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7151 oriepaTUBHOTO aHATUTUYECKOTO KOHTPOJISI TEXHOJIOTUHU MOJYYEHUST YMCTOM CypbMbI pa3paboTaHa Me-
TOIMKA MHOTO3JIEMEHTHOM aTOMHO-3MUCCUOHHOM CIIEKTPOCKOITMY ¢ WHIYKTUBHO-CBSI3aHHOM TUTa3MOi
(ADC UCII). BeibpaHbl aHUTUTUYECKUE JTMHUU OIIPEAEISIEMBbIX 2JIEMEHTOB C HAUMEHbIIMMU CIIEKTPaJlb-
HBIMM BIUSIHUSIMU. VI3ydeHO BIMSTHUE KOHLIEHTPALMX MaTpUYHOTO KoMITIoHeHTa (OoT 5 1o 40 r/1) Ha aHa-
JIMTUYECKUE CUTHAJIBI DJIEeMEHTOB-TIpuMeceil. I3MeHeHus ycoBUil BO3OYXAeHMs B TUla3Me MPU pa3HOM
comep>KaHUM CypbMbI B pacTBope 1 pa3Hoil MommHocTy M CIT onleHUBaJIM ¢ ITOMOIIIBIO KOMITJIEKCHOTO IO~
KazaTessl XKeCTKOCTU. [Tokaszarenb KeCTKOCTU PACCUMTHIBIM MO OTHOIIEHUIO UHTEHCUBHOCTEH JIMHUIA
MarHusI—UOHHO# K aTOMHOM. YcTaHOBUIU, 4TO 40 I'/J1 CYpbMBI B aHAIM3UPYEMOM PAaCcCTBOPE CHIKAET MO~
Kazaresb KeCTKOCTH 10 5%. [IpaBUIBLHOCTh pa3pabOTaHHON METOAMKHU MOATBEPXKICHA SKCIEPUMEHTOM
“BBellecHO—HaleHO” W CpaBHEHWEM C pe3yJbTaTaMM, MTOJIYyYeHHBIMI He3aBUCHUMBIM MeTomoM. [Ipemo-
JKEHHAasT METOIMKA aHAIM3a CYPbMBbI ITO3BOJISIET OMPEIeIsITh 56 3JIeMeHTOB-IIPUMeCeii ¢ TpeneaaMu oO6Ha-
pyxenusi n X 1077—n x 10~* mac. %.

Kinouesble cj10Ba: CypbMa, aTOMHO-3MUCCHOHHAST CIIEKTPOMETPHSI, MHAYKTUBHO-CBSI3aHHasI IIa3Ma, aTOMHO-
abCOPOLIMOHHAS CIIEKTPOMETPHSI C JIEKTPOTEPMHUIECKOM aTOMU3ALIUE, TIpeaesIbl OGHAPYXEeHMsI TIpUMeceit
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BBEIAEHME

CypbMa BbICOKOI YMCTOTHI UCIIOJIb3YETCS B Kayue-
CTBE JTOHOPHOM N00aBKU IJIs1 JIESTUPOBAHUs TepMa-
Husa u KpemHus [1, 2]. IloaynmpoBomHUKOBEIE MaTe-
puaJibl Ha ocHOBe cypbMbI (AlSb, GaSb u InSb) npu-
MEHSIIOTCS B Mpou3BoacTse MK-neTeKTopoB, IMOI0B
u gaTyukoB Xosuia [3, 4]. Cenenun (Sb,Se;) u npyrue
WHTEPMETAULIMYECKUE COEAUHEHUS] CYPbMbl UCTIOJb-
3y10TCsl B (pOoTOAETEeKTOpaxX, OaTapesix, yCTpOMcTBax
naMsITU U T.4. [ 5, 6]. Kak coGCcTBEeHHBII MOIYIIPOBOI-
HUK, XapaKTEepU3YIOLIUICS MPEBOCXOIHBIMU JIEKTPU-
YECKMMU CBOMCTBaMU, TEJUTYPUIL CypbMbI (Sb,Te;) 1mim-
POKO MPUMEHSIETCSI B KaYeCTBE HU3KOTEMIEPATYPHOTO
TepMo3JIeKTprudeckKoro matepuaia [7]. Ha cBoiicTBa
1 Ka4eCTBO (PYHKIIMOHAJIbHBIX MaTEPUAJIOB HA OCHO-
BE CypbMBbI BIIMSIIOT IPUMECHBIE 3JIEMEHTHI U YPOBEHb
MUX KOHILIEHTpaLI1A.

Ha mpemnpustmn OO0 “CuoXumTexHomornmm”
ObuTa pazpaboTaHa U BHEAPEHA OMBITHO-POMBIIII-
JIeHHas nepepaborka cypbMbl Cyl [8]. B mmpous-
BOACTBE MCIOJb3YIOT KOMOWMHHUPOBAHHBIE CIOCO-

ObI OYMCTKM, BKJIIOYAIOIINE XUMUYECKIE U (PrU3nde-
cKue MeTodbl. B KadecTBe XMMMYECKHUX METOHOB
OUYMCTKHU UCIOIb3YIOT OKUCIUTEIbHOE pachMHUPOBa-
HUe U (QIIOCOBbIE 0OPAOOTKU, DITEKTPOXUMUYECKOE
paduHUpoBaHue. M3 pu3ndecKux METOI0B OUMCTKU
WCHOJIb3YIOT MHOTOKPATHYIO BAKYYMHYIO TUCTUJLISI-
IIMI0O U HaIpaBJeHHYI0 KPpUCTAIM3ALMIO pacrjiaBa
“Bo BpalarouieMcs KoHTeitHepe”. KomMOnHaus me-
PEYMCICHHBIX METOIOB OYMCTKM IIO3BOJISIET MOJY-
qyuTh cypbMy Mapku Cy-000, a mo oTaeabHbIM TTpUMe-
CsIM MaTrepHajl YHOOBJICTBOPSET TpeOOBaHUSIM MapKU
Cy-0000IT1. OtmmuuTeTbHOM 0COOEHHOCTBIO BHEAPEH-
HOIT TEXHOJIOTUH SIBJISIETCSI MICIIOJIb30BaHME KOHTEiTHE-
pa nnametpom 80 MM, UTO MO3BOJISIET IIOJIyYaTh MO~
KpHUCTa/UTMYECKIE CTMTKN Maccoii 1o 10 kr. B murepary-
p€ OTCYTCTBYIOT JaHHbBIE O IPAKTUYECKOM ITIPUMEHEHNU
KOHTEITHEPOB IIOJOOHOIO pasMepa, OOBIYHO pa3Mep
KOHTelHepoB He TpeBbiiaet S0 mm [9—11].

st ipuMeHeHUsI CYpbMbI B IIOJIYIIPOBOIHUKO-
BOI U 2JIEKTPOHHOM TEXHUKE COJIEPKAHUE TEXHOIO-
rMYeCcKy BaXXHBIX mpuMeceit Ag, As, Au, Bi, Cd, Cu,
Fe, Mg, Mn, Na, Ni, Pb, S, Se, Si, Sn, Te, Zn He
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JOoKHO npesbimath 107°—1073 mac. % [8]. Criucok
KOHTPOJIUPYEMBIX IIPUMECEN 1 YypOBEHb UX COAEPKA-
HUSI ONPENEISTIOT BEIOOP MHCTPYMEHTAILHOTO METO/IA
aHaim3a. KOHTpOJIb CTeNeHN YMCTOTHI CYPbMBI LIEJIECO-
06pa3HO MPOBOIUTH C ITOMOIIBK MHOTO3JIEMEHTHBIX
METOIVK aHaJI13a, 00ECITeYMBAIOIINX HU3KHE PEIeIbl
oboHapyxeHus (I1IO) s1eMeHTOB-TIpUMECEiA.

M3BecTHa MeToauMKa aHalM3a CypbMbl METOIOM
aTOMHO-3MUCCHUOHHOM CIIEKTPOMETPUHU C BO30OYKIe-
HHMEM CITEKTPOB B JIyTe ITOCTOSHHOTO ToKa [12]. Me-
TOJIMKA MO3BOJISIET ONpeneisaTh 14 ameMeHTOB-IpU-
meceii (Ag, As, Au, Bi, Cd, Cu, Fe, Mg, Mn, Ni, Pb,
Si, Sn 1 Zn) ¢ I1O ot 10° go 10~! mac. % /Ins yuera
BJIMSIHUSI MaTPUYHOTO KOMIIOHEHTA Ha aHaJIMTUYe-
CKME CHUTHaJIbl 3JIEMEHTOB-IIPUMMECEN HCIOIb30BaId
afieKBaTHbIE 00Opa3Ibl CPABHEHMSI, COIepKalle CYypPh-
MY BBICOKOI1 YuCTOTBI. B padote [13] ommmcaH macc-
cnekTpagbHbiii (MC) MeTon ¢ TJICIOIIUM pa3psiioM
TSI IOJIYKOJIMYECTBEHHOTO onpeaeeHus 11 mpume-
ceii: Ba, Bi, Cd, Co, Cu, Hg, Mo, Pd, Ta, Tl u W. [l
pacyeTa KOHIIEHTpallUii aBTOPhI MCIOIb30BaId KO-
(GUIIMEHTBI OTHOCUTEIBHOM YyBCTBUTEIHLHOCTH, OILIC-
HEHHBIC II0CJIe aHaJIM3a IBYX CTaHAAPTHBIX 0Opa3lIoB.
Konnenrpamyuum, omnpeneaneHHele  MC-MmeTomowm,
OJIM3KM K pe3yibTaTaM, IOJIy4YeHHBIM APYTUMU METO-
JIaMH: aTOMHO-3MUCCUOHHOM CIIEKTPOCKOIINU C MH-
IYKTUBHO-CBs13aHHOM 11a3moit (ADC MUCII) u 31ek-
TPOTEPMUYCCKOI aTOMHO-a0COPOILIMOHHOM CITEKTPO-
metpueit (DTAAC). OmHako mJis1 OOJBIIMHCTBA
anemeHTOB (Kpome Cd, Hg) 3acdhukcrupoBaHbl 3HAYM-
MbIE PACXOXICHUS B pe3yIbTaTaxX, MOJy4YeHHBIX pa3-
HBIMA METOAAaMHU, B HEKOTOPBIX CIIydasx 3HAYeHUS
OTJIMYAIOTCS B 1Ba pasa.

ITo neitctBytomemy 'OCTy [14] B cyppMe oripe-
nenstor 10 mpumeceit ¢ ITO 5 x 10775 x 10~* mac. %
MOCJIe OTAEICHUsI OCHOBBI OTTOHKOU B BUAE OpOMU-
noB. B [15] onucaHbl 1Be METOOVKU IJIsI OHpencse-
HUS TIpUMECeii B CypbMe BBICOKOM YMCTOTHI. 29 TIpr-
Meceii ONpenessiioT nocie aKeTpakimu B,B'-auxmop-
JIUATUWIOBBIM 3(PUPOM; TOMOJHUTEIBHO 9 IIpuMeceii
OIPEIIEIISTIOT MOCJIE OTTOHKM OCHOBBI B BUIE JIETKO-
seryyero xjaopuaa (SbCls), obpasyronierocs rpu B3a-
WMOJIEICTBUM CypPbMBI C Ta3000pa3HbIM XjTopoM. ITO
DJIEMEHTOB-TIpUMeceid HaXomsATCSd B OMAna3oHe OT
5% 10~% 1o 3 x 10~° mac. %.

OtnencHUeE CypbMBbI in Situ IJISI onpeneacHUusT Ag,
Cd, Co, Cu, Cr, Fe, Mn n Ni B BEICOKOYHCTOM Me-
Tajie u ero okcuae metogoM DTAAC ormicaHo B pa-
6ote [16]. HaBecku 0Opa3IoB pacTBOPSIIA B CMECH
COJISTHOM ¥ a30THOM KMCJIOT B CUCTEME MUKPOBOJIHO-
Boro pasyioxeHus. [TosydeHHBIe pacTBOPHI CTAOUIIN -
3UpOBAI BUHHOM KKCIOoTOM (5%). CypbMy ymasutn
13 pacTBOPOB C KOHIIEHTpaLueii 10 25 T/J71 Ha CTaguu
npeasapuTesibHOM aromu3auuu. 1O aneMeHTOB Haxo-
nsTes B uHTepBaie ot 1 % 107 go 1.3 x 10~ mac. %.
s 9TAAC-onpenenenus Bi, Cd, Co, Cu, u Pb uc-
MOJIb30BAJI OTHEIACHUE CYpbMBI HA MOHOOOMEHHOI
KosoHKe, 3anonHeHHo Dowex S0WX 8 1 Chelex-100.
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Hocturaytsl I10 snemenToB B guama3zone ot 0.2 1o
4.5 mxr/n [17]. dns onpeneneHus mpuMeceii MeTo-
noM UCIT MC cyppMy ynaisuiu B BUsie OpoMuaa yna-
pUBaHMEM IO BJIAXHBIX COJIEH MOCJIe pPaCTBOPEHUS
HaBECKU MPOOBI B CMECH CEPHOM U COJISTHOM KUCJIOT
npu HarpeBaHuu 10 200°C. OctaToK NepeBOaUIN B
pacTBOP a30THOM KMCIIOTOM M pa30aBisgiy Bomoii. B
noiydyeHHoM pactBope MetogoM MCIT MC omnpene-
msum Ba, Bi, Cd, Co, Cr, Cu, Mn, Mo, Niu Pb ¢ I[TO
ot 0.3 n1o 4 Hr/T.

Takum ob6pa3zom, onmyOTMKOBAHHBIC METOTWUKH TIPSI-
MOTO OTpe/IeIeHUS MTO3BOJISIIOT 0XapaKTEpU30BaTh Bbl-
COKOUYMCTYIO CYpPbMY TOJILKO IO OrpaHUYEHHOMY
CIIMCKY MNPUMECHBIX 3JIEMEHTOB, B KOTOPBI HE
BXOJSIT HEKOTOPbIE TEXHOJIOTMYECKU BaXKHbBIE MTPU -
Mecu. Mcnionb3oBaHue MPeNIBapUTEIbHOTO OTACICHUS
CypbMbI M03BoJIsieT cHU3UTh ux [1O. OgHako Takue
METOAMKM 3aTPyJIHUTEJIbHO MCIOJIb30BaTh IS Clie-
JKEHUSI 32 MIPOILIECCOM ITOJIyYEHUST CYPbMBI, T. K. OHU
BKJTIOYAIOT B CEO0ST IUIUTENIBHYIO CTAIWIO OTIEIEHUS OC-
HOBBI MpoObl. [ToaTOMy CyIlIeCTBYeT HEOOXOIMMOCTD
pa3paboTKM MPOCTOM, IKCIIPECCHON 1 MTH(POPMaATUB-
HOW METONVKY aHAIN3a CypPbMBI.

C Lenplo OIepaTMBHOIO aHAJUTUYECKOTO KOH-
TPOJISI TEXHOJIOTUY TIOJTydeHUSI CYPbMbI B HACTOSIIIEHA
pab6ote mpemnoxeHa MeTonka ADC MCII 6e3 mpensa-
PUTEJIBHOTO OTAEJIEHWSI OCHOBBI. lJIs1 TIpOBEpKU mpa-
BUWJIHHOCTH OIPeIeICHUS PsIaa PHUMeCeil UCITOIb30Ba-
m DTAAC.

OKCITEPUMEHTAJIbBHAA YACTDb

Ammapatypa. ADC UNCII-aHanu3 npoBoawivd Ha
cnekTpoMmeTpe Bhicokoro paspeuienust iCAP-6500
(Thermo, BenukoOpuTtaHusi) ¢ aKCHaJIbHBIM 0030-
pOM MJIa3Mbl, KOHLIEHTPUYECKMM MHEBMaTUYECKUM
pacubumuteneM SeaSpray (Glass Expansion, ABcTpa-
JIVST), PACIIbUINTEIILHOM KaMepoil IIMKJIOHHOTO TUTIA
Tracey (Glass Expansion, ABcTpaiusi), padboTarolieM
B IUAaIrta3oHe IUIMH BOJH 166—847 HM. AHaiuThye-
CKME CUTHAJIbl PETUCTPUPOBAIIU NPU 3HAYEHUSIX MO-
TOKOB aproHa, peKOMeHIOBaHHBIX TPOU3BOAUTEIEM
[18]. Mo1IHOCTh BBICOKOYAaCTOTHOIO TeHepaTopa BhI-
Ompanm SKCIepuMEHTaIbHO.

DTAAC-aHanmu3 IIpOBOAMIM Ha aTOMHO-a0Cop0-
moHHoM criektpoMeTpe iCE 3500 (Thermo, CIIIA)
C KOppeKIIKeil HeceJIeKTUBHOTO MOTJIOIIESHUS Mo 3e-
eMaHy. AHain3upyeMbie pacTBophl (20 MKII) BBOAM-
JIV BaTOMM3aTOp MUKpono3aTopoM. Onpenensim Ag,
Au, Bi, Cd, Co, Cu, Mn, Ni, Pb, Sn c ucnoib3oBaHu-
€M CTaHIAPTHBIX IpacUTOBBIX aTOMU3aTOPOB MPO-
IIOJIbHOTO HarpeBa 0e3 MUPOMOKPBITUS M OTHOIJIC-
MEHTHBIX JIaMI C MOJbIM KaTOAOM MO aHaJuTUYe-
ckuM TuHUsSIM (HM): 328.1, 242.8, 306.7, 228.8, 240.7,
324.8, 279.5, 232.0, 217.0, 224.6 cooTBeTCTBEeHHO. TeM-
repaTrypHble MPOorpaMMbl sl TpacUTOBOTO aTOMU3a-
TOpa ONTUMU3UPOBAIIA COIIACHO KPUBBIM MUPOIN3a U
aTOMU3alLIMHU, TIOJIyYEHHBIM IIJISI BCEX HCCIEAYEMBbIX
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a51eMeHTOB 13 pacTBopoB =3 M HCI (ta6xa. 1). -
TEJILHOCTB cTaauii (¢): cymka — 30, muponaus — 20, ato-
Mu3anus 1 oTXUr — 3. CKOpOCTh ITOTOKAa aproHa Ha
CTamUsIX CYIIKU, IMponm3a u orkura — 0.2 1/muH. Ha
CTaauy aTOMU3ALIMU TTOTOK aproHa OTKJIIOYaJIM U PEru-
CTPUPOBAJIH IUIOIIAIb ITMKA aTOMHOTO IOIJIOIIECHMS.

PeakTuBbl u maTepuajbl. B paboTte rcnonb3oBain
JIEMOHMN30BaHHYIO BONY C YASIbHBIM COIIPOTUBIICHM -
eMm He MeHee 18.2 MOwm/cM, ITOIy4EeHHYIO Ha YCTaHOB-
ke Direct-Q3 (Milipore, CIITA). Kucinorst HNO;, HCI
KBaIMUKALIUM “OC. 4.”, JOMOTHUTEIHLHO OYMIIAIN
IUCTHIIISIIME 6e3 KuneHus Ha yctaHoBke DuoPUR
(Milistone, Utanust). Konuentpaunn HNO; u HCI
rnocjie AUCTWISUUU cocTaBisuii =14 u 10 Moab/n
CcOOTBeTCTBEHHO. AHanu3 meronamu ADC UCII u
OTAAC BBITTOIHSIIN ¢ UICTIOJIB30BAHUEM aproHa BbI-
cokoii unctotsl (TY 6-21-12-94).

st npuroToBJIEeHUSI pACTBOPOB CPaBHEHMUSI 1C-
MOJIb30BaJIM MHOTO3/IeMeHTHbIe cTaHnapTHbe (MBDC)
pactBophl (“Ckatr”, Poccus) [19]. IIpu ADBC
MCII-ananu3e ucnoab3oBaiu pactBop Y 0.1 mr/m
(I'CO 11589-2020) B KauecTBe BHYTPEHHETO CTaH-
mapra. I'pagynposounsie pacTtBopsl 1151 DTAAC n
ADC MCII roToBWIM Mepen Kaxaoid perucrpanuei
nocjeaoBaTeIbHbIM pa3baBieHeM pacTBOpoB MOC
pactBopoM =3 M HCI. KorneHTpaiyst BHyTpEeHHETO
cTaHJapTa B KaxaoM pacTBope Obl1a 0.1 mr/.

ITopoiiok cypeMbl (“cypbMa 17) yncroroit 99.5%
(CAS 7440-36-0, Sigma Aldrich, CIIIA) ucroias30-
BaJIM JJIsI COTTOCTABIICHUSI PEe3YJIbTAaTOB, ITOJYUYeHHBIX
metogamu ADC UCIT u DTAAC.

IIpo6onoaroTroBka u anaim3. HaBecku cypbMBbI
(=400 MT) moMelIadnM B OJHOPa30BbIC MOJIUIIPO-
NWJICHOBBbIE NPOOUPKU, HOOABISIIM 4 MJI CMecHu
HCl, oy : HNOs, ., (3 : 1) 1 HarpeBanu (¢ = 70—80°C)
Ha BOJsIHOI O0aHe B TeyeHMue 10—15 MuH. OxmaxaeH-
HBIE O KOMHATHOM TeMITepaTyphl pacCTBOPHI pa30aB-
msum =3 M HCI oo koHneHnTpauuu cypbMbl 40 /1 u
BBOIMIN BHYTpeHHUI ctaHgapT — Y. [Ipu HeoOxonm-
MocCTHU pacTBop cypbMbl 40 /11 pazdasiasiiu =3M HCI
¢ nocJienymwlleil 1o6aBKoi BHYTPEHHEro cTaHaapTa.
151 KOHTPOJISI 3arpsI3HEHUI, BHOCUMbBIX U3 PEaKTU-
BOB U IIOCYIbI, HA BCEX CTAaAUSIX MOATOTOBKU IPOBO-
VI KOHTPOIbHBIN OITHIT. ComepXaHNe 3JIeMEHTOB-
MIpUMecei B CCIeTyeMOM PacTBOPE OIPEAEIsIn T10
rpagyrpOBOYHEIM 3aBUCHUMOCTSIM, IIOCTPOSHHBIM C
HCIIOJIb30BAaHUEM PACTBOPOB CpPaBHEHMSI Ha OCHOBE
~3M HCI ¢ no6aBKoii BHyTpeHHETro cTaHaapTa.

B crygyae D TAAC 1mmpo0OoITonroToBka CypbMbl OBI-
Ja aHanornyHa Metony ADC UCII. I1pu HeoOxonu-
MOCTHY MCXOIOHBII pacTBop cypbMbI (40 1/71) pa3daB-
s =3M HCI. B rpadgwurtoBseiii arommu3atop AAC
BHocwI1 0.02 MJI TTOJIy4eHHOTO pacTBOpa U 110 Tpaay-
WPOBOYHBIM IrpacuKaM, ITOCTPOECHHBIM C UCITOJIb30-
BaHMEM PabOYUX PACTBOPOB CPAaBHEHMS C KOHIIEH-
Tpauueit anaauToB B =3 M HCI (mkr/n): Ag 3—30,
Au 2-30, Bi 50—700, Cd 0.5—10, Co 3—30, Cu 220,
Mn 0.5—10, Ni 5-50, Pb 5—50, Sn 20—200, Haxonu-
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Taomuna 1. TemrniepaTypHble yCJIOBUS OIpenesIeHUs dJie-
MEHTOB-TIpuMeceii B cypbme MeTonoM DTAAC

Temneparypa, °C
OneMeHT
MUPOJIN3 | aTOMU3AIIUS OTXKUT
Ag 600 1300 2000
Au 700 1800 2300
Bi 700 1600 2100
Cd 400 1000 2000
Co 900 2200 2500
Cu 900 2200 2500
Mn 1000 1800 2300
Ni 1000 2300 2500
Pb 600 1200 2000
Sn 800 2200 2500

JIU cofiep>KaHue OMpeNesisieMbIX 2JIEMEHTOB B UCCIIETy-
eMOM pacTtBope. Takke oLeHUBAIM CoAepKaHUEe MPU-
Meceil B KOHTpoJibHOM onbiTe. D TAAC ncmonb3oBaiIu
B KayecTB€ HE3aBUCHMMOIO METOMAa ISl OLIEHKU Mpa-
BUJIbHOCTHU pa3paboranHoit MeToguku ADC MUCII.

PE3VYJIBTATBI U OBCYXIEHHUE

HWHcTpymMeHTA/IbHBIE IAPAMETPbI PETHCTPAIMH 3MHUC-
CHOHHBIX CIIeKTpoB. Pa3paboTKa HOBBIX METOIVK KOJIM -
YeCTBEHHOTI'0 XMMUYECKOTO aHAJIN3a YMCTHIX UJIH BhI-
COKOUYMCTBHIX BEIIECTB OOYCJIOBJI€HA HEOOXOIMMO-
CThIO PACIIMPEHUST CITMCKA 2JIEMEHTOB-TIpUMeceil 1
HX OIlpeaesieHrsI Ha 6ojiee HU3KOM ypoBHe. MHCTpy-
MEHTAaJIbHBIE TTapaMeTPhl CIEKTPOMETPOB, IIPU KOTO-
PBIX PETUCTPUPYIOTCSI aHAJIUTUYECKHUE CUTHAJBI,
OKAa3bIBAIOT BIMSIHUE HA METPOJIOTMYECKIE XapaKTe-
PUCTUKM METOAMK KOJUYECTBEHHOIO XMMMYECKOIO
aHammza [20]. MHguBuOyaabHash ONTUMU3ALMS 3TUX
mapaMeTpoB ST KaXKIOro 00OBbEKTa CIIOCOOCTBYET JI0-
cTIKeHMnIo TpedbyeMbIx I1O s onpeneasieMbIX BJie-
MEHTOB-TIpuMeceil. PaHee ObLTOo ycTaHOBIEHO [21],
YTO CKOPOCTh ITOTOKA PACHBUINTEIBHOTO ra3a OKa3bl-
BaeT CYILLIECTBEHHOE BIMSIHNE Ha BpeMSI HaXOXKICHUS
aHaJIMTa B UICTOYHUKE BO30YyXneHus criektpa — UCII
M, KaK CJIENCTBUE, HAa MHTCHCUBHOCTh aHAJIMTUYE-
ckoro curHaja. CKopocTu IOTOKOB aproHa, peKo-
MEHJIOBaHHbBIE TIPOU3BOIUTEIEM, HAXOASTCS B ONITH-
MaJIbHOM MHTEPBAJIe, IIO3TOMY IIPU aHAJIN3€ CYPbMbI
OHM OBIJTM HEM3MEHHBIMU. B paboTe onTnMu3nposa-
gu nogaBaeMyto K MCIT MolIHOCTh BBICOKOYACTOT-
HOTro reHeparopa. BausHue MOIIHOCTY HAa aHAJIUTH-
YEeCKMI1 CUTHAJI U3y4ayid BO BCeM JOCTYIIHOM auaria-
30He 3HadyeHui ¢ marom 150 Bt (850, 1000, 1150 n
1300 Bt). AHaIMTUYECKNE CUTHAIBLI 3JIEMEHTOB IIpU
KoHIeHTpauuu 0.2 MI/J Kaxaoro sJIeMeHTa pPerv-
cTpupoBaiu B nipucytctBuu 10 r/1 cypbMbl. BeIGOp
MOIIHOCTU MPOBOAWJIM, OLEHUBASI OTHOLLIEHUS WH-
TEHCUBHOCTU CUTHajIa aHanuTudeckux JuHuii (AJI)
Ne 12
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=¥ Pb 220.3 M

900

== Ti 336.1 um
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-6~ Zn 202.5 HM
300 B Y2243 1M
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0 T 1 1 I )
85 950 1050 1150 1250 1350
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Puc. 1. 3aBUCHMMOCTH OTHOLICHUS Ipjj/lj, OT MOILIHOCTH
HCIL

K CpeIHEeKBaApaTUYHOMY OTKJIOHEHUIO (POHOBOTO
curHana I,;/Sy, (puc. 1). Kak BunHo u3 puc. 1, npu
motrHoctH 1150 Bt mrs psima AJl mmeeTcst 3aMeTHEBIN
BKCTPEMYM, UTO TTO3BOJISIET BBIOpATh JaHHOE 3HaYe-
HIE MOIITHOCTH KaK OITUMAJIbHOE.

Bbi60p KOHIIEHTpallMM MaTPUYHOTO KOMITOHEHTA
MPOBOJIMJIM HA OCHOBAHUY KOMILJIEKCHOTO IToKa3aTe-
7151 >xectkoctu MICII, KOTOpPHINA B 1I€IOM XapaKTepu-
3yeT YCJIOBUSI aTOMU3ALIMU 2JIEMEHTOB 1 BO30YKIEHMS
CIIeKTpaTbHBIX TMHUM [22]. B HacToseit padorte 3Ha-
YEHUSI )KECTKOCTU OLICHUBAJIY MO OTHOILIEHWIO MHTEeH-
cuBHOCTel MoHHOM JImHny MarHus 11 280.270 um (E' =
= 4.42 5B) k aromHoi tuanm I 285.213 (E=4.34 3B).
Mgll/Mgl olieHuBaIu B BOZHOM PacTBOPE, B paCTBO-
pe =3M HCIl u B pacTtBOpax ¢ cogep:KaHUEM CYypbMbI
5, 10, 20, 30 1 40 v/a ipu momHOcTH MCIT 950, 1150
u 1300 BT (puc. 2). Kak BUIHO U3 puC. 2, TOKa3aTelb
JKECTKOCTH CHIKaeTcsa Ha 4—5% OT 3HaYeHUs B BOI-
HOM pacTBOpE IPY KOHLIEHTpauu cypbMbI 10 40 1/71.
ITpu 3TOM XapakTep 3aBUCUMOCTU COXpaHSIETCsI TIpU
pPa3HOI MOIIHOCTU TJIa3Mbl. YBEJIMYEHNE MOIIHOCTU
ot 950 no 1300 Bt npuBomut K yBeauuenuto Mgll/ Mgl
(riput 40 r/71) TonbKO Ha 14%.

Takum 00pa3oMm, ITOKa3aHO, YTO IPUCYTCTBUE CYPhb-
mbl (1o 40 r/1) B UCI1 He oka3bIBaeT CyIlIeCTBEHHOTO
BJIUSTHUSI Ha YCJIOBUSI aTOMU3AllUM U BO30OYXIEHUS,
YTO MO3BOJISIET MCHOJb30BaTh BOMOHEIE PaCTBOPBI
n/vm =3M HCI o1 mocTpoeHus rpaayrupOBOYHBIX
3aBUCUMOCTel. /s obecrieueHust HU3kux 110 mpu-
MECHBIX 3JIEMEHTOB BBIOpaHa KOHLIEHTpalUs Cypb-
MBI B aHaIU3upyeMoM pactBope 40 r/1 1 MOIITHOCTh
BBICOKOYACTOTHOro reHepatopa 1150 BrT.

DOMUCCUOHHBII CIEKTP CypbMBI MMEET CpaBHU-
TEJIbHO TIPOCTOM MPOMUIb, IJTABHOM €ro 0COOEHHO-
CTBIO SIBJISIETCSI YBEJIUUEeHUE YPOBHS ()OHOBOI JIMHUU
st AJI KOpOTKOBOJTHOBOTO /Mana3oHa, TaKuxX Kak
As 189.042, Bi 223.061, Hg 184.950 uMm u ap., Torma
KakK I JIMHUM OJIWHHOBOJHOBOIrO Auara3oHa (Au
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Puc. 2. 3smenenne nokasarenst xxectkoctu MCIT mpu
pasnoii mortHocTr MCII B 3aBUCMMOCTH OT COCTaBa pac-
TBOpa: Boaa, =3 M HCl u Sb.

I, umr./c
As 189.042
920 2
760 F o
600 |- P
460 |- /N
310 + _ / “ . 7
o B
0
189.025 189.035 189.045 189.055 A, HM
1, wmr./c
Ta 268.517
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1600 .
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1480 b / \\\ ;
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Puc. 3. Dmuccuonnsie criektpsl 11 AJl As 189.042 u Ta
268.517 um B pactBopax ~3 M HCI (/) u Sb 40 /i1 (2).

237.595, Mg 285.213, Ta 268.517 HM u 1p.) n3MeHEeHNE
ypOBHS cuTHajla (oHa He3HaumTenbHo. Ha puc. 3
IpeacTaBlICHbI HEKOTOPhIe U3 HUX. Takoii addekT
HabmomaeTca u 1 AJl BHyTpeHHero ctaHgapra Y
224.306 1 371.030 HM, 4TO I€e1a€T BO3MOXHBIM UX UC-
MoJIb30BaHUE IJIST y4eTa U3MEHEHUsI YPOBHS U/WiIU
npoduist poHa B IIPUCYTCTBUHU CypbMbl. Ha ocHOBa-
HUU BBILIEU3I0XEHHOTO IPU pa3paboTKe METOIUKU
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ADC UCII 6611 BEIOpaHb! AJl IJTST IMMPOKOTO Kpyra
ayeMeHTOB-TIpuMeceii (Tabi. 2). Ouenky I1O mrs
BBIOpaHHEIX AJl IpOBOOMIN COIJTACHO pEeKOMEH.Ia-
uussM MIOITAK 1o 3s-kputeputo. 3HaueHus 110 mis
MIPUMECHBIX BJIEMEHTOB 10 pa3paboTaHHOI MeTOMM -
K€ 1 HOPMbI Ha XUMUYECKUI1 COCTaB CYpbMbl MapKu
Cy000 Taxke mpuBeneHBI B TaOi. 2. JJocTUrHyTHIE
I10 ynoBiieTBOPSIIOT HOpMaM, IPEIbIBISIEMBIM B [8].
HckimoueHue cocrapiseT Bi, o1 KOTOpPOTro JOCTHUT-
HyTblil 1O B 5 pa3 6onbiie Hopmbl [OCT, mis ero
CHUXXEHUSI 11eJIeCOO0pa3HO TPUMEHSITh ajlbTepHa-
TuBHBINA MeTon — DTAAC nub0 MoBHIIATH KOHLIEH-

LIBITAHKOBA u ap.

TpalMIO MATPUYHOTO KOMITOHEHTA U MPOBOJIUTD aHa-
Jiu3 110 oOpasliamMm CpaBHEHUSI, COAEPXKAIIUM CYypbMY.
Chucok omnpeaesieMbIX 3JIeMEHTOB BKJIIOUAET TeX-
HOJIOTMYECKU BaxKHbIe TpuMecH (Ag, As, Bi, Cd, Cu,
Fe, Mn, Ni, Pb, S, Si, Zn), a Tak:ke pacrpocTpaHeH-
HBbIE ¥ penKOo3eMeIbHbIE 3JIeMeHTHI. O0111ee Koaude-
CTBO TIpuMecei — 56, 4TO MpeBHIIAaeT pe3yIbTaT BCeX
paHee oITyOJIMKOBAaHHBIX METOAMK aHanu3a [12, 13], a
takke aeiictByromero 'OCTa [14], B T. 4. 0Opa3noB
BbIcTaBKM-KOJUIEKIIMM BEIIECTB BHICOKOW YMCTOTHI,
rae Jy4diivii oOpasell CypbMbl OXapaKTepU30BaH 110
34 npumecsm [23].

Taomuna 2. AJI u 10 npumeceit npu ananuse cypbMbl MeTooM ADC UCII

DJIEMEHT; A, HM I10, mac. % TOCT [8] DJIEMEHT; A, HM T10, mac. % T'OCT [8]

Ag*; 328.068 1 %1073 1 %1073 Mn; 260.509 5% 1076 2 x 10~
Al*; 394.401 1 %103 — Mo*; 284.823 7 x 1073 -
As; 189.042 1x10°* 4 x 104 Na; 589.592 6x 1075 -
Au*; 237.595 5% 107 4 x 1074 Nb*; 316.340 8§ x 107 -
B; 249.678 2% 1073 — Nd; 401.225 9x 1075 -
Ba*; 455.403 3x 107 — Ni*; 216.556 5% 1073 2 x 1074
Be*; 234.861 1 %1073 — P; 214.914 3x 1074 -
Bi*; 223.061 2 x 1074 4 %103 Pb*; 220.353 1x10% 6x 1074
Ca; 393.366 4 % 1073 - Pr*; 414.311 1 x 1074 —
Cd*; 226.502 4 x 107> 2% 1074 Re*; 221.426 5% 107 —
Ce*; 404.076 1x 104 — S; 180.731 4 x 107> 5x 1074
Co; 238.892 4 %1075 — Sc*; 361.384 3 x 1076 -
Cr; 267.716 2% 1073 — Se; 196.090 6 x 1074 -
Cu; 324.754 3 x 103 5% 1073 Si; 251.611 1 x 1074 5x 10~
Dy*; 361.540 4 % 1073 — Sm*; 359.260 1x10* -
Er*; 337.271 3x 1073 - Sn* **; 189.989 1 x 1074 1 x107%
Eu*; 381.967 4 x 1073 — Sr*; 407.771 1x10°° -
Fe; 328.202 2% 1073 4 x 1074 Ta*; 268.517 2x 1074 -
Ga; 294.364 1x10°% — Tb*; 350.917 8 x 107> -
Gd*; 335.047 7 % 1073 — Ti; 336.121 1 %10 -
Hf*; 264.141 8 x 107 — Te**; 214.281 1x10~4 -
Hg; 184.950 3x 1074 - Tm*; 313.126 3 x 107 —
Ho*; 354.600 3x 107 — V*#;292.402 5% 1073 -
In*; 325.609 5% 1074 — W; 209.475 1 x 1074 —
K*; 766.490 5% 1073 — Y**; 371.030 1 x10°3 -
La*; 333.749 5% 107 — Yb*; 328.937 5x 1076 -
Lu*; 261.542 5% 10 - Zn; 202.548 2% 103 5x 10~
Mg*; 285.213 1x10°° — Zr; 339.198 3% 107 -
ITpumeuanue. B rpache TOCT npuBeneHbl 3HaYeHUsT 1151 cypbMbl Mapku Cy000.

* OnpenelieHre 3JIEMEHTOB IPOBOAWIN O¢3 BHYTPEHHETO CTaHIapTa.

** 1O olleHEeH IpU cColiep>kaHNUM CypbMBI B pacTtBope 10 r/11.
HEOPTAHUYECKWE MATEPUAJIBI Ttom 59  Ne 12 2023
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Taomuna 3. OueHka npaBuibHOCTU pasdpadoraHHoit ADC UCII-MeTonuky aHain3a CypbMbl 9KCIIEPUMEHTOM “BBele-
HO—HaiigeHo”, Mr/J

Haitneno*
DJIEMEHT Bseneno R, %
0e3 BH. CT. C BH. CT.
As 0.125 £ 0.012 0.120 = 0.005 0.126 = 0.004 101
Al 0.125 £ 0.009 0.157 £ 0.007 0.127 £ 0.010 102
Ce 0.125 £ 0.010 0.125 + 0.008 0.136 £ 0.008 100
Cd 0.125 = 0.003 0.110 = 0.003 0.121 £0.003 97
Mn 0.125 = 0.008 0.113 = 0.006 0.110 =+ 0.003 90
Ni 0.125 = 0.005 0.106 £ 0.008 0.109 £ 0.007 87
Pb 0.125 £ 0.010 0.12 £0.04 0.12 £ 0.04 96
Zn 0.125 £ 0.012 0.116 £ 0.003 0.119 = 0.004 95

*A= (ts)/x/;, n=4—6, P=0.95; 6e3 1 c UCITOJIb3OBaHEM BHYTPEHHETO CTaHIapTa.

IIpoBepka mpasuiabHOCTH MeToauku ADC WUCII.
IMpasuwibHocTh ADC MCII-MeTonuKy aHaIm3a Cypb-
MBI OLICHMBaJIM CIIOCOOOM “BBeneHO—HalineHo”. s
9TOTrO UCIToIb30Bau oopaselr cypbMbl Cy000 ¢ ripen-
BapUTEJIbHO YCTAHOBJIEHHBIMU COAEPKAHUSIMU COO-
CTBEHHBIX IIpUMeceit. DIeMEeHThI-TPUMECH BBOIWIN
n3 pactBopoB MBOC B COJSTHOKHUCIBIE PACTBOPHI
cypbMbl. KoHIIeHTpalmio BBOOVMMBIX 3JIEMEHTOB Ba-
pPBUPOBAIIM B AMarna3zoHe or2 X 1074102 x 10~3 mac. %,
YTO MPEBOCXOAUIIO COOCTBEHHBIE COMEPKAHUS B 2—
10 pa3. B Tabn. 3 ripencTaBiieHbl pe3yabTaThl 9KCIIE-
pUMeHTa “BBelcHO—HaiieHO” 1 aHaJIMTU4eCcKasl OT-
KPBIBAEMOCTb R IJII HEKOTOPBIX NPUMECHBIX 3Jie-
MeHTOB. KpuTepueM Ijis KOMTUUECTBEHHOTO OIpeae-
JeHus1 Obul BbIOpaH R =80—120%. 3HadeHus,
HpUBeIeHHEIE B TaOJ. 3, pacCUMTaHBI COMIACHO pac-
npeaeiaeHuo CroiogeHTta mig P = 095 u n = 4-6.

Ta6muua 4. Pe3yiabTaThl CpaBHUTEIBLHOIO aHaM3a 0OpasLa
cypbMbl MeTonamu ADC UCIT u ODTAAC (n= 3, P=10.95)

110, mac. %
DJIEMEHT
ADC UCII DTAAC

Ag (5.6 £0.3) x 102 (5.24£0.6) x 102

Au H/0 (5 % 1075) 4+1) %1073

Bi (1.3£0.1) x 10~ (1.1£0.2) x 107!

Cd (2.4+0.5)x 1073 (2.6 £0.4) x 1073

Co (5.9 +1.0) x 1073 H/0 (8 X 1075)
Cu (2.51 £0.07) x 1072 (2.6 +0.4) x 1072

Mn (4.0 £1.2)x 1073 H/0 (6 X 1075)
Ni (2.5+0.5) x 1073 (2.3+0.3) x 1073

Pb (1.1 +£0.1) x 107! (1.0£0.3) x 107!

Sn (1.9+£0.2) x 1073 (1.7£0.3) x 1073

TTpumeyanue. H/0 — MpUMecCh He OOHapYKeHa, B CKOOKaxX yKazaH
rpesest OOHapy>KEHUSI IPUMECH.

HEOPTAHUYECKUWE MATEPUAJIBI  tom 59  Ne 12

IMpucyrcrBue 40 r/n cypbMBI CYLLIECTBEHHO MEHSIET
TUIOTHOCTbH TIOJy4eHHOIO pacTBopa: IJisl mpumepa,
mnotHocTh =3 M HCI paBHa =1.052 r/mn [24], Torna
Kak B MpucyTcTBUU 40 /1 CypbMBI IJIOTHOCTD YBEJIH -
yuBaeTcs 10 1.176 r/mir. Yare Bcero mid ydera momo6-
HBIX HECTIEKTPaIbHBIX BIMSTHUI NCOJIB3YIOT BHYTPEH-
HUIA ctaHaapT [25], omHako obecrieyeHue 3PHeKTUB-
HOI KOPPEKUMU BIUSHUS MaTPULBI ST OOJIBIION
TPYIIIBL BJIEMEHTOB 4acTo 3aTpymHuTeabHO. ITpoBomsa
MPOBEPKY MPAaBUIIbHOCTH, YCTAHOBWIM, YTO UCTIOJIB30-
BaHUE BHYTPEHHEIO CTaHIapTa sl psida 3JIEMEHTOB
IPUBOIUT K MCKAXEHMIO ITOJIYYeHHBIX HaHHBIX. Ha-
npumep, s aaeMeHToB Ce 1 Mn nmprMeHeHUe BHYT-
PEHHETO CcTaHAapTa HelleJecoO0pa3Ho, ITOIHbII CIIN-
COK IpHMeceii, olpeneaeHrne KOTOPhIX BBIITOJIHEHO
0e3 BHYTpEeHHETO cTaHmapTa, IpuBeAcH B Ta0I. 2.

JOMOMHUTEIbHO IIPaBUJIBHOCTh METOAUKU
ADC UCII ounennnm cpaBHEHUEM pe3yIbTaTOB aHA-
Ju3a obpasua “cypbMbl 1” ¢ pesynbraramu OTAAC
(ta6mn. 4). Kak BunHO 13 Ta6J1. 4, pe3yabTaThl aHAIM-
3a, TOJIyYeHHbIC ABYMSI METOMAMM, COIJIACYIOTCS B
npeaenax AOBEPUTESIbHBIX WHTEPBAJOB, 3HAUYMMbIE
OTJINYUSI OTCYTCTBYIOT. OLleHKa ABYMsI CIIOCOOaMU
He BBISIBWIA CUCTEMATHYECKUX TOrPEUIHOCTEel U
MOATBEPKAAeT MPaBUILHOCTh Pa3padoOTaHHOI METO-
ouku ADC UCTI.

3AKJIFTOYEHHME

st onepaTUBHOTO KOHTPOJISI Ipoliecca Mojyye-
HUSI YMCTOM CypbMbl METONAMU paMHUPOBAaHUS B CO-
YEeTaHUU C BAKYYMHOM OUCTWLISLIMEN YU HaIlpaBJICH-
HOIt KpUcTa/lTM3alueit mpeajiokeHa MeToIMKa aHaIu-
3a ADC HCII. YcraHoBIE€HO, YTO KOMIUIEKCHBIMN
rokasareiib xXectkoct MCII cHmkaercs Ha 4—5%
npu moiHoctu UCIT 950—1300 Bt B mpucyTcTBUUA
40 t/n1 cyppMBl. 19 KOppeKLMu HECIIeKTPaTIbHOIO
BJIMSIHUSI CYPbMBbI JIJISI Psifia 3JIEMEHTOB MCIOJIb30Ba-
1 BHyTpeHHUit cranmapt — 0.1 mr/mn Y. Pa3pabo-
TaHHas METOAMKA MO3BOJSET OMPENEATh B CypbMe
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00 56 snemenTtos npumeceit ¢ I10 ot n x 1077 no
n x 10~*Mac. %. [IpaBUIBHOCTD pa3pabOTaHHOI Me-
tonuku ADC UCII nmonrBepXaeHa 3KCIIEPUMEHTOM
“BBeIeHO—HAalIeHO” 1 cpaBHEHWEM C pe3yJIbTaTaMH1
aHaIM3a He3aBUCUMOTIO METOIa.
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