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AHHOTauMsl. DJEKTPOHHO-30H/OBBIA PEHTTCHOCTICKTPAIbHBIA MHKPOAHAIIH3
(PCMA) siBisieTcst OCHOBHBIM METOIOM OIIPEIeIeHHs COCTaBa MHHEPAIbHBIX (ha3 MUK-
POHHBIX pa3MepoB, COJEpPKalINX NalIaguid, B pyAax W pyJONposBIeHUIX. B padote
MPOBE/ICHO HCCieoBaHue (haKTOPOB, BIUSIONIUX HA MIPABUIBHOCTD OINPEICIICHNUS MIPU
PCMA cocTtaBa MUKPOHHBIX BKITIOYEHHH MUHEPaIbHBIX MalIaueBbIX a3 (MaiueHe-
puta (PdTeBi), ¢ppymura (PdBi2) n HEKOTOPBIX APYrHX) B MATPUIAX XaIbKOIUPHTA,
HeHTIaHnTa. VI3MepeHHs POBOIMIIN Ha CKaHMPYIOIIEM 3JIEKTPOHHOM MHKPOCKOIIE
(COM) MIRA 3 LMH (TESCAN) ¢ 3HeproaucrnepcHOHHbIM CIIEKTPOMETPOM H Ha
AIIEKTPOHHO-30H10BOM MuKpoaHaiu3zaTope JXA-8200 (JEOL) ¢ kpucrami-mudpakigu-
OHHBIMHU CIIEKTPOMETpaMH. BBUIH BEITOJIHEHBI OLEHKH BO3MOXHOCTH YMEHBIICHHS
pa3Mepa 001acTH JIOKAIFHOTO aHAJIN3a MPU YMEHBIICHNH YCKOPSIOIIET0 HaNpsKEeHHs
10 15 1 10 kB no cpaBaenuro ¢ pekomenayembim npoussoaureaeMm MIRA 3 (TESCAN)
20 xB. BHuMaHMe yzaeneHo OLeHKe 00JacTi MeHepali XapaKTepHUCTHUECKOr0 PEeHT-
TEHOBCKOro m3nmydeHus Pd, pasmMepbl KOTOPOii MO3BOJIAIOT IPUMEHSATH alpoOHPOBaH-
HbIE METO/IbI KOPPEKIINH aHATUTHYECKOTO CUT'HAJA, Pa3pabOTaHHbIE I «MACCHBHBIX)
o6bekToB. [TokazaHo, 4TO MUHEpaIbHBIC YaCTHIIBI TAJUIAUEBBIX (a3 MOKHO CUMTATH
«MaCCHBHBIMI», €CIHM HX Pa3Mepbl COCTABISIOT Oonee 5,2 MKM NpH YCKOPSIOLIEM
Hanpsokennn 20 kB, 3,2 Mk nipu 15 kB, 2,6 mxm npu 10 kB. Ouenka s¢dekra duryo-
pecuennuu 3mnementoB Fe, Ni, Cu, comepKaiuxcss Takxe B OKPYKAoIIeH 4acTHIY
cynbGUIHOW MaTpHIle, MoKa3aia, YTO MPHUCYTCTBHE aHAIMTHUYECKOTO CUTHAIa 3THX
JJIEMEHTOB HE 03HAYaeT MX NMPHUCYTCTBHS B BHJE MPHMECH B YaCTHIAX JJaXKe B CIydae,
ecii MX pa3Mepsl 0OJIbIIe YIIOMSIHYTBIX Pa3MEPOB «MAacCHBHBIX» YacTHLl. CpaBHEHHE
onpeneneHuii no auHusAM K- n L-cepuii XxapakTepucTHYECKOTO M3Ty4EeHHs SJIEMEHTOB
Fe, Ni, Cu 1o3BoJISIeT CyIUTh O CO/ICPIKAHHU 3THX 3JIEMEHTOB B BUJIC IPHMECH B MaJl-
ngaaueBoil dase. I OLIEHKH HEONpEIeICHHOCTH COCTaBa MHKPOHHBIX BKIIIOUECHHI
naJutaiieBbIX (a3 ObLIM COIOCTaBIECHBI pe3yabTaThl onpenenenus Ha COM MIRA 3 n
Mmukpoananmzarope JXA 8200. Ot mpuOOpsI HCHONIB3YIOT Pa3IMYHbIE METOBI PETH-
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CTpallH PEHTICHOBCKOTO H3JIyUCHHS U KOPPEKLIMU aHaJIMTHIecKoro curuana. Heompe-
JIeJICHHOCTh copepxaHui coctaBisier 1,2-1,8 mac. % mnpu ypoBHE copepKaHMs
Pd = 20 mac. %, Bi = 80 mac. %, Te = 30 mac. %, OueHKH HEONPEIEIEHHOCTH MIPaKTHYe-
CKH HE 3aBHCEIU OT ycKopstomuiero HanpspkeHus 11t COM MIRA 3 (10, 15 wnu 20 xB).

KiioueBble cjloBa: CKaHUPYIOIAs JICKTPOHHAs MHUKPOCKOINHS, 3JIEKTPOHHO-
30H/IOBBIIl PEHTICHOCHEKTPAIBHBI MUKpPOAHAIN3, MHHEpajbHble (as3bl Haiamus,
MHKPOBIIOUCHUS
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Abstract. Electron probe X-ray microanalysis (EPMA) is the main method for de-
termining the composition of micron-sized mineral phases containing palladium in ores
and ore occurrences. This work is devoted to the study of factors influencing the correct
determination of the composition of inclusions of mineral palladium phases (michener-
ite (PdTeBi), frudite (PdBi2) and some others) in chalcopyrite and pentlandite matrices.
The measurements were made with the use of a MIRA 3 LMH (Tescan) scanning elec-
tron microscope equipped with an energy-dispersive spectrometer and a JXA-8200
(JEOL) microanalyzer equipped with wavelength-dispersive spectrometers. Estimates
were made of the possibility of reducing the size of the local analysis region by reducing
the accelerating voltage to 15 and 10 kV, compared to the manufacturer's recommended
MIRA 3 (TESCAN) of 20 kV. It has been shown that mineral particles of palladium
phases can be considered as a “massive” if their sizes are more than 5.2 pum at an accele-
rating voltage of 20 kV; 3.2 um at 15 kV; 2.6 um at 10 kV. Assessments have been
obtained for the generation region of characteristic X-ray Pd, the dimensions of which
allow the use of proven analytical signal correction methods developed for “massive”
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objects. An assessment of the fluorescence effect of the elements Fe, Ni, Cu, also con-
tained in the sulfide matrix surrounding the particle, showed that the presence of an
analytical signal of these elements does not mean their presence as an impurity in the
particles, even if their sizes are larger than the mentioned sizes of “massive” particles.
Comparison of the results of determining the elements Fe, Ni, Cu using X-ray lines of
the K- and L-series allows us to conclude about the content of these elements in the
form of impurities in the palladium phase. To assess the uncertainty in the composition
of micron inclusions of palladium phases, the results of determination with a MIRA 3
SEM and with a JXA 8200 microanalyzer were compared. These instruments use dif-
ferent methods for measuring X-ray radiation and methods correction of the analytical
signal. The uncertainty of contents is 1.2-1.8%, wt. at a content level of Pd = 20%,
Bi =~ 80%, Te ~ 30%, wt. The uncertainty estimates were almost independent of the
accelerating voltage for the MIRA 3 SEM (10, 15 or 20 kV).

Keywords: scanning electron microscopy, electron probe X-ray spectral micro-
analysis, mineral phases of palladium, microinclusions
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BBenenne

OreHka cocTaBa MUHEPaJIbHBIX BKIIFOUEHU MUKPOHHBIX pa3MEpOB, COJIEpIKa-
LIUX NaJIaAui U Jpyrye 3JeMeHTsl iatuHoBo# rpynmsl (O111), B pyaax u py-
JIOTIPOSIBTICHUAX SBJISIETCS HEOOXOAMMBIM 3TAllOM BBISIBJICHUS 3aKOHOMEPHOCTEH
MPOSIBIICHUS TIOBBIIIEHHBIX COJIEPYKAHMIA AJUTA U U IPYTHX IICHHBIX MHHEPAITb-
HBIX KOMIIOHEHTOB B pyAHbIX Tenax [1-3]. Jlist onpenenenus cocraBa a3 MUK-
POHHBIX Pa3MEPOB IIUPOKO HUCTOIB3YIOTCS METOJl CKAaHUPYOIIEH dIIEKTPOHHON
MHKPOCKOIIMY B COYETAaHWUH C IOJYIPOBOJHUKOBEIM JETEKTOPOM PEHTI'CHOB-
ckoro mnyderust (COM 3]1) u 31eKTpOHHO-30HIOBBIN PEHTTC€HOCTIEKTPATHHBIN
MHUKPOAHAJIU3 € KPUCTAUI-AU(PAKIUOHHBIMU KaHAJlaMU PEruCTpalud peHTre-
HoBckoro crnektpa (PCMA) [4, 5]. IlpenMyiiecTBa U OrpaHUYEHUsT METOJIOB
COM 3/1 u PCMA noapo6Ho paccMoTpeHbl B padote [6]. [Tpu onpenenenuun me-
tonamu PCMA min COM D/] coctaBa BKIIIOYEHHIA, pa3Mep KOTOPBIX CONIOCTaBUM
¢ 00JacThIO TeHepaly aHATM3UPYEMOT0 PEHTTEHOBCKOT0 n3nyueHus (1-5 MM
B 3aBUCHMOCTH OT yCIIOBHU BO30YXKJICHWS), aHATUTHYECKUI CHTHAII CONEPIKUT
CHTHAJIBI 3JICMEHTOB BKJIFOYCHHUS M AJIIEMEHTOB OKPYIXKAIOIICH CYIb(QHUIHON Min
CWJIMKATHOW MaTpHIBl. DTO MPUBOAUT K TPYJHOCTSIM HUIACHTU(DUKAIIUKN MTPUHAI-
JIS)KHOCTH TIPUMECEH SJIEMEHTOB UCCIIEAyeMOH MHKpOda3e MM OKPYXKarolleh
MaTpuie. Pazmeprsl 00JacTH TeHepalnyd PEHTTEHOBCKOTO HM3IYUYCHHUS 3aBUCST
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OT TaKuX IapaMeTpPOB, KaK YCKOpSIOIIee HaNpsDKEHUE, pa3Mep (poKkycupyeMoro
3JIEKTPOHHOTO IIyYKa, CPEHUN aTOMHBIN HOMep 00IydaeMoif 00JacTH MOBEPX-
HOCTH. B nurepaTtype aist yMEHBIICHHUST pa3Mepa 00JIaCTH JIOKaJbHOTO aHaIH3a
PEKOMEHIYIOT paboTy MPH MOHIKEHHOM YCKOPSIOUMIEM HANPSKEHUH 3JICKTPOH-
HOro my4ka (Hanpumep, 5 kB [7, 8]), MeHblIeM pEKOMEHYyeMOT0 IIPOU3BOANTE-
nsiMu o6opynoBanus (15-25 kB). YMeHblIeHHEe yCKOPSIOLIETO HAPSKEHHs Tpe-
OyeT mepeHacTPONKH MPOrPAaMMHOTO 00ECTICYCHHUS KOTHIECTBCHHOTO aHAJIH3a.

B pabore [9] npeanoxkeH criocod OLEeHKH COJAEPKAHUA B YACTUIAX, UMEIOLIHX
pa3Mep, CONOCTABIMBII W MEHBIINH 00J1aCTH TeHEPaIlii PEHTT€HOBCKOTO U3ITy-
YCHUS, OCHOBAHHBIN Ha KOPPEJLIIHAN COACPKaHMS dIICMEHTa B YACTHUIIE U COAEp-
aHUH 3JIEMEHTOB OKPY>KaroIeH MaTPUIIbI, YTO TO3BOJISIET OLIEHUTH COJEp KaHHE
cepedpa, 30J10Ta BO BKIIOUCHHH, KOTJ]a OHO HE COJEPXKUT JICMEHTHI MaTPHIIBL.
OnHaKo YacTUIBI MUHEPAIOB MaJUIAJNs 9acTO COICPKAT DJICMEHTHI MaTPHUILHL;
nanpumep, Ni Bctpeuaercs B yacTHIAX MAJUIAJAUEBBIX (a3 ¥ B OKPYKarolield Mar-
pulie MuHepaina nenTianura [10-12].

[Moxany#i, eTMHCTBEHHBIM CIIOCOOOM OIEHKH ITPABIIHHOCTH B YACTHIIAX MHUK-
POHHBIX Pa3MEPOB OCTAeTCS OMU30CTh CYMMBI OINPEEISIEMBIX KOMIIOHCHTOB
k 100% [13]. Takas oueHKa, OAHAKO, HE MOXKET OBITh YAOBJIETBOPUTEILHOI, ecinu
HE yCTaHOBJIEHA TPHHAICKHOCTh IpUMecell JacTuie wim Marpune. Hecmorps
Ha MHOTOYHCIICHHBIC ITyOJNHKAINH, MOCBAMICHHBIC aHAIN3Y NaJUIaJNEBBIX (a3,
B IeOJIOTHUECKON nuTeparype, HanpuMmep [14—17], morpemHocTs onpeneneHus
MaJUTa¥s BO BKIIOUCHHUAX OCTACTCSl HEOTIPEICICHHOM.

Hacrosimast pabota mocpsimeHa orieHKe (haKTOpOB, BIMSIONINX Ha OMpeaese-
HUE COAEP>KaHMs MaIa sl ¥ COMYTCTBYIOIIUX 3IEMEHTOB B COSIMHEHUSX C BUC-
MYTOM, TEJUTypOM, CYPbMOI BO BKJIIOUEHHUSX MHUKPOHHBIX pa3MepoB B CyIb(QHI-
HOW OKpY>Karolen MaTpuLe.

O0BEKTHBI HCCJICOBAHNS

OObexkTaMu M3y4eHHUs SBISINCH BKIOYeHUs Maitueneputa (PdTeBi), dpy-
nuta (PdBi2) 1 HekoTOpBIX APYyTHX (a3 manaagus B MaTPULAX CYIb(hHUIHBIX MH-
HEpPAJIOB, TAKUX KaK XaJbKOIMPUT, NUPPOTHUH, MEHTJIAHANT, a TAK)KE B MaTpULIE
Juoncuaa (MHUHepana rpymibl MUPOKCEHOB) B 00pa3lax TOPHBIX MOPOJ Maio-
CyITb(GUIHOTO TOPU30HTA MECTOPOXKACHUS Meaek ﬁHCKO-TaFynLCKoﬁ IJIATUHO-
MeTanpHOW TpoBuHIMHK [18]. IlpemapaTsl s w3y4eHHs OBUTM H3TOTOBJIEHBI
B BuJIe aHIUTH(OB U3 00pa3IioB rOPHON MOPOJIBI U OTOOPAHBI C IIOMOIIHIO OIITH-
YECKOT0 MHKPOCKOIIA.

Annapartypa 4 MeTOAbI AaHAJIM3A

HccnenoBanus BRITIOTHEHBI HA 000pyA0BaHUM L[eHTpa KOJUIEKTUBHOTO MOJTh-
3oBanms «M3oTomHo-reoxnmuueckue uccienoBanus» UI'X CO PAH — ckaaupy-
roteM annekrponHoM mukpockorne MIRA 3 LMH (TESCAN, Yexus) u peHTre-
HOCHEKTPAIBLHOM 3JICKTPOHHO-30HIOBOM MHKpoaHanu3aTope Superprobe JXA-
8200 (JEOL Ltd, SInonwus).
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B pexuMe ckaHUPYIOLIEro 3JIEKTPOHHOIO MHUKPOCKONa BO BTOpHUHBIX (SE)
1 00paTHO paccesHHbBIX d1eKkTpoHax (BSE) nusy4ensr mnoBepxHoCTh, hopMa ucce-
JYEMBIX BIJIIOUEHHH, OLIEHEHBI UX pa3Mephl U paclpeaeieHue B MaTpULE CYJIb-
(UIHBIX MUHEPAJIOB.

Wnentudukanus 3IeMEHTHOTO COCTaBa BKJIFOUEHH U OCHOBHOW OKpYKaro-
el MaTpuibl OblIa TPOBEICHA HA CKAHUPYIOIIEM 3JICKTPOHHOM MHUKPOCKOTIE
MIRA 3 ¢ momorpio cucteMbl MukpoaHanu3a AztecLive Advanced Ultim Max 40
¢ 0e3a30THBIM 3HeproaucnepcoHHbM criektpomerpoM (D1C) (Oxford Instru-
ments Analytical Ltd., BenukoOpuranust). I3MepeHuns: BBIIOIHEHBI [IPU Pa3HBIX
yckopstrormux Hanpspkerusix 10, 15, 20 kB u qnamerpe myuxka 310, 180, 100 am
COOTBETCTBEHHO, MOTIOIEHHOM TOKe 4,4—4,6 HA. AHamu3 BBINIOJIHEH B PyYHOM
pexuMe HabOPOM CHEKTPOB B TOUKAX C KOOPIWHATAMH B IIEHTPAJILHON 001acTH
BKITIOUEHHMI M MaTpPHUIBI PSIOM C BKIOUeHHIMH. OOmacTé aHamu3a BBEIOpaHBI
B pexxume BSE. AHanu3 BKIIOUEHUIH U OCHOBHOM MaTpHIlbl IPOBEEH NpU YBe-
mmyeHuax ot x1 690 o x18 130.

CriexTpsI 00paboTaHbl ¢ TOMOIIBIO IPOTPAMMHOTO 00ECTICUEeHISI aHATTITHYIC-
CKOTro KomIuiekca Aztec. MeToa MaTpUuHON KOPPEKLUHU CUCTEMbI MUKpPOaHAIIN3a
Aztec He TOKyMEHTUPOBaH B ONMKCAHUH MPOTPAMMHOT0 obecriedeHus (U3 4acT-
HOU TIEPETINCKH CIEIyeT, UTO B CHCTeMe AzteC HCIOb3yeTcs MOAU(DUKAII Me-
toga XPP).

i pacueta cofepKaHUi HCIIOTIB30BAHBI 3aBOJICKAs CTAHAAPTU3ALINSA U TTOJIb-
30BaTeNIbCKAasl CTAHJAPTU3AIMS C UCTIONB30BaHUEM 00pa3IOB CPABHEHHUS U3 YH-
CTBIX METaJUIOB, CYyNb(HUIHBIX MIHEPAIOB M3BECTHOTO COCTaBa, aTTECTOBAHHBIX
Kak cranpaptHeie o0pasusl npennpusatuil (COII) B MHCTUTYTE reoiorud 1 Mu-
nepanorun umenn B.C. CoboneBa Cubupckoro otaenenus Poccuiickoit akane-
mun Hayk (UI'M CO PAH, Hosocubupck). Mcnons3oBamu cienyromue COIL:
YUCThIC MeTaIUTBI 17151 3anemeHToB Pd, Te, Bi; mupur FeS, nns Fe, S; xanpxonuput
CuFeS; s Cu; crmaB FeNiCo mis Co, Ni. [Ipu yckopsiomux HanpsoKeHusx 15,
20 kB s smementos Fe, S, Co, Ni, Cu B KauecTBe aHAJIUTHYECKHX HCITOIL30-
Banu Ko-nmuanu, it Pd, Te — Lo-nuanu, s Bi — Ma-nuauto. [pu yckopsirotiem
HanpspkeHnd 10 kB st onpenenenust Cu 6s1a ucnons3oBaHa Culo-muHus.

KonmuuecTBeHHBIH aHAIH3 COCTaBa BKIIOYCHUI OBLI MPOBEIEH Ha PEHTTEHO-
CIIEKTpaJIbHOM MUKpoaHanu3aTope Superprobe JXA-8200 ¢ moMOMIbIO BOTHOBBIX
JUCIIEPCHOHHBIX (KpUCTAIUT-Au(pakiuoHHbIX) ciekrpomeTpoB (BJIC). M3mepe-
HUS BBIIOJIHEHBI IPU yeKopsomux HanpspkeHusx 10 u 20 kB, Toke 30112 20 HA,
nuametpe 30Haa | Mxwm. [Ipu yckopsitorem nanpsoxennn 10 kB peructparus un-
TEHCUBHOCTEH aHanmuThuecknx Lo-muuui mis snementoB Fe, Co, Ni, Cu Oblia
BBITIOJIHEHA C UCTIONb30BaHUEM KpucTaa-aHanuszaropa TAP, nns Pd ucnons3o-
BaH kpuctaiut PETJ, s Te — xpucramn LIFH. s SKo- u BiMo-muHuii nemoss-
3oBaiu kpuctaimn PETJ. Ilpu yckopsromem Hanpsbkenun 20 kB perucrpanus
HHTEHCUBHOCTEH aHanuTudeckux Ko-muuuii mis snementos Fe, Co, Ni Oblia BbI-
TOJTHEHA C UCTONIb30BaHneM Kpucrtaua-ananmu3atopa LIF, mis CuKo-muHnm wc-
none3oBanu kpuctaul LIFH, nna SKo-nunuu — kpuctamn PETJ. Peructpanus
WHTEHCHUBHOCTEH aHamuTuyecknx Lo-nmuHuit Pd Obuia BeIMOMHEHA € UCTIOJIB30Ba-
HueM kpuctaiuia-ananusatopa PETJ, ana TeLo-nuann — LIFH, BiMo-nmuauo
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perucTpupoBaiy ¢ nomoupo kpucramia PETJ]. Dxcno3uius usmepeHus Ha nuke
AHAIMTHUYECKOW JTMHUU cocTapisuia 10 ¢, B MO3UIMSIX (OHA U3MEPEHHUE COCTaB-
510 5 ¢ ¢ 00enX CTOpPOH OT MuKa JUHWU. PacdeT mompaBodHBIX (akTOpOB Ha
MaTpuuHbIe 2P PEKTH U comepKaHUI ONMpPeAeTIEMBIX 3JICMECHTOB BBHIITOJHEH Me-
tonoM ZAF-koppekiuu B MporpaMMHOM 00ecredeHUN KOJMYEeCTBEHHOTO aHa-
nu3a MEKpoaHaiu3atopa Superprobe JXA-8200. B xadecTBe 00pa3iioB cpaBHe-
HUS UCTIOJIb30BaIM ynioMsiHyThle panee COIL.

Pe3yabTathl u 00cy:KIeHne
Ouenka pazmepa ooénacmu 2eHepayuu AHAIUIUPYEMO20 UITYUEHUS.

Ha puc. 1 npuBeneHbl n300paxeHue dactuiibl PASN B MaTpuile XalbKOMUPHUTA
(cm. puc. 1, 6) u pesynbratel u3mepenus Ha COM D] MIRA 3 unTeHCHBHOCTH
PdLo-miHMn BAOIE Tpeka, TiepeceKaroniero TpaHuily YacTHIbl u MaTpuisl CuFeS;
(cm. puc. 1, @) npu yckopstrorux Hanpspkerusix 20, 15 u 10 xB. Pesynsrars! usme-
PEeHUs FHTEHCUBHOCTH HOPMHUPOBAHBI HA MAKCUMAaJIbHYI0 MHTEHCUBHOCTD B YaCTHUIIE.
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YaCTHIIBI; 6 — M300paXKeHNE B OOPATHO PaCCESHHBIX AIEKTPOHAX yacTulsl PASN B Martpwiie

XaJIbKOIIUPUTA

[lyHKTHpHBIE JTUHAU HA pHC. 1, @ TPUOIM3UTEIBHO COOTBETCTBYIOT TPaHHUIIE
JacCcTULBI JJId TPEX PA3JIMIHBIX TPEKOB IIPU PA3JIMIHOM HAIIPSIKCHUU. Touku co-
OTBETCTBYIOT pe3yJbTaTaM H3MEPCHUs, CIUIONIHBIC KPWUBBIE — aIPOKCHMAIIHS
riaakoi GyHKIMEH runepoonndeckoro cuHyca. [IprBeieHHbIe 3aBUCHMOCTH HH-
TEHCHUBHOCTH OT PACcCTOSHHMS BIOIb Tpeka (d) MO3BOISIOT OLIEHUTH pa3Mep 06ma-
CTH TEHEPAallMM aHAIM3UPYEMOTO PEHTI€HOBCKOro maiaydenus Pd. JInHeHHbIH
pa3mep obsacti renepannu (D) COOTBETCTBYET pacCTOSHUIO OT TOYKH C MaKCH-
MaJIbHOM MHTEHCHBHOCTBIO J0 TOYKH C MHUHHUMAaILHOMN HMHTCHCUBHOCTHIO, OJn3-
KOH K HyI0. MI3aMepeHHbIe TakuM 00pa3oM pasMepbl 00JacT TeHepauy mpe/-
CTaBJICHHI B Ta0I. 1.

B Ta61. 1 npuBeaeHB! OLIEHKH 00JIACTH T'eHEPALMH B IPUOIHKEHUN TOUEUHOTO
3NIEKTPOHHOTO 30Ha OECKOHEYHO MAJIOro pasMmepa, paccYuTaHHbie 1Mo (opmylie
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Kacrena [7] u mo hopmyiie, mpeaioxkeHHo# B padote [19] mist 4ncToro naiaaus.
ATtomusiii HoMep Pd(46) He CIMIIKOM OTIMYAETCs OT aTOMHOTO HoMepa Sn(52),
TaKKe COJePIKAIIErocst BO BKIIOUCHHUH, M PACUCTHBIC OIIEHKU 00JIACTH TCHEPAIHN
st Pd u Sn otimuarorcs menee yem Ha 10% oTH. B Tabiuie Tak:ke MPUBEICHBI
JaHHbIE pacueToB MeTogoM MoHTe-Kapio no anroputmy, onucanHomy B [19].
PacyeTbl BBHITIOTHEHBI 711 SHEPTUU DJIEKTPOHOB, MPEBBIMIAIONICH KPUTHYECKYIO
suepruto Bo30yxnenus PdLa-muaum 3,173 x»B. Pe3ynbTaTsl pacueToB METOAOM
Mounre-Kapio yIoBIETBOPUTENBHO COTJIACYIOTCA C pacdeTaMH 1o (QopmyiaM.
B HmxHEH CTpoKe TaONHUIBI IPUBEICH TUAMETP IyYKa MPH COOTBETCTBYIOIIEM
yckopsiroriem Hampspkeann Ha COM MIRA 3. CymmapHBIi pacdeTHBIN pazMep
00J1acTH TeHepaluy ¢ y4eTOM JuaMeTpa Iyyka MpUOIMKAeTCs K U3MEPEHHOMY.
W3mepeHHsIH pa3Mep 001acT reHepay 00JIbIIe PACCYNTAHHOTO B MIPUOIIIDKE-
HUHM TOYEYHOTO 30HIA, B OCOOCHHOCTH TIPH yCKOpsIoIieM HampsokeHud 10 kB.
3aBozackue Hactporiku COM MIRA 3 npeanonaraioT paboTy Npu HanpsHKEHUH
20 kB, obecnieunBatoniem ay4dinne yCIoBUs (POKYCUPOBKHU DIIEKTPOHHOTO TyYKa.
OTO MOXKET CITy’KHUTh OOBSICHEHHEM YBEITHUCHHS Pa3InIrs MKy H3MEPEHHOH U
pacueTHO! 00NACTHIO TeHEePalluy ¢ YMEHBIIIEHUEM YCKOPSIOIIETO HAIPSKECHHS.

Tabnuma 1

Ouenka pa3mepa odjactu renepaunu PdLo-1unuu ans yacruust PdSn

Yckopsironiee HanpsbKeHHE 20xB | 15xB | 10 kB O11eHKa NOTPEeIHOCTH
Wsmepenust D, Mkm 2,6 1,6 1,3 15%, oTH.
Pacuer, hopmyna [19], Mkm 1,9 1,2 0,6
Pacuer, M-K [19], MM 2,2 1,3 0,7 5%, otH.
Pacuer, popmyia [7], MkM 2,0 1,2 0,5
Juametp myuka, De, MKM 0,1 0,18 0,30

YacTuily MOXKHO CUMTAaTh «MacCHBHOW», €CIIM €€ pa3Mep INpPEeBBIIIAET JBY-
KpaTHBIN pa3Mep 00JIacTH TeHepanny, i YaCTUIIBI TAKOTO pa3Mepa 00eCIIeunBaIOT
Jy4IIyI0 TOYHOCTb ONPEJIENIeHNs] COCTaBa, MOCKOIBKY METOABI MATPHYHON KOp-
peKIMHU pa3paboTaHbl B MPEANOI0KEHIN «MAaCCUBHOT0» o0pasma. TakuM obpa-
30M, HaJIC)KHBIMH MOXKHO CUMTATh ONPEACICHUs coaepkanus Pd B yacTuiiax Mu-
Hepanos, coxepxanux Pd, Sb, Te, pasmep koTtopsix cocrasiser 6osee 5,2 MKM
npu HanpspxeHuu 20 kB, 6onee 3,2 mxum npu 15 kB u 6onee 2,6 mxm mpu 10 xB.
VYMeHblieHne YCKOPAIOUICTO HAIPSXKEHUA HE IIPUBOJAUT K OXKUJAEMOMY, pacCun-
TaHHOMY TIO NPUBEICHHBIM B IUTepaType Gopmyiam [7, 19] yMeHbIIEHUIO pa3-
Mepa 00JIacTH JIOKaJIbHOTO aHanmu3a. [l yacTHIl pa3MepoM MeHee YIIOMSIHYTOTO
BBIIIE B CIIEKTPE NPAKTUICCKH BCETAa 6y)1yT NpUCYTCTBOBATH JIMHUU 3JICMCHTOB
MaTpHIIBI, OKPYKAIOMIEH YaCTHILy, BCICACTBUE BO30OYKICHHUS DJICKTPOHAMH, HE
TIOTJIOIEHHBIMH B YacTHIIE.

@dnyopecyenmmnoe uznyuenue
OnyopecieHTHOE M3ITyYeHHE 3JIEMEHTOB OKPYKAIOUIEH MAaTpHIlbl, KOTOPOe
B030YyXIaeTcss TOPMO3HBIM W XapaKTEPHCTHYCCKHIM H3TyUYCHHEM, BO3HUKIINM

B yactuue [4, 5], OyaeT NpuCyTCTBOBATh B CIIEKTPE BKIIOUEHUS, pa3Mep KOTOPOTro
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MIpEeBHINIAET pa3Mep o0NacTu reHeparuy. Tak, HapuMep, Ipu ONMpPEACTICHUH CO-
craBa BkmroueHust PdyShy B BermectBe MaTpHIBI MHHEpana MEHTIAHIATA
(FeNi)oSs (puc. 2) TopMO3HOE H3IYUCHUE, BO3HUKAIOIIEE B YaCTHIIE, OyIET BO3-
Oyxnath (ayopecieHIunIo dneMeHToB Matpuibl Fe, Ni u S. /lnmHa cBoGoxHOTO
podera peHTreHOBCKOTo (POTOHA TOPMO3HOTO cHekTpa ¢ 3Heprueit 10 k3B (co-
OTBETCTBYET TIOJIOBUHE BEJIIMYHMHBI yCKopstoliero HanpsokeHus 20 kB) B Beme-
CTBE YaCTHIIBI M BEIIECTBE MATPHIIBI IIEHTIAHIUTA COCTABISIET IPUOIH3UTEIEHO
10-15 mMxMm, 1 9T0 H3My4eHne OyJeT UCIyCKaThCsa YacTuliel, Bo30yxuarhk iryo-
pecuenimio aemenToB Ni, Fe u S u perucTpupoBaThest JETEKTOPOM. ITO 06CTO-
SITENIBCTBO  OCJTIOXKHSACT MACHTU(PHUKALIUIO HMPUHAIICKHOCTH TIPHMECeH NaHHBIX
3JIEMEHTOB BO BKJIIOUEHHH MM OKpYy»xKatomeil marpuie. [os ¢iayopecueHTHOrO
W3Iy4YeHHsI, BO30YKACHHAS TOPMO3HBIM H3JIy4eHHEM, TT0 OIICHKaM aBTOPOB [4, 5],
cocrasisiet, Hanpumep, 2—5% otH. ais uncroro Ni wim Fe.

Pd.Sby

SEM HV: 15.0 kv WD: 15.00 mm | | ‘ MIRA3 TESCAN|
View field: 36.8 ym Det: BSE 10 pm

Puc. 2. 3o6pakeHne B 00paTHO pacCESHHBIX 3JCKTPOHAX YACTHUIIBI,
cozepakarueit Pd u Sb (PdxShy) B matpuiie nentnanmura (Pn); Pyh — mupporux

B tabun. 2 npuBeeHbI pe3yabTaThl ONpe/eieH s cocTaBa yactuibl PdyShy pas-
MEpOM MPUOIU3UTETBHO 9 X 5 MKM, OKPY>KEHHON MaTpHIIeH IEHTIaauTa, n300pa-
JKEHHE KOTOPOil pHUBeIcHO Ha puc. 2. M3amepenus BeimoiaHensl Ha COM MIRA 3
npu 20 kB. B Tabnuiie mpuBeaeHB! IUATa30HbBI COEPIKaHMS YIEMEHTOB, OIIpeie-
JICHHBIC B 9 TOYKaxX BHYTPU OOJACTH YACTHUIIBI, OLICHKH CPEIHErO COICPKAHUS,
k03 durpentsr koppemsiun (R) Mmexay comepxanueM Pd u comxepxanusamu py-
rux oOHapyKEHHBIX 3JICMEHTOB, a TAK)KE HOPMUPOBAHHBIN cOCTaB 0e3 ydera die-
MEHTOB MaTpuiibl. CleayeT OTMETHUTh, YTO HOPMHUPOBAHHBIA COCTAB YACTHIIBI
O1M30K K cocraBy crexuomerpuyeckoit daser PdsShy (Stibiopalladinite [20]),
ynoMHuHaeMoH B iuteparype [2, 21-23]. Onenku 3¢ dexra iayopecneHmmu, Bo3-
Oy>KICHHOW TOPMO3HBIM H3IYYCHUEM, B HMPUOIIDKCHHH FOMOTCHHOTO o0Opasia
IO BBIPAKEHUSM, TIOJJOOHBIM OMTUCAHHBIM B MOHOTpaduu [4], IPUBOIAT K OIICHKE
BesmunHbl 3¢ dexra mist Ni — 3%, wis Fe — 5%, miast S — 1,5%, oTH. DT BETMYHHBL
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COIMOCTaBUMBI C YPOBHEM «OOHAPYKMBACMBIX» COJICPYKAHHHA 3JICMCHTOB MaT-
punbl B yactuile (cM. Tabi. 2). Takum o0pa3om, MPUHAICHKHOCTh 3TUX JIEMEH-
TOB TIPUMECSIM B YaCTHIIC HE MOXKET OBITh HaJIS)KHO yCTaHOBJICHa. Kpome 3Toro,
BBICOKHE OTPHIIATEIbHBIC KOA((GUIIMEHTHl KOPPEISIIUA MEXKIY «OOHApyKeH-
HBIMID) COJICpPKaHUSIMU diieMeHToB Matpullbl nentnanura (Ni, Fe, S) u Pd taxske
CBUJICTEIBCTBYIOT, UYTO 3TH JIEMEHTHI HE BXOJAT B COCTAB YACTHIIBI.

Tabnumna 2
Pe3yabTaThl onpeaesienusi coctaBa yactuubl PdxSby
e I[I/Ial'[a?)OHu Cpentiee coniep- HopmupoBaHHbIe CTexEIOMeTqu-
COZlepIKaHHU, o R COZIep)KaHus, HBIH COCTaB,
MEHT o KaHue, Mac. % N o
Mmac. % Mmac. % Mac. %
Pd 55,1-68,2 63,3 1 68,5+ 0,4 68,6
Sh 24,9-31,7 29,4 0,9977 315+04 314
Ni 0,33-4,02 1,3 —0,9519
Fe 2,4-9,6 44 —0,9611
S 0,47-6,3 2,4 —0,9907

Wnentuduipposars NpuMecH Takux sieMeHToB Kak Fe, Cu, Ni, mossosser
HCTIOJIF30BaHNE B KaUeCTBE aHATUTHUCCKUX JUHUHA K- 1 L-cepuit aTux snemen-
TOB, ITOCTYITHBIX JJISI OTIPEICIICHUS CONCPXKAaHNH Ha KPUCTAILI-IH(DPaKIIMOHHBIX
criekrpomerpax JXA 8200. Duepruu usnyuenus L-cepuu Fe, Cu, Ni menbie 1 3B,
TaKoe M3JIy4eHHEe MPAKTHYECKH MOJHOCTHIO MOIJIOIIACTCS B CJIOE BEleCTBa Me-
Hee 1 MM, H 3pdekT QayopecneHInn U «ITOJACBETKa» M3ITyYCHHEM MaTpHIIbI,
Haxopsuleiics Moj YacTHIEH, CYIIeCTBEHHO IOJaBieHbl. B kauecTBe mpumepa
B TabJ. 3 MpeACTaBJICHbI PE3yJIbTAThl ONPE/ICIICHUS COJICPIKAHUI 3JIEMEHTOB BO
BKIIIOUEHHH, coaeprkariem Pd, Te, Bi, B okpyxeHun cyabQpuIHON (XaIbKOMUPUT)
U cuuKaTHON Matpwuilel (muoncun) (puc. 3). ITocne 3Haka «+» B Tabi. 3 npuBe-
JICHO CTaHAAPTHOE OTKJIIOHEHHE ONpeAeIeHIH B 12 pa3MuHBIX TOUYKAaX MOBEPX-
HOCTH BKIFoYeHus. ConepikaHust Cephl U APYTHX JIEMEHTOB OBLTH Ha YPOBHE HIIH
MeHee HIXHero npefena onpenenenus 0.1 mac. %.

Tabonuma 3

Coaep:kaHusi 371eMEHTOB BO BKJIIOYEHUH NMAJLJIaiNeBOH (a3bl,
onpeaenennsie npu 20 kB Ha Mukpoananuzarope JXA 8200

MaccoBas moist, % / aHaJTUTHYECKAs TIHHUS
DieMeHT Ananmutnyeckue Ko-muHun Amnanutuyeckue Lo-muHnn
nutst anementos Ni, Cu, Fe nst amementoB Ni, Cu, Fe
Pd 20,07 £ 0,37 20,40 + 0,43
Te 29,82 £ 0,42 29,68 + 0,67
Bi 47,94 +0,98 47,49 +£0,81
Ni 2,07+0,15 1,98 +£0,39
Cu 0,62 + 0,37 0,11 +0,19
Fe 0,66 + 0,35 0,21 + 0,36
Cymma 101,1 99,9

W3 Tabn. 2 BUAHO, YTO MY ONPEIEIECHIH C HCTIOIBF30BAHNEM B KaUECTBE aHa-
matndeckux Ko-muHui cnektpa oOHapyxuBarorcst mpumecn Cu u Fe. OxHako
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[IPY UCTIOJIb30BAHUH B KAUECTBE aHANUTHYECKUX Lo-muHuii coneprxkanus Cu u Fe
YMEHBIIAKOTCA B HECKOJIBKO pa3, U YPOBCHb COJACPIKAHU MCHBIIC MMOTPCITHOCTU
ornpeescHAs U BOMM3K HibkHero npeaena 0,1 mac. %. Takum oOpa3om, pUCYT-
crBue anementoB Cu u Fe B Bujie mpumeceii B paccMarpuBaeMoii (ase, comepixa-
niell mangaauil, He SIBISETCS HaleKHO ycraHoBieHHbIM. Conepskanus Ni, ompe-
JICTICHHBIE C UCTONb30BanueM uani K- u L-cepuit, 6iusku (2,07 u 1,98 mac. %),
U 9TO CBUJIETENBCTBYET O MPUCYTCTBUHU JAHHOTO 3JIEMEHTA BO BKIIIOYCHHU.

30um

Puc. 3. M306paxenne B 00paTHO pacCessHHBIX AIIEKTPOHAX YaCTHIIB, copepxkarueii Pd, Te, Bi,
B MaTpPUIIE XaIbKOIUPHTA, a TAK)KE B ACCOIUALIMH C TUOTICHUIOM

Kanubposka cucmemut muxpoananuza Aztec MIRA 3.

B cucreme MukpoaHanusza Aztec ImpeaycTaHOBJIEHA 3aBOJCKas KaluOpOBKa
KOJINYECTBEHHOI0 aHaJIn3a IIPU ycKopstoleM HanpsbkeHuu 20 kB, HO Taxke cu-
CTeMa I03BOJISIET CO3/1aBaTh ITOJH30BATEIBCKUE KAaTMOPOBKH UIS BHEIOpPAaHHBIX
YCKOPSIOMIMX HanpskeHuH. J{asi OLleHKH BO3MOXKHOCTH YMEHBIICHUS pa3Mepa
00JIACTH JIOKAIBHOTO aHAJIN3a MBI BBINOIHIIN KAJINOPOBKY CHCTEMBI C IOMOIIIBIO
COIl, ynoMsaHyTBIX paHee, IpU yckopstomux HanpsbkeHusx 10, 15 u 20 xB.
OTMmeTuM, 4TO HPH HCIOIB30BAHUH 3aBOJCKOIN KaTHOPOBKH NPH YCKOPSIOMINX
nanpsokerusx 10 u 15 kB onenku comepxanus B COIT unctpix snementos (Pd,
Sh, Te, Bi) 6butu B auanazone 90-103 mac. %, clieoBaTelbHO, HCIOIb30BAHHE
3aBOJICKON KaJTMOPOBKH AJS TaKUX HANpPsHKEHHH MPUBOAWT K HEYIOBIETBOPH-
TEJIbHBIM PE3yNbTaTaM.
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B Tab6n. 4 u 5 npeacraBneHsl pe3ynbTaThl onpeaeneHus cogepxanus B COIl
u o6pasiie xanpkoruputa (CUFeS,), HCIONB30BaHHBIX /ISt KATHOPOBKH CHCTEMBI
mukpoananusa Aztec MIRA 3, ancteix aementos (Pd, Sh, Te, Bi). IIpuBencHs
CpaBHCHHUE PE3YNIbTATOB ONPEICICHIS IS 3aBOACKON U MOJB30BATEILCKON Ka-
nubpoBok 1pu 20 kB 1 pe3ynbTaThl ONpeeIeHuUs IS MOJIb30BATEILCKUX KO-
poBok mipu 15 u 10 kB. Tlociie 3Haka «+» B TaOnHIaX MOKa3aHbl CTAHIAPTHBIC
OTKJIOHCHUSI, PACCUMTAHHbIC IS 5—7 M3MEPEHUIl B Pa3IM4YHBIX TOYKaX Ha 00-
pasue. CraHgapTHbIE OTKIOHEHUS U3MEPEHUl B 2—3 pa3a MEHblIE OTKJIOHEHUN
W3MEpPEHHBIX COAEpKaHHWN OT COAEp’KaHWH B UHCTHIX BemlecTBaxX. OTKIOHEHHE
PE3yIBTATOB ONPECIICHUS COJCPIKAHUI OT COJIEPKAHUI B 00pa3Iax YuCThIX HJie-
MEHTOB JUJIsl 3aBOJICKOH KanmuOpoBku coctaBuser 0,7—6 mac. % [y mosb3oBa-
TEJNBCKON KaTMOPOBKY 3TH OTKJIOHEHHs MeHbIe 1,8 mMac. %, U WX 3aBUCUMOCTh
OT HalPsDKEHUS HEe IPOCIICKUBACTCS. Pa3miane Mexxay pe3ynbTaTaMu orpeese-
HUsA COJIep)KaHI/Iﬁ OJIEMEHTOB B XaJIbKOITUPUTE U COACPIKAHUAMU, paCCHUTAHHBIMU
U3 CTEXHOMETPHH MUHepaia, moutu Besne < 0,5%, B ogHoM ciryuae st Fe mpu
10 kB paznuume cocrasnser 0,6%.

Tabnuna 4

Conepsxanns 31eMeHTOB B COII 4nCTBIX BeniecTs, H3MepPEHHbIE IPU Pa3JIMYHbIX
yckopsilomux Hanpsikenusix Ha COM D1 Aztek MIRA 3, mac. %

Pe S YuCTHIE JIEMEHTBI, TMHUU
PKHMBI ISMCPCHIH Sb, La Te, La Bi, Ma Pd, Lo
3aBojickas kannbpoBka, 20 kB 97,5+0,3 93,9+0,6 99,2+0,8 97,9+0,4
I 20 kB 98,2+0,3 99,6 +0,6 999+0,8 | 100,3+0,4
OAIB3OBATEIBCKHC 153 | 1004 +0,3 | 101,5+0,2 | 101,7+11 | 101,804
KaJTHOpOBKHU
10xkB | 101,5+0,3 | 101,8+0,3 | 101,0+0,4 | 100,8 +0,6
Tabnuua 5

Copep:xanns 31emenToB B COII Xa/bKkonupHTa, H3MEPEeHHbIE IIPH Pa3THYHbIX
yckopsilomux Hanpsikenusix Ha COM I /1 Aztek MIRA 3, mac. %

DneMeHThl MUHepajia XaJlbKonupuTa, JnHun / Maccosas goist, %
S, Ka Fe, Ka Cu, Ka Cymma
CosiepKaHusi, CTEXHOMETPHS 34,94 30,43 34,62 100,0
3aBojickas kanmuoposka, 20 kB 34,64 + 0,15 30,67 +0,17 | 34,12+0,15 99,4
ITonr3oBarennckas, 20 kB 35,30 £ 0,15 30,38 +0,16 | 34,77 £0,15 100,4
ITonb3oBatenbekas, 15 kB 34,77 £ 0,15 30,49+0,15 | 34,37 £0,36 99,6
ITonw3oBarennckas, 10 kB 35,11 + 0,09 31,04+0,19 | 35,14+0,18 101,5

s OLleHKM HEeOMpeAeJIeHHOCTH COCTaBa BKIIOYEHUN OBLIM COMOCTaBIICHBI
pe3ybTaThl ONpeeNieH!s] COEePKaHNi Ha pa3inudHol anmapatype — COM D]]
MIRA 3 c cuctemoit Aztec u JXA 8200 ¢ kpucrami-audpakiuOHHBIMU KaHa-
namu. Kak ynomunanocs panee, npubopst MIRA 3 u JXA 8200 umerot paznud-
HOE TIpOrpaMMHOE 00ecIieueHrEe KOJTHMIESCTBCHHOTO aHAIN3a.

B Ta611. 6 mpuBeneHEI pe3yIbTaTh OIPEACIECHIS COACPKaHNH B YacTuIle Gppy-
muta (PdBi2) (pasmep ~ 5 x 10 MKM), 00HapYXKeHHOH B M3y4aeMbIX o0Opasrax
B OKpY’K€HUW MUHEpala Xaapkonupura (puc. 4).
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10um

Puc. 4. 3o6paxenue B 00paTHO pacCestHHBIX IEKTPOHAX YacTuilsl Gppyauta (Fro)
B OKPY)KCHUH MUHepaJa xanpkornupura (Ccp)

Tabnuma 6

Pe3yabTaThl onipe/iesieHusi coep:KaHuii B 3epHe cTexnoMeTpuieckoro cocrasa PdBi:

NpH yckopsiromux Hanpskenusx 10, 15 u 20 kB

VYcnoBust usMepenuii / u3mepsieMblii anemenrt, mac. % | Pd, mac. % | Bi, mac. % | Cymma
CrexunomMerpuueckuii coctaB PdBiz 20,29 79,71 100
MukpoaHanu3a- Conepxanne 19,60 + 0,07 | 83,17 £ 0,33 | 102,78
Top JXA 8200, HopmMupoBaHHEIii cocTaB 19,07 80,93 100
20 xB OTKJIOHEHUE OT CTEXHOMETPUH -1,22 1,22
Coneprxanue 22,63+0,16 | 79,79 +£0,20| 102,42
COM O MIRA HopmupoBaHHBIii cocTaB 22,09 77,91 100
3,20 kB
OTKJIOHEHUE OT CTEXHOMETPHUH 1,8 -1,8
ConepxaHne 22,15+0,17 | 80,76 + 0,19 | 102,91
Cal\;l ?Ei\gIRA HopmupoBaHHBIii cOCTaB 21,52 78,48 100
’ OTKIIOHEHHE OT CTEXHOMETPUH 1,23 -1,23
COM 271 MIRA Cozlepmaﬂfle 22,27 +0,46 (80,48 £ 0,28 | 102,75
3 10 kB HopmupoBaHHSIii cocTaB 21,67 78,33 100
’ OTKJIOHEHHE OT CTEXUOMETPHH 1,38 1,38

CocraB yacTUIBl OJIM30K K COCTaBy CTEXHOMETPUUYECKOH (ha3bl MHHEpasa
¢bpynura PdBi,. O6Hapy:xeHHble conepxanus Fe u Cu Ha yposae 1,5 mac. % npu
onpenenernu o Ka-THHUSIM pEeHTTeHOBCKOTO criektpa u meree 0,5 mac. % mpu
onpezeneHny 1m0 L-TMHUAM ObUTH MCKIIIOYEHBI U3 pacyera COCTaBa YaCTHIIBL.
B rabnuue npuBeneHbl COACPIKAHUS, YCPEIHECHHBIE IO YETBIPEM H3MEPEHHSIM
B Pa3NMYHBIX TOYKAX YACTHUIIBI, M OIIEHKU CTAHIAPTHOTO OTKIOHEHHs. [10Ka3aHbI
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TaKK€ HOPMUPOBAHHbIE 3HAYCHUS COJIEPKAHUM U OTKIOHEHHS OT COAEpIKaHUH,
paccunTaHHBIE U3 cTexnoMeTpun MuHepana PdBiy. OTkiIoHEHHMS OT cTEXHOMET-
pudeckoro cocraBa coctaBisor 1,2—1,8 mac. %, ¥ 3HaK OTKJIIOHCHHUS pa3iiuueH
JUTS CITy4aeB onpeneicHus Ha MukpoaHanmuzarope JXA 8200 u COM MIRA 3.
MeTobl MAaTPUUHON KOPPEKIUH IPOrPaMMHOI0 o0ecredeHust 000ux Mpudopos
MPUBOIAT MPHOIN3UTEIBHO K OJMHAKOBOI aOCOMIOTHON CHCTEMaTHYECKOH Io-
TPELIHOCTH Ul paccMaTpUBAaEMOro BellecTBa U ycioBuil onpenenenus. Kak u
OXHJIAJIOCh HAa OCHOBAHUU IPUBEACHHBIX BBIIIC OLIEHOK O00JAcTH TIeHepaIuu
PCHTT€HOBCKOTO M3JIyYCHHS, YMEHBIICHHE YCKOPSIOMIEr0 HAIPSDKEHHUS He MpH-
BOJIUT K yJYUIICHAIO MTPaBUIEHOCTH OIPEIEICHIS U YaCTUIIBI pa3MepoM Ooiee
5 MKM.

B Tabn. 7 npuBeneHbI pe3yNbTaThl ONPEACICHUS COACPKAHUI B TPyIIE JYa-
ctur (pazmep ~ 5 x 10 MKM) B OKpY>KEHUY MUHEPAJIOB XAIBKOIMPUTA U TUOTICH]IA

(puc. 5).
Tabnuma 7

Pe3yabTaThl onpenesieHus coepaaHMii B rpynne yactuu, coaepaxamux Pd, Te, Bi, Ni,
Nnpu yckopsiromux Hanpsekenusx 10, 15 u 20 kB

VYcnoBust u3mMepeHuit PdLa Te Lo Bi Ma Ni Ka Cymma
Muxkposonz JXA 8200, 20 kB | 20,07 +0,37 | 29,82 +0,42 | 47,94+£0,98| 2,07+0,15 | 99,90
COM O MIRA 3,20kB  |21,72+0,34|30,89+0,65|46,20+0,87 | 1,98+0,18 | 100,78
COMOAMIRA 3, 15xB  |21,37+0,13| 30,50+ 0,63 | 46,81 +0,74| 2,04+0,13 | 100,72
COMOB5AMIRA 3, 10xkB | 21,72+0,4730,69+0,69 | 46,27 +0,95| 1,44+0,15 | 100,12
Cpennee st COM MIRA 3 21,60 30,69 46,43 1,82 100,54
Pasznocts (COM u JXA 8200) 1,53 0,87 -1,51 -0,25

1R prnﬂﬂ 11mm

JEOL COMP 28.8kY <500

Puc. 5. N3o6paxxenue B 00paTHO pacCesiHHBIX IEKTPOHAX TPYIIITBI YACTHII,
comepxamux Pd, Te, Bi u Ni B MaTpuile XanbKomiupura U JHONCHIA

OrmpeneneHust BBITIOJNIHEHBI Ha MukpoaHanmzatope JXA 8200 u COM 3]1
MIRA 3 npu yckopsromux Hanpspkeruax 10, 15, 20 kB B 12 pa3iauyHbIX TOUKax
W 4YacTsIX TpyNmbl BKItoYeHHs. [IpuBeeHbl CpeHue 3HAUSHHS COIACPXKAHUN H
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OLICHKH CTaHAApPTHOTO OTKIOHCHHS. B COOTBETCTBHH C pEeKOMEHAAIMSIMHU Pa3-
JieNia, Kacarolerocst onpeieJieHrs: 00JIacTH FeHepaluy aHaTN3UPyeMOTo H3yJe-
HUSI, U3MEPCHNUS BBITIOIHCHBI KaK MOXKHO JaJbIlle OT Kpas YacTHI. Pe3ymbTarsl
omnpenencHus copepkanuii Pd, Te, Bi nmpu pasnmuunsix HanpspkeHusx Ha COM
MIRA 3 oTauyaroTcsi He3HaYMMO B CPaBHEHUHU CO CTaHIAPTHBIM OTKJIOHEHHEM
onpeneneHuil. CuCTeMaTHUECKOE PACX0XkKIEHUE MEX Ty ONIPEEICHUIMYU Ha MUK-
poanammzarope JXA 8200 1 COM MIRA 3 3Haunmo Oomble CTaHIAPTHOTO
OTKJIOHEHHUS OTICIBHBIX ONpeseieHuil u cocrapiustet ~ 1,5 mac. % mnst Pd, Bi
n ~ 0,9 mac. % ms Te.

3akiouenue

BrimonneHHas SKCIepAMEHTaNbHAs OeHKa 00IacTH TeHepalny XapaKTepH-
CTHYECKOTO PEHTreHOBCKOro uanydenus PdLo-nmuHum B wactuie ¢assr PASn
B CyJIb(DUIHOM OKPYKAFOIIEH MaTPHIIE ITOKa3ama, YTO «MAaCCHBHBIMI YaCTHIIAMH,
IUTSL KOTOPBIX IIPAMEHUMBI METO.IBI MATPUIHON KOPPEKIIH, CIEIyeT CUATATh Ya-
CTHIIBI, XapaKTEPHBIN pa3Mep KOTOPBIX COCTABIIET Oojee 5,2 MKM IPH YCKOPSIIO-
mem HarnpspbkeHun 20 kB, 6onee 3,2 mkm mpu 15 kB, 6onee 2,6 mxm mpu 10 xB.
[ToxazaHo, 4TO pacyeTHBIE OLEHKH pa3Mepa OOJACcTH T'CHEPAaINH II0 MPOCTHIM
(dhopMynam, IpeNIOKEHHBIM B pabotax [7, 19], HaX0OAATCSA B yIOBJICTBOPUTEIb-
HOM COTJIACHH C OKCIIEPUMEHTAIBHBIMU OLIEHKAMU C YYETOM JuaMeTpa c(hOKyCH-
POBaHHOTO ITy4Ka IEKTPOHOB Ha 00pasie, U 3TH (POPMYIIBI MOTYT OBITH UCIIOJIb-
30BaHbI I ObICTPO orleHKH. ClieyeT OTMETHTh, 9TO 3PPEKT PIryopecieHIH
3JIEMEHTOB MATPHIIBI, OKPYKAIOIIEH YaCTHUILY, HE TO3BOJISAET YCTAHOBUTH IIPUHA]I-
JIEKHOCTh ATHX JJIEMEHTOB IPUMECSIM B YacTHIAX, Pa3Mep KOTOPHIX MEHbIIE
IUTHHEI TIpo0era peHTreHOBCKOTO M3IyUYeHHs, TeHepupyeMoro B dacturme. s
takux 3j1eMenToB, kak Fe, Ni, Cu, cpaBaenue ompenenenunii mo muausm K- u
L-cepuii XapakTepUCTHUYECKOTO M3IyYEHUs TO3BOJISIET CYIUTh O COJCPKaHUHU
9THX JJIEMEHTOB B KaUeCTBE IIPHUMECH B AJUIAANEBON YaCTHUIIE.

J11s1 OLIEHKY BO3MOKHOCTH YMEHBIIICHHS pa3Mepa 00JIacTH JIOKABHOTO aHa-
nr3a OblTa BRIIOJHEHA KaTHOPOBKA CUCTEMBI MUKpoaHanu3a Aztec 1t COM O]
MIRA 3 ¢ momoripo Habopa o0pa3IoB CpaBHEHHS HM3BECTHOTO COCTaBa MpPH
yckopstomux HanpspkeHusx 10, 15 u 20 kB. YMeHbleHne yCKopSIoero Hanpsi-
xkenud 10 10 kB He mpUBOAMT K yJIyYIIEHUIO TOYHOCTHU OIpPENENIEHUSI COCTaBa
coJiepxaineit namnaaui gaspl pazMepoM MpUOTU3UTENLHO 5 MKM. PexomeHnaye-
MBI Tipou3BouTeNeM pexumM padotsl COM 3] MIRA 3 mpu 20 kB npencras-
JISITCS IPEAMOYTHTEIILHBIM | JUTSI MEJIKMX MHKPOHHBIX BKITFOUCHUH, MOCKOIBKY
obecrieunBaeT Jy4iryro GOKyCHPOBKY JIEKTPOHHOTO 30H 1A,

OrieHKa HEOIPEAETICHHOCTH COCTaBa BKITIOUEHHH MMaliafueBhIxX (a3 mpu co-
MOCTaBJIEHUHU PE3YNILTATOB onpeeneHus ¢ nomoiibio COM 3] MIRA 3 ¢ cucre-
Moii Aztec n Mukpoananmsaropa JXA 8200 ¢ kpuctami-TudpakOHHEIMA KaHa-
JIaMHM TIOKa3alia, YTO HeoNpeAeIeHHOCTh cocTaBa cocTapiseT 1,2—1,8 mac. % npu
ypoBHe cozepkanus Pd = 20 mac. %, Bi = 80 mac. %, Te = 30 mac. %. OueHku
HEOMPENEICHHOCTH HE 3aBUCENIM OT yCKopstomero HanpsokeHus st COM 31
MIRA 3 (10, 15 wau 20 kB).
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