AnanuTuka v koHTpone. 2024, T. 28. Ne 4.

[ns umtupoBaHusa: AHanuTuka n KoHTponb. 2024. T. 28, Ne 4. C. 370 - 381
YOK 543.07:543.423 DOI: 10.15826/analitika.2024.28.4.003

ATOMHO-3MUCCUOHHbDbIE CMEKTPOMETPbI C aproHOBOM
MHAYKTUBHO CBA3aHHOM nnasmoii MpanHa-UCH

*0.B. lMenunacoe’ ?, B.A. Jlabycoe?, [].H. Ckopo6ocamoe’, M.C. CaywkuH?,
O.B. KomuH?, [1.0. CenroHuH?, U A. 3apybuHr?, 3.B. CemeHoe?, B.A. TpyHoea'

" 000 «BMK-OnmoanekmpoHukay,
Poccutickas ®edepayus, 630090, e. Hoeocubupck, np. Akademuka Konmroza,1
2 @IrbYH «MiHcmumym asmomamuku u anekmpomempuu CO PAH»,
Poccutickas ®edepayus, 630090, a. Hosocubupck, np. Akademuka Konmroza, 1

*Adpec ona nepenucku: MNenunacoe Onee Bnadumuposud, E-mail: pelipasov@gmail.com
Moctynuna B pegakuuio 21 asrycta 2024 r., nocne gopabotkmu— 27 Hos16psa 2024 r.

B 2024 rogy otmeyaeTcs 50-neTue co3gaHns neporo KOMMepYeCckm 4OCTYMHOMO aTOMHO-3MUCCUOHHOTO
cnekTpomeTpa C aproHOBOWN MHAYKTUBHO cBsidaHHOM nnasmoiw (UCI1). C Tex nop MeTo aTOMHO-3MUCCUOHHON
cnektpomeTpum ¢ ICI ctan ogHUM 13 Hanbonee LMPOKO UCMONb3yeMbIX aHanMTUYECKUX METOA0B B MUPE.
Onsa nonyyenunsa NCIM ncnone3ytoT NonynpoBOAHMKOBbIE UM MaMNoOBbIe reHepaTopbl C Y4acToTon 27.12 unm
40.68 MI. CnekTpbl U3ny4yeH1s aHanManpyemblx pacTBOPOB PErMCTPUPYIOT C MOMOLLIbIO CMEKTPanbHbIX
nNpubOpPOB CO CKPELLEHHOW AnCnepcment (3LLenne CNEKTPOMETP) MaTPUYHbBIM AETEKTOPOM UK C MOMOLLbHO
npnmbopoBs, NOCTPOEHHbIX Mo cxeMme lNMaweHa-PyHre, cbopkamu nMHeeK 4eTeKTopoB. [N pelueHns 3agaym
MMnopTo3aMelleHunst pa3paboTaH 1 HanaxXeH CePUHbIA BbIMYCK POCCUACKOTO aTOMHO-3MUCCUOHHOIO
cnektpomeTpa Npana-MCI (Ne89108-23 B rocpeecTpe cpeAcTB nameperHunin P®), oaHakomneHue ¢
XapakTepUCTUKaMM KOTOPOTO ABMSAETCS Lenbio JaHHOW paboThbl.

WNCIM nonyyeHa ¢ nomoLybto BY reHepatopa (40.68 MIy) c camoBo30yxgeHneM, BbINOSIHEHHOMO Ha
OCHOBE reHepaTopHoro Tpuoaa. lNnasma nogaepkmMBaeTcs B BEPTUKANbHO YCTAHOBMEHHOW TPEXMTOTOKOBOW
nonypasbopHon kBapueBon ropenke. CnektpanbHbli Npubop no cxeme lMaweHa-PyHre peructpupyet
cnekTp ogHoBpeMeHHo B obnacTu ot 160 go 780 HM ¢ nomoubio nuHeek aetektopos BJIMM-4000 ¢
pa3spelieHmem 15 nm B obnactn 160—-190 HM, 8 nm — 190—-350 HM, 25 nm — 350-780 HM. CnekTpomeTp
peanuayeT akcuarnbHbIN, paguanbHbIA 1 4BONHON 0630p Mnasmbl.

CnekTtpomeTp MpaHa-VCIT no cBOMM aHanMTUYECKNM XapaKTepUCTMKaM He yCTynaeT 3apyoex-
HbIM aHanoram: npegensl obHapyxeHus1 anemMeHToB (30) < 1 MKr/n; 4ONrOBpeMeHHas cTabunbHOCTb
aHanuTnyeckmx curHanoB xapaktepuayetca OCKO (oTHocuTenbHOe cTaHAapTHOE OTKIIOHEHWE) MeHee
2 % gns aHanutoB 1 MeHee 1% Ana NuHWMi Ar; AManasoH JIMHEMHOCTU FpaaynpOBOYHbIX 3aBUCUMOCTEN
6onee 10° npu ucnonb3oBaHMn ABONMHOro 063opa nNnasmbl 1 6onee 107 Npyu NCNONb30BaHUM HECKOMbKUX
nunHmi. CnektpomeTp paHa-UCI1 ycnewHo anpobupoBaH coTpyaHukaMmu nabopatopun npeanpusitun
NPOMbILLINEHHOCTU P® 1 B Hay4HbIX HCTUTYTax PAH.

Knro4eenble crioea: aTOMHO-3MUCCHOHHASA CNEKTPOMETPUS, UHAYKTUBHO CBA3aHHAs Nnasma, UCTOYHUK
BO30Yy>XAeHMS CNEKTPOB, CNEKTPOMETP, nonunxpomatop, lNaweHa-PyHre, nonynpoBOAHUKOBbLIV OETEKTOP,
aproH, aHanuTUYeckue xapakTepucTuku, npeaens 0bHapyXeHus, CTabunbHOCTb.
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The year 2024 marks the 50th anniversary of the first commercially available argon inductively coupled
plasma (ICP) atomic emission spectrometer. Since then, ICP atomic emission spectrometry has become one
of the most widely used analytical methods in the world. ICP is obtained using semiconductor or vacuum
tube generators with frequency of 27.12 or 40.68 MHz. The emission spectra of the analyzed solutions are
recorded using spectral instruments with crossed dispersion (echelle spectrometer) with a matrix detector or
with polychromators built according to the Paschen-Runge scheme, assemblies of detector lines. To solve
the problem of import substitution, serial production of Russian atomic emission spectrometer Grand-ICP
(No. 89108-23 in the state register of measuring instruments of the Russian Federation) has been developed
and launched; and the aim of this work is presenting analytical characteristics of this instrument.

ICP is obtained using a self-excited RF generator (40.68 MHz) based on a generator triode. Plasma is
maintained in a vertically installed three-stream semi-dismountable quartz burner. The spectral device based
on the Paschen-Runge scheme records the spectrum simultaneously in the range from 160 to 780 nm using
BLPP-4000 detector arrays with the resolution of 15 pm in the range of 160—190 nm, 8 pm for 190-350 nm,
and 25 pm for 350-780 nm. The spectrometer implements axial, radial and double plasma viewing.

Grand-ICP spectrometer is not inferior to the foreign analogues in its analytical characteristics:
elements detection limits (30) < 1 pg/l; long-term stability of analytical signals is characterized by an RSD
(relative standard deviation) of less than 2 % for analytes and less than 1 % for Ar lines; the linearity range
of the calibration dependencies is more than 106 when using a double plasma viewing and more than 107
when using multiple lines. Grand-ICP spectrometer was successfully tested by employees of laboratories
of industrial enterprises in the Russian Federation and in scientific institutes of the Siberian Branch of the

Russian Academy of Sciences.

Key words: atomic emission spectrometry, inductively coupled plasma, spectral excitation source,
spectrometer, polychromator, Paschen-Runge, semiconductor detector, argon, analytical characteristics,

detection limits, stability.

BBEAEHUE

B 2024 rogy otmevaeTtca 50-neTne TexHonorum
AProHOBOW MHOYKTUBHO cBsA3aHHON nna3mbl (UCIT) n
BbIMYCK NEPBOro KOMMEPYECKU JOCTYNHOTrO aTOMHO-3MWC-
cuoHHoro cnekTpomeTpa ¢ NCI1 (B 1974 rogy KoMnaHus
KONTRON Bbinyctuna cnektpometp LABTEST V25)[1].
C Tex nop meTof aTOMHO-3MUCCUOHHOW CNEKTPOME-
Tpun (ASC) ¢ CI ctan ogH1M u3 Hambonee LWNPOoKo
NCMNOMb3yeMbIX aHanNMTUYECKNX MeTo4oB B Mupe. Ha
KOHeL, BOCbMUAECATbIX FOA0B CNEKTPOMETPbI BbiMny-
ckanu Takne komnaHum kak ARL, Philips, Baird Atomic,
Jarell-ASH, LABTEST, Instrumentation laboratory n
Spectro. ATomHo-amunccnoHHbii VCIT cnektpomeTp

— WHCTPYMEHT, CneumnanbHO npeaHasHavyeHHbln onsg

MHOrO3MEMEHTHOrO OnpeaeneHns kak npumecen, Tak u
OCHOBHOrO COCTaBa CaMblX pasHbix 06pa3uoB.. LUnpokoe
pacnpocTpaHeHne meTod nonyyunn Grnarogaps yHu-
KanbHbIM OCOBEHHOCTAM UHAYKLUMOHHOIO paspsifa B
aTMocepe aproHa B coveTaHuu ¢ BBegeHmem npob
B BUOE a’3po30rien pacTBOPOB: HU3KUM npeaenam
obHapyxeHus (M0O), cnabbiMn MaTpUYHBIMU BIIUSIHA-
SIMM1, BbICOKOW CTabUNbHOCTK, 6ONbLUIOMY IMHENHOMY
AnanasoHy rpagynpoBoYHoro rpadwuka [2,3].

Onsa nonyyeHus aproHoson VCIT ncnonssytot
NnonynpoBOAHUKOBbLIE (TBEPAOTENbHbIE) UMK Namno-
Bble (TpMofa, NeHTo) reHepaTtopbl ¢ YacToTom 27.12
nnn 40.68 MIy B BapmaHTax Kak aBTOreHepaTopoB,
TaK 1 C NPUHYAMTENbHBIM BO30YyXAeHueM (B paboTtax
[4—6] obcyxpatoTcs 4OCTOMHCTBA M HegocTaTtkm BY
reHepaTtopoB Ans nutanusa NCI pa3spsga). B kayectse
crnekTpanbHbIX NPUOOPOB NCNOMb3YT B OCHOBHOM

nonMxpomaTopbl CO CKpeLleHHOn agucnepcuen (c
aLlenne peLeTKon v NPM3MOoN Uin ABYMS peLLeTKamm)
(tabn. 1). OHU PerncTpmpyroT M3nyyeHne nnasmMbl ot
160 Hm oo 800—900 HM, XOTS BCTpeYatoTCs BapuaHThI
n go 1100 Hm (Hanpumep, y Teledyne Prodigy), uto
BMOJIHE 4OCTATOYHO ANst 6OMbLUMHCTBA NPUMEHEHUIA.
CnekTpanbHoe paspelueHne aTux NnpubopoB cocTas-
nseT, Kak NpaBuo, okono 6-8 MM Ha ANUHE BOSHbI
200 HM n yxyglaeTcst B ANIMHHOBOMHOBOW 06ractu
cnekTpa 13-3a ocobeHHOCTew alenne peweTok. B
KayecTBe AeTEKTOPA UCMOSb3YHT ABYMEPHbIE MaTpULbl
pPasnuyHbIX TMMNOB: NPUBOPLI C 3apSA0BOM MHXKEKLMEN
(M3 — CID), npubopsbl ¢ 3apsgoson ceasbto (M3C
— CCD) n gp., koTOpble oxNnaxgawT 40 TeMnepaTtyp
-40 °C gns CHMXEeHUs TEMHOBOIO TOKa (B HEKOTOPbIX
npubopax matpuuy oxnaxgawT o -80 un gaxe oo
-150 °C (Shimadzu ICPE-9000)). Swene nonmxpoMatop
1 npe-onTuka (cuctema NpoeLmpoBaHns n3obpaxeHus
nnasmbl Ha BXOAHYHO LWenb cneKkTpanbHoro npubopa)
npoayBaeTca aproHoM unu a3oToMm AN peructpa-
uuun AnuH BonH kopoye 200 HM (HWXKe 3TOM ANWHBI
BOJIHbI HAYMHAET MOrnoLwaTb U3ny4YeHne Kucnopos
BO34yXa) M 3alUMTbl AeTeKkTopa OT KOHAEHCALMM Briaru.
K HecoMHeHHbIM nncam dwenne CnekTpoMeTpoB
MOXHO OTHECTU X BbICOKOE CMEKTPaNbHOE paspeLleHmne
B KOPOTKOBOSTHOBOW 0611acT CnekTpa, OXBaT LWMPOKOro
AnanasoHa AnuH BonH (Makcumym 130—-1100 HM) u, Ha-
KOHeL,, manble rabaputbl, 6narogapsi Yemy 4OCTaTOYHO
NpPOCTO peanv3oBaTb TEPMOCTaTUPOBAHWNE N NPOOYBKY.

MeHbLUee pacnpocTpaHeHre nony4vna onTu-
Yyeckas cxema lMNaweHa-PyHre, KoTopyto UCnonbayerT,
Hanpumep, dupma Spectro. OCHOBHOM 0COBEHHOCTBIO
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Tabnuuya 1
Tunbl cNekTpasbHbIX NPMH60POB 1 BY reHepaTopoB COBPEMEHHbIX MOAEEeN aTOMHO-3MUCCUOHHBIX cnekTpomeTpos ¢ UCT
Table 1
Types of spectral instruments and RF generators of modern models of atomic emission spectrometers with ICP
CnekTpanbHbli npubop BY reHepaTop OpietTa- | Criocob Ha-
Mpounssoaun-
Tens Mopenb [vanason Paspelue- uusi ropen- | 6nrogeHus
Tun Hue, nM npu | f, My Tvn KU1 nnasmbl
A, HM
A, HM
. TeepaoTenb-
Perkin EImer, | - xiio 500 | MOMXPOMA~ | ye3 78 | 6200 | 40.68 |muiiiasrorene-| CoP™4” AP]
CLIA Top, Jwenne KansHo
paTop
Monnxpoma- 8 -200 TeepgoTens- Beptu-
Agilent, CLUA | Agilent 5900 P 167-785 | 12-300 | 2712 pAoT P AP
Top, dwenne HbIN KanbHO
26 — 600
Shimadzu, ICPE-9000 Monnxpoma- 167-800 5_200 2712 TBepJJ,OTeJ'Ib- Beptu- A; P. - onum-
AnoHus Top, Jwenne HbIN KanbHO OHarbHO
Horiba MoHoxpo- TeepaooTenb-
Scientific, Ultima maTop Yep- | 120-800 5-120-320 | )6 55 | it asToreme-| CoPT P
®paHumns/ Expert 11— 320-800 KanbHO
HW-TepHepa paTop
AnoHua
MoHoxpo-
GBC,A8- | jantima | maropYep- | 160-800 | 6-200 | 4068 | ABTorerepa- | Beptn- P
cTpanus TOp Ha TpuoZde | kKanbHO
HU-TepHepa
Teledyne, | Prodigy Plus | MNonuxpoma- 165-1100 8-200 40.68 ABTOreHepa- BepTu- AP
CLIA - Dual Top, dwenne TOp Ha TpUode | KanbHO
Thermo Monuxpoma- TeepgoTens- BepTtu-
Scientific, | iICAP PRO P 167-852 | 7-200 | 2742 PAOT P AP]
Top, dwenne HbIN KanbHO
CLWA
NCS, Kuait | Plasma 3000 | [TO7MXPOM3- | 40 g5 | 7_200 | 27142 | TBePACTene- | Bepru- APl
Top, Owenne HbIN KanbHO
FPI Kurai | CRAPEC | Tomuxpoma- | s o4 | 7_ong | o742 | TBEPAOTENe- | Bepru- AP
6500 Top, Jwenne HbIN KanbHO
[opn3oH-
Spectro. Fep- Monuxpoma- TBeppoTens- TANBHO
PECYO, 18P~ 1 ARCOS | Top, Mawe- | 130-770 | 8-200 | 2742 |Hbiii aBToreHe- AP, [.
MaHus nnbo Bep-
Ha-PyHre patop
TUKaNbHO
Analytik Plasma [BowiHon 2-200 TeepgoTens- BepTy-
Jena, lepma- Quant Owenne-mo- | 160-900 6 -400 40.68 |HbI aBTOrEeHe- Kanpro AP0
HUS PQ9000 HOXpomaTtop 9-600 paTtop
BMK-OnToa- Monuxpoma- 15-160-190 ABTOreHeDa- BepTi-
nexTpomnka, | MpaHa-ACr | Top, Mawe- | 160-780 | 8190350 | 40.68 | ' >7oC M‘; A Kanpro AP
Poccus Ha-PyHre 25 —350-780 P proA

MNpumeyanue — Cnocob HabAaeHNA NAa3mbl: A — akcuanbHblit, P — paguanbHblid, [ — ABOMHOM

3TOW CXEMbl ABNAETCS MUHUMaNbHOE KOIMYECTBO
ONTMYECKNX 3NeMeHTOB (BXOAHas Lienb, BOrHyTas
OndpakumMoHHas peLueTka u AeTeKTop), pacnonara-
eMbIx Ha kpyre Poynanga. CnekTpomMeTpbl Spectro
Arcos noctpoeHbl no cxeme lNaleHa-PyHre ¢ Tpems
ronorpaduyeckummn gudpakuMoHHLIMIN peLleTkamm
1800 n aBe no 3600 wtp/mm (R =750 mm). CnekTp peru-
CTpupytoT 32 NUHENKN OeTekTopoB no 3648 nukcenen.
OcHoBHbIMY NpenmyLLecTBamu cxeMbl [NalleHa-PyHre
MO CPaBHEHMIO CO CXeMOM JLense ABMSATCS: BbICOKas
cBeTocuna brnarogapsi BO3MOXXHOCTU MCMOSb30BaHMS
60nbLUe BbICOTbI BXOAHOW LLENW AN BBOAA U3IyYeHUs
N MEHbLUEro Yymcrna onTM4eckux af1IeMeHTOB, OTCYT-
CTBME HamnOXeHWs NopsigkoB audpakumm B cnektpe,
MEHbLUNIA YPOBEHb PAaCCESIHHOIO CBETa, OANHAKOBas

572

Avcrnepcus B LUMPOKOW CeKTpanbHOM obnacTtu, oTcyT-
CTBME HEOBXOAMMOCTU OXNaxaaTb NMMHENHbIN AETEKTOP
00 oTpuuatenbHblx Temnepatyp [7]. Takxe BaXHbIM
npeumMyLlecTBomM cxeMbl lNawweHa-PyHre asngaeTtcs
BO3MOXHOCTb NPeACTaBEeHNst 3aperncTpMpoOBaHHbIX
CMEeKTPOB B BUAe rpacmkoB 3aBUCMMOCTU UHTEHCUB-
HOCTW M3MYyYeHUS OT ANNHbI BOJIHbI.

WcTopuryecku Ans nonyveHus CNekTpoB U3NyYeHus
MNCIncnonb3oBanu pagnanbHbii cnocob HabnoaeHus ¢
BEPTUKanNbHO OpUEHTUPOBaHHO ropenkon. C passutmnem
MeToAa B COBPEMEHHbIX ONTUYECKNX CEKTPOMETPAX C
WCIM gna nonb3oBaTtens ctanu 4OCTYMNHbI aKCUanbHbIN,
pagmanbHbIi 1 ABOWHON cnocob HabnogeHus (Tabn. 1).
Mcnonb3oBaHne 0gHOBPEMEHHOTO ABONHOIo 063opa
nnasmMbl BbIFOAHO B cneyoLwmx cnyyasx [8,9]:
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— perncTpauyst CnekTpanbHbIX INHWA MakKpOKOMNOHEHTOB
npob6sbl (B pagmansHom 063ope) n Myukponpumecen (B
akcuarnbHOM) 32 OHO N3MEpPEHNE;

— Mony4yeHne rpagympoBOYHOro rpadmka B LUMPOKOM
[nanasoHe NUHEeNHOCTH;

— BbI6OP KOMMPOMUCCHBIX YCIIOBUI pErMcTpauum MHO-
rO3MEeMeHTHbIX PacTBOPOB B Npobax BbICOKON MUHE-
panusaumu. Tak, B pagmanbHOM 0630pe BO3MOXEH
BbIGOP 30HbI HABNIOAEHNS C MUHUMATbHBIM MaTPUYHBIM
BITUSIHWEM WM C CYLLLECTBEHHO MEHBLLUVM HaINOXEHUEM
Kpblfia MMHUM MHTepdEepeHTa Ha aHaMUTUYECKYHO NIUHWIO.

M3BeCTHO, YTO BEPTUKANBHO OPUEHTUPOBAHHbIE
ropernku ropasgo nyyile paboTaroT ¢ adpo30nsiMn BbICO-
KOMUHepanusoBaHHbIX (6onee 3 % total dissolved solids
(TDS) — o6LLee KONMYECTBO PaCTBOPEHHLIX TBEPAbIX
BELLECTB) M OpraHNyeckmx (0COGEHHO C NErkoneTy4nmu,
Hanpumep, 6eH3nH, cupT 1 Ap.) Npob No cpaBHEHNIO

C rOPU30HTasnIbHO OPUEHTUPOBAHHbIMK ropenikamu [10].
B cnekTpomeTpax ¢ BepTukanbHO OPUEHTUPOBaAHHBIMU
ropenkamu nydile JONroBpemMeHHas cTabunbHOCTb,
HVXe CKOpPOCTb 06pa3oBaHMs OTIOXKEHWI Ha NOBEPX-
HOCTM MHXeEKTOpa, HeT adhdekTa pasfgeneHms kanenb
a3p0o30/14 MO BbICOTE MHXEKTOpa (B ropn3oHTanbHO
OPUMEHTUPOBAHHbBIX MHXXEKTOPaX Kanmnum pasaensoTcs
no pasMepam Nno Mepe NpPOXOXKAEHUH), OTCYTCTBYEeT
KOHOEeHCaL s aspo30£isi Ha CTEHKaX MHXeKTopa u ap.,
13-3a 4Yero NpaKkTU4ECKM BCE NPOM3BOAUTENN NCMONb3YIOT
WUMEHHO Takoe KOHCTPYKTMBHOE pelueHmne (Tabn. 1).

Ans pocTuxeHns HauuoHanbHol 6esonac-
HocTu Poccunckon degepaumn 1 peleHuns 3agad
nMmnopTo3aMeLLeHns cneymanucTamm npegnpuaTms

«BMK-OnTtoanekTtpoHuka» n IHCTUTYyTa aBTOMaTUKK
n anektpometpun CO PAH (r. HoBocnbupck) 6bin
pa3paboTaH aTOMHO-3MWUCCUOHHbIN CNEKTPOMETP C
aproHoson UCI1 — MpaHa-UCI. Lienbto HacToALwen
cTaTby SIBMSIETCS O3HAKOMITEHME CNEeumanncToB C
TEXHWYECKUMMN OCOOEHHOCTAMM 1 XapakTePUCTUKaMM
CEPUNHO BbIMYCKAaeMOro aToMHO-3MUCCUOHHOTO CrekK-
TpomeTpa poccuimckoro npomnssoacTtea paHg-MCrl
(N2 89108-23 B rocpeecTpe cpeacts namepeHun PO [11,12)).

SKCNEPUMEHTAJIbHAA YACTb
O6opypoBaHue

Cxewma cnektpometpa [paHa-UCI npeactaBneHa
Ha puc. 1. N3o6paxeHne nnasmbl NnpoeumpyeTcs ¢
NMOMOLLbI0 (DOKYCUPYHOLLIErO TOPOMAANbHOMO 3epkarna
Ha BXOAHble Lenu ABYyX NOIMXPOMaTOPOB, NPUYeEM
nonunxpomatop paHa-2 (190-780 Hm) 3anonHeH BO3-
ayxom, a nonmxpomartop paHa-BY® (160-190 Hm)
OoTKaumBaeTca 6e3macnsHbIM cnvparbHbIM HACOCOM
0o naeneHus P< 10 Na. OCHOBHbIM NPEUMYLLECTBOM
NCMNONb30BaHUSA BaKyyMHOro nonuxpomMmaropa (uc-
nonb3yetcsa Takxe y Shimadzu ICPE-9000) asns-
€TCS BO3MOXHOCTb BbICTPOro «X0f04HOro ctapTay
(0aBneHwue < 10 lNMa pocTuraetcs 3a BpemMsa MeHee
5 MUH), MO CpaBHEHMIO C TEXHOJOTMEN NPOLYBKA U
TepMOCTaTUPOBaHUS y 3apybexHbIX CNEKTPOMETPOB
(x npumepy, y Optima 8300 Bpemsi xonogHoro crapta

coctaBnset bonee 4 4). [onmxpomaTopbl MOCTPOEHbI MO
cxeMe lNaweHa-PyHre ¢ Heknaccu4eckMMm BOrHY TbiMK
andpakumMoHHbiMm pewweTkamm 2400 n 900 wTp/mMm
(R=1000 mm) y MpaHa-2 1 3600 wrp/mm (R =500 mm) y
lpaHa-BY®. CnekTpanbHoe pa3pellueHne B obnactu 190-
350 HM C HaMBOMbLUMM YUCITOM aHaNUTUYECKUX NTUHUA,
xapaktepHbix ansa VCIM [13,14], coctaBnsieT 8 nMm, 4To
O0CTaTOYHO ANS pasfaeneHns NMMHUIA, Hanpumep, 4acTo
BCTPeYatoLLMXCS B MPaKTUKE aHanM3a reosiormyeckmnx
06bekToB—P 1213.618 HM 1 Cu 11213.598 HMm (puc. 2). B
obnacTtn 160-190 HMm paspelueHne cocTaBnsaeT 15 nw,
aBobnactn 350-780 HM — 25 nm, 4TO CONOCTaBNMO CO
cnekTpanbHbIM pa3peLleHneM 3apybexHblx npubopos
(tabn. 1). Pernctpauusi cCnekTpoB Ha BbIXOAE MNOSNINXPO-
MaTOPOB OCYLLECTBNAETCA OAHOBPEMEHHO COOpKamMm
nuHeek getektopos BJMM-4000 ¢ BpemeHem 6a3oBoi
akcnoauumm ot 1 Mc u Bbiwe (Bcero 31 nuHenka no
4096 nukcenewn) [15].

B cnektpomeTpe peannszoBaHa BO3MOXHOCTb
MCNonb30BaHMs ABYX CNOcoboB HabnaeHNs NnNasmel
(akcmanbHbIN M pagnanbHbii). Beibop 30HbI HabnogeHUs
OCYLLECTBMSETCA NYTEM NOBOPOTa (POKyCUpyoLLEro
TopouaanbHOro 3epkana ¢ MOMOLLbIO LLIaroBOro Asura-
Tens. Vicnonb3oBaHue «04HOBPEMEHHOIO» [ABOMHOMO
0630pa nogpasyMeBaeT perncTpaLmio CriekTpa B O4HON
30He HabnaeHns, TOBOPOT TOPONAANbHOIo 3epkana
N perucTpaumio cnektTpa Bo BTOPOM 30HE 3a OOHO
uamepeHue. Hanpumep, nsmepeHune ogHowm Npoodbl 13
Tpex pensimk 3aHUMaeT MUHUMAarlbHOE BPEMST OKOSO
36 ¢ [(5 c namepeHne B akcuanbHOM pexume + 5 ¢
N3MepeHVe B paguanbHOM pexume + 2 ¢ Ha BpalleHne
3epkana) x 3 pennuku]. XonoAHbIN XBOCT Nia3mbl yaa-
NSAETCA C ONTUYECKOro NyTW CTPYel CxXaToro Bo3ayxa
(ananor texHonoruu PlasmaShear ot Perkin Elmer),
A1 NONyYEHUs KOTOPOTo UCMONb3YHT 6e3MacnsHbIN
KoMnpeccop.

Onsa cosganns UCI paspaboTtaHa Mogenb BbICO-
KoyacToTHoro reHepatopa (40.68 MI) c camoBo30yx-
OeHveM (aHanor BY reHepaTtopa Varian, ABcTpanus),
cornacoBaHue ¢ NnasMon B KOTOPOM JOCTUraeTcs 3a
CYeT U3MEHEHMS YacTOThbl KonebaHui 3aNeKTpomMarHuT-
HOro Nons, NuTakLero nnasmy. BeICOKOYaCTOTHBIN
reHepartop sBnsieTcsa reHepaTopom knacca «C», B
KOTOPOM MCMoSb30BaH reHepaTopHbin Tpuog 3CX1500D
(nogpobHee cm. paboTy [16]).

MogpepxaHne nnasmbl NPONCXOANT B BEPTU-
KanbHO YCTaHOBMEHHON TPex MOTOKOBOW KBapLIEBON
nonypas6opHoii ropeske 31-808-3557 (Glass Expansion,
ABCTpanus) unu aHanore. VIHXekTop B TaKOWM ropernke
CMEHHbIN 1 BbIbUpaeTcst ncxogsa M3 NOCTaBlIEHHON
3aga4n. OCHOBHbIM SBMSIETCA KEPAMUYECKUIA UHXEKTOP
750-81/1.8 (Precision Glass Blowing, CLLUA) gname-
Tpom 1.8 MM. BO3MOXHO NpUMEHEHUE UHXXEKTOPOB 13
OpyrMx MaTepuanoB U C UHbIMW uaMeTpaMu BbiXxoa-
Horo otBepcTus. CUCTEMy pacnbifieHNs BbiOMpatoT 1
yCTaHaBMMBaoT Ha CNEKTPOMETP B 3aBUCUMOCTU OT
peluaembIx 3aad (BO3MOXHO MNOAKMOYEHNE NobbIX
KOMMepYeCcKu OOCTYMHbIX BapUaHTOB pacnbinuTe-
new n pacnbINUTENbHbLIX KaMep U3 katanora Glass
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OudpakumroHHan
peweTka 2400 wr/mm

3epkanc Y@

AuchpakumonHan
pelwaTia 900 WwT/Mm,

FPAHA-2

OwcbpakumoHHa
peweTka 3600 wr/mm

nonwxpomatopa BY®

Coz=e--=s

BxoaHan wens
nonuxpomaropa

BxoaHas wens

3eprano .-
aKkcHaneHoro dokycupylowes

aepkano

pagnansHoro
obaopa

Puc. 1. OnTuyeckan cxema cnektpomeTpa MpaHa-VICT B MoaMdMKaLMM C BOSMOXHOCTBIO perucTpaLmMm obnactv ANUH BOSH

oT 160 o 780 Hm

Fig. 1. Optical scheme of Grand-ICP spectrometer in the modification with the available wavelength range from 160 to 780 nm

Expansion, PGB, Mainhard [17]. B 6a3oBoi Bepcun
CMNEeKTPOMETpa NOoCTaBNAETCS pacnbinuTensHas kamepa
20-808-8882HE (Glass Expansion), nTHeBMaTnyeckui
pacnbinutens Conikal DC Nebulizer A13-07-UC1 (Glass
Expansion) nnn ananorw.

BHelwHun Bua moandukauymm cnektpomeTpa
lpaHa-NCIT nokasaH Ha puc. 3. Hapsay ¢ OCHOBHbIM
CMEeKTPOMETPOM, paboTaloLLMM B CNEKTPansHOM Avanas3oHe
160-780 HM (puc 3 a), BbinyckaeTcs BOCTPeOOBaHHbIN
nonb3oBaTensMu BapmaHT 6e3 BakyyMHOro nonmxpo-
maTopa ¢ gnanasoHom 190-780 HM (puc 3 b) n ero
BEPCUS B 3aLLUTHOM PaANOXMMUNYECKOM (MepYaTOHHOM)
6okce (puc. 3 ¢). B 3awmTHOM BOKCe ANs MMHUMU3aunn
MroLaamn NOBEPXHOCTU, MOABEPTratoLLENCs 3apaXeHuto,
pasMeLLaeTcst UHAYKTOpP, ropernka, pacnbinMrensHas
Kamepa C NHeBMaTUYECKUM pacnbinnTeneM, Tpexka-
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Puc. 2. AHanntnyeckme MMHUM P1213.618 Hmm Cu Il 213.598 Hm
npw CNeKTPasbHOM paspelleHnn 8 Nm

Fig. 2. Analytical lines P 1213.618 nm and Cu 11 213.598 nm
at 8 pm spectral resolution
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Puc. 3. BHewHWI BuA Moaenel cnekTpomeTpa MpaHa-MCrl:
a) — C BO34YLWHbIM 1 BaKyYMHbIM CNEKTPANbHbIMU
npubopamm; b) —TONBKO C BO3AYLUHbBIM CNEKTPAIbHbIM
nprbopPOMm; C) — C 3aWUTHBIM PASNOXMMUYECKUM
H6okcom

Fig. 3. Photograph of Grand-ICP spectrometer models: a) —with
air and vacuum polychromators; b) — only with air
polychromator; c) —with protective radiochemical box

HanbHbIA NepUCTanbLTUYECKU HACOC U aBTO403aTop
KapycenbHoro Tuna Ha 20 o6pasLoB.

CyLliecTByeT BO3MOXHOCTb OCHALLLEHNSA CrNek-
TpoOMeTpa AONONHUTENbHBIM 06opyaoBaHMeM. Tak,
Hanpumep, ¢ NnoMoLLbio cnekTpomeTpa paHa-NCTl
(160—780 HMm) c [ONONHUTENBHBLIM NEePUCTaNBETUYECKUM
HacoCOM yaanochk peann3oBaTb CTexnorpaguyeckmmn
meTon AnddepeHUMpPYOLLIErO pacTBOPEHMS C nocre-
ayowmnm ASC-UCTT aHann3om hasoBoro cocTtasa
TBEPObIX MHOTO3NIEMEHTHBIX BELLECTB M MaTepuasnoB
(noppobHee o meToae cM. paboTy [18]).

JocTynHble paboyne napameTpbl CNEKTPOMETPA
lpana-NCI npuBeaeHsbl B Tabn. 2. [1ns onpeaenexus
aHanuTM4eckmx xapaktepucTuk (MO, guanasoH NuHewn-
HOCTV rpafyMpOBOYHbIX 32aBUCUMOCTEN, CTabUNbHOCTb

Tabnuuya 2
[ocTynHble paboyne napameTpbl criekTpomeTpa MpaHa-1Ch
Table 2
Available operating parameters of Grand-ICP spectrometer
MapameTp 3HaueHwue
MotwHOCTb, BT 400 - 2000, war
50
MoToku rasa:
A mpoweyroumia, miwns 820, war 0.05
pomexy ' 0.2 -1, war 0.05
— Ar pacnbinuTtens, n/M1H
. 0.2-1, war 0.05
- Ar BcnomoraTesbHbli, N/MUH
- O, (Mp1 aHann3e opraHNyYecKnx 01, war 0.01
2 P P 0 -1, war 0.01

pacTBopoOB), N/MUH
AKcuranbHbIR,

0630p nnasmbl pagmanbHbIn,
[ BOVHON

CKopocCTb NepucTansTUYeckoro Ha- 5_30

coca B pexvme nsmepeHus, 06/MuH

CKOpOCTb NepUCTanNbTUYECKOrO Ha- 5_100

coca B pexume nNpombIBkU, 06/MUH

Bpems namepeHusi ogHom pennu- 5-60

Ku, ¢

MuHUManbHOEe BpeEMS U3MEPEHUS 15

oaHom nNpo6bl (3 pennuku), ¢
Bpems cTabunusaumm nnasmsbl ¢
MOMEHTa XOJI0AHOro cTapTa Ao us- 15
MEPEHWI, MUH

BasoBas akcnosunumsa geTekTo-

Ot 1 po 5000
pa, Mc

aHanMTU4ecKoro curHana u NoBTOPAEMOCTb pesyrib-
TaTOB M3MEPEHNI) BbInn NCNONb30BaHbI NapameTpsbl,
npencTaBreHHble B Tabn. 3. Cuctema pacnbineHus
COCTOSIMa M3 MHEBMAaTUYECKOro UHEPTHOIO pacnbInuTens
OneNeb |1 G8010-60293 (Agilent, CLLA) n aByxxogosom
LIMKIOHHOW pacnbinuTensHon kamepbl 20-808-8882HE.
CneKkTpbl perucTpupoBanu B akcManbHOM pexunme

Tabnuuya 3
OnepaunoHHble ycnosua cnekTpomeTpa Mpana-UCH npu
onpeaeneHnn aHaIMTUYECKMX XapPaKTEPUCTUK

Table 3
Operating parameters of Grand-ICP spectrometer when
determining analytical characteristics

MapameTp 3HaueHve
MowHocTb nnasmel, BT 1250
Pacxop aproHa, n/MuH
- BHELLHWIN NOTOK 13
- NPOMEXYTOYHbIV MOTOK 0.50
- pacnbINUTENbHbIN NOTOK 0.5
CkopocTb nogayv npobbl, Mi/MUH 15
Bpems ctabunusaumm nnasmel, ¢ 10
Bpemsi npomMbIBKM Npobbl, C 30
Bpems 3abopa npobbl, ¢ 10
Bpems namepenus npobel, ¢ 15
1 nonoxeHwue,
MonoxeHne o63opa nnasmbl N
aKkcuanbHbIV
BasoBas akcnosuumnsa getekropa, 250
MmC
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HabntoaeHus, ecnv He oroBopeHo apyroe. ObpaboTky
MOJTyYEHHbIX CMIEKTPOB NPOBOAMIM B Mporpamme ATom
3.3[19].

Peaktusbl

[ns BbINONHEHNST 3KCNEPUMEHTAbHbIX UCCre-
OOBaHUIN MCNOSb30Bann: aproH BbICOKOW YNCTOThI;
A30THY0, COMSAHYIO 1 MAaBMKOBYI KMCMOThI KBanu-
duKaumm o0.cM.; ctaHgapTHele obpasubl (CO) M3C-1
—COI115608-2014 (Al, Ca, Cd, Fe, Mg, Mn, Na, Cr, Zn,
K, P —50 mr/n, Li— 10 mr/n 8 0.5 monb/n HNO,), M3C-
2 — COr1 15615-2014 (B, V, Bi, Ga, In, Co, Cu, Ni, Si,
Ti — 50 mr/r), M3C-3 — COI 15616-2014 (As, Sn, Rb,
Pb, Sb, Te, Se — 50 mr/n, Ba, Sr — 20 mr/n, Be, Ag, Au
— 10 mr/n, Hg — 5 mr/m), M3C-4 — COIT 15617-2014 (W,
Hf, Mo, Nb, Re, Ta, Zr — 50 mr/n), n MOC-P33 (HINO
«CkaT», . HoBocnbunpck); AeMOHN3NPOBaHHYH BOAY C
yAenbHbiM conpoTtuerieHnemM 18 MOm-cm (Ultrapure
Water System Direct Q-3, Millipore); NaCl ksanudvkaumm
X..; OTpacnesble CTaHAapTHbIe 06pasLbl Kaponpoy-
HbIX HMKeneBbIx cnnaeoB Tuna OCO 1-88/6-88 YKC32
(Ne16,17,18,19,20,56) (PI'YI «BUAMy); cTaHgapTHbIN
obpasel cocTaBa pacTBopa noHoB meTtannos (KC-1)
CO 7330-96 (Al-0.53 r/n, Fe = 1.0 r/n, Cd — 0.51 r/n,
Co-21r/m, Mn - 0.50 r/n, Cu — 1.0 r/n, Mo — 1.0 r/m,
Ni — 2.1 r/n, Pb —1.0 r/n, Zn — 0.50 r/n), CO cocTaBa
pacTBopa noHoB xenesa NCO 7835-2000 (1 r/n); CO
pacTtBopa MoHoB MapraHua [CO 7876-2000 (10 r/n); CO
cocTaBa pacTBopa noHoB antomuHusa MCO 7927-2001
(1 r/n); CO cocTaBa pacteopa noHoB Hukensa CO 7873-
2000 (1 r/n) (OO0 «3kpocxumy, . CaHkT-lNeTepbypr).

PE3YNbTATbI U UX OBCYXXAEHUE
Mpeaen obHapyKeHUA

Onsa oueHku MO (meTog 30) (Tabn. 4) CO M3C
pas3basnanu o koHueHTpauun 50 mkr/n. B kavecTtse
XOMOCTOro pacTBoOpa UCnosib30Bany AEMOHN3NPOBaHHYHO
BoAy. AHanUTMYeckue NHMM BuIGUpanu, kak npaBuIo,
CaMble MHTEHCUBHbIE, CBOBOAHbIE OT CneKTpanbHbIX
nomex. Bpemsi HTErpupoBaHus Kaxgomn pennuku
coctasnsano 10 c. MO paccuuTbiBanu no opmyne:

MO =3 CKO, x (C/(I-1)),

raoe CKO, — ctaHgapTHoe oTkfioHeHne 10 XonocTbIx
N3MepeHUIn, XxapakTepusyrLiee paccesHue curHana
XonocToro onbita, C— KOHUeHTpauusi pabo4yero pac-
tBOpa CO, /, | — cpeaHue 3Ha4eHUs MHTEHCUBHOCTY
NMHWIA B cnekTpax paboyero pacTeopa u pacteopa
XONOCTOrO OnbITa COOTBETCTBEHHO. V13 AaHHbIX Tabn. 4
BMAHO, YTO Nony4YeHHble 3HaveHus MO conocTaBnMbl
¢ M0 coBpemeHHbIx NCI cnektpomeTpos PerkinElmer
cepwum Optima [20] n iCAP Pro Thermo Fisher Scientific
[21] v HemHorO yeTynatoT MO Agilent 5800 [22].

JOnana3oH nHeiHOCTH

[nHamnyecknii gnanasoH NMHEEK OETEKTOPOB
BJIMIM-4000 npv ogHOKpaTHOW perucTpaLnm cnekTpa
cocTaBnset okono 5000, 4YTo orpaHMyMBaEeT AnanasoH
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NIMHENHOCTU rPagyMpPOBOYHOrO rpadmka MakCcumMyMm
YeTblpbMs nopsiakaMu BennunHbl. OAHMM M3 MeEXaHU3MOB
pacLIMpeHns 3Toro agnanasoHa, NoOMMMO UCMOSb30-
BaHMWS NMHUIN MeHbLUE UHTEHCMBHOCTU, ABNSETCS
ncnonb3oBaHne ABONHOro 063opa nnaa3mel. Jpyrum
MEeXaH13MOM yBENUYEHNS AManasoHa MMHENHOCTM rpaay-
MPOBOYHOIO rpachuka, peanm3oBaHHbIM B CNEKTPOMETPE,
SABNSETCH MEXaHN3M U3MEPEHMS CNIEKTPOB C PasHbIMU
BpeMeHaMu 6a3oBow akcno3uumm [23]. Ha puc. 4 Ha
npumepe nuHmn Mn [1 257.61 HM nokasaHbl AnanasoHbl
koHueHTpauui (o1 MO Jo BepXHEW rpaHULIbl UBMEPEHUS
NHWK), 3aperncTpMpOBaHHbIE NPU ABYX BPEMEHAX
6a3oBow akcnosmuum (5 n 500 mc) B ABYx cnocobax
HabntogeHus. MO Mn 11 257.61 Hm B akcuanbHoM 063ope
coctasnsieT — 0.2 mkr/n. MakcumanbHast KOHLUEeHTpauus,
KoTopasi MOXeT ObITb M3MepeHa Npu pagnanbHOM
cnocobe HabnoaeHUs 1 BpeMeHn 6a3oBo 3KCNO3NLIMK
5 mc cocTasnsiet okono 250 mr/n. OTcioga o4eBMaHo,
YTO AN NOMyYEHMsT MakCUManbHOro AUHAMUYECKOro
AvanasoHa nsmepeHust KoHueHTpauum (>108) no nuHum
Mn 11 257.61 Hm TpebyeTcs ucnonb3oBaHMe BONHOIO
o630pa ¢ oByMS BpemeHamun 6a30BOM IKCMO3ULUN.
Mcnonb3oBaHue 6onee cnabor nuHum, Hanpumep, Mn
[1 348.29 HM, NO3BONUT yBENMYMTL AnanasoH go >107
npw yCNoBMK OTCYTCTBUS CEKTparbHbIX MHTEpde-
PEHUMIA 1, YTO HEMANOBaXXHO, MaTPUYHbIX BIIUSIHUNA,
CMOCOBHbIX MPUBECTU K UBMEHEHUIO MHTEHCMBHOCTH
NUHUKM aHanuTa.

[ns oueHKM TOYHOCTM NPOBOAMMbIX Npenno-
YKEHHbIM BblLLE CNOCOBOM M3MEPEHUI CTPOWIU Fpaay-
npoBoyHble rpacukm Fe, Al, Ni, Mn (TCO 7330-96) B
avanasoe ot 0.001 mr/n go 250 mr/n. AHanmanpyemblie
paboyne npobbl FOTOBUNN METOOOM CMELLUMBAHUA U
nocnegoBaTenbHoro pasbdaeneHus MCO 7835-2000
(Fe — 1 r/n), FCO 7876-2000 (Mn — 10 r/n), FCO 7927-
2001 (Al—=1 r/n), FCO 7873-2000 (Ni — 1 r/n) (Tabn. 5).
KoHueHTpaumto anemeHToB A0 1 Mr/n onpenensnm
npu akcnanbHoM o63ope (500 mc), Bbilwe — npu pagu-
anbHoM (5 mc). BugHo, 4To NnpeanoXeHHbI cnocob
N3MepEHMSI CNEKTPOB C pa3HbIMK BpeMeHaMu 6a3oBoM
3KCMo3uUUMK B AByX criocobax HabntogeHnst no3sonsiet
YyBENUYNTb AManasoH onpegensieMblX KOHLEeHTpauui
Ans HekoTopbix anemeHToB (Al, Mn). C gpyrovi CTOPOHBI,
ansa Fe n Ni HabniogaeTcsa 3aHmxeHne pe3ynsTaToB
n3mMepeHust Boile 50 Mr/n, 4To roBOPUT O HaNM4UK
OPYrMx Npu4mH (MOMUMO AMHAMMUYECKOrO AMana3oHa
OeTeKkTopa), OrpaHNYMBalOLLMX BEPXHIOK rpaHuLy
NMHENHOCTN rPagyupOBOYHbIX rpadmKoB (BEPOSATHO,
MaTpUYHbIX 3O PEKTOB).

CT1abunbHOCTb aHaNUTUYECKOro curHana u no-
BTOPSIEMOCTb Pe3yrnbTaToB U3MEPEHUI

HonroBpemMeHHyo cTabunbHOCTb aHanUTU4Ye-
CKMX CUTHanoB yCTaHaBNMBanu nyTeM nx uaMepeHms
nepuoanyeckn B TedeHme 54 6e3 0CTaHOBKN CUCTEMBI
pacnbifieHns Npoobl 1 BbIKMOYEHUS Na3Mbl 6e3 1c-
Nonb30BaHUSA BHYTPEHHEro CTaHAapTa Npu aHanuse
pacTtBopa Ha ocHoBe MOC-1 ¢ koHUeHTpaumen 0.5 mr/n
1 xapaktepuaoBanu 3HavyeHnem OCKO (oTHocuTensHoe
cTaHJapTHoe OTKNoHeHue). [onyyYeHHble JaHHble
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Tabnuua 4

Mpeaenbl 06Hapy»keHua 30 (MKr/n), noaydeHHble Ha cnekTpomeTpe MpaHa-UCIM 1 Ha cnekTpomeTpax cepum Optima (Perkin
Elmer, CLLA) [20], iCAP Pro (Thermo, CLLIA) [21], Agilent 5800 ICP-OES (Agilent Technologies, CLLA) [22] B BoAHbIX pacTBopax

Table 4

Detection limits 3o (ug/1) achieved on Grand-ICP spectrometer and on Optima series spectrometers (Perkin Elmer, USA) [20],
iCAP Pro (Thermo, USA) [21], Agilent 5800 ICP-OES (Agilent Technologies, USA) [22] in aqueous solutions

MO, MKr/n, ycTaHOBNEHHbIN B CNEKTPO- .
OnuHa BOMHbI MeThAX OnuHa BOIHbI aHa- MO, MKr/n, ycTaHOBNEHHbIN B CNEKTPOMETpax
aHanuUTU4YeCcKon - - JIMTUYECKOW Nu- .
FIMHWK, HM rFV)Iaclz-IIElI- Optima I%:‘OP Asgélg(r)lt HUW, HM r&agnn' Optima | iCAP Pro ngél(()egt
Ag1328.068 0.4 0.6 15 017 Lu 11 261.542 0.5 01 - 0.04
Al'll 167.019 01 - 0.07 0.09 Mg I 279.553 0.01 0.03 0.01 0.007
Al 1 396.152 0.9 0.9 - - Mn 1l 257.611 0.2 01 0.07 0.03
As | 188.979 4 2 3.2 11 Mo 11 202.03 2 0.5 1.8 0.3
Au | 242.795 1 1 - 047 Na 1 589.592 0.5 0.5 27 041
B1182.579 7 1 - - Nb I1 309.418 2 1 - -
B1249.772 0.7 - 0.75 04 Nb 11 313.078 0.8 — — 0.2
Ba I 455.403 0.04 0.03 0.03 — Nd I1401.225 3 2 — 0.5
Ba 11493.408 0.06 - - 0.01 Ni I 231.604 0.6 — 0.47 0.36
Be 11 313.042 0.04 0.03 0.02 0.01 Ni | 341.476 04 04 - -
Bill 190.178 4 2 - - P 1177434 3 - 1.9 1.9
Bi1223.061 1.5 - - 1.2 P1213.619 8 4 - -
Call 393.366 0.03 - 0.02 0.01 Pb 11 220.353 1 14 1.8 11
Call 396.847 0.03 0.05 - - Pr11417.939 1.2 - - 0.4
Cd 11214.439 01 - 0.14 0.06 Pr11422.535 4 2 - -
Cd1228.802 0.3 0.08 - - Rb 421.554 041 5 - -
Ce 11418.660 2 4 - 0.63 Rb 1780.026 —* - 3
Co 11228.615 1 0.3 0.39 - Re 11197.249 1 04 - -
Co 11238.892 0.2 - - 0.19 Re 11 221.427 1 - - 0.5
Cr 11 205.560 0.4 — 0.23 — Sb 1206.833 2 2 - -
Crll 267.716 0.2 - - 0.16 Sb 1217.582 4 - 3 1.5
Cr11284.325 0.3 0.2 - — Sc 1 361.383 0.2 0.06 — 0.04
Cu Il 224.700 2 - 0.9 - Se | 196.027 2 3 5.2 3.3
Cu1324.753 0.5 04 - - Sm 11 359.259 0.5 - - 0.2
Cu1327.395 0.3 - - 0.18 Sm 11442434 2 2 - -
Dy I 353.171 0.5 - - 041 Sn 11 189.925 3 - 17 0.7
Dy 11394.468 1 0.5 - - Sn |1 317.504 4 4 - -
Er Il 323.085 1 0.5 - - Srl1407.771 0.02 0.03 0.01 0.004
Er 11 349.910 0.26 - - 041 Ta Il 263.558 3 1 - -
Eu Il 381.967 0.5 0.2 - - Ta ll 268.517 14 - - 0.8
Eu 11420.504 0.08 - - 0.04 Tb 11 332.440 3 2 - -
Fe 11 238.204 0.1 - - 0.09 Tb 11 350.914 2 - - 0.3
Fe 11 259.939 04 0.1 0.6 - Te |1 214.280 5 2 - 17
Gal 417.204 3 2 - 0.7 Till 334.941 04 0.2 0.15 0.05
Gd 11301.013 1 0.9 - - Tm Il 346.220 1 0.6 — 0.09
Gd 11 342.246 - - - 0.2 V 11292.402 1 - 0.7 -
Hf 1l 264.141 0.7 - - 0.45 V 11309.310 2 1 - 0.07
Hf 11 339.980 0.6 0.5 - - W 11207.912 15 - - 0.9
Hg | 184.887 5 0.6 - 0.3 W 11239.710 4 1 - -
Hg Il 194.163 4 - 1.2 - Y 11 324.227 0.6 0.2 - -
Ho 11 345.600 0.5 04 - 0.2 Y 11 371.029 01 - - 0.05
In 11 230.606 3 - - 27 Yb Il 328.937 041 01 - 0.02
In1325.608 1 1 - - Zn 11202.548 0.2 - - 0.08
K'1766.490 1 1 0.42 04 Zn1213.857 0.6 0.2 0.2 -
Lall 324.513 0.3 04 - - Zr 11 339.198 0.4 0.3 - -
La Il 379.477 0.5 - - 0.2 Zr11343.823 0.3 - - 0.1

MpumeyaHue: */IMHUA HAXOAMTCA BHE AMana3oHa PErMcCTPUPYEMbIX AIMH BOMH B UCCEAYEMOM CNEKTPOMETPE
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Tabnuua 5

PesynbTaTbl onpegeneHunn cogepskanus Fe, Ni, Al, Mn B BoAHbIX pacTBOpax Npu MCNO/b30BaHUM aKCMAIbHOTO M paguanb-
Horo o63opa 1 AByx BpemeH 6a3oBoit akcnosmumm (5 1 500 mc)

Table 5
Results of determination of Fe, Ni, Al, Mn content in aqueous solutions using axial and radial viewing and two base exposure
times (5 and 500 ms)
Oxupae- MonyyeHHoe 3Ha4eHue,
Oxvaaemoe Mony4yeHHoe 3HaueHue, Mr/N 4N aHaNMTUYEeCKON NUHWUK, HM Moe 3Ha- mr/n ANS aHanuTUYe-
3HaueHwve, Mr/n yeHue, CKOU NUHMK, HM
Fe 11 259.94 Ni | 341.47 Al'l 308.22 mr/n Mn 11 257.61
0.001 0.0009 £ 0.0005 0.0015 £ 0.0002 0.0012 £ 0.0001 0.01 0.01 £ 0.0005
0.01 0.012 £ 0.005 0.011 £0.004 0.011 £0.01 0.1 0.09 £ 0.007
0.05 0.052 £ 0.003 0.048 £ 0.007 0.043 £0.01 0.5 0.50£0.03
0.2 0.21£0.02 0.196 + 0.003 0.19+0.01 2 1.93 £ 0.06
0.5 0.51+0.03 0.48 £0.02 0.48 £0.02 5 51+0.2
1 1.00 £ 0.03 1.01 £0.05 1.03 £ 0.03 10 10.8 £0.55
5 50+0.2 51+0.3 5.23+0.08 50 49825
10 9.8+0.2 99+0.7 9.82+0.54 100 99+2
50 50.0+1.2 49.8+0.5 49.7 0.3 500 -
100 95.9+0.9 970+ 1.5 98+3 1000 -
250 2305 232 +4.65 251+5 2500 -

lMpumeyaHue: - MoayYeHHoe 3Ha4eHUe KOHYeHMpPayuu 861X00UM 3a 8EPXHIOI0 2pAHULY 2padyupo8oYHO20 2padhuKa
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Puc. 4. lnanasoHbl KOHUEHTpaunn ana anHmum Mn 1l 257.610, pernctpupyemsble npm 6a3oBoi akcnosmumm 5 1 500 mc B

aKcMaabHOM M padmansHom ob3ope

Fig. 4. Concentration ranges for Mn Il 257.610 line recorded at a base exposure of 5 and 500 ms in axial and radial viewing

npeAcTaBneHbl Ha puc. 5 n Tabn. 6, n3 KoTopbixX creayer,
410 OCKO MHTEHCUBHOCTU NINHWIA aHANUTOB COCTaB-
naet meHee 2 %, a ans nnHuin Ar meHee 1 %. OCKO,
XapakTepuayroLiee JONTOBPEMEHHYI0 CTabUIbHOCTb
aHanuTM4ecKoro curHana B BbICOKOMUHEPanM3oBaH-
Hom pacTBope (06pasel Ha ocHoBe M3C-1 0.5 mr/n B
10 %-Hom pacTtBope NaCl) coctasnsiet He 6onee 3 %
3a 1 4. lNMony4eHHble XapakTEPUCTUKN NPAKTUYECKN
He yCcTynalT XapakTepucTukam AONrOBPEMEHHON
ctabunbHocTh Agilent 5110 ICP-OES — OCKO 2.4 % 3a
4 4 (250 mkr/n As, Se, Pb, Cd B pacteope 25 % NaCl)
[24], iCAP Pro — menee 1.5 % 3a 11 4 (Al, Ba, Cu, Mg,
Mn, Ni, P, Zn B 2 % HNO,) [25].

[MoBTOPAEMOCTb pe3yNbTaToOB U3MEPEHWNI OLIEHN-
Basnv Ha OCHOBaHWM AECSTU NapanienbHbIX onpeae-
NeHnIn anemMeHToB B 06pasue Ha ocHoBe CO M3C-1 ¢
koHueHTpauwen 1 mr/n. OCKO noBTOpsieMOCTM COCTaBUIIO
S,=0.001-0.03 Ans pasHbIX 311EMEHTOB, YTO MOJTHOCTbIO
COOTBETCTBYET HOPMUPOBAHHBIM METPOSOTMYECKNM
XapakTepucTuka cnektpometpa [11, 12].
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Fig. 5. Dependence of measured elements concentration
on measuring time
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Tabnuuya 6
MoKasaTeNb AONTOBPEMEHHON CTaBUNBHOCTU MHTEHCUB-
HOCTW aHaNUTUYECKUX nMHUIM (OCKO, %), nonyyeHHas Ha
cnekTpometpe paHa-UCT

Table 6
Indicator of long-term stability of intensity of analytical lines
(RSD, %) obtained on Grand-ICP spectrometer

OCKO, %

[nuvHa Bon-
Hbl aHanMTK-
yeckor in- | Matpuua —2% HNO,, | Matpuua - 10 % NaCl,

HUW, HM t.,=9u t, =14
Cu 132475 1.6 2.0
Fe 1248.33 1.8 1.5
Ni | 341.48 1.3 1.6

Mn 1l

259.37 17 1.2
Al1396.15 1.3 1.8
Cd 1228.80 1.4 2.0
Ar1404.44 0.9 3.0

Anpob6auusa cnekTpomeTpa

B kayecTBe npumepa npuMBedEéM MCNoNb3oBa-
Hue cnekTpomeTpa pana-VCIl gnsa aHannsa npo6
XaponpouHbix Hukenesblx cnnasos OCO 1-88/6-88
YKC32. OnpegeneHne cocTaBa NpoBOAMITM MO BHELL-
Hew rpagyupoBke ¢ ucnornb3oBaHnem OCO Ne16, 17,
19, 20, 56. [oToBUNM 4BE CepumM pacTBOPOB. HaBecky
cTpyxku maccow 0.1 r pactsopsanu B 5 mn HCI + 2 mn
HNO, + 1 mn HF 1 gosoamnu go o6bema 100 mn. ins
NpUroTOoBMEHUS BTOPOW cepumn HaBecky maccown 0.1 r
pacteopsinu B 20 mn cmecn HCI+HNO, (6:1) 1 3atem
posoaunu ao obvema 100 mn. PacnbinmMTensHyo kamepy

ucnonb3oBanu MHepTHyto Tracey TFE Spray Chamber
20-809-2507 (Glass Expansion), nockonbky aHannsm-
pyemble pacTBopbl cogepxat HF. OanH n3 0CHOBHbIX
napameTpoB, BNMSAIOLMNX HA aHANUTUYECKUIA CUrHan, —
CKOPOCTb pacnbINUTENBHOrO NOTOKA rasa, onpeaenstoLas,
B OCHOBHOM, BpEMS HAXOXEHUs1 a3p030115 pacTBopa
npoObl B Nna3Me 1 Ka4ecTBo (QNCNepPCHOCTL) a3po30ns.
C uenbio Nony4eHns MakCMMarnbHOr0 aHanNMTUYECKoro
CUrHana CkopoCTb MOTOKAa CHMXanu 4O MUHUMaIb-
HOro YpOBHS, NpU KOTOpoM 06pa3yeTcs aspo30sb —
0.35 n/MuH. 1N NoCTpoeHUsa rpagympoBOYHbIX 3a-
BucumocTen Mn, Si, Mo, Ti, Al, Fe, V, Co, B, Hf, Re
ucnonb3oBanu obpasLbl, pacTBOPEHHbIE B CMECH
HNO,/HCI, a gna Cr, W, Ta u Nb — HNO,/HCI/HF.
O6paseL XKC32 Ne18 ncnonb3oBanu B ka4ecTBe Npodbl
(tabn. 7). BugHo, 4TO HaMAEHHbIE 3HAYEHMS MaCCOBbIX
[0new 3NMeMeHTOB XOPOLLIO COBMaAatoT C aTTECTOBAHHbIMM
COLEepXaHNAMM, YTO CBUOETENLCTBYET 00 OTCYTCTBMU
3HaAYMMOM CUCTEMATUYECKON NOTPELLHOCTY.
CnektpomeTpsbl paHa-UCI ycnewHo anpobu-
poOBaHbl COTpyAHMKamn nabopaTopun NpeanpusaTun
NpOMbILNEHHOCTU PP 1 B HayYHbIX MHCTUTYTax PAH.

3AK/TIOMEHUE

MogBoas utor, BaXXHO OTMETUTb, YTO METPOIIO-
rMYeckme xapakTepUCTUKN Pe3ynbTaToB XMMUYECKOTO
aHanusa (IO, amanasoH onpeaenseMblx KOHLEHTpaLUun,
CTabuUNbHOCTb aHaANUTUYECKOro cUrHana u noBTo-
PSEMOCTb Pe3ynbTaToB U3MEPEHUN), NONyYeHHbIE C
NMOMOLLbIO CMEKTPOMETPA POCCUNCKOro Mpon3BoacTea
pana-NCrIl, 3apernctpupoBaHHoro nog Ne 89108-23
B rocpeecTpe cpeacTB nsmepenuin PO, He yctynatoT
COBpPEMEHHbLIM UMMOPTHLIM 0OpasLam.

Bnarogaps ucnonb3oBaHMio BbiICOKOpaspe-
LwatoLlero nonuxpomatopa cepun paHa 1 BbICOKO-

Tabnuua 7
PesynbTaTbl OnpeaeneHns cogepKaHuns afnemeHToB B obpasue HKC32 Nel18
Table 7
Results of determination of the concentration of elements in «GS32 N2 18» sample

[nvHa BonHbI aHanuTnye- ATTECTOBaHHOE 3Haye- A HavigeHHoe 3HayeHne macco- ld_ |
CKOW NTUHUKN, HM Hue maccoBol gonu, % M Bov gonu, % ate
Mn 11 257.61 0.12 0.02 0.113 £ 0.004 0.007
Sil251.61 0.26 0.02 0.264 +0.027 0.004
Cr11266.60 4.08 0.10 410+0.21 0.02

Mo | 379.83 0.70 0.06 0.781 £ 0.012 0.081

W 11 220.45 12.85 0.35 12.85+0.42 0.001
Til334.19 0.56 0.05 0.59 £0.03 0.03

Al | 256.80 3.86 0.23 3.90+0.18 0.04

Fe 11 259.94 0.44 0.03 0.48 £0.02 0.04

Ta Il 226.56 5.15 0.30 5.06 £ 0.51 0.09

V 11290.89 0.11 0.01 0.10 £ 0.007 0.01

Co 11 234.74 13.00 0.42 13.00 £ 0.42 0.001
B1249.77 0.02 0.004 0.025 £ 0.001 0.005
Nb 11 288.32 0.23 0.08 0.223 +0.037 0.007

Hf Il 264.14 1.33 0.15 1.34 £ 0.09 0.01

Re 11221.43 3.08 0.27 2.990 £ 0.075 0.09

anMEHaHMe:lAM - abcontoTHaA NOrpelHoCcTb aTTeCToOBaHHOIO 3HaYeHna OCO npu aoBepuTenbHON BepoaTHocTn P=0.95
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YyBCTBUTENbHbLIX AeTekTopos cepun BIMM-4000 ¢
NMOMOLLbIO CNEKTPOMETPA BO3MOXHO NpoBeAeHne
aHanusa camblx pasHoobpasHbIX No cocTaBy Npob.
CnekTpomMeTp perncTpupyeT CnekTp OgHOBPEMEHHO
B obnactn ot 160 go 780 HM ¢ pa3peLueHnem 15 nm
B obnactn 160—-190 HM, 8 nm B obnactn 190-350 Hm,
25 nm B obnactn 350-780 HM. cnonb3oBaHne Tex-
HOMOMMM 3anncK CNEeKTPOB 3a OOHO 3MEPEHME B OBYX
0630pax 1 Npu AByX 3Ha4YEeHUAX 6A30BON SKCMO3NLUN
[AeTekTopa No3BOoSSET NOMYYUTb ANana3oH NIMHENHOCTU
6onee 10”. MHoroyHKUMOHaNbLHOE NporpaMmMHoe
obecnevyeHne ATOM NO3BOMSET pellaTb NOCTaBMEH-
Hble MOoMNb30BaTENAMW YHUKANbHbBIE 3a4a4M Kak Mo
ynpaBneHno CNeKTPOMETPOM, Tak U no obpaboTke
cneKkTpasnbHbIX JaHHbIX.

B HacTosLLee BpeMs TpOM3BOACTBO PACXOLHbIX
maTepuanos ana metoga ASC-UCI1 (ropenka, pac-
nbiNUTEnNb, pacnbinuTensHas kamepa, Tpyoku ans
Hacoca) B Poccum He HanaXeHo, YTO CTaBUT BaXKHYHO
3aJauvy Mx UMNopTo3amMeLLeHNs nepes NpeanpusaTMaIMm
npombiLwneHHocTn PO ona obpeTeHns He3aBMCUMOCTK
OT NOMUTUYECKOIN BOMNW OPYINX rocyaapcTB.
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