AHanumuka u KOHmMpOorib. 2011. T. 15.

Ne 4.

YOK 543.51

OCOBEHHOCTW JTASEPHOW ABNALUUN CTEKNA U CTAIIU N NX
BIIMAHUE HA PE3YJIbTATbI J1A-UCIMN-MC AHAJIU3A

C.M. YepHoHOXKUH, A.U. CanpbIKuH

YupexdeHue Pocculickol akadeMmuu Hayk MIHCmumym HeopaaHu4ecKol Xumuu
um. A.B. Hukonaeea Cubupckozo omdeneHusi PAH
633090, Hosocubupck, np. Akademuka JlaspeHmbesa, 3
saprykin@niic.nsc.ru

Moctynuna B pegakumto 4 mas 2011 r.

lMpoBeneHo uccnefoBaHne BNUSAHWS NapamMeTpoB U3NYYEHUS Ha OTHOCUTESbHbIE 4yB-
CTBUTENBHOCTM OMNpPeAeneHnst afieMeHTOB-NPUMECEN MpPU aHanm3e CTEKMsIHHOW W CTarlbHOM
MaTtpuL, METOAOM MacC-CNeKTPOMETPUN C UHAYKTUBHO CBA3AHHOW NNa3moun B COYEeTaHuM ¢ na-
3epHon abnsuunein. NokasaHo, YTo kKO3 PMLMEHTLI OTHOCUTEITBHOW YYBCTBUTENBHOCTU 3M1EMEH-
TOB-NpUMeCce Npu N3MEHEHNM NMITOTHOCTM MOLLHOCTU fla3epa 3aBUCAT HE TOJbKO OT UX hun3nko-
XUMMYECKUX CBOMCTB (TemMnepartypa nnaBneHns, NeTy4yecTb, NoOTeHUMan MoHn3aumm u ap.), Ho n
OT ocoBeHHOCTEeN nasepHon abnsumm nccnegyemblix matepuanoB. feomeTpuss obpasytoLmnxcs
KpaTepoB Harns4HO AEMOHCTPUPYET pasnmyne NpoLeccoB TEMMONEPeaayn aHEPrnn U3nyveHus

nasepa npv BO34ENCTBUN Ha CTamNbHYH U CTEKMSHHYIO MaTpuLbl.
Knrodeenie crioga: XMMUYECKUIN aHanNW3, Macc-CnekTPOMeTpusl, UHAYKTUBHO CBSI3aHHas!

nnas3ma, nasepHad abnauus.

YepHoHOXKUH CtenaH Muxannosuy — acnmpaHT MHCTUTYTa HEOpraHM4YeCKon XUMUmn

nM. A.B. Hukonaesa CO PAH.

O6nactb Hay4HbIX MHTepeCOB — MaccC-CrneKkTpomeTpusa C UHAOYKTUBHO CBSAI3aHHOM

nJsla3amMoMm 1 flazepHbIM NPO6ooTOOPOM.

KonuyecTtBO ony6nmMkoBaHHbIX paboT — 2.

CanpbikuH AHaTonun Unbny — LOKTOP TEXHMYECKUX HayK, AOLIEHT NO CrneunanbHOCTH,
3amecTuTenb AMpekTopa MHCTUTYTa HeopraHuvyeckom xumum um. A.B. Hukonaesa CO PAH.
O6nacTb Hay4YHbIX MHTEPECOB — aHaNUTU4YeCcKasd XUMUSA BbICOKOYMUCTLIX BELLECTB U

(*)yHKLI,VIOHaﬂ bHbIX MaTepuanos.

BBeneHue.

B HacTosiee Bpemsa nasepHasd abnauuns
(MMA) aTo meTOq, KOTOPLIN NCMONBb3YKT ANS MUKPO-
npobootbopa TBEPAbLIX BELECTB C Lerbio nocrne-
OYIOLEero Macc-CnekTpoMeTpuyeckoro aHanusa
C VMOHM3auMen B UHOYKTUBHO-CBSI3@HHOMW nnasme
(UCM-MC) un, pexe, B coyeTaHNUn ¢ aTOMHO-3MUC-
cnoHHow cnektpomeTpuen (MCM-AIC). CyLwHoCcTb
npo6ootbopa ¢ nomoulbto JIA cocTouT B criegyto-
LeM: NoBEPXHOCTb MccreayemMoro TBépaoro 06-
pasua nogBepraeTcs BO3L4ENCTBMIO Ma3epHOro
UMMynbca C NMOTHOCTbO MowHocTh n-108 - n-10°
Bt/cm?, B pesynbTate 4ero obpasyetcss TBEPAbIN
aspo30fb, KOTOPbIA TPaAHCMNOPTUPYETCH MNOTOKOM
rasa (06b14HO Ar unum He) B MHOYKTMBHO CBA3aHHYHO
nnasmy (UCI). Cepus BbICOKOHACTOTHbLIX Nasep-
HbIX MMMYyNbCOB obecnevvBaeT npeacTaBUTENb-
HocTb NpobooTbopa obpasua.

Haunbonee cepb€3HbIM OrpaHu4eHnem npu-
MEHEHMs Macc-CMeKTPOMETPUN C WHOYKTUBHO
CBSA3aHHOW nrasmMon B COYeTaHun C nasepHom
abnauvenn (JTA-UCM-MC) cunTaetca anemeHT-
Hoe (pakUMOHMPOBaHME, NOA4 KOTOpPbIM OObIYHO

NOHMMAKT U3MeHeHne Ko3IPPULNEHTOB OTHOCU-
TenbHoW JyBcTBUTENBHOCTM (KOY) 3nemeHTOB
npu konuyectseHHoMm aHanuse [1, 2]. OueBngHo,
YTO B JaHHOM cCIiydae 3neMeHTHoe (PpaKuMOHU-
poBaHWe $SBMSETCA CYMMOW BO34EWCTBUS BCeEX
ONCKPUMMHALMOHHBIX 3(PEeKTOB, BO3HUKAOLLMX B
npouecce abnaumm npobbl [3], TpaHcnopTa aspo-
3on4a [4], a TakXke ero atoMmu3aumm U NOHU3aUUn
B WICI1 [5]. Mpouecchl, npoucxoasiime npm otbo-
pe npobbl MeTogoM nasepHon abnauum, a Takxe
cam MexaHu3Mm obpasoBaHnga a3po30ris 4O CUX Nop
OCTalTCHA He A0 KOHUa NOoHATbIMK [6]. ABTOpPbLI pa-
60Tbl [7] BbIAENAIOT NSATb OCHOBHbLIX MEXAHN3MOB
obpasoBaHus aspo3onsa npu nasepHon abnauyuun.
Takxe cTouT oTMeTuTb paboTy [8], B kKOTOpOW onu-
CblBaeTCsA MpUHUUNUANbHOE M3MEHEHMe npoLec-
COB npu nepexoge K PemMToCeKyHAHbIM Na3epHbIM
nmnynbcam. CyLiecTBEHHOE BrMsiHUE Ha abnauuio
1 pesynbTaTbl aHanun3a okasblBatoT NapaMeTphbl na-
3epHoro npo6ooTbopa — ANUHA BOMHbI nasepa [9,
10], npogormkuTenbHocTb nmnyneca [11, 8], nnot-
HOCTb MOLLHOCTM na3epa, NOTOK rasa, xapakTep U
CKOpPOCTb NOTOKa TpaHcnopTupytoLero rasa [12].
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C Opyrovi CTOpOHbI, MpoLEeCChl, Mpoucxogsimne
npv nasepHon abnsumm, CyLecTBEHHO 3aBUCAT OT
OCHOBHbIX (PU3MYECKUX XapaKTEPUCTUK aHanM3mpy-
eMblX TBepabix 06pa3LoB (koadduUumneHT nornoe-
HUS M OTPaXXEeHWS U3NydeHus, TemnepaTtypa nnasne-
HUS, TENNONPOBOAHOCTL [6, 7, 13], KpucTannuyeckas
CTPYKTYpa 1 Ap.), KOTOPble N3MEHSIOTCS B LUIMPOKOM
AnanasoHe, 4YTO 3a4acTyl [eraeT HEBO3MOXHbIM
NnonyyeHne KONMUYECTBEHHbIX AaHHbIX. W3-3a cy-
LLIECTBEHHbIX MAaTPUYHbIX BIMSHWUIA Ha pe3ynbraTbl
onpeaeneHnii e4UHCTBEHHLIM CMOCOOOM NOMy4YeHUs
OOCTOBEPHbIX pe3ynbTaToB B HACTosILLLEe BpeMS SB-
ngeTcs MCNonb3oBaHWe CTaHAApPTOB C MakcuMarb-
HO B6IM3KMM K UccreayembiM obpasLam MaTpuyHbIM
coctaBoMm. Hanbonee yvacto metog JIA ucnonbay-
eTcsa Ans aHanmaa reonornyeckmux obpasuos [14],
WMEHHO B 3TOW 0bnacTy Npou3BedeHO MHOMO CUH-
TETUYECKMX CTaHAApPTHbIX 06pasLoB, YTO NO3BONSET
nony4aTb JOCTATOYHO HaAEXHbI€ KONMYECTBEHHbIE
AaHHble. OfHaKo CyWecTBYOT M Apyrne cnocobbl
06onTK BnnsiHe MaTepuana obpasua — Hanpumep,
nepeBof Npob B CTEKMNAHHYIO MaTpuuy cnnasneHu-
eMm c TeTpabopaTtom nutus [15, 16], unu rpagympoBka
no aspo30MsiM, MOMYYEHHbIM pacnblfieHneM BOOHbIX
cTaHaapTHbIX obpasyos [17, 18, 19].

Bcneacrteue pasHuubl (onsnveckux CBONCTB,
CTEKIIO M MeTasnsn UMelT pasnnyHoe Bpems ycTa-
HOBIEHNSA NOKaNbHOro TEPMUYECKOro paBHOBECUS
B npouecce BO34eNCTBUSA HAHOCEKYHAHOTO nasep-
HOro umnynbca [7], YTO NPMBOAUT K NpUHUMNNANb-
HOMY OTIMYUIO MEXAHM3MOB MPOTEKAHWS Na3epHOn
abnsiumm aTux matepuanos. B pabotax [20, 21] no-
Ka3aHbl CyLleCTBEHHble pasnuunsa B MOBEAEHUMU
CTEKON M MeTannoB npu nasepHon abnauun. B
OCHOBE pasnunyus nexuT obpasoBaHue pasHbiX Mo
pa3mepHOMy pacnpefeneHuto, opme n CTPyKTy-

pe aspo3onen B pe3ynbrate nraBreHus meTannm-
Yyecknx obpasLoB.

Llenbto gaHHom paboTtbl 66110 M3yuYnTb BNK-
SIHWE MNSIOTHOCTM MOLUHOCTU Ha OTHOCUTEIbHbIE
NCI-MC 4yBCTBUTENBHOCTU SMNEMEHTOB-NPUME-
Cew Npu aHanuae cTekna u ctanu, obycrnoBneHHbIe
XapakTepHbIMU OCOBEHHOCTSAMU nasepHon abns-
Lnn 3TUX MaTpuL.

3Kcnepu MeHTaribHaA 4acTb

Annapamypa. B HacTosiwen pabote wuc-
nonb3oBanack Nd:YAG ycTtaHoBKa Ans nasepHon
abnauyun UP-213 npomssoactea «New Wave Re-
search» ¢ onuHon BoNHbI nasepa 213 HM. Bce us-
MepeHust BbinonHeHbl Ha CI macc-cnektpomeTpe
ELEMENT dumpmsbl Finnigan Mat (fepmanus) B aHa-
NUTUYECKOM LeHTpe WHcTuTyTa reonormm m mu-
Hepanorun CO PAH. OnepauvoHHble napameTpsbl
Macc-cnekTpomeTpa U nasepHoOW MPUCTaBKU YKa-
3aHbl B Tabn. 1.

MwukpodpoTorpadmm KpatepoB ObilM MNony-
YeHbl C MOMOLLBI CKaHMPYHOLLEro 3fIEKTPOHHOIO
mukpockona Hitachi-3400, B pexvme pernctpauyuu
0OpaTHO-pacCesiHHbIX ANEKTPOHOB. AHeprus naga-
IOLWKMX 3nekTpoHoB cocTaBnsana 20 kaB. Ob6pasubl
ObINM HAaKNMOHEHbI Ha yron 45°.

Takxe KpaTepbl uccnegoBanv npu MOMoLLn
aToMHO-cunosoro mukpockona Solver Pro (NT-MDT)
B MOJTYKOHTAKTHOM peXume, CKOPOCTb CKaHMpOBa-
Hus 13.73 MKm/c, Wwar ckaHupoBaHus 133.77 HM.

Mamepuanbi. B xoge paboTbl 6binn nccne-
OOBaHbl ABa cTaHOapTHbIX obpasua coctaea (CO):
cTeknsaHHbIM obpasey NIST-611, a Takxke cTaH-
AapTHbIn obpasey ctanu BHANCO 464. B tabn. 2
yKasaHbl COAEpXaHus B CTaHgapTax 3JIEMEHTOB,

Tabnuua 1
OnepauunoHHble napameTpbl VICI macc cnekTpomeTpa v nasepa
MapameTpbl MICI macc cnekTpomeTpa
MowHoCTb reHepaTopa 1250 Bt
OTpaxx€HHas MOLLHOCTb 10 BT
Pa6ouwnii ras NCI Ar
Oxnaxgaruwmii NOTOK aproHa 14 n/mMuH
lMna3moobpasyoLmii NOTOK aproHa 0.9 n/mMuH
Mpo6onogatowm NoTok rasa (cmecb Ar n He) 1.2 n/muH + 0.3 n/MuH
PaspeweHnune (M/AM) 300
Tun ckaHnpoBaHus 3reKTpnYeckoe
Konun4yecTBO CkaHMpOBaHWI MaccoBOro guanasoHa 50

JeTekTnpoBaHue aHanorosoe + ungposoe
MapameTpbl NasepHON NPUCTaBKU

[nvHa BonHbl Nasepa 213 Hm

Mpobonogatowmii ras He

MoTok npoGonogatoLlero rasa

300-400 mn/MuH

[MNOTHOCTb MOLWHOCTM Nasepa

1.510” — 5.28:-10® B1/cm?

YacToTa nasepHbIX UMNynbCOB 20 Iy,
[MpoJonXnTenbHOCTb UMMynbca 3-5He
[OunameTp nasepHoro nyya 30 — 100 MKMm
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Ta6bnuua 2
CopepxaHue aneMeHToB B CTaHAapTHbIX obpasuax, Mkr/r (ppm)
CO Ti \Y Cr Ni Nb Mo
NIST 611 434 442 405 485 419 410
BHMWNCO 464 2050 7 890 89 500 121 000 6 780 6 950

KoTopble Obinn BblbpaHbl Ans nccrnegosaHus. Bbi-
6op aneMeHTOB 00YCNOBIEH TEM, YTO UX CoepXxa-
Hue aTTecToBaHo B oboux CO.

MNpoBeneHue nsmepeHui

O6pasubl cTekna 1 ctanu noMmeLianu B Ka-
mMepy abnsauum 6e3 npeaBapuTenbHoO 0bpaboTKu.
B kauecTBe npobonogatollero rasa B A4erike npu
abnsaumn ncnonb3oBanu rennin, KOTopblv Nnepep, no-
nagaHvem B VICIT cmelumnBancsa ¢ aproHoM B COOT-
HoweHun 1:4. Mepen namepeHnem kamepy npoay-
Banu renveM, 4Tobbl n3bexartb NnonagaHusa Bo3gyxa
B WCII. MNepepn kaxgow cepuent M3MepeHuin noTok
rasa HacTpavBanu Takum obpasom, YToObl NONy4YnTb
MaKCUMarbHY0 WHTEHCMBHOCTb aHanmMTUYecKoro
curHana onpefensieMbix aieMeHToB. Bo Bcex nsme-
PEHVAX NCMOMb30Bany MakCUMarbHYy YacToTy UM-
nynecoB nasepa — 20 My. Kaxabin 13 ctaHgapTHbIX
obpasuoB nogseprany BO34eNCTBUIO Nnasepa npwu
PasnMYHbIX 3HAYEHNSIX MIIOTHOCTM MOLLHOCTM U MpK
pasnuyHbIX AuamMmeTpax nyya, ykasaHHbIx B Tabn. 1,
4YTOObI UCCNeaoBaTh BIIMSHUE 3TUX NapamMeTpoB Ha
aHanuTnyeckne curHanel. Bpems Bo3gencTaus na-
3epa B Kaxaoun Touke coctaenano 10-120 c, B 3aBu-
CUMOCTU OT MIIOTHOCTM MOLLHOCTHU, TaK, YTOObI rny-
OuHa kpaTepa He npeBbiwana 3Ha4yeHnss ~30 MKM.

Bo Bpemsi paboTbl nasepa NpoBOAMAN N3Me-
peHe MHTEHCUBHOCTEN aHaNUTUYECKMX N30TOMOB
BbIOpaHHbIX anemMeHToB (Tabn. 3). AHanuTnyeckne
n3oTonbl BbibpaHbl 13 coOBpaxeHn OTCYTCTBUS

Ha HUX M300apHbIX U CYLLECTBEHHbLIX MONEKYNsp-
HbIX HanoxeHun. B pacyétax mcnonb3oBanu yc-
pefHEHHbIe AaHHbIEe MO HECKONbKNUM U30TONaM.

YcpeaHEHHblE  MHTEHCMBHOCTU  M30TOMOB
I, BGbINMM HOPMMPOBAHbLI HA 3Ha4YeHMs UX pacnpo-
CTpaHEHHOCTM A . YTOOGbl WUCKMIOYUTL BRUAHUE
Ha pesynbTaTbl NapamMeTpoB, HE OTHOCALLMXCS K
nasepHoun abnaunmn, MUHTEHCUBHOCTU TakXXe HOPMU-
poBanu Ha dhakTop NPUOOPHON YyBCTBUTENBHOCTU
macc-crnektpometpa «kELEMENT» H,_onpepense-
MOro anieMeHTa Tabn. 4.

1 100%

1, =—"
" H,\IC AIH (0 0)

KoadhdpumumneHTbl OTHOCUTENbHOW YyBCTBU-
TENbHOCTM PacCYMTbIBanNCb OTHOCUTEMBHO XPO-
Ma, UCXOAS M3 MOJTYYEHHbIX NPUBEAEHHBIX UHTEH-
cusHocTew /_

Pe3ynbTathbl n 06cyxaeHue

Mukpockonuyeckue uccriedogaHusi. Dopmy u
rnyOvHy KpaTepoB, OCTABIEHHbIX NOCHE Na3epHOn
abnsiuMm Ha NOBEPXHOCTU CTEKISHHOIO U CTanbHO-
ro cTaHAapTHbIX 00pa3LoB, uccrnegoBany ¢ NoMo-
LI CKaHUpYtoLLero anekTpoHHoro (CAM) n atom-
Ho-cunosoro (ACM) mukpockonos. doTorpadumn

Ta6bnuua 3
AHanuTu4eckme n3oTomnbl onpeaenseMbiX AfIeMeHTOB
OnemeHT Ti V Cr Ni Nb Mo
48Ti, 47T, . . %Mo, *"Mo,
AHanutnyeckune n3oTorbl T} 49T v %2Cr, °Cr 0N, 8'Ni %Nb %Mo
Tabnuua 4
YyBCTBUTENBHOCTb Macc-cnekTpoMeTpuyeckon pernctpaumm ana NCMN-MC «ELEMENTY
onemeHT Ti \Y, Cr Ni Nb Mo
HyBcTBUTEnNbHOCTD, 25107 | 27107 | 27107 | 28107 | 51107 5.4107
umMmn/ppm

MpumeyaHue: - CMbICIT HOPMUPOBKM Ha YyBCTBUTENLHOCTL MC pervctpauun 3aknioyaetcs B TOM, YTOObI
NCKMIOYNTb BIIMSIHWE MacChbl ¥ NOTEHUMana MoHn3aumm afieMeHTOB Ha 3Ha4YeHe aHanMTMYecKoro curHana,
BblAEMVB BMsIHWE TONbKO MapaMeTpoB, OTHOCALWMXCA K cobcTBeHHO J1A, BnmsawwWwmMx Ha 3HadeHnss KOY
aHanuToB. [JaHHble B Tabs. 4 nony4veHbl Npu rpagynpoBke macc-cnektpomeTpa «k ELEMENT» no 1 ppb ctaH-
OapTHbIM pacTBopaM aneMeHToB npu MowiHocTu 1250 BT, npu HacTponke Ha MakCUManbHY UHTEHCUB-
HOCTb aHanMTUYEeCKOro CMrHana BHyTPEHHero ctaHgapTa.
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Puc. 1. COM n3obpaxeHus kpaTtepoB, NONyYeHHbIX
BO3JENCTBMEM Ha CTaHAapTHbIN obpasel ctanu
(A) n ctaHpapTHbI obpasel ctekna (B). Y cepumn
KpaTepoB Ha PUCYHKe CBEPXY BHU3 YBENMYMBaETCS
NMIOTHOCTb MOLLHOCTb fasepa, a crieBa Hanpaso
yMeHbLUaeTCcsa AnameTp Nna3epHoro naTHa (npu He-
N3MEHHOWN NAOTHOCTN MOLLHOCTH)

KpaTepoB npeacTaBneHbl Ha puc. 1, a napameTpbl
nasepa, Npy KOTOPbIX OHW BbINM NOMNyYeHbl, NpuBe-
[eHbl B Tabn. 5.

Mpu petanbHoM paccmoTpeHun puc. 1 B nep-
BYHO oyepenb obpawaeT Ha cebst BHUMaAHWE MpPUH-
umnuanbHoe pasnuyme opmbl Kpatepos, obpasy-
Iowmxca Ha nosepxHocty ctanu (A) n ctekna (B).
Mpn BO3genicTBUM Nasepa Ha obpasey ctanu o6-

pasyTcs KpaTepbl HenpaBunbHOM POPMbI C «BOSI-
HUCTbIM» AHOM W SIPKO Bblpa)keHHbIMK BopTamu,
TOrga Kak npy BO3OEWCTBUM fa3epa Ha CTEeKsiH-
HbI 06paseL OCTalTCA KpaTepbl C MAOCKAM OHOM,
NMOKPbITbIM TOHKUMW TpeLmHamu. MNMpuynHa KpoeT-
CA B pasnvyun OOMWUHUPYIOLLMX MPOLECccoB, Npo-
NCXOASILLMX NPU NasepHon abnsauumn ctanm u cTek-
na. Mpu nasepHon abnauumn ctanu NpouMcxoauT
nokanbHbIN Harpes, MnaeBfieHMe U B3pbiBOOOpPa3-
Hoe BCkunaHue obpasua, 4To ABNseTcs NPUYMHON
o0pas3oBaHnsl KpaTepoB C «BOMHUCTBIM» OHOM [7,
22]. NopTBepxaeHMeM nnaereHust npu abnsauum
cTanbHbIX 06pa3sLOB SABMSETCA 3HAYUTENBHOE KO-
NNYEeCTBO OCEBLLMX Ha NOBEPXHOCTb BOKPYr obpa-
30BaBLUNXCH KpaTepoB Kanernb pasmepoM o 0.5-1
MKM (puc. 1, A). JlazepHas abnauusa ctekna He Bbl-
3bIBAET NnaBrieHns obpasua, Kanenb BOKPYr kpa-
Tepa He HabnwgaeTtcs (puc.i, b).

Mpn abnsaumm CTEKNAHHOW MaTpuLlbl U3NYy-
YeHneMm nasepa C pasHOM NMOTHOCTbI0 MOLLHOCTH
obpasyloTcsa ocecMMmMeTpuyHble Kpatepbl. M3 puc.
1, B BUOHO, YTO NMPU HU3KOWN NIIOTHOCTU MOLLHOCTHU
(8o 1.5-108 Bt/cm?) bopma kpaTepa 6nunska kK nony-
chepuyeckon. YBenmyeHme nioTHOCTU MOLLHOCTHU
B ~3 pasa npuBoauT kK o06pa3oBaHuIoO B CTEKIE Ln-
NNHOPUYECKNX KpaTEPOB C MAOCKUM OHOM U BEPTU-
KanbHbIMM BOKOBbIMU CTEHKaMK. OTO HabnaeHune
nMeeT OOonblIOe 3HA4YeHue Npu NpPoBedeHUU MOo-
CNONHOMO aHanuaa CrouCTbIX MOKPbITUA N TOHKNX
NNEHOK, korga HeobxogMMO Mony4YuTb UHopMa-
LMI0 O XapakTepe pacrnpeaeneHuns pasnmyHbIX ane-
MEHTOB (OCHOBbI U MPUMecelt) No rnyouHe.

Hanbonee 3Ha4yMmbIM pe3ynbTaTtoM nnaene-
HUSA cTanbHbIX 06PasLOoB, C TOYKM 3PEHMS Konun4ye-
ctBeHHoro JIA-UCIM-MC aHanusa Takux o0beKkToB,
ABNSETCA BEPOSATHOE CeNneKkTMBHOE wcnapeHune
KOMMOHEHTOB NPO6bI C BbICOKMM LaBrieHMEM HacCbl-
LeHHbIX napoB. O6pasylLwunca npyu 3ToM aspo-
30mnb OyaeT oTnmMyaTbCs N0 XMMUYECKOMY COCTaBy
OT cocTaBa uccnegyemoro obpasua. MiasectHo [13],

Tabnuua 5
MapameTpbl Nasepa, UCNOMb30BaBLUNECS MPY NONyYeHMN KpaTepos (puc. 1)

MnotHOCTb OnameTp Konunyectso

CO KpaTep MOLLIHOCTHU nasepHoro nasepHbIx

nasepa, B1/cm? nyya, MKm UMMynNbCOB
1 6.7-107 100 1200
2 1.2:108 55 600
3 1.4-108 30 600
BHUWNCO-464 (ctanb), puc. 1, A 7 35108 100 400
5 41108 55 200
6 4.5108 30 200
1 7.2:107 100 1200
2 1.3-108 55 600
3 1.3-108 30 600
NIST-611 (ctekno), puc. 1, b 7 36108 100 200
5 5.0-108 55 200
6 5.2-108 30 200
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YTO BCKMMaHMe MeTannuyecknx obpasuos NpuBo-
OUT Kk 06pa3oBaHUIO KpynHOW (Mopsiaka MUKpoMme-
TPOB) hpakuMmM aspo3ons, KOTopas UMEEeT UHble
CBOWCTBa nNpu TpaHcnopTte n noHnsauum B NCI1, a
TakxXe OTNMYHbIN cocTaB [2, 3, 22]. Ucxoas ns nsy-
YeHUs KpaTepoB, MOXHO caernaTb 3ak/to4YeHne, YTo
MexaHn3Mbl 0bpa3oBaHusa a3po3onda npu abnauyum
METarnsnoB N CTEKOS CYLEeCTBEHHO pa3nuyHbl. O6-
pas3oBaBLUMECS MO pasHbIM MexaHM3MaM as3po30im
OyoyT vMeTb pasHoe pacnpefeneHue 4actuly no
pasmepam, pasfnnyHble CBONCTBA U XMMWUYECKUN
COCTaB, YTO CKaXeTCcs Ha peasynbraTax Konuye-
CTBEHHOro aHanuaa [3, 4]. K nckaxxeHuto nonyyeH-
HbIX pe3ynbTaToB MOXeT NpUBOAUTL U HEMOMHoe
ncnapeHue KpynHow cpakumm aaposonsa B UCHT,
OTMeyeHHoe aBTopamu [5].

OTmeTnmM, 4TOo abnauusa ctanu NposBnsieTcs
y>Xe NpU MAOTHOCTU MOLLHOCTU U3NyYeHns nasepa
1.310” Bt/cM?, B TO Bpemsi kak Ans obpasoBaHust
KpaTepoB Ha NOBEPXHOCTU CTekna TpebyeTtcst npu-
MepHO BABOe Oonbluas MOWHOCTb. EABa 3aMeTHbIe
cnepgbl ot Bo3genctemsa 1800 nmnynbcoB nasepa ¢
NNOTHOCTbIO MoLHocTM 1.5-107 BT/cM? Ha noBepx-
HOCTb CTann MOXHO YBUAETb B BEPXHEN 4acTu pu-
cyHka 1, A. PesynbTatbl nccnegoBaHust 04HOro u3
3TMX KpaTepoB C MOMOLLbI0 aTOMHO-CUIOBOIO MU-
Kpockona npuBefeHbl Ha puc. 2. OH UMeeT Makcu-
MaribHy rny6uHy okono 250 HM 1 ero AHO NNOCKoe,
a He «BONIHUCTOE», 3TO O3HayaeT, YTO Npu Takowu
MAOTHOCTM MOLLHOCTM B3pbiBOOOpPa3HOro BCKuUMNa-
HUSi MeTanna He MPOMCXOOWUT, U KPYMHble Kanmu
pa3bpbI3rMBaTbCsa He OMKHbI [7]. ObpaTtum BHUMa-
HMe Ha obpasoBaHMe «OTBANOBY» BOKPYr KpaTepoB
Ha cTanbHOW MaTpuLE, YTO 0OLIYHO XapakTepuayeT
rMapoaMHaMUYECKNA MEeXaHu3M Bo3gencTeus [7].
B T0 ke Bpems npy abnauumn CTeKNsHHOW MaTpuLbl
Takne «oTBarnbl» He obpasytoTcs (puc. 1, B).

BnusiHue nnomdocmu  MowHoOcmuU - U3ny-
YeHusl Ha UHMeHcUu8HocmuU aHanumos U 3Hade-
Huss KOY. TlpuBedeHHble 3HAYeHUs! MWHTEHCUB-

Puc. 2. ACM unsobpaxeHune kpartepa Ha MOBEpXx-
HOCTW cTanu, obpasoBaBLLErocs Npu BO34ENCTBUM
1800 nmnynbcoB nasepa C NOTHOCTbIO MOLLHOCTHU
1.5:107 B1/cm?

HOCTEN aHanuUToB B CTalbHOW W CTEKNAHHOM
MaTpuyax (HOPMUPOBaHHblE Ha 3PEKTUBHOCTb
MaccC-CMeKkTPOMETPUYECKON perncTpaumm n cogep-
XaHune aHanutoB B CO), nonyyeHHble Npu guname-
Tpe nasepHoro ny4a 100 MKM 1 NAOTHOCTN MOLLHO-
ctn 2.9-108, 8.7-10” n 1.5-10” B1/cm?, npuBeaeHbl Ha
puc. 3. [Npun aHann3e CTEKNSAHHOW MaTpULbl C HU3KOWN
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Puc. 3. lNpuBegeHHble MHTEHCMBHOCTM aHanuToB
B CTanbHOW U CTEKNSAHHOW MaTpuuax, Npu pasnuy-
HbIX NIIOTHOCTAX MOLLHOCTU U3NyYeHns nasepa
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NAOTHOCTbIO MOLLHOCTH nasepa (1.5-107 Bt/cm?), uH-
TEHCMBHOCTW aHanMTUYeCcKNX M30TOMNOB onpeaens-
€MbIX 3NIEMEHTOB HUXXE YPOBHS KOHTPOSbHOIO OMbl-
Ta, noatoMy KOY He Gbinv onpeaenexs..

[deTanbHoe paccMOTpeHne Nosny4YeHHbIX AaH-
HbIX MOKa3blBaET, YTO NpMBeAEHHbIE NUHTEHCUBHO-
ctn ananutoB npu JIA-UCIM-MC aHanuse cTtekna
B 2-3 pasa Bbllwe, YeM Mpu aHanuae ctanu. Takoe
YMEHbLUEHNe YyBCTBMTENbHOCTM Mpu nepexone
OT CTEKNAHHOW MaTpuubl K CTanbHOW HanpsiMmyto
CBSI3aHO C pasfnnyMem MexaHu3MoB npobooTbopa
n obpasoBaHua asposons. [Npyn abnaumm crtanm
YacTb a3po3ons obpasyeTcss N0 MexaHU3my pas-
OpbI3rnBaHus pacnnaea [7]. Takol aapo305b ocax-
[aeTcs Ha NOBEPXHOCTb 0bOpa3sua U CTEHKM KaMepbl
n, B pesyneraTte, He nonagaet B NCI1 (puc. 1, A).

MwuHUManbHy0 YyBCTBUTENBbHOCTb, KaK B CTe-
KNSHHOW, Tak 1 B cTanbHon maTpuue, umetot Ni, Nb
n Mo. lNMpu yBenuyeHnn NIOTHOCTM MOLLHOCTU U3-
nyyeHuns B ~3 pasa npuBedeHHast MIHTEHCMBHOCTb
aHanuToB YBENMYMBAETCS MPMMEPHO Ha NOpsSAoK
BeNnuYuHbl. NpuBeaEHHbIE WHTEHCUBHOCTU oOmnpe-
OensieMbIX 3IEMEHTOB B CTEKMNSHHOM U CTanbHOM
obpasuax pasnuyarTcs CyLleCTBEHHBIM 06pa3som,
4YTO onpefensieTcs pasnuMynem B xapakTtepe na-
3epHoON abnauumn aTux maTpuy (cM. Bbiwwe). Mony-
YeHHble flaHHble He MO3BOMAT CBA3ATh Pas3nmyns
npuBeaEHHbIX UHTEHCUBHOCTEN N UX 3aBUCUMOCTb
OT NapameTpoB U3Ny4YeHUss C PUSUKO-XUMNYECKU-
MW CBOWCTBaMW 3NIEMEHTOB, KaK TO: TemnepaTypbl
nraBneHnsa n KUNeHus, gasneHue napos u ap. Ha-
npumep, Nb n Mo, umerowme ognHakoBbie TEM-
nepaTypbl KAMEHUS, B TO e BPEMS MMEIOT Cylle-
CTBEHHO pasHble NpUBEeAEHHbIE MHTEHCMBHOCTMW.

B Tabn. 6 npuBegeHbl 3HavyeHna KOY aHanu-
TOB OTHOCUTENBLHO Xpoma npu JIA-UCTT-MC aHanu-
3€ CTEKJIAHHOTO M CTanbHOro 06pa3yoB ¢ UCMOSb-
30BaHMEM nasepHoro npobootbopa npu pasHow
NIOTHOCTM MOLWHOCTU. V3 npuBeOEHHBIX AaHHbIX
BMAHO, YTO NPU U3MEHEHUU MNOTHOCTU MOLLHO-
ctn KOY anemeHTOB Ans cTekna pasnuyaloTcs B
~2.5 pa3 (ananasoH 3Ha4veHun cocTtasnset ot 0.7
no 1.7), Torga kak gnsa craneHoro obpasua — B ~5
pa3 (guanasoH 3HaveHun oT 0.3 go 1.5). Buibop
ONTUMAanbHOrO, C TOYKM 3PEHUS UHTEHCUBHOCTEW

CUrHaNoOB aHanuToB, 3HA4YE€HMS MAOTHOCTU MOLY-
HOCTU nasepHoro npobooTt6opa, pasBHoro 2.810%
BT/cm?, no3BonseT CHU3UTb 3TOT AManasoH Ao 1.7
ans crekna n 1.8 ana cranu. 3To 03HaA4aeT, 4To
npu onpegenexHun npumecent: Ti, V, Ni, Nb n1 Mo B
cTeknax u ctanu ¢ ucnono3osaHnem Cr B kKauecTBe
BHYTPEHHEro CTaHgapTa cuctemaTuyeckas no-
rpewHocTb namepeHun byget He 6onee 100 %.
BnusHue duamempa nasepHoz20 nsimHa. MNpu
NOKanbHOM aHanu3e MUKPOBKITYEHUA U OPYrux
OedeKkToB Ha NMOBEPXHOCTM 00pa3uoB ObiBaeT He-
00X0AMMO M3MEHsSTb AMaMeTp Na3epHoro nyva B
xofe aHanusa. Ecnv npu 3ToM NAOTHOCTE MOLLHO-
CTW Nasepa oCTaéTcst HEM3MEHHOM, TO KONTMYECTBO
yAanéHHoro matepuana LOMKHO YBENNYMBATLCS C
yBenuyeHnem gnameTtpa nyya. BospactaHme mac-
Cbl yOanéHHOoro BellecTBa MOXeT, O4HAKO, NpuBo-
OUTb K cneunduyeckoMy MaTpuyHomy adhdekTy
«mass-load» [23], Bbi3biBatoLemy nameHeHme KOY.
ABTOpbI CBA3LIBAOT TAKOro poaa adhdekT ¢ n3me-
HeHnem xapakTtepuctuk WCIT npu nonagaHum B
nnasmy 60nbLIOro KonMyecTsa TBEPAOro adpo3ons
aHanuM3MpyemMmoro matepuarna, 4To Hambonee cunb-
Ho nposiensietca npu JIA-UCIM-MC aHanuse npo6
C HU3KMM MOTEHUManoM WOHM3aLUN MaTpUYHbIX
anemeHToB. Bo MHoOrmx paboTtax, MOCBSLLEHHbIX
3aneMeHTHOMY bpakLMoHUpoBaHuo, Hanpumep [1],
ykasbiBaeTcsa Ha nsmeHeHne KOY anemeHTOB npu
M3MEHEHUN COOTHOLLEHUS rnybuHbl KpaTepa k ana-
mMeTpy. MIameHeHne gmnameTpa nyya MoxeT ObiTb
OOCTUTHYTO ABYMS criocobamu: nepBbin — Pokycu-
poBKa U3NyYeHUs Ha NOBEPXHOCTU MUccrnenyemoro
obpasua, BTOpor — guadparMmpoBaHue nydka ns-
nyyeHnsa nasepa. B nepBom cnyyae npoucxogut
yBEMMYEeHne MIOTHOCTM MOLLHOCTU W3NyYeHus,
npuBoasiLiee K USMEHEHM0 XxapakTepa npobooTbo-
pa, npexgae Bcero rnyouHbl KpaTepa 1 NpoLeccoB
obpa3oBaHnNs a3po3ons, onpefenswLmx 3Have-
Hus KOY. B Hawem criydyae nameHeHne guametpa
KpaTepa gocturaeTcsa gnacdparmmpoBaHuem nydka
N3MyYeHusi, Npu KOTOPOM CYyLLECTBEHHOIO N3MEHe-
Husa 3HadveHun KOY He pomxHO npoucxoauTtb. Ha
puc. 4 npuBeaeHa nonyyYeHHas Hamu 3aBUCMMOCTb
npuBESEHHON UHTEHCUBHOCTU NIMHUIA 3NEMEHTOB-
npumMecen oT nNrowaan nasepHoro NATHa Ans Kpa-

Tabnuua 6

KOY anemeHTOB (OTHOCUTENBHO XpOMa) Mpu nasepHon abnsumm CTanbHOro U CTEKNSHHOro obpasuos ¢

pa3Hoi NOTHOCTbIO MOLLHOCTM Nasepa

CreknsiHHbIl o6pasel; NIST-611 CTtaHpapTHbIN o6pjg2u ctann BHUNCO

ONeMeHT S 107Br | 8.7107Br/ | 2.810°Br/ | 15107Bt | 8.710' B/ | 2.810°B1/
cm? cm? cm? cm? cm? cm?
Ti - 15 11 1.0 1.2 1.0
v - 17 1.2 15 14 14
Ni - 14 0.7 0.3 0.7 0.7
Nb - 1.0 0.7 0.7 0.4 0.6
Mo - 14 14 0.8 0.8 0.8
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MpuBeAEHHBIE MHTEHCUBHOCTH,
OTHOCUTENbHbIE eanHuubl n 10-4

0 1 1 1 1
0 2 4 6 8
Mnowaak cevyeHua nasepHoro nyya, n 10° mMkm®

Puc. 4. 'ameHeHe NHTEHCMBHOCTM aHanuToB Npu
N3MEHEHUN AnamMeTpa NasepHoro NsaTHa npu abns-
UMK CTeknsaHHoro obpasua (NIOTHOCTb MOLLHOCTH
2.2-2.9-108 B1/cm?)

TepoB anameTtpom 30, 55 n 100 mkm. BugHo, 4To
N3MEHEHNEe MHTEHCUBHOCTEN He MNpsiMo Mponop-
LUMOHanbHO nroLagn naTHa, YTo MoXeT ObiTb 06-
YyCMNoOBNeHOo (brnyKTyaumsMm nNriOTHOCTU MOLLHOCTHU
N3nyyeHus Npy U3MEeHeHUU nnowagmn nATHa, 4To
KOCBEHHO MNOATBEPXOAaeTCsl 3NEKTPOHHO-MUKPO-
CKOMUYECKMMN NCCrnefoBaHNSAMM NONYYEHHbIX Kpa-
TepoB. AHanornyHble pesynbsrathbl ObIIM NOMYYeHbI
aBTopamu paboThbl [24] Npy aHanM3e MMHepanos.

CnegyeT OTMETUTb, UYTO COXpaHEHue nmno-
CTOSIHCTBA MIIOTHOCTM MOLLHOCTU U3MyYeHus npu
YBENUYEHUN JMameTpa NATHA Ha MOBEPXHOCTU 06-
pasua o0ycrnoBneHo TPYAHOCTAMU TEXHUYECKOro
xapakTepa. TeM He MeHee, cnpaBefNnBO Npeano-
NOXMWTb, YTO OTCYTCTBME KOHTPONS 3a ANaMeTPOM
nasepHoro NATHa MOXET CKa3biBaTbCsl HA pesyrib-
TaTtax KonM4YecTBEHHOro aHanuaa.

BbiBoabi

B paboTe nccnegoBaHo BAUSIHME MAOTHOCTH
MOLLHOCTM U3Ny4YyeHus Ha ¢opMy KpaTepoB MNpu
nasepHou abnsumMm MaTpuL, U3 cTekna u ctanu, Ha
WHTEHCUBHOCTb aHaNUTUYECKNX CUTHANOB M KO-
APULMEHTBI OTHOCUTENBHOM YYBCTBUTENBHOCTHU
anemeHToB-npumecen npu UCr-MC ananuse c na-
3epHbIM npobooT6opom. C NOMOLLLID N3MEPEHUIA
Ha CKaHuWpyloLeM 3MeKTPOHHOM U aTOMHO-CUIO-
BOM MMKpOCKOMNax HarnsigHo nokasaHbl pasnuyuvs
reoMeTpum KpaTepoB, BO3HUKAKOLIMX NpU nasep-
HOM abnsaumm CTEKNSIHHOIO U cTanbHOro o6pasLoB.
lMokasaHo, YTO M3MEeHeHMe NAOTHOCTM MOLLHOCTM
N3nyyeHus U AnameTpa CeyeHus nyvka okasbiBa-
0T CYLIeCTBEHHOE BIIMSHUE HA WHTEHCUBHOCTMU
aHanUTMYEeCKMX CUrHanoB W 3HaveHus Koaddu-
LMEHTOB OTHOCUTENBHOWM YYBCTBUTENBHOCTU 3ne-
MEeHTOB-npumMecein. BoibpaHbl ycrnosusa nasepHoro
npo6ooTbopa, Npu KOTOPbLIX CUCTEMATUYECKas No-
rpewHocTb onpeaenerHna npumecent: Ti, V, Ni, Nb
n Mo B cTeknax u ctansax ¢ ucnonb3osaHvem Cr B

KayecTBe BHYTPEHHEro cTaHaapTa He npeBbiaeT
daktopa 2 nnun 100 %.

Asmopbl cqumatrom ceoum O0i20M 8bIpa-
3umb 6nazodapHocmb K.x.H. E.A. Makcumoscko-
My 3a rnoJsiy4eHue u3obpaxeHuli Ha CKaHUpyrowem
3IEKMPOHHOM MUKPOCKOMEe, a makxe K.¢h.-M.H.
[.H. lesko 3a uccrnedosaHue nogepxHocmu obpas-
408 C MoOMOWb0 amoMHO-CUI08020 MUKPOCKOMNA.
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ABLATION FEATURES OF GLASS AND STEEL AND THEIR
EFFECT ON LA-ICP-MS ANALYSIS RESULTS

S.M. Chernonozhkin, A.l. Saprykin

Nikolaev Institute of Inorganic Chemistry
Siberian Branch of Russian Academy of Sciences
3, Acad. Lavrentiev Ave., Novosibirsk, 630090, Russia

The effect of laser emission parameters on relative sensitivities of elements-admixtures was
investigated during laser-ablation inductively coupled plasma mass-spectrometry analysis of steel
and glass matrix. It was shown that variation of the intensity of laser radiation influence on relative
sensitivity factors (RSF) of elements to be determined to a variable extend. The shape of ablation
craters demonstrates differences of heat transport of laser energy to the steel and glass matrix.
The processes occurred during laser sampling has an impact on relative sensitivities of elements.

Keywords: trace analysis, mass spectrometry, inductively coupled plasma, laser ablation.
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