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IIpenioxeH cnocod aHaJM3a KOHLIEHTPATOB MpUMeceil METOJIOM TOHKOTO CJI0SI B COYETAHUU C METOIOM
Macc-CMeKTPOMETPUM ¢ MHAYKTUBHO cBsi3aHHOM rutazmoii (MC-MCII) u nazepHoii abnsaumeii (JIA). KoH-
LIEHTpaThI TpUMeceii BRINapMBaIM Ha TPENBAPUTETLHO MOATOTOBIEHHBIX y4aCTKaX MOTOXKKY U3 KPEMHMS
BBICOKO#1 YMCTOTHI, TTociie yero npopoauian JIA-MC-UCIT-ananus. UzyyeHo BiusiHue napameTpoB JIA u
YCJIOBMIT perucTpaluy CreKTpOB Ha CUTHAJ aHAJIMTOB 1 MaTepuaia omjioxXku. [IpoBeaeHa olieHKa aHa-
JIMTUYECKUX BO3MOXHOCTEI MeTo/1a TOHKOTO cJiost B coueTtaHnu ¢ JIA-MC-UCII o aHann3a BBICOKOUYM -
CTBIX BEIIIECTB C MPeNBapUTEIbHBIM KOHLIEHTPUPOBaHUEeM npuMeceil. Ha mpuMmepe aHaim3a a30THOM KHC-
JIOTBhI BBICOKO# YMCTOTBI MOKA3aHO, YTO Tpenesibl ooHapyxkeHust aHaiuToB npu JIA-MC-UCII-ananuze
KOHIIEHTPATOB IPUMeCeil ¢ MCIIOIb30BaHUEM METOIa TOHKOTO CJIOSI HAXOASATCS B AMamna3oHe ot n X 107!
1o n % 1078 mac. %. Takum 06pa3oM, pa3paboTKa KOMOMHUPOBAHHBIX METOANK aHAIM3A, BKIIOUAIOLIMX
peaBapUTeIbHOE KOHIIEHTpUPOBaHUE IIpUMeceid M aHau3 KoHLleHTpaToB MeToaoM JIA-MC-UCII, mo3-
BOJISIET CHU3UTb MPeesibl OOHapyKeHWs OOJIbIIIMHCTBA AHAJIMTOB Ha MOPSII0K BEJTUUMHBI TI0 CPABHEHUIO C
uHcTpyMeHTaIbHBIM M C-UCII-ananuzom.
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ITonyyeHue BBICOKOYMCTBIX BEIIECTB UTPAET BasK-
HYIO pOJIb B CO3IaHUU HOBBIX (PYHKIIMOHAJIBHBIX Ma-
TepuajoB C 3aJaHHbIMU (PUBUYECKMMU U XUMUUE-
CKMMU CBOMCTBaAMU, KOTOPbIE BO MHOTOM 3aBUCST OT
colepXaHusl MpUMeceit Ha MUKPO- U HAHOYPOBHE.
IIporpecc B 3T0it 06acTU HEBO3MOXEH Oe3 pa3pa-
OOTKM HOBBIX MH(OPMATUBHBIX, T.€. MHOTORJIEMEHT -
HBIX U BBICOKOYYBCTBUTEJBHBIX, METOAWK KOJIWYe-
ctBeHHOro xummdeckoro aHammza (KXA) ¢dyHkimo-
HaJIbHbIX MaTEPHAJIOB U UX ITPeKypcopoB. B HacTosiiiee
BpEMsI MacC-CIEKTPOMETPUS C UHAYKTUBHO CBSI3aHHOM
mwiasmoii (MC-MCII) saBasiercss omHUM M3 HaubOosee
nHbopMaTuBHBIX MeTo1oB KXA Kak mo yrciay onpe-
JIeJISieMbIX 2JIEMEHTOB, TaK U IO UX TpeaenaM ooHa-
pyxenus (ITO) [1]. TeM He MeHee UHCTPYMEHTAJb-
HbIX Bo3MoxHocTeit Mmetona MC-MUCII, ocobeHHO
o ITO pacrpocTpaHeHHBIX U TEXHOJOTMYECKHU BaK-
HBIX 2JIEMEHTOB, HEIOCTATOYHO JIJISI OTIpeIeJICHUST UX
Ha TpeOyeMOM YpPOBHE KOHleHTpauuii. OnHUM U3
Haunbosee 3(PPEKTUBHBIX CIIOCOOOB, MO3BOJISIOIINX
3HAUUTENbHO CHU3UTH [1O aHaIuTOB, SBISETCS

EJ

208

MpenBapuTeIbHOEe KOHILEHTpUPOBaHUE MpuMeceit
OTTOHKOM OCHOBEI ITIPOOHI [2, 3].

OCHOBHOI IIPOOJIEeMOII aHajIM3a KOHIIEHTPAaTOB
mukponpumeceit Mmeromamu MC-MUCII n atomHO-
SMUCCUOHHOI CIIEKTPOMETPUU C MHIYKTUBHO CBSI3aH-
Hoit rutazmoii (ADC-UCII) sinsiercss HEOOXOAUMOCTb
nx cymectBeHHoOro pasoasieHus (B 100—1000 pas) B
npoliecce MPOOOIOATOTOBKU TP MCIOJIb30BaHUN
CTaHAAPTHBIX CUCTEM ITHEBMATUYECKOTO BBOJIA PACTBO-
poB npo0 B MUCII. Kak nmpaBmiio, KOHIIEHTpaT MIpH-
Mecell MpeacTaBiisieT co00i CyXoil OCTaTOK Maccoit
HECKOJIbKO MWJUIUTPAaMMOB WJIM PacTBOpP O0OBEMOM
HECKOJIbKO MMKPOJMTPOB, TOILIA KakK IS IPOBEIe-
HUss MHoroanemMeHTHoro MC-MCII- unu ADC-
HNCII-ananu3a TpebyeTcsl pacTBOp OOBEMOM He-
CKOJIbKO MWJIIWJINTPOB [4—6]. Pa3baBneHue KOH-
LIEHTPATOB MpuUMeceid MPUBOAUT K CHUXEHUIO WH-
TEHCUBHOCTHU aHaJiuThuueckoro curHaia (AC) ormpe-
JIeJISIEMBIX DJIEMEHTOB, ITOBBLIIIEHUIO BEPOSITHOCTU
BHECEHUSI HEKOHTPOJIMPYEMBbIX 3aTpsI3BHEHUI U, KakK
pe3yabraT, moBblmieHMI0O I1O anamutoB. Clemyer
TaKXKe OTMETUTH HU3KYIO 3(PPEKTUBHOCTh ITHEBMAa-
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THUYECKOTO pacHbUICHUS, TaK KaK B 3TOM cliydyae B
HCII nocrynaer He Gosee 2—3% aHaIM3UPyeMOTO
pacTBopa.

Panee CanpbeIKMHBIM ¢ coaBT. [7] TIpenmoxkeH Tak
Ha3bIBa€Mblil “METOI TOHKOTIO CJIOS” IJIsI aHajlu3a
KOHIIEHTPAaTOB MUKPOIIPUMECE METOIOM UCKPOBOIA
Macc-criekrpoMeTpun. Paspadoransl [§—10] komOm-
HUpPOBaHHBIE (T.€. BKIIOYAOIIME CTAAUIO IIpeaBapr-
TEJIbHOTO KOHIEHTPUPOBAHUS IIPUMECE1) METOIUKU
KXA nenmoHmn30BaHHOI BOIBI, BLICOKOUYHMCTHIX a30T-
HOM, CcoJsiHOI, (PTOPUCTOBOAOPOIHONM M YKCYCHOM
KMCJIOT, KaaAMUSI, Te/UTypa U UX OKCUAOB, IIO3BOJISTIO-
LLI1€ OIIPeNeIITh coaepxaHus 1o 60 aiemeHTOB ¢ 1O
Ha ypoBHe n X 107'—xn x 1077 mac. %. Cytp MeTOna
TOHKOTO CJI0sI 3aKJII0YaeTCsl B BBINApMBaHUM PACTBO-
pa KOHIIEHTpaTa INpUMeceil Ha CIIELIMaJIbHO ITOATrO-
TOBJICHHO ITOBEPXHOCTU KPEMHUEBOM ILUIACTUHEBI U
MOCJIeAYIOEM aHaInu3e cyxoro octarka. [1pu aHanm-
3¢ KOHIICHTPAaTOB METOJOM TOHKOTIO CJIOSI TOCTHUTA-
FOTCSI BBICOKHE 3HAYEHUS KO3(P(PUIIMEHTOB KOHIICH-
TpupoBaHus 1pu MajioM (20—50 MKJT) pacxolie peak-
TUBOB, 4YTO oOOecnedyrMBaeT MHHUMYM BHOCHUMBEIX
3arpsI3HEHMI II0 PacIIPOCTPaHEHHBIM MIPUMECIM U
3HauuTeabHOe cHxkeHue 1O aHaauTos.

CrenmyeT oxXXuaaTh, YTO aHAJIOTUIHBIC PEe3YIbTaThl
MOTYT OBITh TIOCTUTHYTHI U MIPU UCHOJIb30BAHUMN ME-
Tozila ToHKoro cjios B couetanuu ¢ MC-MCII ¢ na-
3epHBIM I1po6ooTOopoM (JIA-MC-MCII) [11—13].
ITomoOHBIN cITOCOO MOATOTOBKUA MPOO IPUMEHWIN
aBTopbl padoThl [14] npu JIA-MC-UCII-ananuze
ounonorndyeckux oobrekToB. B padore [15] JIA-MC-
N CITucnonn3oBanu mist KXA kpoBu. ATUKBOTBI 00-
pa3loB BbIIIapUBaId Ha (PMILTpOBaJIbHOI Oymare,
IIJIST pacueTa KOHLIEHTpALMii aHAaJIUTOB B 00pa3Ibl BBO-
JIWJIM BHYTPEHHUM CTaHIApT — IJIAaTUHY B KOHLIEHTpa-
uyu 1 x 1073 mac. %. Ipenenst oonapyxenusa Cd, Co,
Cuu Pb coctaBumu ot 4 x 1072 1o 5 % 10~8 mac. %. U3-
BecTeH [16] cmocob aHanmM3a pacTBOPOB, OCHOBAH-
HBI1 Ha CMEIIMBAaHUM IIPOO C alleTaTOM HaTpusl, BbI-
MMapvMBaHMUU ITOJIyYCHHOM CYCIIEH3UH Ha IIOJIMCTUPO-
JIOBOII TIONJIOKKE WM aHajiu3e CyXoro ocTaTKa
metoaoM JIA-MC-UCII. ABTopaM ymajoch CHU-
3uTh abcomoTHBIe I1O B 2—7 pa3 1Mo cpaBHEHUIO C
MC-UCII-aHanu3oM pacTBOPOB CO CTaHIAPTHBIM
IMHEBMATUYECKMM BBOAOM IIp00. OpuUrrMHaIbHbIA
crtocob koiamdectBeHHOTo JIA-MC-UCII-ananm3a
CTEKOJI M KaTaJIn3aTOPOB IIpeajioXeH B padoTax [17,
18]. 111 mocTpoeHMs rpaalyupoBOYHBLIX TpadrKOB
aBTOPBI BRINIAPUBAIM CTAHAAPTHBIE PACTBOPHI aHAIM-
TOB Ha MOBEPXHOCTU aHAJIU3UPYEMBIX TBEPIBIX 00-
pasloB.

Lems HacTosmIeil padbOTHI — OlIEHKA aHaIUTHYe-
CKMX BO3MOXHOCTEI METOJa TOHKOTO CJIOSI B COYETa-
Huu ¢ JIA-MC-UCII gng aHann3a KOHLIEHTPaTOB
mukponpumMeceit mpu KXA BelecTB BBICOKOUW YM-
CTOTHl C MpeIBapUTEIbHBIM KOHIIEHTPUPOBaHUEM
IIpUMeceil Ha IIpUMepe aHaJin3a a30THOM KUCIOTHI
BbICOKOI YMCTOTHI.

KYPHAJl AHAJIUTUYECKOU XUMHUU  Tom 78

Ne 3

209
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Ammaparypa. Mcronb3oBajiu KBaapyIOJdbHBIA
MC-UCII-cnexkrpometp iCAP Qc (Thermo Scientific,
CIIIA); ycrpoiicTtBo mist 1azepHoit adstm NWR-213
(ESi, CIIIA) na BBoga aHamm3upyeMbix mpoo B MCI.
ITpo6sr mnsa BeimonHeHus1 JIA-MC-MCII-ananuza ¢
MPUMEHEHUEeM MeTOIa TOHKOTO CJIOSI HAHOCWJIY Ha MO~
BEPXHOCTb CITELIMAILHO MOATOTOBJIEHHOM KPeMHUEBOIA
MOMJTOXKY Y TOMEIIAIN B STYCHKY JUIST JTa3epHOI abIs-
. OCHOBHBIE TTapaMeTPhl UCITOIb3YEMOTO 000py-
JIOBaHMS MMPUBEIECHEI B Ta0I. 1.

PeakTnBbl. A30THYIO KUCJIOTY OC. 4. 27-5 mOTIOJN-
HUTEJILHO OYUINAJIu CyOOOIIEepHON IeperoHKoi B
muctTwuiinuoHHoi cucreMe DuoPUR (Milestone,
CIIA). JeroHN30BaHHYIO BOIY C YIAEIbHBIM COIIPO-
TuUBJCHUEM He MeHee 18 M OM 1oirydanu ¢ mpuMeHe-
HHMeM cucteMbl ouucTtku Direct-Q3 (Millipore,
CIIA). s mpUroToBJICHUS PACTBOPOB JIJISI KOJIMYe-
CTBEHHBIX HU3MEPEeHUIl HCIMOJIb30Bajl MHOTOBJIe-
MEHTHBbIe cTaHAapTHbIe pacTBopbl (MBDC) MDOC 1-4
u MBC P3M (OO0 Ckar, HoBocubupck, Poccus).
Konnenrpamuum smemeHTOB B MOC cocTaBiIsiiu:
MBC-1: Al, Ca, Cd, Cr, Fe, K, Mg, Mn, Na, P, Zn
50 mxr/ma, Li 10 mxr/mi; MBC-2: B, Bi, Co, Cu,
Ga, In, Ni, Si, Ti, V 50 mxr/mi; MBC-3: As, Pb, Rb,
Sb, Se, Sn, Te 50 mxr/ma, Ba, Sr 20 mxr/Mi1, Ag, Au,
Be 10 mxr/mi, Hg 5 mxr/min; MOC-4: Hf, Mo, Nb,
Re, Ta, W, Zr 50 mxr/mn; MOC-P3M: Ce, Dy, Er,
Eu, Gd, Ho, La, Lu, Nd, Pr, Sc, Sm, Tb, Tm, Y u Yb
50 MKr/MJI. B KauecTBe BHYTpEHHETO cTaHIapTa Ipu
U3MEPEHUSIX MPUMEHSUIM UHINI, KOTOPBI BBOIWIN
B aHaJM3UPyeMbIe pacTBOPHI B BUIE CTAHIAPTHOIO
pacTBOpa MHAMS ¢ KOHIeHTpatueit 2.0 Mr/MiI.

IIpouenypy moarorosku npo6 mist JIA-MC-UCII-
aHajqu3a C UCIOJIb30BAaHUEM METOJla TOHKOIO CJIOS
MPOBOAWIN CeayIouM oopa3oM. B kauecTBe 1o~
JIOKKM MMPUMEHSUIN TJIACTUHY U3 KPEMHUS BBICOKOI
yuctotel Mapku KJIIb. IlpeaBaputeabHO MHOBEpX-
HOCTb MJIACTUHBI TIPOMBIBAJIU TIJIABUKOBOM KUCJIOTOM
1 IernoHn3oBaHHOU Bomoi. Ilocie 3TOro aJmKkBOTY
aHaJIM3UPYEeMOro pacTBOpa, KOHIIEHTpaTa npumeceit
WJIM pacTBOpa ISl TpaayupoBKu oobeMoM 10 MK ¢
nobaBjieHWeM BHYTPEHHEro craHaapta (MHAUN B
koHIeHTpauuu 100 Hr/mMja) HAaHOCWJIM Ha IOBEpX-
HOCTb KPEMHMEBOI MJIACTUHBI W BbIMAPUBAIU IO
MK-nmammoit B YncToM O0OKCe ¢ MPUHYIUTEITBHOM TSI -
roii. 3aTeM KpeMHUEBYIO TUIACTUHY TEPEHOCUIIN B
kamepy JIA yctpoiictBa NWR-213, mpoBoawin ot-
KauyKy KamMepbl, TPOAYBAJIM €€ reJiuieM BLICOKON 4u-
ctoThl 1 BeIIONHSIIN JIA-MC-UCII-ananu3 cyxoro
ocraTka rpooni. U3o06paxkeHus1 yuacTka KpeMHUEBO
TUTACTUHBI C CYyXUM OCTAaTKOM aHaJIW3UpyeMoid Mpo-
OBl 10 U TTOCJIE BHITIOJTHEHUS aHAIU3a TTPeACTaBICHBI
Ha puc. 1. YcTaHOBWIMN, 4YTO CYyXOU OCTATOK TIPU BbI-
MapyvBaHUU a30THOM KUCIOThI OCaK1aeTCs B BUE 3a-
MKHYTOTO KoJiblia. MI3MepeHusi curHajga aHaJIuTOB
MO0 IMaMeTpy KOJiblla MOKa3ayiu, 4YTo pa3jIniuii B oca-
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Taomuna 1. MuctpymeHtanbsHbie napameTpbl JIA-MC-UCITT- u MC-UCITI-ananuza

ITapametp 3HayeHue
MC-UCII
MommnHocts UCIT 1550 Bt
I1nazmoobpa3syroluii MOTOK aproHa 14 n/MuH
BcnomoraTeabHbIl ITIOTOK aproHa 0.8 1/MuH
TTponomknuTenbHOCTh PETUCTPALIMY CUTHAJIA AaHAJIMTUYECKOTO U30TOTIa 0.001 ¢ JTA-MC-HMCITI), 0.05 ¢ (MC-UCII)
PacrnibuiutenbHbIN MOTOK aproHa 1.10 1/mMuH

Pacnibuiurenb

JlazepHpIit po600TOOP

ITpoGononarouii MOToK (reuii)
J1oIoJIHUTEIbHBIH ITOTOK (aproH)

Yacrora JIA

CKOpOCTbh CKAHUPOBaHUSI TOBEPXHOCTH MPOOBI
JwuameTp ripo6ooTOopa

ITnotHOCTh 3Heprum JIA

MicroFlow PFA-ST ES 2040

0.5 n/MuH
0.8 1/MuH
20 Tix
400 Mmxm/c
100 mxm

0.1 JIx/cm?

KICHUMU BJICMCHTOB C pa3iMyaroluMUCA (I)I/ISI/IKO-
XUMUYECKUMU CBOMCTBAMU He HAOII0daeTCs.

PE3VJIbTATbBI 1 UX OBCYXIEHHUE

IInoTHoCTh 3Hepruu Jasepa. [lns peanusanuu
JIA-MC-UNCII-aHanu3a BElIeCTB BBICOKOK YMCTOThI
B COUETAaHUU C METOJIOM TOHKOTO CJIOSI HEOOXOIUMO
obecrieuuTh 3(hGheKTUBHBIN OTOOp aHAIU3UPYEMOit
TPOOBI C TOBEPXHOCTH KPEMHMEBO ITOIIOKKN C MU~
HUMAaJIbHBIM BKJIQJIOM MaTepuaja NomIoxXkKu. I1mor-
HOCTb DHEPruM — 3TO OAUH U3 BaXKHbIX TTApaMeTPOB

100 MKM
[ EEE————

JIA, onipenensiommx 3¢pHeKTUBHOCTh MPOOOOTOOpA.
J11s1 BBIOOpa ONTUMAaJIbHBIX apaMeTpoB JIA HCITOJIb-
30BaJId pPacTBOPHL C KOHIEHTpaluell aHaJIUTOB
50 Hr/MJ1, TPUTOTOBJIIEHHBIE M3 pacTBopoB MBC u
0.5 M a30THOIi KUCJIOTbI. ATUKBOTHI PACTBOPOB 00b-
emoM 10 MKJI HAaHOCWJIM Ha IIOBEPXHOCTh KpeMHUeE-
BOM ITUIAaCTUHBI U TIPOBOAMJIN ITIPOOONOATOTOBKY, KaK
OITMCaHO BHILIIE.

AP PeKTUBHOCTL TTPOOOOTOOPA OLIEHUBAIU ITIPU
CJIeIyIOIINX 3HAaYeHUSIX IDTOTHOCTU Heprum: ~0.001,
~0.005, 0.01, 0.05, 0.1, 0.5 u 1 Jdx/cMm? (3HaYeHUs
TUIOTHOCTEN 3Hepruu cooTrBeTcTBYIOT 30, 35, 40, 44,

Puc. 1. YyacTok KpeMHUEBOM MUIACTUHBI C KOHIIEHTPATOM MIPUMECEH 10 TIPOBEACHUS aHaIn3a (a), TOT XKe y9acTok mocie JIA-
MC-UCII-ananm3a (6). KoHlleHTpalust aHaJIUTOB B UCXOITHOM pacTtBope 25 ppb.

KYPHAJI AHATUTUYECKOM XUMUU
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ITnorHocTts sHepruu JIA, JIx/cm?

ITnorHocts sHeprun JIA, JIx/cm?

Puc. 2. BiusiHue NJI0THOCTY 9HEPIMU JIa3€PHOTO U3JTyYeHHUs Ha BeJIMUMHY CUTHAJIA aHAJIUTOB U MaTepUaia MOMIOXKHA — KPeM-
Hus (a); 9 GhEeKTUBHOCTh OTOOPA pacTBOPA, BBITTAPEHHOTO Ha KPEMHUEBOI MTOMITOXKe (0).

47, 54 u 60% ot sHepruu ja3epa Io ILIKajuae yCTpOoii-
ctBa JIA). /s pacueTta 3(ppeKTUBHOCTU OTOOpA Cy-
XOTO OCTaTKa IIPOOKI ITPOBOIMIIN IOBTOPHEII IPO0O-
0TOOP C TeX K€ YIaCTKOB MOBEPXHOCTU IIPU MJIOTHO-
ctu sHeprum Jjasepa 1 Jx/cm?. Ilocie storo us
U3MEPEHHBIX CUTHAJIOB aHAJIUTUYECKUX M30TOIIOB
pacCYUTHIBAJIM AOII0 MaTepualia IIpPoOBI, OTOOpaH-
HOTO 3a MepBHIi Tepnon Bo3neiicteusg JIA. YcraHo-
BIJIM, UTO MakKcuMayibHas 3¢ @eKTUBHOCTh OTOOpa
KOHIIEHTpaTa NpoObl C MOBEPXHOCTU MOMIOXKH J10-
CTUTAeTCs MpH 3HAYEHUSIX IJIOTHOCTU 3Heprum JIA
0.1 Jdx/cm? n Bbuue. [Ipy MeHbIIMX 3HAYEHUSX
IJIOTHOCTU 3HEepruu 3(hp@PEeKTUBHOCTH ITPodooTOOpa
YMEHbIIIaeTCsl U MpOUCXoauT cHuxkeHure AC orpene-
JISIEMBIX 2JIEMEHTOB. [IprMephI ToTy4Ye HHBIX 3aBUCH -
MocTel mpuBeaeHbl Ha puc. 2. CyliecTBeHHBIX pa3-
JINYUI BKCIIepUMEHTAIbHBIX pe3yJbTaTOB IJIs pas-
HBIX DJJIEMEHTOB He HaOmopamu. HanbHeitmue
U3MEPEHUS TIPOBOIMIIN ITPU TJIOTHOCTU SHepruu JIA
0.1 JIx/cM?, Tak KaK UCIIOJIb30BaHUE OOJIBIIMX 3HA-
YeHMI He TIPUBOAUT K yBeJquuyeHuto AC orpenessie-
MBIX 3JIEMEHTOB, HO IIPM 3TOM CYIIIECTBEHHO BO3pac-
TaeT CUTHAJI MaTepualia IMOAI0XKKN — KPEMHMSI.

CKOpOCTh CKAHMPOBAHHS TOBEPXHOCTH 00pa3na
SIBJISIETCSI OMHOM M3 XapaKTepucTuK JIA, onpenensiio-
el 3pHEKTUBHOCTL MPOOOOTOOPA U KOJIUUYECTBO
MmaTtepuaia rnmpoosl, nocrynawiiero B UCII, u cyiie-
ctBeHHO BiusieT Ha AC u I1O ananuTos. [1pu BeIOOpe
CKOpPOCTHY CKaHUPOBaHUSI €€ 3HAUEHUsI BapbUPOBAIU
B quana3oHe oT 10 mo 1000 mxMm/c. [TpobooT6op mpo-
BOIMWJIU TIPU paHee BbIOPAHHOM MJIOTHOCTU PHEPTUU
JIA 0.1 Ix/cMm2. YcTaHOBWIN, YTO BEJIMYMHA CUTHAJIA
aHaJIUTOB BO3pacTaeT IPU YBEJIWYEHUU CKOPOCTU
CKaHUPOBAHUSI TIOBEPXHOCTU, MPU DTOM 3aBUCU-
MOCTB OM3Ka K JIMHEHOM TP M3MEHEHUN CKOPO-
CTU CKaHUPOBaHWUs B iuanaszoHe ot 50 go 1000 mxm/c
(puc. 3a). DPEPEeKTUBHOCTL OTOOPA CYXOro OCTaTKa
npo6bl 611m3Ka K 100% u cyliecTBeHHO He U3MEHSIeT-
csl P UBMEHEHUU CKOPOCTU CKaHMpoBaHUs oT 10
1o 400 MKM/c, Tipu OOJIbIIEN CKOPOCTH CKAHMPOBa-
HUS 3P PEKTUBHOCTL OTOOpA CYXOT0o OcTaTKa IpoOkI
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cHmkaetrcs (puc. 36). Haunbosee HU3KMe 3HAYEHUS
ITO aHaTUTOB JOCTUTAIOTCS TIPU CKOPOCTH CKAHUPO-
BaHusg 400 MKM/C, TO3TOMY B JAJIbHEUIIIEM MCIIOJIb-
30BaJIM 3TO 3HAYCHUE.

VeaoBus perMcTpanuM AHAJUTHYECKOTO CHTHAJA.
st mojydeHusI BOCIIPOU3BOIMMEIX KOJIMYECTBEH-
HBIX pe3yiabTaToB JIA-MC-HWCII-aHanu3a ¢ ucIoib-
30BaHMEM MeTOoAa TOHKOTIO CJI0sI HEOOX0IMMO obec-
NeYUTh ITOJIydCHUE CTAOMJIILHOIO M MHTEHCHUBHOIO
AC ompenessieMBIX 3J1eMeHTOB. I1o TaHHBIM MUKPO-
CKOIIMYECKUX HabmoneHuit (puc. 1), pu BbIITapuBa-
HUM pacTBOpa Ha ITOMJIOKKE MaTepyall IIpoObI HepaB-
HOMEPHO pacpeaeIsieTcs IT0 IIOBEPXHOCTH IMOIIOXKKH.
YT00BI yUeCTh HEPAaBHOMEPHOCTh pacIpenacacHUsT Ma-
TepHaia IIpoObI 1eJIeCco00pa3HO MCIIOIb30BaTh BHYT-
pPEHHUIT CTaHIapT, B Ka4eCTBE KOTOPOIO B aHAJIM3U-
pyeMble pacTBOpbl BBoAWJIM WHAui (100 Hr/mi).
OC00EeHHOCTBIO KBaJPYIIOJIbHBIX MaCC-CIIEKTPOMET-
pPOB SIBIISIETCS TIOCIEO0BATEIbHASL PETUCTPALIAS CUT-
HaJIOB aHAJIMTUYECKUX U30TOIOB. I1pu perucrpaiuu
CUTHAJIOB aHAJIMTUYECKMNX M30TONOB IIPUMECE U
BHyTpeHHero ctangapra (!°In) B UCIT moxeT rmocry-
naTtb MaTepHall IIpoObl C pa3IUYHBIX YYaCTKOB II0-
BEPXHOCTH, YTO MOXET IIPUBECTU K HU3KOI BOCIIPO-
nsBogumoctu otHomeHuss ACX/AC™ (rme X — mso-
Tonn aHaiauTa). CienoBaTeabHO, IS ITOJTYYSHUS
BOCIIPOM3BOIMMBIX PE3YIbTaTOB C MCIIOJb30BaHUEM
METO/1a TOHKOTO CJIOSI HEOOXOIMMO OIITUMU3UPOBATh
MIPOJOJKUTENILHOCTh peructpauuu AC aHaJIUTOB U
BHYTPEHHEro craHgapTa. s 3Toro u3amMepuin 3Ha-
yenuss AC npu IIpOOOIKUTEIbHOCTIX PErucTpalnu
CUTHajJa Kaxnoro aHagutudeckoro msoromna 0.0001,
0.001, 0.01 u 0.05 ¢ (ctangapTHOe 3HaUeHUe mJst JIA-
MC-UCII).

YcTaHOBMIM, YTO HPOIOKUTEIBHOCTh MHTETPU -
poBaHus1 aHanuTU4eckoro curHanaa 0.001 ¢ obecre-
YyyBaeT HauMMEHbIIIeE OTHOCUTEJIbHOE CTaHAAapTHOE
OTKJIOHEHHME aHAIMTUYECKOIO CUTHaJIa U MUHUMAaJlb-
Hble 1O aHanuToB. Ilpy MEHBIIUX MPOAOIKUTEIIb-
HOCTSIX WHTETPUPOBAHUS IIPOUCXOIUT CHIDKEHUE
AC, Bo3pacTaHmMe ero OTHOCUTEIBHOTO CTaHIAPTHO-
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Puc. 3. BiussHue CKOpOCTH CKaHMPOBaHUsI IOBEPXHOCTU MPOOLI TIPH JIa3epHOI abJISILIMK Ha BEJIMYMHY CUTHAJIa aHAJIMTOB (a)

u adexkTuBHOCTH TPOOGOOTOOPA (0).

ro oTkJIoHeHUs 1 noBbitieHue 10 anamiTos. Pern-
crpanusi AC ripu 60JbIIIMX BpeMeHaX UHTETprupoBa-
HUS IIPUBOIUT K IToBbImeHMIO [10 aHanmToB o npu-
yyHe CHUKEeHUd cTtabmibHOCTU AC M OTHOLIEHUS
ACX/AC,

Ilpenenbr oOHApy:KeHMS AHAJIMTOB M NPABUJIb-
HOCTb Pe3yJIbTATOB AHAJIM3a A30THOM KMCJIOThI METO-
aom JIA-MC-UCII B coyeTaHny ¢ METOIOM TOHKOIO
CJIOS M MpeABAPUTENbHBIM KOHIEHTPHPOBAHHEM INPH-
Meceii. AHAIMTUYECKUE BO3MOXHOCTH METOHa TOH-
Koro cJjiost B couetanuu ¢ JIA-MC-UCII nis ananu-
3a KOHIIEHTPAaTOB MHUKPOIPUMECE OlLICHUBaJId Ha
npuMepe aHalM3a CrieMalbHO OYMILEHHOI a30THOM
KUCJIOThI C TIpeIBapUTENbHBIM KOHLIEHTPUPOBAaHUEM
npuMeceii. JIns ouenku 110 aHaIUTOB UCIIONIB30Ba-
JIM KOHIIEHTPAThl IpUMeECeii, CogepKallluXxcs B a30T-
HOM KMCJIOTE, U TPagyUPOBOYHBIE pACTBOPHI, IIPUTO-
TOBJICHHbIE Ha ocHoBe (0.5 M a30THOI1 KMCIIOTHI U
MBOC ¢ nobaBiieHMeM BHYTPEHHEIO cTaHgaprta (MH-
nust). sl KOHLIEHTPUPOBaHUSI IpUMeceit aTuKBOTY
koHL. HNO;, 1ONOJHUTENBbHO OYMILEHHON Iepe-
TOHKOI 0e3 KUTIEeHUsI, 00beMOM 1 MJI TTOMeIIaan BO
¢TopoIIaCTOBYIO Yallly, [OCJIE YeTO MPOBOANIN BbI-
napuBaHue noa MK-mamroit B unctoM 0oKce ¢ mpu-
HyIUTeJIbHOU Tsiroii. Ilocie BeIITapuBaHMsSI KOHIIEH-
Tpat npumeceii nepeBoauiin B pactsop 10 mxim 0.5 M
a30THOM KMCJIOTHI ¢ moGaBkoit 100 Hr/ma wHOUS
(BHyTpeHHUI1 cTaHmapT). KoHeHTpaThl IpuMeceil u
aJIMKBOTHI TPAAyMPOBOYHBIX PACTBOPOB OOBEMOM
10 MKJI HaHOCWJIM Ha MOBEPXHOCTh KPEMHUEBOI1
IJIACTUHBI U IIPOBOAMJIM HPOOOIIOATOTOBKY, KakK
omnucaHo Bhlle B pazaeie “IIpolenypa moaAroToBKu
npoo6”.

g MC-MCII-ananu3a a30THOM KUCIOTHI C UC-
MOJIb30BAaHUEM CTaHAAPTHOM MHEeBMATUYECKOIl CUCTe-
MBI BBOZIa TIPOO KOHIIEHTPAT IpUMeceil ITepeBOININ B
1.5 M1 0.5 M HNO,;. IpanyupoBKy Npy CTaHIAPTHOM
MC-UCII-aHanu3e BBIIOJHSUIA 10 MHOTO3JIEMEHT-

I1penensr oOHApYKEHUST aHATUTOB OLICHUBAJIN TTO
3s-KpUTEPUIO, Pe3yJbTaThl OLIEHKU IIPEICTaBICHEBI B
Tab6:1. 2. VI3 JaHHBIX TaOJIMUIILI MOXHO CIOEJIaTh CIICIy-
IOIII1i€ BBIBOMHI:

* IO anammrtoB mpu crangaptHom MC-UCII-
aHaJIM3€ PacCTBOPOB a30THOM KMCIOThI BBICOKOM YK~
CTOTHI C TIpeIBapUTEIbLHBIM KOHIIEHTPHUPOBAaHUEM
rpuMeceii coctaBsior ot 8 X 107! 1o 4 X 107° mac. %;

* Metonq MC-UCII ¢ mpenBapuTeaIbHBIM KOH-
LEeHTPUPOBAaHUEM IIPUMECE MO3BOJISIET KOHTPOJIM-
pOBaTh coliepKaHUEe TTPUMECHBIX 3JIEMEHTOB B a30T-
HOI KHUCJIOTE YUCTOTOM 7N2;

* 10 49 ananutoB npu JIA-MC-UCII-ananuze
A30THOI KMCJIOTHI C IPENBAPUTEIBHBIM KOHLIEHTPH -
pOBAaHMEM TIpUMECE M WCIIOJIb30BAHUEM METONA
TOHKOTO CJIOS HAXOHATCA B quarna3oHe ot 3 X 10~ mo
4 x 108 mac. %;

* 3a CYET CHIDKEHUSI KPAaTHOCTU pa30aBIICHUS U
3¢ HEKTUBHOIO MCIOML30BaHMSI KOHIICHTPATOB TIPH-
Meceil MeTo, TOHKOTro cjos1 B couetaHuu ¢ JIA-MC-
UCII no3sommn camnsnTs [10O 6oabIIMHCTBA aHAITMTOB
B 10—1000 pa3 n o6ecredyuTh BO3MOKHOCTH KOHTPOJIS
a30THOI KUCJIOTHI YUCTOTOM 8N8 Ha comep:KaHUE HC-
cJIenyeMbIX aHAJIUTOB.

B HaunbonbLeit crertenu cHukatores 110 7Li, *Fe

u 77Al, uTo 0BYCIIOBJIEHO CHUXKEHUEM UHTEPDEPEH-
M1, BBI3BAHHBIX MOJUATOMHBIMA MOHAMU, B CO-

CTaB KOTOPBIX BXOAMT a3orT: 'Ni, “Ar“N* u
UNUN*Y mpu JIA-MC-UCII-aHanuse, Tak Kak B
ciayyae MC-MUCII-ananuza 8 UCII nomaercsa 0.5 M
HNO,. Omnpenenenne "B nipu JIA-MC-UCII-ana-
JIu3e 3aTpyIHEHO, YTO OOYCJIOBJICHO COAep>KaHUEM
o6opa B kpemHueBoil miaactuHe (K/IB). Metomom
JIA-MC-HCII He onpenenstiorcs Takke Si (MaTepu-
an nomnoxku), Na, K, Ca (moamatoMHbIe MHTEP-

HBIM pacTBOpaM, IPUTOTOBIEHHBIM Ha ocHOBE 0.5 M ¢epenuun), Sn u Hg (motepu npu KOHLIEHTPUPOBA-

HNO; u pactBopoB MOC.

KYPHAJI AHAJIMTUYECKOWN XUMUWU
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Tabomuna 2. [Mpenenbr oOHapyXeHUSI aHAJTUTOB B a30THOUM KUCJIOTE C MPEeNBapUTEIbHBIM KOHIIEHTPUPOBAHUEM TTPUME-
ceit ((1) — JTA-MC-UCII ¢ ucnoab3oBaHUEM METOMIa TOHKOTO ciios, (2) — cranmapTHbii MC-UCII-ananus, (3) — Hop-

matuBHBIe TpeboBaHus [OCT 11125-84 Ha a30THYIO KHCIIOTY OC. 4. 27-5%)

10, mac. % 10, mac. %
Ananut AnHamurt

(1) (2) (3) (1) (2) (3)
Li 8 x 1071 2% 1077 - $5Rb 2x 10710 8 x 1010 -
‘Be 9 x 107! 4% 10710 - 88Sr 1x107° 3x107° -
B — 1x10°8 2% 1077 N7r 5x 10710 1x107° -
Mg 2% 1078 8 x 1078 1 %1076 SNb 5% 1071 6 x 10710 -
27Al 4%x10°8 6 x 107° 1x107° %Mo 8 x 10710 3x107° -
3p 8 x 1077 5% 1077 1 %1076 107Ag 1% 10710 4 x 10710 2% 1077
3¢ 1 x 10710 4x107° - 11881 - 2x107? 2% 1077
“Ti 4x107° 2% 1077 1x107° 1215p 6 x 10710 2% 107° 1 %1076
Sy 1 x 10710 1x107° - 137Ba 2% 107 5% 107 -
2Cr 7% 10710 5x107° 8 x 1077 78Hf 6 x 107! 5x 1010 -
>Mn 8 x 10710 4 %107 2% 1077 1813 3x 1071 2% 10710 -
>4Fe 2% 107° 6 x 1077 1x107° 182y 5% 10710 9 x 107° -
¥Co 1 x10°10 5% 10710 5% 1077 185Re 4 x 1071 9 x 107! -
60Nj 1x107° 5% 1070 5% 1077 197 Au 7 x 1071 4% 10710 2% 1077
03Cu 4x107° 1x10°8 2x 1077 202Hg - 2x108 2x 1077
87n 1x10°8 6 x 1078 5% 1077 208pp 4x107° 5% 107 5% 1077
Ga 2% 10710 2 %1070 - 209B; 1x107° 2% 1070 8 x 1077
SAs 4x 10710 4x107° 1x1077 P3M 3x1071— | 8x 1071~ -

4 %1010 5x 10710

77Se 1x107° 2x10°8 -

* MaccoBasi 10oJIsI CyMMBI Tsikeabix MetajuioB (Ag, Ni, Bi, Pb, Cu, Co, Zn) He 6osiee 4 X 107 mac. %. ** OmpeneneHre KOHIIEHTPALIUU
06opa 3aTpyIHEHO T10 TIPUYMHE BRICOKOTO 3HAUY€HUST KOHTPOJILHOTO OIThITa U3-3a €T0 COMEPKaHMsI B UCITOJIb3yeMOIl KpEMHUEBOI T1a-

ctuHe KB/I.

ConepxaHue MpuMeceil B a30THOM KUCJIOTe Map-
K1 oc. 4. 27-5 HopmupoBano 'OCT [19], B cooTBeT-
CTBUU C KOTOPBIM MacCoOBasli MOJISI CYMMBbI TSKEIbIX
metaioB (Ag, Bi, Cd, Co, Cu, Hg, Ni, Pb, Zn) He
JOJDKHA MpeBbiaTh 4 X 1070%. [pu ucronb30BaHUI
JIA-MC-UCII u MeTo1a TOHKOTO CJI0S MaccoBasl I0JIS
CYMMBI TSDKEJIBIX METAJUIOB He IpesblaeT 2 X 1078%
(ucKIIIoYast pTyTh, OJIsk KOTOPOil HAOIIOMaIN IIOTEpU
Mpu KoHueHTpupoBaHuu [7]). MHpopMaTUBHOCTH
MeTOJa TOHKOro cJjiod B couetanuu ¢ JTA-MC-UCII
u crangaptHoro MC-UCII-anann3a cpaBHUBaeTCs
Ha puc. 4.

[IpaBUIILHOCTH pe3yIbTaTOB aHa/IM3a MPoO a30T-
HOI KMCJIOTHI OC. 4. 27-5, JONOJIHUTETHHO OYMIICH-
HOI1 TeperoHkKoit 6e3 KUMeHUsI, METOJIOM TOHKOIO
citost B couetanuu ¢ JIA-MC-UCII, npoBepsiiu cio-
co00M BBeICHO—HaieHO, pe3yIbTaThl IIPEeaCcTaBiIe-
HbI B Ta0J. 3. BugHO, 4TO HaliieHHbIC 3HAYEHUSI KOH-
LEeHTpalii aHAJIUTOB YIOBJIETBOPUTEILHO COIJIACY-
IOTCSI C BBEIEHHBIMHU. IIpaBMIBHOCTH pPe3yIbTaTOB
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TakxXXe MOATBEePKAaeT TMHEeHHOCTh MOJTYYEHHbBIX rpa-
IYUPOBOYHEIX 3aBUCUMOCTEN (KO3 ULIMEeHT ar-
MMPOKCUMALIUK JIMHEHHOM 3aBUCUMOCTBIO R’ HEe Me-
Hee 0.993 nnsg uccnenyeMbix aHanuToB). TakuM 06-
pa3oM, MPEeMIOXKEHHBI coco0 aHalu3a MO3BOJISIET
MOJIyYaTh HaJIEKHBIE KOJTMYEeCTBEHHBIE TaHHBIC.

%k ok ok

Ipennoxen crioco6 JIA-MC-UCII-ananu3a Be-
IIECTB BBICOKOM YHMCTOTHI METOAOM TOHKOIO CJIOSI C
npeaBapuUTebHBIM KOHIIEHTPUPOBAaHEM IpUMeECeit.
Briopansr ontumanbHbie yciaoBus JIA-MC-UCII-
aHanm3a (IJIOTHOCTh BHEPIUM JIa3€PHOr0 M3JIyde-
HUSI, CKOPOCTh CKAHMPOBAHUSI [IOBEPXHOCTHU ITPOOHI,
MPOAOJIKUTETLHOCTh MHTETPUPOBAHUSI CUTHAJIA aHAa -
JIMTUYECKHUX M30TOIIOB). DKCIIEPUMEHTAIBHO ITOKa-
3aHO, YTO TIOTHOCTh SHEPTUU JIA3EPHOTO U3ITYYCHUS
0.1 JI>x/cM? ¥ CKOPOCTb CKAHMPOBAHUS TIOBEPXHOCTU
400 MkMm/c obecneuynBaloT 3POEKTUBHBIN OTOOP
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Puc. 4. CpaBHCHI/IC I/IH(l)OpMaTI/IBHOCTI/I METOJ0B KOJIMYECTBEHHOTO XMMUYECKOTO aHAJIM3a a30THOIM KM CJIOTHI BBICOKOI YMCTO-

ThI C MPEABAPUTENIBHBIM KOHLICHTPUPOBAHUEM TTPUMECEIA.

KOHIIEHTpaTa IpuMeceii ¢ MOBEPXHOCTHU MOIJTIOXKHU,
HaWOONBIINIT aHATUTUICCKU CUTHAJI M HaUMEHb-
mue ITO onpenensieMbIX 2JIEMEHTOB. YCTaHOBJICHO,
YTO TIPH UCTIOTB30BAHUM IUIOTHOCTU SHEPTUH JIa3ep-
Horo usnydeHus 6osee 0.1 Jx/cM? IPOUCXOOUT Pe3-
KOoe yBeJIWYeHHWE CHUTHAJIa MaTepruayia ITOMIOXKH

(kpeMHUs). ONTUMU3UPOBAHA ITPOIOJLKUTETLHOCTD
pEeTUCTpalliy CUTHAJIOB aHAIUTHUYECKUX M30TOIIOB.
IIpoBeneHa olleHKAa aHAJIMTUYSCKUX BO3MOXKHOCTEM
meTtona ToHKoro ciost 1 JIA-MC-UCII-anam3a
BEIIECTB BBICOKOM YMCTOTBHI Ha IIpUMEpE aHajlImu3a
CIielMajJbHO OYMILIEHHO a30THOM KMCIOTHI C IIpe/-

Taomuna 3. PesynbraTtel JIA-MC-UCII-aHanu3a a30THOM KUCIOThI CITOCOOOM BBEIeHO—HAeHO ¢ MPenBapUTEIbHBIM
KOHUEHTPUPOBAHUEM MPUMECEN U UCTIOIb30BAHUEM METOa TOHKOTO ciosl (n = 3, P=0.95)

AHaIUT BBeneHo, mac. % Haiigeno, mac. % AHaauT BBeneHo, mac. % Haiineno, mac. %

Li 4x10°8 Bx£1)x108 77Se 2% 1077 (1.8 £0.4) x 1077
‘Be 4x10°8 Gx1)x108 85Rb 1 %10~ (8.1£0.5) x 10710
Mg 2% 1077 (1.8 +£0.2) x 1077 88Sr 8 x 108 (8.3+0.9) x 1078
27Al 2% 1077 (2.3£0.6) x 1077 W07y 1 %107 (1.2£0.1) x 107°
3p 2% 1077 (2.0+0.4) x 1077 9Nb 1x107° (.0 +0.2) x 107
3¢ 1x107° (1.0 +0.1) x 107° %Mo 1x107° (1.240.2) x 107
“Ti 2% 1077 (1.6 £ 0.4) x 1077 07Ag 4x10°8 B+1)x108
Sty 1 %107 (8.4 0.9) x 10710 1215p 2x 1077 (1.6 £0.2) x 1077
2Cr 2% 1077 (1.8 £0.3) x 1077 137Ba 8 x 108 (7+£2)x10°8
3Mn 2% 1077 (2.5%0.6) x 1077 178 £ 1 %107 (1.3£0.3) x 107?
>Fe 2% 1077 (2.0£0.4) x 1077 181 1x107° (1.24£0.2) x 107
¥Co 1x107° (.0 +0.2) x 107 182yy 1x107° (1.34+0.2) x 107
BNi 2% 1077 (2.3+£0.4) x 1077 185Re 1x107° (1.0 £0.3) x 107
0Cu 2% 1077 (2.1+0.5) x 1077 197 Au 2% 10710 B+1)x10710
87n 2% 1077 (2.3£0.6) x 1077 208py, 2% 1077 (1.9 £ 0.4) x 1077
Ga 1x107° 8+2)x 10710 209B4 2% 1077 (2.0+£0.5) x 1077
5As 1 %107 (1.1£0.1) x 107° P3M 1 %107 or (8 £2) % 10719 1o
(L1 +£0.2) x107?
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BapUTEIbHBIM  KOHIEHTPUPOBAaHUEM  IIpUMeECEi.
YcranoBneHo, yto I1O aHaaUTOB HaxoIsITCS B AMa-
nasoHe oT 1 X 10~ no n x 108 mac. %, mig 60Jb-
muHcTBa aHaIuToB ITO Huke B 3—2500 pa3 mo cpaB-
HeHMio co cra"HgaptHeiM MC-MCII-anamm3om.
Crioco00M BBeJIcHO—HaNIEeHO YCTAaHOBJIEHO YIOBJIE-
TBOPUTEJIbHOE COOTBETCTBME HAMAECHHBIX 3HAYCHUIA
KOHIIEHTpAallii aHAJIUTOB BBeIeHHBIM. PazpaboraH-
HbIi ctocod JIA-MC-UCII-ananu3a B coyeTaHUM C
METOJOM TOHKOIO CJIOSI IIEPCIIEKTUBEH [IJISI aHaJIu3a
BEIIIECTB BBICOKOM YHCTOTHI C IIpeABapUTEIbHBIM
KOHIIEHTPUPOBAHMEM IIPUMeECeii, TOCKOJIBKY ITO3BO-
JISIET UCKJTIOYUTh CTaaMIO pa30aBJIeHUST KOHIIEHTpa-
TOB IIPUMECEN U YBEININUTH 3(PHeKTUBHOCTh MX BBE-
neans B MCII mo cpaBHEHMIO CO CTaHOAPTHOM CHU-
CTeMoii BBoJa Mpo0. DTo oOecreuynBacT yBeJIMYeHUE
KO3 GUIMEHTa KOHLEHTPUPOBAHUS, CHIDKCHNE
BKJTaZla KOHTPOJIBHOTO OIThITa B AaHATNTUYECCKUI CHUT-
HaJl oIIpeAeisieMbIX 3JEMEHTOB M 3HAYMTEJILHOE
caikeHne I10 aHaanuTOB.

Paboma noddepucana Munucmepcmeom Hayku u
svicuezo obpaszosanusi Poccuiickoit @Pedepayuu, npo-
exkm Ne 121031700315-2.
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