WCTOYHUK PEHTIeHOBCKOro U31y4eHUA C CUCTEMOIN MUKPOPOKYcupoBKu IMOXS ans noeblwieHUs
KauecTBa 3/1eMEHTHOro aHan3a BeL,ecTs METOA0M PEHTFEHOBCKOM cneKTpocKkonuu 8 PAM

BeepeHue

BONbLIMHCTBO PACTPOBLIX 3/EKTPOHHbIX MUKPOCKONoB (POM) Ha cerogHAWHWIA AeHb OCHaLlEeHbI
3HeproAmncnepcuMoHHbiM  aetektopom (34[) peHTreHoBCKOoro wusnydeHua (PU) ana nonydvenusa
mHpopmaumm 06 31emeHTHOM cocTaBe o6pasua, 4YTO [AO0MNOJSIHAET AaHHble O mopdonorum ero
nosepxHocTn. /[, aHaNU3UPYET SHEPTUID IMUCCUN PEHTTEHOBCKMX JIy4el, UCNycKaemMblx OT obpasua
npu 6ombapanpoBKe ero NOBEPXHOCTU 3NEKTPOHAMMU. AHANIN3 MHTEHCUMBHOCTU XapaKTepPUCTUYECKMX
JIMHUI CreKTpa No3BOJIAET cAeNaTb BbiBOA, 00 3/1leMeHTHOM cocTaBe obpasua. [JaHHbIi MeToa nosy4Ym
Ha3BaHWE «3HEeProAnCNepPCUOHHasA PEHTIeHOBCKasA CNEKTPOCKONMA» (B aHI/10A3bIYHOM nuTepaType - EDX
nnn XEDS), nnun «a1eKTpOHHO-30HA0BbIN MUKPOAHaM3» (B aHI10A3bIYHOW nTepaType - EPMA).

MN3BEeCTHO, YTO TOPMO3HOE M3y4yeHWe orpaHuyMBaeT npegen obHapyeHua go 0.1-1 maccosoro
npoueHTa. XapaKTepUCcTUYECKan IMHMUA SNeMeHTa MOXKeT BbiTb 06HapYy!KeHa TONbKO B TOM C/ly4ae, ecau
€€ NuK npesblLaeT ypoBeHb GOHOBOIO U3/TYYEHUS.

CyLiecTByeT TaKKe MeTof, PeHTreHOodIyOpPecUEHTHOro aHaan3a (B aHrnoA3bIYHOM AnTepatype - XRF),
npu KOTOpoM BO3OyKAeHMe 06pa3ua OCyLecTBAAT C NMOMOLLbIO PEHTFEHOBCKMX Jlydel BbICOKOM
SHeprun. IToT MeToL HaMHOro YyBcTBUTebHee Yem EDX, Tak Kak ¢oHOBOe M3nyyeHue npu obaydeHum
06pa3La peHTreHOBCKUMM Iy4aMM HAMHOTO HUXKeE, Yem Npu 0bydyeHmmn anekTpoHamu. COOTBETCTBEHHO,
BO3HMKMA 33fa4ya cosmectuTb metoabl EPMA u XRF 8 POM. BHauvane uccneposatenu naaHMposBanu
MCNoNb30BaTb P3M KaK UCTOUYHWMK PEHTFEHOBCKUX Jlydeid, MOMECTUB TOHKYI0 METANZIMYECKYIO NNACTUHY
MeXAy /NMH3aMKM M 06pa3uomM. IMUTUPOBAHHbIE PEHTFEHOBCKME JNlyYn Nagatowme Ha obpasel,
dbopmnpoBanu 6bl CNeKTp peHTreHodyopecLeHLUMH, KOTopbI bbl aeTekTuposanca 3/ feTeKTopom.
OAHaKo JaHHas cxema MMeEeT CBOWM HeAO0CTaTKU: HM3KAA MHTEHCMBHOCTb NajatolLlero Ha obpasel PU, a
TaK¥Xe HU3KOoe NPOCTPAHCTBEHHOE pas3peLleHme.

MNocnegHwe wccnenoBaHWA, NPOBEAEHHbIE C  PEHTTEHOBCKMM  MCTOYHMKOM,  OCHALWEHHbIM
PEHTIEHOBCKOM MNOAMKANUANAPHOW ONTUKOW, HAMHOIO yAy4ywuan Kadectso P®A aHanusa 8 POM.
ManomoLlHble MUKPOdOKYCHble peHTreHoBCcKue Tpybku (oT 30 go 50 BT) ycTaHaBAMBatoTcA B Kamepy C
obpasuom. MN3nyyeHue, smutupyemoe OT MUWeEHU (0BblMHO poguii uam monmbaeH) cobupaertca c
NMOMOLLbIO PEHTFEHOBCKOM ONTUKM U GOKyCHpyeTca Ha obpasel,.

MpUHUMNNANbHAA CXxema YCTaHOBKM M306parkeHa Ha puc.l.
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Puc.1 MpuHUMNManbHaa cxema yCTaHOBKU ana POA B POM.



HoBbIii pEHTreHOBCKUIA UCTOUYHUK C MUKPOGDOKYCMPOBKOIA
Peannsauma maenm ¢ MUKPODOKYCHbIM PEHTFEHOBCKMM MCTOYHMKOM, KOTOPbIA BCTpauBaetca B POM
nsobpakeHa Ha puc.2.

Puc.2 dotorpadus peHTreHOBCKOro MCTOMHMKA C MUKPOGDOKYCUMPOBKOM, ycTaHoBNeHHoro B P3M Jeol
6610 c asymsa 4/ (npomssoacTea KomnaHuit Bruker n Oxford Instruments)

[JaHHbIN UCTOYHMK ABNAETCA COBMECTUMbIM € Ntobbim 4. Ana pernctpauum peHTreHodayopecLeHLumm
8 POM ycTtaHOBUAWM ABA CNEKTPOMETPA, OCHAWEHHblE KPEeMHUEBbIMU ApendOoBbIMU [ETEKTOPaMMU C
6onbLol paboyen NaoLaablo NOBEPXHOCTM.

PeHTreHOBCKaA MONMKANUANAPHAA /IMH3A COCTOUT U3 TbICAYM CTEKNAHHbBIX KAanuUAAAPOB C BHYTPEHHUM
ONAMETPOM B HECKOJIbKO MWKPOMETPOB. PEHTreHOBCKME /ly4n MPOXOAAT MO 3a4aHHOW TPaeKTopuu
nonvkanuanapa 6narogapa 3¢p¢peKkTy MNOAHOTO BHELWHEro OTPAXKEHWUA OT BHYTPEHHEW MNOBEPXHOCTM
Kanunnapos. [iMHa peHTreHOBCKUX NOANKANUANAPOB MoXKeT gocTurate 400 mm.

NCTOYHMK peHTreHoBcKoro nsnyyenusa IMOXS coBmectum ¢ ntobbim POM, KoTopbili nmeeT cBo604HbIM
nopt Aaa BCTpamMBaHMA W ocHawéH SO0 petektopom. Huke npusegeHa WHPopmaums 06
3KCNEPUMEHTA/IbHBIX AaHHbIX 415 HEKOTOPbIX 06PasLLoB.

MaTepuanbl U meToAUKA

NccnepnoBaHUA 3/71eMeHTHOrO CcocTaBa MpPoOBOAMAM ANnA AByX 06pasLoB: altOMWUHWEBLIM CcniaB
Aeprkatena obpasuos B PIM, a TaKKe CMeYeHHbI CerHeTOXKECTKUIA Mbe3omaTepuan, COCTOALLMA U3
rpaHyn TiB,, TiC n SiC. NosepxHocTn oboux 0b6pasuoB ObIAM OTNOAMPOBAHbI, @ TaKKE OYMLLEHbI B
Y/NbTPa3BYKOBOM BaHHe nepen, uccnegoBaHuamu. IMOXS 6bin BcTpoeH B POM cepum Supra 40
npoussoactea Carl Zeiss. O6a cnektpa (NpyM BO3OYKAEHWUU 3SNEKTPOHAMM U PEHTTEHOBCKMM
U3ydeHNem) M3MeEpPASUCb C MOMOLLbID 3SHEPrOAMCNEPCMOHHOrO CrMEeKTPOMeTpa, umewowmin Si —
JeTekTop ¢ paboueii naowaasio 10 Mm> M BONHOAMCNEPCMOHHOTO CrekTpomeTpa (0o6a nNpoussoacTBa
¢dupmbl Thermo Scientific). B xoge wccnegoBaHuMs cnnaBa yAanocb A0CTUYb MHTEHCUMBHOCTU 10*
OTCYETOB B CEKYHAY.



O6c¢cyxaeHune pe3ynbTaToB
UccnhepoBaHua antoMMHMEBOrO cnaaBa

Ha puc.3 n3obpaxkeHbl pe3ynbTaTbl U3MEPEHUA peHTreHodpyopecLeHLUM aNIOMUHNEBOTO CNaaBa Npu
BO30OYXKAEHUN 3NEKTPOHHBIM NMy4yKoMm (rpaduK BblaeneH CUHUM uBeToM). MapameTpbl M3mepeHus 6biau
cnegyowymmn: Bpemsa Bblaep:kn - 100 cek, ToK mexay Katoaom n aHogom POM — 5 HA, yckopsatouwee
HanpaxeHue — 30 KB. Ha cnekTpe oT4€TAMBO BMAHbLI IMHUU PEeHTreHODNYOpecUeHLMM ANA alOMUHKA,
megm 1 enesa. C NoOMOLLbo KONMYeCcTBEHHOTO 6e33TaiIoHHOro aHaAM3a ONpPeaEeNnan, YTO coaepKaHue
mean B CNaaBe COCTaBAAET 5 MAacCOBbIX NPOLEHTA, Kenesa — 0.3 MaccoBbIX NPOLUEHTA, YTO TUMNMYHO A
OAHHOro cnnaea. MNOBTOPHbIM 3KCNEPUMEHT, NPOBEAEHHbIN C TEM e BPeMeHeM BblAEPKKM, BbIABUN
MHGOPMaLMIO O CoaepPKaHMM CBUHL,A M BUCMYTA B CMJ/1aBe.
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Puc.3 PeHTreHodnyopecueHuma obpasua aloMUMHUEBOTO CNaaBa Npu BO30YKAEHUM 3NEKTPOHAMM
(cneKkTp BblAENEH CUHUM) U PEHTFEHOBCKUM U3/Tly4eHMEM (CNeKTPbI BblAe eHbl 3e1EHbIM U KPACHbIM).
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Puc.4 N306paxeHne obpasiua aNtoMUHMEBOrO CN/aBa, Noay4eHHOe METOA0M 3/1EKTPOHHOM
MUKPOCKOMNUM 06paTHOro paccesHus.



N3 nsobpaxkeHna (puc.4), Nosly4eHHOro MeTOLOM 3/IEKTPOHHON MMKPOCKONMM 0BpaTHOro pacceaHus,
BWAHO, YTO CMJ/1aB aJIIOMUHUA COAEPMKUT TaKXKe BKAKOUYEHUA TAXKE/bIX META/I/IOB, COCTAaB M KOHLLEHTpaLmA
KOTOpbIX MOryT ObITb onpegeneHbl c nomouwbio Mmetoga ED-EPMA 6Gnarogapa BbICOKOMY
NMPOCTPaAHCTBEHHOMY pa3pelleHuto. CBeTNble TOYKM Ha M300parkeHMM coOoTBeTCTBYIOT cnnaBy Pb-Bi.
ANropuTM aHasIM3a YMCAA YacTUL, He AET NpeacTaBAeHMA O COAEPXKAHUM YaCcTUL, CBUHLUA U BUCMYTA B
obpasue, o4HaKo ¢ NomolLlbio meTtoaa PPA yaanocb onpenenvts, YTO coaeprkaHne obonx snemeHToB
coctasnaeT 0.9 maccoBbIx NpoLeHTa.

Cnepyet OTMETUTb, YTO Ana obonx MeToa0B ANA NPOBEAEHUA KOAMYECTBEHHOro aHanusa TpebyetcA
paBHOMEPHOe pacnpefeneHne BCex 31eMeHTOB, HO 3TO TpeboBaHME MeHee KPUTUYHO A8 METOAUKM
P®A, Tak Kak panHa cBobogHoro npobera B BelwectBe y GOTOHOB OOnblUe YEM Yy 3/IEKTPOHOB.
PaccTonHMe, Ha KOTOpoM npoucxoauT nornoweHune ¢otoHa La amHumM cemHua (10.5 k3B) B BewecTse
coctagnaeT nopagka 170 mMKm. ITa Be/MUYMHA MNpeBblllaeT cpegHee PacCTOAHME MeXKay 4YacTuuamm
cnniaBa CBUHeL-BUCMYT (puc.4) bonee yem B AecATb pas. Mostomy, B pamKax PDA, pacnpegeneHue
YacTULbl CBUHLA M BUCMYTa MOXKHO PaccMaTpMBaTb Kak paBHOMEpPHOE.

UccnepoBaHMe cne4eHHOrO CEerHeTOXKECTKOro nbesomarepuana

Ha puc.5 npeacraBneHo nsobpaxkeHme 061acT nbesomatepuana, Noay4eHHOE METOL0M 3/1EKTPOHHOM
MMKPOCKONMM 06paTHOro pacceaHus. Kaxkablil OTTEHOK Ha M306parKeHUM MOMKHO OTHECTM K PasHbIM
TMNam TPaHy/, U3 KOTOPbIX COCTOMUT nNbe3omartepuan: TiB2, TiC, SiC. Metogom EDX npu yckopatowem
HanpsakeHun 10 KB 6b110 NpoBeAeHO UCCef0BaHWeE pacnpeneneHnsa 3nemeHToB 1 ¢asbl B maTepuane.
OpHako, Kak B paHee pacCMOTpPeHHoOM cayyae, POA cnektp [aét uHOOpMaUMIO O HaAMYMM
[OMNONHUTENbHBIX 3/IEMEHTOB C HU3KOW KOHLIEHTPaUMeN: antoMUHUN, WUTTpUi, Bonbdppam. Toraa
YBENMYUAN BPEMA BbIAEPHKKU U BbIACHWUIOCb, YTO aNlOMUHUIA U UTTPUIN, KaK BO3MOMKHO WM OKCUAbI,
HaxogATcs Ha rpaHuue rpaHyn SiC. dasoBoe pacnpeaeneHune B cnektpe, kpome K-nmHuin Si, C, O n Al, a
Takxe L-nMHuK Y, nokasaHHoe Ha puc.6, HaknagblBaeTcsa Ha COOTBeTCTBYOWee POIM nsobparxkeHue.

B cnyyae anekTpoHHOro Bo3bykaeHua B otamune ot K-amHum Y, L-nvHna Y umeeT cnabolii nuK Ha doHe
nuKa K-1nHum Si n moxKeT 6bITb He 3aperncTpMpoBaHa.

Bo3HMKaeT BONpoC OTHOCUTENbHO BO/Ibdpama: 6blsi I OH PaBHOMEPHO pacnpenenéH B maTepuane uam
CyLLeCcTBOBaA Kak Npumechk? TwaTenbHbli aHanM3 o6pasua B pexkume 06paTHO-pacCeAHHbIX 31EKTPOHOB
BbIABW/1 ApPKME TOYKM HA HEKOTOPbIX CHUMKAX.

Puc.5 N3obpaxeHune obpasua nbesomatepurana, noayYyeHHoe MeToA40M 3NEKTPOHHON MUKPOCKOMUMU
06paTHOro pacceaHus.



Puc.6 PacnpegpeneHue ¢asbl, cogeprralei Al n'Y, HanoKeHHoe Ha U306 parkeHne, Noly4eHHoe
METOZO0M 0H6PaTHOro PaccesHUn 31EKTPOHOB

3Tn TOYKM BblAN UCCNea0BaHbI C MOMOLLbIO BOJIHOAMCNEPCMOHHOMO PA npu ycKkopsatowem HanpaxeHun
10 kB. [daHHbii meTon paspewaeT K-AMHUIO KpemHUa U M-anHuo Bosbdpama. BbiacHMAOCH, 4TO
4YacTULLbl KPEMHUA B AAaHHOM MeCTe OTCYTCTBYIOT, 06HapyKeHbl Yactuupl Ti,W1,C.

BbiBOAbI

B aoTolM KpaTKOM cCTaTbe nNpuBeAEeHbl TO/MIbKO ABa Npumepa npumeHeHua PPA aHanmsa cocrasa
maTtepuanoB. [aHHbIA MEeToZ MOMKEeT YCNewHo NPUMEHATbCA U B APYrMx o6nacTax, TakMxX Kak
MUWHEpanorns, reonorus, 3KoN0rus, loBeIMPHoe Aeno, cyaebHan akcnepTusa u gp.

MeTtoa P®DA nos3BonAeT yBe/MUYUTb Npeaen PerncTpaummn TAXKENbIX 3/1eMEeHTOB Ha ABa MOpAAKa B
CPaBHEHMM C MEeTOAOM CMEKTPOCKONUMN, rae BO3OYyKAeHUE OCYLLECTBASETCA C MOMOLLbIO 3/1€KTPOHHOIo
nyyka. Mpumepsbl, NpuBeaéHHblE B CTaTbe, MOKasaauW, 4To oba meTona AOMOJHAKT APYr gpyra U
NoBbILWaT UHPOPMATUBHOCTb 3/1EMEHTHOIO aHaNn3a.



