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MNoctynuna B8 pepaxumio 14 HoaGps 2003 r.

Ha npumepe MeToanKn MHOrO3/IEMEHTHOIO aHanu3a rpadUToBOro Nnopowka onpobosaHa MeToao-
Norua oueHKW npeaenos obGHapyXeHUus Mukponpumeceit n norpewHocTelt cxoagumoctn 8 ASC aHa-
Nun3e C perucrpaumer CNexTpoB TBePAOTENbHbIM AeTEKTOPOM. NMoka3aHa HENPOTMBOPEUYUBOCTb pac-
npeneneHns aHanUTUYECKUX CUrHaNoB KOHTPONBLHOrO ONbITa NOFHOPMaNbLHOMY pacnpeaenexuio. Oue-
HeHbl npeaens 06HapyxeHUs 38 3NeMEeHTOB U BO3MOXHOCTU UX CHUXEHUSA 3@ CHET CHUKEHWUA LYMOB
CUCTemMbl perncrtpauumn CnekTpos. HOCTDOGHH Mmoagenn 3aBMCUMOCTU OTHOCUTENbHOro CTaHAapTHO-
ro OTKNOHEHUA CXOAUMOC T pe3ynbTatoB aHanusa oT onpep,ennemoﬁ KOHUEeHTpauuu, yintbisaoume

X0A rpagynpoBOYHbIX rpadukos.

rapannn Buxrop lennagbesny — HayyHbil
COTPYAHNK aHannTuyeckon naboparopmun WHX
um. axag.A.B.Huxonaesa CO PAH, xangunar
XUMHYECKUX HayK.

OG6nacTb HaYyYHbIX MHTEPECOB: COBPEMEHHbIe
cnocobui geTexTupoBanus n o6paboTxu ana-
NINTHYECKNX CUIrHaNIOB, aTOMHbIH CNeKTPab-
HbIW aHanu3.

ABTOp 14 Hay4yHbIX NyOGnuxaymi.

WennaxoBa Upnna PygonsgoBHa — rnaBHbii
Hay4yHbIl COTpyAHNK aHanuTnyecKkosi nabopa-
TOopuu UHX nm. axan.A.B.Hnxonaesa CO PAH,
AOKTOP XUMMHYECKNX HayK, npodeccop.

OG6nacTb HAYYHbIX MHTEPECOB: aHa/IN3 BbICO-
KOYMCTbIX BeWEeCTB, ONpeAeneHne HU3Kux
KOHYEHTPauWi 3/1eMEeHTOB, aTOMHbIN CNneKT-
PansHbIf aHann3.

ABTOop 6onee 140 Hay4HbIx NyOnuxaymui B

OTeYEeCTBEHHbIX ¥ 38PYGEXHBIX XypHanax u 2-x
MoHorpagui.

YansnueBa Tamapa AnexceeBHa — CTapLUNK
HayJHbIN COTPYAHNK aHaANUTUYECKONH nabopa-
Topun MHX nm. axag. A.B.Huxonaesa CO PAH.

O6nacTs HayYHbIX MHTEPECOB: CNexTpansHbie
M XMMHKO-CNEXTpasibHbie MeTOALI onpeaesne-
HHSI HU3KUX KOHL@HTPaUNH 3/1eMEHTOB.

AsTtop 6onee 80 onybnnxkoBaHHbIx pa6or.

Komuccaposa Jlio6os» Huxonaesxa — seny-
WM uHXeHep aHanuTHYecKon nabopaTopun
HUHX um. akan. A.B.Huxonaesa CO PAH ¢
20 - neTHUM ONBITOM B 06/1aCTH CNEKTPanbHO-
ro aHanu3a BbICOKOYMCTbIX BELLECTB, B TOM
yucne c npeaBapuTeNbHbBIM KOHLEHTPHPOBaHN-
eM MUKpOnpuMecen MEeTORO0M OTrOHKH OCHOBBI
npoGb..

ABTop 10 HayyHbIx ny6nnkauni

Perucrpanus atomuo-smuccronnbix cnektpos
TBEPAOTEJILHBIMM fieTekTopamHu (TT/I) c koMIIbIoTEp-
HoM 06pa6oTKOM 3aperMCTPMPOBaHHbBIX CUTHAIOB
OTKPBLIBACT HOBbl€ BO3MOXHOCTH aHAJIMTHYECKOH
MPaKTHKH, HEAOCTYIIHbIE paHee M3-3a TPYJ0EMKOC-
TH. B HacToAIee BpeMA B IECATKAX aHAJIMTHYeC-
KHX a6opaTopuii Poccum 1 6/1vkH >ro 3apy6exbs
HCIIO/Ib3yeTCA MHOTOKaHAIbHBIN aHAIN3aTOP CIIEK-
TpoB - MAJC, o6ecrieunBaIOILMI pErCTPALIO U 06-
PpaboTKy CIIEKTPOB 3MMCCHH ITPH MICIIO/IL30BAHMH B Ka-
YeCTBe MOJMXpOMaTopa pasHbIX CIIEKTPOrpadoB u

CNIEKTPOMETPOB — OT€YECTBEHHBIX M 3apy6eiHbIX [1].
B 2001 rogy Ha MASC nosry4eH cepTudHkat o6 yT-
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BepJIC€HHH THIA CPeJCTBa U3MEPEeHMsI, U OH 3ape-
rucTprpoBaH B [ocyaapCcTBEHHOM peecTpe CPEACTB
usMepeHHH mog Ne21013-01.

Lless HacTOsTIIIErO MICCJIefOBaHMA — oTpaboTKa Me-
TOJI0JIOT MM OLI€HKH I1peieia OOHapyKeHH 3JIEMEH-
TOB M [TOrPELITHOCTH CXOMMOCTH B ATOMHO-3MHCCH-
oHHOM aHanu3e (ADC) ¢ perucTpalueil CrieKTpPoB
TTH. B kauecTBe MOAEILHOM B3fJIM MHOT'O3JIEMEHT-
HYI0 METOOUKY OIpeJieJIeHUsI MUKpoIIpuMecei B
rpadUTOBOM MOPOLIKe C HCoyIb3oBaHueM MASC. Ipa-
(pHUTOBO¥ ITOPOLLIOK, C OJHO CTOPOHEI, UCIIOIbL3YETCH
KaK KOJUIEKTOp NMPHMeECEM NPH XMMHKO-CIIEKTPaIb-
HOM aHaJ/IN3€ BRICOKOYHCTHIX BEIIECTB C IIPEIBAPH-
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TeJILHBIM OTAE/IEHHEM OCHOBBI ITPOGKI 9KCTpaKIMeit,
OTTOHKO# WIN pyTHM crioco6oM (2], ¢ ApyToi — Kak
OCHOBA [NOJIOTORJIEHHKIX K aHA/IM3Y 06 BEKTOB Pa3HOM
NpHUpoak! B yHubHUIMPoBaHHOM MeToae ADC aHa/IN-
3a [3]. CooTBeTcTBYIOIIAA METOAHKA ITPEYCMAaTpPHBA-
eT ucroIb3oBaHue Hocuresis (NaCl) B kKoHIleHTpaLpM
4 mac. % u ucnapeHne npo6nl U3 KpaTepa rpaduTo-
BOI0 3J/IEKTpo/ia (aHo/a) ITPH CIUIE ITIOCTOAHHOIO TOKA
11 A. Ucniosmb3oBav criekrporpad PGS-2 ¢ TpexymiH-
30BO# CICTEMO}i OCBEIIEHMs BXOAHOM 1ies (17 Mxm),
o6opyzoBaHHBIIT MASC M ITO3BOJIAIOLMHA PETHCTPH-
POBaTh HEIpepLIBHLINA y4acTok criekrpa ot 200 ao
400 HM. Ob111ee Bpems 3xcIio3uimu 20 ¢, BpeMA OTHO-
ro HaKorvieHns 250 Mc, YMCJI0 HaKoIUleHHi 80.

Hamu 3aperncTpiupoBaHhI 1o 16 criekTpoB o6pas-
noB cpaBHeHusd (OC) B MHTepBa/ie KOHLIEHTpALMIA OT
1,5-10¢n05-102Mac. % u 16 CrieKTPOB KOHTPOJILHO-
ro onkrra (KO). OC 6bUIH IPHTOTOBJIEHEI HA OCHOBE
0c060 YHCTOro rpapITOBOrO NOPOILIKA BBEACHHEM B
Hero nNpuMecei B BUAIe OKCHJIOB WIH PACTBOPOB CO-
OTBETCTBYIOIIMX COJIei C UCII0JIb30BAaHMEM METOA
rnocjiefoBaTebHOro pa36asnenud. B kayectse KO
HCIIO/IL30BAJIN rPaHUTOBLIH ITOPOIIIOK, COACPIKALIHIT
4 mac. % NaCl.

Onenka mpeaesia oGHapyeHRA

onpeaensAeMbIX 3ICMEHTOB

B ocHOBe 06111enIpHUHATOro0 crioco6a OLeHKH! Ipe-
JAeyia o6HapyKeHHA aHAIUTA, ITpeJioKeHHoro Kaii-
3epoM [4], IeKUT NPEATIONOKEHNE O HOPMAILHOM
pacnpejeleHIH aHATATHYECKUX CUTHAJIOB (MUIH BX
Jorapu¢pmMoB). Ec/im HopMasIbHOe pacnpeie/ieHUe He
BHINOJIHAETCA, AOIKHBI HCIOJb30BAaThCA APYyTUe
crnioco6hl OlIeHKH IpeAesna o6HapyKeHUsA, HaNpH-
Mep, OCHOBaHHbIe Ha HepaBeHCTBe YebnlneBa [5).
OKCIIEpUMEHTAJILHO NIOKa3aHo [5-7], yro B AQC ¢
¢dororpadryeckoii perucrpaumeii CrIeKTPOB IT09ep-
HEHNS JIMHUHA U1 OHOM M TOM Ke KOHLEHTPAaIMH
aHaJIHTa pacnpeaeleHb HOPMaIbHO. [T0CKOIBKY
BeJIMYMHA lgl TMHEeHO CcBA3aHa C N )YEpHEHHEM,
VI MHTEHCUBHOCTH JIMHUH | IO'MYHO IPHHATS JIOT-
HOpPMAaJILHOE pacCITpeie/IEeHHE (TO 3Ke OTHOCHUTCH K Be-
JIM4uHe onpezenseMoil koHieHTpaip C). OgHako
npH perucrpauni cnekrpoB MASC ansa curaanos KO
JIOTHOpMAaJILHOE paclpee/ieHHe He OYeBUTHO. Jleil-
CTBUTEJILHO, HA BUJ] pacrpeaesieHNs c1abbIx aHaM-
THYECKUX CHTHAIOB MOYKET BJIMATH CJICAYIOIIEE:

—IIIyMEI IETEKTOPA MOTYT GBITH CONOCTaBMMEI 110
3HAYEHMIO C [10J/I€3HBIM CUTHAJIOM [8]. Oco6eHHOo 3T
OTHOCHTCA K AaHUIMTHYECKUM JIMHUAM, HE HMEIO-
IIUM CNEKTPAIBHBIX HAJO0XKEHHUH JJHHUI OCHOBHI
I MOJIEKY/IAPHOTO CIIEKTPA;

- IIpM fpeiide cnekTpa BO BpeMfA aHAJIN3a, T.e.
MPH U3MEHEHHH ITOJIOXKEHHSA CIIEKTPA OTHOCHTEIb-

HO (poTOAYEEK, PACNOJIOKEHHIIE B HETIOCPEACTBEH-
HOH 6/IM30CTH OT aHAIMTHYECKHX MEIIIAIOIIHeE JIN-
HHH MOTYT 3aMETHO MEHATh CBOM BKJIaJ B HHTECH-
CHBHOCTb AaHAIHTHYECKHX JIMHUH.

B cBsI3M C BBIIICH3/I0E€HHBLIM GbLTO MPHHATO pe-
IIEHME OLIEHUTh HEITPOTHBOPEYHBOCTD pPacIIpe/eie-
HMSA CHTHAJIOB KOHTPOJILHOTI'O OMNLITA IOTHOPMAJILHO-
MYy pacIipe/ie/IEHHIO 9KCIIEPUMEHTaILHO. MBI IpoBoy-
JIN 3Ty OLIeHKY 1o Meroay Ll larmpo-Yivmu [9,10] c riph-
MeHeHHeM ITporpamMMHoro naxera “Crarucruxa” 11).

IMpenen o6Hapyxenusa (C ) pacCYMTHIBATIM 110
rpayHpoBO4YHOMY rpadHKy, IOCTPOCHHOMY B KOOD-
muHaTax lgl - IgC, kak KOHIIEHTPaLMIO, COOTBETCTBY-
IoL1y10 BeInuuHe lgl

Gl = Glko+ 2t - Sy, (1)
rae Iy, — CHrHaI Ha MeCTe AaHATMTHYECKOM JIMHUH
B KOHTPOJILHOM ONBITE; t— KBAHTWIb paclpezeJie-
Hus CThIOJ€HTA JUIS JOBEPUTEILHOMN BEPOATHOC-
™ 0,95 (n = 16); sy, - CTAaHZAPTHOE OTKJIOHEHHE
BeJIMYMHBI Igl,.

BeMYHHY Sy, IUVIA KaXKAO0H aHAJTUTHYECKON
JIMHUHU OLIEHUBAJIH, MCIIOJIb3yA CNEKTPhl KOHT-
POJILHOrO onbiTa. OTMETHM, 4YTO Sy,  BKJIIOYAET B
ce6s1 xapaKTepHCTHKH NOrPELIHOCTH KaK perucTpa-
LMK S, TAK M [IOTPELIIHOCTH PErMCTPalMM M ITOrpert-
HOCTB, XapaKTEPHUIYIOLIYI0 HeCTA6ILHOCTh MCTOY-
HHKA M3Ty4eHud. B (1) npuHATO Sy, = Sy, POPMY-
J1a (1) y4uTBRIBaET KAK BEPOATHOCTD IIPOITyCKA CUI'HA-
J1a, TaK ¥ BO3MOXKHOCTb “JIOHOM TpeBorHu™ [4, 6].

H3-3a HEyUHTHIBa€MbIX CIIEKTPA/ILHBIX HAIOMKe-
HHI1 (HarmpuMep, MOJIEKYIAPHBIX I10JI0C), a TaKkKe
HM3-3a U3MeHeHHs KoadoduieHnta peabcopbiyun
rpagyHpoBOYHbIe rpaPHKN MOTYT TEPATH JIMHEH-
HOCTB Kak B 06J1aCTH MaJIbIX, TaK 1 B 06s1acTH 60/Ib-
IINX KOHIIeHTpaLuii. B cBA3M ¢ 3T11M Mx B 06111eM CITy-
4ae arTrpOKCHMHPOBAIN ITOJIMHOMaMH 2-# CTeNIeHH:

lgI=a,+a,lgC + a,(lgCF. 2)
rae koapduLMEeHTH! a,, a, U Q,0IIPEEILINCD U3 K-
CIIepHMEHTAIbHBIX JAHHBIX 110 METOAY HaWMEHb-
LIMX KBaAPaTOB.

PaccMoTpuMm oneHKy C , Ha KOHKPETHBIX NpH-
Mepax.

Mnmi paznuyaim 3 K1acca aHUTMTHYECKIX JIMHIL:

1) B cnexTpe KO HeT aHaJIMTHYECKOH WK Me-
HIaloIeH JMHHMHN (AaHAIMTHYECKaA JIMHUA cBo6oA-
Ha OT HAJIOKEHMIA);

2) B CIIEKTpe Ha MECTe aHAJIMTHYECKOH JIMHAMN
pacrnosoxeHa MOJIEKYJIApHas [10J10ca WX aTOMHasA
CNeKTpaJbHaA JIMHUA, T.€. CYILIIECTBYET CIEKTPaJIb-
HOE HAJIOKEHHE;

3) Bcnextpe KO nmpucyTCTByeT aHaIUTHYeCKas
JIMHHA OIIPEAEIIIEMOro 3JIEMEHTA, T.€. OH 6o coaep-

185
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JKUTCA B 3JIEKTPOAAX WIM B rpa¢pMTOBOM MOPOILIKE,
Jm60 nonaaaeT U3 BO3AyXa, peaKTHBOB WIH IIOCYZbI.

[TpuMepoM JIMHMH 1-ro KJIacca MOMKET CIIYKHUTh
aHaJIUTH4YeCKasi IMHHUA ojs10Ba Sn 283,999 HMm. 3ar-
PSA3HEHHI1 0JIOBOM OGBIYHO He BCTPeYaeTCA, CIIEKTP
B MECTE PaCNOJ/I0MKEHNUS aHAIMTHYECKOM JIMHUH “4H-
CThIN", T.€. HET 3aMEeTHBIX MOJIEKY/IAPHAIX WJIH APY-
rUX MeIIaomux JUHHHA (puc. 1). [J1a yBemmdyeHuA
yycia Hab/moAeHUI CrieKTpbl 06pa3lioB CpPaBHEHUA
C cofiep:KaHHEM OJIOBA CYLIIECTBEHHO HIDKE ITpeAesia
o6Hapy»KeHHMA Mbl pacCMaTPHBAJIM COBMECTHO CO
CNEKTPaMH KOHTPOJILHOTO OMBITA, T.€. BCero 6bU10
paccMoTpeHo N = 48 cniekTpoB. CTaTUCTHYECKHI
aHa/M3 paclpeejieHUs BEJINYUHHI Ig] B ciekTpax
KO He maeT ocHoBaHMii oTBepraTh rMIIOTe3y HOp-
MaJIBHOCTH, T.K. NIOJy4YeHHOE 3Ha4YeHHEe KpUTEepHs
HIamupo-Ywiku (W = 0,984) npeBbnaeT Tab/IM4HOe
JasKe 1A YPOBHA 3HaYMMocTH 0. = 0 5.

,w-
o.w-/\/\/\J\,/\/\/-/\A/\
0,00 4
Sn 283,999
0,00 -
000 ,o-~-s_¢"~.'§-ag'o"-".'no~'.
283,84 283,93 284,03 28412 ) ym

Puc. 1. CnexTp KOHTPONLHOMO onbiTa, Sn 253,999 HM (—) U
TeMHOBOW TOK (---);i,, — CUrHan Ha coTosuedke.

Jinst HADIAAHOCTH Ha PHC. 2 ITOKAa3aHbI COOTBET-
CTBYIOIIME FTMCTOrpaMMa U 0:KHIaeMoe HOPMaJIbHOE
pacrpeaejieHHe.

N-

251 /\

201

151
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0 ‘ . .
49 8 A7 8 A5 14 g

Puc. 2. Pacnpepenenne senuuuHbl ig/ B cnexTpax KOHTPONBHOMO
onbita, Sn 283,999 HM: Kputepwit Wanupo-Yunium:
Wcn = 0,984, Wiegn mos = 0,974

[Mpenen o6Hapy»KeHHs 0JI0BA, MOy YEeHHBII C UC-
nonn3oBaHueM (1) u (2), cocrasnger 1,5 -10°mac. %
(oTMedeH Ha rpalyHpoBOYHOM rpa¢uke, puc. 3)
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5 4 3 2 Igc
Puc. 3. MNpagywposouHbie rpacdwmim Sn 283,999 Hm (1),
As 234,984 1M (2) u Si 288,159 HM (3). Kpyxxom oTMeueHbl
cooTBeTCTByOWME Npeaenbi 0GHAPYXeHUs.

HsBecTHO [4], 4TO NpH c1a6hIx aHATHTHYECKHX
CHTrHaJlaX MMeHHO BemynHa s MAIC onpenesnsa-
€T BEJIMYMHY S_, [I03TOMY MOKHO 0’KMJIATh CHIKe-
HHUA npejesa o6HapyKeHUs 0JI0BA MO JHUHHUH
Sn 283,999 HM nyTe€M IIPUMMEHEHHUA CUCTEMEI pe-
THCTpAalMH C MEHBIIIMMH COGCTBEHHBIMM IIyMaMH.
INpumMep JMHMHA 2-TO KIAacca — aHAJIMTHYECKas
JIMHUA MBIIIBLAKA AS 234,984 uM. C 3arpA3HEeHUAMH
MBIUBAKOM Ha IIPAKTHKE MBI HE BCTPEYaJIMCh, CIIEKTD
B MECT€ PaCIIOJIO¥EHNA aHAIMTHYECKON JIMHHAM CO-

JAEPIKUT MOJIEKYIIAPHYIO rosiocy (puc. 4).
I" -
00—
0,25 -
0,20 4
0,15 1
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0,05 -

°vm = . '..-' L """:'-- L]
234,81 234,89 23497 A hm

Puc. 4. CnexTp KOHTPONBHOrO ONbiTa, AS 234,984 HM (—) 1
TOMHOBOW TOK (===-); l‘, — curHan Ha oTonueiike.

As 234,984

Paae”™" o

b oo,
—r

.o

OxugaeMoe HOPMAILHOE paclpefe/ieHUe U THC-
TorpamMma Jy1ia BeJIuuHhl lgl B cnekTpax KO nmoka3sa-
HbI Ha puc. 5 (N = 48). ITockonbky W, > Woas, amo.s
FHIIOTEe3a HOPMAJILHOCTH HE OTBEPraeTcs, BeJIMUMHA
lgl_,, paccuMTBIBa€eTCA 110 ypaBHeHMIO (1). B cBsiau ¢
HaJIOXKEHUEM MOJIEKY/IAPHOM JIMHUM rPayMpPOBOY-
HbIA rpadUK B 06/1aCTH HU3KHUX KOHLICHTPALHI MBI-
IIbAKA TepAeT JuHelkHocTs (puc.3). [Ipeaen o6Hapy-
JKEHMA MBIIIbLAKA cocTasiser 7,1-10 mac. %. Ove-
BH/IHO, YTO IIPH CMEHE CHCTEMbI PErHCTPALMH Cy1Ie-
CTBYIOLLIEE CIEKTPAIbHOE HAIOKEHHE HE MO3BOJIAT
CHM3UTB IIpeAesl oGHapyKeHUA B JaHHOH METOMKe
aHa/mM3a.
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Puc. 5. Pacnpegenexve senuuuHbl /g/ B cnexTpax KOHTPONbHOMO
onbita, As 234,984 Hm:Kputepuid LLianupo-Yunu:
Waen = 0,978, Wiagn amos = 0,974

IMpuMep aHaIUTHYECKOH JTUMHMH 3-ro Kj1acca —
Si288,159 HM. 3arpA3HeHHEe KPEMHHEM, OTHHUM H3
CaMbIX pacCIpOCTPAaHEHHBIX B IIPHPO/IE 3JIEMEHTOB,
BCTpedaeTcs IpaKTH4YecKHu Beerja. Jiio6asa U3 cra-
JIMi TOATOTOBKM NPOGKI MOYKET ABJIATHCA MCTOYHH-
KOM 3arpA3HeHHs, KPOME TOro, 3TOT 3JIEMEHT 4acCTo
COZIEpHUTCA B MATEpHAJIE JIEKTPOAOB U B rpaduTo-
BOM nopoike. CTaTHCTHYECKHUI aHAINU3 BUA pac-
NnpeAeNeHUss BEJIHYHUHH Igl  Mokasanx, 4YTO
W > W, i aos (1 = 80). 3TO aeT Ham npaso He

oKCn

OTBEpraTh rurioTe3y HOpMaJIbHOCTH (pHc.6).
N 1

" //\

20 1

/

B // w

0 T
0,5 0 0.5 1 Igl
Puc. 6. PacnpeneneHnve senuunHbl /gl B CNeKTpax KOHT-
ponbHoro onbita, Si 288,159 HM Kputepui LLannpo-
Yunm: W, = 0.975, W6, ue05= 0,974
OLeHEeHHBIH N0 rpaJlyMpOBOYHOMY rpadHKy
(puc.3) mpeaesn o6Hapy¥eHMA KpEMHHMA, HECMOTpA Ha
BBICOKYIO YyBCTBUTE/ILHOCTb aHINTHYECKOH JIMHMM,
cocrasnser Bcero 2,0-10* mac. %. Kpome kpemMHus, B
KOHTPOJIbHOM OIIBITE COJEPIKATCH TAKIKe KaJIbIVA,
MarHHi1, jxej1e30, aIIOMUHUI. AHAIM3 BHJa pacipe-
JeJIeHUA BeJIMYMH gl aHAIMTHYIECKHX JIMHUM 3THX
3JIEMEHTOB [TOKa3aJl, YTO PacIpeAe/IeHNsA He MPOTH-
BOpeYaT HOPMAILHOMY, M 3HaueHue gl MoskeT GbITh
oneHeHa 110 (1). [peesibl o6HapyeHNA paclIpocTpa-
HEHHBIX JIEMEHTOB 3aBUCAT OT YMCTOThI rpa¢UTOBBIX
3JIEKTPOAOB, PEAKTHBOB, 3alTbUICHHOCTH aTMoc(ephl
(cBsizaHHOM C BpeMeHeM rofia) 4 psiia Apyrux ¢pakro-
POB, IT0O3TOMY OHH MOTYT MEHSIThCSA U JIOJDKHEI Pery-
JIAPHO KOHTPOJMPOBAaTHCSA. OUEBHUIHO, YTO TIATE b-

e

Haf NPOBEpKa BCEX CTAHi ITOJrOTOBKH ITpo6 U HcC-
NoJib30BaHMe 6oJiee YMCTRIX MATEPHAIOB MI03BOJIMT
CHM3HTB IIpe/ie/ibl OGHAPYKEHHA ITUX 3JIEMEHTOB.

B pesynsrare IIpoBe ACHHBIX HCC/IEAOBAHMI I10JTY-
YeHhI 3Ha4YEeHHs ITPeieIoB oGHapy¥keHus 38 mpume-
ceii B rpa¢puToBOM nopomxe (Ta6ir. 1). s Beex ase-
MEHTOB, NPHBEACHHbIX B Ta6JIH1LIE, PE3Y/ILTaThl aHA-
JIN3a HOPMAJILHOCTH pacIIpeAe/IeHUs BEJIMYMHEI Ig]
YAOBJIETBOPAIOT KpuTepHio [1larmpo-Ywikn.

Tabnuua 1
Mpepenb o6HapyxeHua npumecein B rpauToOBOM NOPOLLIKE*
Onement, |C . mac. %| Onement, (C ., mac. %
ANWHA BONHb ANvHa BOMH
Zn213,856 | 1,210 Si 288,159 (2,0-104)
Cd228,802 | 4,7-10° Nb 288,32 1,710
Ba 233,527 [ 9,3:10°% Ga 294,364 2,5-10%
Be234,861 | 5,6-107 Ni 300,249 1,2:10%
As234984 | 7,110 Cr301,491 1,5-10°
Te238,576 | 2,4-10° Ni 305,082 1,5-10°
Co0242,49 1,9-10% Bi 306,772 3,0-10¢
Sc 255,24 2,8-10°% Al 308,215 (2,0-10%)
Sb259,806 | 9,4:10° Ti308,803 7,6-10%
Fe 259,94 (3,0:10%) |Mo0317,035 | 9,5-10%
Hf 263,87 8,8:10% Ca 317,933 (2,0:104)
Ge 265,118 | 2,9-10% V318,54 1,110
Pt 265,95 2,9-10° Y 321,668 4,0-10%
Au 267,595 | 4,1-10° Cu 324,754 <1,5-10°%
Ta 268,51 2,510* In 325,609 3,8-108
T1276,787 1,810+ Ag 328,068 <1,5-10°®
Mn 280,106 [ 2,1-10* La 333,749 2,810
| Mg 280,27 (1,0-10%) |Zr339,198 4,1-10%
Pb 283,307 | 9,6-10® Pd 342,124 1,3-10*
Sn283,999 | 1,5-10% Co 345,351 2,910%
Cr284,324 | 2,510%

OTMeTHM, YTO IPUCYTCTBHE AaKe HeGOJIbIIMX
KOJIMYECTB MaTPHYHbIX 3JIEMEHTOB NPo6kI B rpadH-
TOBOM IIOPOILIKE MOXKET U3MEHHUTh ITpeaes o6Hapy-
JKEeHUA aHaIMTa. B aTHx ciay4yasx naHHeie Tabu. 1
cJiefyeT pacCMaTpHUBaTh KAK OpDHEHTHPOBOYHLIE.

OneHKa XapaKTePHCTHKH NOrPEITHOCTH
CXOXHMOCTH
Jucnepcuio BeJIMYUHEI | MOXKHO NPECTaBUTh
CyMMOIt:
st=si, +1%s7,. 3)

II€ S, — OTHOCHTEJIbHOE CTAHAAPTHOE OTKJIOHEHHE,
XapaKTepHU3YIOIIee BAPHALMIO YCJIOBUI HCTapeHNSA
M BO36Y/1CHHA CIIEKTPOB.

C ZpyTroii CTOPOHBHI, 110 3aKOHY PacIpoCTPaHEHMs
norpéiuHocTeii [6] 13 BrIpaxeHus (2) CIeyeT, 4To
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Sui= (a|+2anlgC)sbc , (4)
TorAa s
= lgl
¢ = G +2a,1gC )

BeipaxkeHue (5) MoxkeT GBITH 3aMEHEHO aHaJo-
TAYHBIM:

2
S|
—0 +s2,

Sr.1 VI (6)

S. o= = .
"¢ a,+2a,1gC  a, +2a,1gC

MB!I Hcnosb3oBaH (6) A1 MOAENUPOBaHHUA 3a-

gl

a
1,5 1
3
4
05 2 / 5
)
/ 6
0.5 4
7
-1_5 J
25 v v ; )
-6 -5 -4 -3 igcC

BHCHMOCTH OTHOCHUTEJILHOM ITOrpeIHOCTH CXOXMMO-
CTH € JMHUYHOTIO OIpeAesICHUA KAMKA0ro aHaJINTa OT
€ro KOHIeHTpaLMH. [UIA OLleHKH BEJIMYHHEI S , KC-
IMOJIb30BAJIM YCPEAHEHHOE 3HAYEHHE S, B CIIEKTPax
OC c BBICOKOIT KOHIIEHTpalLlell aHaJMTa. Koraa
BKJIA/IOM [TOTPELITHOCTH PErMCTPaLH U KOHIIEHTpa-
el BHECEHHBIX IpUMeceil MOKHO npeHe6peyb.
HexoTopbIe U3 MoJIy4eHHbIX 10 MoesH (6) 3aBHCH-
MOCTe¥ npuBeieHB! Ha pyc.7. ToukaMu rokasaHbl
3KCIIEPUMEHTAJIbHBIE (BLIGOPOYHBIE) SHAYEHHSA S,
Kak BUIHO U3 PUCYHKA, MOAEJB YIOBJIETBOPHUTEJIb-
HO OITUCBIBAaET Pe3y/ILTaThl 3KCIIEPUMEHTA.

6
0,3 - . 7
J
0.2 5:’ \
0,1 - 4
0,0 T v v "
-6 -5 -4 -3 -2
0,3 -
0,2 -
0,1 4
0,0 v + T “
-6 -5 -4 -3 g C

Puc.7. rpanynposouHbie rpaduki (a) U 3aBUCMMOCTH S, CXOAMMOCTH OT KoHUeHTpauuu (6) ans Mg 280,27 Hm (1), Cd 228,802 Hm (2),
Ca 317,933 um (3), Ti 308,803 Hm (4), Sb 259,806 Hm (S), La 333,749 Hm (6) n Nb 288,32 Hm (7).
Kpyxxom OTMeueHb CooTBeTCTByioulue npeaensi oGHapyXeHun.

3aBucumocTH s, = fllgC) nayi BO3MOXHOCTb Ha-
3HAYMTBD AOITyCKaEeMBI€ PACX0KACHMA ([TPEAEsIbI CXO-
AMMOCTH) U1 NapaJUleJIbHbIX 3HAYeHU HalieH-
HBIX KOHIIEHTPalMii. 3aMeTHM, YTO HCIO/Ib30BaHHeE
JIOTHOPMAJILHOT'O paclpeAesIeHUs MIPEATIoJiaraer,
YTO JOITyCKaEeMble PACXOMKACHUA Ha3HA4YaAIOTCA VISt
OTHOILIEHUA HaleHHbIX KOHLIEHTPALIHIi, a He HUX
pasHocTei. [leficTBUTEILHO, BeJITYMHA AOITYCKAeMO-
ro pacXoXAeHUA HAXOJUTCH U3 YCIIOBUA

Lgcmax - lgcmln < D(f'n"P)slgC

I

Cmax < loo.wwn.PbcC . (7)

Crnln

rae D- kpurepuii [Tupcona [12]; f- unciio creneHeit
cBOGOABI B 3KCIIEPUMEHTE /I BLIYUCJIEHUA; S, N -
YUCJIO MapaJUleIbHbIX U3MEPEHUH, I KOTOPbIX
HIIETCA ACIyCKAaeMOe pacXo:KAeHHe; P — noBepH-
TeNbHaA BEpOATHOCTDb. B kayecTBe mpumepa B Ta6:1.2
MpUBEAEHBI AAHHBIE O JOITyCKAaEeMbIX PACXOMKACHH-
X 2-X NapaJuUle/IbHBIX ONTpeAe/IeHI KOHIIEHTPaLH
JUIA1 3JIEMEHTOB, PECTAB/IEHHbIX HA pUC.7.

Tabnuua 2

fonyckaemsie (P = 0,95) aHaueHun oTHoweHWA Gonblien koHueHTpauum (C,) k meHblen (C,) ana
ABYX napannenbHbix onpeaeneHuin KOHUEeHTpauvin

JnemeHT, KoHueHTpauus, mac. %

OnvHa BonHbl| 4,510 |1,4-10° 14,110 (1,210 |3,7-10* (1,1-10° |3,3-10° |1,0-102
Ca317,933 | - - - 3,0 2.7 1,8 1,5 15
Cd 228,802 1,8 17 17 1,6 1,6 - - -
La 333,749 - - 1,5 1,3 1,2 - - -

| Mg 280,27 - 1,4 1,4 1,4 1,4 - - -
Nb 288,32 - - 2,5 2,2 1,8 1,7 1,6 1,6
Sb 259,806 - - 1,8 1,5 1,4 14 1,3 1,3
Ti 308,803 - 17 1,4 14 1,3 1,3 1,3 1,3
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TakuMm o6pa3oM, ¢ perucTpaunuei CrieKTpoB
MAOC U UX KOMITBIOTEPHO# 06paboTKOM:

- IOKA3aHO, YTO pe3y/bLTaThl U3MEPEHUI aHaIH -
THYECKHUX CUTHAIOB KOHTPOJILHOIO OIbITa B MHOTO-
3JIEMEHTHOH METOAMKe CIEKTPAJbHOI0 aHaJIM3a
rpa¢pUTOBOrO MOPOLIKA HE IIPOTUBOpEYaT JIOTHOP-
MaJIbHOMY pacrpeseeHHIO;

- OLIEHEHBI ITpefe/ibl o6Hapy»keHUs 38 a1eMeH-
TOB ¥ BO3MOKHOCTH MX CHHIKEHHA 32 CYET CHUIKE-
HMA LLIyMOB CUCTEMBI PETHCTPAaLIMH CIIEKTPOB;

- IOCTPOEHBI MOJEJTH 3aBHCHMOCTH OTHOCHTE/Ib-
HOTO CTaHAAPTHOIO OTKJIOHEHHSA CXOAMMOCTH pe3yilb-
TATOB aHAJIM3a OT OIpPEeAeIAeMOii KOHIIEHTPALWH,
YUHTBIBAIOLLME X0/ FPaAyMPOBOYHBIX rpadpHKOB.
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EXPERIENCE IN ESTIMATION OF MICROIMPURITIES DETECTION LIMITS AND REPEATABILITY OF
RESULTS IN ATOMICEMISSION SPECTROMETRY ANALYSIS (AES) WITH SOLID-STATE DELECTION

SISTEM FOR SPECTRA REGISTRATION

V.G.Garanin, I.R.Shelpakova, T.A.Chanysheva, L.N.Komissarova

Methodology of microimpurities detection limits and repeatability estimation in AES analysis with
solid-state detection system for spectra registration have been assayed on method for graphite powder
multielement analysis. It has been shown that blank signals distributions are not in contradiction with
lognormal one. Detection limits for 38 impurities and possible ways for their improvements have been
estimated. Models of relative standard deviation dependence on concentration accounting the calibration

curves slopes have been built.
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