAIOTCS TaKxKe U3 Si 3alepToro JInoja, OXJaxKJIaeMOoro JI0 a30T-
HBIX TeMIlepaTyp. Takoil JeTeKTop cocTouT u3 Si- p-i-n jauoja
TOJIIUHON 3-DMKM, K KOTOpOMY TpmiozkKeno namnpszkenue -1000B.
JlerupoBanHublii Li 1meHTpasbHbBI cjIoit 0Opa3yer HelmpoBOIsIINI
i-cj10i1, B KOTOpoM Li KOoMIleHCHPYyeT OCTaTOYHBbIE aKIeNTOPHbIE
IpuUMecH, KJI0Topble Oy cjiesiajin 3ToT cjoii p-tuna. Kora depes
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9TOT CJION TTpoJIeTaeT PEHTIeHOBCKNT POTOH, OH reHepupyeT MHO-
ZKECTBO 30JIEKTPOHHO-JBIDOYHBIX IIap, YTO MPUBOJIUT K UMITYJIbCY
HalpsizkeHusd. [[ys1 Toro, 9Tobbl MOJYIUTH JOCTATOYHO HU3KYIO
[IPOBOJIMMOCTD, JIETEKTOP OXJIAXKJIAETCd JO TeMIepaTyp KHUJIKO-
ro azora. C HEKOTOPOIl moTepeil 1yBCTBUTEIBHOCTH HCIOIb3YIOT
oxJIaXKeHune ynemenTamu llenbroe.

gold contact

~— Ptype Si
— Si(Li)

— N type Si

gold contact

Puc. 13.2: Cxemarudeckoe m3odpazkenue Silii p-i-n cuerdmnka

13.1.2 SEM+EDS

Dueprojucnepcuonnbiii criekrpomerp (Energy-dispersive spectrometer,
EDS) 06bIuHO ycTaHaBIMBAETCSI KAK MPUCTABKA K CKAHUPYIOIEMY
seKTporHoMy Mukpockorny SEM. EDS ncnonb3yercs jsa kade-
CTBEHHON MIeHTUMUKAINKT OTHOCUTE/ILHOIO COJICPIKAHIS 9JICMEH-
ToB. B nporusonosoxkuocts WDS, EDS cucrema He “mactpan-
BaeTcA  CHeudUIecKyio JIMHY BOJHBI PEHTTEHOBCKOTO H3/Tyde-
Hust. BMecTo 9T0ro, TBep0TE bbbl JIETEKTOP COOUPAET U MOJICUU-
THIBAET BCE M3JIyUEHHbIE PEHTIEHOBCKHE KBAHThI OJIHOBPEMEHHO,
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Puc. 13.3: YCTpPOHCTBO KOPITYCHOTO MOJIYITPOBOIHUKOBOTO JIETEKTOPA

U pasjie/isieT UX [0 SHEPTUH B pa3IudHble “KaHaJbl WM Jralla-
30HBI. OOBIYHO MOXKHO COOPATh CIEKTP PEHTTEHOBCKOI'O H3JIyde-
Hus B jguariazone suepruit or 0 jgo 10 keV m orobpasurs ero na
9KpaHe, Kak Iokasano Ha Pucynke. [lukn na crmexkTpe coorBet-
CTBYIOT SHEPI'USM 3JIEMEHTOB IPUCYTCTBYIOMNX B 00Opas3Iie.

EDS crnekrpoMerp HCHOIb3yeTcs i KadeCTBEHHOIO aHaJIM-
3a (IIPOCTO MOJCYUTBIBAETCA 4ucao X — ray KBAHTOB HabpaH-
HBIX B KaHase, COOTBETCTBYIOCIIEM HHTEPEeCYIOIeMy HacC IHKY ).
st MHOTMX KOMOMHAINI 971eMEeHTOB, ojiHaKo, cucreMa EDS me-
Hee kesiaTe/bHO, deM WDS 1oCKOIbKY KU CUJIBHO IT€PEeKPhIBa-
I0TCS U BBICOK (DOHOBBIN ITyM, KOTOPBIl OrpaHIIMBACT 1yBCTBH-
TeJILHOCTL. 'TeM He MeHee, ec/ii HeoOXOINMMO OBICTPO OMPEIe/NTh
KaKne 3JeMEeHTBhI IIPUCYTCTBYIOT B obOpasie, To EDS - 910 mpa-
BUJIbHAST TEXHUKA!
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Puc. 13.4: [Ipumep 3aperucrpupoBannoro criektpa EDS

13.1.3 Boanosoii aucniepcuonnsiii anaiu3 (WDS), EPDMA,

CriekTpomeTp ¢ Jcrepeneii o jmnHaM BoJiH (wavlength dispersive,
WD) wucnosib3yercst Jijisi TOro, 9roObl BBIEJINTH HHTEPECYIOIee
HAC PEHTTE€HOBCKOE M3JTyUeHune JIJIsi KOJTMIeCTBEHHOTO aHaIN3a. JTO
MOZKeT OBITH ouHouHbI WDS crieKTpoMeTp, yCTaHOB/IeHHBIH To-
PU30HTAJIBHO Ha 3JIEKTPOHHYIO KOJIOHHY (ITO TUIIHYIHO B yCTAHOB-
kax SEM) win 4-5 crieKTpoMeTpoB, YCTAaHOBJIEHHBIX BEPTUKAJIBHO
BOKPYT Kamepbl ¢ obpasiom. Ilocsennee 6oree THITIMTIHO /IS T.H.
“electron probe microanalysis” (EPMA) - repmunosiorust (hupmbl

CAMECA.
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Puc. 13.5: Tunmunoiit SEM ¢ npucraskoit EDS

13.1.4 IIpunnun paboTbl

CoryiacHo BparroBckomMy 3aKOHY OTpazKeHUs, YIoJl MexK/ 1y 00pa3-
IOM ¥ JIETEKTOPOM OIIPEJIe/IAeT JITMHY BOJIHBI U3/TyUeHns.
WDS ana/jin3 BK/Io49aeT 4eTbipe CTYIEeHH.

1. IIy4oK 971eKTPOHOB YCKOPSETCsl B OTKAYaHHON 9JIEKTPOHHOM
kojonae EPMA wimm SEM u 6oMmbapaupyer MOBEpXHOCTL C
sueprueii (¢ paznoctrio notennuanos 15-20 kV), gocrarotamo
OO0JIBIION JIJIsT TOrO, YTOOBI I'€HEPUPOBAJIOCH XapaKTePUCTH-
YecKoe JIJIsl 3JIEMEHTOB PEHTIeHOBCKOE U3J1yUeHHe.

2. Bruieraroriee n3 oOpasiia peHI'€HOBCKOe U3JTydeHne Ce/IeKTH-
pyeTcsd ¢ TOMOIIBIO aHAJIM3UPYIONIEro Kpucrajia. [eomer-
pus pacroioyKeHns obpa3ia W aHAJM3UPYIONEro KPUCTAJI-
Jla TaKOB&, YTO OHM TIOJJIEPXKUBAIOT MTOCTOSAHHBIN YTOJT BbI-
JleTa 110 OTHOIIEHUIO K MMOBEPXHOCTU. Korjia peHTreHOBCKue
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Puc. 13.6: ['eomeTrpus criekrpomerpa WDS

JIVUU TI0Ia/Ial0T Ha aHAJU3UPYIONINI KPUCTAJLIT O/, HEKOTO-
PBIM yIJIOM €, TO TOJIBKO T€ PEHTT€HOBCKNE JIy4Id, KOTOPbIE
VIOBJIETBOPSIIOT BPArroBcKoMy 3aKOHY, OTParKaloTcs U JIy-
YU C eIUHON JJIMHOIl BOJIHBI HMPOXOAAT Ha JeTeKTop. -
Ha BOJIHbI PEHTT€HOBCKUX JIyYeil, MonaJJatlnX Ha JeTEKTOD,
MOKeT OBITh U3MEHEeHa M3MEHEHUEM IOJIOYKEHUST aHAJTU3UPY-
IOIETO KPUCTa/LJIa OTHOCUTETLHO obpasma. 1.0., paccTogHme
“pEeHTTeHOBCKIII NCTOUYHUK-KPUCTAJLT OIpeie/deT aHaJl31-
pyemyto JUinHY BoJiHbl. COOTBETCTBEHHO, PEHTI'€HOBCKOE U3~
JIydeHHE TOJIbKO OT OJHOI'0 DJIEMEHTa MOXKET OBbITh OJIHOBPE-
MEHHO HU3MEPEHO Ha CIIEKTPOMETPE U JJIsl TOTO, YTOObI Iepe-
CTPOUTH IIPUEM Ha JIJIMHY BOJIHBI, XapaKTEPUCTUYECKYIO JIJIs
JIPYTOrO 3JIeMeHTa, HY?KHO U3MEHUTH [MOJIOZKEHNE aHAJIU3UPY-
IOIEr0 KPUCTAJLIA.
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AHau3upyomunii KpucTaJul H30rHyT ¢ pajgunycom 2R, rie R -
pajiyc (hOKyCHpYIOMIell OKPYZKHOCTH (HA3BIBAEMOI OKPY K-
wocth Posamia (Rowland) - em. Puc. 13.6 g toro yse-
JNIUTH 3DPEKTUBHOCTH COOMPAHUST U3JIYUEHUsI B CIEKTPO-
MeTpe. DTOT MpreM BOOOIIE MTMPOKO UCIIOIB3YeTCs B PEHTTe-
HOBCKOIT TexHnKe. OObIUHO B 60J1€€ CJIOXKHBIX CIIEKTPOMETPaX
(EPMA) ncrio/ib3yroTcst HeCKOJIbKO aHATH3UPYOIIIX KPUCTAJ-
JIOB C PA3/INYHBIM [IEPUOJIOM KPUCTAJLINIECKON PEIIeTKHN, TaK
YTO CIIEKTPOMETPBI MOI'YT OXBATUTh BECh MHTEPECYIOMINIT JIa-
a30H XapaKTePUCTUIECKUX JIJINH BOJIH JIJIsI NHTEPECYOIIIX
nac sieMentoB. Hanmpumep, EPMA B konduryparuu ¢ 5 criek-
TpOMETpaMu MOXKeT BhIOJIHATE WDS B Takoii nocieioBa-
TeJIbHOCTHU, 9TOObI olpaliBaTh 10 3JeMeHTOB ¢ OJHOI0 00-
pasiia HEM3BECTHOI'O COCTaBa IyTeM HMUKJIMYECKOI'o IIOBTOPA
aHaJIM3a C KayK/IbIM KPUCTAJIJIOM.

3. PenTrenoBckoe wusjydyeHue XapaKTEpPHOW JIIMHBI BOJHBI OT
AHATIM3UPYIONIEr0 KPUCTAJLIA MPUXOIUT Ha PEHTTEHOBCKUI
jerekTop. Obpaszerr, KpUCTAJT U JIETEKTOP JOJIZKHBI JIEYKATD
Ha okpyxkuoctn Rowland’a m ocraBaTbcs Ha Heil s 3¢-
bekTrBHOrO (POKYCHPOBAHMS BCEX MHTEPECYIONINX HAC JIJTUH
BoJIH. BestesicrBue Toro, 9To obpaser; n yroJi BblIeTa peHTre-
HOBCKHUX Jiy4eil pUuKCcupoBaHbl, aHAJIN3UPYIOIMINI KPUCTAJLT 1
JIETEKTOP 00a, JIOJIPKHBI JIBUTATHCS JIJIA TOT'0, YTOOBI OCTaBaTh-
cs1 Ha Rowland okpyzkHocTu. Kpome Toro, anaimsupyommii
KPHUCTAJLT TOBOPAYMBAETCST KOT'JIa PACCTOSIHIE PEHTTEHOBCKMI
UCTOYHUK-KPUCTAJLT U3MEHSIETCSI.

B kagectBe nerekropoB B WD crieKTpoMeTpax OOBIYHO MC-
MOJIb3YIOT Ta30BbIe MPONOPIUOHAIbHBIE CUCTYNKN, B KOTO-
PBIX BXO/IsIIIlee PEHTI€HOBCKOE M3JIyUeHUe ITIOMaJIaloT Ha Jie-
TEKTOP 1epe3 KOJLIUMATOD (Ie/Th) 1 TOHKOEe OKHO, 3aTeM I10-
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IJIOIIAIOTCS ATOMAMU T'a3a B CUETUNKe, 1 3aTeM KayK bl aTOM
norjotuBinuit X —ray -KBaHT uciyckaeT gporodiekTpon. Ha
IIyTH TIOJIHOTO IOTJIONIEHUsI PEHTTEHOBCKUI KBAHT POXKJIaeT
MHOT'O HOHHO-3JIEKTPOHHBIX IIap, YNCJIO KOTOPBIX IIPOIIOPIINO-
HaJIbHO 9Heprun KBaHTa. ®oTo3/1eKTPOHBI YCKOPAIOTCS K 1IE€H-
TPaJIbHOI IIPOBOJIOKE, TaK YTO JOIOJHUTEIbHAST MOHUBAIINSI
[POU3BOIUT SJIEKTPUUIECKHUI MMITYIbC, aMILINTY/a KOTOPO-
ro IPOIOPHUOHAIbHA HEPIUH UCXOAHOro X — ray KBaHTA.
DJIeKTPpUIECKOe I10JIe CTOJIb BEJIMKO, UTO 9JIEKTPOHbBI IIPHOO-
pPeTaroT IHEPIuio, JOCTATOTHYIO JIJIsT BTOPUIHON MOHU3AIINN.
B pesyibrare BMECTO KayKJOrO IMEPBUYHOIO 3JIEKTPOHA HA
aHOJI IIPUXOJUT JIABUHA SJEKTPOHOB U IIOJIHOE UUCJIO DJIeK-
TPOHOB, COOPAHHBIX Ha aHOJE CUYETUYNKA BO MHOIO pa3 IIpe-
BBIIIAET YNC/I0 MTEPBUIHBIX 9JeKTPOHOB. OTHOIIEHUE TIOJIHO-
ro 4ucja COOPAHHBIX 3JEKTPOHOB K II€PBOHAYAIBLHOMY KO-
JINUECTBY HA3bIBAETCA KOIPMUIMEHTOM Ia30BOI0 yCHICHUSI
(B dopMHUpOBAHUI HMITYJIbCA YYACTBYIOT TAKyKe U HOHBI).
B nponopnuoHaabHOM CYETUNKE OOBITHO KATOIOM CJIYZKUT
MUIHHD, a aHojoM - ToHKast (10-100 MkM) Meraimyeckast
HUTh, HATAHYTas 110 OCH IMJIMHApPa. ['a30Boe ycujieHne ocy-
IIECTB/ISIETCST BOJIM3U aHOJA HA PACCTOSAHUN, CPABHIMOM C
JaMeTpoM HHUTH, & BeChb OCTAJIbHOH IIYTh 3J€KTPOHBI JIpeii-
dyror nojt eiicTBuem mosis 6e3 “pasmuoxkenn’. IIporopimo-
HaJIbHBIH CIETINK 3aI0JIHSIIOT HHEPTHBIME Ta3aMu ( pabodmii
ra3 He JIOJIZKEH IMOIJIOMATh JIpeidyomine 9JJeKTPOHbI) ¢ J0-
OaBjeHreM HeOOJIbIIOr0 KOJIMYIeCTBa, MHOTOATOMHBIX I'a30B,
KOTOpBIE TIOTJIOIIAI0T (POTOHBI, 0OPA3YIOIINECcs B JIABIHAX.

Pesynprupytonuit ko3 duimenT ra3oBoro ycuaeHus CueT-
kua ~ 103 —10? (ocruraer 10°); ammiuryaa umiysibea 1072
B 11pu éMkocTu 0KoJ1o 20 n1d; pa3BuTHE JIABUHBI TPOUCXOUT
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3a BpeMs ~ 1077 — 1078¢, 0HAKO MOMEHT HOSIBJICHHS CHI-
HaJla Ha BBIXOJIE CUETUYNKA 3aBUCUT OT MeCTa ITPOXOK IeHNs
MOHM3YIOIIEH YacTUIlbl, T. €. OT BpeMeHU Jjpeiida 31eKTpo-
HOB s10 HuTHU. IIpm paguyce cuernka ~ lcm u papienun 1
aTM BpeMs 3alla3/IbIBaHud CHUTHaJIa OTHOCUTEHLHO ITPOJIETA
qactunsl ~ 107 %. ITo sHepreTndeckoMy pasperieHnio mpo-
MOPIMOHAJIBHBIN CUYETUNK ITPEBOCXOANT CHMHTUIIAIINOHHBIIN
CYETUNK, HO YCTYIAeT IOJIYIIPOBOIHUKOBOMY jgeTeKTopy. Oi-
HAKO IPOIOPIMOHAIbHbBIE CUETINKU II03BOJISIIOT paboTaTh B
obsiactu sHepruit < 1ks5B, rie 1mosynpoBoJHUKOBBIE JIETEK-
TOPBI HEITPUMEHUMHBI.

Vcnonp3ytoTes aBa THIa JETEeKTOPOB - € YIIOTHEHHBIM I
ra30-IIPOTOYHBIM TPOIOIMOHAIBHBIMI CIETUNKAME. Y ILJIOT-
HEHHbBIE ITPOIMOPINOHAJIBHBIE CIETINKI OOBITHO MCIOJIB3YIOT
JUIST JIMHIH PEHTTEHOBCKOIO M3JIyYeHNs C BBICOKOH SHEPTHeil;
OHU UMEIOT TOJIcTOe Be- 0kHO (~ 50uM), KTOpOE TperoTBpa-
maeT yredky Xe uin Xe-CO2 raza. ['azo-1iporodnbie npomop-
[IOHAJIbHBIE CYETINKI OOBITHO UCIOJIB3YIOT [IJIsT HU3KOIHED-
PeTUYHBIX JINHUIL; OHU UMEIOT OueHb ToHKHe OKHa (0.5 — 1M)
13 Maitrapa (MaBcana) nin mnosmmponuiena. [lockombKy we-
pe3 Takue TOHKHE OKHa ra3 Aud@yHIUpyeT HApy»Ky, TO UC-
110JIL3YIOT IPOJIYBKY Ta3a (00bruHo Ar gas with 10% wmerana)
gepes JICTEKTOP € MOCTOSHHON CKOPOCTBIO MOTOKA.

4. Iy janHoro obpasia, KaK TOJbKO MHTEHCUBHOCTL PEHTIre-
HOBCKOI'O M3JIyUEHUsI JIJIsT KayKJIOr0 NHTEPECYIOIIero 3JieMeH-
Ta “mojcunTaHa’ JIETEKTOPOM JIjIsl JJAHHOIO TOKAa 3JIEKTPOH-
HOT'O IIyYKa, CKOPOCTH CUYeTa CPABHUBAIOTCS CO CKOPOCTIMU
JUIST CTAHJAPTHBIX 00pas3IoB, COAEPKallllX M3BECTHbIE KOH-
IEHTPAIlI NHTEPECYIOIIero sjeMeHTa. B ¢Boio ouepe/ib, MH-
TEHCUBHOCTHU PEHTIEHOBCKOI'O U3JIYUYEHUsI HYKHO CKOPPEKTH-
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pOBaTh C yYeTOM BJIMSIHUS MATPHUIIbI, CBSI3AHHOIO C ATOM-
HBIM HOMepoM (Z), orvtonenneM (A) u duryopecrenueii (F).
[Iporenypa 9TuX HONPABOK BBIIOJIHIAETCS C OMOIIBIO KOM-
BIOTEPHO TTPOrPAMMbI, KTOPast CPABHIUBACT UCXOHDBIC JTAH-
HBbIE 110 CKOPOCTH CHUeTa JIJIsI KarKJIOTO JIEMeHTa, CPaBHUBa-
eT UX C JIAHHBIMU JIJIST CTAHJIAPTHBIX 0OPA3I0B, BLIYUCIISET
ZAF nonpaBKy m oToOparkaeT pe3yJbTaTbl Kak (OyHKITIIO
IIPOIIEHTHOT'O COCTaBa JIEMEHTOB.

I'a30BbIil TPONOPITMOHAJIBHBIN CYETYUK
B mem mpoucxoguT yBeandeHne KoJINIecTBa CBOOOIHBIX 3apsiI0B
B 00bEME 3a CUET TOTO, UTO ITEPBUIHBIE JICKTPOHBI HA CBOEM ITYTH
K aHO/Y B OOJIBIINX JIEKTPUIECKUX TOJIAX TPUOOPETAIOT SHEPTUIO
JIOCTATOYHYIO /I y/IapHOI NOHU3AINT HEUTPaIbHBIX aTOMOB pa-
6odeil cpepl JeTeKTopa. BOo3HUKINMe TPH 9TOM HOBbLIE 3JIEKTPO-
HBI B CBOIO OYepe/Ib YCIEBAIOT MPUOOPECTH SHEPTUIO JOCTATOUHYIO
JUIA MOHM3alnM yaapoM. TakumMm oOpa3oMm, K aHOIy OyaeT JBU-
raTbCsl HapacTalollasl JIEKTPOHHAs JIaBUHA. DTO ‘caMoycuieHue’
9JIEKTPOHHOTO TOKa (KOI(D(DUIMEHT ra30BOr0 YCHJICHUST) MOYKET
nocrurars 103 — 10%. Takoil pesknM paboThI OTBEYAET IIPOIOPILH-
OHAJILHOMY CUETUHKY. T.0., B 9TOM MpUOOPE aMILIATY/Ia UMITYIHCA
ToKa (WJIN MOJTHBI COOPAHHBII 3apsiji) OCTAETCsT TPOIIOPINOHAb-
HOIT SHEPIruH, 3aTpaveHHON 3apsAKeHHON YacTUIlell Ha IIEPBUIHYIO
NOHUBAIUIO CPEJIbl JeTEKTOpa 1, CJIeJJ0BATEbLHO, TPOIOPIUOHA I b-
HBIl CIETUYNK BBITOJHAET (DYHKIUN CIIEKTPOMETpa. JHEpreTude-
CKOe paspellieHne IPOoNOpPIUOHAIbHBIX CYETUUKOB JIydIle, YeM Y
CIUHTULISAIUOHHBIX, HO XY2Ke, YeM Y MOJIYITPOBOIHUKOBBIX.
KoHCTPYKTHBHO TPONOPIUOHATBHBIN CIETUYNK OOBITHO H3TO0-
TaBIUBAIOT B popMe IUTUHIPUIECCKOTO KOHJIEHCATOPA C aHOJIOM B
BIJIe TOHKOI MeTa//INUecKON HUTH IO OCH IUJIUH/PA, ITO obectie-
quBaeT BOJIM3HW aHO/a HAIIPSIYKEHHOCTD 3JIEKTPUYECKOTO MOJIs 3Ha-
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YUTEJHLHO OOJILITYIO, YeM B OCTaJILHON o0JiacTu jerektopa. [Ipn
Pa3HOCTH TOTEHITMATOB MEXK/Iy aHOJAOM M KaTojoM 1kKB Hamps-
YKEHHOCT T10J1sT BOJIM3K HUTH-aHOIa MozKeT jocturarh 40 KB /e,
B TO BPEMsI Kak y KaTojia OHa paBHa COTHsM B/cM. Bpemernnoe pas-
pelIeHne MPOIOPIMOHAILHOIO CUeTINKa MOZKeT nocTuraTh 107 c.

ITpocymmupyem cytb WDS:

- U3MepeHre OTHOCUTEIHLHOTO 3JIEMEHTHOIO COCTaBa TPeOyeT BO3-
OyukjeHnst aroma (4Tobbl BelIeTesn X — ray-KBaHTHI),

- (boKycupoBaHUsT PEHTIEHOBCKOTO H3JIYUEHUsI C IIOMOIIBIO KPH-
CTAJIJINYECKOI'O CIIEKTPOMETPa Ha JIETEKTOP,

- nnpeobpazoBanusd X —ray-KBAHTOB B (DOTOIJIEKTPOHBI, KOTOPHIE B
CBOIO OUYepeb NeHEPUPYIOT JJIEKTPUIECKUl CUTHAJ ¢ aMILTUTY/I0MH
IPOITOPIUOHAIBLHO OTHOCUTEILHOMY COJICPKAHIIO 3JIEMEHTOB.

Ha pucynke 13.7 n3o6pazkeHo cxeMaTn4ieckoe YCTPOiCTBO CIIeK-
tpomerpa SX100 dupmber CAMECA.

EPMA obecrieanBaer ropas/io JiydIie pe3yabTaThl, 4eM 00bIt-
upie SEM/EDS cucremsr. Biarogapst obrmeii 4yBCTBUTEIHLHOCTH
WDS, ana/mm3 Jilerkux 3JIeMeHTOB U PUCK OIMMOOYHON HMHTepPIIpe-
TAIK KaIeCTBEHHOTO ClIeKTpa ropas/io jydire yem B EDS. Jly4re
gem B EDS Tak:ke u criekTpasbHOE paspelieHie.

HocTronucta WDS:

e bJiarojapsi BICOKOMY IpOCTpaHCTBeHHOMY pasperieruto WDS
UCTIOJIB3YeTCs I Hepa3pyIIaloniero KOJnIeCTBEHHOIO aHar~
JIN3a, Ha ISTHBIIIKE pa3MePOM BILJIOTH JI0 HECKOJILKMX MHK-
POH; I JEeTEKTUPOBAHUS COAEPXKAHUA dJIeMeHTOB oT B n
BBIIIIE Ha yPOBHE ppm Tpedyercs: Bpems ~ 10 c.

e WDS xoporrio paboraeT JiJisl pa3HbIX MIHEPAJIOB, CTEKOJI, Ke-
PaMIUK, IIOJIYIIPOBOJHUKOB, METAJLIOB, etc.

e [Ipu ckanmpoBaHWM 3JEKTPOHHOIO Jiyda Mo Iromaan WD
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Puc. 13.7: CxemaTuueckoe yTPOICTBO CIEKTPOMETpa

(CAMECA)

EPMA
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Molybdenite (MoS:z)

22 ' 23 i 24 25 ' 26
Full Scade ED B2255 cts Ful Scaks WO 1532780 clefs Cursor 2608 ke’

Puc. 13.8: CpaBHeHune paspelieHus ceKTpajbHbIX JuHuit Mo n S B
criekrpomerpax EDS (ekesteiit) 1 WDS (rosy6oii). B EDS criek-
tpe Jinann Mo u S nepexkpoiBaiorcs; B WDS criekTpe 3Tu JuHuN
pas3penieHsbl.
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Posdtlom of 51 {Ha)

T o T ¥ T ¥ T ¥ L T ¥ T T
i S 2 15 T 135 18
Full Scale ED 10588 iz Full Scale WD 165 cis)s Oursor 2799 L Full Scale ED 19303 cis Full Scale WD 301 cisds Cursor: 1 760 L1

Puc. 13.9: Oupenenenns ciegos Si merogom EDS (ciea) u WDS
(cripasa). Borsgsirenne npucyrersus Si (0.15 Bec.%) B crutase Ni-Al-
Mo criekrpomerpom EDS (sxenrtoriit) u ciekrpomerpom WDS (rosty-
ooit). [IpucyrcrBue cieoB Si TPyJIHO yCTaHOBUTH B criekTpe EDS,
HO JIETKO - B criekTpe WDS.

CIIEKTPOMETP JaeT KapTy PEeHTIeHOBCKOI'O M300pasKeHusi MH-
JINBUJTYAJIbHBIX 3JIEMEHTOB.

e WDS B cpaBuenun ¢ EDS nmeer ropas;io 60Jiee BbICOKOE IIPO-
cTpaHcTBeHHOE pasperienne sjiemeHToB (Puc. 13.8) u qays-
CTBUTEILHOCTD K COJIeprKaiio sementoB (Puc. 13.9).

Henocrarku WDS:

e WDS He MOXkKeT JeTeKTHpoBaTh 3j1eMeHTHI Jierde B (ar. Ho-
mep 5), Hanpumep HeuycrBuresier K H, Li u Be.

e HecmoTps na B 001eM BBICOKOE paspelieHne MIKOB JIeMeH-
TOB, HEKOTOPBIE IMHUKHU CYIIECTBEHHO ME€PEKPLIBAIOTCS (e.g.,

VK, 1 TiKg).

e WDS ananu3 He MOKeT pa3jiniuTh pa3Hbie BaJeHTHBIE CO-
crostHust ssieMenTos (Haupumep, Fe?™ or Fe3™), nosromy npu-
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XOJIUTCST B TAKUX CJIYUIAAX IPUMEHSITh JPYTYI0 TeXHUKY (Ha-
npunMep MécchHaypoBCKYIO CIIEKTPOCKOIINIO).

e Bapuanmu mMacc 97€MeHTOB (T.e. X M30TONOB) HEJIb3sT Olpe-
JesinTb MetojioM WDS; 3To ciiejiyeT onpeiesisiTh MacC-CIIeKTPOMETPOM.

13.1.5 O:xxke (Auger) cueKTpPOCKOIIUS

Ozxe-apdexr: [log geiicTBrEM HOHU3UPYIOIIETO W31y YeHIsI Ha, O/1-
HOM U3 BHYTD. 9JIEKTPOHHBIX ypoBHeil (Haip., K-ypoBHe) aToma
oOpasyercsi BaKaHCHs, Ha KOTOPYIO [IePEXOJIUT 3JEKTPOH ¢ DoJiee
BBICOKOT'O ypOBHsI (Hamp., Ls-moypoBHsi). Bosuukimuii npu mepe-
XOJIe 9JEKTPOHA M30BITOK SHEPIUU MOXKET IIPUBECTH K HCIyCKa-
HUIO PEHTTEeHOBCKOrO (hoTOHA (M3JIydaTesbHBII Mepexo)]) Wil K
BBIOPACBIBAHUIO €IIe OJIHOI'0 3JIEKTPOHA, HAIPUMeEp, C IOJLYPOB-
Hs1 L1 (6e3bI3/IydaTe/IbHbIi Tepexo/]). DTOT JEKTPOH HA3BIBAIOT
0Ke-3JIEKTPOHOM, & ero KHHeTudecKasl sHeprusi F olpenessercs
ypaBuenueM: F = Ex — Epy — Ers, tne Ex, Epy n Epg-sneprun
CBsI3U 9JIEKTPOHOB Ha ypoBHAX K, L1, u L3 cooTBeTCTBEHHO (C ye-
TOM BJIMSTHUST MOHU3AIN aTtoMa). Pacemorpentbiit OxKe-iepexo/q
oboznavaercsa K LyLg. CyliecTByIoT u JIp. IEepexo/ibl, HAIp. TUIIA
LMM, MNN, KLM. Oxe-3ddexT HabomaeTcs y BCeX dJie-
MEHTOB IEePUOJIMIECcKOil cucreMbl, HadnHas ¢ Li, npumdyem ero Be-
POSITHOCTD JIJIsl JIEPKUX 3JjieMeHToB jocturaer 0,99 u yObiBaer ¢
yBeJINUeHNeM IIOPsIIKOBOIO HOMepa. B TBepioM Tejie Hapsiy ¢
repexoaMy MeXK/Jy BHYTPEHHUMHU YPOBHSIMU aTOMa HaOJII0/1at0T-
cst iepexogibl (tuta LMV, LV'V u T.71.) ¢ ydacTueM 3J1eKTPOHOB
BaJICHTHOI 30HDI.

[TosepxnocTHast ayBcTBUTEILHOCTH B AES cBsizana ¢ Tem, 4To
SMMHUTHPYEMBIE 3JIEKTPOHBI UMEIOT SHEPIUU B jinanasone oT H0 eV
110 3keV B KOTOPOM 3JIEKTPOHBI UMEIOT KOPOTKYIO JJIMHY IIPO0e-
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(a) (b) Vac
~ ----- - -
2p ‘ | ] Valence Level
o‘ =E M, ...
L2s

L,
Electron collision

EAuger

Auger electron emission

Puc. 13.10: maJiatonuii 3JeKTpoH obpa3yeT JLIPKYy B 00Ji04Ke 1s.
DJIEKTPOH € 00JI0UKH 28 3AII0JIHAET 9Ty ALIPKY. BbIcBOOOIUBIIASICS
SHEPIusl IepeaeTcs 2P 3JIEKTPOHbI, KOTOPBIl BbLIETaeT U3 aTOMA.
ObpasoBasIiieecst COCTOSIHIE aTOMa, COJIEPXKUT JIBE JIBIPKH: 28 U 2.
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ra B TBepjioM Teje. [mybuna, ¢ KOTOpoit coOMparoTcst 371eKTPOHbI
II09TOMY COCTaBJII€T HECKOJILKO HM 1 9TO 00eCIeunBaeT BbICOKYIO
qyBcTBUTEILHOCTh AES K IOBEPXHOCTHBIM IIPOIIECCAM.

Crektpbl OKe-371eKTPOHOB PErNCTPUPYIOT ¢ romomibio Oxke -
CIIEKTPOMETPOB, KOTOPBIE COCTOAT U3 UCTOUHUKA HOHU3UPYIOTIETO
Iy dKa, KaMepbl /I pa3MeIeHnst NCCIelyeMbIX 00pas3IioB, SHEPTO-
AHAJIN3ATOPA U JIETEKTOPa 3JEKTPOHOB. B KadecTBe MOHU3UPYIO-
IMIEr0 U3JIyUeHUs] UCIIOIB3YIOT JJIEKTPOHHDIE IIYUKHU ¢ SHEPIHeil OT
3 10 10xk3B, a B npubopax ¢ MpoCTPAHCTBEHHBIM Pa3pEIICHIEM Me-
Hee 0.1MkM - ¢ sneprueit Boie 10x3B. g m3mepenns kuneTnde-
CKOM 9HEPI'UU 9JEKTPOHOB MPUMEHSTIOT JINCIIEPCUOHHBIE 3JIEKTPO-
CTATHYECKIEe SHEPrOAHAM3ATOPbI (C IUJINHIPUIECKUM WM T10-
JycepraecKuM 3JIeKTPOJIAMIT), KOTOPbIe 006€CIeTNBAIOT BHICOKOE
suepreruyaeckoe pasperierne (AE/E) ~ 0.05%. s gerextupo-
BAHWsI 9JIEKTPOHOB CJIY’KAT 9JIEKTPOHHBIE YMHOXKUTEN (B IacT-
HOCTH, KAHAJITPOHBI), UMEIOIIe BBICOKYIO 3(PMEKTUBHOCTD CUe-
Ta HU3KOIHEPTEeTHIECKUX JIEKTPOHOB IIPH MAJIOM ypPOBHE (DOHA.
O2Ke-CIeKTPOMETPBI JIAI0T BO3MOXKHOCTH TOJIYUATh IHEPreTHde-
ckue crekTphel B Buje 3asucnmocteit N(E) — E u [dN(F)/dE] —
E (puc. 1), tne N(E)- Bbixoq (mim HHTEHCHBHOCTH ToKa) Oxe-
9JIEKTPOHOB, PaBHbIN dnc/y OKe-371eKTPOHOB, UCITYCKAEMbBIX HC-
CJIeJlyeMbIM OOBEKTOM B €JIMHUILY BPEMEHH.

Bentencrsue nuskoit sneprun Oxke 3jiekTpoHoB, AES crekTpo-
MeTpPbI paboTatoT co cBepxBbicokiM BakyymoMm (UHV). Dto mpeor-
BpalllaeT pacCesHUe 3JIETPOHOB OCTATOYHBLIMU aTOMaMH ras3a, a
TakxKe obpa3oBaHue TOHKOM IJIEHKH aTOMOB Ta3a, ajcopOoupoBaH-
HOI Ha moBepxHOCTH OOpasna. Cxemarndyeckoe ycTpoiicTBo Oxke-
crieKTpoMerpa 1okaszaHno Ha Puc. ITpumep Oxke criekTpa HUTpHIA
MeJn npuBejeH Ha Pucynke.

Hocrouncrsa merona AES:
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Puc. 13.11: YerpoiictBo AES criekrpomMerpa ¢ HCroIb30BaHIeM 31K~
TPOHOI IYIIKU U IUJIMHJIPUYECKOTO 3€PKaJIbHOTO aHaJIM3aTopa
(CMA). Boueraroriue 9/1eKTPOHbI OTKJIOHSIIOTCSI BOKPYT IYIIKH 1
POXOJsT depe3 aneprypy Hazanl K CMA. DT 971eKTPOHBI 3aTeM
AQHAJINBUPYIOTCS C IOMOIIBIO 9JIEKTPOHHOI'O YMHOXKUTE . 3MeHsist
HAIIPSIZKEHIE MOYKHO IIOCTPOUTH 3aBUCHMOCTH O¥K€ JIEKTPOHOB OT
sHeprun. C IMOMOIIBIO HOHHOM ITYIITKH MOYKHO CHUMATD CJIOU ATOMOB
C MMOBEPXHOCTHU JIJIsT aHAU3a COCTaBa IO IVIyOUHE.
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kil

Cu [ r
el

i

D{E*N(E)}/DE (Arb. Units)

i 160'26{}r3601460r S{I){}. 6;)0. ?[I}E}'SEJ{}lQE)O-IOO{}
Kinetic Energy (eV)

Puc. 13.12:

Bricokoe mpocrpancTBenHoe pasoerienne (10HM)
BbicoKast 4yBCTBUTEILHOCTD

Hemocrarku meroma AES: Dddekra 3apsijia HOBEPXHOCTH JJIEK-

TPOHHBIM JIYIOM

HeobxommMoCcTh B CBEPXBBICOKOM BaKyyMe

Db dekTa MHOKECTBEHHBIX CTOJTKHOBEHUI U TIOTEPh B TBEPIOM Te-
Jie

Bo30y K jierne 971eKTPOHHBIX TJIA3MEHHBIX BOJTH (BCe 9TO 3aTpY/I-
HsleT UHTEPIPETAINIO JIAHHBIX ).
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