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BBeaenue

B coBpemeHHOII MaTepragoBeIECKON IKCIIEPTH3E OOJBIIOE 3HAUCHUE TTPHOOpe-
TaeT CpaBHUTEIIbHASI SKCIEPTU3a, OCHOBAHHASA HA TOYHBIX, BOCIPOU3BOJAUMBIX U HEUH-
Ba3UBHBIX MeTOAax aHanu3a. Ocob0e MeCTO B 3TOM KOHTEKCTE 3aHUMAIOT JIBa JIOTIOJTHSI-
IOLUX JAPYT JIpyTra CHEeKTPaIbHBIX METOJIA: Ta3epHO-dIMUCCHOHHAs criekTpockomnust (LIBS
- Laser-Induced Breakdown Spectroscopy) u peatrenoduryopecienTHbiii anamu3 (XRF -
X-Ray Fluorescence). x koMOMHHPOBaHHOE MPUMEHEHHUE TO3BOJIIET MOJIYYaTh KOM-
TUIEKCHYI0 MHGOPMAIIUIO O XMMHUYECKOM COCTaBe MaTEpHAJIOB, a TAK)XKE O COCTaBe IO-
BEPXHOCTHBIX CJIOEB, UTO JIEIAET UX HE3aMEHUMbIMU HUHCTPYMEHTAMU J1J151 Y CTAHOBIICHHUS
TOXKJICCTBA, IPOUCXOXKICHHS U TEXHOJOTHIECKOTO ciiea 00bekToB [1-4].

JI7151 TOBBIMICHHS 9yBCTBUTEIHLHOCTH B ToUHOCTH LIBS MeTonoB HEOOX01MMO yBe-
JIMYUTh NHTCHCUBHOCTD CIIEKTPAJIbHBIX JIMHUHN JIA3€PHOU IUIa3Mbl. JlocTUraercs 3To Imy-
TEM HCMOJIb30BaHUs BPEMEHHBIX U TPOCTPAHCTBEHHBIX CTPOOOB MPU PETUCTPALIMH CIIEK-
TpoB [4], nonomHUTENBHBIX pa3psaaoB 1 YD obiryueHus ucciemxyemoro oobekra [5—7],
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HOKPBITUS UCCIIETYEMOr0 0ObEKTa HAHOYACTHLIAMU [§], CIBOEHHBIX JIA3€PHBIX UMITYJIbCOB
[9, 10], na3epoB renepupytomux B Y® nuamazone [11, 12] u ap. Takxe ciieayer yIuThI-
BaTh YTO B IJIa3MEHHOM (hakese, 1Mo Mepe €ro OCTHIBAHMS, CHHTE3UPYIOTCS HaHOYA-
CTHIIBI, TOT00HO 3JeKTPOB3pbIBHO# 1a3Me [13]. TTokazaHa BO3MOXHOCTH C TIOMOIIBIO
LIBS ananu3a uaeHTH(UKANN BEIIECTBA B MAJIBIX KOJMYECTBAX, B TOM YHUCIIE CIEIOBBIX
KOJIMYECTB XUMHUYECKUX d1eMeHTOB. LIBS obGecrieunBaeT BEICOKYIO BOCITPOU3BOIUMOCTh
pe3yJIbTaTOB NP aHAIM3E METAIJIOB, CTAJIEH U CIIJIaBOB, O3BOJISIET YCTAHOBUTH pacIipe-
JIeJICHUE XUMUYECKUX DJIEMEHTOB B 00beMe u3jenus ¢ paspenieHueM 10 10 MxM, 4to
KPUTUYECKHU BAXKHO ISl COBPEMEHHOM MUKPOAJIEKTPOHUKH.

Pa3Butne XRF-ananu3a npuBesino K TOMy, YTO OH CTaJl «30JI0ThIM CTaHJAPTOM JUIS
OBICTPOro, Hepa3pyIlIAIOIIEro KOHTPOJIA COCTaBa BEIIECTBA, OCOOCHHO B CIIy4asX, Ie
HEOOXOJMMO COXPaHUTh IIEJIOCTHOCTH INpeaMeTa (FOBENUpHBIE U3JeNus, apTedaKThl).
Oco0OeHHO IEHHBIM SIBIIIETCS €0 MPUMEHEHHE [T aHATIN3a MTOKPBITHI 1 MHOTOCIIOMHBIX
CUCTEM: HaIllpUMep, raIbBAHMYECKUX CIIOEB Ha JETAJISIX aBTOMOOUIIEH, HAHECEHHBIX aH-
TUKOPPO3UMHBIX NOKPBITUN WX MOAAEIIOK 30JI0ThIX U3CIIHMN.

KiroueBsiM nipenmymiectBoM komOuHaiuu LIBS nu XRF sBnsieTcst ux B3aumo10-
nonusemoctb. XRF sddextuBen mns onpenenenus snemeHtoB ¢ Z > 11 (matpuii u
BBIIIIE), HO €T0 MPOOJIEMAaTHIHO MCIIOIb30BATh JJISl OTpEAeTIeHHs JETKUX deMeHToB (C,
N, O, F), koTopble UrparoT peuarouryo pojib B COCTaBe CTaJlei, MOJIMMEPOB U OpraHuye-
ckux BemecTB. B atom ciywae LIBS 3anonnsier sTor mpobe.

1. 3KCHepI/IMeHTaJILHaﬂ YCTaHOBKAa U METOANKA I/ICCJ’IE)IOBaHI/Iﬁ

CpaBHuTenbHas MaTepuanoBeaueckas sxcneptusa LIBS u XRF merogamu nposo-
JUIIach HA IpUMepe B JIaTyHH. [ 3TOro OBLTO MCIIONB30BaHO CEMb 3TAJTOHHBIX 00pa3-
I[OB JIATYHHU U IIECTh 00pa31I0B JIATYHH HEU3BECTHOI'O COCTaBa. DJIEMEHTHBIN COCTaB dTa-
JIOHHBIX O0pa3lOB JAaTyHH ObLT M3BECTEH M MACHOPTHU3UPOBAH. DTAJOHHBIE OOpa3LIbI
HEOOXOAMMBI OBIITH TaKXKE JUIS TIOCTPOSHUS TPaTyUPOBOYHBIX TPAPUKOB MPH TMPOBEIC-
Hun LIBS wuccnenoanmii. IloBepxHOCTH BceX 00pa3IoB JaTyHH NUIHQOBaANACh,
NOJTUPOBANACH U 00e3KHpUBaIach. Ee cOCTOsTHIE KOHTPOJIUPOBATIOCH BU3YAIBHO.

OcHoBYy 3KcriepuMeHTalIbHON ycTtaHoBku A LIBS uccnenoBanuit cocrasmsin jna-
3€pHO-DMHCCUOHHBIN CIIEKTpOMETp, pa3padboTaHHblii B nHCTUTYTE Quzukun HAH bena-
pycu [10]. JlazepHOe M3IyYeHHE NIMTENLHOCTBIO ~15 He renepuposanock YAG:Nd3*
Ja3epoM, Ha JuiuHe BOJHBI 1,064 MKM, B pexuMe CABOCHHBIX UMITYJIBLCOB, C PETYJIUpYe-
MBIM MEKUMITYJIbCHBIM HHTEPBAJIOM. DHEPIHsI UMITYJILCOB MOTJIa U3MEHATHCS OT 5 M/J[K
1o 32 mJIx. JlazepHoe uznyuenue GokycupoBanoch Ha 0OBEKT, HA KOTOPOM 0OpPa30BBI-
BaJICS JIa3€PHO-IMUCCHOHHBIN TIIa3MEHHBIN (haKell, U3IydeHrne KOTOPOTO HAIPABIISIIOCH
B MOHOXpoMaTop-criekTporpad MS 2004i. Peructparusi SMHCCHOHHOTO CIIEKTpa TIIa3-
MEHHOTro (pakesia Ha BBIXOJI€ MOHOXpOMATOpa-CleKTporpada oCyIecTBIUIOCh C TIOMO-
uipio peructparopa Ha 6aze [13C-nuHeek. 3aperucTpupoBaHHbIC CIEKTPBI 00padaThIBa-
ek mporpammoit Qsp Client. I XRF uccnenoBanuii HCIoab30Baics peHTIeHODIyo-
pecuentHbil ciekTpomerp ElvaX (CEP-01).
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2. Pe3yabTaThl HCCIEI0BAHUS U UX 00CY:KIEeHUE

[TpoBeneno XRF uccnenoBanue 3TaqoHHBIX 00pa3IOB JaTyHU, XUMUUYECKUH CO-
CTaB KOTOPBIX ObLT M3BECTEH U MpUBEACH B Ta01. 1. XUMHUYECKHI COCTaB ATAJTOHHBIX 00-
pasioB yaryHu onpezeneHnbii XRF MeronomM npuBeieH B Tad. 2.

Tabnuya 1
XHMMHYEeCKH COCTAB ITAJTOHHBIX 00Pa3L OB JATYHH
Ne Kounnentparus, %
PTAJORHOTO | ey | zn | Pb | Ni | Al | Si | Sn | Fe | Shb Bi
obpasma

151 60,08 | 37,930 | 0,767 | 0,409 | 0,364 | 0,166 | 0,116 | 0,159 | 0,0071 | 0,0022
152 60,81 | 37,053 | 1,07 | 0,239 | 0,387 | 0,203 | 0,147 | 0,081 | 0,0073 | 0.0026
153 62,91 | 33903 | 192 | 0,308 | 0,288 | 0,320 | 0,254 | 0,090 | 0,0038 | 0,0027
154 62,19 | 35083 | 141 | 0,634 | 0,193 | 0,210 | 0,199 | 0,074 | 0,0040 | 0,0024
155 64,90 | 31,993 | 1,88 | 0,518 | 0,195 | 0,121 | 0,229 | 0,157 | 0.0053 | 0,0021
156 66,37 | 30,59 | 1,85 | 0,305 | 0,217 | 0,180 | 0,346 | 0,133 | 0,0057 | 0,0021
157 63,63 | 32,028 29 | 0,446 | 0,291 | 0,339 | 0,232 | 0,128 | 0,0027 | 0,0029

Tabauya 2
XuUMHYeCKHii COCTAB 3TAJOHHBIX 00pa3Lo0B JaTyHH onpeneaeHHblii XRF meTogom
No Konuentpanus, %
9TaJIOHHOTO . . .
Cu Zn Pb Ni Al Si Sn Fe Sh Bi
obpasma

151 60,28 | 37,883 | 0,776 | 0,414 | 0,2 | 0,165 | 0,115 | 0,158 | 0,007 | 0,002
152 61,05 | 36,891 | 1,076 | 0,242 | 0,3 | 0,202 | 0,146 | 0,083 | 0,007 | 0.003
153 62,98 {33,889 | 194 | 0,318 | 0,2 | 0,320 | 0,255 | 0,091 | 0,004 | 0,003
154 62,39 [ 34,875 | 142 | 0624 | 0,2 | 0,212 | 0,198 | 0,075 | 0,004 | 0,002
155 65,00 {31,901 | 1,86 | 0,525 | 0,2 | 0,120 | 0,230 | 0,157 | 0.005 | 0,002
156 66,45 | 30535 | 1,84 | 0,308 | 0,2 | 0,180 | 0,345 | 0,134 | 0,006 | 0,002
157 63,75 | 32,053 | 285 | 0,442 | 0,2 | 0,340 | 0,231 | 0,128 | 0,003 | 0,003

CpaBHenue nanHHbIX XRF mccnenoBanuii 3TallOHHBIX 00pa3lloB JIATYHHU C IMac-
MOPTHBIMU JIAHHBIMU HA HUX TOKA3bIBAET, YTO MaJIbIe KOHIICHTPAIIMU XUMUYECKUX dJIe-
MEHTOB OIPEACIIAIOTCS XOPOIIO. J[71s1 XUMHUYECKHUX 3JIEMEHTOB C MAJILIMU KOHIICHTPAITHU-
smu Si, Fe, Sb, Bi u Sn oTki10HeHHS B TpETheM 3HaKE MOcIe 3ansaToi. AmomMunnii XRF
BHJIUT TUTOXO0. DTO O00YCIIOBIICHO TEM, YTO AIFOMUHHM JIETKUH 3JIEMEHT M €ro JUHUU Ha
PEHTIC€HOBCKOM CIIEKTPE TPYJIHO HICHTUDUIMPYIOTCS W m3Mepstorcs. Jlomyckaercs
0O0JIbIIIasi MOTPEITHOCTh TPU OMPEJCIICHUH €r0 KOHIICHTPAIUH, JaKe KOTJa OH HaXo-
JUTCS B CIUTaBe B O0JbIIOM KonndecTBe. KontenTpanuu Meau onpezeineHnbiec XRF me-
TOJIOM HECKOJILKO 3aBBIIICHBI TIO CPABHEHHIO C TACTIOPTHRIMY JaHHBIMU. KOHIIeHTpanuu
IIUHKA HECKOJbKO 3aHW)KCHBI Ha BEIWYMHBI TAKOTO JKE€ TMOPSJKA YTO W MEIH II0
CPaBHEHHUIO C MAaCOPTHBIMU JaHHbIMU. B 1ienom XRF MeTo mo3BosseT onpenesTh co-
CTaB JIATYHU JOCTATOYHO XOPOIIIO.

PesynbTaTh! nccienoBanus 00pa3oB JTATYHU HEM3BECTHOTO COCTaBA MPUBE/ICHBI B
Tab1. 3. Bugno, uro amomunnii XRF metonom naentudunupoath He yaanock. [1o ana-
JIOTUH C pe3ysibTaTaMH, IPUBEICHHBIMH B Ta0J1. 2 MOYKHO yTBEPKAaTh, YTO B HEU3BECT-
HBIX 00pa3lax coJep:kaHrue MeIN HECKOJILKO 3aBBIIICHO, a IIMHKA 3aHIKEHO.
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Jia LIBS uccnenoBanuii natynu Obuid BBIOpaHBI CIIEAYIONIME CIIEKTPAIbHBIC
JVMHUA XUMHUYECKHX OJJIEMEHTOB BXoadmmx B cocraB ciwiaBa: Cu(578,213 um),
Zn(577,711 um), Pb(569,226 um), Ni(625,637 um), Al(555,706 um), Si(594,855 um),
Sn(563,171 um), Fe(565,883 um), Sb(573,046 um u Bi(529,836 um). C nomorisio LIBS
MeT0,]1a OBLTH OTIPE/ICIICHBl HHTEHCUBHOCTH dTUX JIMHHH IS CEMU STAJIOHHBIX 00Pa3IloB.
[To ceMu 3HaYEHUSIM UHTEHCUBHOCTH CIIEKTPAJIbHBIX JTMHHUM KaKI0T0 XUMUYECKOTO dJie-
MeHTa ObUTH MOCTPOEHBI IPAyUPOBOYHbBIE TPA(UKH: 3aBUCUMOCTH JiorapudMa WHTEH-
CUBHOCTH OT Jiorapr(ma KOHIIEHTPAIUA COOTBETCTBYIOIIETO XMMHYECKOTO JJIEMEHTA B
ATaJIOHHBIX oOpa3siax jJaTyHu (10 rpadukoB). beutn n3MepeHbl HHTEHCUBHOCTH ITUX KE
CHEKTPAIbHBIX JIMHUN Yy 00pa3loB JaTYHU HEU3BECTHOTO COCTaBa. 3Hast UHTEHCUBHOCTHU
CHEKTPAIBHBIX JIMHUA OO0PA3I[OB JIATYHU HEU3BECTHOTO COCTaBa, MO TI'PaTyHPOBOYHBIM
rpadukaM, ObUTH ONPEICIICHBI KOHIICHTPAIUU XUMHUYECKUX JIEMEHTOB COICPKAIIUXCS
B H1X. COCTaB TeX e caMbIX 00Pa3I0B JaTyHHU, KOTOpbIe uccienoBainuch XRF meronom,
HO yxe noxyudeHHslid LIBS merogom, npuBeneH B Tad. 4.

Tabruya 3
XHUMHYeCKHH COCTAB HEU3BECTHBIX 00Pa310B JaTyHU onpeaeaeHHblii XRF meTonom
Ne Konuentpanus, %
HEHSBECTHOTO | ¢y Zn Pb | Ni |AI| Si | sn | Fe | Sb | Bi
oOpasia
Ne'l 61,08 | 38,322 | 0,068 | 0,212 | - | 0,206 | 0,082 | 0,027 | 0,001 | 0,002
Ne 2 59,24 | 39,965 | 0,042 | 0,416 | - | 0,220 | 0,088 | 0,025 | 0,001 | 0,003
Ne 3 61,14 | 38,239 | 0,046 | 0,249 | - | 0,210 | 0,096 | 0,018 | 0,001 | 0,001
Ne 4 58,94 | 40,04 | 0,108 | 0,308 | - | 0,321 | 0,182 | 0,134 | 0,001 | 0,002
Ne 5 62,25 | 36,882 | 0,134 | 0,434 | - | 0,180 | 0,202 | 0,015 | 0,001 | 0,002
Ne 6 61,37 | 37,676 | 0,452 | 0,318 | - | 0,330 | 0,128 | 0,023 | 0,001 | 0,002
Tabauya 4
XHUMHYeCKHH COCTaB HEM3BECTHBIX 00Pa3LoB JIaTyHu onpenaejaennsii LIBS meTonom
Ne KonuenTtpanus, %
HEMSBECTHOTO | "y | 'zn | Pb | Ni | Al | Si | sn | Fe | Sb | Bi
oOpa3sia
Ne 1 63,76 | 34,85 | 1,052 | 0,058 | 0,022 | 0,001 | 0,224 | 0,02 | 0,001 | 0,012
Ne 2 62,85 | 35,677 | 1,125 | 0,027 | 0,01 |0,074|0,212| 0,01 | 0,001 | 0,014
Ne3 64,04 | 34,64 | 0,956 | 0,032 | 0,016 | 0,057 |0,228 | 0,01 | 0,001 | 0,021
Ne 4 62,75 | 35,28 | 1,484 | 0,06 | 0,027 | 0,022 | 0,334 | 0,02 | 0,001 | 0,022
Ne 5 65,08 | 33,025 | 1,488 | 0,069 | 0,042 | 0,009 | 0,262 | 0,01 | 0,001 | 0,014
Ne 6 64,32 | 32,936 | 1,618 | 0,305 | 0,217 | 0,180 | 0,274 | 0,133 | 0,001 | 0,016

CpaBHEHHE TMOJYYEHHBIX PE3YJIbTaTOB OMPEJCIICHUS KOJIMYECTBEHHOIO COCTaBa
naTyHHbIX ciuiaBoB MeTogoM XRF u LIBS (Tabmuiet 3 u 4) nokassiBaet, 4yto metof LIBS
aHaJIM3a JaeT 3aBbIIICHHHbBIE PE3YJIBTATHI IO MEIU U 3aHUKEHHBIE PE3YJIbTAThI 10 IUHKY .
Pesynbrarel konmuuectBeHHoro LIBS ananuza cunbHO 3aBHCAT OT UIyKTyaluiii MHTEH-
CHUBHOCTH CHEKTpPaJbHBIX JIMHUHN Ta3Mbl. B aTo#t cBs3u mpu LIBS ananuse npowusso-
nutcs ycpennenue mno 10 u 6onee umnynbcam. Ha uiyktyannu uznydeHus mia3Mbl OKa-
3bIBAET CUJILHOE BIIUSIHUE YCIIOBUSI €€ MOJTy4eHUsI — QIIyKTyallly SHEPTUHU JIa3epPHOTO UM-
MyJIbCa, PACCTOSHUS OT (DOKYCHPYIOILEH U3IyuyeHHUe JIMH3bI IO UCCIeayeMoro oopasua,
a TAK)KE CBOMCTBA €r0 MOBEPXHOCTH.
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3akjI0UYeHue

CpaBHHUTEIbHAS MaTEpHAIOBEIIECCKAs IKCIIEpTH3a ¢ ucnoiibzoBanueM LIBS u XRF
ATO HOBBIM MOAXOJ K XMMHUYECKOMY aHalnu3y marepuanoB. OHa oObeAUHSIET TIyOuHy
aHaJIM3a, HEYHUYTOKAEMOCTh 00pa3IloB, BEICOKYIO TOYHOCTh M BO3MOXKHOCTh aBTOMATH-
3a1uu. MOXHO YTBEpXKJaTh, YTO COUYETAHME JTHX METOJIOB IO3BOJISIET JOCTUTHYTh
YPOBHS JIOCTOBEPHOCTH, HEOOXOAUMOTO JIJIsi MIPUHATHS TEXHUUYECKUX pelieHui. Jlanb-
HElIlee pa3BUTUE ITUX METOJOB CBSI3aHO C BHEJIPEHUEM HMCKYCCTBEHHOI'O MHTEIIEKTA
JUTSI aHAJTU3a CIIEKTPOB, CO3/IaHNEeM O0JIaYHBIX 0a3 TaHHBIX IO CIIEKTPAM TAJIOHHBIX 00-
pa3IoB MaTEPUAIOB M BHEAPEHUE MEKAYHAPOIHBIX CTAHIAPTOB.
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