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1. Beeenne

ITpobiiemMa YUCTOTHI BEIIECTB BCeraa ObLIa aKTyalbHOM, T.K. HA
OCHOBE YHCTBIX BEILIECTB CO3/IAI0T MaTepUabl C 0COOBIMH CBOM-
CTBAMH, KOTOPBIE B CBOIO OYepe/b OIPEIeISFOT MapaMeTpPhl
U3TOTOBJICHHBIX U3 ATUX MaTepualioB mpubopoB. B Hacrosiee
BpeMsI POJIb KaX O MPUMECH U €€ KOHICHTPAIUH, TeM GoJiee B
OPUCYTCTBUHM JPYTMX MpPHUMeECeil, dYalle BCero HEM3BECTHA,
MMO3TOMY B TEXHOJIOTMYECKUX IIPOIIECCAX BEHIECTBO CTPEMSITCS
KaK MOXHO IOJIHEE OYUCTHUTD OT BCEX BO3MOXHBIX IIPUMECEH, IPH
9TOM HEOOXO MM KOHTPOJIb MPOIECCAa OYUCTKH AHAJTMTHIECKAMU
MeTonaMu. MHOT03JIEMEHTHOCTh U Tpe/esibl  OOHAPYKEHHS

W.P.1leanakoBa. JJoKTOp XUMHUYECKUX HAYK, IpOdeccop, rJIaBHbII HAyY-
ublit cotpyaauk MHX CO PAH. Tenedon: (3833)306—965,

e-mail: shelp@che.nsk.su

A.M.Canpbikun. [IoKTOp TEXHUYECKUX HAYK, 3aBEIYIOIINIT aHATUTHYE-
CKoit 1abopaTopueii Toro xe uHctutyTa. Tesnedon: (3833)306—965,
e-mail: saprykin@che.nsk.su

OO6sacTh HayYHBIX HHTEPECOB ABTOPOB: ONpPECIICHUE CICAOBBIX KOH-
LEHTPAIMA 3JIEMEHTOB B BELIECTBAX BHICOKOM YUCTOTHI U IPUPOJIHBIX
00beKTaX METOJAMHU ATOMHO-3MUCCHOHHOTO CHEKTPAJILHOTO U MaCC-
CHEKTPOMETPUUECKOTO AHATIN3A, METObl AHAIUTHYECKOTO 00eCTICUeHHU ST
TEXHOJIOTUI OJTy4eHHsI BBICOKOUYUCTHIX U ()YHKIIMOHAIbHBIX MaTepua-
JIOB, aHAJIM3 0OBEKTOB OKPYKAIOIIEH CPE/IbL.

Jlata nocrynienns: 10 cenrsops 2004 r.
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onpeaeseMbIX IpUMecel (aHAINTOB) — Ba)KHEHIIIHE XapaKTepH-
CTHKH 3TOT0 KOHTPOJIs. [10 KOHIIA IPOIIJIOro BeKa JUIsl Onpe/e-
JICHHSI TIPUMECHOTO COCTaBa BBICOKOYMCTHIX BEIIECTB IIUPOKO
UCIIOJIb30BaJI XUMHUKO-CIIEKTPAJIbHBIIl METOJI C JAYTOBBIM BO3-
Oy IeHHEM M3JIyUYCHHUS K MACC-CIIEKTPOMETPHIECKHIA C ICKPOBOU
U Jla3epHOW MoHM3auueid. B Hacrosdiiee BpeMsi 3TH METOMAbI
MPAKTHYECKH BBITECHEHBI METOIAMU C BO30YXKICHUEM U NOHU3A-
el aTOMOB B MHAYKTUBHO cBsizaHHOH miasme (MCII). Hau-
OoJiblllee PACIPOCTPAHCHUE TOJYYHIN METOIBI aTOMHO-IMHUC-
CcHOHHOTO cnekTpasibHOro (ADC) U Macc-CIeKTPOMETPUIECKOTO
(MC) anamm3a c ucnoib3oBarrem VCII. MicTournkoM Bo30yx-
JICHUS ¥ MOHU3AIMU aTOMOB B 3THX METOAAX CIYXXKUT Oe33JIeKT-
POIHBII pa3psil, KOTOPBIN CO3/1a€TCS B BBICOKOYACTOTHOM IIOJIE
HHIyKTOpa B atMocdepe aproHa. Kax mpaBuiio, s paboTsl
aHaymtuueckux mpubopoB ¢ VICII wcnoJib3yroT TeHEepaTOph
MOIIHOCTBIO A0 5 KBT, paboraromme Ha wyactore 27.12 MI'm.
MomnocTts, peanuzyemast B UCII, cocrasisier 1 -2 kBT, aext-
poHHas Temnepatypa gocturaet 6000— 8000 K, a koHIeHTpanus
351eKTpoHOB — 10'3—-10' cM~3. B Takux yCJIOBUSX TPOUCXOAUT
MPAKTHYECKH TOJIHAS AUCCOIMAINS MOJEKYJ, 00eCIeUnBAIOTCS
3 dekTHBHOE BO30YXKICHIE U MOHU3ANUs aTOMOB (> 75% ae-
MEHTOB NEPUOAMYECKON CUCTEMBl MOHMU3YIOTCS Ha ~ 90%) mpu
HEe3HAYUTETbHOM 101 (~ 1% ) MHOT03apSITHBIX HOHOB. DTOT THIT
paspsiaa xapakTepHu3yeTcsi CTAOMIBHOCTBIO YCIOBHM, ONaronaps
yeMy JOCTHIaeTcsi BBICOKasi (O MdecAThIX JOJIeil IpoIeHTa)
MOBTOPSEMOCTh AHAJUTHYECKOTO cUrHajia. CyIIecTBYeT HECKO-
JIbKO crioco6oB BBona npo6 B MCII. Hapsny ¢ TpaaunnoHHbIM
pacubLIeHHEM pacTBOPOB (THEBMATHYECKAMH YUIH YIbTPA3BYKO-
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BBIMH PACTILITHTEIISIME) MOXKHO BBOIHTE APl U3 3JIEKTPOTED-
muueckoro aromuszatopa (3TA), a TakkKe IPUMEHSITh JIa3epHOE U
3JIEKTPOUCKPOBOE pachblicHue (abismuio). Huszkas HavaapHas
sHeprust noHoB (10— 15 3B) u BbIcOKas CTAOMIBLHOCTDL HapaMeT-
POB ILIa3MbI TO3BOJISIIOT UCIOJIB30BATH CIHOCOO HOHW3ANUHU C
nomotibio CIT B coueTaHuu ¢ OTHOCUTEILHO MPOCTHIMHU Macc-
AHAJIM3aTOPAMU KBIPYNOJIHHOTO U BPEMSIPOJIETHOTO TUIIOB.

I1. O6opynoBanue

ATOMHO-3MHCCHOHHBIE CHEKTPOMETPBI H MacCC-CIIEKTPOMETPBI C
MHIYKTUBHO cBsi3anHOU 1ia3zmoi (ADC ¢ UCIT u MC ¢ UCIIT
COOTBETCTBEHHO) IOJIyYWJIM IIMPOKOE PACHPOCTpAaHEHHE Ha
PBIHKE AaHAIUTHYECKOTO 000PYTOBAHHSI.

ITo xosyecTBY IPUOOPOB /IS MHOTO3JIEMEHTHOTO aHAJIN3a,
BBIMYIIEHHBIX B IMOCJIEOHUC NECSATHIICTHS HTPUOOPOCTPOUTEID-
HbIMU pupMamu, npudopsl 11t ADC ¢ CII 3annMaroT Beaylee
mecto. Iupokoe pacmpocTpaHeHne 3TOro 0OOpYIOBAaHUS
MOXHO OOBSCHHTH CITAOBIMA MATPUYHBIMH BIIUSHHUSIMHU, XOPO-
1Ieil BOCIPOU3BOJUMOCTBIO PE3yJIbTATOB, HU3KUMH IIpeeIaMu
obuapyxenus 31eMenToB (10 10~2 ur-mn—! wm 10~7 mac.% B
rmepecueTe Ha TBEPIOE BEIIECTBO), OTHOCHUTEIHHO HEBBICOKON
croumocThio (0T 60 10 100 ThIc. Mo, CIIA). B coBpeMeHHbIX
ADC ¢ UCII g perucTpamyy CieKTPOB UCIIOJIBL3YIOT JIMHEHHBIE
(HanpuMep, B crekTpomeTpax mo cxeme [lamena—Pynre) nim
MaTpuvHble (B CIEKTPOMETpax ¢ JUPPAKIUOHHON dIleuie-
peleTKon) AETEKTOPbl — MPHOOPHI C 3apsiAOBONM CBS3BIO H
npuOOPBI ¢ WHKEKIMEH HocuTelel 3apsinoB. Takue AeTEKTOPBI
0o0ecIeunBaroT OJHOBPEMEHHYIO (POTOITICKTPUUECKYIO PETUCTpa-
IO BCEro paboyero amamna3oHa JUIMH BOJIH M ITO3BOJISIOT MOJI-
HOCTBbIO aBTOMATHU3UPOBATH 00PabOTKY CIEKTPOB € MOMOIIBIO
NePCOHAIBHBIX KOMIBIOTEPOB. B mociaeqHnX MOJessix CleKTpo-
meTpoB ¢ MCII npemycMoTpeHa BO3MOXHOCTh Hapsy C paju-
AJIbHBIM TIPOBOJUTH aKCHAJIbHOE HAOJIONEHWE IUIA3MBI, YTO
MO3BOJISIET CHU3UTH Hpe/Ieibl OOHAPYKEHHsI Psia JJIEMEHTOB B
2—5 pa3 6yarogaps yBeJINYEHAIO OTHOIIEHUS CUTHAT/TITyM. |2

B nocneauune roast MC ¢ MCII nonyvaroT Bce OoJibliiee
pacnpocTpaHeHue 0Oy1aroapsi IMPEeBOCXOTHBIM AHAJIUTUYECKHM
XapaKTEPUCTHKAM: BO3MOXHOCTH OJHOBPEMEHHOTO OIpe/esie-
HHSI B PACTBOPAaX MHHEPAJbHBIX KUCJIOT 10 70 3JIeMEHTOB-IIPHU-
Mecel, BKJIFOUasi peIKO3eMeJIbHBIE M TPAHCYPAHOBBIE 3JIEMEHTHI,
B LIMPOKOM (710 9 MOPSIIKOB BEJIMYMHBI) AMANA30HE KOHICHTpa-
it ¢ BBICOKOH (10 1%) BOCIPOU3BOINMOCTEIO. ABTOPHI 00JIb-
IIMHCTBA IyOJIMKAIMH, MOCBSIIEHHBIX MacC-CHEKTPOMETpHUYe-
CKOMY aHaJIN3y BBICOKOYUCTBIX TBEPIBIX BEIIECTB C MPHMEHE-
nuem KCII, yaiie Bcero uCrosjib30Bad KBaJAPYIOJIbHbIE Macc-
cnektpoMeTpbl «Plasma Quad» ¢upmber «Vacuum Generator»
(Bemukobputanus), «<ELAN» ¢pupmbr «Perkin Elmer» (CIIIA), a
TAaKXKEe CEKTOPHBIM MAaCC-CIIEKTPOMETDP BBICOKOTO pa3pelicHUs
«ELEMENT» ¢upmbr «Finnigan MAT» (I'epmanus). OTMeTHM
60Jiee BBICOKYIO CTOMMOCTH 000PYAOBAHUSI ISl TAKOTO aHAJIN3a
(ot 80 m0 300 ThIc. Josu1. CIIA) o cpaBHEHHIO ¢ 00OPYIOBA-
aueM g ADC-anaimsa ¢ ICII.

Hocrouncteom MC ¢ UCII siBiisieTcst BO3SMOXKHOCTh MPOBE-
JIEHHS] HA HUX U30TOIHOrO aHajmsa.> >

Pasperaromasi ciocOGHOCTh Macc-CHEKTPOMETpa — BaX-
HEWINi mapaMeTp, ONpeesIsIoIIHi IpeIesbl 0OHaPYKEHUSI dJie-
meHToB. Kak nmpaBuiio, Hanbosiee HU3Kue mpe/iesibl OOHapyKEeHUs
(Ha 1-2 mopsiaka BEJIMYMHBI HAKE IO CPABHEHHIO C Ipe/ieIaMu
oOHapyXXeHHSI Ha KBAJAPYIMOJIbHBIX Macc-CIEKTpoMeTpax) obec-
HEeYNBAIOTCS HA IPUOOPAx ¢ ABOWHON (POKYCHPOBKOIL, BBITyCKae-
MbIX ¢upmoit  «Finnigan MAT», Omaromapst OoJbliei
YYBCTBUTEJILHOCTH, MEHBIIMM IIyMaM IETeKTOpa M BO3MOX-
HOCTH MPEOJOJIEHHsT MPOOJIEM, CBS3aHHBIX C HAJIOKEHHEM B
AQHAJIMTUYECKOM CUTHAJIC HA JIMHUM aHAJIMTOB JINHUI MOJIEKYJISIp-
HBIX HOHOB, 0Opa3syrommxca 8 UCIL.3 67

OpHoit u3 mnpobseM npu wucnosb3doBanuu MC ¢ KCII
SIBIISIETCSI AP HEK T «IaMsITI», 00YCIIOBICHHBIM OCAXKICHAEM MaTe-

puasa mpoOBI B CHCTEME BBO/IA U HA IETAJISIX YCTPOUCTB 0TOOpa 1
(hopMHUpPOBaHUSI HOHHOTO MyYKa Macc-crieKTpoMeTpa. CHIKEHHE
aTOoro adekTa 0CTUraeTCs 3a CYET MHOTOKpaTHOTO (B 103 pas u
BBIIIIE) pa30aBiieHWs pacTBOpa NpoOObI, MpeABAPUTEIbHON
OYHCTKH BXOJHBIX KOHYCOB (CaMIuIepa ¥ CKUMMepa), PO I0JIKHA-
TeJbHOW (10 2—3 4) NPOMBIBKM CHCTEMbI MOJAa4Yd MPOOBI
2—5%-HbpIMH PACTBOPAMU BBICOKOUYUCTBIX A30THON UJIH COJISTHOM
(a MHOTIA ¥ CEPHOM) KUCIIOT.

Cucrema BBoja pacrBopa B MICII coctout U3 nepucraibTu-
YEeCKOTO HAcoCa, PACHBUINTENSI U PACIBUINTEIHHOH KaMephl.
[NepucTanbTHUecKkuil HaCOC PETYJIMPYET CKOPOCTH MOJAYy pac-
TBOpa. C MOMOIIBIO PACTIBUIATENS U PACTIBUIATEILHON KaMephI
HOJIy4aroT KaIUIH a3po30Jisl pa3MepoM | —2 MKM, KoTopble obec-
MEYNBAIOT PABHOMEPHYIO 3aTrpy3Ky ILIA3MbI U IPEHSTCTBYIOT €¢
3HAYUTEJILHOMY OXJIQXKICHHIO. PacnbuinTeNnbHbIe Kamephl pas-
HOIl KOHCTPYKIHH OOECIECUYMBAIOT OJHOPOJHOCTH Pa3MepoOB
KarieJib a9po30Jisl U YaCTHIL TPOOBI MPH JIA3ePHOI abJIsIun; 3TO
CHOCOOCTBYET CHMKEHHIO NPEIEIOB OOHAPYKECHUS 3JIEMEHTOB I
ciydaiiHbIX morpemrocted ananusa.’ 1% Tlpu ucnonb3oBaHum
MMHEBMATHYECKUX PACTIBUIMTENEH TONBKO ~ 1% aHaMm3upyeMoro
pacTBOpa MEPeHOCUTCS B IIA3MYy, YTO CHIDKAeT 3GPEeKTUBHOCTH
HCMOJIb30BaHUs MPOOBI. YIIbTPa3BYyKOBBIC PACHBLUINTENN IPH-
MEPHO Ha MopsI0K 3P PeKTUBHEE.

II1. ITpodonoaroroska

IToaroroBka mpoOkI K aHAJIU3Y ONPEICIIETCS, C OJTHON CTOPOHBI,
HCCIIEIyEMbIM MAaTepUajioM, C APYroll — METOJOM aHAJM3a H
criocobom BBeieHus poOsl B UCIT. OiHUM M3 OCHOBHBIX 3TAIOB
aHaJM3a BBICOKOYHCTBIX TBEpIBIX BemecTB MerogamMu ADC u
MC ¢ UCII sBnsiercst pactBopeHue npooOsl. [1pu pacTrBopeHun
CHMMAFOTCSI IPOOJIEMBI, CBSI3aHHBIE C HEOAHOPOIHOCTHIO IPOOHI,
OJHAKO TMPOUCXOIUT €€ 3arpsi3HEHHE MPUMECSIMH, COMIEPIKALIM-
mucs B pactBopurede. [IpenmyiectBo otgaercs ciocodbaM pac-
TBOPEHMSI, 00ECTIEUNBAIOIINM MUHUMAJIbHBIN PACcX0O]] pEaKTHBOB
(HampuMep, TpH aHAJIW3e HHAWS VCIOJb30BAJH aBTOKJIABHOE
pacTBopenwue,!! Ipyu aHANIU3€e YUCTOTO YIS — MHKPOBOJHOBOE
pactBopenue ). [l obecreyeHus MOJHOTLI PACTBOPEHHS OIIpe-
JIeJISIeMBIX BEIIECTB B Psiie CIydaeB MPHUXOIUTCS MPUOEraTh K
HPEeABAPUTEILHOMY CIUIABJICHHIO NMPOOBI C COJISIMU IIEJIOYHBIX
MeTa/utoB. Tak, aBTOPHI CTAThH ° CILTABJISIIM IPOOBI 30JIbI YTJIS C
MeTtabopaTom suTHs. [1pu BeIOOpE pacTBOPUTENST HEOOXOIUMO
MMETH B BIJIY, YTO BO3MOXKHO €T'0 HETATHBHOE BIIMSIHUE HA JIETAIIH
npubopa, B YaCTHOCTH, MOJ AeiicTBUEM (TOPUCTOBOIOPO/IHOM,
XJIOPUCTOBOJOPOTHON U CEPHOM KHCIIOT, TaKe pa30aBICHHBIX 10
KOHILIeHTpauuu ~ 1%, BO3MOXHa KOPPO3Us METAJIMYECKUX
nerajieil cucreMsl (POPMUPOBAHUS HOHHOTO ITyYKa MAacc-CIEKT-
poMeTpa.

Hns ADC ¢ UCII momyctuMo coaepKaHHe MATPUIHOTO
aneMmeHTa B pactBope 1—5%. Ilpu ucnons3oBannu MC ¢ UCIT
TS TIPETIOXPAHEHHS BXOTHBIX KOHYCOB IPUOOPA OT OCAXKIICHHUS
MaTtepuasia mpoObl HEOOXOJMMO PACTBOPEHUE TBEPAOW MPOOBI
(oryamme Bcero B 1M pactBope HNOs) no koHIeHTpanuu
0.1-0.05%.1% Tlpu TakoMm pa30aBJIECHUU CHIKAETCS BIIHMSHUE
MaTpuisl. brarogapst pekopIiHO HH3KHM IpenesiaM oOHapyke-
HUSl aHAJIUTOB B PAcTBOpE (0 HECKONBKHX (PeMTOTPaMMOB Ha
1 Mu1) Ha IPUOOPax ¢ MBOMHOU (POKYCUPOBKOI IpeieIibl 0OHAPY-
JKeHUsl HEePACIPOCTPAHEHHBIX MpUMeEceld B TBEPIOM BEILECTBE
MoryT coctaBlsiTh 10~2—10~7 mac.%.

ABTOpsI pa6oT '3 16 Ipy aHaIM3€e BHICOKOYUCTHIX BELIECTB C
npumererreM metogoB ADC ¢ UCIT u MC ¢ UCII nonaBanu
npoOy B CII B Bujie MapoB U3 3JIEKTPOTEPMHUUECKOTO aTOMU3A-
Topa. [Ipu Taxom criocobe Takke HeOOXOJUMO PeABaAPUTEILHOE
pacTBopeHne MpoOBI, ONHAKO HET HYXIBl B CHJIBHO pa3bas-
JICHHBIX pacTBopax. [IyTeM OoNTUMHU3AIMU TEeMIEPATYyPbl MHPO-
JIM3a ¥ UCHApeHus], a TAKXKE 32 CYET MCIOJIb30BaHUS MOau(HKa-
TOPOB MaTPHIIbI MOXKHO BBIOPATH yCIIOBUS OTACJICHHS aHAJINTOB
oT MaTpuibl. ABTOpamu paboThl 13 Ipu oNpeieeHnn mpuMecei
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B BBICOKOYHUCTBIX (ocdope, MBIIIbSKE, CYPbME, cepe, TEJLType U
none ucnoib3oBan Meron MC c¢ MCIT u OTA ¢ npenBapu-
TEJIBHBIM TepMmueckuM otaeteHneM (Ha 80—97%) OCHOBBI
npoOsl. [1pu oqHOBPEMEHHOM OmpeaeieHUH 45 mpuMecei ToJty-
YeHBI TIpesiesibl OOHapyxeHust Ha ypoBHe 1077 Mac.%, a mnpu
ONTHUMU3AIMU YCIOBHH aHATIM3a OTIAENBHO [JIS1 KaXAOro 3Jie-
MenTa — 10 1078 mac.%.

B psige paboT B 2JIEKTPOTEPMUUECKUIT AHAIM3ATOP BBOIUIN
HE paCTBOP aHAJIM3NPYEMOT O BEIIIECTBA, 2 TOMOTCHU3UPOBAHHYIO
(HampuMep, yJIbTPa3ByKOM) BOJTHYIO CYCIICH3UIO MEJIKOIUCIEPC-
HoW mpobwl (slurry).!”=19 DroT cnocob, ¢ OAHONW CTOPOHEI,
CHIDKAeT PHCK BHECEHHS 3arpsi3HEHUH W MOTepb AHAJIUTOB B
Hporiecce MPOOOIOATOTOBKH, C IPYTrOi — OCIIOXHSET 3TOT HPO-
mecc TpeOOBAHMEM MpENEIbHO TOHKOTO H3MENBYCHHUS MPOOBI
(<5-45 mxmMm). Takast AMCTIEPCHOCTD TOCTUTAETCS Iy TEM MHOTO-
4acoBOHM 00pabOTKM MPOOBI B CHICIIMAILHBIX anapaTax. ABTOPBI
cratb 2’ pU aHAIM3e OKCHA AJFOMUHUS BBOJMIM B rpaduto-
BBIIl aTOMHU3aTOp CYXylH0 MpOoOy B CMecH C MOIU(PUKATOPOM
Matpuubl. [Ipu ompenenenunu npumeceid B yriisix MeTOAAMU
ADC u MC ¢ UCIT D6m0on ¢ coast.?l>??> BBOAMI TpPOOBI
HentocpencTBeHHo B MICI B Buie BOJIHOM CYyCIIEH3UU C IIOMOIIBIO
(bTOPOILTIACTOBOTO PACHBUIATENS IJIsI BBICOKOKOHIICHTPUPOBAH-
HBIX PacTBOPOB.23 OUEBUIHO, YTO TP ITOM OCHOBHBIMHU TPEBO-
BaHHUSIMH K NPOOOIOIrOTOBKE OBLIM OOECIICYeHHE BBICOKOU
JIUCTIEPCHOCTU TPOOBI, OTHOPOJIHOCTU M CTAOUIBLHOCTH CYyCIEH-
3un. Copepixanne poOsl B cycren3un coctanisuio 0.2—-0.002%
(MC ¢ UCII) u 0.5% (ADC c UCII). Takas xe MeTOauKa
HCIOJIb30BaHa B paboTe >* Mpu aHaJIM3e HATPHUAA KPEMHUS.

B HacTos1Iee BpeMsi TPOI0JKAETCS IOUCK CIIOCOOOB BBEICHUS
noporkoBbIx 1po6 B CII 6e3 ux pactBopenyst. 11 HenocpeicT-
BeHHOTO BBeeHns nopomkos B ADC ¢ MCIT Bykaps 2 ucmnons-
30Bajl CIEIMaIbHOE YCTpOoicTBO. OTMETHUM, 4YTO IpPU ITOM
HEM30EXHBI TPYIHOCTH, OOYCIOBJIECHHBIE MAJIOW MOIIHOCTBIO
NCII, n ycnimBarorcst IpoOJIeMbl, CBS3aHHBIE C I'PaIyHpPOBKOI
W3-32 OTCYTCTBUS CTAHAAPTHBIX 0OpPA3IIOB, aICKBATHBIX AHAJIN3U-
pyembIM po6am. Ha Harm B3ruisi, 11st IpsiMOTo aHaJi3a HOPOLIl-
KOBBIX NpPOO TMEpCHEeKTUBHEE HCIOJIB30BATH O0Jee MOIIHYIO
(10— 15 kBT) mwia3my ABYXCTPYHHOTO JAYyrOBOrO IIA3MOTPOHA. >

HemocpencTBeHHbIi aHATA3 TBEPIOTO MOHOJUTHOTO BeIlle-
crBa Metoaamu ADC u MC ¢ UCII Bo3MOXeH C UCNOJIb30Ba-
HUeM Jj1azepHoit abnsnuu (JIA). Mcnapenue mMatepuasia mpooObl
MPOYMCXOJUT MOJT BO3JCUCTBHEM CHOKYCHPOBAHHOTO HA MOBEPX-
HOCTH OOpa3sua umanyuenus: Y®-jazepa (4 = 266 HM) B TATHO
nuameTpoM 10— 100 Mxm. ITpu MIOTHOCTSX MOITHOCTH IIJIA3Mbl
108—10° Br-cM~2? NpOMCXOAUT HECENEKTUBHOE HCIAPEHHE
npoObl. A3p030Jb TPAHCIOPTUPYETCS B IUIa3My aprOHOM.
Meton ocobeHHO 3(h(heKTUBEH B TeX CIy4asiX, KOTAa OCJIOKHEH
MEepeBO/I AHAJIUTOB B PACTBOD 0€3 MOTEepb U 3arpPSI3HEHU, a TaKxKe
IUTsE OBICTPOTO MOJIYKOJIMYECTBEHHOTO aHanm3a. TpylnoemMkue u
JUTATENIbHbIE CTAIUH PACTBOPEHUSI NPOOBI UM €€ U3MEJIbUeHHUS
JI0 MEJIKOJUCIEPCHOTO COCTOSIHHS 31eCh HCKIIFOYCHBI, KPOME
TOT0, CYIIECTBYET BO3ZMOXXHOCTb JIOKAJILHOTO aHajm3a. Bmecte
C TeM HEOJHOPOJHOCTh MPOOBI M OCOOCHHO €€ IOBEPXHOCTH
MOTYT BHECTHU 3aMETHBII BKJIa1 B HOTPELIHOCTh aHaIn3a. MeTo-
mom MC ¢ UCII u JIA mpoBeneH aHaim3 YHCTBIX YIJIS U
rpa¢ura,’-?’ amomunus u Meau,?® kapuesoro crekna.??30 K
CO’KaJIEHHIO, TIPeesbl OOHAPYKEHHs IIPUMECEl THM METOJOM
06b1un0 He HIKe 10~7—107> Mac.%.2”-3! Bosee Huskue 3Have-
aus (10-19-10-7 mac.%.) mostyueHsl TOJbLKO B pabote?® npu
aHAJIM3€e KBAPIEBOrO CTEKJIA C UCIOIb30BaHMeM MolHoro K-
Jazepa, padboTtaroniero Ha JuiuHe BoHbl 1064 HM. B aToM ciiydae
(B oryimume oT neicTBus Y®d-mazepa) oOpaser; paspyriaercs
IU1a3Moii, (GOPMUPYIOIIEHCS] U3 OKPYXKAIOIIEro raa — aproxa,
1 HET HEOOXOIMMOCTH B (POKYCHPOBKE JTA3€PHOTO JIyda.>?

B couerannu ¢ ADC ¢ ICII ucnomib3yroT Kak Ja3epHyto, TaK
W WCKpOBYIO abmsmuro. Ha mpuMepe aTOMHO-IMHCCHOHHOTO
cnekrpanbHoro a"anusa ¢ MCII psima merajuioB U CIJIaBOB
MOKa3aHo,>? 4TO Mpemesbl OOHAPYKEHNS aHAIIMTOB TIPH MCKPO-
BOI ¥ Ja3epHOW aOJsLuM COU3MEPUMBI U COCTABISIOT

10~°—10=4%. DTu npejebl 3aBUCAT OT MATPHUIILL U TIPUPOJIBI
OTIPE/IeIIEMOT0 3JIeMEHTa. B TaHHOM MeTO/1e TOIyCTUM CYILIECT-
BEHHO OOJIBIIHUI 1O CPABHEHHIO C MACC-CIIEKTPOMETPHIECKAM
metonoM ¢ UCII u JIA pacxon matepuana npoObl 0e3 pucka
€ro OCaXXAEHHs Ha AETaJIsIX Iprdopa.

CyIIeCTBEHHO CHU3UTH Tpe/Iesibl OOHAPYKEHUS IpUMeceil B
BBICOKOYHCTBIX TBEPJIBIX BELIECTBAX MOXHO 3a CUET X Ipe/Ba-
PUTEIbHOTO KOHIEHTpUpoBaHusi. OCOOEHHO 3TO OTHOCUTCS K
mMacc-criekTpoMeTprieckoMmy Metony. IIpu koaddunnente kon-
neaTpupoBanusd K > 103, T.e. Ipu IpakTHIECKH IIOJIHOM OTIENE-
HUM OCHOBBI NIPOOBI, JUIsl HEPACIPOCTPAHEHHBIX IPUMECEH ITHM
METOZOM YJAeTCsl TOCTUYb MPEIeSIOB OOHAPYKEHHUS, COMOCTa-
BUMBIX C IIpejieslaMi OOHapy>KeHHsI B YACTOM BOJIe, @ IMEHHO Ha
yposre 10~ 11-10~19 mac.% (u mmxe). Baxno, 4To npemsapu-
TeJIbHOE KOHIIEHTPHPOBAHKE ITO3BOJISIET HUBEJIMPOBATH MaTPH-
Helll 3(eKT, YCTpAaHUTHh OTJIOXKEHHE MaTepuana mpoObl Ha
BXOJIHBIX KOHYCAX MAacCC-CIEKTPOMETPa U «3PPeKT maMsaTu»,3* a
TaK)KXe CHU3UTH BEPOSITHOCTH HAJIOKECHUS B BBHIXOJHOM CHTHAJIE
JIAHUAKR MOJIEKYJIAPHBIX HOHOB MATPUYHBIX 3JICMEHTOB HAa JIMHUU
AHAJIMTOB. B JmTepaType OMHUCAHBI METO/bI KOHIIEHTPUPOBA-
HUsI — COpPOIMOHHBIE, XpOMAaTOrpaduyecKre, IKCTPAKIINOHHBIE,
OTTOHKA OCHOBBI MIPOOKI (B TOM YHCJIE B BUE JIETYIETO COEIUHE-
HHsSI) M €e OCaXJIeHUE, — KOTOPBIE MCIOJb3YIOT B COYCTAHUH C
ADC u MC ¢ UCII. B pa6ote '° annonoo6MeHHast KOJIOHKA IS
OTJIEJICHUsI OCHOBBI (TaHTaJl) OT mpumeceil OblIa Hermocpe-
CTBEHHO BCTpOeHa B cucreMy momauu mpobet B ICII. ABTOpBI
HCCIIEIOBAHMS 3> ISl ONPENETEHUS MACC-CIIEKTPOMETPUYECKAM
METOIOM HpUMECEH B KPEMHHUH W TEPMAHUU MPOBEJIHA WX HPEJI-
BapHUTEIbHOE KOHICHTPUPOBAHUE IIyTEM TaJIOTCHUPOBAHHS H
OTTOHKHA OCHOBBI TPOOBI M3 PAcTBOPOB. BBUT HCHONB30BaH
UCII-ciektpomerp «ELEMENT». Ilpeaenst oOHapyxeHUs
mpumeceit coctapmmi 10~ 11— 1076 mac.%. Ha Takom xe macc-
CIEKTPOMETPE C MPEABAPUTEIBHBIM OTACICHUEM OCHOBBI OT
npuMeceid MeToI0M BBICOKOI((EKTHBHON KUAKOCTHOM Xpoma-
Torpaduu JOCTUTHYTHI Tpeaeasl obHapyxenus 10~10-10-8%
YeTBIPHAAATH PEIKO3EMEJIbHBIX JJIEMEHTOB B OKCHJE JIaH-
Tana.’® TOT ke MOPAIOK TPENEOB OOHAPYKEHNS ATHAUATH
npuMeceil B KaJIMHUH TIOJIy4YeH MPH MCHOJIb30BAaHUU MacCC-CIIeKT-
pomeTtpa «Plasma Quad3» u cOpOIMOHHOTO OTACJICHUS TIPUME-
ceit oT 0CcHOBBL. 7

ABTOpBI HccaenoBanuii '+ 13 11 aHAaIM3a OKCUIOB JIAHTAHA
HepHsi IPUMEHWIN XpoMaTorpaduueckoe OT/IeJICHIE MpUMeceit
oT ocHOBBI NpoObl B couetanun ¢ ADC ¢ UCII u DTA. s
JIOCTHPKEHUSI BO3MOXKHO OoJiee HU3KUX IIPEJesIOB OOHAPYKEHUS
pACIIPOCTPAHEHHBIX MPUMECEH OHHM HCIIOJIb30BAIA MHUHUMAJb-
HBbIC O6'beMbI CIICIUAJIbHO OYMIIECHHBIX PEAr€HTOB, «YUCTHIC
KOMHATBD», OJHOPA30BYIO MOCYAY H CIEIHAJbHBIE MPOIETYPHI,
[peI0TBpAallarolye 3arpsi3HeHre NpoOkl B poliecce NpodonoI-
rotoBku. [IpumMecH, BHECEHHBIE B MPOIECCE MPOOOMOATOTOBKH,
YUYUTBIBAJIUCh B KOHTPOJIBHOM ombITe. ClielyeT OTMETUTh, YTO
Hanbostee 3pheKTUBHBI OGe3peareHTHbIE METO/IbI KOHIIEHTPHPO-
BaHUS: TIPU UX UCIOJIH30BAHUU BHOCUTCSI MUHUMAJIbHOE KOJIHe-
cTBO 3arpsi3HeHuii. OMUH W3 TAaKUX METOJOB — BaKyyMHas
OTTOHKa OCHOBBI MTPOOBI. MeTO/IbI KOHIIEHTPUPOBAHUS, B KOTO-
pBIX TpeOyroTCs pacTBOpeHHe MpoObl U ee B3aUMOJICHCTBUE C
JIPYTUMH BeleCTBAaMHU (B YaCTHOCTH, C TBEPIBIMH M JKHIKAMHU
9KCTPAreHTaMM), JTaxKe MPU OOJIBINNX KO3 PUIHEHTAX KOHIICHT-
pUpoBaHus He OOECIeYMBAIOT HU3KUX MPECSIOB OOHAPYKCHUS
PpacmpocTpaHeHHbIX IpuMecei.>’

IV. MaTpununbie 3¢ pexThi

Martpuunsie a¢dexTsr npu ucnoiaszoBannu ADC u MC ¢ UCIT
MPOSIBIISIFOTCS Yepe3 BIIMSIHIE HA pa3Mep Kalleilb adpOo30Jis H ero
TPAHCIOPT B IUIa3My, Yepe3 TePMHUUYECKHEe CBOWCTBA IIA3MBbI, &
TakXkKe Yepe3 CHEKTPaIbHbIE HaJI0keHu. 38 D ek TUBHBII crIoco6
KOMIICHCAIMM HECIEKTPAJbHOTO BIIMSHUAS MATPHUIbI 3aKJIIO-
9aeTCs B MCIOJIBb30BAHAN BHYTPEHHETO cTanaapTta.?® OObMHO B
Ka4yecTBe BHYTPEHHEro CTaHIapTa B PAacTBOP HPOOBI BBOIST
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XUMHUYECKUI 3JIEMEHT, He TPEOYIOIIUil ONpe/IeNIeHHs B He COAep-
XKaIuics B IpoOe U B KOHTPOJIbHOM OMBITE (YACTO [J1s1 3TOU Liesn
HCTIONIB3YIOT MHAMH, poauit 1 MoHou3oTonHsle P33). ITpu npu-
merenun MC ¢ UCIT u JIA ucnoab3yroT KOMIOHEHTBI paboyero
raza (KpWITOHA, KCCHOHA) W MOJICKYJISIPHbIE WOHBI OCHOBBI
(MAr*, MO*, M — ajeMeHT ocHOBBI). IIpu ananm3e xKBapiie-
BOTO CTEKJIa 3TUM METOJOM 3a CYeT KOMIICHCAIUN HECTAaOWIIb-
HOCTM CHTHAJla BHYTPEHHHM CTaHmapToM SiAr" ymamoch
CHHU3HTH CIYYaiHYIO MOTPENIHOCTh aHanmm3a B 4—35 pas.30

CrexTpaibHbIC HAJIOKEHHS HA JIMHUN AHAJIMTOB, B OCHOBHOM
CO CTOPOHBI MOJIEKYJIIPHBIX HOHOB, — OJHO M3 OCHOBHBIX OIpa-
HUYEHHH MacC-CIEKTPOMETPHYECKOTO MeTona. bosbmme rpa-
JIUEHTHI TUIOTHOCTH U TEMIIEPATYPhI IJ1a3MbI B 06J1acT HopMu-
pOBaHUS TJIA3MEHHOTO IIy4Ka MAacc-CIIEKTPOMETpa CIIOCOOCT-
BYIOT OOpa30BaHUIO PAa3HOOOPA3HBIX MOJIEKYJISIPHBIX HOHOB,
MAacC-CIIEKTPBl  KOTOPBIX TEPEKPHIBAIOT CHEKTPHI aHAJIHUTOB.
B yacTHOCTH, MOCTABIIIMKOM MOJICKYJISIPHBIX HOHOB MOTYT OBITh
kommoHeHTsl pactBoputenst (H>O, HNO;, H,SO4, HCIO4,
HCI),% 4% koTOpBIE COEAMHAIOTCS C 3JIEMEHTOM OCHOBBI IPOOHI 1
¢ apromom: MCIY, MO™*, MNT, 40Ar3SClT, 40ArleQ+,
AN, a Taxxke aprugsl (MAr™"), okerasr (MO™), Tuapuist
(MH ") u apyrue coeUHEHHsI MATPUIHBIX HJIEMEHTOB C KOMIIO-
HEHTAaMHU IIJ1a3MBbl. B cocTaBe MOJIEKYISIPHBIX HOHOB MOT'YT OBbITh
M SJIEMEHTHI, BXOJASIIAE B COCTAB MOAN(UKATOPOB MaTpPHUIILL. '8
Beenenue npo6sl B ciektpometp ¢ MICII ¢ momoribio jJa3epHoi
abJsyuy JaeT BO3MOXHOCTh YCTPAHUTb 3TH UCTOYHUKU HHTEP-
(depennuii (kpome MAr¥). ITpoGiieMa HaIOXKEHUs JTMHUIA MOJIe-
KYJISIPHBIX HOHOB OCOOCHHO OCTPO CTOUT JIJISI JIETKHUX 3JIEMEHTOB C
atoMHOi Maccoit <80 a.e.M. Bo3aMOXHBIE HAIOKEHUS CUTHAJIOB
MOJIEKYJISIPHBIX MOHOB Ha aToMHbIe OT 2*Mg™ no 7°Ge™ mepe-
YUCIIEHBI B CcTaThe *!, B KOTOPO#l OOCYKIEHBI B CBA3M C OTUM
MPOGJIEMBI ONPE/IEICHHs JIEMEHTOB B Pa3HbIX MaTPHIAX C UC-
MOJIb30BAHUEM MAaCC-CIIEKTPOMETpa C JIBOMHON (OKYCHPOBKOM
npu pasperenuu 10 10000.

CucreMaTHyeckre HUCCIeAOBaHUS (POPMUPOBAHUS MOJICKY-
JIAPHBIX MOHOB OMHUCAHBI B paboTax 42~ 4>, Bompoc 0 HaJIOKEeHHsIX
CHEKTPOB MOJIEKYJISIPHBIX HOHOB TIPH MAacc-CIEKTPOMETpUYe-
CKOM aHaJIu3e pacTBOPEHHOI poOslI yris ¢ npuMeHeHuem VCII
n JIA mompo6HO 0o0cyxneH B pabore®. PaccMOTpeHBI Takke
CIIOCOOBI, MO3BOJIAIOIIUE H30€XKATh dTHX HaJIoXKeHU. OueBUIHO,
YTO BO3MOXHOCTBH DPEIINTH MPOOJIEMYy HAJIOKEHHH 3aBHCHT OT
paspemaronieid  cnocoOOHOCTH NPUOOpPAa: MHOTUX HAJIOXKEHHIMA
MOXHO U30€XaTh, €CIM HMCIOJB30BATH MAaCC-CIEKTPOMETPHI C
JBOIHOM (okycupokoii pu cpeareM (3000 —4000) i BEICOKOM
(10000) paspemenun. OTHAKO HCHOJB30BAHIE BBICOKOTO pa3pe-
HICHUA HAa TaKuxX le/l60an IIPUBOAUT K NOBBILMICHUIO IIPEICIIOB
OOHapYXeHUs 3JEMEHTOB (U3-32 CHIDKeHHS 3((deKkTUBHOCTH
nepeHoca HMOHOB).> VHTEHCUBHOCTb JIMHUN MOJIEKYJISIPHBIX
HOHOB MOXET OBITh CHIKEHA MYTEM «IECOJIbBATAIUI MOCIIE/I-
HUX B CHEIMAJbHBIX «CTOJKHOBUTENBHBIX sueiikax» (collision
cells). B Takux siyeiikax MOHBI PACHAAAOTCS IIPU CTOJIKHOBEHUH
C ra3oM-HanoJjiHuTeslaeM. Tak, CTOJKHOBUTEJIbHAs suelka wuc-
NoJb30BaHa ¢ npu aHanmse uucroro rpadgura meromom MC c
UCII u JIA (xBaapynoJibHbIIA Macc-ciekTpoMeTp). Ha npumepe
CHMXeHUs MHTeHCuBHOCTH Jiauid “°Ar'°O* u “°Ar'*N ™ orpa-
HAYMBAIOIIMX OIpe/esIeHHe Xkelie3a B rpadure, mokazana s dek-
TUBHOCTb IPUMEHEHHS CTOJIKHOBUTEILHOU SIMEUKH C BOJIOPOJIOM
¥ TeJIMeM B KauecTBe ra30B-HAMOJHHUTENeH. DyHIaMeHTAIbHbIE
aCIeKThl M MPUMEHECHUE CTOJIKHOBUTEJIBHBIX SUEEK B MPAKTHKE
MACC-CIIEKTPOMETPHYECKOTO AHAJIN3a M3JI0KEHBI B pabore?’.
OTMeTHM HepelIeHHYI0 MPOoOJIeMy ¢ TaK Ha3bIBAEMBIMH H300ap-
HBIMH UHTEepGEpEeHINIMI — HAJIOXKECHUSMH JIMHUHA OKCHIOB
MAaTPHUYHBIX JIEMECHTOB HA JINHUK U30TOMOB aHAJIMTOB, OJIM3KUX
1o macce. OcCOOEHHO OCTPO 3Ta MPOOJIEMa CTOUT IPH OTpe/ieie-
auu pumMeceit P32 B P3D-coaepxkammx ocHoBax, Hampumep 37
Tb B okcuze meoguma (43Nd!°0O +).

IIpu ucnonb3oBanun Meroma ADC ¢ UCII, kak mpasuio,
yaaeTcss HAaWTH aHAJMTHYECKUE JIMHUH, CBOOOIHBIE OT HAJIOXKe-
HUii. B TpOTHBHOM cCllyyae HCMOJB3YIOT XEMOMETPHUYECKHE

METO/IbI MX YUeTa, & TAKXKE BEIYUTAHUE CIEKTPA, MOJIYYCHHOTO B
KOHTPOJILHOM OIIBITE, U3 CIIEKTpa MpoObL.*® [Ipu ananmmse okcuma
amromuanst MeTogoM ADC ¢ UCII mis mogaBiieHUs HECHEKT-
PaIbHBIX MATPUYHBIX BJIMSIHUNA HCIOJIB30BAHO (PaKIUOHHOE
ucnapenne (GpTopuaoB mpuUMeceld W OCHOBBI U3 TPpadUTOBOTO
aTommsaropa.*®

V. Ilony4enne KoJIM4eCTBEHHBIX JJAHHBIX

HocrounctBamu MCII kak UCTOYHUKA BO3OYXKICHUS U MOHHM3A-
MU ATOMOB TIPH AHAJIM3E PACTBOPOB BLICOKOUYHMCTHIX TBEPJBIX
BEIIECTB SIBJISIOTCS BO3MOXHOCTH HCHOJIL30BAHHS B KAYECTBE
00pasIoB CpaBHEHUS BOJHLIX PACTBOPOB AHAJIUTOB, MPOCTOTA
NIPUMEHEHHST METOMOB NOOABOK M HM30TOMHOTO pa30aBJIcHUS.
Tax, MeToa H00aBOK B aTOMHO-3MHUCCHOHHOM CIEKTPALHOM
aHaJM3e YCIEIIHO HCIOJIL30BAH MPU OTPEIEJIEHAN TIPUMECEH B
OKCH/JIE AJTFOMMHUS, FaJIMKA U okcuae ckanans.20-4%-30 BrausHue
MATpPHIIbI HA BEJIMYMHY aHAIUTUYECKOTO CUTHAJIA HUBEJIUPYETCS
3a CYET WCIOJIb30BaHUs BHYTpeHHero cranmapra.®?31-36 [Ipu
Macc-ClIEKTPOMETPHYECKOM aHanm3e ¢ Beenenuem B UCII cyc-
MEH3 U Xopoumue peE3yJabTAaThl IMOJIYUYEHBI C MCIIOJIB30BAHUEM
METO/Ia M30TONHOTO pa3basienus '° u MeToma 106aBOK ¢ BOJ-
HBIMH PAaCTBOpaMHM aHaauToBs. 820,31

CyIeCTBEHHO TPY/IHEE MOJyIUTh KOJMIECTBEHHBIE JaHHBIE B
metonae MC ¢ UCII u JIA, Tak xak cepTuuIMpoBaHHbIE 0Opa3-
bl CPaBHEHHMS vallle BCETO OTCYTCTBYIOT. HekoTophle mccieno-
BATEJM HUCIOJL3YIOT TPAJAyAPOBKY pACTBOPAMHU AHAJMTOB,
NPEBAPUTENILHO ONPEIeUB KOIPPUIUEHTH OTHOCUTEIBHOM
YYBCTBHUTEIBHOCTH NIPU MOMOLIM 0OPA3I0B CPABHEHUS HA COOT-
BeTcTByIoIEe ocHose.?’ [Ipyr MOMOIIM BHYTPEHHErO CTaHIapTa
BO3MOKHA TAKKE KOPPEKTUPOBKA PA3HOCTHU B 1yBCTBUTEIBHOCTH
Macc-CIEKTPOMETPUYECKMX METOIOB C MPUMEHEHHEM TOJBKO
WCII wma UCIT u JIA 3157 TIpUMEHSIOT U CIENUAIbHO CHHTE3HU-
poBaHHbIE 0OpA3Ibl CPABHEHHS HA OCHOBE AHAIM3UPYEMOTO
Marepuana. Hampumep, aBTOphI paboOTHI®®  HUCIONB30BAJIN
Takue oOpasupl npu anammse GaAs Macc-CeKTPOMETPHIECKUM
metonoM ¢ npumenenuem VCIT u JIA. OpuruHajbHbIN crioco0
IPagyMpOBKY [IPU aHAJM3E rPa(UTa STUM Ke METOAOM TPEIO-
xeH Bexkep.*® BoaHbli pacTBOP aHAIMTOB MOCIE PACTIBIIATENS
CMENINBAIOT C PACHLIJIEHHBIM B PE3YJIbTATE JIa3€pHON abasanum
BBICOKOYHCTBIM I'PA(pUTOM, @ PACTIBIJIEHHYIO TAKAM XK€ METOIOM
npoby rpaduTa CMEIMBAIOT C YUCTBLIM pacTBopuTeneM. Ilo
MHEHHUIO aBTOPA, 9TO TO3BOJISET HE TOJBKO MOJYYATh TPABUIIb-
HbIE PE3YJbTAaTbl aHalM3a, HO U 3aMCTHO CHHU3UTHL NPECACIIbl
OoOGHApYXKEHUs pAlA JJIEMEHTOB OJIarofaps CHUKEHUIO YyPOBHS
(doHa u yBenumueHuIo ko3 HUIUEeHTa TYBCTBUTEILHOCTH.

Jluis IpOBEPKU NMPaBUJIBHOCTU PE3yJbTATOB aHAJM3a YACTO
UCTIOJB3YIOT METOJ] «BBEIEHO — HalmeHo»,> ¢! a Takxke cpaBHe-
HHE C PE3YJIbTATAMH, MOJYIEHHBIMA HE3ABUCUMBIMH METOIAMHE
anammsa,'® 2% %2 gy ¢ 7a60paTOPHLIMM CHHTETUYECKUMH 0Opa3-
namu cpaBHenus. HauboJsee HasekHble pe3yIbTaThl MOJYYatOT
IPH COTIOCTABJIEHUH C ATTECTOBAHHBIMH CTAHAAPTHBIMM 0Opas3-
[AMHU, TIEPEYEHb KOTOPBIX Uil BEICOKOYUCTBIX BEIIECTB, K COXKa-
JieHuto, HeBesuK. Taxk, nmpu ucnosbzoBanun Meroga MC ¢ UCIT
JUTSl aHAJIM3a Y M 30Jb1 OepyT 0Opasibl CpaBHEHHs CEpUii
SARM, BCR u NIST (SRM 1635, SRM 1630a, SRM 1632b
SRM 1633b),%17-1° nyig ananmusa cepe6pa — NIST (SRM 8171),63
mwratuasl — NIST (SRM 681),31-4¢ okcuna amromunms — NIST
(SRM 699),18:20 305101a — ['CO 7287-96),%* SisNg — JCRM
(R004) u JCRM (R005),>* xeneza — CRM (JSS 003-2),% mns
aHaIM3a KPUCTAJUIOB OKCUIOB — cuimMkaTHble crekia NIST
(SRM 610-615).96-68 TIo maHHBIM MeXIa00PATOPHBIX M3MEDPE-
HU B 3TUX CTEKJaX yCTAHOBJIEHO cofepxkaHue ~ 50 3J1eMEHTOB-
mpuMeceil B quana3zone KonnenTpanuii 1-10~4-5-10—2 mac.%.

Kax mpaBujo, BO BCEX BAPUAHTAX ATOMHO-3MUCCHOHHOTO
CNEKTPAJIbHOTO M MACC-CIIEKTPOMETPUYECKOTO METOIOB C TIPH-
MeHeHueM UCII ciydaiiHasi mOrpelIHOCTb ONpeiesIeHU He mpe-
Boimaet 10%, MHOTAa OHa CYIECTBEHHO HIDKE.
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VI. KoHkpeTHbIe METOIMKH aHAIH3a

CBoiicTBa MAaTEPHAJIOB, UCIIOJIB3YEMBIX B IIOJYIPOBOTHUKOBOW U
SIIEPHOM TEXHHUKE, & TAKXKE MUKPO- U ONTOIIEKTPOHUKE, YPE3BbI-
YailHO YYBCTBUTEJIBHBI K COJIEPKAHUIO MPHUMECEH, IOITOMY
BaXXCH AHAJMTUYECKUIl KOHTPOJIb BCEX CTAAMil TEXHOJIOTUH
OYUCTKH 3THX MaTepuajoB. B HacTosiIee BpeMsi pacCMOTPEHHBIE
BBIIIIC METOAbl 3aHUMAIOT JIMAMPYIOIIEE IMOJOKEHHE B ITOM
KOHTpOJIE.

OOpaiaet Ha ceOs1 BHUMaHUE 00JIBIIIOE KOJIMYECTBO METOIUK
OIIpeJIeSIeHNs] IPUMECHOT0 cocTaBa OKcuaoB P33, B oCHOBHOM

BBITIOJTHCHHBIX 1 OyOJIMKOBaHHBIX B Kutae. TpyaHOCTH aTOMHO-
9MHUCCHOHHOTO CIEKTpabHOro aHajim3a P33 cBs3aHbl ¢ MHOTO-
JIMHEHYATOCTBIO WX CHEKTpa 3MHUCCHA. ABTOPBI paboTh 0 mpe-
JIOKUIM OOIIMA TOAXOA K CO3[IaHMIO METOJMK OTPE/IeIICHUs
npumeceit B uncToix P30 1 ux okcuaax aTUM METOI0M, OCHOBAH-
HBIA Ha IPeIBAPUTEILHOM KOJMYECTBEHHOM OTIPE/ICICHUY BIIMSI-
HUSI MATPULIBI HA AaHAJIMTUYECKUI CUTHAI.

OCHOBHBIE JaHHBIE O KOHKPETHBIX METOIUKAX ATOMHO-IMHMC-
CHOHHOT'O CHEKTPAJILHOIO M MacC-CIIEKTPOMETPUUECKOTO METO-
JIOB aHAJIM3a YUCTHIX BEIIECTB MPUBEACHBI B TA0J. 1 1 2.

Taémua 1. MeToanky aHajM3a HEKOTOPBIX YHCTBIX METAJIOB, TOJIYIPOBOIHUKOB 1 coeaunenuii Mmetonamu ADC u MC ¢ UCII.

OcHoBa Me-  IIpubop TIpoGomnoaroroska OmnpeensieMblie Chin Ccpbll-
TOJ MPUMECH KM
Ha3BaHHE ¢upma-
MPOM3BOTUTEID
Kaamuii, menb, MC ELEMENT Finnigan MAT PactBopenue B HNO3; + HCl, 34 snemenTa 10-16ur-a—! 12
raJUIMii, UHK 2r-a—! (5-8)-10~7 mac.%
Kaamuit MC Plasma VG Elemental PactBopenune B HNO3; + HCI, Ti, V, Cr, Ni, (0.3-5)-10~8 mac.% 37
Quad 3 copO1s IpuMeceii Ha Mn, Co, Cu, Zn,
Dowex S0W-X 8, pactBopenne  Sr, Cs, Ba, La,
CcOpOUpPOBAHHBIX TpUMeceit Gd, Lu, Pb
B HNO3
MC — — HMoHo0OMEHHOE KOHIIEHT- Cu, Zn, Pb, Fe — 69
pHpOBaH¥E
Tennyp MC POEMS Thermo Pacteopenue B HNO3, coocax-  Bi, Sn, Pb, In, T, 7-10~3 mac.% 34
Jarrell Ash nenue npumeceii ¢ Fe(OH)s, Cd, Cu, Co, Ni, U HIDKE, KpoMe
pactBopenue ocagka B HNOs, Zn, Ti, Be, Zr PbuZn
pa3baBJieHIE BOIOM
docpop, cepa, MC Plasma VG Elemental PactBopenue B H>O» (HaBecka 57 anemMeHTOB n-10~7-n-10-°mac.% 13
MBIIIbSIK, CEJIEH, Quad 2+, 11, 10%-Hbl1ii pacTBOp IpOObI)
cypbMa, TeJLIyp, ETV Mk 11 Hcnapenue u3 rpadpuroBoro
HOJT atommsartopa. Tepmuueckoe
OT/IeJIeHNEe OCHOBHOM YacTH
MAaTpPHUIBI OT IPUMECEii B 3TOM
mporiecce
Kpemuuit, MC ELEMENT Finnigan MAT  PactBopenue 1 r npoGbl B 3a- 64 s1eMenTa n-10~"-pn-10-%mac.% 35
repMaHuii KPBITOM CTaKaHE B CMECH KHC-
ot (HF + HNO3 1151 kpemHus
u HCl+ HNO3 m1s repmanmusi)
npu 70— 75°C, ynapuBanue
pacTtBopa A0 ~ 50 MKJI, pacTBO-
penue octatka B S Mt 1 M pac-
tBOopa HNO3
KBsapuesoe MC  Elan 6000 Perkin Elmer JlazepHas abnsiust Li, B, Na, Mg, Al, n-10~7-n-10~>mac.% 29
CTEKJIO Jlazep K, Ca, Ti, V, Cr,
Nd: YAG, Fe, Mn, Cu, Zr,
A = 1064 uMm, Ba, Pb
W =10°-10'0
Br-cm—2
MC  HP 4500 Agilent To xe Na, Al, Ca, Ti, Cr, n-10=°-n-10-° mac.% 30
Jlaszep Technologies Mn, Zr, Ba, Pb
Nd:YAG,
A= 1064 um,
W =10°-10'0
Br-cm—2
KBapig ADC JY 2000 Jobin Yvon Opunospemennoe aprokiaaBioe  Na, K, Ca, Fe, Ti  n-10~° mac.% 70
pactBopenue 17 npod (HaBec-
kalr)B nape/lx HF, otronxa oc-
HOBBI IpoOBI B BHJIE SiF4, pacTBo-
penue octatka B 2%-noit HNO3
MC VGPlasma VG Element To xe Li, Mg, AL, V,Cr, n-10-%-n-10-"mac.% 70
Quad PQ 3 Mn, Co, Ni, Cu,

Zn, Mo, Cd



Venexu xumuu 74 (11) 2005

1111

Tadmmua 1 (mpoaoJkeHue).

OcHoBa Me-  IlIpubop ITpobGonoaroroska OnpenensieMble Chnin Ccbli-
TOJI MPUMECH KH
Ha3BaHUE (upma-
MIPOM3BOIUTEID
Hutpun ADC Mounoxpo- Jobin Yvon ABTOKJIaBHOE PACTBOPEHHUE B CMeE- Ca, W, Co, Al, — 24
KpPEMHUS MaTop cu HF, H>SO4 u HNO3 wim npuro- Fe, Mg, Na
JY138 ToBenHue 1 %-Hol cycrieH3un
Tayumit MC Plasma VG Elemental HemnosHoe pacTBopenue 2 T rajuimst Ag, Bi, Co, Cu, n-10-7—n-10-8 mac.% 71
Quad 3 B HC1+ HNOj; (6Gouiee Osaropoiabie Fe, Ni, Pb, Al, Cd
10 CPABHEHUIO C TaJIJIMEM TIPUMECH
KOHIICHTPUPYIOTCS B OCTATKE).
TIpumecu, ocTaBILIUECs B paCTBOPE
(Al, Cd, Mn), KOHIIEHTPHPYIOTCS
JKCTPAKIUCH METHIIN300Yy THIIKE-
TOHOM
MC — — DKCTpaKIUsi OCHOBBI TPOObI — 0.006—0.082 mr-a—! 39
HU30MPONHUIOBBIM 3pUpoM
ADC JY-2000 Jobin Yvon PactBopenune B HNO3, o6padoTka Au, Ba, Bi, Cd, 10-7-10—6 mac.% 49
HF nuist oT/1es1eHust OCHOBBI TPOOBI Co, Cr, Cu, Mg,
ocaxaenneM GaFs . DnekTporepmu- Mn, Pb, Pd, Pt,
MUYecKas aTOMU3AIHS Rh, TI, Zn
MpBIbSK MC  Plasma VG Elemental ~ PacTBopemue 250 Mr mpo6sI B Tapax Mg, AL, V, Cr, n-108-n-10-7 mac.% 40
Quad 3 napckoit Bojaku. OTesieHre OCHOBBI Mn, Fe, Ni, Co,
IIPOOLI OTTOHKOU OpoMuIa U3 pac- Zn, Cu, Ga, Sr,
tB0opoB B H,SO4 + HBr uim cop6- Zr, Mo, Cd, In,
nmeit Ha Dowex S0W-X 8 Ba, Cs, Tl, Pb,
Bi, La, Ce, Gd, Lu
Apcenun MC ELEMENT Finnigan-MAT XiopupoBanue GaAs razoobpas- B, Mg, AL, Si,Ca, 3-10-%-1-10—%ar.% 58
rajuims HbIM Cl ipu 280°C ¢ oiHOBpEeMEH- V, Cr, Mn, Fe, Ni,
HOI OTTOHKOM T'aJUIMS U MBIIIbSIKA Zn, Sn
B BH/IE XJIOPUIOB, PACTBOPEHHUE
octatka B 1 M HNO;
Jlazepnas abusinust Tc, I, Th, U <1.10~7 mac.% 58
Wunnit ADC ICAP 61 Thermo ABTokjaBHoe pactBopenue B HCI, 21 sjieMeHT n-105-n-10"3 mac.% 11
Jarrell Ash 1%-Hblil pacTBOp UHIHS.
Ocax/ieHre UHIUS B BUJIE OKCH- Cumwxenue B 5— 100 pa3
XJIOpHIA
MC  Plasma VG Elemental ~ AprtoxiaBroe pactBopenue B HCI, 40 351eMeHTOB n-10°-n-10-3 mac.% 11
Quad 0.1%-HBIil pacTBOp HHIUS
Tpadur ADC Nippon, Thermo Passoxenue 0.5 r rpapura B cMecn Li, Na, K, Mg, n-107>-n-10-* mac.% 72
MO/JIeJTb Jarrell Ash HNO; + H2SO4 B MUKPOBOJIHOBO# Ca, Sr, Al, Fe, Ni, (B ycJ0BHSX, ONTHMAJIb-
ICAP-55 evYn Cr, Ti,V HBIX JIJISI KX 0T O 3J1e-
MEHTa)
ADC ICPS 2000 Shimadzu Pasnoxenne HaBecku 0.5 r B cMecu Ca, Fe, Ni, Sr, n-10=5-n-10~* mac.% 73
H,SO4, HCIO4 uw HNO3 (5:3: 1) Ti, V
nipu 200°C, ynasieHue u30bITKa
HCIO4 u HNO; ipu 150°C, pa3bas-
sienue Bomoit 1o 100 mut
MC  Elan 6000, Perkin Elmer, Jlazepnas aGisuust Ce, Pr, Nd, Sm, n-10"7-n-10-° mac.% 27
CETAC Cetac Eu, Gd, Tb, Dy,
LSX-200 Technologies Ho, Er, Tm, Y,
Lu, U
VYroib MC HR-ICP-MS Finnigan MAT CruiasieHue ¢ MeTabopaToM JIMTHS, 70 371eMEHTOB n-108-n-10"*mac.% 9
pactBopenue B cMecu H,O,, HNOj3
un HF B MukpoBoJIHOBOIT neun
MC UV Laser Finnigan MAT CwmemmBaHue ¢ yroJbHBIM HOPOIIKOM, n-10=7—n-10~% mac.%
Probe COJIepXKAIUM BHYTPEHHUM CTaH-
napt (In), mpeccoBaHue B TaOJIETKU
ADC ARL3580 ARL CrutaBjieHre ¢ MeTabopaToM JIUTHS, — — 9

pactBopenue B cMecu H,O,, HNO3
u HF B MUKpPOBOJIHOBOI Tieun
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Tadmmua 1 (mpoaoJkeHue).

OcHoBa Me-  IlIpubop ITpobGonoaroroska OnpenensieMble Chnin Ccbli-
TOx MIPUMECH K1
Ha3BaHUE (upma-
MIPOM3BOIUTEID
VYroas MC  ELAN 6000 Perkin Elmer TIpuroroBieHue CyCrieH3uu As 0.06 nr 17
(1.3 Mr-mi—") B 5%-Holi a30THOI Mn 0.06 ir
KHCIIOTE
MC HGA Perkin Elmer DJIeKTpOTEpPMUYECKast aTOMHU3AIHS Pb 0.12 r 17
600 MS B ipucyTcTBud NaCl (pu3maeckuit Se 0.36 ur

HOCHUTeJIb) ¥ MOAN(HKATOpA
matpus (Pd)

Vroib, MC ELAN 6000, Perkin Elmer TIpuroroBieHue 0 JHOPOIHOM cyc- Cd 6-10~° mac.% 19
30714 yrjis HGA NIEH3UU, YIeKTpoTepMuyeckas atomu-  Hg 1.4-107° mac.%
600 MS 3a1Ms B IPUCYTCTBUU MOIU(PHUKATO- Tl 1-10—° mac.%
pos MaTpunsl. U3oTonHoe pazbas- Pb 1.2:10~* mac.%
JieHne
Amomunniit MC — — CopOIMOHHOE OT/IEJIEHHE OCHOBBI Fe, Ni, Co, Cu, n-10=2-n-10-7 mac.% 74
OT npuMeceit Zn, Ag, Cd, Ga, In
ADC  Philips Philips Pacropenne B HCI (1:1) B npucyrer- 21 aieMeHT 10--10—* mac.% 75
PV 8210 Bum katanmsatopa (Pd) c nobasienu-

eMm HNO3 npu temniepatype 45— 55°C
DKCTpaKiys aHAIMTOB au-2-otuarek-  Ti, Ga, Ni, Se, Te, n-10=7-n-10-° mac.% 75
cunuTrodGocHopHOit U AU-2-3THII- Cd, Co, Bi, Pb, Cu
rekcuiihocHpHOI KUCIIOTOI TToCIie
pactBopenust 1 T npoObI ipu
45-55°C B HCI (1:1) B mpucyrct-
Bum kataymsaropa (Pd) ¢ mobasie-
aueM HNO3
ADC IRIS Advan- Thermo Uckposas abasiuus 26 3J1EMEHTOB n-10=°-n-10-*mac.% 76
tage, SSEA  Jarrell Ash

Oxkcnp amo- MC ELAN 5000, Perkin Elmer IIpurorosnenue ogHopoHoi cycien  Na, Mg, Ca, V, n-10=°-n-10—3 mac.% 18
MMHHAS HGA 600 3UH, DJIEKTPOTEPMUYECKAst AaTOMH3a- Mn, Fe, Ni, Ga
[Hsl B IPUCYTCTBUH MoaudukaTopa
matpuns! (PACl)

ADC  Spectroflame, Spectro, CmemmBanue npo6st ¢ Momudukarto-  Fe, Ga, Mg, Mn, n-10=°-n-10—% mac.% 20
ETY 4000 Spectral System pom matpuns! (AgCl) B cooTHOIIE- V,Zn
Huu 1 : 1, a1eKTpoTepMuyecKas
aToMU3anus
A3C Momnoxpo- BSO 1%-nas smynbeust Al,O3 B BOgHOM Cr, Cu, Fe, V n-107%-n-10-% mac.% 48
matop WDG pactBope TputoHa X-100, HNO3z n
500-1A, nomTeTpadTOpITUIICHA.
I1CP BBE Factory DTOpUpPOBAaHUE OCHOBBI U IpUMeceil
HGA 500 B ITpa)MTOBOM aTOMHU3ATOPE
Oxkcenp ADC ICAP61 Thermo ABTOKIaBHOE (4 aTM) pa3JIoKEeHUE 22 sanemMeHTa Be3s konnentpupoBanust 77
HUOOWUSI, Jarrell Ash B MUKPOBOJIHOBOII 1IN B CMECH n-10=4%
OKCHJT HF u HNOj3 (6: 1), no6aBka
TaHTajIa H>SO,4, ynapuBanue, pacTBOpeHue

ocratka B 1 —4%-HbIX pacTBOpax
okcasata aMmmonusi. CopOImoHHOE
KOHIIEHTPUPOBAHUE HA

TIOJIMOPTC VII
Tanramn, MC SPQ 8000 Seiko PacrBopenue B cmecu HF 1 HNOs3, Be, Al Ti, Cr, Ni, 0.003—0.02 ar-mu—! 10
Ta,Os, Instruments OKCHJ TaHTaJjla — B aBTOKJIaBe, pa3- Nb, Mo, Sn, W,
Ta(OC,Hs)s Company o0asnenune H,O. OTaesieHne OCHOBBI Th, U

IIPOObI Ha HOHOOOMEHHOI! KOJIOHKE
(Dowex 1-X 8)

ITnaTuna ADC ICPQ-1015 — PacTBOpeHue B 1apckoii BojKe, Mg, Mn, Cu 1-10—* mac.% 8
oinapuBanue ¢ HCI, pactBopenue Ag, Fe, Zn, Au 3-10—* mac.%
cyxoro octatka B 10%-noit HCI Ir, Ni, Pb, Rh, Al  5-10—* mac.%

Pd 8-10—* mac.%
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Taommua 1 (oxoHUaHUE).

OcHoBa Me-  IlIpubop ITpobGonoaroroska OnpenensieMble Chnin Ccbli-
TOx MIPUMECH K1
Ha3BaHUE (upma-
MIPOM3BOIUTEID
IInaTuna MC ELAN 6000, Perkin Elmer, JlazepHas abnsus Rh, Ag, Pd, Hf, 1107 mac.% 31
CETAC Cetac Ir, Pb, U
LSX-200 Technologies Co, Ni, Cu, Zr, n-10~% mac.%
Ru, In
Sn n-10~3 mac.%
Cepebpo MC ELAN 5000 Perkin Elmer PactBopenue 1 r mpoObI Al Co, Pb n-10~10 mac.% 63
B 7M HNO3;, ocaxaeHre MaTpHIbI Mg, Mn, Ni, Cu, n-10—° mac.%
B Buje AgCl Cd, Sn, Au
Fe n-10~% mac.%
MC ELAN 6000, Perkin Elmer Jlazepnas aGusiust Zn, Cd, Sn, Sb, n-10~* mac.% 57
Laser Au, Pb, Bi
Sampler
Model 320
30510TO MC ELAN 5000 Perkin Elmer PacTBOpeHue B apCcKOi BOIKE, Be, Mg, Cr,Mn, n-10-°-n-10-3 mac.% 78
3JIEKTPOXUMHUYECKOE OCAKICHUE Ni, Cu, Zn, Ag,
OCHOBBI IIPOOBI Pd, Sn, Pb
ADC JY385 Jobin Jvon PacTBopeH¥e B [IAPCKOii BOJIKE, Ag, Cd, Cr, Cu, n-105-n-10-% mac.% 62
BBIIAPUBAHKE, PACTBOPEHHUE Fe, Mn, Ni, Bi,
ocratka B 6 M HCl Co, Pb, Pd, Sb
MC - — — 44 npumecu 0.0006—0.21 mr-a—! 51
MC  Mopueinb Agilent PacTBopeH¥e B IIapCKOii BOJIKE. 29 npumeceit n-10~8-n-10-3 mac.% 64
7500 Technologies Pasbasnenne no 0.1%-noro pac-
TBOPA 30JI0Ta
Lunk ADC — — MUKPOKOJIOHOYHOE KOHIIEHTPUPO- P35 7, Hr - M1~ ! 79
Banue ¢ DCS-apceHa3o B mpOTOYHO#
cucTemMe
ADC — — PactBopenue 1 T mpoObl B cMecH Cu, Ag, Cd 7-10-°-1-10-> mac.% 80
H>SO4 1 HNO3, skcTpaknus aHau-
TOB KCUJICHOM, pedkcTpakuus HNO3
Vpaun MC ELAN 6000 Perkin Elmer Hagecka 0.5 r. Otaenenue ypaHa Ha 26 npumeceit n-10=%-n-10—> mac.% 81
9KCTPAKIMOHHO-XpOMaTOorpadu-
YeCKOM KOJIOHKE C UCII0JIb30BAHUEM
TpudyTuadocdara
Keneso ADC Monoxpo-  Hitachi PacrBopenue 2 1 npo6st B HCI, V, Hf, Mo, Nb, 3-107-9-10-5 mac.%. 56
MaTop COOCaXICHNE aHAJIUTOB C KyIide- Ga, Zr, Ti
P-5200 POHOM, pacTBOpPEHHE 0CAJIKa B CMECH
H,SO4, HNO;s u HCIO4, mobaBienne
HF, BrinmapuBanue, pacTBOpeHue
coJieii B BUHHOM KUCIIOTE
ADC — — PactBopenue B cmecu H>O» u HF, Mo, W, Nb, Ta — 82
HOHOOOMEHHOE KOHIIEHTPUPOBAHNE
ADC — - PactBopenue 1 r mpo6bl B cMecu Bi, Pb, Ni, Co 3:1078-9-10"7 mac.% 83
HNO; u HCl ¢ noGaBnenueM ykcyc-
HO# kucaoTel. CopOiusi mpumeceit
na DDTC. DmronpoBaHue CMeChI0
HN03 " H202
ABC UOP-2 Kyoto Koken PactBopenue 1 T npoOsI Ipu Harpe- Ti, V, Zr, Nb, 3-1077-1-107° mac.%. 65
MARK II, Banuu B HCI (1 :4). Coocaxaenue Mo, Ta
yibTpa- Precision AHAJIMTOB C Ky(peppoOHOM, OT/IeJIe-
3BYKOBOI Instruments HHUE OcajKa, paCTBOPEHHE €ro
pacrnbun- Incorporation B 100 M1 HNO3
TeJb

IIpumeuanue. 31ech U B Ta01. 2 paboThI, ONYOJIMKOBAHHBIE HA KUTAHCKOM M SIIOHCKOM SI3bIKAX, IUTUPYIOTCS 10 pedepatam B Chemical Abstracts.
IIpouepk 03HAYAET OTCYTCTBYE JaHHBIX B pedpepaTte.
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Tab6muna 2. Metoauku anaan3a okcuaos P39 metogamu ADC u MC ¢ UCII.

OcHoBa Me-  IlIpubop ITpobGonoaroroska OnpenensieMble Chnin Ccbli-
TOx MIPUMECH K1
Ha3BaHUE (upma-
MIPOM3BOIUTEID
Oxcup ADC LABTEST Labtest PactBopenue B HNOj3 . Dkcrpakuuon-  [lo 30 mpumeceit, n-10=3-n-10-! mac.% 16, 60
UTTPHS Equipment HO-XpomaTorpaduieckoe pasziere- BKutovast P33 84, 85
Company HIE OCHOBBI M aHAJIMTOB, KOHIICHTPH-
U Ipyrue pOBaHHE yHapUBaHHEM PacTBOPa
dropupoBaHre IPOOBI MOJIUTETPA- To xe n-10=2—nur 16
dropatuiesom B OTA
Oxcun ADC  Coektpo- Beijing PactBopenne 8 HNO3 + H>0. P35 0.8—48 ur-mu—! 14
JIAaHTaHa rpad Instruments XpomaTtorpaduueckoe pasiesieHue
Factory OCHOBBI M aHAJIUTOB BBEJICHHUE
amoarta B OTA
ADC Xpomato-  Shimadzu Konuentpuposanue npumeceit Mpumecn ve P33 1-10~! mac.% 86
rpad Ha C— Si-resie B mpOTOYHOM
MHKPOKOJIOHOYHOM cucTeMe
MC POEMSII Thermo PactBopenue B HNO3. Otaenenue P35 n-10=19-7-10-8 mac.% 36, 87
Jarrell Ash IpUMecedl OT OCHOBBI METOJIOM
ELEMENT, Finnigan MAT, BbIcOKO3({EKTUBHON KUIKOCTHOM!
Xpomaro- Shimadzu Xpomatorpaduu
rpadbl
Oxkcut ADC  Cuekrtpo- Karl Zeiss Jena  PacrBopenue 0.1 r npo0Osl B P35 0.8—36 mr-mu—! 15
uepust rpad HNO;+ H>0,. XpomaTorpadu-
PGS-2, YecKoe pa3/ieJIeHue OCHOBBI M aHAJIU-
cucremMa Shimadzu TOB, BBEJICHHE 3JIF0ATa B rpadu-
HPLC ToBBIIt OTA
ADC LABTEST Labtest DKCTpaoOHHO-XpoMaTorpadmiec- P35 5-1073-5-10"3 mac.% 61
Equipment KO€ pa3/Ie/icHHe OCHOBBI M aHAJIUTOB
Company
MC — — PacrBopenne B HNO3 Gd, Tb, La, Pr Cymma 0.008% 88
Oxkcenp MC HP 4500 Agilent 0.01%-ub1# pacTBOp Okcuaa Heonuma  La, Ce, Pr, Sm, n-10=°-n-10~* mac.% 59
HeoMMa Technologies B 0.1%-n0it HNOj3 Eu, Gd
Oxcup ADRC — — Pacteopenue B HNO;. KonuenTpa- Cu, Fe, Ca, Ni 3-10-4-3-10"3 mac.% 89
camapusi st Sm>Os3 B pacTBope 5 Mr- M~ !
Oxcup ADC — — MUKpPOKOJIOHOYHOE KOHIIEHTPUPO- Al, Cr, Cu, Fe, n, Hr - M1~ ! 90
€BpOMNHUs BaHUE B IPOTOYHOMU CHUCTEME Pb,V, Zn
ADC — — KoHueHTpupoBaHue Ha aKTUBHOM Al, Cr, Cu, Fe, — 91
Si— C-reJie B IPOTOYHOM PEKXUME Pb,V,Zn
ADC — — DKCTPAKITHsI IPAMECEi P33, Cu, Pb,Co, 7-10~4-7-10"2mac.% 92
Ni
EBpomnwii, MC — — PactBopenne B HNOs3. Cr, Mn, Co, Ni, 0.12-03mr-n—! 53
OKCUT Cu, Cd, Pb
epporuss MC  — — — P35 0.005-0.02 M- 1! 55
MC — — XpomaTorpaduyeckoe pasieseHne P33 0.001-0.015 mac.% 93
Oxcup MC VG Plasma VG Elemental PacrBopenue B 50%-Hoit HCL. Tb, Tm, Yb, Lu 2-10-7-5-10"° mac.% 54
ra0JIMHUS Quad BrmmapuBanue. PactBopenue octatka
B 1%-noit HCI. XpomaTorpadu-
yeckoe otaenenue La, Ce, Pr, Nd,
Sn, Eu 1 ocHoBHoIt vactu Gd
Oxcup ADC — — Ot enieHue npuMeceit 0T OCHOBBI Ca, Cu, Mg, Mn, 0.04-0.4 mac.% 94
TepOus METOOM BBICOKOI((PEKTUBHOM Ni, Si, La, Ce, Pr,
XKHUAKOCTHOU XpoMaTtorpaduu Nd, Sn, Eu, Gd
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Tabanua 2 (OKOHYAHUE).

OcHoBa Me-  IlIpubop ITpobGonoaroroska OnpenensieMble Chnin Ccbli-
TOx MIPUMECH K1
Ha3BaHUE (upma-
MIPOM3BOIUTEID
Oxcup MC — — PactBopenne B HNO3 P35 0.01-0.09 mr-an—! 52
JICTIPO3HSI

Oxcunpr P33 ADC  Crextpo- Karl Zeiss Jena  PactBopenue. KonnentpupoBanue Al, Cr, Cu, Fe, 1-10 ar-mn—! 95

rpad PGS-2 npumMeceit Ha akTuBHOM C — Si-rejie Pb,V,Zn

B IPOTOYHONW MUKPOKOJIOHOYHOMI

CHUCTEME

VII. 3akmouenne

K ocroBHBIM ocTonHcTBaM MICII Kak HCTOYHHKA HOHOB B MaccC-
CIICKTPOMETPUUECCKOM U UCTOYHUKA U3JTYUCHHUS B ATOMHO-O3MMUC-
CHOHHOM CIIEKTPAJIHLHOM METOAaX aHAJIN3a BHICOKOYHCTHIX TBEP-
JbIX BEIIECTB OTHOCATCA:

— CpaBHUTEJIbHAS MPOCTOTA COYCTAHUS C PA3HBIMH CHUCTE-
MaM# BBoAAa NpoO (pacnbUIUTEISIMU PACTBOPOB, I'paUTOBBIM
aTOMH3aTOPOM, JIA3EPHOI U HCKPOBOU a0JIsIIuei);

— MHOTO3JIEMEHTHOCTh M HH3KHE MHpelesibl OOHapyKEHHs
3JIEMEHTOB;

— CTaOMJILHOCTD IIa3MBI,
MOCTb aHAJIUTHIECKOTO CHT'HAJIA;

— MPOCTOTA TPAAYUPOBKH (IIPU aHATIU3E PACTBOPOB);

— ciabble HECTICKTPaIbHbIC MATPHYHbBIC BIIUSHIUS.

IMepeuncaum taxxe HemoctaTku UCIT:

— HEOOXOIMMOCTb PACTBOPEHHS HPOOBI, NPHBOISIIAS K
HEKOHTPOJIMPYEMOMY BHECEHHUIO MPHMECEH, 0COOEHHO pacmpo-
CTPaHEHHBIX, M K OIIACHOCTH IOTEPb AaHAJIUTOB;

— HeboJIbIIIas MOIHOCTh, OOBIYHO He OoJiblle 2 KBT; cien-
CTBHEM 3TOTO SIBJISETCS HEYCTONYMBOCTD IIa3MBI P HENOCPE/I-
CTBEHHOM BBEJICHUU B HEe MOPOIIKOB U CYCIICH3HIA;

— oOpa3oBaHue OOJIBILIOTO KOJIMYECTBA MOJICKYJISIPHBIX
WOHOB, TPUBOASIIEE K MOBBILCHAIO HPEACIOB OOHAPYKEHHUS
asieMeHTOB Tipu anaim3e merogoM MC c¢ MCII, ocobeHHo B
nuana3oHe Macc ot 25 1o 80 a.e.M, 3a cueT uHTepPEpEHITNN;

— BBICOKAsl CTOMMOCTb 000pYA0BaHUsI, 0COOCHHO JJIs1 Macc-
CHEKTPOMETPUYECKOTO aHATIN3A.

PexopaHo HU3KME abGCOIIOTHBIE Mpe/esibl oOHapyKeHus (10
10~ 14 r), KOTOpPBIE MOKET OOECTIEYMTH MHOTO3JIEMEHTHBIN Macc-
cnekrpomerpuyueckuit meron ¢ MCII na mpubope ¢ nBoiHOM
¢doxycupoBkoiif npu BBegeHnn B 1asmy 0.05—0.2%-noro pac-
TBOpPA MPOOBI (UM KOHIICHTPATA), JAFOT BO3MOXXHOCTD MOJIYYUTh
npenebl OOHAPYXKEHUSl ISl HepacpOCTPAHCHHBIX IMPHMECEH,
AQHAJIMTUYECKUE JIMHUU KOTOPBIX CBOOOIHBI OT HAJIOXKEHHS MOJIe-
KYJIADHBIX HOHOB, Ha YpoBHE 10~°—10~7% 6e3 KOHIEHTPUPOBa-
aust 1 10 10~ 11— 107°% — ¢ npakTHYECKH TTOJIHBIM OT/IEJIEHUEM
OCHOBBI IPOOBI. Ha HECKOJIbKO MOPSIIKOB BEJIMYUHBI 00JIee BBICO-
Kue npenesbl obHapyxkenus (10~6—1073%) nomy4arot mis sie-
MEHTOB B Auana3oHe macc ot 24 no 80 a.e.M. u s psiaa P30 B
HEKOTOPBIX PEOKO3eMEJIbHBIX OCHOBaX (HEOOUM, EBPOIIHii,
nepwmii). ITpenesnst oOHApYXEHUS IpUMecel IPH MPSIMOM aHAJIN3e
TBepAbIX BemecTB MeTogoM MC ¢ UCIT u JIA, kak npaBuio, Ha
ypoBHe 1077-1073%, a npu ucnosb3oBanuu MoinHoro MK-
nazepa — 1071°-10~7%. OTmeTM GOJIBLION AMATIA30H TIpe-
JieIoB 0OHapyskeHus aHauToB B Metoae MC ¢ UCII.

B GosbIMHCTBE OMYyOJIMKOBAaHHBIX Pa0OT Mpeaesibl OOHapYy-
KEHHs aHAJUTOB, nojydeHHble MetogoM ADC c¢ UCII Ha
3IIeJIIe-CIEKTPOMETPAX C BBEJICHUEM B IU1a3My 1 %-HBbIX pacTBo-
pPOB TpOOLI, MpU MpssMOM aHajm3e He Hke 1076—1074%, ¢
NpeIBAPUTENBHBIM KOHIEHTpHpoBanreM — 108 —1075%. Oue-
BUJ/IHO, YTO ISl oOecrieueHnss HU3KHUX Mpe/IesioB OOHAPYKEHHS
mpuMeceil y OCHOB ¢ MHOTOJIMHEWYaThIMu crnekTpamu (d- u f-

obecrieunBaroiias MoOBTOpsie-

3JIEMEHTHI) HEOOXOAMMO OT/IEJIEHIE OCHOBBI MPOOBI. CHIKEHUIO
MpeIesioB OOHAPYXKEHUSI CIIOCOOCTBYET TaK)Xe HCIOJIb30BaHUE
VIBTPAa3BYKOBOTO DACIBUIATENS, TPUOOPOB C aKCHAIBHBIM
HabroenneM wiasmbl & u OTA.

Yto kacaeTcss MHOTO3JIEMEHTHOCTH, TO 00a METOAa NAIOT
BO3MOXHOCTb ONPEACIATE B YACTOM BEIICCTBE OAHOBPEMEHHO
HECKOJIBKO JIECSITKOB IPUMeECEH, OOHAKO B OITyOJMKOBAaHHBIX
pabotax oObryHO omnpeessau He Oojiee 10 snementon. Mckito-
4eHre COCTaBJIAIOT paboThl 2> 11~ 13-35 aBTOpPBEI KOTOPBIX METOIOM
MC ¢ UCII ogHOBpPEMEHHO ONpEIesIsijii HECKOJILKO JIECATKOB
mpumMeceit Ha yposre 10~7—10~6 Mac. %, a mpumecH psia Hepac-
MPOCTPAHEHHBIX 3JIEMEHTOB — C HpeJeslaMi OOHapy>XeHUs 10
10— mac.% (cm.3%). OrpaHrueHHOE YUCIIO ONPEIESISIEMbIX [IPH-
Mecell 4acTO OOBSICHSIOT LEeJSIMU UCCIIeOBAaHUS (HaupuMmep, B
peakTopHOM rpadute onpenensu Toiasko P33, nmoriomaromme
HEHTPOHEI),?” a TaKKe BO3MOXKHOCTAMH METOJd KOHIEHTPH-
poBaHusL.

ATOMHO-3MHUCCHOHHBIN CHEKTPAJIbHBIA M MaCC-CIIEKTPOMET-
puueckuii Metobl ¢ UCI nonmoHSIOT ApYyr Apyra U ux mnapali-
JIeTbHOE UCIIOJIb30BAHUE ISl XapAKTEPU3alUU BBICOKOYUCTHIX
BEILIECTB IMO3BOJISIET KOHTPOJIMPOBATH IPABHIBHOCTh aHAJIN3a
MPUHIUIHAIBHO PA3HBIMH METOAAMU U OMPEIENIATh 3JIEMEHTHI,
AHAJINTUYECKUE JIMHAU KOTOPBIX B OJTHOM M3 METOJIOB UCIBITHI-
BAIOT CIEKTpasbHble Hanmoxenus.” -’70 Muave rosops, Giaro-
Japsi MHOTO3JIEMEHTHOCTH ¥ HU3KHM IIpefiesiaM oOHapyXeHusl,
KOMOWMHUPYS 3TH METOABI, MOKHO ITOJYYUTH MOJIHYIO XapakTe-
pU3aIMIO BBICOKOYMCTOIO BEIECTBA IO HMPUMECHOMY COCTaBY
MPAKTHYECKN Ha BCE 3JIEMEHTHI TaOImmbl MeHeneeBa, Kpome
razoo0pa3yromux.

Nudpopmanuro 006 aHaIM3e HEKOTOPBIX BBICOKOYMCTHIX
Bertects MetogoM MC ¢ UCII unmrartenp HalaeT TakXe B
paborax 36 7-46,

O030p noaroTosJieH npu (puHancoBo noauepxke OTaene-
HUsl XUMHAU 1 Hayk o Matepuasiax PAH (mporpamma ¢yrmamen-
TaJbHBIX ucciaegoBanuii «Co3nanue 3()(PEeKTUBHBIX METOJI0B
XUMHUYECKOTO aHAJM3a M WCCIIEOBAHUS CTPYKTYPHI BEIIECTB U
MaTtepualioB») u Poccuiickoro gonna GpyHaaMeHTaIbHBIX HCCIe-
noBanuit (mpoekt 02-05-33018).
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ANALYSIS OF HIGH-PURITY SOLIDS BY ATOMIC-EMISSION SPECTROMETRIC AND
MASS-SPECTROMETRIC ANALYSES WITH ATOM EXCITATION AND IONISATION IN

INDUCTIVELY COUPLED PLASMA

I.R.Shelpakova, A.I.Saprykin

A.V.Nikolaev Institute of Inorganic Chemistry, Siberian Branch of the Russian Academy of Sciences
3, Prosp. Acad. Lavrent’eva, 630090 Novosibirsk, Russian Federation, Fax +7(3833)309—489

The studies devoted to procedures of inductively coupled plasma atomic emission spectrometry and mass
spectrometry for analysis of high-purity solids published during the last 10 years are considered. The
analytical scope of the methods is characterised. The specific features of sample preparation, matrix
effects and possibilities of decreasing the detection limits of impurities due to preconcentration are

discussed.
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