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IIpencraBneHbI BOBMOMKHOCTH IIPOTPAMMHOTO 00eCIIedeHH «ATOM», BXOJAIIETO B COCTAB CIIEKT-
PATBHOTO AHAIUTIHYECKOr0 060pyqoBanus npoussocrea Komnaumnu «BMK-OnrosnexTporuka».
IToxazaHbl BapuaHTHI H3MEPEHNT HHTEHCUBHOCTH JHUHUHA B CIIEKTPAX, [TOyYEHHBIX C UCIIOIH30-
BaHWEM DPA3IUYHBIX UCTOYHHUKOB Bo30ysxmenus — MCII, MukpoBonHOBas Iiasma, QyroBOH w
WCKPOBOM paspsii B BO3IYIIHON HII aproOHOBOH cperne u ap. Omucanbl mporeaypsl, obecrednsa-
OII[HE TIPOCIIE;KMBAEMOCTD PE3yJIBTATOB 3MepeHwil. KparTko omrcanb! STarbl BBIYUCIEHUN — OT
MHTEHCUBHOCTH CIIEKTPAIBLHON JIMHUH JI0 CONEP/KAHMS SJIEMEHTAa B IIpo0e, a TAKIKe pacyer CTaTh-
CTHYECKUX [TOKA3aTeIed ¥ MeTPOJIOTHIEeCKHAN KOHTPOIb MeToqukn usmepenus coracao 'OCT P
HCO 5725. PasBuThbie cpeacTBa SKECIOPTA JAHHBIX HE TOJIHKO ITO3BOJISIOT OPraHM30BaTh IIepe/ia-
4y pesyJbTATOB BO BHEIITHUE HH(OPMAIMOHHbBIE CHCTEMbL, HO U PACIIUPSAIOT (DYHKIIMOHAIBHbBIE
BO3MOKHOCTH IIPOTPAMMbI, OIUPASCh HA B3aUMOIEHUCTBUE C APYTUMH IPHIOKEHUusIMHA. B mpo-
rpaMMHOM obecrieueHnn «ATOM» MIPENCTABIEHO HECKOIBKO METOOB CIIEKTPATIHLHOIO aHAIN3a, B
TOM YFHCJIe C BPEMEHHBIM paspelieHueM (CIMHTWIIAINNA, abcopOuns, aHamn3 HeMeTAUIMTIECKIX
BRJIFOYEHWI). B Buie OT/IEIBHBIX JIOMOMHUTEIBHBIX HHCTPYMEHTOB IIPEIJIOKEHBI METOAUKN Ka-
YECTBEHHOTO W IIOJIyKOJMYECTBEHHOIO aHANN3a. KOMIUIEKT MOCTABKM MPOrPAMMHOTO IaKeTa
«ATOM» COZIEP!KUT BCIIOMOTATEIbHEIE HH(OPMAIIMOHHBIE CHCTEMbL: 623y JAaHHBIX CIIEKTPAIBHBIX
JIMHUHA, MAPOYHHUK CILUIABOB, KATAJIOT CTAHIAPTHHIX 00PA3IIOB C ATTECTOBAHHBIMHY COLEPKAHUIMI
SJIEMEHTOB, a Tak:Ke 0asy JAHHBIX HOPMATHBHBIX 3HAYEHWIH METPOJIOTHYECKUX XAaPAKTEPUCTUK
MeTor0B usMeperus. OTIHIUTeILHON 0COGEHHOCTHIO IIPOrPAMMHOr0 obecriedeHus «ATom» sB-
JISIeTCS IIPOyMAHHbBINA HHTEP(EHC 10JIH30BATEJIs, IIO3BOJIIOIIUN C BHICOKOH IIPOU3BOAUTEIBHO-
CTHIO paboTaTh C JIOOBIM CIIEKTPOAHAIUTHYECKUM obopynoBanueMm. CoBpeMeHHAS MOIy/IbHAS
apXUTEKTypa IPOrpaMMbI II03BOJIAET 3)(PeKTHBHO YIIPABIATD CJI0KHOCTBIO IPOEKTA U BECTHU He-
3aBHCHMYIO pa3paboTKy OTeIbHBIX KOMIIOHEHT C UCIIO/IHb30BAHMEM IIOIXO/AIINX HHCTPYMEHTOB.

KaroueBnle cioBa: aTOMHO-9MHCCHOHHAS CIIEKTPOMETPHA; aTOMHO-a0COPOITMOHHAA CIIEKTPO-
MeTpWs; CIeKTpoMeTp; aHanmu3aTop cruekTpoB MAIC; nuneiika oTOIETEKTOPOB; OJHOBPEMEH-
HOE OIIpe/ie/IeHHe SJIeMEHTOB.

“ATOM” SOFTWARE FOR ATOMIC SPECTRAL ANALYSIS
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The capabilities of the Atom software used in the spectral analytical equipment manufactured by the
VMK-Optoelektronika company are presented. Spectral measurements using various sources — induc-
tively coupled plasma, microwave plasma, arc and spark discharge in air or argon atmosphere, atomic ab-
sorption, etc. — are discussed. Procedures allowing the traceability of measurement results are described.
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The calculation steps starting with calculation of the spectral line intensity to determination of the ele-
ment content in the sample are briefly considered, as well as the estimation of statistical indicators and
the metrological control of the measurement procedure according to GOST R ISO 5725. The advanced
data export tools allow the transfer of results to external information systems, and, moreover, expand the
functionality of the program through interaction with other applications. Various options for printing out
using compact and extended presentations of results in the form of reports are available. The Atom soft-
ware covers several methods of spectral analysis, including time-resolved spectrometry (scintillation, ab-
sorption, and analysis of non-metallic inclusions). Methods of qualitative and semi-quantitative analysis
are offered in the form of separate additional tools. The Atom software distribution kit contains auxiliary
information systems: a database of spectral lines, an alloy grade guide, a catalog of standard samples with
certified elemental composition, and a database of the standard metrological characteristics of measure-
ment methods. A distinctive feature of the Atom software is a well-thought-out user interface for the oper-
ation of any spectral-analytical equipment with high performance. The modern modular architecture of
the program provides effective management of the project complexity and enables independent develop-
ment of individual components using suitable tools.

Keywords: atomic emission spectrometry; atomic absorption spectrometry; spectrometer; spectrum ana-
lyzer MAES; photodetector arrays; simultaneous determination of elements.
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B macrosimiee BpeMs B aHAIUTHYECKUX Jabopa-
topusix Poccun u crpan CHI' mmpoko ucrnonssyioT
CIIEKTPAIbHBIE KOMILICKCHI IJI ATOMHO-3MUCCHOH-
HOTO aHAIN3a C MHOTOKAHAJIbHBIMY aHATH3ATOPAMHU
amuccuoHHBIX crieKTpoB (MASC) [1 - 3]. 9Tu KoMm-
IJIEKChI PaboTaloT TOJI yIIPaBIeHHEeM IIPOTPAMMHOTO
obecnieuenus (II0) «Arom» [4], KoTOpoe BXOIWUT B
cocraB amamuzaropoB MAOSC. Passurme wmeroma
CITUHTWIIAIIAOHHON aTOMHO-3MUCCHOHHOM CITEKTPO-
merpuu (CAIC) [5 - 7] u onpeneneHus HeMeTaJLIu-
YEeCKHX BEJIIYEHWH B METAJIMYECKHX CILIaBax Me-

TOZOM aTOMHO-dMHUCCHOHHOH CIIEKTPOMETPHHU C WC-
KpOBBIM BO30y:kIeHueM [8] morpeboBasio cosmaHus
HOBBIX OBICTPOJIEUCTBYIOIINX U BBICOKOYYBCTBH-
TelbHBIX (poromerekTopoB [9, 10] u coorBercTBY-
omux uHCTpyMeHToB B 11O «AToM» myist pabGoThl C
BPEMEHHBIMH II0CIEIOBATEBHOCTIMU W3 IECITKOB
Thica4 crnekTpoB. CosmaHue aTOMHO-abCOPOITUOH-
HBIX CIIEKTPOMeTpoB ¢ aHamusaropamu MAIC [11],
CIIEKTPOMETPOB C MUKPOBOJIHOBOM IIasmoi [12, 13]
¥ WHAYKTUBHO-CBA3AHHOU 1wrasmoi [14], ocuarie-
HHE CIIEKTPOMETPOB aBTOJ03aTOPaMH, BHIEOKaMe-
paMu, cKaHepaMH MITPHUX-KOAOB U APYTUMH YCTPOU-
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Puc. 1. Bremnuii Bij I7IaBHOTO OKHA IPOrPAMMBI «ATOM»

Fig. 1. View of the main window of the «Atom» program



«3aBonckada ma6oparopus. [[maraoctuka marepuaaos». 2022. Tom 88. Ne 1. U. 1T 7

CTBaM¥ TIOTPEe60BATIO COOTBETCTBYIOIIETO PA3BUTHS
I10 «Atom».

ens nannoit paboThl — 03HAKOMIIEHHE CIIeIHa-
JIUCTOB C COBPEMEHHBIM YPOBHEM IIPOrPaMMHOTO
obecrieueHrss AaTOMHOTO CIEKTPAJIBHOTO aHaIu3a
«ATom».

IIO «ATom» paboraer B OIEPAI[HOHHOMN CHCTEME
Microsoft Windows Bepcuit XP, Vista, 7, 8 u 10.
«ATOM» TI03BOJISIET C BBICOKOM 3(h(PeKTUBHOCTHIO pe-
IIATh KaK PyTHHHbBIE, TAK U HeCTAHAAPTHLIE AHATH-
THYECKHEe 3a/Ia4H, MIPea0CTaBIdd OIepaTopy IIHpPOo-
Kuii HA0Op YHUBEPCAJIBHBIX U CIEIMATHU3UPOBAH-
HBIX HHCTPYMEHTOB (puc. 1).

praBJIeHI/Ie CIIEKTPaAJbHBIM KOMILJIEKCOM

g nsMepeHUA UHTEHCUBHOCTH B CIIEKTPE IIPO-
rpaMMa OCHAIlleHA CTAHIAPTHBIM MOJYJIEM, II03BO-
JIAIONINM 33[1aBaTh YHUBEPCAJIbHbBIE TapaMeTpPhl pe-
JKMMa H3MEepeHUsd, Takue Kak 6a30Basf SKCIO3HUINA,
Bpemsa o0kura u obiee Bpems wusmepenud. s
YIIPaBIEHUS CHEIUPUICCKUMU YaCTAMH KOHKPETHO-
IO CHEKTPAIBbHOTO KOMILIEKCA CILy:KUT HAb0p JOIOJ-

f piia- b L)
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Puc. 2. Monynb ynpasineHus «AproHOBBIH IITATUB»

Fig. 2. “Argon rack” control module

HHUTEIBHBIX Mofyei: «['emeparop Besysuii-3», «Ap-
TOHOBBIM mTatuB» (puc. 2), «IIporpammuo-ympas-
JIIeMbIN J1asep», «Bumeokamepa», «AToMHO-a06cop6-
IHOHHBIH crexkTpomerp» (puc. 3), «CBY cmekrpo-
Metp» (puc. 4), «~ABTOMaTHYECKUH 103aTOP> (pHUC. 5)
" JIp.

Mognynu yupaBimeHus 00eCIIeIHBAIOT COIJIACO-
BaHHYI0O PaboTy YacTedl KOMILIEKCA, OCYIIECTBIIIOT
MHIAKAIWIO, CTAOMIN3AINI0 U 3aMKiCh TAKUX Iapa-
MEeTpOB KaK TeMIlepaTypa, AaBjeHue, TOK paspana,
IIOTOK Ta3a, YPOBEHb BaKyyMa, MEeKAIEKTPOIHOEe
paccrosuue (cM. puc. 2 — 4) u ap.

ITomumo pyuHOro 3amycka usMepeHus ¢ 9KpaHa
KOMIIBIOTEPA WJIN OT BHEIITHETO IIyJIbTA, CYIEeCTBY-
0T pasIW4YHbIe BAPUAHTHI ABTOMATH3WPOBAHHBIX
M3MepeHuH, BKIYAs HCIOJIb30BAHHE aBTOM03aTO-
pos (cm. puc. 4, 5).

BosmoskHOCTH yHUBEPCATBHOTO MOAYJIS «ABTO-
MaTHYeCKHe U3MepeHus» (puc. 6) mo3BONTUIA WHTET-
pupoBarth crexrpodoromerp «Komubpu-2» B cucre-
My aBTOMATHYECKOTO KOHTPOJIS HEIMPEPBHIBHBIX TEX-
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Fig. 3. “Atomic absorption spectrometer” control module
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Fig. 4. “Microwave spectrometer” module for controlling microwave plasma
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Fig. 5. “Autosampler” module
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Fig. 8. Various options for calculating the line intensity
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Fig. 9. “Standards” mode

HOJIOTMYECKUX TIPOIIECCOB IIPOU3BOICTBA. SHAUCHUS
MHTEHCUBHOCTH B CIIEKTPE U3MEPSIOTCH C 3aJaHHOM
MMEPUOIUIHOCTHIO, 3aIHUCHIBAIOTCA B 6a3y MAHHBIX U
9KCIIOPTUPYIOTCA B CHUCTEMY KOHTPOJS TIPEIIPH-
ATHUA.

Y eToMYnBOCTE pe3ybTaTOB W3MEpeHui odecrre-
YUBAETCS CTAOMIM3AIMEHd U KOPPEKIMed TaKux ma-
paMeTpoB, KaK TeMIieparypa MPUEeMHUKOB H3IIyde-
HUs, KQIuOPOBKA II0 JJIMHAM BOJIH, YPOBEHb TEMHO-
BOTO CUTHAJIA, CIIEKTP MCTOYHUKA U3JyUeHHU.

Hapsimy co cmexrpom coxpassoTcs Bce 3ajaH-
Hble TTapaMeTphl U3MepeHus, IOKa3aHud JaTINKOB,
3HAYEHUA KOPPEKIUH, 3alINCAHHbIE TPA(UKNA U U30-
OpaskeHusd, a TakKe KaJUOPOBOYHBIE CUTHAIBI —
TEMHOBOM CHUTHAJ, CIEKTP W3Iy4eHUsd WCTOYHU-
Ka (/I CIIeKTPOB IPOIyCKAHWUS WK IIOTJIOIIEHUS)
¥ CIEKTP KOHTPOJBHOTO OIbITA, YTO obecreyuBa-
eT TPOCIEKMBAEMOCTh PEe3yAbTaTOB W3MEPEeHUH
(puc. 7).

Beruucienne pesyabTaroB

IIpu 3amecenuu cmexkTpa B TabauIly aHaIH3a
BBITIOJIHSAETCS pacueT aHATUTHIECKUX CUTHAJIOB U
CONepKaHUN 3aMaHHBIX XUMUYECKUX DJIEMEHTOB.
IlepBoiit 9Tan — aHaATU3 OKPY:KEHUSI KAMKAOU CIIEK-
TPaANBHOU JTUHUY U3 TAOAUIIBI AHATHN3A U BbIYHCIIE-
HYe WHTEHCHUBHOCTH 32 BBIYETOM (POHOBOTO H3IIyde-
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Fe 3047605 0033 00313 00017 0004 ¥aosn
I 202479 0036 00312 00048 001 Yaosn
Ir 322078 0036 00312 00048 001 ¥aoen.
| Mg 2776829 0.019 00156 00034 0005 Ygoen
Ma_ 2795528 0.017 00156 00014 0005 ¥oosn. el

| NOBTOPABMOC TS
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Puc. 10. OneparuBHbBIA KOHTPOJIb IOTPEIIHOCTH

Fig. 10. On-line error monitoring

HUA U Mellaomux duuaui (puc. 8). Bropoii stam —
BBIYHCICHUE AHATUTHYECKON HHTEHCUBHOCTH C y4e-
TOM BHYTPEHHEro crauiapra U K03 HUIMeHTOB Me-
JKDJIEMEHTHBIX BIHSHHUN U OMIpeeIeHue Cojep:Ka-
HUHS 10 paHee MOCTPOCHHOHN IPagyHupOBOYHON 3aBH-
cumoctu. [Tocaequuii sTan — obbeIUHEHE PE3yiIb-
TaTOB OIpPe/e/eHUs dJIEMEHTa 10 HECKOJIbKUM aHa-
JIUTAYECKAM JIAHUIM.

B rabnune amanmmsa mpuBeIeHBLI PACCYUTAHHBIE
CTATHCTUYECKHE IIOKA3aTeIH: CpefHee 3HadeHue,
MeauaHa, pasMax, CpeIHeKBaIpaTUIeCKoe OTKIOHEe-
HFe, JTOBEPHUTEIbHBIN MHTEPBAJ, IIOBTOPIEMOCTb U
rorperrHocTb. KOHTPOIb TOYHOCTH U IIPEITM3HOHHO-
CTH PE3yJbTaTOB U3MEPEHHWH OCYIIEeCTBIISEeTCS IIO0
3aJaHHBIM HOPMATHBHBLIM 3HAYEHHUAM H3 METOTUKN
usmepenus cornacao 'OCT P MUCO 5725 (puc. 9).

Pesynbprar omepaTWBHOTO KOHTPOJIS IIOTPEIll-
HOoCcTH u3MepeHud (puc. 10) MOKHO BBIBECTH HA Iie-
4aTh B BUE OTAEIBHOUN (DOPMBI OTYEeTA.

IIporpamma «Atom» MO3BOMIsIeT 3amaBaTh Hapa-
MEeTpPhI BEIYUCIEHNH, B TOM YKCJI€e CIHUCOK aHAJIU3HU-
PYEMBIX JIMHUM, IS JOCTUKEHUA ONITUMAIBHBIX pe-
3yJIbTATOB 6€3 IIPOBEIEeHHs ITIOBTOPHBIX M3MEPEHHH.
Takas BO3MOKHOCTH 0COOCHHO IIeHHA Ha JTale OT-
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Puc. 11. 3aBucuMOCTb HHTEHCUBHOCTH OT BpeMeHH (a0COpOIMs U CITMHTUILIISITNS)

Fig. 11. The intensity dependence versus time (absorption and scintillation)

Puc. 12. IloxykomruecTBeHHBIN aHAIN3

Fig. 12. Semi-quantitative analysis

JIaaAKH| HOBOU METOOAUKH WUJIH B ClIydae BbIIIOJTHEHUSI
HeCTaHAapTHOIO aHaJanu3a.

MeTO,I[BI CIICKTPAJIBHOTO aHaJau3a

B IIO «Atom» mpencTaBieHO HECKOIBKO METO-
JIOB CIEKTPAIBHOTO aHAIH3A:

1) aTOMHO-DPMUCCHOHHAA
(A9C);

2) CIMHTWUIAIMOHHAS  ATOMHO-3MHCCHOHHAM
crrexkrpomerpus (CAIC) [5 -7, 10];

3) aToMHO-a6copOIHOHHAST CIIEKTPOMETPHST
(AAC) ¢ HCTOYHMKOM HEIIPEePBIBHOTO criekTpa [11];

4) ompepnesieHVe HEMETANINIECKUX BEIIOUYCHUH
B METaJUIMYECKHUX CILIABAX METOJOM ATOMHO-3MUC-
CHOHHOH CIIEKTPOMETPHUSA C UCKPOBBIM BO30YIKIEHU-
eM crekTpa [8];

5) KOJWYECTBEHHBIH  MOJIEKYJIAPHBIH  CIIEK-
tpanbubiii ananus (MCA) mo cmekrpam morsoiie-
HHA — crieKTpodoromerpud [15].

BosmoxzoCTh 5(p(heKTUBHON paboThI C UCIIONb-
30BaHUEM CIIEKTPATBHBIX METOJOB C BPEMEHHBIM
pasperreauem (CAIC, AAC, ananus meMerayLImye-
CKUX BKJIIOYEHUH) 06eCIiednBaeTcsi UCIOAb30BAHUEM
COBpeMEHHOH 64-0MTHOH apXUTEKTyPHI ¢ pacrpee-
JIEHWeM JIaHHBIX U IIOTOKOB BHITIOJIHEHHUA HA BCE BbI-

CIEeKTPOMETPUS

KpOCE-roOppenRonHetH K. aramm3 % YHCIUTENbHBIE Aapa mpolieccopa (puc. 11). Yacth
AnemeHT KoHUeHTpaumA (ouenka) IIporpaMMsblI, pa60Ta101uaH B pPexrHuMe pearlbHOTro
:‘u{g:::::; 3% S BpEMeHH, peaJu30BaHa HANPAMYIO B KOMAHAAxX IIPO-
Ni (Hukens) 0.075% meccopa (Habop uHcTpykImit SSE4.2) ¢ ncnoab3osa-
Ca (Kansuwit) 0.058 % o

Al (Arvormns) 0.058 % HHFEM BeKTOPHU30BAHHBIX BEPCHUI AJITOPUTMOB.

Rh (Pomuit) 0.046 % B Bume oTmenbHBIX JOTMONTHUTEIBHBIX HHCTPY-
Pd (Mannagui) 0.045 %

Fe (Keneso) 0.042% MEHTOB IIPEeJIOKEeHBI METOIWKHA KAYeCTBEHHOTO M
Mg (Marwui) 0.026 % . _
R (Pyrenmi oo% MOy KOJIMYE€CTBEHHOI0 aHa.m/Iusa (puc. 12): metop, H?
Zn (L) 002% SBJIEHUS W YCUJCHUS JIMHWH, METO][ TPeX JINHUI;
Si(K It} 0.02 %

= (,ﬁ:;::u} 0018% MeTOJT KPOCC-KOPPEIAIIMOHHOTO Ka4eCTBEHHOTO aHa-
Pb (Ceunew) 0.015% Ju3a.

Sb (Cypema) 0.0093 %

Ir (Mpugii) 0.0057 %

Cu (Meze) 00048 % v Hurepdeiic moab3oBaTeas

Ornuaurensuoit ocobernocTso [10 «Atom» siB-
JIIeTcsl IPOAYMAHHBIA HWHTEpPQENC II0Jb30BaTels,
IIO3BOJIAIOMINY € BBICOKOM IIPOU3BOAUTEIHLHOCTHIO
paboraTh ¢ JII00BIM COBPEMEHHBIM CIIEKTPOAHAIUTH-
yeckuM KoMmruieKcoM. OCHOBHBIE BO3MOKHOCTH TIPO-
rpaMMbI CIPYIIIHPOBAHBI B HECKOJIBKUX pasjienax:

1) «rmaBHOE OKHO» — 0a30BbIe U YHHUBEPCAIb-
Hble (QYHKIINH, Peaan30BaHHbIE B OKHAX CIEKTPA,
IPaZyUPOBOYHOTO rparKa U TaOIHUIbI AaHATIN3A,

2) «HHCTPYMEHTBbI» — IOMOJHUTEIbHbIE U CITe-
nuaTu3upoBaHdbie (QyHKnwu (Hampumep, «Hage-
CTBEHHBIH aHanmus», «Memaomue auaun», «lua-
rpaMMma cojep:kaHuii», «I[IoMCK aHAIUTHYECKHX
JIUHUK»);

3) oTHenbHBIE «PEKUMBI» PAGOTHI MPOTPAMMEI,
Hampumep, «Jlabopant», «OTuer», «IIpoduauposa-
Hue», «O6pasipl cpaBHeHus», «Hopmarussl», «Basa
JMAHHBIX PE3yIhTATOB AHATH3a».

Y106cTBO, TIPOCTOTA U 3PTOHOMUYHOCTH WHTEP-
(hefica mocTHUramTCA € IIOMOINBI0 OPUTHHATHHBIX
97IEMEHTOB: TaKWe KOMIIOHEHTBHI, Kak Trpadux,
CIEKTD, TPAAyUPOBOYHBIN TpaduK, TabIUIlA aHATH-
3a, SABJIIIOTCA COOCTBEHHBIMHU PaspaboTKaMM KOMITa-
Hun. MHOrHe craHgapTHbBIE DIEMEHTHI YIPABICHHUS
ObLIM 3HAYMTEIHHO JOIOJHEHBI U YCOBEPIIEHCTBO-
BaHbl — KOHTEKCTHOE MEHI0, KHOITKA, OKHO COO00IIe-
HUM, BCILIBIBAIOIIAS MOACKA3KA, KOMOMHUPOBAHHBIN
BBINIAMAIONIHH criucoK (puc. 13).
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Puc. 13. dnements! uaTepeiica: Tabiua aHAIU3a € 3aKIaKaMU U KOHTEKCTHBIM MEHIO, IPay iPOBOYHBIN rpaduk, Tabyanpo-
BaHHBIHA BBIMAJAOIINI CIIMCOK CO BCTPOEHHBIM IIOMCKOM, OKHO COOOIIEHUH, BCILIBIBAIOIIAS II0ACKA3KA

Fig. 13. The interface elements: analysis Table with tabs and context menu, calibration graph, tabulated drop-down list with

built-in search, message box, and tooltip
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Puc. 14. CrangaprHblii 0TYeT, IeUYaTh TPAAyUPOBOYHOrO rpaduka

Fig. 14. Standard report and printing of a calibration graph

Otuersl U IKCIIOPT

BriBoj Ha meuars npepsaraet pasaudHble Bapu-
AQHThl KOMIIAKTHBIX ¥ PACIIHPEHHBIX IIPeICTaBe-
HUH pe3yJbTaToB B Buje 0T4eToB — «CTaHmapTHbIH
oruer» u «Ileuars rTpamyupoBOYHOTO TpadUKa»
(puc. 14), «I'pagyupoBounsbrie rpadurn», «CrimHTHI-
namnua», «OnepaTUBHBIA KOHTPOIB MOTPEITHOCTH»
(puc. 15), «Ilewars cunerTpa», oTuer pexuma «AHa-
nu3» 6a3bl JaHHBIX PE3yNIbTATOB aHanusa. Peamnso-
BaH NOJHO(MPYHKIMOHAIBHBIA PEKUM IIpEeIBapH-
TEJLHOTO IpocMoTpa mepen medarbio. OTyer MoKeT
OBbITh COXPaHEH B BHE OTHAEIbHOro (aina B dop-
marte PDF (Portable Document Format), B Tom urc-

Jle B aBTOMATHYECKOM peKMMe IIOCjie BBIBOJA Ha
evYaTh.

Tabauunbie (POPMBI OTUETOB MOTYT HEPEIaBaATh-
cs1 B mporpammy Microsoft Excel. Ilpumenas XLS-
daiin B kauecTBe maba0HA, MOMKHO CHOPMUPOBATH
OTYET C HCIOJb30BAHMEM BO3MOKHOCTEH IAKeTa
Microsoft Office.

PasBuTrsie cpejcTBa sKCIoOpTa JAHHBIX TO3BOJIS-
0T He TOJBKO OPTAHH30BATh [I€peady Pe3yIbTaTOB
BO BHEIIIHHE WH()OPMAITMOHHBIE CHCTEMBI, HO U pac-
[IAPAIOT (PYHKITUOHATHHBIE BO3MOKHOCTH IIPOTPaM-
MBI, OITUPASCh HA B3aMMOJEHCTBHUE C APYTUMHU MIPHU-
JIOKEHUAMU:
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Puc. 15. Pesynbrar onepaTuBHOTO KOHTPOJISA IIOTPENIHOCTH
usMepeHui B Buze ordyera B Excel

Fig. 15. The result of on-line measurement error monitor-
ing in the form of an Excel report

1) xommpoBanue B 6ydep obmena (prc. 16) mmpe-
JIOCTABJIAET CTAHIAPTHBIN CII0c0ob meperoca uHQOP-
Maruu U3 TabIUITbl aHATIU3a B J060€e ApyToe MPUIo-
JKeHUe;

2) renepanusa otderoB B Microsoft Excel (cwm.
puc. 15) perraer He TOJIBKO 3a1a4y oOpMIeHU IIe-
pen mevyarbio, HO M JaeT BO3MOYKHOCTH OpPTaHU30-
BaTh HECTAHIAPTHYI0 00paboTKy W MeTposiorude-
CKUP KOHTPOJIh Pe3yJIbTaTOB aHAIN3a;

3) skcropT pesynbraToB B opmare XML (eX-
tensible Markup Language) — coBpemeHHBI# yHU-
BEPCAJIBHBIN CITOCO0 AaBTOMATHYECKOH Iepemadu
JAaHHBIX B J1I00yI0 MH(OPMAIIMOHHYIO CHCTEMY, Ha-
npuMep, B 6a3y JaHHBIX IpeanpudTusd (cM. puc. 16);

4) mepenaua maHHbBIX B cpeny «Matlab» ucmons-
3yeTcd MHIKeHepaMu MPeINpUATHS I paspaboTKu
9KCITEPUMEHTAIBHBIX AJITOPUTMOB;
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Puc. 16. Konuposanue u3 Tabnuibl aHaiausa B 6ydep oome-
Ha, HACTPOMKN aBTOMATHIECKOTO SKCIIOPTA PE3YIHTATOB

OTmena

Fig. 16. Copying from the analysis Table to the clipboard
and automatic data export settings

5) BsammopeiicrBue ¢ Python maer Bosmo:x-
HOCTb BECTH PaspabOTKy MOIyJeH IIporpaMMbl Ha
BBICOKOYPOBHEBOM S3bIKE IIPOrPAMMHPOBAHUA 00-
I[er0 HA3HAYEHWS C HCIIOJIb30BAHHEM OOIIMPHBIX
OUOJMOTEK AJTOPUTMOB, MATEMATHYECKUX METOI0B
¥ KOMIIOHEHTOB HHTepdeiica.
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Puc. 17. Mapounuk u 6a3a JaHHBIX CIEKTPATbHBIX JIHHUH

Fig. 17. Alloy grade guide and database of spectral lines
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I[OIIOJIHI/ITGJII:HLIC BO3MOKHOCTH

Kommrekr mnocraBKH TpOrpaMMHOTO IaKera
«ATOM» COIEPIKUT BCIIOMOTATeIbHbIe MHMOPMALH-
OHHBIE CHCTEMbI: 6a3a JAHHBIX CIEKTPATbHBIX JIH-
HUH U Mapo4YHUK CILUIaBOB (pmc. 17), rarajor cras-
JapTHBIX 00pAasIlOB C aTTECTOBAHHBIMHU COZEpP:Ka-
HUSIMH 3JIEMEHTOB, 4 TakKe 06asa MAHHBIX HOpPMa-
TUBHBIX 3HAYEHUH METPOJOTHYECKHX XapaKTepu-
CTHEK METOI0B u3MepeHus (cM. puc. 9).

Crour OTHENBbHO OTMETHTH HEKOTOpPhIE OPHUTH-
HaJbHBIE Pa3paboTKu KoMmiauuu B pamikax 110
«ATOoM»: aBTOMaTHYECKad KAIUOPOBKA CIEKTPAb-
HOTO KOMILIEKca 10 mawHaM BoaH [16] (pume. 18);
ocHallleHne NTPHOOPOB BHUAEOKAMEpPaMI; BO3MOIK-
HOCTBb IPHMEHEHUS CKaHepa IITPUX-KoJa A aBTO-
MaTH3aI[iH BBOJA UJEHTU(UKATOPOB IIP00.

IIporpamma mocTpoeHa Mo MOAYILHOM apXUTEK-
Type, OTHeJIbHbIe MOAYJIH BBIIOIHEHBI C IIOMOIIBIO
pasmuuHbIX TexHoaoruii — Assembler, C, Win API,
C++, COM, MFC, C#, WinForms, WPE, Python.
Takas rereporeHHas CTPYKTypa IPOEKTa moTpe6o-
Bajia IIOCTPOEHUS PAa3BUTHIX CPEICTB Pa3BepThIBa-
HHUS TPOTPAMMHOTO 00eCIeYeHus: aBTOMATU3UPO-
BaHHaA cucTeMa COOPKH, MHCTAJLIATOP, OTCIEKUBA-
HUe U OOHOBJIEHWE BepCHii, TeCTHPOBAHHE HA CO-
BMECTHMOCTh, CAMOJHATHOCTHKA H KOHQHUTYpaTOp
npunoxenus (puc. 19).

3akaroueHue

Takum 06pasoM, MOKa3aHbI OCHOBHBIE OCOOEH-
HOCTH U IIPEUMYIIECTBA IPOrpPaMMbl «ATOM», a TaK-
JKe TJIABHBIE JOCTH/KEHUA MOCIETHUX HECKOIBKUX
JIeT paspaboTKH.

Tak, BbImycK 64-OMTHOU BEPCHH MIPOrPaAMMBbI
TI0O3BOJIWJI CHATH OTPAHUYEHUE HA 00bEM PErucTpH-
PYEMBIX TIOCTEe0BATENHHOCTEH CIEKTPOB U Cylile-
CTBEHHO YCKOPHTb HUX 00pabOTKy, YTO OCOGEHHO
BAKHO B CIUHTH/LIAIIMOHHON aATOMHO-3MHUCCHOHHON
CIIEKTPOMETPHUH U ITIPU OIpeIeIeHNH HeMeTaIude-
CKMX BKJIOUYEHHH B METAIMYECKUX CIUIABAX METO-
ZIOM aTOMHO-dMHUCCHOHHOM CIIEKTPOMETPUH C UCKPO-

ompagunsposana| [313)

Puc. 18. Ilporecc aBromaTu4eckoi KaauOpPOBKY 110 IJIUHAM
BOJIH

Fig. 18. Process of automatic wavelength calibration

BBIM B030y:xmeHueMm crekrpa. Cozganne aroMHO-a6-
COPOITMOHHBIX CIEKTPOMETPOB C AaHAIN3aTOPAMU
MAOSC, crekTpoMeTpoB ¢ MEKPOBOJIHOBOM ILIA3MOM
¥ WHIYKTUBHO-CBSI3QHHOM ILTA3MOM, OCHAII[EHUE
CIIEKTPOMETPOB aBTO/I03aTOPaMHU, BUIEOKAMEpPaMH 1
JIPYTHMH JIOMOJHUTEIBHBIMA YCTPONUCTBAMH TIOTPE-
GoBamu paspaboTKM ¥ BHEAPEHUS COOTBETCTBYIO-
VX UHCTPYMEHTOB U MOMYJIEH.

II0 «Atom» sBafeTcs BaKHON YaCTBIO CIIEK-
TPaJTbHOTO AHAITUTUYECKOTO KOMILIEKCA, U ero pas-
BUTHE pAIIUpSIeT AHATUTAYECKHE BO3MOKHOCTU
KOMILIIEKCA B I[€JIOM.

IIO «ATom» paspabaTbIBAlOT BBICOKOKBAIH(U-
[MPOBAHHBIE CIEIUAIKUCTHI C MPUMEHEHUEM Iepe-
IOBBIX TexHonoruii. CoBpeMeHHas MOy IbHAS apXu-
TEeKTypa IPOrpaMMbl  IIO3BOJIIET (P eKTHBHO
YIPABIATH CIOKHOCTHIO POEKTA U BECTH HE3ABUCH-
MyI0 pas3paboTKy OTAEIbHBIX KOMIIOHEHT C HCIIOJIb-
30BaHUEM HauboJee IOAXOAIINX HHCTPYMEHTOB.
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HNHCTPYMEHT JJId TUATHOCTHRU CIIERTPAJIBHBIX KOMIIJIEKCOB
N PESEPBHOI'O KOIIMPOBAHUA 110 «<ATOM»

© 3axap BaamgumupoBuu CeménoBl:2*, Anaroanii Anekcanaposud [[3r00als2,
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Ienb manHoi paGoOTHI COCTOSIA B CO3MAHUM WHCTPYMEHTA JJIsi (POPMUPOBAHUS ¥ OTIIPABKY JIHa-
THOCTHYECKUX OTYETOB U PE3EPBHBIX KOIHIA IIPOrPAMMHOrO 00ECIIEUEHUs CIIEKTPAIBHBIX KOMII-
JIEKCOB Ha OCHOBE MHOTOKAHAJIBHBIX AHAIM3ATOPOB SMHUCCHOHHBIX criekTpoB MASDC, ynpasisie-
MbIx ¢ momoIbio [10 «Arom». BT cocTaBieH Cmucok mapamMeTpoB U XapaKTEPUCTHE CIIEKTPAIb-
HOTO KOMILIEKCA, JOCTYIHBIX ITPOTPAMMHOMY 00ECIIEYEHHI0, KOTOPbIE MOTYT ObITh IIOJIE3HBI I
IMarHOCTUKY HewcrnpaBHocTed. Hawbosee CyIecTBeHHBIME B JAHHOM CIydae SIBJIAIOTCS: WH-
dopmarus 06 ycramosmerrom [10 «Arom» 1 06 oneparyosHou cucreme; HacTpoiiku camoro I10
«ATOM» ¥ BCeX ero MOJyJIeil; HACTPOMKH perucrpanuu crekrpos anamusaropom MAIC; oruerst
0 COOSIX ¥ BCIIOMOTATEeIbHbBIE JaHHbIE, KOTOPBIE JOCTYITHBI B (DAMJIAX CO CIIEKTPATHLHBIMY JaHHbI-
Mmu. B cooTBeTcTBHE ¢ JAHHBIM CIIMCKOM ObLI PaspaGoTaH HOBBIM MTPOTPAMMHBIA HHCTPYMEHT
«AtomReport», KoTopbIii 103BOIAET (DOPMUPOBATEH OTUETHI 0 PaboTe MPUOOPA U €0 HACTPOHKAX,
a Takke Jienarb pe3epBHbIe KOIIUHU IIPOrpaMMHOro obecreuenus. JlumarnocTuka Ha ocHOBe ¢op-
MUPYeMBbIX OTYEeTOB II03BOJIAeT BBIABIATH HEKOPPEKTHble HACTPOMKU aHAIN3a, PEruCTPalliy
CIIEKTPOB WJIH WX MATEMATHYECKOH 00PAaGOTKH, a TAKMKe BOCIPOH3BOAUTH U YCTPAHITH HEHCII-
paBHOCTH B caMOM HporpaMMHOM obecrieueHuu. B pabore mpeicTaBieHbl IpaKTHYIECKHe IIPHMe-
PBI YIIydIIeHNs XaPAKTePUCTUE Pe3yJIbTATOB aHaJI3a 6JIarofaps MIPOBEIEeHUI0 YIAIeHHON [ra-
THOCTHKH 06opymoBanus. MexanusM cosmanus pesepBHbIX kKormil 110 «ATom» moBbIIIaeT cra-
OMIBHOCTE PAGOTHI KOMILIEKCA 38 CIET BOBMOKHOCTH OIIEPATHBHOIO BOCCTAHOBIIEHHS Pabouero
COCTOSIHUSI €r0 IIPOTPAMMHOM YACTH TI0CJIE JII00BIX N3MEHEHMI CO CTOPOHBI [TOJIb30BATEI KOMII-
JIeKCA U IMATHOCTUKA HEWCIIPABHOCTEH I[yTeM PAa3BEPTHIBAHNS PE3€PBHON KOITUY B TECTOBOM OT-
namouHoM OKpy:eHuu. C IOMOIIBI0 pa3pabOTaHHOrO MHCTPYMEHTA BO3MOKHO TAKKe BBIABIIE-
HU€e HEUCITPABHOCTEH B CAMOM 000PYJ0BAHUH HA OCHOBAHWHY JAHHBIX, COXPAHAEMbIX TP PETUCT-
pAaIMH CIIEKTPOB.

KiroueBsbIe c/IoBa: AMAarHOCTHKA CIIEKTPATBHOIO KOMILIEKCA; PE3ePBHOE KOIIHPOBAHKE; ABTO-
MaTH3aLMs; ATOMHO-3MICCHOHHBIN CIIEKTPOMETD; aTOMHO-a6COPOIIMOHHBIN CIIEKTPOMETD; aHa-
nusaTop crexrpos MASC.

A TOOL FOR DIAGNOSTICS OF SPECTRAL SYSTEMS
AND MAKING BACKUPS OF THE ATOM SOFTWARE
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The aim of this work was to develop a tool for generating and sending diagnostic reports and backup cop-
ies of the software for spectral systems based on multichannel analyzers of emission spectra (MAES) con-
trolled by the Atom software. To match the goal, we compiled a list of parameters and characteristics of
the spectral system available to the software that can be used for troubleshooting. The information about
the characteristics of the installed Atom software and operating system, the settings of the Atom software
and all its modules, the settings for recording spectra by the MAES analyzer, the failure reports and auxil-
iary data that are available in the files with spectral data appeared to be the most useful parameters. In ac-
cordance with this list, we developed a new software tool AtomReport for generating reports on the set-
tings and operation of the device, as well as for making backup copies of the software. Diagnostics based
on generated reports provided identification of incorrect settings for analysis, recording or mathematical
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processing of spectra, reproduction and elimination of malfunctions in the software. Practical examples of
improving the analytical results using the remote diagnostics of the equipment are presented. The ability
of obtaining backup copies of the Atom software increases the stability of the spectral system by offering
the possibility of prompt restoring of the operational status of the software after any changes made by the
user of the spectral system and allows the diagnostics of malfunctions using a backup copy in a test debug-
ging environment. Moreover, the developed tool can be used to identify malfunctions in the equipment it-
self using the data stored during recording of the spectra.

Keywords: diagnostics of spectral systems; backup; automation; atomic-emission spectrometer; atomic-
absorption spectrometer; MAES spectrum analyzer.

BBenenune

B xome skcmyaranuu CIeKTpanbHbBIX KOMILTEK-
COB JIJIST aTOMHO-DMHUCCHOHHOTO ¥ ATOMHO-a6copOI1H-
OHHOTO aHAJIM3a HA OCHOBE MHOTOKAHAILHBIX AHA-
JIU3AaTOPOB SMUCCHOHHBIX CIeKTpoB MAOJC moryT
BOBHHKATh TPYAHOCTH, CBI3aHHBIE KAK C HACTPOH-
KOM IIPOrpaMMHOTr0 obecriedeHus U 00pab0TKH CIIeK-
TPaNBbHBIX JAHHBIX, TAK U C CAMUM 000PYIOBAHUEM.
CoBpeMeHHbIE CIIEKTPAIbHBIE KOMILJIEKCHI SBIISIOT-
CsS CJIOKHBIMU M MHOTOKOMIIOHEHTHBIMHU CHCTEMAMU
[1, 2], 119 KOTOPBIX HAXOKIEHNE U yCTpaHeHHe He-
HCIIPABHOCTEN B pAAE CIydyaeB MOTyT TpeboBaTh
IPOBEIEHMsI HOCTATOYHO TIIyOOKOM IUArHOCTHUKU
[3 — 5]. Taxk, MoskeT TOTPE6OBATHCA YCTPAHUTD IIPO-
671eMbI C PErucTPaIMell CIIEKTPOB MK C OCBEIleHH-
eM BXOJIHOH INeNH CIeKTPaIbHOTO Ipubopa, ucmpa-
BUTH HEKOPPEKTHBbIE HACTPOHKH aJITOPUTMOB 06pa-
OOTKU CIIEKTPOB, JIOKATHU30BATh U YCTPAHUTH OIIHO-
KH B caMOM IIporpaMMHoOM obecredernun [6 — 8].

Kpome muarsmoctury pasandHbIX mIpobieM pabo-
ThI KOMILJIEKCA, GOJIBIIION WHTEpPEeC TaKKe IIpej-
CTaBIIIET BO3MOKHOCTh CO3IaHUA PE3€PBHBIX KOTHH
MIPOTPaMMHOT0 00€eCcIIeYeH s, IOCKOIbKY OHH IT03BO-
JIAI0T OIEPATHBHO 0e3 YCTAHOBJIEHHUA HACTPOEK
BPYYHYIO TIEPEXOAUTh K pabouyeMy U KOPPEKTHO Ha-
CTPOEHHOMY COCTOSHHIO IIOCTe JIOBIX M3MEHEHWH,
BHECEHHBIX II0Jb30BaTeneM. PesepBHBIE Komuu
KpalHe I0JIe3HbI U C TOYKH 3PEHHUS MUATHOCTHKN
HEUCIIPABHOCTEH: IPU HAIWYIUH MPOOIEMBI C UX I10-
MOIIIBIO MOKHO OIIEPATHBHO OIPENeIUTh, OTHOCUTCS
JIY OHA K HEUCIPABHOCTH CAMOTO 000PYAOBAHUA WK
K IIPOTPAMMHOM YacTh KOMILIeKca (HampuMep, aaro-
purmam obpaborku curHana). KEciau mpobiema cBd-
3aHa JIUIIH C TPOTPAMMHOM YaCThIO, TO MOKHO CPaB-
HUTH IPOTPAMMHBIE TTAKeThl U3 UCIPABHOH U TEKY-
ey pe3epBHBIX KOIUH JIJI BHIABIEHUI HEKOPPEKT-
HBIX HACTPOeK. T'aKoi aHaIn3 MOKET MO3BOJIUTH HE
TOJIBKO HM30€KaTh IOABIEHUS HEKOPPEKTHHIX Ha-
CTpOeK B OyAyIieM, HO U AaTh PEKOMEH/AINH 110 Ha-
CTPOMKE CIIEKTPATBHBIX KOMIIJIEKCOB JAHHOTO THIIA
Yy IpyTUX II0JIb30BaTeen.

Jl11s1 TIOBBIIIIEHH HAZEKHOCTH U yno6eTBa pabo-
TBI BECh IPOIecC (POPMHUPOBAHUA JUATHOCTUIECKOTO
0T4YeTa M Pe3ePBHOT0 KOMHUPOBAHUA HEOOXOTUMO aB-
TOMATHU3UPOBATDH, YTOOBI CHEIUANKCTY TPe60BaIOCh
JIUIIb YKA3aTh OCHOBHBIE HACTPOHUKHU cO6opa JUATHO-
CTHUYECKOH MH(OPMAITUN U MECTO AJI PasMeIleHHs
C031aBa€MOTO0 OTYETA WIN PEe3ePBHOI KOIIHH.

Ilens paboTel — cosmamuwe HWHCTPYMEHTA MIJIA
(hopMupOBaHUA ¥ OTIIPABKY AUATHOCTUIECKUX OTYE-
TOB U PE3ePBHBIX KOIHU IPOrpPaMMHOrO obecrede-
HUS CITEKTPATIbHBIX KOMILJIEKCOB HA OCHOBE MHOTO-
KaHAIBHBIX aHAIM3ATOPOB SMHUCCHOHHBIX CIIEKTPOB
MAOSC, ynpasasembix ¢ momoibio 110 «Arom».

®opMHUpPOBaHHE TUATHOCTHIECKOTO OTIETa

Jna nocTmixeHUA IOCTABIEHHOH menu OBLI CO-
CTaBJIEH CIIMCOK IIapaMeTPOB U XapaKTEPUCTHK
CIEKTPATHHOTO KOMILIEKCA, MOCTYIHBIX IIPOTPaMM-
HOMY 00eCIIeYeHU0, KOTOPbIE MOTYT OBITh IIOJIE3HbI
NIl TUAaTHOCTUKN HewcnpasBHocTed. Tax, Haubomee
TIOJIE3HBIMU B IAHHOM CJIydae ABIAI0TCA: WH(popMa-
nus 00 ycramosiaenHoMm 110 «Atom» u omeparuoH-
HOI cHCTeMe, BKIII0Yas HeoOX0auMble IpOTpaMMHbIe
KOMIIOHEHTbI ¥ 3aBUCUMOCTH; HACTPOWKH CaMOTO
IIO «ATom» u Bcex ero MoayJeil; HACTPOUKHU PEru-
cTpanuu crekTpoB anamusaropom MASC; oTuerst
0 c00sAX ¥ BCIIOMOTATeNbHbIE JaHHbIE, KOTOPhIE JI0-
CTYymHBI B (paiiiax Cco CHEKTPAIbHBIMU JAHHBIMU
(SPD daiinax) [9].

B coorBercTBHUY ¢ faHHBIM CITHCKOM OBLI paspa-
6oraH mporpaMMHBI# HHCTPyMeHT «AtomReport»,
IVIaBHOE OKHO KOTOPOTO IIPEACTaBIeHO Ha pHC. 1.
Cpasy mocre 3amycka HHCTPYMEHTA CIEI[HATUCTY
mpeasiaraeTcsa yKaszaTh WMS WIM KOMMEHTApUH K
CO3/1aBAEMOMY JHUATHOCTUIECKOMY OTYETY, a TaKiKe
BBIOpPATH JAAHHBIE I €T0 (DOPMUPOBAHUA. ITO MO-
3KeT OBITH KaK 3apaHee IOTOTOBIEHHBIH HAO0D TaH-
HBIX (CTAHAAPTHBIN, MOJHBIA WM MHUHHUMAIbHBIH
MaKeT oOT4Yera), TaK U OMpPeAelieHHbIH BPYYHYIO
mosrb3oBareneM. B mocienHeM ciydae HUCIIOIb3yeTCA
JIOTIOTHUTEIHHAS TAOIHIA ¢ BO3MOMKHOCTBIO BBIOOPA
OT[eTbHBIX IYHKTOB (KaK Ha pHC. 1), 4TO mpumaer
WHCTPYMEHTY MaKCUMAIHHYIO THOKOCTb.

CosmaBaeMbIil OTYET MOKHO COXPAHUTh WU OT-
MPABUTH OJHUM U3 CIEIYIOIUX CII0COO0B:

1) coxpaHHTH B yKa3aHHOE MECTOPACIIOIOKEHIE
Ha KOMITBIOTEPE: HTO MOKET OBITh JOKATBHBIH KECT-
KHUH AKUCK, (pIel-HaKOIUTeIb UK CeTEeBOH UCK;

2) OTKpBITH OTYET B TOYTOBOM KJIHWEHTE, yCTa-
HOBJIGHHOM B CHCTEME, C BO3MOYKHOCTHIO OIIHCATh
mpob6yieMy B Tejle MUCbMA U OTIPABUTH CTAHAAPTHHI-
MM CpPEeJICTBaMH MOYTOBOTO KIIHEHTA;

3) oTHpaBUTH Ha cepBep paspaboTYHKAM CIIEK-
TPaIBHOTO KOMILIEKCA 71 aHaIu3a mpobieMbl 1 Ha-
XOKIEHWsT HEHUCIPABHOCTH B HACTPOHKax Impubopa
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win 00pabOTKYM CHEKTPAIbHBIX JaHHBIX, a TaKkKe
I BO3MOYKHOTO PEIIeHHs KaKuX-Tnb0 TexHIJe-
ckux mpobaem ¢ I1O «Arom».

IIpumeps! yaydmieHHS aHATATHYIECKHUX
PEe3yIbTaTOB ¢ MOMOIIGIO YIAJIEHHON
TAATHOCTHKH

OcHoBHBIE TIPOOIEMBI U HEUCIIPABHOCTH TIPH HC-
MOJIb30BAHUHN CIEKTPAIbHBIX KOMILIEKCOB MOKHO
Pa3aenuTh HA TPU IPYIIIIbL:

1) HeomTHUMAaJbHbIE WJIM OIINOOYHBIE HACTPOL-
KU aHanus3a (HampuMmep, HEeKOPPEeKTHbIe 3HAUEHWS
HACTPOEK pacyeTa WHTEHCHBHOCTH CIEKTPAIbHBIX
JVHUH, HAXOMKIEHUS CIUHTHIAIUOHHOTO ()OHA,
HECOOTBETCTBHE TPAIYUPOBKH CIIEKTPOMETpa II0
JUIMHAM BOJIH PETHUCTPUPYEMBIM CIIEKTpaM, HeBep-
HBIN PesKUM PaboThI reHepaTopa | ap.);

2) dusuyueckre mpob6IEMBI ¢ 000PYyAOBAHHEM,
KAk IIPAaBUJIO, CBA3AHHBLIE C HEOOXOMHUMOCTBIO KOp-
PEKTHOTO W CBOEBPEMEHHOTO €ero OOCIyKHBaHUS
(HampuMep, HEOIITHMANbHOE OCBEIleHWe BXOIHOM
IIEJIH, Pa3INYHbIE 3arPA3HEHUs DJIEMEHTOB OITHIe-
CKOH CXeMbl HJIH KOMIIOHEHTOB mTaTuBa, HEKOP-
PeKTHOe 00CIy:KUBAHKE JIMH3 U IP.);

3) OmIMOKH B IMIPOrpaMMHOM OOECIIeYEeHHUHN CIIEK-
TPaTbHOTO AHAJW3A WKW YIIPABJIEHHUA 000pyI0BAa-
HHeM (KaK CIEKTPOMETPOM, TaK M UCTOYHHUKOM BO3-
Oy KIEHU).

Mo:xHO TIPOZIEMOHCTPUPOBATE HA IPUMEPAX BO3-
MOKHOCTHM CBO€BPEMEHHOM JHATHOCTUKH JJIS yCTpa-
HEHUsA HEeHUCIIPABHOCTEH W3 KAMKIOM IPYIIIbI B IEJIAX
VIIy4IeHUsI XapaKTEePUCTHK PEe3yIbTATOB aHAIN3A,
MOJy4aeMbIX C WCIIOJAb30BAHUEM CIEKTPATbHBIX
KOMILIIEKCOB.

HeonTumanbHble wminm OMEOOYHBIE HACTPOUKH
aHaIM3a JABJIAIOTCS, IOMKAIYH, CAMBIMH PACIIPOCTPA-
HEHHBIMH IIPpUYWHAMHU IIOJIYyY€HHSI HEYIOBJIETBOPH-
TEJIbHbIX AaHAJIUTHYECKUX pPe3yabTaTOB. PaSBI/ITI/Ie
BBIUKC/IUTEIbHON TEXHUKH W PABIUYHBIX AJTOPHT-
MOB 06pPa00TKH JAHHBIX IIPUBEJIO K TOMY, 4TO 3a4ac-
TYI0 IMEHHO KOPPEKTHAs HACTPOIKa 06paboTku pe-
THCTPUPYEMbBIX CIEKTPAIBHBIX [MAHHBIX SBJISAETCS
OTIpeNeIAONed I TOMYyYEeHUS [OCTOBEPHBIX U
BOCIIPOU3BOJUMBIX PE3YIHTATOB AHATU3A.

Tak, u3 OmHOU aHATUTUYECKOU J1abOpaTopuu,
3aHUMAIOIIeNCs OIpeie/IeHHeM dJIEMEHTOB B Te0JI0-
FHYECKUX IIPo0axX MEeTOMOM <«IIPOCHIMTKH-BIYyBaHUS»
[10 — 12], mocTynua 3ampoc o IIOMOIIH B BHIABIEHUN
IMPUYUHLI HEHUCIIPABHOCTH 000pyaoBaHusA. B sampo-
ce OBLIO YKa3aHo, 4TO B XO/€ IPOBEICHHS aHAINn3a
MPH KOHTPOJIE C MCIIONIH30BAHNUEM CTAHJAPTHBIX 06-
pasioB (CO) OBLIO yCTAHOBIEHO CHCTEMATHYECKOE
3aHMKEHNE Pe3yNbTATOB OIpeNeeHus TMpaKThde-
cKku Bcex xummdeckux simemenToB B CO. [lms yma-
JIGHHOH MUATrHOCTHKU C ITOMOIIBIO paspaboTaHHOTO
WHCTPYMEHTa OBLIH MOJIy4YeHbI CIEKTPAIbHbIE MaH-

OruéT o pabote MO Atom = O X

1. Umsi unu kOMMEHTapui K OTHETY:

‘I‘Ipuuep Ha3BaHWA JWarHOCTUYECKOro oT4yéTa

2. [laHHbie ANA BKMIOYEHUA B OTHET!

Buifop nonb3opartens v M 'S

Ne Bun, panHbix Ans oTnpaskun

1

Pasmep

<

Wndhopmauns o N0 Atom u cucteme . 2,7 Kub
v .HEIIZ:TpDI:!KIII Atoma (aupexTopwus Ini) . 213 Kub
. Konus yctanosnerHoro N0 Atom 92,5 Mub
v .ﬂ'pﬂl‘;lE!Ep MASC (bmkhware) 3,0 Mub

v |OTuéT 0 cbosix B Atome (crashdump) 587 Kub

D || N

v | SPD dpann (Tectosoe usmeperne.spd) 397 Kub

SPD dpann ans BKIOYEHUA B OTUET:

v |C:\At0m x64\Data\TecToBoe namepeHue.spd - Ykazarb ...

3. MeToa coxpaHeHus unu oTrnpaBKu:

OTnpaBuTkL N0 2MeKTPOHHOM NouTe ™

25

' OTnpaBuTb

Puc. 1. 'maBHOE 0KHO pa3paboTaHHOrO MHCTPYMEHTA C BO3-
MOKHOCTBIO BBIOOpA JAHHBIX /I COCTABJIEHHUA U OTIPABKH
JIUATHOCTUYECKOTO OTYETa

Fig. 1. The main window of the developed tool providing
the possibility of selecting data to be used for compiling and
sending a diagnostic report

ueie (u3 SPD daiinoB) u nmposemeHo w3ydyeHHe Ha-
CTPOEK UX 00pabOTKH.

Bbu1o BBIABIEHO, YTO AJII MHOTHUX CIEKTPAb-
HBIX JIMHUH HACTPOWKHM OOPabOTKU CIIEKTPOB H, B
YaCTHOCTH, HACTPOUKKA BBIUKUCIEHUA WHTEHCHUB-
HOCTEH JIMHHUI ObLIN H3MEHEHbI OTHOCHTEJILHO Iep-
BOHAYAJbHO YCTAHOBJIEHHBIX CEPBHC-UH:KEHEPOM.
H3HauanbHO WHTEHCUBHOCTH CIIEKTPATBHBIX JTUHUH
BBIUUCIAINCH 110 WHTETPAIY CUTHAJIA, TOIYIeHHOTO
¢ 2 — 3 (B 3aBHCHMOCTH OT JIMHHUU) (POTOLETEKTOPOB,
a B qUarHoctTupyemMoMm aiijie aJropuT™M ObLT H3Me-
HEH Ha BLIUKCIEHNE HHTEHCUBHOCTH JIMHUH 110 pop-
e nmka. Camo 1o cebe Takoe U3MeHEHHE He JT0KHO
MOCIYKUTh MPUYUHOM yXYIIIEHNUA Pe3yIbTaToB, HO
CTOMT IIOMHHUTB, YTO, BO-IIEPBBIX, BLIYHCIEHUE WH-
TEHCHUBHOCTH JIMHHUE 110 (hopMe IIHUKA 3aMejIsieT 00-
paboTKy curHajaa, U IPU OTCYTCTBUH B HACTPOMKAX
MEIIAIUX JTUHUH 3TOT AJITOPUTM IIPUBOJUT JIUIIIH
K YBEJIUYEHWIO BpeMeHH O00pabOTKH CIEKTPOB, a
BO-BTOPBIX, IPH KCIOJIb30BAHUHA STOTO AJTOPUTMA
HeNb3sd CHJIBHO «IIepeodydyarb» cucreMy u mobas-
JIATH MHOTO MEIIAIOIINX JIMHUH, TOCKOIBKY 9TO IIPHU-
BOIUT K HEameKBATHBIM pesyjbTaraM. B maHHOM
cIydyae HaAOMOJANach CHUTYaIlUsd, MpeacTaBlIeHHAsS
Ha pHUC. 2, TIe 3aKpallleHHOH 00/IacThbi0 BhIIEIEeHA
peruncienuas [0 «Atom» Qopma crexTpaabHOM
auanu Ba 233,5267 HM, ToJydYeHHAs C Y4eToM
MPEIIOIOKEHHI, YTO PAXOM C HEH PaCIOIOKEeHbI
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Puc. 2. Yuacrox cnexkrpa CO JIBI' B okpecTHOCTH CIEK-
TpanbHou aunuu Ba 233,5267 um

Fig. 2. Spectrum region of a standard sample DVG near the
spectral line Ba 233.5267 nm

crexkrpanbuble auauur V 233,5204, Fe 233,5245,
Nb 233,531 u V 233,5326 um. Bumgno, uro umHTeH-
CHBHOCTH BBIYMCJII€HHOH JWHHWH OKAasajgach B JBa
pasa 6osbliie, yeM peajbHAsT HWHTEHCHBHOCTDH CIICK-
TpaJbHOU JuHuU Oapusa. Ecium us croucka memaro-
UX JTUHUN B wHCTpyMeHTe «Pasmenenus mermnaro-
WX JIHHUH» yOAIATh XO0Tsa Obl JjuHHi0 Nb
233,531 uM, To moaydaercs 6ojiee KOPPEKTHBIN pac-
yer, IpeICTaBIeHHbIH HA pUC. 3.

IIpomsomnuio 310 u3-3a mMepeoOydeHUus CHCTEMBI,
I00ABIIEHUS] CIIUIIKOM OOJIBIIOr0 KOJMYECTBA Me-
[IAIONINX JIMHUH, HEKOTOPbIE M3 KOTOPBIX JIeWKaT
O4YeHb 6JIU3KO APYT K ApyTy (paccTOsSHUE B IIpeaeiax
IIAPUHBI OTHOTO (POTOAETEKTOPA), W AIIPOKCHMA-
[IUM 3aPETHCTPUPOBAHHOIO MUKA II0 CYIIEPIIO3UIIHU
[ITH YKa3aHHBIX BBIIIE CIIEKTPAIbHbBIX TUHUH. Pas-
IEeIUTh JaHHbIE JUHUU HEBO3MOIKHO, YTO IIPHUBOIUT
K HeIpaBHJIBHOUW paboTe ajroputrMa HX ydera H 3a-
BBILIIEHWIO MHTEHCHUBHOCTH. Bojee Toro, mocie e-
TAJBHOTO M3YyYEHWSI BAUIHUA MEIIAIIUX dJIeMeH-
TOB HA JAHHYIO CIEKTPAJIbHYIO JIMHUIO [IPH AHAIHN3E
6osrbiroro ynciaa CO u mpo6 6bLIO0 BHIABICHO JIHIIb
BIAUSHUE CIeKTpanbHoM auHuu V 233,5204 uM, a
BJIMSHUSA OCTATBHBIX 9JIEMEHTOB He HabJIi01a10Ch.

LBl

Paspenerune mewaroupec nurini X

®

V2335204
Fe 2335245

> Ba 23352672
V2335326

E S A T

4 23346 23348 2335 2335 2354 2335 |
Balb

A [ ane I e aanranoa 1 = &

Puc. 3. Yuacrox cmerkrpa CO JIBI' B okpecTHOCTH CIEK-
TpanbHOi auHuu Ba 233,5267 HM mocrne yganeHus w3 Ha-
crpoek memmnaworei guauu Nb 233,531 um

Fig. 3. Spectrum region of a standard sample DVG near the
spectral line Ba 233.5267 nm after removing the interfering
line Nb 233.531 nm from the settings

Takum o06pa3oM, HCHOAB30BAHUE AITOPUTMA
pasmeNeHuss MEIIAIINX CIeKTPAIbHBIX JIUHUH 10
dopme muka mpu ormenenun nura Nb 233,531 um
or Ba 233,5267 HM Ha HaHHOM CHEKTPAIHHOM IIPH-
6ope OBITO HEBO3MOKHO, M, KpPOMe TOTO, AAHHOE
BIIMSHUE MAJIOBEPOSATHO. B ciydae, Korma aHamuTu-
KU JIEUCTBUTENHHO CTAIIKABAIOTCSI C TAKAM BJIUSHU-
eM, ero ciaeflyeT YIUThIBaTh APYTUMUA METOIAMH, Ha-
IpUMep, IPHU ITOMOIIN HHCTPYyMEeHTa «AITUTHBHbBIE
BIIUSAHUS».

Ilo mannoMy (haiiny ObLIH POBEIEHBI COOTBET-
CTBYIOII[Ie KOpPPeKIuu 06paboTku crexkTpos. Ilpwu-
Mep U3MEeHEHUs Pe3yIbTATOB aHAIN3a MPeICTABIEH
B Tabmuie. BuaHo, 9TO mpM HUBKHUX COMEPIKAHUAX
Ba B CO wmab6miomanoch 3aBbIllieHHE PE3yIbTAaTOB
amamusa. Ilocne koppexmuu pabodero daiiia ama-
au3a OTHOCHUTEIhHAS CHCTeMaTH4ecKas IOorpel-
HocThb (OCII) sHAUNTEIPHO YMEHbIIIHIACD.

Pusnyueckue mMpobIeMbl ¢ 060pyIOBaHHEM, KaK
MIPABUJIO, MOYKHO PEIIIUTh IIyTeM IIPOBEIEHUs ero 06-
CILy:KWBAHUS, IOCTUPOBKM WM 3aMEHBI PACXOIHBIX
anemenToB. Hanpumep, npu onpenenenunun Al B mpo-
0ax TEXHHYECKOTO TelIypa MeTOAOM [AyTOBOH
aTOMHO-3MHUCCHOHHON CIIEKTPOMETPHH C HCIIOJIH30-
BauueMm crnekrpomerpa [[PC-458 ¢ anamuzaropom

Pesynbrarsl KOHTPOIBHOTO OIBITA 110 onpexeseHuio Ba B pasuorunuasix CO

The results of the control experiment on Ba determination in standard samples of different types

Copnepsxanue Ba, r/T

Haumenosaune CO

Ilo xoppexmu

Ilocne koppekmu

ArrecroBano
Wsmepeno OCII, % Wzmepeno OCII, %
JIBA 400 370 -8 330 -18
BB 600 600 0 590 -2
JIBI' 70 120 71 97 39
I'CO 3333-85 (CT™-3) 90 220 144 48 47
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Puc. 4. I'pagynpoBouHbIie 3aBUCUMOCTH JId Onpeneienus axomuuns o auauu Al 308,2151 um 10 (@) u mocie TUATHOCTUKY U

yCTpaHeHus MPo6IeMbl 3arpA3HEeHUs SIeKTPOI0B (6)

Fig. 4. Calibration curves for aluminum determination using the line Al 308.2151 nm before (a) and after the diagnostics and

elimination of the electrodes contamination (b)

MASC, cuekrpoananuruieckum reaeparopom «Illa-
poBas monuua IIIM-250» [13 — 15] u cmekrpoana-
mutuaeckuM mratuBoM «YIIT-4» 6buH moTyUeHbI
HeCTAOW/IbHBIE U HEYIOBIETBOPUTEILHBIE PEe3YIIh-
TaTbl. [Ipy mOCTPOEHWM TPALYWPOBOYHBIX 3aBUCHU-
MOCTEeH IjIf OIpeJe/eHnus aTIOMUHUA 10 juunu Al
308,2151 HM cTaTucTHUECKHE 3HAUEHUA AUCIIEPCUU
CXOIMMOCTH ¥ ajfiekBaTHOCTH, a Takke CKRO rpaxyu-
POBKM OBLIM HEIPUEMJIEMO BBICOKMMM, YTO IIPHBO-
IUJI0 K TIOCTPOEHHIO IPafupOBOYHOTO rpaduka Hu3-
Koro Kadectsa (puc. 4, a). Bruta nposenena guarHo-
CTHEKA IPo0sieMbl IyTeM cOopa CIIeKTPAIbHBIX TaH-
vbIX (SPD (aitnos) u HacTpoer ux obpaborku. [lpu
cpaBHeHHUH CHeKTpoB oguHakoBbix CO crano 3amer-
HO, YTO PETUCTPUPYEMBIH CIIEKTP 10 KAKOHU-TO IIPH-
YUHE CTaJ CyL[eCTBEHHO 60Jiee HACHINIEH JTUHUIMH.
ITo Hamemy mpeaIon0KeHII0 TPUINHOM HTOTO MOT-
JIO CIIYKUTH 3arpsas3HEHUEe IEeKTPOA0B Jaubo rpadu-
TOBOTO IIOPOIITKA, UCITOIB3yEeMOT0 sl pa3baBieHus
npo6sL. [loce obienHns ¢ moab30BaTEIEM KOMILIEK-
ca BBLICHUJIOCh, YTO YXY/IIEHWE Pe3yJbTaTOB IIO
BPEMEHH COBIAJIO C HAYAIOM HCIIOIb30BAHUS DIIEK-
TPOJOB M3 HOBOU maptuu. [locie 3amMeHbI HIeKTpo-
OB HEHAJJIe/KAIero Ka4ecTBA 3HAYEHWS JWCIIep-
CHU aJIeKBATHOCTH W CXOJWUMOCTH YMEHBIIWINChH
oyt Ha mopsamok Beamuwmubl, a CKO rpamyupos-
KH yIAJIOCh CHH3UTH B 3 pasa. Ha pwumc. 4, 6 mpen-
CTABlIeHA TPAAyWPOBOYHAS 3aBHCHMOCTH IIOCIE
MUATHOCTUKN ¥ YCTPAHEHUs MPO6JIeMbl 3arpssHe-
HUA 3JIEKTPOJOB.

IIpobiembl, cBsi3aHHBIE C OIIUOKAMH B IIPO-
rpaMMHOM OGECIIEUeHNH, CIe[yeT PeIlaTh IyTeM ero
mopabotku. [TocKoIbKy OIMIMOKY U3 MaHHOM TPYIIIbI
3a4acTyl0 OYeHb CJIOKHBI B ITOHUMAHWH W BOCIIPO-
M3BEIEHNH, Jid WX JUATHOCTUKH B paspaboraH-
HOe IIporpaMMHOe obecredeHue m00aBIEHO cpasy

HECKOJIbKO BHUIIOB COOMPAEMBIX JIHUATHOCTHYECKUX
JMAHHBIX:

1) undopmanus o IIO «Arom» u cucreme, mo-
3BOJIAIONIAA BBIABUTH HEKOPPEKTHOCTH YCTAHOBKU
IIO «Arom», oTcyTCcTBHE HEOOXOMUMBIX IJIs1 PAOOTHI
KOMIIOHEHTOB CHCTEMbI W P APYTHUX HEHUCIPABHO-
CTel, KOTOpbIe MOTYT MPOSBUTHCA HEOKHUTAHHBIM
obpasom;

2) datinet 110 «Atom», BEIIOUAST €10 KOMIIOHEH-
Thl U WX HACTPOHUKH B PA3IUYHBIX KOMOWHAITHAX:
pesepsBHas komwus Bcero 110 «Arom», OTIENIBHO €ro
HACTPOUKH, a Tak:ke apaiBep aHammszaropa MAIC
C ero HacTpoUKamMu. BO3MOMKHOCTH CIeIaTh KOITHIO
daitnor I10 «ATom» B aBTOMaTHIECKOM PERUME I10-
3BOJIIET MPOBECTU TUATHOCTUKY HEHMCIIPABHOCTEH U
aHaJM3a BHICTABIEHHBIX HACTPOEK, AJTOPUTMOB pa-
60ThI, METOMOB BO3OY:KIEHUS, PETUCTPAIUY CIIEK-
TPOB ¥ JAPYTHUX IIapaMeTpOB IIyTeM pasBepThIBa-
HUS TPOOIEMHON pe3epBHOM KOMMH HA [PYTOM KOM-
mpioTepe (HaIpUMep, KOMIIBIOTEPe Pa3paboTduka).
B srom ciayuae MOKHO HCIIOTB30BATh KAK aHAIOTHUY-
HOe 000pyIoBaHue, TaK U IIPOBEPUTH PAb0Ty HA ApY-
roii ero Bepcum. Takoi MOAXOJ MO3BOJISET C BBHICO-
KOM BEPOATHOCTHIO BOCIIPOM3BECTH IIPOOJIEMY, UTO
CYIIIECTBEHHO YCKOPSAET ee PelleHue;

3) oTuer 0 cO0sIX: HECMOTPS Ha BBICOKYIO HAJIEIHK-
HOCTBb 1 crabunbHOCTh B IIO «ATOM» M ero Komrio-
HEHTaX MOTYT IPOUCXOAUTL COOHM, MPUBOJSIINE,
B TOM 9YHCIe, K ABAPUUHOMY 3aBEPIIEHUI0 PaboTh
mporpamMmbl. B aToM ciyyae B aBTOMATHYECKOM pe-
skuMe (DOPMUPYETCT CHUMOK YACTUIHOTO COCTOSHUS
mporpamMmsbl (Tak HasbiBaembld «crashdump»). [lo-
OaBjeHUe B OTUYET TAKOTO CHUMKA ¢ HH(OpMAIIHEEH 0
cboe U OTIpaBKa ero paspaboTINKaM CIIEKTPAIbHO-
r0 KOMIIJIEKCA MOTYT CYI[eCTBEHHO IIOMOYb UM B 00-
Hapy:KeHUHU MPOo0IeMbl U ee YCTPAHEeHHH.
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OT1uér o pabote MO Atom — O >

1. Uma nnv kKOMMEHTapWA K OTHETY:

|Peaepauan konuA pabodero Atoma

2. [laHHble OnA BKNIOYEHUA B OTHET:

Pe3epeHan konua AToma v| | M| (=W

3. MeTop, coxpaHeHWs UK OTNPaBKK:
CoxpaHWTb Ha AWCK UK dprell-HakonuTenb ~

YKaxuTe MecTto AnA coxpaHeHus:

D:\AtomBackup

| &= Ykazath ...

LAl Coxpanuth

Puc. 5. OxHO HHCTPYMEHTA AJIA CO3AAHII PE3ePBHOM KOIUY
IPOrpaMMHOrO makera «AToM»

Fig. 5. The window of the developed tool for creating a
backup of the “Atom” software package

Co3manue pe3epBHBIX KONMHH IMPOTrPaMMHOTO
o0ecre4eHnsa CIEeKTPAJIBLHOTO KOMILJIEKCA

O1aenpHO CTOUT OTMETHUTH BO3MOKHOCTD CO3/1a-
HUS PEe3ePBHBIX KOIMHI BCETO MTPOTPaMMHOT0 obecre-
YEeHHUA CIEKTPATHLHOTO KOMILJIEKCA, IIOCTOJIBKY OHAa
II03BOJISIET IOBBICUTH CTAOMIBHOCTH PAOOTHI KOM-
IUIEKCA 3a CYeT OMEePATHBHOTO BOCCTAHOBJIEHW pa-
604Yero COCTOAHHUA €ro MPOTPAMMHOMN YaCTH IIOCIe
M00BIX M3MEHEHHUH, CAeJaHHBIX M0JIh30BaTeIeM, a
TakKe CyIIeCTBEHHO Cy3UTh 00JIaCTh IOHCKA HEUC-
IIPABHOCTH IIyTEM OTKATa K paboueil pe3epBHOM KO-
MUW: eC/IV HA PEe3epPBHOM KOMMH mpobieMa He BOC-
MPOU3BOAUTCS, TO, CKOpee BCero, ¢ caMuM 000pyHo-
BaHHEM BCe B MOPSAIKE.

Ha puc. 5 npencrasieHo oKHO pa3zpaboTaHHOTO
WHCTPYMEHTA B PEKUMeE CO3TaHUA PE3EPBHOU KOITHH
IIO «Atom». Ilpu cosmamuu Takod KOIHUU HHCTPY-
MEHT He BEJIYaeT B Hee BpeMeHHbIe (pailIbl, KOIUn
YCTAHOBIIMKA, & TaKKe CIeKTpalbHble [aHHbIE
ToTb30BaTend u3 aupekropun «Data», KoTopbie Mo-
IyT WMeTh OrpoMHBIN pasmep. CobpaHHAs KOMH
VI yMEHBIIIeHUs pasMepa 3alaKoBLIBaeTCA B ap-
XUB OTKpbITOrO popmara «ZIP». Ilocie Takoro c:xa-
TusA pasmep pesepsBHOI Komuu 110 «Atom» ymeHb-
maerca scero g0 30 Mub.

3akaroueHue

Takum obpasoM, paspaboTaH HHCTPYMEHT
«AtomReport» mId IUATHOCTHKM CIIEKTPAIBHBIX
KOMILJIEKCOB HA OCHOBE MHOTOKAHAJIBHBIX AHAJIH3a-
TOPOB SMHCCUOHHBIX crekTpoB MASC, ympasise-
MBIX C IIOMOIIBI0O IIPOTPAMMHOIO O0€eCIIeYeHHs
«ATom». MTHCTpYMEHT MM03BOJsAET (DOPMHUPOBATE OT-
yeThl 0 paboTe MpubOpa U ero HACTPOUKAX, a TAKKe

IeJaTh pesepBHbIE KOIIMHU IIPOrPpaMMHOr0 obecriede-
HuA. JluartocTrka Ha OCHOBe (DOPMHPYEMBIX OTUe-
TOB ITO3BOJISIET BHIIBUTH HEKOPPEKTHBIE HACTPOUKH
aHA/IM3a, PETHCTPAIINY CIEKTPOB WX UX MATEeMATH-
YecKo# 00paboTKM, BOCIIPOU3BECTH U YCTPAHATH He-
HCIIPABHOCTH B CAMOM IIPOTPAMMHOM O0ECIIEYeHUH.
IIpencraBnensl MpakTUYECKHE TPUMEPHI YIIydIle-
HHS XapaKTEePUCTHUE MOIyYaeMbIX Pe3yaIbTaToB aHa-
ausa Garofgaps IIPOBEIEHWI0 YIAJEHHOH IUarHo-
CTUKK 00opynoBaHusa. Bo3MOKHOCTH CO3MaHUA pe-
sepBubIx kKomui IO «Atom» moBbIIMIAET CTAOHIIB-
HOCTH PabOThI CHEKTPAIBHOIO0 KOMILIEKCA 334 CYeT
BO3MOJKHOCTH OII€PATHBHOTO BOCCTAHOBJIEHHS Pado-
Yero COCTOSHUS ero MpOrpaMMHOHN YaCTH IMOCIIe JI0-
ObIX M3MEHEHWI, BHECEHHBIX ITOJb30BATENIEM, U JTH-
ArHOCTUKY HEUCIIPABHOCTEH IIyTeM pPasBepThIBAHUSI
Pe3epBHOM KOIUK B TECTOBOM OTJIAM0YHOM OKpPY:Ke-
auu. C momombsio paspaboTaHHOTO HMHCTPYMEHTa
MOKHO TaK/Ke BBIABJIATH HEHCIIPABHOCTH 060PYIO-
BaHWUS I[yTEM AHAIN3a COXPAHEHHBIX CIIEKTPAIbHBIX
JIAHHBIX.

MosxHo oxuAaTh, YTO PaspabOTAHHBIN WHCTPY-
MeHT OyIeT IoJie3eH MPU JUATHOCTUKE U PEIIeHUN
npobjieM pAasINYHOM CII0KHOCTH, BO3HHUKAMOIIUX
MIPU UCIOJIb30BAHUN ATOMHO-3MHUCCHOHHBIX W aTOM-
HO-a0COPOIIMOHHBIX  CHEKTPAIbHBIX  KOMILJIEKCOB
kommnaunu «BMK-Onrosnexrpornkas.
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AIIEPTYPHBIE XAPARTEPUCTHURHU JINMHEER ®OTOAETERTOPOB
BJIIIII-2000 1 BJIIIII-4000

© IlaBen BaaguvmupoBumu Bamenkol2*, Bmagumup AjlexkcaHIAPOBHY
JlabycoBl:2,:3, Pyciaan Baagumuposu4d IlInmanckwmiil
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Cmamus nocmynuaa 9 okmsabps 2021 2. ITocmynuaa nocae dopabomru 22 nosbps 2021 e.
Ipunsama k nybaurayuu 24 nosbps 2021 2.

B aroMHO-3MHCCHOHHBIX CIIEKTPOMETPAX B COCTABE aHAIHU3ATOPOB CIIEKTPOB IIIMPOKO ITPHMEHS-
0T JIUHEeHKH oTomeTekTopoB. [Ipu mupHHe CrieKTpaIbHOM JIHHNAH, CPABHUMOM C IIIATOM CTPYK-
TYpBI IMHEHKH, BO3HUKAET 3aBUCHMOCTh PETUCTPHUPYEMOTO CUTHAIA OT IIOJIOKEHUS JIMHUK OTHO-
CHUTEIBHO (DOTOSTUEEK JIMHEUKH (hOoTOmeTeKTOpoB. Kak mpaBmio, 9ta 3aBUCHMOCTD OOBIACHIETCA
moTepei BHICOKUX IIPOCTPAHCTBEHHBIX YACTOT COracHo Teopeme KorenpuukoBa, a aneprypHas
XapaKTepHUCTHEA (DOTOsTIeeK (3aBUCHMOCTh BHIXOZHOTO CUTHAA (DOTOSIEUKH OT IIOIOKEHUS TO-
YEYHOTO CBETOBOTO IIITHA HA €€ IT0OBEPXHOCTH) CUIUTAETCSA IIPAMOYTOJIBHON U OIIPERessaeTcs UX
pasmepom. OmHaKO Takoe MPUOIMKEHHE B PAie 3a1a49 MOKET IIPUBOIUTD K CYIIIECTBEHHBIM II0-
rpemHOCTAM. 1lenb paboThl — 9KCIIEpUMEHTATIBHOE OIIpe/e/ieHIe allepTYPHbIX XapaKTEePUCTUR
suHeek oronerexropoB BJITIIT-2000 u BJIITII-4000, mprMeHAEMBIX B COCTABE BBICOKOCKOPOCT-
HbIX aHanusatopoB MAIC, myTeM IpeIrusroHHOrO0 IIepeMereHrs CBeTOBOTO IIATHA AUAMETPOM
0,7 mrm ¢ amuHOM BomHbI 405 HM. Illar cTpykTyph! MHHEEK cocTaBasfer 14 u 7 MKM COOTBETCT-
BerHo. [lokaszano, 4To IIpy IONIAAAHUY CBETOBOTO IIATHA MEKIY (POTOSTIEHKAMHI paccMaTpHUBae-
MBIX JIHHEeK (POTOMETEKTOPOB TOTepH wH(popMalmu He mnpoucxoautr. Jlas muHedkn
BJITITI-2000, BeimonuenHok 1o Texuosioruu I13C ¢ o6parHoii 3acBeTKoM, KOs pUITHeHT B3arM-
HOro BiausHus dorostueek cocrasisier 30 %, a HHTerpaIbHbIN CUTHAI He 3aBUCHUT OT IIOJIOKEHIS
cBeTOBOro maTHA. Hammare u30IHPYIONUX 007aacTell (JI0KycoB) Mekay (hOTOSIEHKaMHu B JIH-
ueiike BJITIII-4000, BomonuenHoi o KMOII-rexHomoruu, npuseno K He3HAYUTEIBHBIM KOJIe-
6aHUAM HHTErPAIHHOTO CUTHANIA B 3aBUCAMOCTH OT IIOJIOKEHUS CBETOBOTO IIATHA, OJHAKO II03BO-
JIAJIO CHUBUTH KOB(UIIMEHT B3AUMHOTO BIUAHUA 10 5 %.

KoaioueBsle cioBa: aneprypHas XapakTepUCTHEA; JuHelka (oroxerexkropos; [13C; KMOII,
aTOMHO-3MHUCCHOHHBIA CIIEKTPOMETD; aHamu3aTop cruekrpos MASC.

PIXEL RESPONSE FUNCTION OF BLPP-2000
AND BLPP-4000 PHOTODETECTOR ARRAYS
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Photodetector arrays are widely used in atomic emission spectrometry as a part of spectrum analyzers.
When the width of a spectral line is comparable with the array structure pitch, the recorded signal be-
comes dependent on the position of the line relative to the cells of the photodetector array. This depend-
ence is usually explained by the loss of high spatial frequencies according to the Kotelnikov theorem, and
the pixel response function of the cells (the dependence of the cell output signal on the position of a point
light spot on the cell surface) is considered rectangular and determined by the cell size. However, this ap-
proximation can sometimes lead to significant errors. The aim of this study is to determine experimentally
the pixel response function of BLPP-2000 and BLPP-4000 photodetector array cells used in high-speed
MAES analyzers by precise moving of a light spot with a diameter of 0.7 pm and a wavelength of 405 nm.
The array cell width is 14 and 7 pm, respectively. It is shown that when a light spot enters between the
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cells of BLPP-2000 and BLPP-4000 photodetectors, no information is lost. As for the cells of back-illumi-
nated CCD BLPP-2000 arrays, the coefficient of mutual influence is 30% and the integral signal does not
depend on the position of the light spot. The presence of isolating areas (loci) between the cells in CMOS
BLPP-4000 arrays led to insignificant oscillations of the integral signal depending on the position of the
light spot, but, however, provided reduction of the coefficient of mutual influence to 5%.

Keywords: pixel response function; photodetector arrays; CCD; CMOS; atomic emission spectrometer;

spectrum analyzer MAES.

BBenenune

B wnacrosiiee BpemMs B aTOMHO-3MHCCHOHHOM
CIEKTPOMETPUH HIUPOKO IPUMEHAIOT BBHICOKOCKOPO-
CTHBIE MHOTOKAHAIBHBIE AHAJTU3ATOPBI HSMUCCHOH-
HbIX cuekTpoB (MAOC) Ha ocHoBe c6opok 113C-u-
Heek c oOparHoit 3acserkoi BJITIII-2000 u
KMOII-muneex BJIIIII-4000 [1 - 6]. Ilar cTpykry-
pBI IuHEeK cocTaBageT 14 u 7 MKM COOTBETCTBEHHO.
Curnan cmekrpomerpa ¢ MAIC moxHO mpexcra-
BUTH B BHJIE:

I, =[F(0)A(x - x,)dx, (1)
R

rae [ — HoMmep QoTosueiiku; F(x) — mpoduab wH-
TEHCUBHOCTY M3JIyYeHUA HA MTOBEPXHOCTH JTMHEHKH
doronerexTopoB; A(x —x;) — anepTypHas xapakre-
pucTHKa i-H (POTOTUEHKY; X; — TOJOKEHNEe [IeHTpa
i-# dporosiueriku. Kak mpasuio, ameprypHas xapak-
TepUCTUKA (3aBUCUMOCTH (POTOOTKINKA (POTOTUEH-
KH OT ITOJIOKEHUS CBETOBOTO IIATHA MAJIOTO pasMepa
HA ee TOBEPXHOCTH) CUMTAETCS MPAMOYTOJILHOM, U
ee IIUPUHA OIPEIeNIIeTcs pasMepoM (POTOTIEHKH.
Opmako Takoe mpuOIMKeHUe, HAPUMED, IIPH BOC-
CTAHOBJIEHUY (PYHKITUH MPOMUIA U3IyIEHNUSI HA T10-
BEPXHOCTH [eTeKTopa [7] IpUBOIUT K BHICOKUM IIO-
IPeIHOCTAM. ATIEPTYPHYIO XapaKTEePHUCTUKY MOKHO
MOJIyYNUTHh IIyTEM MPEI[U3UOHHOTO TEePEMEIeHUs C
maroM ~1 MKM CBETOBOTO ISITHA TAKOTO jKe pasMe-
pa[8 - 11].

Ilens paboTsl — ompejeneHne anepTypHBIX Xa-
pakrepucTuk auHeek goromerexropor BJIIIII-2000
u BJITITT-4000.

Blccnepmwen'ra.nbnaﬂ yYCTAaHOBEKA

B pabore ucnonbszoBanu mazepHBIH HAHOIUTO-
rpad (JIHJI) ¢ X-Y cucremoil MO3HUIIMOHMPOBAHUSI
[12 — 15]. BeckopmycHble KpHCTaIIbl ITUHEEK (POTO-
nerexropos BJIIITI-2000 u BJIIIII-4000 o ouepenu
yCTaHABIWBAIMU HA IBYXKOOPAWHATHBIH MOTOPHU3U-
poBauusbrii croi. [lorperiHocTs mepemMernieHus JIuHe-
ek cocrasisa e 6omee 0,1 mm. Jlumetixu BJITIII-
2000 u BJIIIII-4000 nepemeriany BLOAb THHUU Pas-
mererusd oroaueex ¢ marom 0,5 u 0,25 MmEMm coot-
BercTBeHHO. Ha moBepxHOCTH (poTosTueer (POKyCH-
pOBaIN WBIyYeHHEe HENMPEPHIBHOTO YIbTPApHOIeTO-
BOTO Jiazepa ¢ quHo# Bomub! 405 uM. [luamerp ¢o-
KaJbHOTO IATHA cocTaByair 0,7 MKM.

O6cy:xaenue pe3yabTaToOB

IIpu rakmOM IIONOKEHWH CBETOBOTO IATHA IIO-
Jlydajid BBIXOXHOM curHan ¢orosueerk Ul(x) u pac-
CUUTBHIBAJIIM WHTETPATBHBIA CHUTHAN (CymMMy 3HAYe-
HUM BBIXOMHBIX CUTHAJIOB coceqHux (orosueek). Ha
puc. 1 mokasaHbl 3aBHCUMOCTH BBIXOJJHOTO CHTHAJIA
U(x) HECKONIBKHUX PACIIOJIOKEHHBIX PAIOM (PoTOSTIe-
€K ¥ UX WHTEerPaJbHOT0 CUTHAJIA OT MIOJIOKEHUs CBe-
TOBOTO IATHA. V3 rpadukoB BUIHO, 4TO hOTOTIEH-
Ka cobrupaeTr hOTOreHepUPOBAHHBIE U3IyYeHHeM HO-
curenu, obpasyiomirecs u 3a ee mpexenamu. [lpwu
9TOM IIPH IOMAJAHUH CBETOBOTO IIATHA MEKIY IBYX
doroaueex morepu MHGOPMAIIUY HE MPOUCXOAUT, a
CUTHAJ JETUTCI MEXKAY HUMHU IPUMEPHO ITOPOBHY.

CTOUT OTMETHTH, YTO WHTETPANBHBIA CHUTHAJ
auneiikn BJIIIII-4000 umeeT HEOGOMBINON YPOBEHB
KoJebaHWH C MaKCHMyMaMU, COOTBETCTBYIOIIUMU
MOIIAIaHUI0 CBETOBOTO IATHA MEXAY (poTosueika-
MH#. ITO CBSI3aHO, HO-BUIUMOMY, C HATHIUEM MEKIY
dorosueiikamMyu TAHHOM JIWHEHUKH, H3TOTOBJIEHHON
mo KMOII-rexuonorun, usomupyoimx objaacrei
(JTOKyCOB) i CHUIKEHHS B3aHMHOTO BJIHUAHUS (O-
TosTyeeK. JIOKychbl, OOBIYHO W3rOTABIHBAEMbBIE U3
Si0y, mPOmyCKAaT H3IydYeHHEe, W 00pasyroIuecstd
10/ HUMHU HOCHUTEIU 3apsga mytem nuddpysuu 1o0-
cTuraioT cocenuux gorosueek. IIpu arom cmoit mo-
Kyca Ha OIpeNeseHHBIX IIWHAX BOJH MOKET CHH-
JKaTh KOI(P(UIMEHT OTPAKEeHUs U3JIydeHUs OT II0-
BEPXHOCTH JIMHEHKH (IIPOCBETIATE), YTO IPUBOTUT K
YBEJIMYEHUI0 KOJIUIECTBa (DOTOTeHEPUPOBAHHBIX HO-
cuTeed Moj] HUM U, COOTBETCTBEHHO, K YBEITHUYEHHUIO
WHTeTpanbHOro curHana. llogobubie kodebaHuUs
vHTerpanbHoro curHana y auHerikun BJITIII-2000
OTCYTCTBYIOT, TAK KaK OHA BBINOJHEHA II0 TEXHO-
gorun [I3C c¢ obparHOoii 3acBeTKOi (6e3 JIOKYCOB).
OpmHako mpu 9TOM HA6JII0gAeTCs CYyIIeCTBEHHO 60Ib-
1ee «pacTeKaHue» (POTOTeHEPUPOBAHHBIX 3aPAN0B
Ha cocenHue (POTOAUEHKH, B CBA3H C YeM II0 ITOH
TEXHOJIOTUY MPAKTUYECKH HEBO3MOKHO CIeTIaTh
mar ¢gorosgueek 7 MEM, Kak mo texumosoruu KMOII
B BJIIIII-4000.

W3 puc. 1 Takke BUIHO, YTO BBIXOAHOM CUTHAI
TIPU TIOJIO3KEHUH CBETOBOTO MSATHA B IeHTpe (poTo-
aaerikn auHerkn BJIIIII-2000 cocrasiger 58 % ot
WHTETPaJbHOrO curHana, a ana auHeiikum BJITIII-
4000 — 86 %. Brmag mpyrux ¢orosiueex B HHTe-
IrPaJIbHBIN CUTHAJ JIS 9THUX JUHEeK cocTaBiser 42 u
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Puc. 1. BeixongHoii curaan gorogueer (4epHbIH) U WHTEerpaiabHbi curHan (kpacubri) nuHeex BJIIIII-2000 (o) u BJIIITI-4000

(6) ma muue BoHbI A = 0,405 MEM

Fig. 1. Output signal (in black) and the integral signal (in red) of BLPP-2000 (o) and BLPP-4000 (b) photodetector array cells

at a wavelength A = 0.405 pm
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Puc. 2. Aneprypubie xapakrepuctuku auHeek ¢doromerekropos BJIIIII-2000 (@) u BJIIIII-4000 (6) Ha myuHE BOJHBI

A = 0,405 MM

Fig. 2. Aperture characteristics of BLPP-2000 (a) and BLPP-4000 (b) photodetector array cell at a wavelength A = 0.405 pm

14 % cooTBeTCTBEHHO. ATO 03HAYAET, YTO B JIUHEHUKE
BJITIII-2000 B Tpu pasa 6ombiie (hOTOTeHEPHPOBAH-
HBIX HOCUTEJIEH IONaJaeT B COCeTHHUE (DOTOTIEUKH,
gem B BJITIII-4000.

Ha puc. 2 nokasan ob1uii BUA anepTypHBIX Xa-
pakrepucTuk. l{BeToMm 0603HAYEHBI TPAHHUIBI (DOTO-
sS9YeeK U OTMeYeH YPOBEHb PEeTHCTPHPYEMOro CHIHA-

Jia IIPU IIOIIaJaHWUKW TOYE€YHOIO CBETOBOIO IIATHA B
eHTp dorosueniku x,. Haa auneitku BJIIIII-2000,
eciau 0003HAYUTH BBIXOTHOM CHUTHA (POTOAUEHKH X
3a 100 %, ypoBeHb BBIXOIHOTO CHUrHAJIA OJIHM3JIeKa-
mux ¢gorosueex cocraBut 30 u 4 % COOTBETCTBEHHO.
HpI/I 9TOM COOTHOIIIE€HHE COOTBETCTBYIOIIIUX BBIXO/-
HBIX curHaioB ¢orosueex BJIIIII-4000 — 100, 5
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U 1%. OrHolleHUWe 3HAYEHUN BBLIXOAHBLIX CHUTHA-
JIOB COCEeIHEH W OCBEIeHHOH (POTOAIYEHKH OOBIYHO
HA3bIBAIOT KO3()(PUIIMEHTOM B3aUMHOTO BIUAHUA (PO-
TosTyeeK. ITOT Ko durment s auaeiiku BJIIITT-
2000 cocrasasaer 30 %, a miua BJIIII-4000 — 5 %.

3axkaroueHue

Takum 06pasoM, SKCIIEPUMEHTAIBLHO HOJYIEHBI
aneprypusble xapakrepuctuku [13C-nmuHeex ¢ obpar-
woit 3acerkoii BJIIIII-2000 u KMOII-1uneex
BJIIITI-4000 uma mamae Bomubl A = 0,405 mrMm. ITo-
Ka3aHo, YTO IIPU MOINAJAHNU CBETOBOTO IISITHA MEK-
oy doTosuerikamu JuHeeK POTONETEKTOPOB IIOTEPH
uH(poOpMaruu He mpoucxomxur. Koadduimenr Bsa-
uMHOro BausHuA gorosueer auHeriku BJITIII-2000
cocrasisier 30 %, a BJITIIT-4000 — 5 %. O6uapy:xe-
HO yBEJIWUYEHHE HHTErPAIHHOTO CHUTHAJA JTUHEHKU
BJIIIII 4000 me:xmy orossueiikamu a0 2 — 3 %.
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HOBBII ATOMHO-9MHUCCHOHHBIN CIIEKTPOMETP «I'PAHJI-2000»

© Amnaroamii AnexcanapoBud [[3r06al-2, Baragumup AnekcanapoBud
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51 cHUKEeHUS BEPOSITHOCTH CIIEKTPAIBHBIX HAIOKEHUH IIPH IPIMOM aHAJIN3€e IIOPOIIKOB Ieo-
JIOTUYECKHUX P06 METOIOM JYTOBOM aTOMHO-3MUCCHOHHOM CIIEKTPOMETPUH CO3[aH CIEKTPOMETP
«'parg-2000» ¢ pabounm muanasomom 190 — 780 HM ¢ AByMSA MapaieIbHO PabOTAIOIUMHE I10-
smuxpomaropamu Ha ocHoBe cxeMmbl [Tamena-Pymrre u anamusaropamu MASIC. Iepsbiit moauxpo-
MaTOp, BBIMOJHEHHbBIH HA OCHOBE BOTHYTOM MudpakiuonHoi pererku 2400 mrrp/MmM ¢ pagmy-
COM KPUMBH3HBI IIOBEPXHOCTH IIOJIOKKH BA METPA, PETUCTPUPYET NHTEHCHUBHOCTH U3/IyIEHHUI B
obmactu 190 — 350 HM ¢ moBBIIIEHHBIM pasperinenvieM. [lenb paboTbl — HKCIEPUMEHTAIBHOE
oIIpenieieHre CBETOCHIIBI U CIIEKTPAIILHOTO paspemnieHus crekrpomerpa «['parn-2000» ¢ anamu-
saropamu MAIC Ha ocHose suneer doromerekropos BJIIITT-2000 u BJITIII-4000. Ceerocuty
OIIpENesIAH IIyTeM CPABHEHUA 3HAYE€HNH MHTEHCUBHOCTH CIIEKTPATILHBIX JIMHUH, 3aPETHCTPUPO-
BAaHHBIX C HCIIOIB30BaHUeM crekTpoMerpoB «['pann-2000» u «I'pama». Pasperenue crexrpo-
MeTpa (IIUPHHY CHEKTPATHHOM JIMHUHN Ha TOLYBBICOTE) OIPENEIIsIN IS PA3INIHbIX KOH(QUTY-
pauwmii mpubopa, KOTOPhIE OTINYAIUCH TUIIAMH JHHEEK (DOTOLETEKTOPOB. ¥ CTAHOBIIEHO, YTO HO-
BhIH ciekTpomeTp «I'pana-2000» ¢ muneiikamu BJITTII-4000 mMeet BaBoe JIydiiiee paspereHme
(4mM) mo cpaBHeHmio co crekrpomerpom «I'panmg». Ilpm sromM cBerocwnma crieKTpomMeTpa
«'pang-2000» mmxe B 3 — 8 pa3 B 3aBUCUMOCTH OT AJIHUHBI BOIHBL I[0Ka3aHo, 9TO CIIEKTPOMET]
«'para-2000» ¢ munetikamu BJIIIII-2000 mveer mATHKpPATHOE MPEUMYIIECTBO B OTHOIIEHUU
CHUTHAJI-IIIyM B KOPOTKOBOJIHOBOM 0OIACTH CIIEKTPA 10 CPABHEHMIO O crekTpoMerpoM «I'pasmy» ¢
BJIIIII-4000, ipu 5TOM HX CIIEKTpaIbHbIE pa3pelleHus PaBHbL.

KiroueBble cIoBa: aTOMHO-3MUCCHOHHBIN CIIEKTPOMETP; CIEKTPAIbHOE paspelleHue; CBeTo-
cuna; «['parm»; ananmusarop crekTpoB MAIC; nuHeika (hoTOIEeTEeKTOPOB.

A NEW ATOMIC-EMISSION SPECTROMETER GRAND-2000
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The design of a Grand-2000 atomic emission spectrometer is considered. The optical efficiency and spec-
tral resolution of a Grand-2000 spectrometer are compared with the corresponding characteristics of a
Grand spectrometer with multi-element emission spectrum analyzers based on BLPP-2000 and
BLPP-4000 photodetector arrays. The optical efficiencies are compared using the ratio of spectral line in-
tensities recorded on the two spectrometers using the same types of photodetectors. The resolution of the
spectrometers (FWHM of the spectral line) is measured using different types of photodetectors. It is
shown that, when using BLPP-4000 photodetectors, the resolution of a Grand-2000 spectrometer is twice
as large (4 pm), compared to a Grand spectrometer. The optical efficiency of a Grand-2000 spectrometer is
3 - 8 times lower, depending on the wavelength. It is also shown that a Grand-2000 spectrometer with
BLPP-2000 photodetector arrays has better optical efficiency in the short-wavelength region compared to
a Grand spectrometer with BLPP-4000 photodetector arrays at the same values of the spectral resolution.

Keywords: atomic emission; spectrometer; spectral resolution; optical efficiency; Grand; spectrum
analyzer; MAES; photodetector arrays.
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BBenenune

B nacrosinee Bpemsa IpH MPOBEIEHHUU MOWCKA
MIOJIE3HBIX UCKOIAEMBIX IIUPOKO IIPUMEHSIOT METO/
aTOMHO-3MuCCHOHHOI crekTpomerpun (AJC) ¢ BBe-
IeHueM IIPo0BI CII0c000M MPOCHINKH-BIAYBAHUS B IYy-
roBO¥ paspsaj mepeMmeHHoro Toka [1 - 3]. Jlyrosas
A9C zaperkomenmoBaa cebs KAK 4yBCTBUTENbHbBIH U
9KCITPECCHBIM METO[ MHOTO3JIEMEHTHOTO aHAaJIW3a,
XapPaKTePUYIOIIUNCT HU3KOH cebeCTOMMOCTbIO, II0-
CKOJIBKY MeTOJ He TpebyeT ImepeBeeHus pobd B pac-
TBOP ¥ OT/EJIEHUS aHATUTOB 0T MaTpuiibl. OXHOM U3
pasuoBumuocreit AJC ABISETCI METOJ CIIMHTHUJLIS-
IIMOHHOM AaTOMHO-3MHCCHUOHHOM CIIEKTPOMETPUU
(CAD9C) [4, 5], cyTs KOTOPOrO 3aKIIOYAETCI B PEru-
CTPAIlUU BCITBIIIEK WHTEHCUBHOCTH Ha J[JTHHE BOJHBI
AHAJIUTUYECKON JIUHUM BJIEMEHTA OT OTIEeNbHBIX
YACTHUI[ BEIECTBA, HEMPEPHIBHO ITOCTYHAMIIUX B
mwrasmy. Crioco6 sexTuBeH I OIpeneIeHus
3JIEMEHTOB, KOTOPBIE HAXOMATCI B Ipobe B BHE OT-
NeTbHBIX BEJIIOUEHHH, HATPHUMED, 61ar0OpOTHBIX Me-
TaJJIOB, TIPHU MOMAJAHUN KOTOPBIX B ILIA3MY paspsi-
7Ia B CIIEKTPe HAOMI0JAI0TC BCUBIIIKA HHTEHCUBHO-
CTH HA [JIMHAX BOJH JIMHUU 9THUX DJIeMeHTOB. B Ha-
crosiee BpeMms Ipenenbl obHapyskenusa aaa CAIC
cocrasisaioT (r/t): Au — 0,004; Ag — 0,05; Pd —
0,0013; Pt — 0,03 [6]. MeTon momy4wmna IIUPOKOE
pacmpocTpaHeHHe IPHU ITOUCKe 6IaTOPOAHBIX META-
m0B [7—11] Taxme u Omaromaps HAJIUIHIO COBpeE-
MEHHBIX CIIEKTPOMETPOB, MPOU3BOIUMBIX IPEIIPHU-

1760 MM

895 Mmm

Pazmepbl and.pereTok:
21000: 50x60 mm
22000: 75x75 MM

Puc. 1. Cxemarnueckoe u3obpaskeHue IoJIUXPOMaTOPOB KO-
poTkroBOIHOBOrO nuamnasoHa «['pama» u «I'panm-2000»: I —
BXO[HAA I1eJb; 2 — nupakIiMOHHAA pelieTka; 3 — cOopka
14 nmuneex dorogerexropos BJIIIII-4000

Fig. 1. Schematic representation of the short-wavelength
polychromators (Grand and Grand-2000): I — entrance slit;
2 — diffraction grating; 3 — assembly of 14 BLPP-4000
linear photodetectors

atueMm «BMK-Onrosnekrponnka», B YaCTHOCTH,
cuexkrpomerpa «['paHm», coBpeMeHHBIE BEPCHU KO-
TOPOTO0 OCHOBaHBbI Ha BBICOKOYYBCTBHUTEJ/JIBbHBIX JIH-
Helikax Qoromerekropos BJIIIII-2000 u BJIIIII-
4000 [12]. IIpocTpaHcTBeHHAA paspemiaioas CIo-
cobuocts auHeer BJITIII-4000 B nBa pasa Beille,
gyem BJIIIII-2000, mosTomy mpexcrasisgercs Gosee
1esecoobpasubpiM  mcnoab3oBaTh BJIIITI-4000 mpu
aHaJIu3e Te0JIOTHYECKUX 00pasIloB, CIOMKHBIE aTOM-
HO-DMHUCCHOHHBIE CIIEKTPHI KOTOPBIX XapaKTEPHU3Y-
I0OTCI MHOTOYUCJICHHBIMHU B3aWMMHBIMU HAJIOXKECHUI-
mu. B nensax maneHeimero passutua meroga CAIC
ObLT paspaboTaH CIIEKTPOMETP BBLICOKOTO paspelie-
HUA ¢ guamerpoM Kpyra Poynamma 2 m — «['pana-
2000».

Ilenp macrosmiel paboTbl — JKCIIEPHUMEHTAIb-
HOE OIpejieIeHue CBETOCHIIBI M CIIEKTPATBHOTO pas-
pemenusa cuexrpomerpa «['pamn-2000» ¢ anamusa-
topamu MAIJC Ha ocHOBe JIHHEEK (POTOJEeTEeKTOPOB
BJIIIII-2000 u BJIIIII-4000, a Tak:xe cpaBHeHue
9TUX XaPAKTEPUCTHK C XapaKTEePUCTUKAMHU CITEKTPO-
metpa «['panm» [9].

JKCIIEPUMEHTAIBLHAA 9aCTh

Koucrpyrkrusuo cunexrpomerp «['parm-2000» co-
CTOUT U3 ABYX MapPaJJIEIbHO PabOTAOIUX TOTUXPO-
MaTopoB Ha ocHoBe cxembl Ilamena — Pyure. Ilep-
BBIM IIOJIMXPOMATOP BBINIOJIHEH HAa OCHOBE BOTHYTOM
mudpakuonHoi pemietku 2400 mTp/MM ¢ paguy-
COM KPUWBH3HBI IOBEPXHOCTU MOJJIOKKH JBa MeTpa.
CuekTp Ha BBIXOJIe IEPBOTO MOIUXPOMATOpPA B IUA-
mazore 190 — 350 HM perucTpupyioT aBe COOPKH JIH-
Heek QoromerexropoB BJIIIIT-2000 wmaum BJIIIII-
4000 mo 14 nuHeek Ka:xmad. Bropoil momuxpomaTop
BBIIIOJIHEH HA OCHOBE BOTHYTOH AU(PPAKIIMOHHON
petterkn 900 mTp/MM ¢ paguycoM KpPWBHU3HBI IIO-
BEPXHOCTH MOMIOKKN onuH MeTp. CIieKTp Ha BBIXO-
Ie BTOpOro mojmxpomMaropa B aumamnaszoHe 350 —
780 um perucTpupyer oxHa cbopka u3 14 nuHeek
doromerexropor BJIIIII-2000 wmau BJITIII-4000.
B maumoit pabore 1151 MccaeI0BAHU UCIIONIB30BAIN
IIePBBIH MOIUXPOMATOP B CIIEKTPATIHLHOM AUATIA30HE
190 - 350 uM™.

Kak ynomunanocs pamee, OTaIuIHe HOBOTO CIIEK-
Tpometpa «I'panm-2000» or «I'panm» 3akmg04YaeTcs
B YBEJIMYEHHOM JI0 ABYX METPOB aHaMeTpe Kpyra
Poynanna, npu sTOM B 000HMX CIIEKTPOMETPAX HC-
MOIb3yIOTCH  Ou(ppakiuonHbie pemerkn 2400
IITP/MM, 9TO IPHUBOAUT K [BYXKPATHOMY yBeIuUde-
HUIO JUHEHHOH MUCIEPCHH HOBOTO CIEKTpOMEeTpa
OTHOCHUTENIbHO crekTpoMerpa «I'pamm». Taxkum 06-
pasoM, mpu IpUMEHEHWH OJUHAKOBBIX JHUHEEK (o-
TOZETEKTOPOB OKUAAETCA ABYXKPATHOE yBeJIUMIeHNe
CIIEKTPAJILHOTO paspelieHus. Paszmuyne MOauXpo-
MaTOpPOB WILTIOCTPUpPYeET puc. 1.

Kak wmsBecTHO, cBeTOCHIA CIIEKTPOMETPOB, IIO-
crpoernbix mo cxeme Ilamrena — Pymre, o6parHo
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Puc. 2. 3aBucuMOCTb COOTHOIIIEHUS UHTEHCUBHOCTEH CIIEKTPAIBHBIX JUHUM s crieKTpoMeTpoB «I'paun» u «'paug-2000» or
IUIMHBI BOJIHBI IIPY perucrpanuu auHeikoi gporogerexropos BJIIIII-2000 (a) u BJITIII-4000 (6)

Fig. 2. Wavelength dependence of the ratio of spectral line intensities recorded by Grand and Grand-2000 spectrometers

using BLPP-2000 (o) and BLPP-4000 (b) photodetector arrays

MPOIIOPIIHOHANIbHA KBAPATy Pajuyca Kpyra 1 OIH-
ceiBaercsa popmyJroi [13]:

E = pBayH/r?, (1)

rae p — Koo puIKeHT oTpaskeHus pelleTku; B —
SAPKOCTb MCTOYHUKA UBJIy4YeHus; a, u H — mupuna
¥ BBICOTA 3AIITPUXOBAHHOM 00JIACTH PEIEeTKH; I' —
panuyc kpyra Poynauna.

CrnemoBaTenbHO, yBeIWdeHUe auaMeTpa Kpyra
Poynanna npu npoumx paBHBIX YCIOBHAX HECO-
MHEHHO IPHUBENET K YMEHBIIIEHWIO CBeTOCHIIBI IIPH-
6opa, T03TOMY /I KOMIIEHCAIIMU AAHHOTO M3MEHe-
HUA ObLIM yBEIHYEeHBI pa3Mepbl TuQPaKIMOHHOH
peutetku. Pemerka crnexrpomerpa «I'panm» mmeer
pasmepst 50 X 60 MM, «I'parg-2000» — 75 X 75 mM.
Takum 06pasoM, B COOTBETCTBUM C MPUBEAEHHOMH
topmymoii pacueTHOe pasnTHu¥Mie B CBETOCHJIE IIPHU-
6opoB (6e3 yuera Koa(ppuilmeHTa OTPAIKEHUS)
E I"paH;[/ E T'panxg-2000 ~ 2: 1.

Opxuaro cyiecrByeT pajx (PAKTOPOB, CIIOCOOHBIX
MOBJIUATH HA 3HAUYEHHUS CBETOCHUIIBI U CIIEKTPAIBHO-
ro paspellieHus Mmpubopa, MOITOMY ObLIa CO37aHa
9KCIIEpUMEHTAIbHASA YCTAHOBKA [JI CpPaBHEHHST
cuekrpomerpoB «I'paug» u «['paua-2000» mo man-
HbIM nokazatensM. OHa cocTosia U3 BIEKTPOIYTO-
Boli yctaHoBKH «IloTOK» 171 aHanmn3a mMOPOIIKOBBIX
mpo6 CII0CO60M IPOCHIMKU-BAYBAHUA U HCCIELYyEMO-
ro cueKTpoMerpa. B KauecTBe €TEKTOPOB IIPUMEH-
nu cbopru auHeek ¢goromerexkropoB BJIIIII-2000 u
BJITITI-4000. Ycranoska «Ilorok» paborana B ycio-
Buax, ontumusupoBaHHbix a1 CAIC [14]. Pexum
paboThl YCTAHOBKH: /yra MEpPeMEHHOr0 HelpephIB-
HOoro toka +22 A ¢ wacrorou 100 I't; o6:Eur snex-
TpomoB — 30 A B Teuenne 2 c. Curuan perucTpupo-
BasM B Tedenue 16,5 ¢ mpu BpemeHu 6a30BOI SKCITO-
suruu 3 Mc. lllupwHa u BBICOTA IENTH CIEKTPO-
metpa «['panmg» cocrasaanu 15 MEM 1 5 MM cOOTBET-
crBenHo, «I'paun-2000» — 15 MM u 10 mm. Ilpu
aHaIN3e TeOJOTUYECKUX W TEXHOJIOTHYECKUX MPO0
PpasIMYHOTO cocTaBa HaBecKy maccod 150 Mr paBHO-
MEpHO pacchIlajayd Ha TPAHCIOPTEPE W IOJABAIH B
IyTOBOM paspsij] CO CKOPOCTHI0 13 Mm/c.

Jl11s1 KOPPEKTHOrO CPaBHEHMS CBETOCUIBI B 000-
HX CIEKTPOMETPAx MHCIIOIb30BAIH AHAIN3ATOPbI
MAOSC ¢ omuHAKOBBIMYU THIIAMHY JIHHEEK (POTOIETEK-
TOPOB MPH HIAEHTHYHBIX YCAOBHUIX PETHCTPALUN
crekTpoB. CekTpaabHOe paspelleHne CIIeKTPOMET-
POB OIIEHUBAJIN C IPUMEHEHUEeM JTHHeeK POTONeTEK-
topoB BJIIIII-2000 u BJITIII-4000 Tak:xe mpu uneH-

TUYHBIX YCIIOBHUAX.

OGcy:xneHue pes3yabLTaTOB

Cpasrenue ceemocunvi. NHTEHCUBHOCTD CIIEK-
TpasibHbIX JuHuA (I) ompemensiu mo aAByM (pOTO-
g9efdKaM B OKPECTHOCTH MaKCUMyMa JIUHHWH B 3ape-
rucrpupoBanubix MAIC ¢ nuneiikamu oTomeTex-
TopoB BJIIIII-2000 u BJITIII-4000 mHTerpambHBIX
cuekrpax. Ha puc. 2 npezncraBieHbl IIOy9eHHBIE B
X0Jle DKCIIEPUMEHTa 3aBHCHMOCTH OTHOIIEHUS WH-
TEHCUBHOCTH CIIEKTPAIbHBIX JUHUH, 3aPEeruCTPUPO-
BaHHBIX criekTpoMmerpamu «['panm» u «['parg-2000»
¢ mpumenenuem JjuHeek DBJIIIII-2000 u BJIIIII-
4000, oT HIUHBI BOJIHBI. SHAYEHWS WHTEHCUBHOCTH,
3aperucTPUpPOBaHHbIEe  CcrekTpoMeTrpoM  «['pawz-
2000» ¢ nuumeiikamu oromerekropos BJITIII-2000
[pH dKCmo3unuu 1,5 Mc, 6bLIN YMHOKEHBI Ha 2, I10-
CKOJIBKY B OCTAJIbHBIX CIy4asgx SKCIIO3UITASI COCTaB-
ssama 3 Mc. JKCIIepUMEeHTaIbHbIe JaHHbIe ObLIN Aall-
MPOKCHMHPOBAHBI IIOJMHOMOM BTOPOTO IOPSIKA.
Bupamo, 4T0 MHTEHCUBHOCTH CIEKTPATBHBIX JTHHUN
A cruexrpomerpa «['paHpm» mpu HCIOIB30BAHUU
nuueex BJIIIII-2000 B 1 -5 pas 6oiblire, yeM mIJIs
criekrpomerpa «['parn-2000», a B ciaydae IuHEEK
BJIIIII-4000 — B 3 — 8 pas. Takoe pasnuuue uMeer
IBe TPHUYUHBL: BO-IIEPBBIX, B COOpKE JHHEEK
BJIIIII-2000 amanuszaropa MASC mist crieKTpoMer-
pa «['pasa» B KOHCTPYKIMY HA HEUYETHBIX JIMHEHKAX
HCIOJNB3YIOTCSI 3€pKaia, K0d(MUIIUEHT OTPAKEHU
KOTOPBIX 3HAYUTEIHLHO IafaeT B 00JIaCTH JJIUH BOJIH
Menbline 230 HM; BO-BTOPBIX, KOJMYECTBO (POTOSTUIE-
€K, Ha KOTOpble MagaeT Hu3JIydYeHWe, IJd CIeK-
TpoMeTpa «I'paHa» mpakTHYECKH He MEHAeTCd IpH
cMeHe JIMHEeK (POTOIEeTEKTOPOB, B TO BpeMs KaK JIJIs
crrekrpomerpa «['pamn-2000» 3TO KOJIHYECTBO BO3-
pacrtaer mnpu cmene JaumHeek BJIIIII-2000 ma
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Puc. 3. 3aBUCHMOCTH CHIEKTPAIBHOTO PA3PEIIEeHHUs CIIEKTPO-

MeTpPOB OT IyuHbI BoHbL: | — «['panm» ¢ muneiikamu doro-
nerexropoB BJIIIII-2000; 2 — «I'paug» — BJITIII-4000; 3 —
«['paun-2000» — BJIIIII-2000; 4 — «I'parx-2000» —
BJITIII-4000

Fig. 3. Dependence of the spectral resolution of spectrome-
ters on the wavelength: 1 — Grand with BLPP-2000 photo-
detector arrays; 2 — Grand with BLPP-4000; 3 — Grand
2000 with BLPP-2000; 4 — Grand 2000 with BLPP-4000
photodetector arrays

BJIIIII-4000, u, kpomMe TOTO, IIPU HCIIOIb30BAHUU
MTOCTIEIHUX BO3PACTAET C YBEIMYEHUEM JJIMHBI BOJI-
HBI. JTO IPHUBOJUT K PACIIPEIEICHUI0 U3IyIeHUsT Ha
6oJtbIIee KOJMIeCTBO POTOAUEEK U TIAJeHHIO ero 13-
MepsAeMON WHTEHCUBHOCTH, KOTOPYIO BHIYUCIISIHN T10
HWHTErpajly CUTHAJIOB C [BYX COCEAHUX (DOTOTUEEK.

Panee B pa6ore [15] 65110 OKA3aHO, YTO OTHO-
mrerne curHai-mym (OCHI) mumetiku BJITITI-2000
Boiie, ueMm y BJITIII-4000 mpumepsro B 5 pas. Orcro-
na ciaenyer, uro rpacuk coornorrenus OCII crex-
Tpomerpa «I'parn» ¢ anamusaropamu MAIC Ha oc-
HoBe suHeek oromerexkropor BJITIII-4000 u OCII
cekrpomerpa «I'panm-2000» ¢ BJIIIII-2000 6ymer
MMeTh BHJ, aHAJOTHYHBIN IpauKy HA PHC. 2, HO
3HAYEHUS COOTHOIIEHHS YMEHBIIATCI B 5 pas U Co-
craBat ot 0,2 1o 1, mpu 3TOM CIIEKTpaIbHBIE paspe-
[IeHus TPUGOPOB OYIAyT PaBHBI. ATO TOBOPHUT O Iis-
tukparaom npeumymiecrBe B OCIII cnexrpomerpa
«I'parn-2000» c muretikamu BJIIIII-2000 B cpaBHe-
HUU co crnexkrpomerpom «['pammg» ¢ BJIIIII-4000 B
KOPOTKOBOIHOBOM 00JIACTH CIIEKTPA.

Cpasnenue paspewerus. Paspelenne ciexrpo-
METPOB OILIEHHUBAJIM II0 IIMPHUHE CIIEKTPATbHBIX JIU-
HUH HA ux noayBbicore. [logpobHO crrocob BbIUIC-
menus omucad B pabore [16]. Ha puc. 3 mpusenens:
3aBUCHMOCTH IIIHPUHBI CHEKTPATBHBIX JHUHUH OT
IJTHHBI BOJIHBI JJIS CIIEKTPOMETPOB «['paHm» u
«['para-2000». M3 3aBuCHMOCTEH BUIHO, 4TO paspe-
menne crekrpomerpa «['paHm» yiaydinaercsa pH-
MEpHO B JIBa pasa ¢ IpPHMEHEHHeM JHHeeK (OTo-
nerexropoB BJITIII-4000 Bmectro BJIIIII-2000. ITpm
9TOM paspelleHre CIeKTpoMeTpoB «I'pamm» ¢
BJITITI-4000 u «I'para-2000» ¢ BJITIII-2000 craso-
BUTCH IPAKTHYECKH OMUHAKOBbIM. Hammyummm pas-
peiierrem ob6samaer KouHdurypanus 4 (cHexTpo-

~ Tpana-2000 BMM-4000 * 5,43
. M'pann-1000 BSIMM-2000 * 5,98
5 Mpana-1000 BNMNM-4000
panpn-2000 BMM-2000 * 7,99

267.54

12676 26762

V[V W W Au

Puc. 4. Pparmenr cmnexkrpa I'CO cocraBa amomocuiu-
KaTHbIX PBIXIbIX oTnoxkeHwd CIXM-4 c¢ guamedt W I
267,5867 um, pacmonoxeHHOH pamgoM ¢ JguHEen Aul
267,595 um, 3aperucrpupoBanubii auHerikamu BJIIITI-2000
u BJITITT-4000 cuexrpomerpoB «I'paun» u «I'pang-2000» (uc-
XOIHbIE 3HAYEHUS ObLIM yMHO:KEHBbI Ha Kod(uiment s
coriacoBaHus Maciraba)

Fig. 4. Fragment of the spectrum of a reference material
of loose aluminosilicate deposits (SGKhM-4) with W I
267.5867 nm spectral line located near the Au I 267.595 nm
line recorded by BLPP-2000 and BLPP-4000 photodetector
arrays on Grand and Grand-2000 spectrometers (the inten-
sity values are multiplied by a factor to match the scale)

merp «I'parm-2000» ¢ BJIIIII-4000): ero smauenue
YMEHBIIIAeTCs IPUMEPHO B JBa pasa [0 CPAaBHEHUIO
¢ Kou(uryparuamu 2 u 3 Ha puc. 3.

Jlns HArISAOHOTO MPEICTABICHHS H3MEHEHHS
CIIEKTPAIILHOTO pas3pellieHus Ha puc. 4 MoKa3aH
dparment cnerkrpa I'CO cocraBa amoMoCHIMEAT-
HBIX pbIxIbIX oTynokeHuit CI'’XM-4 ¢ nunuei Boabg-
pama 267,5867 HM, PacCIONIOKEHHON PAXOM C JTUHU-
et 3omora 267,595 um. BugHo crexkrpanbHOE HAJO-
swenne juauu W 1 2675867 um ma guauio Au l
267,595 HM w©3-3a HEJOCTATOYHOIO paspelleHus
cuekrpomerpa «I'pann» ¢ mumedikamu BJITIII-2000.
B cmekTpe, mosyueHHOM € WCIOIb30BAHUEM JTHHEEK
BJIIIII-4000 B cmexrpomerpe «I'panm» u BJIIIII-
2000 B «I'panm-2000», crekTpanbHOE HAJIOMKEHUE
auaun W Ha JIuHHUIO AU CTAaHOBHUTCH 3HAYUTEIHHO
MeHbIe, a mia croexrpomerpa «['pamm-2000» c
BJITIII-4000 Takxoro HanoXeHHWsa He HaOIIOMAeTCHd,
YTO HWJTIOCTPUPYIOT (PPArMEHTHI CIEKTPOB, IPe-
CTaBJIEHHBIE HA puC. 5.

Cpasrenue pesyavmamos anaauza. Kommmexc-
HOe BIUAHHE Pa3HBbIX KOH(UTypaunui mpubopoB HA
Pe3yIbTaThl CIUHTHILIAIIMOHHOTO AHAIN3a UCCIIeI0-
BaJIU MIPU OIPEJIETIEHUH 30JI0Ta B T€0JIOTUIECKUX 00-
pasuax: anamusupoBanu CO, macrmopTHbIe JaHHBIE
KOTOPBIX IpeacrasieHbl B Tadm. 1. Croocob Bbryumc-
JIGHUS aHAIMUTHYECKOTO CHUTHAJA JJIS OMpPeaeeHHUs
BAJIOBOTO COMEPKAHUA 30JI0TA U KOJHUIECTBA BCIIBI-
IIIEK ero YacCTHUIl-HOCUTEJeH MOoAPOoOHO OMKUCaH B pa-
6ore [6]. IlosmyuernHbie TPALyHPOBOYHBIE 3ABUCUMO-
CTH IIpeJiCTaBJIeHbl Ha puc. 6 m 7. ¥ron HakIoOHA
BCeX ITOJIyYEeHHBIX IpaduKoB OJU30K K 45°, 4TO CBH-
JIETEIBLCTBYET O 6JIU30CTH BBHIOPAHHBIX YCIOBHH IIO-
JyJeHus, perucrpanuu u oO0pabOTKH aHAIUTHYE-
CKHX CHTHAJIOB K onTuUMaibHbIM. CpeaHeKkBaapaTu-



«3aBoackasda sadoparopusa. [[maraocruka marepuaaos». 2022. Tom 88. Ne 1. U. II 31

1,%
03

LS SYSIE ey PSP S

=N
(7]
~
(43 ]
~J
R S .
=25
SN
[4;]
00
(4]

267.575.
V'V Ay

W W

Puc. 5. Pparmentsr criekrpa 'CO CI'’XM-4 co BCHBIIIKOM
wHTeHcuBHOCTH JuHun Au I 267,595 um BOmusu auauu W I
267,5867 um, 3aperucrpupoBanuoro JjwHedkamu BJITIII-
4000 ua cuexrpomerpe «['pann-2000» (a) u «paup» (6)

Fig. 5. Fragments of the spectrum of the SSS of alumino-
silicate loose deposits (SGKhM-4) that contain a flash of the
Au I267.595 nm spectral line located near W1 267.5867 nm
line recorded by BLPP-4000 photodetector arrays on a
Grand-2000 (a¢) and Grand (b) spectrometers

yeckue orrnoHenus (CKO) rpamyupoBouHBIX rpa-
uroB 1A Bcex KOH(UTypamuil 3a HCKIIOYeHHEM
«['parn-2000» — BJITITI-4000 pasnuuanuch He3Ha-
YHUTEIHHO, CIEeN0BATEILHO, KOH(Urypamusa 000pyno-
BaHWs MPAKTHYECKH HE BJIMAET HA ITOBTOPSEMOCTH
pesynbrarop anamusa. Iloseimenne CKO misa xom-
durypamun «'paug-2000» ¢ BJIIIII-4000, Bo3mo:x-
HO, CBA3aHO C MeHBbIIed YyBCTBUTEIBbHOCTHIO ITOU
JUHEHKN (POTOIETEKTOPOB M, KAK CJIeICTBHe, 00HA-
py#KeHHeM MEHBIIIETO KOINIECTBA BCIBIIIEK YACTHI]
307107, 4T0 IpuBoAuT K moBbienui0 CRO.
Ba:xupim moxasaresmem mpmbopa SBIsSETCH IIpe-
nes oOHApPY:KeHUs, OIIEHUTh €ro MOKHO I10 3HaJe-
uuio HyaeBoro mopora (IIp0). Ero smauenune — mu-

Ta6auna 1. AnanusupyeMble cTaHIaPTHBIE 00PA3LIBI
Table 1. The reference samples used for analysis
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Puc. 6. I'pagynpoBouHbIe 3aBUCHUMOCTH Il OIpPEIEICHUS
3osota o auauu Au I 267,595 um merogom CAIC, moxyueH-
Hele ¢ wucnonb3oBanueMm JjuHeek BJIIIII-2000 (@) u
BJITITI-4000 (6) ciekrpomerpa «["paum» (Bpems 6a30B0i SKC-
TO3ULNH — 3 MC)

Fig. 6. Calibration dependences of the intensity I (%) of Au
1267.595 nm spectral line on the Au content C (ppm) in
the standard sample obtained using BLPP-2000 (a) and
BLPP-4000 (b) photodetector arrayss on a Grand spectro-
meter (base exposure time 3 msec)

HUMaJIbHAsd HHTEHCUBHOCTh OJNWHOYHOHN BCIIBIIIKH,
KOTOPYIO CIIOCO0EH 3aperucTpupoBaTh CIIEKTPAIb-
HBIA MPUOOpP, ClIemoBaTeNbHO, yBeawdenue I1Ip0
MIPUBOJIUT K TOMY, YTO [JI BBIYUCICHUS AHAIHUTH-
YEeCKOTO CHUTHAJIA KCIIOJIb3YIOTCI TOJIBKO HHTEHCUB-

Haerce CO crpanat nponsmomren Tan CO corepanse Au. o
OCO 64-86 KZ.03/01.00208-2010, Kazaxcrax IlouBa 0,0076 = 0,0008
PCII-1 0OCO 202-90, P® Pyna cynsunso-nonmnMeramimdeckas 1,44 = 0,05
P3-6 0CO 283-96, P® Pyna sonorocynsdumnan 41+0,1
C3K-3 I'CO 2739-83, PD DI0TOKOHIIEHTPAT 30JI0TOCOEPIKAIIIEH PY/IbI 341
XO0O-1 I'CO 1703-86, P® XBOCTBI 000TaIeHHsT 0,07 = 0,01
PK3-7 0OCO 494-11, P® Pyna kBapuesas 3010Tocoepskanias 0,076 = 0,006




32 «3aBoackasd saboparopusa. [[marnocruka marepuaaos». 2022. Tom 88. Ne 1. U. 1T

aucn cxon 0.0333
amcnaneks 0.03955 C3K-3 a
CKOrpan 0.1873
34
P3-6
1.5 1
~
= 0G0 64-86
0
Mp0
= Cvun 76107
b Cmake 0.0034
s yron 427
T T T » .
-8 -6 -4 -2
anen c‘xon 0 051>41 C3K-3 6
nmcnaneks 007111
3] cKOrpan 02373 P3-6
~ 1.5
o0
OCO 64-86
0
HPQ CMmmH 7 5‘10'7
Cmakc 0.0034
-1.51 yron 411
T T T 1
-8 -6 4 2

IgC

Puc. 7. I'pangynpoBoyHble 3aBUCUMOCTH AJA OIIPENEICHUI
3osiora 1o juauu Au I 267,595 um merogom CAIC, mosxyueH-
Hele ¢ ucnoab3oBanuem auHeek BJIIIII-2000 (o) u BJITIII-
4000 (6) criekrpomerpa «['pann-2000» (Bpems 6a30BOM HKCITO-
sumuu — 1,5 (a) u 3 mc (6))

Fig. 7. Calibration dependences of the intensity I (%) of Au
1267.595 nm spectral line on the Au content C (ppm) in the
standard sample obtained using BLPP-2000 (e¢) and
BLPP-4000 (b) photodetector arrays on a Grand-2000 spec-
trometer with a base exposure time of 1.5 msec (a) and
3 msec ()

HOCTH OT (oJiee KPYIHbBIX YyacTull ananura. I[1oapo6-
HOE OIKCaHWe crocoba pacdera HyJIEBOTO IOpora
npezacrasiaeno B pabore [17]. Onpenenws mo rpa-
IYUPOBOYHBIM 3aBUCUMOCTSIM (CM. puc. 6, 7) comep-
skanme Au, cooTBeTcTByOIIee nHTeHcuBHOCTH [1p0,
IIOJIYYHUJIN 3HAYEHUA YYyBCTBUTEIBHOCTHU npnﬁopa,
COOTBETCTBYIOI[E MHHHUMAIHHOMY COREPIKAHUIO
aQHAINTA B OJHOH €JUHCTBEHHOU YaCTHUI[e-HOCHUTE]IE

Ta6auma 2. Ilpenensr obHapy:KeHHs 300TA METOIOM

CAaC

Table 2. The detection limits of gold determined by scintil-
lation AES

Crexrpomerp 6a§0?§§22£1‘i§§§2$n) 06Hapl§—flﬁlz2flili, MI/T

T'pann BJITIII-2000 (3 mc) 0,103 = 0,020
BJITIIT-4000 (3 mc) 0,7 = 0,6

I'panz-2000 BJITIII-2000 (1,5 mc) 0,8*

BJIITII-4000 (3 mc) 3,6 0,3

* Pe3ynbTar 0JHOKPATHOTO U3MEPEHHUS.

30J7I0Ta, OT KOTOPOH 3aperucTPpUpOBaHA BCIBIIIKA.
Ilonyuennbre mamHBIE MpeacTaBIeHBI B Tabi. 2.
CTouT OTMETHUTB, UTO COAEPIKAHKE 30JI0TA, BBIYHUC-
smeHHOe 110 3Ha4YeHwuIo 11p0, HE cooTBETCTBYeT peass-
HBIM IIpefieiaM O0HApPY;KeHHUs CIIEKTPOMETPOB, a II0-
Kas3bIBaeT, KaKue caMble cia0ble BCIIBIIIKN aHAIUTA
MOTyT OBITH 3aperucTpupoBaHbl mpubopom. Ha
MpaKTHKe 3HAYEHWE Ipefiesia O0HAPYIKEHUST MOKET
OKA3aThCsA BBIIIE M3-3a BAUAHUA BHEUIHHUX (DAKTO-
POB, KOTOPbIE HE YUUTHIBAIN B X0/€ IKCIIEPUMEHTA,
B YACTHOCTH, BBITOPAHUA 00jiee MEIKUX YaCTHUI] 0
BXOJla B 30HY pPErucTpanvd Ipubopa WM CIIeK-
TPaNbHOTO BIWAHHUSA IPH aHamwse mpod ¢ Apyrou
MaTPHUIIEH.

3axaroueHue

Takum 006paszoM, OIEHKA XAPaKTEPUCTHUE CIIEK-
tpomerpa «['paun-2000» ¢ amammszaropamu MAIC
Ha ocHOBe juHeek oromerekTopo BJIIIII-2000 u
BJIIIII-4000 mokasana, 4TO paspeleHue HOBOTO
cunekrpomerpa «I'parg-2000» mpumepHO B 1Ba pasa
jgydiiie, ueM crexkTpomerpa «I'paHm», U 3ameHa Ju-
Heex DBJIIIII-2000 ma BJIIITI-4000 B mrob6om wu3
CIIEKTPOMETPOB IPHUBOJAUT K YIYYIIEHHUIO CIEK-
TPaJIbHOTO PaspeleHus IPUMepPHO B aBa pasa. [lpu
arom ¢ nuuerikamu BJITITI-2000 cBeTocuia cuekTpo-
merpa «['panm» pasua ceerocune «I'panm-2000»
B o0sracTu IytuHbBI BOJIHBI 190 HM U IIpeBHINIAET ee B
5 pas B obiactu 350 HM, a Ipu 3aMeHe JIHHEeK
ma BJIIIII-4000 mpemmyliecTBo cHeKTpoMerpa
«['parn-2000» B cBeTocuIe Bo3pacTaeT a0 3 — 8 pas.

C y4eroM JIydIIero COOTHOIIEHHS CHUTHAJ-IIYM
muHeek ¢oromerekTopos BJIIIII-2000 mo cpaBme-
muio ¢ BJIIIII-4000 cnerxrpomerp «I'pama-2000» c
aumamusatropamu MAIC ua ocuose nuueex BJIIIII-
2000 B cpaBHeHUH cO cieKkTpoMeTrpoM «['paHm» c
BJIIIII-4000 mMmeeT MATHUKpPATHOE IIPEUMYIIIECTBO
110 COOTHOIIEHUI0 CUTHAJ-NIIYM B KOPOTKOBOJHOBOM
obmactu cuekrpa. IIpu sToM uX creKTpasbHbIE pPas-
pellileHud paBHBL.

Hcnonb3oBanue B cuekrpomerpe «I'panm-2000»
nuueex BJITITT-4000 mosBossteT 100uTHCA pasperie-
HHUA B 4 IIM, YTO IPHU aHATU3E TEOJIOTHIYECKUX TPOD,
CIIEKTPBI KOTOPBIX YACTO COZEPIKAT MHOKECTBO JIH-
HUH, MOKET CYIIECTBEHHO YJIYYIIUTH Pe3yIbTaThl
ompefieieHns JJIEMEHTOB 34 CYeT CHUKEHHUS CIIeK-
TPaJIbHBIX HAJIOKEHUHU Ha JUHUI0 aHAJINUTA.
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30JI0TO B IIMPUTAX U CYJ/Ib®UJIAX 110 JAHHBIM
CIIMHTUJIJIAIITMOHHOI'O AHAJIN3A
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Mertop CIMHTHIIAIMOHHON aTOMHO-dMuCcCHOHHOH cexTpoMerpun (CAIC) mosBonder mpH mps-
MOM aHaJIH3e IOPOIIKOBbIX IIPO0 OIPEAeIATH HIOMUMO OBIIIET0 COTEPIKAHNS dIeMeHTa (DOPMY ero
HaXOM/IeHUs B 00pasiie u pasmep Brmouenwit. C ucnonb3oBanuem komiuiekca «['paun-IloTok»
MIPOAHAIM3UPOBAIHN TPOOHI KPUCTAUIOB ITUPUTA PA3HOTO pasMepa IJIA OMpeNeeHns 30/I0Ta U
hopmer ero Haxoxaerus. [ Bcex MCCAEOBAHHBIX TUPUTOB HE OBLIO OTMEYEHO 3aBHUCHMOCTH
CONepKaHmsA 30J10Ta OT PasMepOB KPUCTA/IA: B 00beMe KPUCTAJIIOB IPUCYTCTBYIOT YACTHUITHI
pasMepoM MeHee eIMHUI] MKM, KPYIHBIX 4acTuil Au Her. ¥ CTAaHOBJIEHO, YTO 30JI0TO U JPYTUe
JParoreHHble METALIbI COCPEIOTOUEHBI B MIOBEPXHOCTHBIX CIOAX KPHUCTAIIOB IIMPUTA U B JIe-
dexTax KpHCTAIIMIECKOH pelieTkn B oobeme Kpucramia (mo ganubm CAIC mpu masepHoir ad-
JIALWY TIPOOBI B yTOBOM paspsin). B o0beme KprcTaiioB nupuTta o0iee cojep:Kanue 30I0Ta Co-
CTaBIAeT OKOJIO 2 T/T, IIaThHBI U cepedpa — menee 0,02 r/T, Torga Kak HA MOBEPXHOCTH COJEP-
skanve Au, Ag, Pt — or 2 mo 5 r/r. Ilpenen obuapy:xeuus 3omora merogom CAIC cocrasiser
0,01 r/r.

KiroueBnlie c10Ba: aTOMHO-3MHCCHOHHAS CIIEKTPOMETPHA,; CIIMHTUVIAINH, IIpeaes 06Hapy>fce-
HHS; 30JI0TO; CIIEKTPBI BBITOPAaHUsA; CTaHAapPTHbIE 06paBIIbI; JlasepHas a6JIﬂI_II/IH.

GOLD IN PYRITES AND SULFIDES BY SCINTILLATION ANALYSIS
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The method of scintillation atomic emission spectrometry (SAES) allows determination of the form of the
element present in the sample and the size of inclusions in addition to the total content of the element in
the direct analysis of powder samples. The aim of the work is to verify the expedience of using the direct
method of analysis of individual gold particles in studying the possible forms of gold appearance in pyrites
and sulfides, including the so-called “invisible” finely divided gold. The measurements were carried out
both on individual pyrite single crystals, and on the samples of sulfide gold and brown coal deposits of
Kazakhstan. The studies were carried out on a Grand-Potok complex (VMK Optoelektronika, Ltd.)
equipped with a laser ablation system and a system for injection of aqueous solutions and aerosols sam-
ples. The samples of pyrite crystals of various sizes were analyzed to determine the content and speciation
of gold in the samples. No dependence of the gold content on the crystal size was noted for all the studied
pyrites. It is shown that gold and other precious metals are concentrated in the surface layers of pyrite
crystals and in crystal lattice defects in the bulk of the crystal (according to SAES data during laser abla-
tion of the sample in an arc discharge). The total content of gold in the bulk of pyrite crystals is about
2 g/ton, platinum and silver is less than 0.02 g/ton, while the content of Au, Ag, Pt on the surface ranges
from 2 to 5 g/ton. The detection limit of gold determination by the SAES method is 0.01 g/ton. The SAES
method can be used for determination of the gold speciation in pyrites and sulfides (finely dispersed, indi-
vidual particles up to 1 pm or even less).

Keywords: atomic emission spectrometry; scintillation; time resolution; detection limit; gold; nano-
particles; emission spectra; reference materials; laser ablation.
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BBenenune

HsBectHo, yTo mUpHUT sABAsSETC Hambojee pac-
MIPOCTPaHEHHBIM CYIb(UIHBIM MUHEPATIOM 30JI0TO-
PYAHBIX MECTOPOXKIAEHUU. XOTA NHUPUT IIPU3HAH
MPUPOJHBIM KOHIIEHTPATOPOM 30JI0Ta, (hopMa HAXO-
HAEHUdA 30JI0Ta B IIMPUTE (BI/I,Z[I/IMOQ U paccedaHHOe
WIN «HEBHUIMMOE»), & TaK:Ke MEeXaHH3M ero HaKOII-
JIEHUS 0 HACTOSIIET0 BPEMEHH SBIAIOTCH THUCKYC-
CHOHHBIMH. AHanudy popM HAXOMKAEHHUS 30J0Ta B
MUPUTAX TOCBAIMIEHO OOJBIIOE KOJIHIECTBO pPabor
[1-12], ocHOBHOe BHMMAaHHE B KOTOPBIX YIEJIEHO
OTIpEeJIeTIEHUI0 COIEPIKAHUI U (DOPM BXOKIEHUA CyO-
MUKPOCKOITHYECKOTO ¥ HAHOPA3MEPHOTO 30JI0Ta B
NUPUTAX U CyAbQUaax ¢ IPUMEHEHUEM Pa3IHIHBIX
MeromoB. eHTH(UKAINMIO U OTIpe/ieieHne 3070Ta
MPOBOIUIN METOJAMHU BJIEKTPOHHO-30HJOBOTO MUK-
poanamuza (PCMA), aTOMHO-9MHCCHOHHOM U Macc-
CIEKTPOMETPUH C WHAYKTUBHO-CBI3AHHOH IIJIa3MOMH
(UCII-ASC, HCII-MC), aToMHO-a6CcOpOIIHOHHOM
crrekrpomerpun (AAC) u np. B pabore [8] rocsen-
HBIM 00pa3oM HIeHTH(UIIIPOBATH TOBEPXHOCTHO-
CBA3aHHOE M CTPYKTYPHOE 30J0TO B MHPHUTAX IIO
VAENbHOU TOBEPXHOCTH KPHUCTAIIOB W WX Macce,
CYMTasg, YTO MajopasMepHble KPUCTAIIBI HWMEIOT
GOJIBIILYIO TTOBEPXHOCTb M COAEP:KAT IMOBEPXHOCTHO-
CBSI3aHHOE 30JI0TO, & KPYIIHbIE KPUCTAJLIBI COIEPIKAT
cTpyKTypHOEe (00BbeMHoe) 30710T0. KocBeHHBIM MeTo-
oM OBLIIO YCTAHOBJIEHO, YTO B WCC/IEJOBAHHBIX IIU-
puTax B OCHOBHOM IIPUCYTCTBYET IIOBEPXHOCTHO-
cBa3anHoe 3070T0. [Ipamoe ompenenenue gopm Ha-
XOKIEHHUS 30JI0Ta B IHPUTAX MIPOBOAAT METOAOM
PCMA c¢ ucnonb3oBaHueM 9JIEKTPOHHBIX MUKPOCKO-
II0B, OCHAIII€EHHBIX 9HEPIrOANCIIEPCHUOHHBLIMHU CIIEK-
TpOMEeTpaMHu, a TaK:kKe MeTOJaMH MAacc-CIIeKTPOMET-
pun Bropuunbix moHOB (BMMC) m macc-cmexTtpo-
Metpuu ¢ naszepuou abmamuei (JIA-MC). B ciayuae
PCMA u4yBCTBHTENBHOCTH OIpEAeNeHus 30J0Ta
orpaHWYeHa IPUMEHEHHEeM KPEeMHUEBOTO SHEpro-
IUCTIEPCUOHHOTO JIETEKTOPA 71 PETUCTPAITUH IMUC-
CHU XapaKTEePUCTHUYECKOTO U3JIYUYEHHS 30JI0Ta W

cocTaBiseT 00bIYHO OT JECATKOB I/T U BbIlle. B pa-
6oTe [6] mpuBeEeHBI APTYMEHTHI B TI0JIB3Y TOTO, UTO
30JI0TO HE MOKET BHEAPHUTHCA B PEIIETKY IHUPUTA
13-3a GOJIBIIIOTO MOHHOTO PAANyCca aTOMOB II0 OTHO-
[IEHUI0 K MEKILUIOCKOCTHOMY PACCTOSHHIO B KpPH-
crajutax nupuTa. Kpome TOro, B SKCIepUMEHTaX
IIOKAa3aHO0, YTO TPU KPUCTAIIU3AINN OOJIBIIHHCTBA
3epeH MUPUTOB PACTBOPEHHBIE IMPUMECH W 30JI0TO
BBIIaBIIMBAIOTCS Ha ITOBEPXHOCTD, B 00/1aCTH KABEPH
¥ IUCIOKAIMH B BUAE CYOMHKDOHHBIX W HAHOPA3-
MEpHBIX YaCTHII.

OmHako MeTO/bI, UCIIOIB30BAHHBIE /I UIEHTHU-
¢uranuu 3010Ta B yKa3aHHBIX paboTax, MO3BOIIIOT
OTIpefieNiaiTh TOABKO €r0 BaJIOBOE COAEPIKAHUE B ITH-
purax 6e3 yTOUYHEHUA HAXOMKIEHUI YACTUI] 30I0TA B
o0beMe WK HA TOBEPXHOCTH KpHCTALIOB. M3BecTHO
He0OJIbIIIOe KOJUIECTBO Pab0T, B KOTOPBIX OIHCAH
MPSAMOM JIOKAJIBHBIN aHAIN3 paclpeneieHus 300Ta
B IUPUTAX U CyIh(PUIAX 0 ITIyOHHE U TIOBEPXHOCTH
OTAENIbHBIX KpucTaLIoB [9 - 12] ¢ ucmonb3oBaHU-
em meromoe BUMC u JIA-MC. B mameir pabore
VI BTOH I[eNM MPEeJI0KEeHO HCII0Jh30BaTh METO[
CITUHTHUJIIATTNOHHON A9C, perucTpupymoIen
BCIIBIIIIKK OT/AENBHBIX YACTHI[ 30J0Ta B Mpobax u
MTO3BOJIAIONIEH OIpeNeNsiTh KOJUIECTBO YACTHIl, UX
KPYIIHOCTD, COJeP:KAaHNe U CBA3H 30JI0TA C APYTUMU
anemeHTamu. Mcmonbs3yemMblii HAMU aTOMHO-DMUCCH-
ounwrii kommwieke «I'pamg Ilorok» («BMK-Omnro-
9JIEKTPOHUKA») [13], MOImoSHEeHHBIH YCTAHOBKOH Ja-
3€pPHOro MmpPob00TOOPA, MO3BOJSIET OIPENeNIATh JIO-
KaJIbHOE pacIipefieieHue YacTHUIl 30JI0Ta KaK Ha II0-
BEPXHOCTH, TAK U B 00beéMe MOHOJIUTHBIX KPHUCTAT-
JIOB IIMPUTOB U CYIb(UIOB.

JKCIEepPUMEHTAIBHASA YaCTh

IIpo6sr kpucrannoB nmuputoB (puc. 1, 2), ucrep-
teie 70 200 mem (75 MKM), aHATH3UPOBAIU C HC-
monb3oBanrem kKomiutekca «I'pampg IloTok» myrem
IIPOCBINIKU WX C TPAHCIOPTEPHOM JIEHTHI B TYTOBOHU
paspsan. MHTeHCHBHOCTh CUTHANA 30J10TAa HA JJIHHE

Puc. 1. Pororpacduu 06pasijoB TupUTa ¢ PA3HBIMH pasMepaMu KpucTamaoB: @ — 10 X 15 X 12¢em;6 — ~1cem; 8 — 10 1 Mm u

MeHee (MUKpPOCYIbgmT)

Fig. 1. Pyrites samples (before grinding) with different crystal size: a — 10 X 15 X 12 cm; b — 1 cm; ¢ — up to 1 mm and less

(microsulfide)
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Puc. 2. Pororpadusi KpHCTAIIIOB NHPUTA C JPYy3bl Ha
puc. 1, 8, KOTOpBIE UCIIOJIBL30BAIN B JaHHOU pabore (pasmep
kpucranaoB nuputa — ot 40 go 470 mrm)

Fig. 2. Pyrite crystals (from 40 up to 470 pm) taken from
the noddle shown in Fig. 1c (before grinding)

BOJHBI 267,595 HM M3MepAau B TeUeHHe ITOCTYILIe-
HUS TPOoOBI B AyroBoii paspsax (13 — 15 ¢) ¢ guckper-
HocThIO OT 3 mo 10 mc. IIpu sTom perucrpupoBaIu
obIlee KOJMYECTBO YACTHUI], MHTEHCUBHOCTHU BCIIbI-
[IEK OTOEIbHBIX YACTHI[ U WX OOIIyI0 HWHTEHCHUB-
HOCTBb B oOpasiax muputoB. Comep:xanue Au B uc-
ciemyeMbIx 06pasiiax OMpeaesIsyii M0 TPaLyupPOBOY-
HOMY TpadHKy, ITOCTPOEHHOMY C WCIIOJIb30BAHUEM
CTAHJAPTHBIX 00pasmoB (3aBHCHMOCTH WHTEHCHUB-
HOCTH CUTHAJIa Ha AJINHE BOJHBI 267,595 HM OT KOH-
nenTpamuu Au). OmucaHHbIN BBIIIE METOT IT03BOJISA-
eT OIpenenaTh W APyrue MpUMecH B mpobax, mpu
9TOM IIpefesbl OOHAPY:KEHUs COCTABILIOT: I Au
mo — 0,01 r/t, g Ag — mo 0,05 r/r. IIpumenenue
merona CAIC miis onpenesieHus IpUMeCcei 3010Ta B
OyphIX yrisgx ommcaHo B paborax [14, 15]. Merox
CASC mo3BoJIsIEeT KAk CBOEro poja aTOMHO-IMHCCH-
OHHBINM MWW CHUHTWIAIIMOHHBIM MUKPOCKOII BU3ya-
JIU3UPOBAaTh HAIWYHE YACTHI[ 30JI0TA WA KaKO-
ro-ub0 APYroro jaeMeHTa B mpobe 1Mo WX CIIUHTHII-
JISAIUAM, T.€. OIPENeIATh «HeBUIUMOE» 30JI0TO B ITH-
purax, cyabdumax u apyrux oowexrax. IIpoBemen-
Hag B TOO «lenrp KoucanTuur» mMomepHU3AIIHS
npubopa «I'pamn IloTok» mO3BOIAET HMCIOIB30BATDH
€ro B peKuMe CIMHTHJIIAINN KaK MHKPOCKON IIPH
HCCIeIOBAaHUN PACTBOPOB, BOAHBIX a3pP030Jiel U as-
po30Jieli, TIOJYyYEeHHBIX IIPHU JIA3epHOW abisaruu
TBEPABIX MATEPHAIOB (BKIIOYAS KPHUCTAJLIHYECKHE
06pasIbl, MOHOMUHEPAJIBI, IIOPOIIKHA PYAHBIX IIPO0 €
JIOKAJIBHOCTHIO OT 1 MM u 6ostee).

s vecnemoBaHWi BHIOMPAIH MOHOKPHUCTALIBI
MUPUTOB Pa3HOTO IPOUCXOKIEHWS W PASHBIX Pas-
mepuocTei (or 10 cM 110 rpaHu [0 eIUHUI] MM U Me-
Hee) (cM. puc. 1, 2).

Kpome Toro, mceiemoBanyu HUPUTHI, BXOIAIINE
B cocraB yried. MOHOKPHUCTALIBI ITUPUTOB TOTO-

BUJIM K aHAIN3y COTJIACHO METOAHWKE, OMMCAHHOH
BbIlIe. M3Mepenus: MPOBOAUIN B PEIKUME CITMHTHII-
aauui. V3Mepsann WHTEHCHBHOCTH CHUTHAJIOB Au
Ha JJIMHEe BOJHBI 267,595 HM u mpumecert HaA IJIH-
HaxX BOJIH, OJM3KUX K JIMHHUH 30JI0Ta, JJII ydeTa uX
mernaroriero Biausausg: Cr 267,598 um, 267,568 wuwm;
Fe 267,607 um; Mn 267,585 um; Ti 267,594 uwm;
U 267,588 um; V 267,599 um; W 267,571 M,
267,586 am. O6mui coCTaB HCCIELyEMbIX THPUTOB
OTIPENIETIAIN C UCTIONH30BAHUEM PEHTTEHOBCKOTO DHEp-
rogucnepcuonHoro crexrpomerpa PJIII-21 (TOO
«Acman I'eo», Kasaxcran).

OO6cy:xneHue pes3yabTaTOB

Ha puc. 3 mpuBenmeHbl BpeMeHHBIE PETHCTPO-
rpaMMbl HMHTEHCHUBHOCTH juHMH Au 267,595 mm,
3apeTrUCTPUPOBAHHBIE TPU IIPOCHIIKE B AyrOBOU
paspsm mpob, 0ToOpaHHBIX U3 00beMa KPHUCTAJLIIOB
MUPUTA PasHOTo pasMepa. B TeueHue BpeMeHU BBI-
ropauwus npobsr (13 — 15 ¢) Ha perucrporpamme Ha-
OI0al0TCI KAK OTAeJIbHBbIE BCIBIIIKH WHTEHCHUB-
HoCTH (710 15 OTH.€[.), TaK ¥ TPYIIIbI CITAHTUJLIA A
MIPUMEPHO OJUHAKOBOM aMILIUTYABI B BU/E IIIyMOBO-
ro cmekrpa. Kcmum uactuist Au menkue (Memee
1 MKM), COOTBETCTBYIOIIIHE UM CIIUHTHJLIAIINN He 3a-
MeTHBI Ha ()OHe IIIyMOBOTro crekrpa. [l Kpucramia
nupura pasmepom 10 10 cm mo rpauu (cMm. puc. 1, a)
MUHUMAIbHBIA pasMep YaCTHI[ 30J0Ta COCTABIIAET
0,2 — 0,5 MKM, 4TO IOATBEP:KIAET KaJIuOpPOBKA dYac-
THIT ¢ TOMOIIbI0 MuKpockomna (0,2 — 0,4 MEM).

Pacnpenenenve WHTEHCHBHOCTH JIWHUM, gaje-
kux ot auunu 3oixora (Cr 267,568 um; Fe 267,607,
W 267,571 am; Mn 267,585 HM), HOCHUT CILIOITHOM
XapakTep g BCeX U3yIEHHBIX HAMU MOHOKPHUCTAI-
708 upuTta. CIMHTHAAAIUA AU CTAHOBATCI BUIHBI
rpu pasbasieHun Mpobel B 2 pasa 6ydepom (puc. 4).
B Tom ciyuae, Korja yacTuIlbI 30J10Ta KPyIIHBIE (Ie-
CATKA MKM ¥ 0oJjiee), OTeJbHbIE€ BCIIBIIIKA 30JI0Ta
CTAHOBATCA BUIHBI HA JAIEKUX OT JUHUU 30J10Ta
muauAx. Ilpu uccnenoBaHWU pacupeseneHus apar-
METaJJIOB B KPYIHBIX KpHUCTAIax moupura (cM.
puc. 1, @) 6bUI0 OTMEYEHO, UTO TIPU aHAIH3e Mare-
puanga, COCKOOJIEHHOTO C ITOBEPXHOCTH KPHUCTAILIA,
BUIHBI Bermbliiku Au, Ag, Pt (puc. 5).

B ciyuae paccmorpenus pacrpeeaeHus HHTEeH-
CUBHOCTH JIMHWU, Onus3kux K jauauu 3o0iota (Co
267,598 um; Cr 267,568 um; Ti 267,594 um; U
267,588 um; W267; 586 uM), Ha perucrporpaMmmax
MIPUCYTCTBYIOT BCIIBIIIKA WHTEHCUBHOCTH, COOTBET-
CTBYyIOII[ME 10 BPeMeHU HCIapeHuio dactuil Au, 3a
CUeT HAJIOKEHU JTUHUH 30JI0Ta HA 3TH JIUHUH.

IJKCIEePUMEHTBI TAKKe MOKA3AIH, YTO IJIS dac-
tui; 3o10ta MeHee 0,1 MKM, CHMHTHJIAIMN KOTO-
PBIX He BBIAEAAIOTCI Ha (POHE IIIyMOBOTO CIIEKTpA,
pasbasiienue mpoObI OydepoM, He comep:xammum Au,
B 2 — 10 pa3 (MHTEHCHBHOCTD IITyMOBOTO CIIEKTpPa He
mokua mpeswimark 0,1 — 0,5 orH.€m.) IM03BOIAET
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Puc. 3. Bpemennbie perucrporpaMMbl HHTEHCHBHOCTH JuHUU Au 267,595 HM 17151 11po6, 0TOOGPaHHBIX M3 060BeMa KPUCTAILIOB
MUPHUTA PA3HOTO pasMepa: @ — KpymnHoro kpucramia (puc. 1, a); 6 — Kpucramia Mainoi apyssl (puc. 1, 6)

Fig. 3. Scintillation spectra of the pyrite samples. Time dependence of the intensity of Au 267.595 nm line for the samples
taken from the bulk of pyrite crystals of different sizes: a — large crystal (Fig. 1la); b — crystal of a small noddle (Fig. 1)

3apEerTuCTPUpPOBaTh BCIBINIKH HWHTEHCUBHOCTH OT
orux vacruil. Ilpu ompepenenun 06IEro comep:xa-
HHS 30JI0TA B 9TOM CJIydae Heo0XOIMMO YIHUTHIBATH
daxTop pasbaBieHus, KOTOPBLIA BLIOMPAIOT JKCIIE-
PHUMEHTAIBHO.

Cireyer OTMETHTB, YTO XOTSI B MOHOKPHCTAILIAX
MMAPUTOB OCHOBHBIM DJIEMEHTOM SBJIAETCS JKEeJIe30,
MaTpulia He OKa3bIBaeT SHAYUTE/IIbHOTIO BJIUIHUA HA
CIMHTUIIAIAA 30JI0TA B OTJIHWYHME OT IIPUMECHBIX
anemenToB (W, Cr, Co, V). Haubonbliliee BausHue
okaseiBaeT W (ot 1 % u 6oiiee), OmHAKO OHO HHUBEJIH-
pyercs npu pasbasiaeHuu Oygepom.

B xoze skcrieprMeHTOB OBLIO YCTAHOBIIEHO, YTO
IJIST BCEX MCCAEI0BAHHBIX MOHOKPUCTAJIJIOB HE OTMe-
YEHO YBEIWYEeHUs COAep:KaHusd AU B MEIKUX KpPH-
crajuiaXx MHPHUTA, KAK 5TO OMHMCAHO B pabore [8],
€CJIH 3TO He KacaeTcs OJHOr0 MecTopo:xkaeHusd. B uc-
CIIEIOBAHHBIX CYJIb(UIAX, KOTOPbIE IO JTAHHBIM
P®A comep:xar ot 4 mo 10 % menu, iuHKA, Kere3a u
cephl, XapaKTep CIUHTUUIJIAIUNA TaKoU Ke, KaKk U B
cIyyae MHUKpOCHIb(pumaa mupuToB. He ormeueHo
Takke cBa3u 30s0Ta ¢ Cu u Zn mo gamuabim CAIC
(cMm. pumc. 1, 8). Beposaruee Bcero, 3010T0 B 3TOM 06-
pasiie CBA3aHO C TUPUTOM.

Ananus Mmarepuaja, COCKOOJEHHOTO ¢ ITIOBEPXHO-
CTH KPYIHBIX KpUCTAIIOB muputa, merogom CAIC
IOKa3aj o0 Xapakrep pacupenenenus Au, Ag, u
Pt B mupurax. Kpynubsie yactunp 3050Ta, 60sbIie
10 - 15 MM, otcyrcTByloT. B 0o6BeMe Kpucramia
nuputa (cM. puc. 1, a) oTaeabHbIX BCObImek Au, Ag,
Pt me nabmiomaerca. IllymoBOi CIEKTp CIIMHTHILISA-
nui 00yClIOB/IeH H3llydeHreM Fe Ha myivHe BOJIHBI
267,607 am. Ilpu pasbaBneHun maHHOM TPOOHI OY-

depom B 2 pasa HabmOmaeTcsa pPesKoe yMeHbIIIeHue
[yMa ¥ mosBjaeHue cruuuaTwanui Au, Ag, Pt (cm.
puc. 4). OnHO#M 13 MPUYUH 3TOTO ABJISIETCS ITOHUIKE-
HHe TeMIIepPaTyphl AYroBOro paspsna U IpeuMylile-
CTBEHHOE BBITOPaHKE 30JI0Ta C IOBEPXHOCTH YACTHUI]
nupuTa (caM MHPHUT BHITOpAeT Mpu 0ojiee BHICOKOMH
TeMIleparype), a TaKiKe BbITOpaHUE IIPHMeceid Xpo-
Ma, BoJabgpama, Kobasbra u T.7. Kpome Toro, mpu
amause 06pasIoB, COAEPIKAIIUX CaMOPOIHOe (KBap-
IIEBOKWIBLHOE) 305I0TO (MecToposkmeHue ['arapu-
CKOe), HAOIIoNaTCA CIUHTHJIISINNA, COOTBETCTBY-
IOIIIMe YacTulaM cBobonuoro 3010ta 1o 100 u 6osee
MEM (¢ mHTeHcuBHOCTHIO 10 100 m Gosee orH.ex.),
KAk W [OpU aHauwse IIpo0 YIVIT MeCTOPOMKISHUS
ITorrThIKO/IB, B KOTOPHIX 30JI0TO OBLIO CKOHI[EHTPH-
POBaHO MMyTeM MPOKAIHBAHUS. AHAJIOTUYHAS CUTYya-
IIUA UMEEeT MEeCTO [JII MECTOPOKIeHUs DaKbIpuuK,
r7ie 30JI0TO CBSI3aHO C ITHPHUTOM, a YaCTHUIILI 30JI0Ta
10 JAHHBIM CIMHTH/LIAIIMOHHOIO aHAIN3a MEIKHe,
no 10 MkM 1 MeHee.

IIpu amanuse marepuasa, COCKOGJIEHHOIO C II0-
BepXHOCTH Kpucrayuia (cM. puc. 1, a), Ha perucrpo-
rpaMme HaOJII0JAI0TCI BCIBIIIKA WHTEHCUBHOCTH OT
10 mo 30 oTH.ex., COOTBETCTBYIOIIME YacTuIam Au,
Pt u Ag (cm. puc. 5). 9Tot 3dppekT yBenudeHus co-
JePKaHUsA IPArOleHHBIX METAJIOB HA IIOBEPXHOCTH
KpHCTaJIIa IUPUTA IIOATBEP:KIaeT BbIBOALI, CleIaH-
HbIe B pabore [6] 0 ToM, YTO pacTBOpPEHHbIE IPHUMe-
CH TIPU €r0 KPUCTAJLIHU3AIUHN KOHIEHTPUPYIOTCI Ha
IOBEPXHOCTH, a TaK:Ke B 00JIACTAX IMOBPEKICHUN U
IUCIOKAINH BHYTPH Kpucrajia. Ha puc. 6 mokasa-
HbBI CKOILIEHHUA YacTuIl Au, oOHapy:KeHHbIe B 00beMe
kpucramna (cM. puc. 1,a) mpu JasepHON abaaIuu



38 «3aBoackad saboparopusa. [[marnocruka marepuaaos». 2022. Tom 88. Ne 1. U. 1T

« | Au267595 Au267,595 + o Fe 267,6078
T Ag338289 | | i RN
B 3 R L ieme n
NN 1 S IREEN HRRL R ; | |
5 | o | | IR BEIEEE 3 : i
Sl NN R
e WW“"HJ{L e A
M \w A HWLH ) N A

0JHn]lﬁ: I | ) [ 1 r“ 0
fredear o

Tl < ‘Jlﬂl 2 e L
Sl e aititi o i L s el P e o] apd
oy o b W ] Loy e ne et e s e s s Terwe e i e s R R N T T B W S T A T I
Bpewms, ¢

Puc. 4. 3aBucuMoCTh MHTEHCUBHOCTH JIMHHUHA 0T BpeMeHH pu aHanuse MeTonoM CAJC mpob uz o0beMa KpyIIHOTO KPHUCTAIA
mupwura (puc. 1, a), pasbasieHubix B 2 pasa 6ydepom: a — Au; 6 — Au u Ag, yacTuirsl 30;10Ta u cepedpa He cBA3aHbl, 8 — Fe

Fig. 4. Scintillation spectra of the pyrite samples from the crystal shown in Fig. 1la after 2 times dilution with buffer: a — Au;
b — Au and Ag (separated particles of Au and Ag); ¢ — continuous background of Fe scintillations
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Puc. 5. BpemeHnHble perucTporpaMMbl HHTEHCUBHOCTH JIMHUHM PSfia 9J€MEHTOB [IPH AHAJIHM3e P06 C MOBEPXHOCTH KPHCTAILIA
nupura (cM. puc. 1, @) merogom CAIC

Fig. 5. Time dependences of the line intensity for several elements obtained by SAES analysis of the samples from the surface
of the large pyrite crystal

MPOOBI ¥ TMPOCHITIKE TOJ[yIEHHOTO a3p030Jisi B Ayro- CKOILJIEHUS 30JI0TA I10 OI[EHKE COCTABIAET IIPUMEPHO
BoH paspsan xommiaekca «I'pamm Ilorok». J[uamerp 0,040 x 1,2 X 0,17 mm. ITo pesymbTatam CITHHTHJI-
CKaHMPOBAaHUI JIa3epHOTO Jyda — 2 MMm. Pasmep JIAIMOHHOTO aHa/Iw3a B 00beMe Kparepa MPHUCYTCT-
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Puc. 6. PparMeHTHI PErucTporpaMMbl HHTEHCHBHOCTH JHUHUHU 30JI0TA IPU JIA3EPHOM OOJIAIMH IPOOBI M3 00beMa KPHUCTAaILIA
NHUPUTA: @ — IPUCYTCTBYIOT KaK OTIEIbHbIE YACTHUIIBI 30JI0Ta, TAK U CKOINIEHUT YaCTHUIl; 6 — OOJIbIIINe CKOIIEHUA YaCTHUI] 30JI0-

Ta; 8 — (hparMeHT GONIBIIOr0 CKOILIEHHA JACTHUI] 30JI0Ta

Fig. 6. Scintillation spectrum of Au of the sample taken from the bulk of a pyrite crystal (Fig. 1) obtained by laser ablation:
a — both individual Au particles and clusters of Au particles are present; b — large clusters of Au particles; ¢c — a fragment of a

large cluster of Au particles

ByeT TonbKo Au (oxomno 2 r/T), a comep:xanue Pt u
Ag menbire 0,02 r/t, B TO BpeMs Kak Ha IIOBEPXHO-
cTH Kpucramia copepskanue Au, Ag, Pt cocrasuser
ot 2 10 5 r/r. B o6beMe kpucraiia nupura o0Hapy-
skero Au u Ag >1 r/t (cMm. puc. 4, 6). ITO TaKkKe CBU-
NIETEIBCTBYET 0 TOM, uTo Au U Ag MUTPHUPYIOT K TI0-
BEPXHOCTH ¥ [UCIOKAIUAM B KPUCTAIIAX THPUTA
npu ux Kpucraumsanuu. [[ocKonbKy B KpucTaiax
MUPUTA PACCTOSHUE MEKIY ATOMaMH Cephl PABHO
2,054, a pasmepsr aromoB Au, Pt u Ag 1,37, 1,38 u
1,17 A COOTBETCTBEHHO, 9TH aTOMBI MOTYT MUTPHUPO-
BaTh B 00beMe MUPUTA K TTOBEPXHOCTH U K HapyIIe-
HUSIM KPHUCTATHYECKOH CTPyKTyphl. Kpome Toro, mo
pesynbraram aHamusa (CM. puc. 6) BUIHO, YTO HH-
TEHCUBHOCTHY BCIIBIIIEK 30JI0Ta B CKOIIEHUM MEHb-
ure 10 oru.en. Kpynubix gactuil (BCOBIIIEK) 3010Ta
He Habmomaercsi. MuHMUMAaNBHBIA pasMep YaCTHUII
3os0Ta B nupurax mo pesynabraram CAIC mpu pas-
OaBieHun mpob OydrepoM mau HpHU Ja3epHOU abid-
nuu cocrasiser npumepHo 0,2 — 0,3 MEM. JTO Tak-
JK€ CBHUJIETEILCTBYET O TOM, YTO B 06beMe KpPUCTAII-
JIOB ITUPUTA MIPUCYTCTBYET TOIHKO MEJIKOe, HaHOpas-
MepHOe «HeBHIuMOoe» 30j10T70. Hamuume B Kpucras-
max mupura Au u Ag moareep:xaaTr qanuabie CA9C
0CAJIKOB C PaspAIHON KaMepbl: BUAHBI TOJIHKO CIWH-
Tunnanuu Au u Ag, ciimatwuisanui Pt me mabmrona-
ercs, TaK KAk [aBjJeHNe ee HACBHIIEHHbIX [TapoB Ha
IlBa TIOPSIKa BeIMUMHbBI MEHbIIE, ueM Au u Ag.

3axJaroueHue

Takum 06pasoM, HPOBeJEHHbIE HCCIETOBAHUA
IOKA3aJI1 BO3MOIKHOCTh IpuMeHenus meroma CAIC
IUIS OTIpefiesieHus (pOPMbI HAXOKIEHUA 30JI0TA B IIH-
puTax U cynb(uaax, a TAKKe I PEerucTPanvu |
WCCIEIOBAHUA OTAENBHBIX YACTHUI] 30JI0Ta U APYTHUX
IPATOIIEHHBIX METAJJIOB M UX CBA3H JAPYT C APYTOM.

s Bcex wmccaeqOBaHHBIX ITUPUTOB HE OTMEUe-
HO 3aBHUCHUMOCTH COMEP:KAHUA 30JI0Ta OT PasMepoB
kpucraiia. [lokazaHo, 4TO KpyITHBIX YACTHUI] 30J10TA
B 00beMe KPHCTAIIOB IIUPUTA HET: B OCHOBHOM 3TO
YACTHUITHI PA3MEPOM OT eIWHHUI] MKM U MeHee. MuHu-
MaJIbHBIN pasMep YacTHI] 30JI0Ta B UCCIEI0BAHHBIX
nupuTax cocrasiser He 6osbire 0,1 — 0,5 MEM.

YcraHOBIEHO, YTO B30J0TO W IPyrHUe Aparo-
[IEHHbIE METAJUIBI COCPEIOTOYEHBI B IIOBEPXHOCT-
HBIX CJIOAX KPUCTAJLIOB MHPUTA U B gedeKrrax
KpUCTA/LTUIecKoi pernetku. [lpu sTom mHTEHCHB-
HOCTH BCITBIIIIEK YACTHUI] MOTYT mocturarb 30 OTH.e].
B o6bemMe HEKOTOPHIX KPHUCTAIJIOB IHPUTOB IIPH
JIa3epHOH abIAIuy IPoObI 00HAPYIKEHBI CKOILICHUS
YaCTHUI[ 30JI0TA B TPEIMHAX WU TOJOCTAX C Xa-
pakTepHbIMU pasmepaMu B moau mm. [Ipu mcrupa-
HUYM KPUCTAJLUIOB THPHUTA [0 Pa3MEpOB IOPSAKA
75 - 100 mm u anamuse mopornka merogom CAIC
npenen obHapy:xeuus 3050ta cocrasisger 0,01 r/t.
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NUTOI' YCOBEPHIEHCTBOBAHMUA ITPUB/JINKEHHO-
KROJIMYECTBEHHOI'O CIIERTPAJIBHOI'O AHAJIN3A T'OPHBIX IIOPO/],
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B Lenrpansroi madoparopuu BCEI'EX TpaguiinoHHO UCIIONb30BATIN B OCHOBHBIX BAPHAH-
Ta MeTofa IIPUOIMKEHHO-KOIHIECTBEHHOTO aTOMHO-3MUCCHOHHOIO CIIEKTPAIBHOIO AHAIN3A
(ITK3CA): ncnapenue mmpob u3 KaHaa yroJIbHbIX JIEKTPOIOB U 60Jiee IIPON3BOIUTENBHBIHA CIIO-
cob6 «rpockikn». CpaBHKBas 06a crrocoba BBeIeHud Ipob B AYyTroBOM pasps, HYKHO YIUTHIBATH
JIBA OCHOBHBIX (paKTOpa: KOIMIECTBO MATEPUAa, IIOCTYIIAOIIEro B Pas3ps/l, U MOJHOTY UcIape-
HUSL XUMUYECKUX DJIeMEHTOB. M3 KaHaia yroibHOTO 9JIeKTPOoja MPAKTUIECKH OJHOCTHIO HCIIa-
psieTcs Bes HaBecka maccoit 0koso 40 mr. ITyrem npochImkn-ByBaHusa JOCTATOIHO GOIBINAL T10-
prua moporrkoBoi mpobsr (400 — 500 Mr) paBHOMEPHO MOCTYIIAET B AYyroBO# paspan. Ilepswrit
crioco6 aHamu3a MOIXOAUT I OIPENeIeHNs KaK JIETKO-, TAK U TPYJHOIETYINX HIEMEHTOB, a
BTOPO# CI10c06 co3aer cTabiIbHbIe YCIOBHS UCIIAPEHUs U BO30YIK/IEHN B TEUEHHE TIOCTYILIe-
Hua 1pobbl B paspan. [lo cpaBHeHMIo ¢ ncmapeHHeM W3 KaHaua 3JIEKTPOAa Criocod IIpOCHII-
KU-BAyBaHUA GOjiee UyBCTBUTENEH K M3MEHEHUIO BAJIOBOTO COCTaBa P00 U CTEIEHW AUCIIEPC-
HOCTH Marepuasa. JT0 — OCHOBHbBIE (paKTOPbI, BIUSAIOIINE Ha BEIUYNHY CHCTEMATHIECKOH T10-
IPEIIHOCTH TIPH OIIPEIeTIEHUHN TPYHOIETYUNX SIIEMEHTOB. B criekTpaibHoii 1a60paTopuu cucre-
MAaTHYECKH IIPOBOIAT aHAIM3 OIIUOOK, COCTABIAIONMX CyMMapHyro morpemsocTs ITKOCA.
CpaBHeHUEe pe3yIbTaTOB aHaIn3a OgHUX U Tex ke 00pasuos (I'CO u npob) ¢ pesyapratamu xu-
MHYECKHMX METOJ[0B B T€UEHHE HECKOJIbKUX JIeT ITOKA3aJI0, YTO MAaKCUMAIbHBIN BKIAL B CyMMap-
HYIO TIOTPEIIHOCTh BHOCHJIM BU3yaJIbHAS OIEHKA COIEP:KAHWU W BU3YAJIbHAS WHTEPIIOJSAIHS,
a TaxKe PacXoKIeHne Pe3yJIbTaTOB HHTEPIPETAIHH Yepes IIuTeabHoe BpeMs u ap. [Ipuvmene-
aue ananuzaropa MASC u mmuporue BO3MOKHOCTH IIPOrPAMMHOTO IMakKeTa «ATOM» II03BOJIMIH
CHH3UTH IIOTPEIHOCTH Pe3yIbTaTOB aHAIN3a 61arofapsa KOPPeKTHOMY yueTy (hoHa ¢ BO3ZMOKHO-
CTHI0 MHIWBUAYAIBHBIX HACTPOEK, IIPUMEHEHHI0 K03(D(PUIIMEHTOB, YIUTHIBAIOIIUX CIEKTPAIIb-
HbIE HAJIOJKEH, a TAKIKe BO3MOKHOCTH IPOBOJIUTH AHAIN3 110 HECKOIBKAM AHATUTHIECKUM JIH-
HHUAM. STO IIO3BOJIMJIO IIPUMEHATH «IIOCTOSHHBIE» IpaAyHPOBOYHBIEC XapaKTE€PUCTUKHU [JId aHa-
JIM3a TI0Po]; pasHOo00PA3HOTo COCTAaBA.

KiroueBnblIe cIoBa: aTOMHO-3MUCCHOHHBIH CIIEKTPATILHBIA AHAINS; T€OXVMUST; aHAJIN3 IPUPO]I-
HBIX 00BEKTOB; MHOTOKAHAJIBHBIN aHAIM3ATOP SMUCCHOHHBIX criekTpoB MASDC; morpemHocTh
aHam3a.

MODIFIED APPROXIMATE QUANTITATIVE SPECTRAL ANALYSIS OF ROCKS
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Two main methods of approximate quantitative atomic emission spectral analysis have traditionally been
developed in the Central Laboratory of the Karpinsky All-Russian Research Geological Institute
(VSEGEI): evaporation from the channel of carbon electrodes and a more efficient spill method. When
comparing these two methods for introducing a sample into the arc discharge, two factors should be taken
into account: the amount of material entering the discharge and the completeness of evaporation of chem-
ical elements. A sample weighing about 40 mg is almost completely evaporated from the channel of a car-
bon electrode. The spill-injection method provides a uniform supply of a large powder sample (400 —
500 mg) into the arc discharge. The first method of analysis is well suited for determination of volatile and
nonvolatile elements, whereas the second method provides stable conditions for evaporation and excita-
tion during all the time when the sample is supplied into the discharge. The spill-injection method is more
sensitive to changes in the bulk composition of the sample and the particle size of the sample material
compared to evaporation from the electrode channel. These are the main factors affecting the magnitude
of the systematic error in determining the concentrations of semi-volatile elements. The errors that make
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up the total error of approximate quantitative atomic emission spectral analysis are systematically ana-
lyzed in spectral laboratories. Comparison of the results of analysis of the same samples (state standard
samples) with the results of chemical methods over a period of several years revealed that the maximum
contribution to the total error is attributed to the visual assessment of the content and visual interpola-
tion, as well as to a discrepancy in interpretation of results after a long time, etc. The impact of various er-
rors has been reduced through the use of the MAES analyzer and the wide capabilities of the Atom soft-
ware, which offer a correct consideration of the background with the option of individual settings, the use
of coefficients accounting for the interference effect, and the possibility of analysis by several analytical
lines of each chemical element thus allowing the use of constant calibration curves for a wide range of rock

compositions.

Keywords: atomic emission spectral analysis; geochemistry; analysis of natural objects; multichannel an-
alyzer of emission spectra MAES; error of analysis.

Beenenue

ITpuban:xeHHO-KOTMIECTBEHHBIH ATOMHO-DMUC-
cuoHHBbIM cuekTpanbHbii ananmus (IIKOCA) [1] mo
CHUX TIOp SBJIIeTCA ONHUM U3 Hanbojee pacipocTpa-
HEHHBIX DKCIIPECCHBIX METOMOB MHOI03JIEMEHTHOTO
aHaIM3a MPUPOMHBIX 00BEKTOB PA3IMYHOIO IIPOKC-
XOKIEHUsI: TOPHBIX IIOPOJ, PV, IIOYB, 30JIbI yIJIEH,
pacrenuii u np. BocTpeb0BaHHOCTH 3TOT0 MeTOoIA
JUIS PEIleHus MHOTHX IPAKTHYECKHUX M KCCIIeI0Ba-
TEJIbCKUX Te0JIOr0-TeOXUMHUYECKUX 3a1a4 O0bICHI-
eTcs coueTaHWeM ITPOU3BOIUTEIBHOCTH, SKCIIPECC-
HOCTH U dKoHOMM4YHOCTH [1 — 3]. Meron mosBosiser
BBIIIOJIHATH KOMILICKCHOE OIpPeeleHHe B TOPHBIX
IOpPOIax BJIEMEHTOB-IIPUMECceH, IIPeaCTaABIAIONINX
pasHbIE TEOXMMHUYECKHE TPYIIIbL: JUTOQHIbI — Li,
Be, P, Sc, Rb, Sr, Y, Zr, Nb, Mo, Ba, La, W, cuznepo-
duner — Ti, V, Cr, Mn, Co, Ni, xanprodmisr — Cu,
Zn, Ga, Ge, As, Ag, Sn, Sb, T1, Pb, Bi u ap. Ilpu or-
HocuTenbHOM sKoHoMuYHOCTH MeTon IIKOCA mos-
BOJISIET OJHOBPEMEHHO OmIpenessaTh 6oiee 40 xuMu-
YECKHX DJIEMEHTOB B IIIMPOKOM JUAalla30He COepsKa-
HHUHA — OT KJIAPKOB 0 IECATKOB IIPOIEHTOB, obec-
neyuBasg IOJIydeHHe TOCTOBEPHOM aHaAIUTHUYEeCKOU
nHpopMaruu. IIpuMeHrMOCTh CIIeKTPATBHOTO aHa-
W34 PEerJIaMeHTHPYETCS HOPMATHBHO-TEXHWYECKH-
MH JOKyMEHTAMH Ha OIpefelleHHbIe BHUIbI I'€0JI0ro-
pasBemounbix pa6or [1, 3], T.e. MeTpoOrHYeCcKue
XapPaKTEePUCTUKH PEe3yJbTATOB aHAIN3a IOJKHBI
OBITH MOCTATOYHBLIMH [JI BBIABICHHUSA INIABHEHIIINX
reOXUMHUYECKUX 0COOEHHOCTEH HCCIeIyeMOT0 Peruo-
Ha, a TAKKe JJIS [OJIy4YeHHUs CTATUCTUYECKH 3HAUH-
MO KOJHMYECTBEHHOHN OIEHKH Ba:KHEHIINX TeOXH-
MHYECKHX XAPAKTEPUCTHUK Te0JIOTUIECKUX 00BHEKTOB
[4].

Bimaromapsi TexHUYECKOMYy HpPOPBIBY B 00JacTh
MOJIEPHU3AINN [IPUOOPOB I KJIACCHUYECKOTO CITEeK-
TPaJIbHOTO AHAJK3A CTAJIO0 BO3MOKHBIM 3HAYUTE]H-
HO IIOBBICHUTH HAIEKHOCTH PEe3yJbTATOB IIPUOIH-
JKEHHO-KOJIMYECTBEHHBIX ompeneneHuii. Ilpumene-
HHE BBICOKOCTAOM/IBHBIX CHCTEM — MHOTOKAHAIb-
HBIX aHAIN3aTOPOB SMHUCCUOHHBIX criekTpoB MASC
[5] Hapsgy ¢ IIUPOKUMH BO3MOMKHOCTAMHK IIPO-
rpammuoro obecrevenus (I10) «Arom» [6] mo obpa-
00TKe CIIEKTPOB IIOJHSJIO TPATUIIHOHHBIA CIIEK-
TPaJIbHBIN aHAIN3 Ha COBEPIIIEHHO UHOU YPOBEHb.

B Lenrpanbuoii naboparopuun BCEI'EX tpanu-
[IMOHHO WCILUIB30BAJI JBa OCHOBHBLIX BapHaAHTAa
IIKOCA: ucnapenve us KaHajia yroJbHBIX 9JIEKTPO-
OB ¥ 0oJjiee IPOU3BOIUTEIbLHBIA METOJ, «IIPOCHIII-
Ku». CpaBHHUBAsA 3TH CIOCOOBI BBEIEHUA BEIIECTBA B
JIyTOBOM pPaspsj, HY:KHO OTMETUTH JBa OCHOBHBIX
dakxTopa: KoruuecTBo MaTepuasia, MoCTyIanIero B
pasps, U MOJTHOTY UCIIAPEHUI XUMUIECKUX DIIeMeH-
ToB. 3 KaHama yroJabpHOrO 3JI€KTPOoIa MPaKTHIECKH
ITOJTHOCTBIO HCIIapseTcs BCA HABeCKa, HO Macca ee
OTHOCHUTENIbHO HeBenuka — okojo 40 mr [7, 8]. On-
HaKO PerucTpanus (ppakimoOHHOro ucrnapenus (muc-
THJUIAIUA) 00ecreInBaeT OIMHAKOBO OJIATOIIPUSIT-
HbIe YCIIOBHS [JIS ONPENeIeHUs KAK JIETKOJETYUnX
(cBHHeLI, 0JIOBO, LIUHK M Ip.), TAK U TPYIHOIETYIUX
9JIeMEHTOB (IUPKOHUHN, HHOOUM, TUTaH, OEPUILIHE U
np.). Crrocob MpPOCHIMKH-BAYBAHUSI 00ECIIeYNBAET
paBHOMEPHOE IIOCTYILIEHHE IOCTATOYHO OOJIBIIOH
nopuuu mopornka mpod (400 — 500 mr) B myrosoit
paspsan. B Teuenme Bceil SKCIO3UIIMU COXPAHSETCS
crabuiabHasg TeMIleparypa #, Kak pesyJbTar, Cra-
OWIIbHAS MJIOTHOCTD ILIA3MbI. OTO IIPUBOAUT K XOPO-
el BOCIIPOM3BOAMMOCTYA 3HAYEHUH WHTEHCHBHO-
CTH aHAINTUYECKUX JUHUH, a 3HAYUT, U BOCIIPOU3-
BOIUMOCTH Pe3yJIbTATOB aHaAu3a. XapaKTepHOH
0COOEHHOCTBIO TOTO CIT0CO0a ABJISETCA 3HAUNUTEh-
Hasd 3aBUCHUMOCTD OT JIETYYECTH DJIEMEHTOB B ILIa3Me
IyTOBOTO paspsAza: YeM BBIIIE JeTYy4eCTh JJIEMEHTa,
TeMm moJaHee oH ucnapsaerca. [loaromy MHOTHE J1ETKO-
JIeTy4YHne DJIeMEeHThI Jallle BCero MMeroT 0ojiee HU3-
KU [Ipe/es OnpeeeHus, YeM IIPH Criocode ucmape-
HHS W3 KAHAJIA YrOJIbHOTO 3JIeKTPOa, KOTOPBIH 00-
jlee GJIATOTPHUATEH IS OIpPENeeHUs TPYIHOJETY-
yux 3jaeMeHTOB. Ilo cpaBHEHHIO ¢ HCIIapeHueM u3
KaHaja 3JIeKTpoja Crocod IIPOCHIMKHU-BIyBaHus 00-
jlee YyBCTBUTENEH K U3MEHEHHUI0 BAIIOBOTO COCTABA
mpob ¥ CTEIeHU IUCIIEPCHOCTH MaTepuaja. OTO —
OCHOBHBIE (PAKTOPBI, BIHAIOIINE HA BEJIUYUHY CHUC-
TEeMATUYECKON TIOTPEIIHOCTH IIPH OIpeaeIeHun
TPYAHOJIETYYHX SJI€MEHTOB.

B cnexTpanbsHOI mabopaTopuu CHCTEMATHUYECKH
MIPOBOMAAT aHAIU3 OIIHUOOK, COCTABIAIOIINX CyMMap-
uyo mnorperrHoctb [THKACA. Tpamuruonno cuwmra-
JIOCh, YTO OCHOBHOH BEJIAJ B CyMMAapHYIO IIOTPEIIl-
HOCTBH BHOCHT 3KCIIOHHPOBAHUE CIIEKTPOB, 0COOEHHO
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Ta6mauma 1. OmnpenensgeMble KOMIIOHEHTHI W JUAMA30HBI
OTIpeIeIAEeMbIX COIEP/KAHNI (MCIIapeHNe U3 KAHAIA YTOAbHO-
TO BJIEKTPO/a, HHTETPAIbHBIN AHAIU3 WK JUCTUJLIALNA, T.€.
perucTpanus GPaKIHOHHOTO UCIIAPEHMA)

Table 1. Chemical elements and their determinable con-
centration ranges (evaporation from the channel of the
graphite electrode, integral analysis or distillation, i.e., re-
gistration of fractional evaporation)

SI);IBPI\EEI?/I: OH’}Z)[(::[aeI;IilE;(l)VII{bIX OHpelIeHHEMBIﬁ OH']ZZ)[(:Iael;IE;IBeoNII{bIX
KOMIIOHEHT COfIepPIKaHUM, I/T HOMIOHEHT COofiep:KaHui, /T
Si0, 0,01 - 50* Yt 0,5-100
Al,O4 0,001 - 30* Be 0,5-300
MgO 0,001 — 40* Li 10 - 3000

Qucrunnanusa 10 - 100
CaO 0,01 - 20* w 5-1000
Fe,O4 0,001 — 40* Mo 0,5 -10000
K,0 0,08 - 10* Sn 2 -3000
Qucrunnanusa 2-80
Na,O 0,01 - 10* Cu 0,5-80000
HNuctunnamusa 0,5-40
P,O4 0,05 - 20* Pb 2 -99000
Qucrunnanua 2-90
Sr 0,01 - 10* Zn 10 - 80000
Huctunnamus 10 - 500
Ba 0,001 - 10* Cd 3 -1000
JQucrunnanusa 3-50
TiO, 0,001 - 20* Bi 2-300
HNuctunnamus 2-30
MnO 0,001 - 10* Ag 0,03 — 1000
JNucrunnanusa 0,03 -10
\Y 2 -10000 Ge 2-100
HNuctunnsamus 2-30
Cr 0,5 -30000 Ga 2-300
JMucrtunnanus 2-40
Co 1-1000 As 30 — 80000
Hucrunnanus 30 - 500
Ni 1-30000 Sh 20 - 80000
Jucrtunnanus 20 -100
Zr 10 - 3000 B 5-10000
Nb 8 -300 U 300 - 10000
Sc 1-100 Th 100 - 3000
Ce 10 - 1000 Ta 100 - 1000
La 10 - 1000 Te 30 - 3000
Y 1-1000

* lnanasoH OIpesiesieMbIX COIepKaHui npuBeneH B %.

IIPH WCIIAPEHUN BeIeCTBa M3 KaHajla 3JIeKTPOoJa.
OpHako cpaBHEHHE B Te€UE€HHE HECKOJIBKUX JIET pe-
3yJbTATOB aHAIN3a ONHUX U Tex ke ob6pasios (I'CO
¥ Tpob) ¢ pes3ynbTaTaMu XHMHUYECKHX METOMOB II0-
Ka3aylo, 4T0 MAKCHMAJIbHBIH BKJIAJ B CyMMapHYIO

Ta6mauua 2. OmnpepenseMble KOMIIOHEHTHI W JUAA30HBI
OIIpesieIieMbIX cofiepkanuil (TpexdasHas IPOChIIKA, HHTET-
paIbHBIN aHAIU3)

Table 2. Chemical elements and the ranges of determin-
able concentrations (three-phase spill, integral analysis)

Ompene- Juamason Ompene- Juamason
JIEeMBIH OIIpesieNnAeMbIX JIEeMBIi OIIpesieNnAeMbIX
KOMIIOHEHT  COZEPKaHuUM, I/T KOMIIOHEHT  COZEPKaHuUM, I/T
P,O4 0,02 - 20* Li 10 - 3000
MnO 0,0001 - 10* Mo 0,5 -10000

TiO, 0,0001 - 10* Nb 5-1000
As 2 -380000 Ni 0,5 -30000
Ag 0,01 -100 Pb 1-80000
Bi 1-300 Sr 50 - 10000
Ba 5-10000 Sn 0,5 -3000
Be 1-300 Sc 2-100
Co 0,5 -20000 Sb 10 - 80000
Cr 1-30000 B 5-10000
Cu 0,5 -80000 \Y 1-10000
Cd 0,5-1000 w 0,5-1000
Ce 30 -1000 Zr 20 - 3000
Ga 1-300 Zn 10 - 80000
Ge 0,5-100 Y 1-1000
La 10 - 1000 Yb 1-100

* JlnarasoH oIpeneaseMbIX COMEPKAHUN IpuBeaeH B %.

IIOTPELTHOCTh BHOCHUIIA OIIePAIlis BU3YAIbHOH OIleH-
Ku comepskanunii. [Ipu ycimoBuu kKavecTBeHHOM 00pa-
00TKM (POTOIIACTHHOK OBLINM BBIABJIEHBI MMEHHO
omMOKY BU3YaATbHON MHTEPIOJAINH, JOIyCKAeMbIe
AHAIUTUKOM, PACXOKICHUA MEKIY PasHbIMH aHa-
JUTUKAMHU, PACXOKIEHNE Pe3yTbTaTOB NHTEePIpeTa-
WU Yepe3 JIUTeNnbHOe BpeMd u ap. Ilpu stom mmis
o6oux BapuantoB Metona [IOKCA stu omubru nume-
JI MECTO TIOCTOSTHHO, HE3aBHCHMO OT KBaIu(puKa-
WU aHAJUTUKA, 0COOEHHO IIPH UCIIAPEHUH 13 KaHa-
Jia 3JIEKTPO/Ia C IPUMEHEHHUEM CII0Co0a MOABIEHUA U
yCUIeHHs aHanuTHIecKux auHui. WHorma morperi-
HOCTb BH3YAJBbHOM WHTEPIIOJIAINY IIpeBhIIIaNa
100 % HeszaBHUCHMO OT WHTEpBaja OIPEIEIAEMbBIX
coZlep:KaHUU DJIIEMEHTOB.

Tonpko paguKaIbHOE YCOBEPIIIEHCTBOBAHUE Me-
TOJ]a MOIJIO CBECTH K MUHUMYMY HOTPENIHOCTD OIpe-
JeJIeHUs JIEMEHTOB IIPU YCIOBUU COXPAHEHUS KC-
IIPECCHOCTH ¥ 3KOHOMHWYECKHX IIOKasaTeeil, Ipe-
BpPaTuUTh TPAAUIMOHHBIN CIEKTPAIbHBIN aHAINU3
B HUCTOYHWK TOJYyYEHHUA JOCTOBEPHOU MH(POPMAIUH
0 COCTaBe TOPHBIX TOPOJ] HE3ABUCHUMO OT KBAaTHU(H-
Kalluy aHAJIUTHKA.

JKCIIEPHMEHTAIBLHAA 9aCTh

B LeuTpanbHoii naboparopuu BCET'EU ananu-
saropsl MAOC ObLIHM yCTAHOBIIEHBI HA CIIEKTPOIpa-
b1 co crpemennoit gucnepcuei CTI-1 ¢ nudpak-
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OWOHHOM pemreTkoir 600 mTp/MM ¥ KBapIeBOM
npusMoi (pabouymil CHEKTPANbHBIA IUANA30H —
220 — 450 um). MopepHH3auy IOAJIEKAIN METOIH-
KU HcIapeHud H3 KaHaja yroJIbHOTO dJIeKTpoAa U
MIPOCHITIKY — BayBaHud [9, 10].

Meronuka ¢ ncnapenveMm m3 KaHama yrojbHOTO
9JIEKTpoia IIpefHa3Ha4deHa [JII OJHOBPEMEHHOTO
SKCIIPECCHOTO ompeneneHud 45 XWMHYECKUX BHile-

fomeit cpensl [11]. MunuManbHas aHaTUTHIECKAs
HaBecka mpobbl — 40 mr. JIaa Bo30y:KIEeHUS CIIEK-
TpoB caysxuT reneparop MBC-28. xcionuposanme
CIIEKTPOB IIPOBOAAT B PEKKUME IIOJHOIO HMCIIAPEHUS
MpOoOBI U3 KaHaia 3iIekTpona. Ilepeuens aHanuTos u
IUAaIa30Hbl UX OIPeNeseMbIX COIEP:KaHUI IIpUBe-
nIeHsl B Ta0I. 1.

B Tabn. 2 npuBeeHbI CIIUCOK AHAIUTOB U IUA-

IIa30HBI OIIpeaeaaeMbIX CO].Iep?KaHI/Iﬁ MEeTOoaoM IIpO-
CBIIIKH — BAyBaHHU. dra MeTOoouKa pealrn3OBaHa Ha

MEHTOB B TOPHBIX MOPO/iaX, IIOYBAX, 30J1aX TOP(GOB,
MOHHBIX OTJIOKEHUAX U JAPYTHX OOBEKTaX OKpy:Ka-

Ta6auma 3. Pesynbrars! CTATHCTHYECKOH OIIEHKH aHAIM3a CKBO3HBIX P00 (McIapeHue U3 KaHaia SJIeKTpoIa)
Table 3. Statistical estimates of the results of analysis of through samples (evaporation from the electrode channel)

Tox
2015 2016 2017 2018 2019 2020
CkBosHasa npo6a B-18 (rpaauT)
N 176 128 176 136 188 110
Onpedensiemvrii snemenm Ti
Cep 0,45 + 0,03 0,44 = 0,03 0,35 = 0,02 0,43 = 0,02 0,37 = 0,03 0,37 = 0,03
Me 0,44 (0,41-0,49) 0,45(0,41-0,48) 0,35 (0,33-0,38) 0,43 (0,39 -0,46) 0,37 (0,34 -0,39) 0,36 (0,33 - 0,39)
OCEKO, % 14 13 15 14 15 19
Onpedensiemuiil snemenm Ni
Cep 10,2 + 1,4 10 = 0,9 13,0+ 1,4 12,0 £ 1,3 12,4 + 1,3 114 +1,4
Me 9,5(8,8-11) 9,8 (8,9-11) 12 (11-13) 12 (11-13) 12 (11-13) 11 (10-12)
OCKO, % 29 20 22 23 19 27
Onpedensemurii anemenm Cu
Ce, 20,6 = 1,8 20,2 = 2,0 17,7+ 28 20,0 = 1,8 20,5 = 2,7 20,6 + 1,3
Me 20 (19 -22) 20 (18 - 22) 16 (14 -18) 18 (18 - 22) 19 (16 - 25) 20 (19 -22)
OCKO, % 18 19 22 21 26 16
Onpedensiemvtii snemenm Pb (Qucmuansyus)
Ce 21,7+ 1,8 19,3+ 1,4 13,8 £ 1,8 21,6 = 1,9 13,9 £ 1,3 16,2 + 1,2
Me 21 (19-23) 19 (17 - 22) 14 (12 - 15) 22 (20 - 23) 14 (13 -15) 16 (16 - 17)
OCKO, % 17 20 25 23 19 16
CxBosHas nmpo6a B-16 (moTHMHKTOBBIH TECYAHHUK)
Onpedensiemvrii snemenm Ti
Ce, 0,62 = 0,03 0,50 = 0,06 0,54 = 0,06 0,63 = 0,05 0,54 = 0,06 0,58 = 0,06
Me 0,63 (0,60 - 0,65) 0,49 (0,46 -0,63) 0,54 (0,48 -0,58) 0,62 (0,55-0,68) 0,55 (0,52-0,60) 0,61 (0,56 —0,66)
OCKO, % 18 23 25 18 21 22
Onpedensiemuiil sanemenm Ni
Ce 30,7 = 1,7 352 *15 28,7 = 3,0 34,6 = 2,5 38,0 = 4,9 29,9 = 3,3
Me 31 (28 -33) 34 (31-38) 29,5 (26 - 32) 35 (30 - 38) 37 (32 - 40) 31,5 (28 - 34)
OCKO, % 22 25 23 18 27 24
Onpedensiemurii snemenm Cu
Cop 104,3 + 4,3 103,3 + 12,4 100,1 + 9,1 127,6 + 10,2 108,3 + 15,6 1154 + 10,3
Me 100 (86 — 113) 99 (88 - 118) 100 (87 -110) 130 (109 - 142) 109 (102-119) 110 (103 - 122)
OCKO, % 23 24 23 16 24 19
Onpedensemvrii snemenm Pb (Qucmuansyus)
Cop 24,4 + 0,9 17,1+ 1,4 26,5 + 3,4 23,9 + 2,0 16,1 + 3,2 21,3 + 2.4
Me 24 (22 - 26) 19 (17 -22) 26 (23 - 29) 25 (21-27) 16 (14 -19) 20,5 (19 - 24)
OCKO, % 16 20 25 18 26 25




«3aBoackasda sadoparopusa. [[maraocruka marepuaaos». 2022. Tom 88. Ne 1. U. II 45

Oasze kromrmuiekca Ttpexdasuoi myru (30 A, 380 B, B xamxmoil m3 3TUX METOAWEK [JId aHAINW3a HC-
50 I'm) [12]. BBemenue mopolllka B 30HY paspsga nob3yorT 6omee 100 amamurudeckux auHwmi. [lpm
IyTH OCYIIECTBJISETCA [03aTOPOM B BHJIE IITHEKOBOTO HEOOXOIUMOCTH PACIIUPEeHUA [THANA30HA OIpee-
MeXaHu3Ma, KOTOPBIA BBICBEPIMBAET IIOPOIIOK W3 JIIEMBIX COJEPKAHUIN apXUB AaHATUTUYECKUX JIHHUH
kancysbl (Macca HaBecku — 430 mr). Bpemsa skcrio- nortonusercs [3]. ComepikaHus 5JI€MEHTOB PaCCUM-
3UITUU COCTaBIIgeT 26 C. THIBAIOT IT0 TPAIyHUPOBOYHBIM rpacduram Buzaa lg C —

IIporpamma «AToM» obecrednBaeT CHHXPOHU3A- lgI, rne C — maccoBas [0aa OIpPeneaseMoro 3je-
IIUI0 3aIyCKa TeHepaTopa, HAvajl0 CYUTHIBAHUSI U MeHTa B oOpasiie, ]| — WHTEHCHUBHOCTH W3IYIEHHUS
3aIIOMHUHAHUE CIIEKTPOB. Ha IJIMHE BOJHBLI aHAIUTHYECKON auHuu. Jad 1o-

Ta6auna 4. Pesynprars cTaTHCTUYIECKOH OIIEHKN aHATH3a CKBO3HBIX P00 (IIPOCHIIKA — BIyBaHUE)

Table 4. Statistical estimates of the results of analysis of through samples (spill-injection)

Tox
2015 2016 2017 2018 2019 2020
CxBosHas nipo6a 538 (rpaHuT)

N 169 158 154 131 165 99
Onpedensiemvrii snemenm Ti

Cep 0,55 + 0,04 0,50 = 0,04 0,56 = 0,06 0,64 = 0,03 0,66 += 0,03 0,56 = 0,04

Me 0,53 (0,49 - 0,58) 0,49 (0,46 -0,53) 0,57 (0,53 - 0,60) 0,65 (0,59 -0,70) 0,66 (0,55-0,69) 0,57 (0,54 - 0,59)

OCKO, % 30 22 22 14 11 12
Onpedensiemviil snemenm Ni

Ce 27,4 + 2.6 25,1 = 2,1 26,4 + 1,8 30,2+ 1,5 29,5 + 2,1 274 + 2.2

Me 27 (18 - 31) 25 (23 - 28) 26 (23 - 29) 30 (27,7 -32,3) 29,5 (28 - 31) 27 (26 - 29)

OCKO, % 27 17 17 13 13 13
Onpedensemuiii anemenm Cu

Ce 11,3+ 15 12,8 + 2 9,64 + 1,4 153+ 1,3 14,7+ 1,3 123+19

Me 10 (8 -13) 12 (11-14) 9,3(8,5-10,2) 154 (13,7-17) 14,7 (12,7-16,0) 12 (11-13)

OCKO, % 36 25 24 19 16 17
Onpedensiemwtii snemenm Pb

Ce, 44 + 0,8 3,6 +0,9 5111 4,6 0,7 44 0,8 40+0,9

Me 45 (4,3-4,7) 3,6 (3,2-3,9) 4,9 (4,4 -5,6) 45(4,2-4,9) 4,5(4,3-4,7) 3,9 (8,7-4,2)

OCKO, % 19 24 23 16 19 22

CxBo3sHas nmpo6a «UepHbIi caaHel»

N 169 158 154 131 165 112
Onpedensiemvrii snemenm Ti

Cep 0,28 + 0,1 0,22 = 0,03 0,17 = 0,03 0,20 = 0,03 0,28 + 0,03 0,27 + 0,03

Me 0,27 (0,23 - 0,29) 0,22 (0,19-0,24) 0,17 (0,15-0,18) 0,19 (0,17-0,21) 0,29 (0,26 - 0,32) 0,27 (0,26 - 0,28)

OCKO, % 32 27 27 25 22 20
Onpedensiemviil snemenm Ni

Ce, 163 = 14 130 =9 155 = 15 170 = 8 210 = 14 163 =9

Me 160 (150 - 170) 130 (120 - 140) 160 (140-170) 170 (160 -180) 200 (190 - 220) 160 (150 - 170)

OCKO, % 17 14 19 11 14 11
Onpedensiemuril snemenm Cu

Ce, 234 = 21 180 + 14 133 + 14 243 + 15 231 =13 213 =12

Me 240 (210 -250) 180 (160 -190) 120 (100 -150) 250 (230 —260) 250 (230 —260) 210 (200 — 220)

OCKO, % 18 16 21 12 11 11
Onpedensemwtii snemenm Pb

Ce 23,5 + 2,4 13,1 + 1,2 19,3 + 2,4 25,6 + 1,1 24,7+ 1,8 18,7+ 1,5

Me 23 (22 - 25) 13 (12-14) 18 (15-21) 25 (23 - 26) 25 (23 - 26) 19 (17-21)

OCKO, % 20 18 25 19 15 16




46 «3aBoackasd saboparopusa. [[marnocruka marepuaaos». 2022. Tom 88. Ne 1. U. 1T

CTPOEHHUSA T'PaAAyHUPOBOYHBIX IPAQHUKOB HCIIOIb30Ba-
au I'CO cocrasa ropubix mopox u pyx [13]. O6pas-
IIbI aHATU3UpOBaNuU 2 — 3 pasa ¢ mHTEepBaIOM 3 — 4
nusi. [lomyuennble rpad)MKy COXPAHSAINCH KAK «IIO-
CTOSHHBIE». 3a IMocIenHue 5 eT rpaduKyu He u3Me-
HSJIUCH.

Bosmoxxmoctu 110 «ATOM» MO3BONHIN CHUBUTH
CTEeTleHb BIUAHUA BAJOBOTO COCTaBa Oiarojapd cie-
OYIOIIUM (paKTopaM: BO-II€PBBIX, KOPPEKTHBIA ydeT
oHA ¢ BO3BMOKHOCTHIO HHIUBUIYAIbHBIX HACTPOEK;
BO-BTOPBIX, BBeleHHEe KO03(P(PUITHEeHTOB, YIUTHIBA-
OIUX MEeIIamllee BIUAHUE I JUHUH C HaJIOXKe-
HUSIMH; B-TPETbHUX, BOSMOKHOCTD IIPOBOAUTH AHAJIHA3
10 HECKOJIBKUM JIMHUSAM JJIS KaiKI0r0 XUMHYECKOTO
anemenTa. bBiaromaps 3TOMy YIIyYIIHANCH TPALYH-
POBOYHBIE XapPAKTEPUCTUKHN U YMEHBIIUJICI pasMax
Touek. B pesysbrare MbI HOJYYHIH BO3MOKHOCTD
MIPUMEHUTh METOJ <«IIOCTOSTHHOTO rpaduka» It
aHaIM3a IOPOJi PasHOOOPA3HOTO COCTABA: aHAIH3H-
pyembie mpoObI HOJLKHBI comep:karh He 6omee 30 %
orcuna marausd, 30 % okcuna anomunust u 20 % ox-
cuza Kaubliusd. B aTOT mmamasoH mormamaer aocTa-
TOYHO OOJIBIII0Ee KOJIMYECTBO TOPHBIX ITOPOI.

O6cy:xaenue pe3yabTaTOB

B coorBercrBuu ¢ Cucremoit yupaBieHus Kade-
crBoM anasiutuaeckux pabor [IJI (CYKAP I1JI) mpo-
BOAHUTCA BHYTPWIAO0PATOPHBIA KOHTPOJIb KaMKIOU
MapTUX IPO0 B COOTBETCTBHUU C PETIAMEHTHPYEMBI-
MU JOIyCKAMH TI0 OTpPAcieBBIM craHmapTam [4].
Kpome 5TOTO0, MOCTOSHHO BBIMOJHIETCA CTATHCTH-
yecKad OIEHKA pe3yJbTaTOB aHaAW3a YeThIPex
«CKBO3HBIX MP06», KOTOPBIE aHAIUBUPYIOT KaKIbIH
neHb paborer mpubopa. Ilo Mepe HakomneHus
30 — 40 pe3ynbTaTOB OIEPATOP-AHATIUTHUE BBITIOJ-
HAET pacyeT MO0 MPOTpaMMe BKCIIPECCHOW CTaTH-
CTUYECKOH OIeHKHU 3a HEKOTOPbIN mepuon. Jid pac-
YETOB UCIIOJIb3YIOT Pe3yabTaThl ONPeeIeHUT YeThI-
pex BJIEeMEeHTOB: TUTAHA, HUKeJs, MeId W CBUHIA.
B Tabn. 3, 4 nmpuBeneHbl pe3yabTaThl CTATHUCTHYE-
CKOH OIleHKM aHaIu3a «CKBO3HBIX» Ipob ¢ 2015 mo
2020 r. (N — xommdectso ompenenenuti; Co,
cpenHee apu)MEeTHIECKOe C JOBEPUTEIbHBIM HHTEP-
Basom; Me — MenuaHa ¢ [OBEPUTEIbLHBIM WHTEPBA-
mom; OCKO, % — oTHOCUTEIBHOE CpeTHEKBAIPATH-
YecKoe OTKJIOHEHHE).

Bonbinoe KomrdecTBO ompesiesnieHui, IpoBeeH-
HBIX B TEUYEHHE HECKOJIbKHX JIET, JaeT OCHOBAHUSI
rmojiaraTh, YTO MbI JOCTATOYHO TOYHO OIEHUIU pPe-
abHbIE BO3MOKHOCTH 5THX ABYX MeTonuk [IKOCA.

3axaroueHue

Takum 06pa3oMm, B pesyjabrare KOMILIEKCHOTO
[I0JIX0Zla K YCOBEPIIEHCTBOBAHHIO KJIACCHIECKOTO
ITKACA momyuen upe3BbraaiiHo 3)PEeKTUBHBIN Me-
TOJ C JBYXKpPATHBIM yBEIUYEHHUEM IIPOU3BOJUTENb-
HOCTH II0 CPaBHEHHIO ¢ (PoTOrpaduiecKoil peru-

CTpalyel: TOCTOBEPHOE OIpefieIeHHe CONep:KaHuu
3aMEHHUJIO0 JOCTATOYHO CyOBEKTHBHYI0 BH3yaIbHYIO
paciinpoBKy CIEKTPOB. 15 XHMHUYECKHX dJIeMEeH-
TOB — 6Gapwuii, TUTAH, MApraHell, BAHAIWI, XpPOM, KO-
0aIbT, HUKENb, [TUPKOHWH, OEpPHJINM, Menb, CBH-
HeIl, [IUHE, cepedpo, rayLIuii, 60p — aTTeCTOBAHO II0
IV xareropumn.

Buenpenune anmanmuzaropa MAIC packpbuLio HO-
BbI€ BO3MOKHOCTH JJIs1 JYTOBOIO ATOMHO-OMUCCHOH-
HOT'O aHAJIN3a, YTO0 00eCIIeYnI0 BOCTPeOOBAHHOCTD U
yCIIEIIHOE IIPUMEHEeHNe aHAINTHIECKOI0 KOMILIEKCa
IUIS AaHAIKW3a TOPHBIX IIOPOJ M APYTUX 00BEKTOB OK-
py:xarorei cpenst [14]. B Hacrosiee Bpems mozmep-
uusupoBauubiii merony [IKOCA pexomenmoBan K
[IPUMEHEHHUIO IS Te0JI0r0-CheMOYHbBIX padoT [15].
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MHOT'O3JIEMEHTHBIN ATOMHO-O9MUCCUOHHBINU AHAJIN3

I'OPHBIX IIOPO/I, IIOYB U 30JIbI PACTEHHUH C MCIIOJIb3OBAHUEM
IYT'OBOI'O APTOHOBOI'O IBYXCTPYHMHOI'O IIJIABMOTPOHA

N MHOT'OKAHAJIBHOI'O AHAJIMSATOPA SMHUCCUOHHBIX CIIEKTPOB

© Anna CasBuuna UepeBko®, Auna AnexkcanapoBHa Mopo3oBa
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IIpemnoxena MeTonuka ogHOBpeMeHHOro onpenenenusa 23 mukpo- (Ba, Be, Cu, Co, Cr, Ga, La,
Mo, B, Ni, Pb, Sc, Sn, Sr, V, Y, Yb, Zn, Zr, Fe, Mn, B, Ti) u 6 makpoanemenTos (Mg, Al, Si, Na, K,
Ca) B mouyBax, rOPHBIX IOPOJAX U 30JI€ PACTEHMI METOIOM ATOMHO-dMHUCCHOHHOHN CIEKTPOMET-
PHH C UCIOIBb30BAHKUEM I BO30Y:KIEHUSA CIIEKTPOB JyTOBOTO AprOHOBOTO ABYXCTPYHHOTO I1j1a3-
MOTpOHA. AHaTHU3UpyeMble IIPOOLI BBOIWIM B CTPYIO IJIA3MEHHOTO IOTOKA IIyTeM BIyBaHUA
a3POB3BECH MEJIKOVCIIEPCHOIO IIOPOIIKA MOA gaBieHueM rasa (aprona). lis perucrpanun
CIIEKTPOB KCIOIb30BAIM MHOTOKAHAIBHBIN aHAIH3aTOp SMUCCHOHHBIX crieKTpoB (MASC). B ka-
yecTBe 00PAa3I0B CPABHEHUS CILYKHUIN TOCYJAPCTBEHHbIE CTAHIAPTHBIE 00PA3IIbI [T0YB, TOPHBIX
TIOPOJI, ¥ 30JIbI PACTEHUH PA3IMYHOI0 COCTaBa U reHesuca. HaiiieHb! orrruMaIbHbIe YCIOBHS BO3-
OysKIE€HUs, PETUCTPALIMK CIEKTPOB U 00PAbOTKM IIOJIE3HOTO CUTHAJIA, MUHUMUSUPYOIIUE CIIy-
yalHble U CHCTEMATHUYECKHe IorperrHocTy onpeneneHuil. OmeHKa MeTPOIOTHIECKUX XapaKTe-
PHCTHK METOIUKH, IPOBEAEHHAS C IPUMEHEHHEeM IIPHUPOIHBIX CTAHAAPTHBIX 00pa3IioB, II0Ka3a-
JIa OTCYTCTBHE 3HAYMMOM CHCTEMATHIECKOM HorperrHocTy. OTHOCUTEIbHOe CTAHIAPTHOE OTKIIO-
HeHne MeToaukH Kouebiercs B uarepsane 0,07 — 0,15, a pacuerHoe sHavenue kpurepusi Crbio-
JIEHTA [JI BCEX 3JIEMEHTOB MEHBIIIE TaOIMIHOTO.

KaroueBsble cioBa: IByXCTPYHHBIN IIA3MOTPOH; IUIA3MEHHAs CTPYS; MHOIOKAHAJIBHBIN aHa-
JIA3aTOP SMUCCHOHHBIX CIIEKTPOB; II0JIE3HbIN AHAIUTUYECKUIA CUTHAL, MATPUYHbBIE IIOMEXH; KpHU-
Tepuit CThIOfEHTA; OTPEIITHOCTD AHAIH3A.

MULTIELEMENT ATOMIC EMISSION ANALYSIS OF ROCKS,
SOILS, AND ASH OF PLANTS USING ARGON ARC
TWO-JET PLASMOTRON AND MULTICHANNEL ANALYZER
OF EMISSION SPECTRA (MAES)
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Institute of Soil Science and Agrochemistry SB RAS, 8/2, prosp. Akademika Lavrentieva, Novosibirsk, 630090, Russia;
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A method of quantitative simultaneous determination of 23 trace elements (Ba, Be, Cu, Co, Cr, Ga, La,
Mo, B, Ni, Pb, Sc, Sn, Sr, V'Y, Yb, Zn, Zr, Fe, Mn, B Ti) and 6 macronutrients (Mg, Al, Si, Na, K, Ca) in soils,
rocks and ash of plant material using atomic emission spectrometry is described. A two-jet argon arc
plasmatron is used as the source of spectra excitation. The samples to be analyzed are introduced into the
plasma flow jet by injection of an air suspension of a finely dispersed powder under gas (argon) pressure. A
multichannel analyzer of emission spectra (MAES) is used for spectra recording. State standard samples
of soils, rocks, and plant ash of various compositions and genesis are used as reference samples. The opti-
mal conditions for excitation, registration of spectra and processing of the useful signal were determined
to minimize the random and systematic errors of element determinations. Evaluation of the metrological
characteristics, carried out using natural standard samples, revealed no significant systematic error. The
relative standard deviation of the method ranges from 0.07 to 0.15, and the calculated value of the Stu-
dent’s criterion for all the elements considered was shown to be less than the tabular value.

Keywords: two-jet plasmatron; plasma jet; multichannel analyzer of emission spectra; useful analytical
signal; matrix interferences; Student’s ¢-test; analysis error.
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BBenenune

B macrosiee Bpems s aHamusa pasHooOpas-
HBIX 00BEKTOB OKPYKAIIEN cpebl, 6MOIOTHUYEeCKIX
00pasiioB ¥ BBICOKOYHCTHIX BEIECTB HAPIAY C IpPY-
TUMH MHOTO3JIEMEHTHBIMH METOJaMU aHAa/lu3a HC-
MIOJIB3YIOT METO]] ATOMHO-3MHUCCUOHHOM CITIEKTPOMET-
pun (A9C) ¢ AyroBbIM aproOHOBBIM ABYXCTPYHHBIM
rwrasmorporom (JIJIIT) [1 - 6]. Merox A9C ¢ OJII
OTHOCHTEIHHO IIPOCT, XapaKTepPU3yeTcs HUBKUMU
mpenenamMu OOHAPYKEeHUs, CIa0bIMM MATPUIHBIMU
IMOMeXaMHU, BBICOKOH CTA0MIHLHOCTHIO ILIA3MEHHOMH
CTPYH U IIUPOKUM JUATIa30HOM JIWHEHHOCTH TIpa-
IYUPOBOYHBIX TpadukoB. Biarogapsa BbICOKOM MOIIT-
HocTHu ucrounuka ceera (10 — 12 kBr) on moszBomger
HETIOCPEJICTBEHHO aHAIM3UPOBATH TBEPAYIO IPO0y B
BHUJIE MEIKOJUCIIEPCHOTO TIOPOIIIKA.

Panee mamMm moApOOHO OMECAHBI METOIUKH
aTOMHO-3MHUCCHOHHOTO CIEKTPOTrPadyMIecKoro ormpe-
IeJIeHUs MHUKPOIPHUMeceid B TOPHBIX mopoxaax [1],
nouBax [2] u 3ome pacrenuii [3] ¢ mpumMeHeHHEM
NIl B radecTBe WCTOYHUKA BO3OYIKIEHUA CIIEK-
TpoB. B cBA3u ¢ MopepHU3aIMEH CIEKTPOAHATUTH-
YecKoro obopymoBanusd BajugupoBaHa u B 2018 r.
aTTeCTOBAHA METOIWKA aTOMHO-3MHCCHOHHOTO OTI-
penenenus 23 smementos (Ba, Be, Cu, Co, Cr, Ga,
La, Mo, B, Ni, Pb, Sc, Sn, Sr, V, Y, Yb, Zn, Zr, Fe,
Mn, P, Ti) B mouBax mu mouBooOpasyrmoux (ocamod-
HBIX) opogax’.

OTimunTeIbHON 0CO6EHHOCTRIO JaHHON METOLH-
KU (110 CPABHEHUIO C OMHUCAHHBIMU B IUTHPYEMBIX
paborax) aeasgorcd: 1) pOTOBIEKTPUIECKAs PETHCT-
paiusa CIeKTPOB; 2) MpUMeHeHUe MMOCTOAHHBIX I'pa-
IYUPOBOYHBIX 3aBHCHMOCTEH, TOCTPOEHHBIX C HC-
TIOTb30BAHUEM IIPUPOAHBIX CTAHAAPTHBIX 00Pa3IloB
cocTaBa MOYB U IIOYBO0OOPA3YIOIIHUX TOPOT; 3) aBTO-
MaTh4YecKasd Iofava aHaAIN3HPyeMOTr0 Marepuaia B
ILUTA3MEHHYIO CTPYIO.

Ilenp macrosmieir paboThl 3aKII0YANIACH B ClIe-
IYIOIEeM: BO-TIEPBBIX, OPHEHTHUPYSICh Ha aTTecTo-
BaHHYI0 MeTOAUKy (HazoBeM ee 6a30BOI1) 1 He U3Me-
HAA YCJIOBHUU PETHUCTPAIAU W BO3OYIKIEHUS CIIEK-
TPOB, ONOJHUTH PAX OMHOBPEMEHHO OIpejess-
eMBbIX 23 MHKPOIJIEMEHTOB MAaKPOKOMIIOHEHTAMU
(Mg, Al, Si, Na, K, Ca), a BO-BTOPBIX, PaCIIHPUTh
KPyT aHAIU3UPYEMbIX MPUPOIHBIX 00BEKTOB, BKIIIO-
YUB B HETO TOPHbBIE IOPOABI U MATEPHAJBI PACTH-
TEJIFHOTO POUCXOMKIEHHS.

1 CsBugerenbcTBo 00 aTTecTanuyu METONUKH (MeToma) M3Me-
penmit  Ne 301/1018-01.00115-2013 Meronumka Koaude-
CTBEHHOTO CIIEKTPAILHOTO AHAIW3A JIJIS ONIPEIeIeHIS Mac-
COBBIX JIOJIed 23 MHKPOJIEMEHTOB B TBEPABIX IOPOIIKO-
00pasHbBIX IPO6ax IMOYB ¥ IIOYBOOOPABYIOMIKX (0CATOUHBIX)
IIOpOJl METOAOM AaTOMHO-3MHUCCHOHHOH CIIEKTPOMETPHH.
Ilara Bermaunm 31 wmionsa 2018 r. ArrecroBana B COOTBET-
creum ¢ 'OCT P 8.563-2009 u OCT 41-08-205-04.

JKCIIepHMEHTATBLHAS 9aCTh

Obopydosanue. 111a3sMOTPOH COCTOUT W3 KATOJ-
HOHM M aHOMHOH IIJIA3MEHHBIX TOPEJIOK, PACIIOI0KEeH-
HBIX APYT OTHOCHUTEJIbHO Apyra mox yriaom 120°. Pa-
6ounii ra3 — aprou. [lnasmenubie cTpyu, ucTeKan-
II[€ 3 COTIeJI TOPEJIOK, CIMBAIOTCA B €[UHBIH I1/1a3-
MEHHBIN ITOTOK Iox yriom 60°. MemkomuciepcHBINH
AHATU3UPYEMBIH IOPOIIOK «B3MYYHBAIOT» BBICOKO-
YACTOTHBIM DPa3psSIioM U aBTOMATUYECKH BBOAAT B
BUH/le TBEP/ION aspOB3BECH IT0]] IABJICHUEM rasa (ap-
rOHA) MEKIY CTPYSIMH B OCHOBHOU ITOTOK IIJIA3MBI,
reaepupyemoi I[JIII. McTrouyHuK muTaHus IIa3Mo-
TPOHA — CTAHJAPTHBIA BBIIPAMHUTENb C HAIPIKE-
HreM xosiocroro xoxa 300 B. Bomee moapobuo KoH-
CTPYKIIMA IIJIa3MOTPOHA U PACIBUINTENSA ITOPOIIKA
paccmoTpena B padore [1].

Jna perucrpanuu CHOEKTPOB HCIOIb30BATH
cuexkrpomerp PGS-2; ocHameHHBIH MHOTOKAHATH-
HBIM aHAJIU3aTOPOM SMHCCHOHHBIX CreKTPoB (MAJC)
B KOMILIEKTe C mporpaMMHbIM obecreuenuem (110)
«Arom» [7 — 9]. M300pakenue criekTpa, moaydaemMoe
Ha BBIXOJIe CIIEKTpoMeTpa, dopmupyercs Ha oTo-
YYBCTBUTEJIBbHOH MOBEPXHOCTH MHOTOKPHCTAIBHOMH
cOOpPKH JTHHEEK TBEPOTENbHBIX JEeTEKTOPOB H3ILY-
yenus. [loaydyenHble curHambl ¢ TOMOIIBLIO 16-pas-
pagaoro AIIIT mpeoGpasyiorcess B uPPOBLIE 3HAYE-
HUS, KOTOpPbIe IIePelaloTcsa B KOMIIBIOTEP U TIOABEP-
raored ganbHeiei oopaborke 110 «Arom». MHo-
roQyHKIIMOHAIBHBIA HaKeT «AToM» o0becrIednBaeT
yIpaBlieHHEe BCEMH CTAJUAMH AHAIN3A: BBIMIOJIHE-
HUe U3MEpPEeHWH, IMOCTPOeHHe TPaayHpOBOYHOM 3a-
BHCHMOCTH, CTATHCTHYECKAA 00paboTKa aHATUTHYe-
CKOTO CHUTHAJIA, BHIYUC/ICHHEe KOHI[EHTPAIIVH.

[ITupoxrwuit nTUHAMUYECKUI UATIA30H aHATHU3ATO-
pa MASC (65000) mosBomser paboTaTh CO CIEK-
TPaNTbHLIMH JIMHUSAMU PA3HOM HHTEHCUBHOCTHU U
MIPOBOAKUTH AHAIN3 OJHOBPEMEHHO I10 HECKOJIbKUM
JVHUAM OJHOTO 3meMeHTa. M3 5TOTO OUeBHIAHA BO3-
MOKHOCTH OJHOBPEMEHHOTO OIpeNeIeHUus MHUKPO-
mpuMeced M MaKpO3JIeMEHTOB aHAJIU3UPYyEMOH IIpo-
Obl IpU OHUX UM TEX K€ YCIOBUAX BO3OY:KICHUI U
perucrpamuu cuekTpoB. Mcmonab3yemblil aHaIuTH-
YeCKUil KOMILTIEKC 10 aHAJIOTHH ¢ 6a30BOM MeTOoxu-
kot mazosem JIJITI-PGS-MASC.

Memodura uccnedosarnuii. Jlas wucciemoBaHui
KCIIOIb30BAINA KOJIIEKITHI0 TOCYIapCTBEHHBIX CTaH-
maptabeix obpasmnoe (I'CO) ropubIX mopoz, IMOYB U
pacrenunii (taba. 1). Kommrexe momobpanasix I'CO
BKJII0YAET Pa3/IMYHBIE II0 COCTABY ¥ T€HE3UCY SK3eM-
IUIAPBI, OXBATHIBAIOIIAE IIMPOKUU THATA30H KOH-
[EHTPAIHUH MUKPO- ¥ MaKpoaieMeHToB. C UCIIoIb30-
BauueM pauubix ['CO mraHupoBaiu TOCTPOUTH I10-
CTOSHHBIE TPAAYHPOBOYHBIE 3aBUCHMOCTH, IIOIBEP-
raeMble JIUIIIb IePUOITIECKON KOPPEKTHPOBKE.
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K coxamenuro, B HallleM pACIOPSKEHHUU OBLIO
TOJIBKO IISATh cTaHAapTHEIX 00pasios (CO) 6uoTer —
CBMT-02, CEMII-02, JIb-1, 9K-1, Tp-1, uro sBHO
HEJIOCTATOYHO JJIs1 TIOCTPOEHUS TPAJIyHPOBOUYHON 3a-

BHUCHUMOCTH U OOCTOBEPHOTIO OIIpeaeieHusd 3JI€MeHT-
HOT0 coCTaBa MaTepua/ioB paCTHUTE/IbHOI'0 IIPOMNCXO-
HAEHUA Pa3HbIX TUIIOB. HOBTOMy BAKHO OBLIO o1Ipe-
NEeJINTh CTEeIIeHb COTJIaCOBAHHOCTHU I'PaayHpPOBOYHBIX

Ta6mauma 1. Xapakrepucruka ucrnoiabsyembix ['CO cocrasa mopoji, KOHTHHEHTAIBHBIX PIXJIBIX OTJIOKEHHH, II0YB U PACTUTEb-

HBIX MaTepuasnos [10]

Table 1. Characteristics of SSS of the composition of rocks, continental loose sediments, soils and plant materials [10]

Homep CO Howmep o peectpy Wnpexc Tun CO
IlouBbI
1 2498-83 CHIIC-1 JlepHOBO-TIOA30IMCTAA CyTIecyaHas II0YBa
2 2499-83 CIIIC-2 IlepHOBO-TIO/[30/IHCTAS CylIeCYaHAas [IOYBA
3 2500-83 CIIIC-3 JlepHOBO-TI0/130/THICTAs CylIeCYaHAA [I0YBA
4 2507-83 CU4T-1 ITouBa yepHO3EMa TUIIMIHOTO
5 2508-83 CUrT-2 IIouBa yepHO3€Ma TUITMYHOTO
6 2509-83 CUT-3 IlouBa uepHO3EMaA TUIIUIHOTO
7 2504-83 CCK-1 IlouyBa ceposema Kap6OHATHOTO
8 2505-83 CCK-2 TTouBa ceposema Kap6OHATHOTO
9 2506-83 CCK-3 IToura ceposema Kap6OHATHOTO
10 2501-83 CKP-1 Kpacuosemuas mousa
11 2502-83 CKP-2 Kpacuosemuas mousa
12 2503-83 CKP-3 Kpacuosemuas mousa
13 901-76 CII-1 Kypcruit uepHozem
14 902-76 CII-2 MockoBckas nepHOBO-1I030IHCTAI TIOYBA
15 903-76 CII-3 IIpuracnuiickas cBeTI0-KaIITAHOBAA I0YBA
Ocano4yHbIe IOPOIBI
16 3483-86 CI'XM-1 KapbouaTHo-CuIuKaTHbIE OTI0KEHUS
17 3484-86 CI'’xXM-2 ATIOMOCHIINKATHBIE PBIXIIBIE OTIIOKEHUS
18 3485-86 CI'’xM-3 Kap6onaTHo-cunnkaTHbIe OTI0KEHUT
19 3486-86 CI'XM-4 AoMOCHIMKATHBIE PBIXJIbIE OTIIOKEHUS
T'opabie mopoabl
20 520-8411 CIr-1A I'panut anb6UTHENPOBAHHBIH
21 521-84I1 CT'II-1A T"'a66po sccekcuToBOE
22 3333-85 Cr-3 I'panur memnousoi
23 8671-2005 CT-2 Tpammn
24 8670-2005 CTra-2 T"'a66po sccexcuroBoe
25 6104-91 CCB-1 CBsITOHOCHT
26 2272-82 CBP-1 Pyna 6opa
217 2299-80 GM I'panur
28 2300-80 BM Basansr
29 2301-80 TB Caner; rIIMHUCTBIR
Pacrenusa
30 3170-85 CBMT-02 3maxoBas TPaBOCMECh
31 3171-85 CBMII-02 3epHO MIIeHUIbI
32 8923-2007 JIBb-1* Jlucr 6epesnt
33 8921-2007 IK-1%* dnonesa KaHancKas
34 8922-2007 Tp-1* TpaBocmech

* Karamor crangaptabix obopasmnos. Cair UI'X CO PAH. http://www.ige.irk.ru/ru/component/flexicontent/item/3412-standart-

nye-obraztsy-sostava?ltemid =746
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sapucumocredt miad 3061 CO 6morer u CO ropHBIX
MIOPOJT U TIOYB.

YcnoBusi perucrpanvii U BO3OY:KIEHUS CIIEK-
TPOB AHAJIOTMYHBI MTPUBEIEHHLIM B 6Aa30BOM MeETO-
nuke (tabs. 2), ogHako Habop 06pPasIoB CPABHEHUS
(OC) o6omee mmuporuii. CoxpaHAOTCd TaK:Ke BBI-
OpaHHbIe AHAJTUTUYECKHE JUHWH MHUKPOIIEMEHTOB
(Tabm. 3) U «HACTPOMKN aHAINU3a» VI UX UCIIOIH30-
BaHUA. ITO OTHOCUTCA K BBIOOPY CIIEKTPATBLHOL JIH-
HUM BJeMeHTA CPaBHEHWs, IapaMeTpOB IOHCKA U
BBIYMCJIEHUS MHUKOB AHATUTUYECKUX JIUHUH U JIHU-
HUW CPaBHEHW:, CIIOCO6aM IMOCTPOEHHUA TPagyHpo-
BOUHBIX TI'Pa(UKOB, ydera (POHA, COIYTCTBYIOIIUX
CIEKTPATHHBIX TOMEX, BEIUMCICHUSI HHTEHCUBHOCTH
auHUK (KOHIIEHTPAIUN) JIEMEHTa, a TaKKe CTaTH-
CTHUYECKOH 00paboTKe IMONyYEeHHBIX PEe3yIbTATOB U
1p.

B 1a6a. 3 supHBIM 1IIPHQTOM BBIIEIEHBI JIUHBI
BOJIH OCHOBHBIX QHAIUTUYECKUX JIMHUHU, TPYTHe JIHU-
HUY UCIOJIb30BAH, €CIIU COJeP/KaHne KOMIIOHEHTA
OKA3bIBAJIOCH BBINIE BEPXHEH T'PAHUIIBI OMpeerse-
MBIX COMIEPIKAHUM, WU I YTOUHEHUS COJIePIKaHUA
KOMIIOHEHTA B COMHHUTENbHBIX ciydasx. [uamason
OIIpefieNIAeMbIX CONEPIKAHUN SIEMEHTOB YCTAHOB-
JIEH, UCXOJA W3 WX aTTEeCTOBAHHBIX COJEP/KaHUU B
ucrnons3yembix ['CO.

«Hacrpoiiky ananusa» IpoBOAWIN, U3ydad Ipa-
IyupoBouHbIe Tpaduku, mocrpoerube [10 «ATom»
IUIA Pa3IUYHBbIX aHATUTUIECKUX JIMHUH, KPUTEPUEM
BBIOOpA KOTOPBIX OBLIN: OTCYTCTBHE CHEKTPATHHBIX
IIOMEeX, BBICOKAA YYBCTBHUTEIBHOCTH OIPENEIeHHs
MUKPO3JIEMEHTOB, & TaKKe OTCYTCTBHE HACHIIEHU
CUTHAJIA /IS JUHUH MaKpPO3JIEMEHTOB, OJHAKO JIH-
HUS MOJDKHA 00eCIeYnuTh BEPXHIOI TPAHMUILY OIpe-
ZeIsIeMbIX COePIKaHUM, COITOCTABUMYIO C COZIepIKa-
HHEM DJIEMEeHTa B UCCIEAyeMbIX 00hEKTax.

IIpu BBIGOpPE «HACTPOEK AHANHN3A» IIPOBEPSIIH
OTCYTCTBHE 3HAYUMOTO paszbpoca TOYEK Trpagyupo-
BOYHBIX KPUBBIX.

OO6cy:xneHue pe3yabrTaTOB

Mampuunwie nomexu. U3BecTHo, 4TO mIa3MeH-
Had ctpysa Il mHaxomurTcs B 4aCTUIHOM JIOKAJb-
HOM TepMoauHamudeckoMm pasuoBecuu (uw/ITP) [11,
12]. Hapymenue JITP mpuogur ¥ amomaabHOMY
COOTHOIIIEHWI0O HMOH-aTOMHOM dMucCUU (110 CpaBHe-
HHIO C PABHOBECHOM CHCTEMOWM) W CO3/1aeT IMPHUHIIH-
MHAJBHYI0 OCHOBY JJIs OJIATOMPUATHBIX AHATATHIE-
ckux csouicts JIJIII (B uacTHOCTH, OCIabieHue Mat-
pUYHBIX TTOMeX). MHUMU3UPOBATH IIOMEXH MOKHO
IyTeM BbIOOpA YCIOBHH BO30Y:KIEHHS W PErucrpa-
WU CIEeKTPOB (pacxop pabodero rasa, HCIOIb3ye-
Mas aHaJTUTUYeCKad 30HA IJIa3MEeHHOU CTPYyH, IJIH-

Ta6muna 2. Annaparypa U ycIoBUS BO30YKI€HUA U PETUCTPAIIUY CIIEKTPOB

Table 2. Equipment and conditions for excitation and registration of spectra

Cuexrpomerp PGS-2

IMupuna menu cuekTpomerpa, MM

OcBerrenue Ieu CIIEKTPOMETPA

Pemerra 900 1rrp/vMM, oOpaTHas JUHEHHAS TUCIIEPCUI
0,74 am/MM, criekTpanbHoe pasperterne 0,02 uw,
pabouwii criekrpanbubiil guanaszon 200 — 350 um

0,015

OpmuonuusoBoe, Koumerncop F' = 150 v,
BBICOTA OTBEPCTHUSA IIPOMEKYTOIHON quadparmser 3,2 MM

Cuna Toka, A 80
Pacxopn mnasmoo6pasyoiero rasa (aprosa), Ji/MuH 3,0
Pacxop rasa (aprona), TpaHCIopTHPYIOIIEro Mpoby B IIa3My, JI/MUH 1,5

O6macrb mIasMbl
Cocras pa6oueii 6ydepHoit cmecu

Ananurryeckas HaBecKa
Perucrpanusa ciexkrpa
Koopaunars! rpagyupoBodoro rpadguka

JJIeMEeHT CpaBHEHUsd, [JINHA BOJIHbBI, HM

JucnepcHocTs (pasmep 4acTull) aHATU3UPYEMOTr0 MaTepuaia, MM

Y10 MKy IIIa3MeHHBIMU CTPYSIMU/TOPEIKaMu, TPa.
Paccrosnue Me:kIy IIasMeHHBIMU TOPEIKAMHE, CM
Bpewms skcrionuposauus, ¢

O6pasier cpasuenus (OC)

30HAa OCHOBHOTO II0TOKA IIA3MbI, PACIIOIOKEHHAL
Ha paccrogauu 10 — 15 MM 0T «TOUKH» CTHUAHUA CTPYH™

I'paduToBEINi TOPOIIIOK,
coxmepsramuit 0,01 % Pd B Bune PdCl,

20 mr mpobs1 + 40 Mr GydepHoii cmecu
®dorosmerTpuyeckas, anaauzarop MAIC
gl /L, - 1gC

Pd1342,124

<0,03
60/120
1
30

CO mouB, rOPHBIX TOPOJ, 306l PACTEHHH

*3a «TOUKY» CAUAHUI CTPYH MPUHAT YIACTOK 00JIACTH CIIUAHUA CTPYH C MAKCHUMAJIbHBIM (DOHOM.
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Ha BOJIHBI aHAITUTUYIECKON JTWHUH, CHJIa TOKA, Macca
HaBECKH ITPO0BI, yUeT apetida curaaia u ap.), a Tak-
JKe KOPPEKTHON MAaTeMaTHYeCKOW 00paboTKM CIIeK-
tporpamm. I1O «Arom» mpejjaraer pasiudHbIEe Ba-
PHUAHTBI UCKIIIOUEHUA CIEKTPAIBbHBIX ITIOMeX U hoHA
OT COILyTCTBYIOIINX MATPUYHBIX KOMIIOHEHTOB. ['pa-
MOTHOE WCIOJIb30BAHUE YKA3aHHBIX IPUEMOB CIIO-
COOHO TPAKTUYECKH TOJIHOCTHI0 HCKIIYUTH II0-
TPEIHOCTH, CBA3aHHBIE C U3MEHEeHHeM d(PdeKTHB-
HOCTH PaCHbLICHUS U IIEPEHOCA B IIa3My aHAIU3H-
PyeMoro MmMOpOIIKOBOTO MaTepuaja, NMEIOIero pas-
JINYHYIO CTPYKTYpy W (usuyeckue csBoiicrBa. [lpum
paspaboTKe METOIUKN MbI HCIIOJIb30BAIN METOAIe-
CKHe PeKOMEeHIAINH, [TPe/Io:KeHHbIe B padoTe [13].

CymecTByer Opyrodl THUN MATPHYHBIX IIOMEX:
OHU BO3HHUKAIOT B CAMOM ILIA3MEHHOM HCTOYHUKE,

Tab6auma 3. OmeMeHThI, aHATUTHYECKHUE JTUHUH, THATIA30H
OTIpEeJIeNIIeMBbIX CONEPIKAHMMI

Table 3. Elements, analytical lines, and ranges of determi-
ned contents

JlnamnasoH onpenensieMbIx

SeMeHT JlimHA BOMIHBI, HM COMEpIRARE, Mr/xT
Ba 233,526, 234,861 20 - 1500
Be 313,107, 313,042 0,5-30
Cu 327,395, 223,008, 282,437 10 - 300
Co 345,351 1-200

Cr 284,324, 284,984, 286,511 10 - 250
Ga 294,363 5-50

La 324,513, 333,749 5-300
Mo 287,151 1,56-40

B 249,677 10 - 90000
Ni 305,081, 349,295 6 —400

Pb 283,305 8 - 1500

Sc 335,372 0,5-50

Sn 317,504 10 - 400

Sr 346,446 8 - 5500

\% 310,229, 311,837 5-3000

Y 321,669, 332,788 5-60

Yb 228,937 0,3-7

Zn 334,502, 330,258 10 - 2000
Zr 313,868, 327,305, 343,053 15 - 700
Fe 282,328 2500 — 100000
Mn 258,430, 293,305 20 - 15000
P 255,492, 214,91 60 — 200000
Ti 284,194, 295,615 50 - 9500
Mg 277,66, 278,29 300 — 80000
Al 237,21, 265,25 1000 - 110000
Si 243,88, 244,34 15000 — 5000000
Na 330,24 300 — 40000
K 344,64 15000 — 30000
Ca 300,68, 292,37 1500 - 250000

KOT[[a M3MeHeHUe KOHIIEHTPAIUM MATPUYIHBIX dje-
MEHTOB B IITUPOKOM [HATIa30HEe BIUIET HA MIPOIIECChI
BO30Y:KIEHUI U, CIeOBATEIHHO, HA BBIXOJHON CHT-
Hasl. ITO TaK HA3bIBAEMbIe ILIA3MOCBSI3aHHBIE MaT-
puunbie moMexu. OHH BIUAIOT HA MEXaHU3M BO3-
OysKIeHus CIEKTPOB W TaKWe BasKHEHIIne rmapaMer-
PBI IIAa3MbI, KAK TEMIIEPATyPa U 9JIeKTPOHHAS III0T-
HOCTh. [Ipu pyTHHHOM aHaMH3e TPUPOAHBIX 0OBEK-
TOB PpAa3IUIHOTO XUMHYECKOTO COCTABA TaKue
MTOMEXU HEBO3MOIKHO KOHTPOJIHpoBaTh. Ilja mx oc-
mabIeHns HEMAIOBAXKHYIO POJIb HUrpainT «Oydepu-
poBaHue» mpoOBI (HapuUMep ee pasbaBIeHue CIeK-
TPAIBHO YUCTHIM IPAUTOBBIM IIOPOIIKOM) U «BHYT-
PEeHHSSA CTAaHAAPTU3AIUSI» (MCIIOIH30BAHUE DIIEMEH-
Ta CPABHEHUS U MTEPEXO K U3MEPEHUI0 OTHOCUTEb-
HOM WHTEHCHUBHOCTH J[ByX CIIEKTPAIbHBIX JIMHUH).
[ MUHUMH3AINH TLIa3MOCBSI3aHHBIX MATPUIHBIX
MoMex BaikeH OJU3KHWIM MATPUYHBLIA COCTAB 06pas-
0B CPABHEHWS U AHAIIU3UPYEMbBIX TIPOO.

BnaronpusaTHble aHATUTHYECKHE BO3MOKHOCTH
JIII B COBOKYIHOCTU C OIlepaTUBHBIM YIIPaBJICHU-
eM BCEM AaHAIUTHYECKMM IIPOIECCOM C TMOMOIIBIO
MASC mosBoiuau mogobparh yCIOBHSA pPerucrpa-
[IMH CIIEKTPOB 1 00pa00TKH II0JE€3HOI0 CUTHAJIA, IIPH
KOTOPBIX CTAJ0 BO3MOKHBIM KCIIOIb30BAHUE IIPHU-
pomubix CO B KadecTBe 00pa3Il0B CPABHEHHUS.

Ha pwuc. 1 mokasanbl mpuMephI COTJIACOBAHHO-
CTH TPAJyHPOBOYHBIX 3aBUCHMOCTEH JJIA OIpeaese-
uus B, Co, Cr, Mn, V, Ti, Ca, Na, mocTpoeHHBbIX ¢ uc-
MTOJIb30BAHUEM PA3IUYHBIX 10 OCHOBHOMY COCTABY U
reresucy ['CO. Uunexc I'CO pacrenwuii Ha rpagyu-
POBOYHBIX 3aBHCHUMOCTSIX BBIIEIEH B pamKy. Kaux-
Jas TOYKA HA rpauKax COOTBETCTBYET YCPeIHEHHO-
My 3HAYEHWIO OTHOCHUTEILHON WHTEHCHBHOCTH JIJIfA
Tpex ompenenenui (cuexrporpamm). Hexoropsii
MMeIoIrica pas3bpoc TOYEK He MPEeBbINIAaeT 3HAYe-
HUSA a6COTIOTHOM TOTPEIITHOCTH ATTECTAIINHU HUCIIOIh-
syembix I'CO. 3HaueHHA WHTEHCHUBHOCTH [JII BCEX
OTIpe/eITEMBbIX 9JIEMEHTOB (B TOM YHC/Ie W HE IIPH-
BEMIEHHBIX), TOJIyUeHHBbIE TPH aHaiwse 00pasIioB
II0YB U TOPHBIX TOPOJ, XOPOIIO YKIAABIBAIOTCA HA
enuHbIi rpaduk. g 26 onpeenseMbIx KOMIIOHEH-
ToB (M3 29 paccMarpuBaeMbIx) TAKKE UMEET MEeCTO
XOPOIIasi COTJIACOBAHHOCTh I'PaJyHPOBOYHBIX 3aBU-
CHUMOCTEH, MOCTPOEHHBIX ¢ wucmoab3oBanuem CO
rous, nmopox u 6umorer (CBMT-02, CBMII-02, JIB-1,
IK-1, Tp-1). Ucknrouennem sBiasorea Ba, Sr u Al,
rpajyupoOBOYHBIE 3aBUCHMOCTH JJIS KOTOPBIX, IIO-
CTpoeHHbIE ¢ ucHoab3oBanueM pasubix OC, mpuse-
nensl Ha puc. 2: ¢ — OC mous u mopog; 6 — OC pac-
TeHui. AHOMAIbHBIN XapaKTep 3aBUCHUMOCTEH I
9THX 3JIEMEHTOB TPeOyeT YTOUHEHUS: AT DK3EMII-
JAPOB GHOTHI AJIA 9TOTO HEAOCTATOYHO. BaskHO Tak-
ske Hammuue apyrux BumoB CO martepmana pacrtu-
TenbHOTO mpoucxoxmenud. OmHAKO [ aHaIu3a
30JIbI PACTEHUH MPUBEIEHHBIX BUIOB JIOCTATOYHO
HCIIOJIb30BATh COOTBETCTBYIOIIYIO T'PAIyHPOBOUHYTO
3aBUCHMOCTH (CM. pHuC. 2, 6).
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Puc. 1. T'pagyuposounsie sasucumoctu mis onpenesnenus Co, Cr, Mn, Ti, V, B, Ca, Na, mocTpoesHbIe ¢ HCIIOIb30BAHUEM CTAH-

JAPTHBIX 00PAa3IIOB II0YB, TOPHBIX IOPOJ, PACTEHUN

Fig. 1. Calibration curves for the determination of Co, Cr, Mn, Ti, V, B, Ca, and Na plotted using reference materials of soils,

rocks, plants
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TI0YB, TOPHBIX IOPOT, (@) ¥ 301 pacTeHu (6)

Fig. 2. Calibration curves for the determination of Al, Ba, and Sr, plotted using reference materials of soils, rocks (a) and

plant ash (b)

Mempoanozuueckue xapaxmepucmuru. Merpo-
JIOTHYECKHEe XapaKTepPHUCTUKN METOAUKHU yCTaHaBIIH-
panu, aHamusupyd ['CO ropHbIX mIOpoOx, IOYB U
30JIbI PACTEHHUH, KOTOPbIE He HUCIIOIb30BaIN AJIA II0-
CTPOEHHUSA TPALYHPOBYHBIX 3aBHCHMOCTEH. SHAYH-
MOCTh IIOTPEIIHOCTH aHAJIHW3a OLEHWBAJINA C IIOMO-
mbio kpurepua Creiogenta (i-kpurepusd). Pesynbra-
ThI AHAIN3A YW OlEHKA 3HAYUMOCTH IIOTPEIIHOCTH
ompeie/leHni IOKAa3aHbl B Ta0I. 4.

Tabaura 4 1eMOHCTPHUPYET XOPOIILYI0 BOCIIPOH3-
BOJIMMOCTH OIIpeleJIeHUN W OTCYyTCTBHE 3HAYUMOU

CHCTEeMATHYECKOHW IIOrPeIHOCTH: S, Kojebiercs B
nutepBane 0,07 - 0,15, a pacueTHoe 3HaUYeHHe I-
KpHUTEpHUs IJI BCEX 3JIEMEHTOB MEHBIIE TA0JIHIHOTO.
BasoBasa meronuka arrecTtoBaHa KaK «KOJIHIECTBEH-
Hadg» TpeThed Kareropuu. [[1a Hee moKaszaresb
BHYTPHUJIA00PATOPHON MPEIU3UOHHOCTH (YIUTHI-
BAMOIIUH BPEMEHHYIO IIOTPEIHOCTh OIIPeaesIeHM’I)
Haxoaurcs B uaTepBase 11 — 20 %. Taxkum obpasom,
B IIpejjiaraeMoO¥ MeTOAWKe UMeIOIIuNca «3amac»
IUIS BEJIMYUHBEI S, IIO3BOJISET IIPOBOIUTH MACCOBBIN
aHaINu3 Ha KOJIWMYECTBEHHOM YPOBHE.
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Ta6auuma 4. Pesynbprars! onpenereHus MUKPO- U MAKPOJIEMEHTOB B cTaHAAPTHBIX obpasmax meromom AIC c¢ JIITII, mr/kr
(n =10,P = 0,95, ¢, = 2,26)

Table 4. Results of the determination of micro- and macroelements in standard samples by TJP AES, mg/kg (n = 10, P =
= 0.95, t;516 = 2.26)

Tabx

Dnewenr CIIIC-1 CUT-3 CCK-2 CIXM-1 CI-1A TB BM  CBMII-01 CBMT-01 JIB-1 S, % e
Ba 310 500 500 470 19 780 250 2925 586 3194 8,0 2,24
360 577 441 415 16,5 811 238 242 615 3172
Be 1,1 24 8,0 2,0 10 4,1 1,3 0,46 0,55 (0,69) 10 1,91
0,8 33 6,2 2,5 12 4,8 1,5 0,54 0,62 0,74
Cu 9,0 270 120 48 31 49 43 277 28 101 8,0 1,18
5,7 255 129 42 32,3 43 41,7 267 31 111
Co 2,0 130 57 14 1,4 14 36 3,47 0,73 11 10 2,21
2,4 141 51 11 1,7 14,5 33,2 4,40 0,55 12
Cr 100 83 84 66 12 82 121 18 9,8 60 9,4 0,97
112 78 77 58 13 75 128 15,7 11 59
Ga 5,0 11 13 12 40 25 16 H/1 H/1 6,7 9,8 1,25
6,3 8,8 15 9,3 43,3 27,7 14,8 6,0
La 10 36 29 32 32 61 9,0 H/n 22 11,4 11 1,59
11,3 30 33 29 37,7 55 10,3 17,5 12,7
Mo 1,5 11 6,0 (15) 1,0 @) 1/a 16 35 (2,27) 7,6 2,17
2,0 9 9,3 11 0,85 3 17 33,5 3,3
B 30 56 63 (90) 10 90 u/n 69 58,6 (694) 7 0,87
25 61 57 100 8,8 102 77 54,8 715
Ni 10 300 130 33 11 40 57 41 8,5 81 8,6 1,93
11 312 135 38 78 43 52 37 10 77
Pb 8,0 260 100 16 230 8,0 13 11 16 51 9,8 1,09
7,4 301 93 20 241 10 10,4 10 14,8 47
Sc 2,6 11 14 9,0 5 16 34 H/A H/n 4,2 11 1,83
3,3 9,3 15 8,1 6,2 18 36,5 4,5
Sn 1,9 60 20 3,7 11 6,0 2,0 1,85 1,8 (2,64) 12 2,26
2,2 55 26 4,3 13 75 2,5 2,20 1,7 3,33
Sr 69 110 310 300 20 160 220 127 305 1000 11 0,85
74 137 347 344 16,8 163 231 115 332 935
\% 14 72 90 90 5 107 190 6,36 4,9 29 7,7 1,12
16,3 79 98 107 5,7 101 211 5,21 4,4 35
Y 13 31 26 23 62 39 27 /L /1 9,58 10 2,23
10 27 34 17 56 42 31 9,33
Yb 1,5 4,1 3,3 2,5 12 3,3 3,0 H/n H/1 1,03 10 2,05
1,1 5,0 3,8 3,0 15 4,0 2,4 1,11
Zn 10 460 170 50 270 94 120 1792 415 1306 10 1,22
12,3 501 164 41 301 101 114 1880 433 1278
Zr 350 470 190 140 690 180 100 17 18 76 8,8 2,27
290 495 184 153 655 173 95 22 23 87
Mn 85 612 689 565 1549 403 1084 2370 1318 12917 10 0,77
91 587 715 601 1633 372 1143 2305 1287 13901
Ti 1739 4436 3837 3777 432 5575 6834 75 122 819 44 1,18
1785 4256 4017 3500 377 5471 7011 68 150 759
Fe* 0,69 2,43 3,20 3,22 1,09 4,82 6,77 0,51 0,24 1,01 4,0 0,93
0,73 2,49 3,15 3,14 1,00 4,77 7,00 0,52 0,23 0,91
p* 0,16 0,079 0,074 0,070 0057 0042 0,046 20,8 4,20 2,14 6,7 2,22
0,17 0,086 0,079 0066 0,071 0035 0,043 21,1 4,15 2,05
Mg* 0,078 0,57 1,80 3,51 0,030 1,16 4,50 8,09 4,03 6,11 12 1,49
0,082 0,59 1,75 3,44 0,022 1,11 4,58 744 3,88 6,57
Al 0,18 5,19 6,07 6,14 7,32 10,92 8,59 0,13 0,18 1,15 15 2,15
0,17 5,12 6,17 6,02 7,21 10,77 8,41 0,11 0,20 1,00
Si* 42,6 33,4 24,6 21,3 34,29 2815 23,10 1,21 1,95 (6,40) 14 2,25
43 33,8 24,3 21,5 3420 28,00 2331 1,13 1,81 7,55
Na* 0,38 0,6 1,22 0,65 4,05 0,98 3,45 0,38 1,32 0,25 11 2,22
0,40 0,57 1,14 0,69 3,89 0,93 3,33 0,42 1,27 0,21
K* 1,02 2,00 1,74 2,46 3,44 3,21 <20 24,28 29,2 9,86 15 1,88
0,98 1,95 1,80 2,55 3,23 3,28 23,79 28,5 9,22
Ca* 0,19 1,14 8,20 5,04 0,10 0,23 4,62 3,06 10,7 22,2 11 2,21
0,17 1,18 8,01 4,90 0,085 0,17 4,55 2,88 10,2 23,5

IIpumeuanwue. [[1a KaKIOro 9JeMEeHTa BepXHee 3HAYEHHNE — aTTECTOBAHHOE CO/IePIKAHNe, HIDKHEee 3HAYeHne — COJepiKa-
HUe, IOoIyIeHHOe TaHHbIM MeToxoM. IIpuBenens! yepenuennasie suadenns S, miusa Beex ananusupyemsrx CO. Copepsxanus sire-
meHnToB, ormeuenHbIx * (Fe, B Mg, Al, Si, Na, K, Ca), npuseznenst B %.
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Cirenyer ormeruTs, uro Metox ADC ¢ JIJIII yxe
6ostee 20 mer (a B MOIEPHU3UPOBAHHOM BHIe — 00-
siee 7 JIeT) yCIIeIIHO HUCIIOIb3yeTCs AJIS IPOBENeHMs
Pa3sHOOOPA3HBIX HKOJIOT0-arPOXUMHUYECKUX HCCIE0-
Bamwmii [14, 15].

3axJaroueHue

Tarkum 06paszoM, MpeIokKeHa SKCIPecCHas YHH-
BepcaibHAs METOIUKA aHa/lW3a II0YB, II0YBOOOpa-
3YIOIIUX IIOPOJl, TOPHBIX IOPOJ] W 30JIbI PACTEHUH
merogom AIC ¢ NI u MASC. Meroguka 1mo3Bo-
JISeT C BBICOKOM TOYHOCTHIO (ITOATBEP:KIEHHON aHa-
JIN30M TOCYHAPCTBEHHBIX CTAHIAPTHBLIX 00pPA3IOB)
OJTHOBPEMEHHO OIPEIENITh B 03HAYEHHBIX 00BEKTaxX
BaJIOBOE cofiep:kanue 23 MUKPOIpUMecel 1 Bce MakK-
poanementsr (Mg, Al, Si, Na, K, Ca) 6e3 xumuue-
CKOH ITPO6OIIOATOTOBKH.

IlocrosiHHbIE TIpagyHpPOBOYHBIE 3aBHCHMOCTH
IIJIST OTIPEJIEIEHUs BCeX DIIEMEHTOB ObLIN ITOCTPOEHBI
C HCIIOJb30BAHUEM eIMHBIX 00Pa3I0oB CPABHEHUI —
MIPUPOAHBIX CTAHIAPTHBIX 00Pa3I[0B PasHO0OPA3HO-
ro cocraBa U rexesuca. Koppekiumo rpamyupoBod-
HOM 3aBUCHUMOCTHU IIPOBOJAT JJIA KaXKJIOM TapTUH
aHATU3UPyeMbIX mpob ¢ ucmonab3oBanuem 2 — 3 CO.
IlocTpoenue HOBOM TpaAyHpPOBOYHOM 3aBHCHMOCTH
HEeOoOXO0IuMO IPH JI0bIX H3MEHEHHUAX YCIOBHUH pe-
TUCTPAIUHN CIIEKTPOB WJIM TPU MPOBEICHUHN TPOQH-
JIAKTHUYECKOW 00paboTKM IUIa3MEeHHOUM YCTAaHOBKHU
(4MCTKA TOPENIOK IIa3MOTPOHA, 3aMeHa PEe3HHOBBIX
MPOKJIAIOK, PEMOHT PACIBLINTES TOPOIIKOB H 1Ip.),
a Tak:Ke Iocjae PEMOHTA IIOMEIleH!s, TepeMeeHu
mpubopa M OTPHUIATENBHBIX JAHHBIX KOHTPOJI CTa-
OMJIBHOCTH TPALyHUPOBOYHON XapaKTePUCTHKH.
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PA3PABOTKA METOMKH AHAJIN3A TOIIJIMBHOM KOMIIO3HUIINU
HA OCHOBE ®TOPHJIOB JINTUA U BEPUJIJINA METOIOM
IYTOBOM ATOMHO-SMHUCCHOHHOM CIIEKTPOMETPUH

© Maprapura AgamoBHa /lomopoBckaa®, [Imurpuii I'eoprueBuu JIncueHko,
JImana UiasHypoBHa Bekmancyposa

Ypanbckuii (pepepanbubiii yauBepcurer uMmenu nepsoro Ilpesupenra Poccun B. H. Ensumna, Poceus, 620002, r. Exarepun-
Oypr, yi. Mupa, 1. 19; *e-mail: margodomb@yandex.ru, lis-dg@yandex.ru

Cmamws nocmynuaa 9 okmsabps 2021 2. ITocmynuaa nocae dopabomru 13 nosbps 2021 ..
Ipunsma k nybaukayuu 24 noséps 2021 2.

IIpennosxena u ompo6oOBaHA ATOMHO-3MICCHOHHAA METOAVKA aHATIH3a TOIIMBHOM COJIH, COLEp-
JKaIled ypaH, ¥ TeIIOHOCUTEI Ha OCHOBe (PTOPH/O0B JuTHs u 6eprinusd. I1pu paspaborke mero-
IVIKY YYTEeHbI YCIOBUS HCIIOIb3yEMbIX Ha IpequpuaTuax «PocaToma» MeTonuk aHammusa oxcuaa
Gepustus U KapboHaTa auTHda. OTMedeHa CII0KHOCTh CTPYKTYPBI [yTOBOTO CIEKTPA MATPHUIIBL.
MertomoM peHTreHO()A30BOr0 AHAIKM3A OCTATKOB P00 B 9JIEKTPOJaX YCTAHOBIEHO, YTO UCTOYHU-
KOM MOJIEKYJISIPHBIX II0JI0C B CIIEKTPax saBisiercs (rropbepuiar nutus. [ogobpans anamuTrde-
cxue muauu Al, B, Ca, Cd, Cr, Cu, Fe, Mg, Ni, Pb, Si u Zn, cBo60/iHbIe 0T HATIOMKEHUA MOJIEKYIAP-
HBIX TI0JIOC ¥ JINHUI ypaHa. MeTooM IIaHUPOBAHUS 9KCTPEMABHBIX 9KCIIEPUMEHTOB HANIEHbI
OIITHMAJIBHBIE YCIOBUSA JYTOBOTO BO30YKIEHHUS CIIEKTPOB IIP06 — BH U CHJIA TOKA paspsaza (ie-
pemenHbIit TOK 12 A), Bpems skcrosuriuu (20 c), dopma smexrpona («poMKa») U Macca HaBeCKH
matepuana (30 mr). [IpuBeneHs! 1 peanH3oBaHbl PEKOMEHIAINH 110 IIPUTOTOBIEHHUIO 06PasIioB
CPaBHEHUs Ui MOCTPOEHMs IPALyHUPOBOYHBIX 3aBUCHMOCTEH C WCIIOIL30BAHMEM B KA4YECTBE
MATPUYIHOTO MaTepUAsia YUCTOr0 (PropbepriiiaTa JIUTHA TIPU BBEJEHUN KOHTPOJIUPYEMbIX 3JIe-
MEHTOB B BHJIe CTAHAAPTHBIX 00PasIloB cocTaBa rpadura (rpapuToBOro KOLIEKTOPa MUKPOIIPH-
Meceil) yTBEPKIEHHBIX TUIOB. ['paqyrpoBOYHbIE TPA(UKN B JTOTapU(pMIIECKUX KOOPIHUHATAX
JIMHEUHBI C YIIIOBBIMY Koapdunmentamu, onuskrvu K 1. IIpu ananmse peanbHbIX mpob oleHe-
HBI METPOJIOTHYECKHE XaPAKTEPUCTHKN METOAUKU: I0OBTOPAEMOCTD, IIPOMEKYTOIHAA IIPEIIU3H-
OHHOCTH PE3YJIbTATOB ¥ IIPEeNIbl O0HAPYKEHHUS SIEMEHTOB.

KiroueBsnie ciIoBa: aTOMHO-3MUCCHOHHBINA CIIEKTPAIBHBIA aHAINU3 C AYTOBBIM BO30YKIECHUEM
CIIeKTPa; paciuiaB hTOPUIOB JINTHS U OepuiLIns;, ypaH; (propbepruiar autus (iiaiid); meTpoiro-
TUYECKHE XapAKTEPUCTUKNA METOTUKH.

DEVELOPMENT OF A METHODOLOGY

FOR THE ANALYSIS OF A FUEL COMPOSITION
BASED ON LITHIUM AND BERYLLIUM FLUORIDES
BY ATOMIC EMISSION ARC SPECTROMETRY
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An atomic emission technique for the analysis of a fuel salt containing uranium and a coolant based on
lithium and beryllium fluorides has been developed and tested. When developing the technique, the condi-
tions accepted at Rosatom enterprises for the analysis of beryllium oxide and lithium carbonate were
taken into account. The complexity of the structure of the arc spectrum of the matrix is noted. X-ray phase
analysis of the sample residues in the electrodes revealed that the source of molecular bands in the spectra
is lithium fluoroberillate. The analytical lines of Al, B, Ca, Cd, Cr, Cu, Fe, Mg, Ni, Pb, Si and Zn, free from
overlap with the lines of the molecular spectrum and uranium were selected. A method of extreme experi-
ment design is used to select optimal conditions for the arc excitation of the sample: the type and strength
of the discharge current (alternating current 12 A), exposure time (20 sec), the shape of the electrode
(“glass”) and the mass of the material (30 mg). Recommendations are given and implemented for the pre-
paring samples for calibration using pure lithium fluoroberillate as a matrix material when introducing
controlled elements in the form of certified reference materials of graphite (graphite collector of trace im-
purities). Calibration graphs in logarithmic coordinates are linear with angular coefficients close to unity.
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The metrological characteristics of the technique are evaluated in analysis of real samples: the repeatabil-
ity, intermediate precision of the results and the limits of the element detection.

Keywords: atomic emission arc spectrometry; lithium and beryllium fluoride melt; uranium; lithium
fluoroberillate (flibe); metrological characteristics of the technique.

BBenenune

B macrosiee BpeMs aKTyaabHOHU SBIAETCS pas-
paboTKa TEXHOJOTMH MOBTOPHOTO WCIIOJIb30BAHUS
OTXOJIOB S/IEPHOY DHEPTeTUKU. BHeIpeHue 3aMKHY-
TOr0 TOILIMBHOIO ITMKJIA JJIS KUIKOCOJIEBBIX Peak-
TOPOB [ACT BO3MOKHOCTH 3HAUHUTENHHO COKPATUTH
00BeMbl 0TpaboTaHHOTO smepHoro Tormsa [1 — 3].
Ha ,I[aHHI:IfI MOMEHT II€PCIIEKTHBHBIM BapHaHTOM
peau3aiiy STOro HAMpPAaBJIeHUs SBJISETCS PACTBO-
peHMte ypaHa, IIIyTOHUA U IIPOAYKTOB UX JeIeHUA B
paciiaBe (ropumoB autusa u Oepurusa (FLiBe).
FLiBe umeer mBoiiHOe HazHAdYeHWe: YHUCTBIA pac-
IUIAB SBJISIETCS TEIIOHOCUTEJIEM, PACTBOPEHHBIE B
pacmiaBe TeTpadTOPUALI YPAHA/ LIy TOHUSA SABJISIOT-
ca ToruBoM peakropa [4]. Obecrieuenre HeoOX0IH-
MBIX TEXHOJIOTHYECKHUX H OKCIIyaTallMOHHBbIX Xa-
PAKTEPHUCTUK CMeCH TPebyeT KOHTPOJIA COMePIKAHUS
MIPUMECHBIX 3JIEMEHTOB B O000MX MOTU(PUKAIUAAX

FLiBe (daaiiba).

Marepuaasl 1 METOABI MCCJIETOBAHUA

CocraB pacmiaBa M0 OCHOBHBIM KOMIIOHEHTAM
mmpefncTaBiafeT dBTeKTHUecKylo cMmech LiF — BeFy c
MOJAPHOU mojed conert 73 u 27 % cOOTBETCTBEHHO.
Kourponupyembimu mpumecsamu spasgiores Al, B,
Ca, Cd, Cr, Cu, Fe, Mg, Ni, Pb, Si u Zn, ux makcu-
MaJIbHO JIOIIyCTUMbIE KOHI[EHTPAIIMH COCTABJISAIOT OT
5 (nnsa B) mo 150 ppm (g1 Al). Ananus marepuana
HanboIee YaCTO BBIMOJIHAIOT METOJOM MAacC-CIIeK-
TPOMETPHUH C WHIYKTUBHO-CBI3AHHOM IIJIA3MOM, Jia-
O6opaTopHy0 IIPOOYy IIPEeIBAPUTENIHLHO PACTBOPSIIOT
[5]. IIpu 5TOM BO3MOIKHBI IOTEPU AHAIUTOB B BHUJE
tpynuopactBopumbix (Pb, Ca) mau meryuux coemqu-
menwuii (B, Si), a Takike BHeCeHHe TPYIHO KOHTPOJIH-
PYEMBIX 3aTPA3HEHUH U3 PACTBOPUTENIEH U IOCY/IbI.
Kpowme toro, pacreopenne diaiitba, 0cobeHHO ¢ ypa-
HOM, XapakTepusyeTcsd O6OJBbIION IUTEIbHOCTHIO.
IlosTomMy mpemcTaBisiio HHTEPEC PACCMOTPETHh BO3-
MOKHOCTh HEIIOCPEJCTBEHHOTO aHAa/IM3a MaTepua-
JI0B 6e3 KaKuX-Tu60 JOTMOJIHUTEIbHBIX XUMUIECKUX
oreparuii ¥ BIOPATh YCIOBHUSI €T0 IPOBEIEHMUS.

Takoii aHamM3 MOKHO BBIIIOJIHUTH METOIOM
aTOMHO-3MHUCCHOHHON CIEKTPOMETPUM C IyTOBBIM
Bo30y:xmenuem crexkrpa (I AJC), M03BOIAIOIINM OII-
penensaTb OONBINIOe YHUCIO MPUMECHBIX 3JIEMEHTOB
0e3 IpeaBapPUTEIbHOM JTUTENbHOM IMOATOTOBKHU Ma-
Tepuaina [6, c. 164 — 165]. [lannasa pabora mocssiie-
Ha pa3paboTKe METOIUKN aHAIN3a TOILIMBHOHN COJIH,
comep:xameit propuyn ypaua (UF, ¢ maccoBoii momei
OKO0JIO 5 %), ¥ TEIJIOHOCUTE I HA OCHOBE paciuiaBa
LiF - BeF, metomom JTASC.

Ha mnpegmpuarusx «Pocaroma» wucmonssyoT
aTTeCTOBAHHBIE CIEKTPATbHBIE METOTUKM aHAIW3a
OepU/IIHA TIOCIe TEePEBO/ia B OKCHUI M PasINIHBIX
COEMHEHWM JIMTHUA TIOCe TiepeBoja B KapboHar,
KOTOpPBIE ¥ ObLIN WCIOJIb30BAHBI JJII PA3pabOTKH U
omupoboBauus merona ananmusa FLiBe. Obe 6azoBbrie
METOMHUKN OCHOBAHBI HA (PPAKIIMOHHOM IIOCTYILIE-
HUYW aHAJIUTOB B JYry HPH WCIIAPEHWH HPOOBI W3
KpaTtepa rpadgutoBoro snekrpona. lms BosOy:xme-
HUS U PETHUCTPAIlUM CIEKTPOB, 4 TaKKe 06paboTKu
pe3yabTaToOB H3MEPEHUH HCIOIb30BATH KOMILIEKC
CIEKTPaILHOTO 060PYI0BAHMS, BKIOUAIOIIHI CIIeK-
Tpomerp cpenueit maucunepcuu PGS-2 (Carl Zeiss
Industrielle Messtechnik GmbH, I'epmanust) ¢ muo-
TOKAaHAJIBbHBIM TBEPAOTEIbHBIM aeTekTopoMm MASC
(OO0 «BME-Omnrosnexrponuka», r. HoBocubupck)
[7] u cpeHEYACTOTHBIM TYyTOBBIM reHepaTopoM «Be-
sysuit» (OO0 «BMK-Onrosmexrporura», r. HoBo-
CcuOMPCK).

IIpu perucrpanuu crekTpoB (aaiiba u daiiba
¢ TeTpadTOpHUIOM ypaHa OTMEUYEHO HATWYNE WHTEH-
CHUBHBIX MOJIEKYJIAPHBIX ITOJIOC B 06actu oT 282 10
330 HM u 60BIIOrO YHCIA CaabbIX JUHHUN ypaHa.
Il BBISICHEHWS TPHUPOABI MOJEKY/SPHBIX TIOJIOC
MPOBENIN PEHTTeHO(a30BIN aHAIN3 0CTATKA MPOObI
B TpaduTOBOM B3JEKTPOME C HCIOJIb30BAHUEM JIH-
dpaxromepa URD 6 (Bruker AXS GmbH, I'ep-
manusa) (CuKa, A = 1,5418 A). Yeranosnero, uto B
2JIEKTPOJle HA Bosayxe (oiaiid pasjaraercs ¢ obpa-
30BAHHEM OKcHaa Oepwyiud W (PTOPUIA JIUTHI.
W3 cpaBHEHUSA CITIEKTPOB MCXOMHOTO U 00pasyOIIHNX-
ca coemmueHud (puc. 1) ciemyer, YTO MCTOYHHKOM
Ha0JI0IaeMbIX TOJIOC ABJAETCI (PTOPOEPHUIAT JIH-
THS.

Ilpu paspaboTke MeTOOUKKM HEOOXOZHUMO BBI-
Oparb JUHUY aHAJIWTOB, He MOMAIaIoIie B 06J1aCTh
MOJIEKYJIAPHBIX ITOJIOC ¥ CBOGOJHBIE OT HAIOKEHUH
JIVHUH JAPYTUX aHAIWTOB M ypaHa. AHAIUTHYECKHe
JIVHUHN JOJLKHBI 007a7aTh BBICOKOH KOHIIEHTPAIU-
OHHOU YyBCTBHUTEIbHOCTHIO, WX WHTEHCUBHOCTD
IO/KHA OBITH IOCTATOYHOMW MM HAMEKHOM pPeru-
crpamuu gerekropom. Ha ocHoBanum sTux Tpebosa-
HUM I aHAJIN3a PEKOMEHIOBAHbI aHATUTUIECKUE
JIVHWY 3JIEMEeHTOB, TIpuBeneHubie B Tabi. 1. Creru-
QIbHBIE SKCIIEPUMEHTHI TMOKA3aJH, YTO BIHUSIHUE
ypaHa B HCCIEIOBAHHOM [AMAIA30HE COIEPKAHUI
(mo 5 %) Ha curHaNBI AHATUTOB HE3HAYUMO.

Jna nsygenus BIuUAHUA (POPMBI DIEKTPOAA HA
yCIIOBUA WCIapeHusa NpoObl CPABHUBAIH TPHU BHUAA
SJIEKTPOJOB (pHC. 2): «pIOMKaA», IIIUPOKUH KpaTep U
Y3KUH KpaTep.
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Fig. 1. Emission spectra of FLiBe, BeO, and LiF
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Fig. 2. The shape and dimensions of the electrodes: a —
“shot glass”; b — wide crater; ¢ — narrow crater

JluaamMuKy wucrmapeHHs NTPOObBI W H3MEHEeHHe
TeMIIepaTypbl BJIEKTPOAA OIEHWBAIHN MO0 KPUBBIM
BBITOpaHusa (puc. 3) IpU PETUCTPAIMU B PEKUME

Taéauma 1. AnanuTryecKne IMHAHA SJI€MEHTOB
Table 1. Analytical lines of the elements

Anamut A, HM Anamut A, HM
All 236,7 Cul 327,4
BI 249.8 Till 334,9

Fe Il 259,9 CrlI 283,6

Sil 251,4 CdI 228,8
Mn IT 257,6 Call 315,9
Mg II 280,3 Znl1 330,3

BpeMeHHOI Pa3BepPTKH CIEKTPa, KOTOPBIH obeciieun-
Baer 11O «Atom» [8]. Ils1s1 3/1€KTPOIOB C IIHPOKKUM
KparepoM BpeMs HCHAPEeHHUs IIPOOBI OKA3hIBAETCS
6osbIlie, a cyMMapHasd HHTEHCHBHOCTh JIUHUH MEHbB-
e wm3-3a 6ojlee MeNJIEHHOrO pasorpesa paboueit
yacTu 9IeKTpoaa. s «pioMKn» OTBOJ TeImia B TeIO
9JIEKTPO/ia 3aTPyAHEH M3-3a TOHKOU «IIeHKH», 4TO
obecrieunBaeT MOCTEIIEHHBIN IIPOTPEB pabouel dac-
TH 3JIEKTPOJIA 10 BHICOKON TeMIepaTyphl, CIrocooCT-
BYIOIIEH ITOJTHOMY HCIAPEHUI0 aHATUTOB. JJIEKTPO-
IIbI C Y3KHM KpaTepoM PasorpeBarTcs OYeHb ObICT-
po, u Tpo0y BHIOMBaET PA3PAIOM.

W3 kpusbix Beiropauns mia Al, Fe u Si Bugno,
YTO BJIEKTPO] B (hopMe «PIOMKH» HATPEBAETCA 0
MakcuMaJbHOU Temiepatypsbl 3a 10 — 15 ¢. [laa oc-
TaJdbHBIX omnpenensembrx siaementoB (Ca, Cd, Cr,
Cu, Mg, Mn, Ti u Zn) xapakTep HOCTYIJIEHUS B
IUIa3My pas3paja aHAJOTWYEH, YTO II03BOJIAET IJIA
BCEX QHAIWUTOB YMEHBIIUTHb BPeMs IKCIO3UIIUH [0
20 c. Uckmrouenne cocrasiser 60p, KOTOPBIH BBITO-
paer oueHb OBICTPO C MAKCHMYMOM CHUTHAJIA OKOJIO
7 ¢, I03TOMY JJIA HETrO IPU PETUCTPAIUH CIEKTPOB
MAOSC BpeMsi HAKOIJIEHWS MOKHO YMEHBIIHTDH [0
12 c [8].

OnrumanbHbIe YCIOBHS aHAIN3a HAXOIUIN Me-
TOOM Ha OCHOBE TIOJHOTO (DAKTOPHOTO HKCIIEPUMEH-
ta 23, B kauectse pakTOPOB BHIGPAHLI poj, TOKA (11e-
PEMEHHBIH WIN IOCTOSHHBIN), cuna Toka (12 u
18 A) u macca HaBecku PoOBI B KpaTepe «PIOMKH»
(10 u 30 mr). ITapamerpsl ONTUMU3AIIAN — HUHTEH-
CHUBHOCTH JIUHUHA QHAIWTOB, KOTOPAsA MOJIKHA OBITH
MAaKCUMAIbHOH, ¥ WHTEHCHBHOCTH MOJEKYJIIPHBIX
I0JIOC, KOTOPYIO CliefyeT MUHUMHU3UPOBaTh. HTEH-
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CHBHOCTh MOJIEKYJISAPHBIX II0JI0C KOHTPOJIHPOBAIH
B 30He MakcuManbHOU mHTeHcuBHOCTH (300,9 HM),
B KOTOPOM OTCYTCTBOBAIM JIMHUU OIPEIeIIeMBbIX
aJeMeHTOB. J[JIA KaMKIOro OIbITA BBIMOJHHIN IIO
TPHU TapajielbHbIX U3MEPEHUA B CIy4alHOM IIO-
panke. Ilo sHaueHusaM KoapUIIMEHTOB perpeccuu
BBIOPAHBI CJIEAYIOIIHAE YCIOBUA BO30OYIKIEHUI: Iepe-
MEHHBIA TOK cuiaou 12 A mj1a HaBecKu mpoOBI Mac-
coit 30 MT B KpaTepe 3JIeKTPoa «PIOMKa».

Heobxogumo o6cyauTh BOIpOC O TPagyUpPOBKE
CIIEKTPAIIBHOTO KOMILIEKCA, TAK KAk CIerupuie-
CKas U CIIOJKHAs CTPYKTypa CHEKTPaIBHOTO (POHA
IS aHAIMBUPYEMBIX P00 HE M03BOJISET HCIIOIb30-
BaTh B KAYECTBE MATPHIII 00PA3IIOB CPABHEHUS HC-
KYCCTBEHHYIO CMeCh (DTOPHUIOB OEPUILINA U JTUTHUSL.
Kak mokasanu uccienoBanus, BHIXOJ0M U3 9TOH CH-
Tyaruu MOKET OBITh IIPUTOTOBJIEHHE O00pasIoB
CpaBHEHHS METOJIOM J00aBOK HA OCHOBE PeaIbHBIX
obpasmos ¢uaiiba. lgs sToro B KauecTtBe H00ABOK
HCIIOIb30BaMK craHgaprable obpasuer (CO) Ha
OCHOBE IIOPOIIKOBOTO Tpadura MpH CMEIIeHUun
matpuiisl ¢ CO B coornomenunn 9:1. Ilpu ananmuse
B 1po0OnI (p1aitba BBOAMIN COOTBETCTBYIOIIEE KOJIH-
gectBo rpadgura OCY 8-4. Boabmioit BeIGOp craH-
IapTHBIX 00pasloB cocTaBa rpaduTa Wik rpaduTo-
BOTO KOJIJIEKTOpPA MHUKPOIIPUMECEH YTBEPKIEHHBIX
tunoB (I'CO 4519/4523-89, 8487-2003, 10777-2016),
BBINYIIEHHBIX HAIEeH JabopaTopuei, I103BOJISET
TIOJTHOCTHIO OXBATHUTb II€PEYEHb KOHTPOIUPYEMBIX
snemenToB [9, 10]. Ocraroiasica BBICOKOM KOHIIEH-
Tparus (ropbepuiara JUTHSI He Tpebyer IOmoJI-
HHUTEJIbHOTO BBEJEHUA B COCTaB AaHATU3UPYEMBIX
MaTepUaiOB XWMHUYeCKH akTuBHbIX (XADB) wim
crekrpockonuueckux 0ydepos (CB). ®yurxnuu Cbhb
VCIIEIITHO BBIMIOJIHIET JIUTHH, a caM (DIaib ABiIseTcs
aKTHUBHBIM (PTOPUPYIOIIAM areHToOM. B BBIOpaHHBIX
YCIIOBHUSX IJIs BCEX AHAIUTOB II0JIyYEHbI JUHEHHbIE
IPaJyupOBOYHBIE TPAPUKH B JIOTAPHPMUIECKUX KO-
OpAMHATAX C YIIOBBIMHU KOa(pduimenTamu, OJIH3KH-
MH K 1.

Ilo kpurepumio Kaiizepa paccyuTadHbl OTHOCH-
TenbHbIe penensl obuapy:xenusn (Crg, %) Kak KOH-
[IEHTPAINN, OTBeJYaloIie BePXHEeH rPaHuIle CUTHA-
Jla XOJIOCTOTO ombITa, paBHOU 30 [11, c. 309 — 310]
(Tabm. 2). OueHeHBI METPOJOTHYECKHE XapaKTepH-

Ta6muna 2. Merposoruieckre xapaKTepPUCTHKH pa3paboTaHHOM
Table 2. Metrological characteristics of the developed technique
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Puc. 3. Kpusble BbIropaHus 5JI€MEHTOB U3 3JIEKTPOIOB
«pIOMKa» (IIyHKTHUP) U IIUPOKUH Kparep (CIIONUIHAA JIHHUS)

Fig. 3. Change in the intensity of the analytical lines of ele-
ments from the electrodes “shot glass” (dotted line) and
wide crater (solid line)

CTUKYA METOJWKH TpPH aHaJIW3e pPeaJbHBbIX MPo0
FLiBe u FLiBe + UF, B pekoMeHIOBAHHBIX YCJIO-
BuaAx (cM. Tabdum. 2). {1 ycraHoBIeHUA ITOBTOPSIEMO-
CTH BBITIOJTHEHO 5 MapaelbHbIX ONPeAeTeHui I
rasknoi u3 15 npob FLiBe u 15 mpo6 FLiBe + UF,.
Yucno mapaliielbHBIX OIpeJeaeHul, perjiaMeHTH-
pyeMoe B MeTonuke, paBHO 3. [IpomeskyTouHyto mpe-
[MBUOHHOCTh OIIEHUBAJIN, U3MEHAS BPEeMs BBIMOJ-
HEHUA aHaIu3a: pa3Hoe BpeMsd CyTOK U pasHbIE THHU.
AsroputMm 06pabOTKH pesysIbTATOB U3MEPEHHH COo-
oTBeTCTBOBaN peroMengaruaMm [12, ¢. 11 — 14]. ITpn
peatu3oBaHHOM 00BEME SKCIIEPUMEHTa CHUCTEeMATH-
Jeckad J1abopaTopHas COCTABIAIOIAT IOTPEITHOCTH
He BBIABJICHA.

3axarogeHue

Takum ob6paszom, paspaborana MeTOIUKA OIpe-
IeJeHnuA MPUMECHOTO COCTAaBa TOILUIMBHON COJH,
cofiepsKalieil ypaH, M TEIUIOHOCHUTENIR Ha OCHOBE
¢ropunoB nuTHa U 6EPUIIUA METOAOM ATOMHO-
SMHUCCHOHHOM CIEKTPOMETPUHM C BO30YKIeHUEM
CIEKTpa TBEPABIX IP00 B Jyre MOCTOSHHOTO TOKA.

W3 cpaBHeHus 3HAYEHUH OTHOCUTEIBHBIX ITOKA-
3arenell NMPENU3NOHHOCTH pas3pabOTaHHOH U CTaH-

METOIUKU

OTHOCHUTEIBHOE CTaHAapPTHOE OTKJIOHEHHUEe IJId OIIpeae/IeHUa 9JIEMEeHTOB, %

Marepuan IToxazarenn

IIPEeNH3MOHHOCTH Al, Ca B Cu Cr, Fe, Mn, Ti Mg Si Cd, Zn
FLiBe = ORy 18 12 16 13 16 11 23
FLiBe + UF, 0, = Op, 19 13 9 16 16 14 18
Cho, % 310+ 1-10° 3105 3-10+4 1-10¢ 1-10+ 3-10+4
Li,CO4 N 24 — 30 24 30 30 —
BeO 15
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IApTH30BAaHHBIX MeTOmuK (cM. Tabi. 2), a Takxe
pesyabTaTtoB, MPHBENEHHLIX B pabore [6, c. 165],
cJIefyeT WX XOpOIllee COIrVIACOBAHME, UYTO IT03BOJISET
PEKOMEHI0BaTh MPEIJIOKEHHYI0 METOIUKY aHaInu3a
B KauecTBe pabodueil [ OIpeIe/eHHs IIpUMecei

Al

B, Ca, Cd, Cr, Cu, Fe, Mg, Ni, Pb, Si u Zn B

FLiBe, B ToM uncne comep:xaeM ypaH.
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OIIPEJEJEHHUE MUKPOSJIEMEHTOB B KHJIKHUX ITPOBAX
C OPTAHUYECKOH OCHOBOM METO/IOM JIYTOBOU
ATOMHO-5MHUCCHOHHOM CIIEKTPOMETPUHA
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O TEMHUBUPOBAHBI YCIOBHUS IIPOBENECHUA AHAIN3A KUTKUAX P06 CII0CO60M CyXOro OCTaTKa Me-
TOJOM aTOMHO-dMHUCCHOHHOM CIEKTPOMETPHHU C BO30y:KIEHHEeM CIEeKTpa B Iyre II€PeMEHHOTrO
TOKA ¢ UCIoab3oBanueM crekrpomerpa MPC-8, MonepHU3UPOBAHHOTO (DOTOIAUOIHOMN JIMHEHKON
MASC. IlokazaHo, 4T0 ONTUMHU3AIKA TAKKX IIAPAMETPOB, Kak hopMa 3JIeKTpojia, Crocob pacye-
Ta UHTEHCUBHOCTH CIIEKTPAILHON JUHUHU U BpeMs 6a30BOM SKCIIO3UITAHN, IIPUBOAUT K PaCIIHpe-
HIIO paboJyero [uamnasoHa rpaayupoBoYHbIX rpadukoB. [lapamerps! ayroBoii miasMel (Temiepa-
Typa ¥ KOHIIEHTPAITUS 3JIEKTPOHOB) AHAJIOTUYHBI IIPHU BO30Y:KIEHHUH CIEKTPOB CyXHMX OCTATKOB
BOJHBIX PACTBOPOB, CIIIOHBI, CLIBOPOTKK KPOBH M CyXOT0 BHHA. JTO /I€JIAET BO3MOKHBIM IPAMOE
(6e3 MuHEpaIM3aIUH) OIIpee/IeHre MUKPOIJIEMEHTOB B JAHHBIX Mp00ax ¢ IpeaeiaMu 00Hapy-
JKeHMs Ha ypoBHe MKT/J1. [Ipu HaHeceHuH HA 3IeKTPOJ MPOOhI PACTUTEILHOTO MAC/IA, OHO, BEPO-
SITHO, BIIUTHIBAETCS BIVIyOb M HE IOCTYIIAET IIOJHOCTBIO B MYTOBYIO IIA3MY, M3-38 YEr0 IPIMOM
aHaM3 HeBO3MOKeH. TeM He MeHee OIpefiesieHHe MUKPO3JIEMEHTOB CIIOCOO0M CYyXOr0 OCTaTKa
BO3MOKHO B MAC/IaX II0C/IE KUCIOTHOTO PA3JIOKEHHUS IIPOOKI.

KaroueBsbIe cIo0Ba: aTOMHO-3MHUCCHOHHAS CIEKTPOMEeTpPHs; KyroBoi paspsm, MAIC; 6asosas
OKCIIO3HUIINST; TBEPIOTEIBHBIN TeTEKTOP; GHOIOTHUECKUE KUTKOCTH.

DETERMINATION OF TRACE ELEMENTS IN LIQUID SAMPLES
WITH ORGANIC MATRIX BY ARC ATOMIC EMISSION SPECTROMETRY
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Conditions for the analysis of liquid samples on a MFS-8 spectrometer upgraded with a MAES photodiode
array by arc atomic emission spectrometry with dry residue technique are specified. It is shown that opti-
mization of the electrode shape along with the method of calculating the intensity of the spectral line and
time of the base exposure leads to the expansion of the operating range of calibration curves. The arc
plasma parameters (temperature and electron density) are similar when the spectra of dry residues of
aqueous solutions, saliva, blood serum, and dry wine are excited. This provides direct (without digestion)
determination of trace elements in these samples with the detection limits at a level of pg/liter. When a
sample of vegetable oil is deposited on the electrode, it is likely to be absorbed in depth and does not enter
the arc plasma in full, which makes the direct analysis impossible. Nevertheless, the determination of
trace elements in oils by the dry residue technique is possible after acid digestion of the sample.

Keywords: atomic emission spectrometry; arc discharge; MAES; base exposure time; solid-state detector;
biofluids.



64 «3aBoackasd saboparopusa. [[marnocruka marepuaaos». 2022. Tom 88. Ne 1. U. 1T

a b c d
\IS MM 3 MM M
NJ2 Mm - \ 102 MM
4MMI _L 4MMI
N s
> > > —>
6 MM 6 MM 6 MM 6 MM

Puc. 1. CeueHnss HCIIOIb30BAHHBIX 3JIEKTPOLOB: BEPXHHUH
9JIEKTPOJ — KOHyC (@), HWKHUE: «JIyHKa» (b), «yCce4eHHBIN»
(), «yceuennas myHKEa» (d)

Fig. 1. Cross-sections of the electrodes: cone-shaped upper
electrode (a), bottom electrodes — “hole” (b), “truncated” (c),
“truncated hole” (d)

Beenenue

Omnpenenenue Makpo- ¥ MHKPOIJIEMEHTOB B OHO-
JIOTHYECKUX OOBEKTaxX W MPOAYKTAX IIUTAHUS SB-
JIsgeTcsd BajKHOU 3aJauell COBpPEMEHHOU aHaJIUTU-
YEeCKOHM XWMHUH, A TAKKe MEIHWIIMHBI W KOHTPOJIA
KadecTBa. A perneHus MaHHBIX 3amad Haubosee
[IHPOKO MCIIOIL3YIOT PA3INYHbIE CIIEKTPAIbHbBIE Me-
TOJbI, BKJIIOYAs aTOMHO-3MHCCHOHHYIO CIIEKTPOMET-
PHIO U MACC-CIIEKTPOMETPHIO C MHIYKTHBHO-CBI3aH-
HOI IIJIA3MOI, aTOMHO-a0COPOIIHOHHYO CIIEKTPOMET-
PHIO ¢ aTOMHU3AIIKEH B IJIAMEHH U 3JIeKTPOTepMude-
ckoi aromusanmen [1, 2]. OnHAaKo TaHHBIM MeTOIaAM
CBOMCTBEHHbBI MATPUYHbIE BIUSIHUSI, U3-3a Y€ro Ipo-
OOIIOATOTOBKA 3a4acTyi0 SBISAETCI HEeOOXOIHUMOLI.
st aroro mpoby IOABepramT KHUCIOTHOM MHHEpa-
JM3AIAM C HATPeBAHUEM HA SJIEKTPOILINTE WK B
MHUKPOBOJHOBOH meun [3 — 7]. XoTa B 9TOM ciaydae
yIaeTcs MOJHOCTHIO PA3PYIIUTh OPTAHUIECKYI0 MaT-
PHIly, JaHHBINA 9TAN HE TOJIBKO yBEINYNBAET BPEMS
U TPYIOEMKOCTD aHaI1u3a, HO MOYKET IIPUBECTH K He-
KOHTPOJIUPYEMBIM OIIHOKaM 13-3a I0T€Ph aHAIUTOB
WM BHECEHUS IpuMeceil. AlTbTepHATUBHBIHN ITOIX0]
3aKII0YaeTCa B IIPEeIBAPUTENIHLHOM pPas3baBIeHUN
pober [8 — 13]. Ero mecoMHEHHBIM JOCTOMHCTBOM
SIBJISETCSA IIPOCTOTA IPOOOIIOATOTOBKH, OMHAKO 3HA-
YUTEeIbHOE pPa3baBieHHe HPHUBOIUT K YXYAIIEHUIO
rpenesnoB obHapy:KeHus. Kpome Toro, B cirydae ama-
JIM3a CJIIOHBI Ilepen pasbaBieHHeM IPoOblI IIEHTPH-
(yrupyror, 4TO IPUBOIUT K HUCKAKEHUIO Pe3yJIbTa-
TOB II0 CPABHEHWI0 C aHAIH30M IIeIbLHON CJIIOHBI
[14, 15].

AIbTEepHATHBON YyKa3aHHBIM METOLAM MOKET
CILY3KHUTH IyroBas AaTOMHO-dMHUCCHOHHAS CIIEKTPO-
MEeTpPHs, ITO3BOJAIONIAS AaHAJTU3UPOBATDH KHUIKHE
pobbI crocobom cyxoro ocrarka [16, 17]. Wcmons-
30BAHHE BBICOKOMH(OPMATUBHON CHCTEMBI (POTO-
IUOMHOM PErrucTPAIUU JAeT BO3SMOKHOCTh B 00IIeM
cllyyae yBEIWYHUTb CKOPOCTh IIPOBEIEHWS AaHAIIH-

3a. OnmHAKO B CBA3M C MeHbIIEH IOPOrOBOM UyB-
CTBUTEIHHOCTHIO IIOIYIPOBOJHUKOBOTO JETEKTOpA
II0 CPABHEHHUIO C (POTOIIEKTPOHHBIM YMHOKHUTEIEM
TpebyeTcs HcClenoBaHKe CIIoco0a ITOJIyYeHus U 00-
PaboTKH AHAIUTHYECKOTO CUTHAJIA W IIyTeH yBEJIH-
YeHUs1 WHTEHCHBHOCTU H3JIydeHHs. B sToMm 3akiio-
Yaiach 1eb JaHHOU PaboThl HAPALY C ampobaruen
[peIaraeMoro moaxojia B aHAIN3e pealbHbIX 00b-
€KTOB C OPraHU4IEeCcKOM OCHOBOH.

JKCIIEPHMEHTAIBLHAA 9aCTh

Ilna ompesneneHus KOHIEHTPAITHN SI€MEHTOB
ObLIa WMCIIOIBE30BAHA METOMMKA ATOMHO-3MHUCCHOH-
HOTO CIIEKTPATBLHOTO aHAIN3a MAIbIX 00HEMOB JKU/I-
KHUX TIP0o06 ¢ BO30OYKAEHHEM CIIEKTPa CyXOTO OCTATKA
MpoOBI C TOPIIA YTOMBHOTO JJIEKTPOJA B Iyre Iepe-
mennoro Toka [14]. Ha Topiie smexkTpomoB, u3ro-
TOBJIEHHBIX U3 cTep:xuei kinacca F (Kap6orek, Poc-
CHS1) M IIPEBAPUTEIHHO 000KKEHHBIX, BHITAPUBAIN
20 mrn pacreopa (0,3 %) mommcTuposa B TOJIyOJIe
(ocu, «Bekron», Poccus) mis cosgamusa 3aiuTHON
mwieHKH. Ha moaroroBieHHBIE 3JIEKTPOAbI ITOCTe-
IOBaTeIbHO HAHOCWIM W BbicymmBanu mox HK-
mammod Kammw (mo 10 MEJI Kamaas) MCCIIeayeMbIX
pacTBopoB. 3aTeM AaHAJIOruYHO HaHocwiau 10 MK
pacreopa NaCl (15 r/n), IpUroTOBIEHHOTO C HC-
nob3oBanueM NaCl oca (Merck, 'epmanus) u me-
MOHU3WPOBAHHOM BOALI. CIIEKTPHI PETUCTPUPOBAIN
¢ wucnonb3oBanueMm ycranoBgu M®PC-8 (JIOMO,
Poccust) ¢ mmpuno#t BXOAHOM Iienu crekrporpadga
50 MEM 11 yBEIUYEeHUA WHTEHCUBHOCTH PETUCTPH-
pyembix aunwnit [18]. B kauecTBe meTexTopa HCIIONb-
30BaJIi MHOTOKAHAJIBHBLIA AHATHU3ATOP SMHUCCHOH-
HbIx crekrpoB MASC (BMK-OnrosimekTpoHuka,
Poccus), perucrpupyroniuii 1ud)poBoe usobpaike-
HUEe CIeKTpa B MHTepBase IAuH BOIH 197 — 343 uMm
[19 - 21]. OnexTponuTanue AyroBOrO paspana Ocy-
mectrisiIock ot redeparopa MBC-28 (AOMS3, Poc-
cus) npu cuie Toka 20 A B reuenme 20 c. Konren-
TpAIUU BJIEMEHTOB OIPEAeNsid II0 TPagyHpOBOU-
HBIM TpaguKaM, MOCTPOEHHBIM C HCIOIb30BAHUEM
CTAHJAPTHBIX BOTHBIX PACTBOPOB COJIEH DIEMEHTOB
(Merck, 'epmanus).

O6cy:xnenue pe3yabTaTOB

Hcnonpsyembie yroabHbIE 3IEKTPOABI HAPE3aIn
M3 CTep:KHel U 00pabarThiBaIy ¢ MOMOIIBI0 PUTYP-
HBIX pesroB (¢pes) coorBercrByromux ¢opm. Ilo-
CKOJIBKY (popMa 3IeKTPoJa BIUIET HA CKOPOCTH HC-
MapeHus C HEero CyXOTr0 OCTaTKa MmpoObl, TaHHOE
BIUSHUE OBLIO M3YyYEeHO SKCIIEPUMEHTAILHO. Bepx-
HEMY 3JIEKTPOAy NPUIABATH (POPMY KOHYyCa, TOpIle-
Basdg 4acTh HILKHETO 3JIeKTPO/a, HA KOTOPHIH HAHO-
CHUJIY Kamrio 0poObl, ObUIa PA3IUIHON (POPMBI
(puc. 1). Ha gamxapiii U3 Tpex TUIOB HUKHUX DJICK-
TPOJOB HAHOCUIU ORMHAKOBOE KOJMYIECTBO aHAIU-
3UPYEMOro BOMHOTO PacTBOpa COJIeH BHJIEMEHTOB U
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1.6 M TyHKa

YCEUEeHHBIN

B ycedyeHHas JIyHKa

Cd 228.80 um Mn 260.57 um Pb 283.31 um Cu 324.75 um Zn 213.86 um

Puc. 2. Tucrorpammbl uwHTEHCHBHOCTEH [ CIEKTPaIbHBIX
JIVHUH PAJA 3JIEMEHTOB IIPH BO30OYKIEHHUH CIEKTPOB CYXHUX
OCTaTKOB C TOPIia 3JIEKTPOLOB Pa3HOU (hOPMBI

Fig. 2. Histograms of the intensities I of the spectral lines
of several elements upon excitation of the spectra of dry res-
idues from the end of the electrode of different shape

PEeTHCTPHUPOBATIU CHEKTPHI IPH HUAEHTHUYHBIX YCJIO-
puax. Kak BHAHO W3 TpenCTaBIEHHBIX JaHHBIX
(puc. 2), 11 TUTIOB 3JIEKTPO/IA «yCEUEHHbBIH» U «yCe-
yeHHAs JIYHKa» HabomaoTrca 0ojiee BHICOKHE 3HA-
YeHUsI AHAIUTUYECKOTO CHUTHAJAa, MPUYeM IIpPU HC-
MOTb30BAHUH ITOCJIEJHET0 HAHOCUTh HA HEro KaIliu
mpoOBbI /I TOJAYYEHHUsS CyXOTO OCTATKa HAaMHOTO
ymoouee. IlosroMy 111 aHamm3a WCIIOIb30BAIH
HIKHUH 3JIEKTPO B hOPMe «yCEeIEHHOMH JIyHKH».
BaskubpiM mocToMHCTBOM (DOTOAMOMHON pPeru-
CTpaIlMU CIEeKTpa SBJISETCA BO3MOKHOCTbH aBTOMA-
THYECKOTO ydeTa YPOBHSI CBETOBOrO ITOTOKA (hoHA
O/ CHEKTPAJIbHOW JWHUWEH, T.e. U3MEPEHUS «JuC-
TOH» WHTEHCHUBHOCTH. JTO IIO3BOJAET PACIIMPUTH
IUAaIas3oH JUHEHHOCTH TPamyHpPOBOYHOTO rpadura
B 00J1aCTh MAaJIbIX COIEP:KAHMH W YMEHBIIUTH IIpe-
nmenbl obmapys:kenus [22]. BoimosmHuTh 110m00HYIO
KOPPEKIUI0 CUTHAJIA IIPU PETUCTPAIINU C TIOMOIIBIO
(hbOTO3IEKTPOHHOTO YMHOKHUTENA HEBO3MOMKHO, 4 B
dorocmexTporpadguu s 3TOro TpedyTes mpeod-
pasoBaHUSA W3MEPAEMBbIX ILUIOTHOCTEHM ITOYePHEHUH
CHEKTPaTbHBIX TUHUH U hoHa. POHOBOE H3IyYeHHE
IpH BO30YIKIEHUH CIEKTPOB B IyrOBOM Paspsie Me-
SKIY YTOJIBHBIMH DJIEKTPOAAMHU IMIPH OOJIBIIOH CHITe
TOKa MMEeT «CTPYKTYPY», KOTOpas COXPAHAETCI KaK
B CIEKTPax CyXUX OCTATKOB BOAHBIX PACTBOPOB, TAK
¥ PealbHbIX OHOJOTHYECKHX IP06. Yuer hOHOBOTO
M3JIyYEeHUsT MOKHO MIPOBOAUTh HECKOJIBKHUMHU CITOCO-
6amu (puc. 3). IIpu 60abIINX COMEPIKAHUAX DIIEMEH-
Ta B mpobe BhuMTaHWE (POHOBOTO H3JIYUEHWUs, yC-
PEIHEHHOTO IO TPEeM TOYKaM C 00eHX CTOPOH CIIEK-
TpaJbHOH JIMHUW, W BBIYUTAHHE MUHHUMAIHHOTO
3HAYEHUA (DOHOBOTO H3JIYYEHUS IO CIEKTPAIbHON
JIVHUEeHN Jal0T NPaKTUYeCKU HJEHTUYHBbIN aHaIUTU-
yeckuit curHai. OmHAKO TP yMEHbIIIEHUN KOHIIEH-
Tpalluu dJeMeHTa ycpemHeHre (POHOBOTO H3JIyde-
HUSA HAUYWHAET 3aHWKATh UTOTOBBIN aHATUTUIECKUN
curaasn. Korma WHTEHCHBHOCTH CTAHOBHUTCSI OYEHD
MaJjIoH, ycpeHeHNe He MO03BOJISIeT BBIAEIUTDH CIIEK-
TPAJIbHYI0 JHHUI W3 <«KAKYIIUXCA» (PIyKTyarui

Puc. 3. Croco6 yuera (hoHOBOTO HBIyIEHHUA IIyTEM BBIYUTA-
HUS €r0 YCPeTHEeHHOro (@) ¥ MUHUMAILHOTO (b) 3HAYeHUH

Fig. 3. An allowance for background radiation by subtrac-
tion of the average (@) and minimum (b) values

¢onoBorO M3MyueHwus. Berauramume ke MUHMMAITH-
HOTO B3HAYEHHUs (POHOBOTO W3IYYEHHUS ITO3BOJISIET
PACIIPOCTPAHUTD [UATIA30H JTUHEHHOCTH TPaIyHupo-
BOYHOTO rpadyuka HA 00I1aCTh MAJIbIX COMEPIKAHUM,

ITocrombky pasmep kaxkmoro poromuona (IIuKce-
JIs) TBEPAOTEIHHOTO JETEKTOPA MOCTATOUYHO MAJI, Ha
HeM (POKyCHPYeTCs CBETOBOM IMOTOK B OYEHb Y3KOM
ouanasoHe JJUH BOIH. B pesynbrare MoxHO HAOTIO-
IaTh KOHTYP CIIEKTPATBbHON JIMHUU W UCIIONH30BATH
B KauecTBe AHAJIUTUYECKOTO CHUTHAJNIA WHTEHCHB-
HOCTh IT0 OJHOMY IIMKCEJI0 B IIEHTPe JHUHUH, 110 He-
CKOJIbKMM THKCEJISM HIH WHTETPAIbHYI0 HHTEHCHUB-
HOCTh II0 BCceMy KOHTypy aunuu. B mocienuem ciy-
yae yJaercsa paciIiupuTh TUATA30H IMHEHHOCTH Tpa-
IYUPOBOYHBIX TPAQUKOB B 00/1aCTh GOJBIINX COflEP-
JKAHWH, a TaKKe YIyYIINTb BOCIPOU3BOAMMOCTH
pe3yabTaToB B 00JIaCTH MaJbIX copmepskanuii [22].

Perucrparusa crnexrpa ¢ momornsio MAIC mpen-
rmoJyiaraeT yCTaHOBKY BpeMeHU 6a30BOi SKCIIO3UITUH,
B TeYEHHE KOTOPOTO MPOUCXOAUT HAKOILIeHHE POTO-
AIIEKTPUYECKOTO 3apsafa Ha KayKIoM mukcerne ¢oTo-
IVOAHOTO [eTEeKTopa C MOCIenyoIley Ieperaden
nadopmaruu 06 sToM 3apsane B KomibioTep. [lpwm
aHaju3e CIroco00M CyXOTO OCTATKA WHTEHCHBHOCTD
CIEKTPaIbHLIX JIMHUHM B TEYEHHE ITOJTHOM 9SKCIIO-
BUIUU TIPOXOIUT Yepe3 MAKCHMyM, KOT/Ia SJIEMEHT
mocrymnaer B miasmy. [l yuera «MMITyJIbCHOTO» Xa-
pakTepa MOCTYIIEHHWS SJeMEeHTa B IUIasMy B Kade-
CTBE AHATUTHUYECKOTO CUTHAJIA WUCIIONB30BAIU CyM-
MapHy0 (32 BpeMs TIOJHOH SKCIO3UI[AN) NHTEHCHB-
HOCTh CIIEKTPAIbHBIX JIUHUHN. Y BeIHYeHe BpeMeH!
6a30B0i1 HKCIIO3UIINHU CHAYAIa IIPUBOUT K POCTY pe-
rucTpupyemoi narencuBHocT. [Ipu sTom dykrya-
nuu (poHa BBIpAXKEHbI ciabee, B Pe3yIbTATE OTHO-
[IeHHe CUTHAJI/IIIYM TaKKe BO3pacTaer.

OnHako BO3MOKHOCTH YBEJIHYEHHWS BpPEMEHU
6a30BOH YKCIO3UIMHA OTPAHUYEHBI MAKCHUMAIHHO
BO3MOKHBIM KOJMYECTBOM 3apsia, KOTOPBIH CIIOCO-
O0eH HaramIUBaTh Kakabli (oromuoxa. IIpu peru-
CTpaIiU CIEKTPOB CYXMX OCTATKOB PEATBHBIX P00
OMOJIOTHYECKUX JKUIKOCTEH OOHAPYIKEHO, YTO JIJIS
pana snementoB (Na, Mg, Ca, Si, P) B cBa3u ¢ ux
BBICOKHM COJIEP:KaHUEM B IP0o6ax MPOMCXOAMT «3a-
IIIKAJIUBAHNEe» 3HAYEHWN WHTEHCHBHOCTH Hamboiee
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Puc. 4. Bug ananuruyeckoit muuann Mg 279,54 uMm, 3aperu-
CTPHUPOBAHHOM TIPU BO3OYIKIEHUM CIIEKTPA MPOOBI CIIOHBI CO
BpemeneM 6a30Bou skcrosuiuu 0,5 (a) u 2 ¢ (b)

Fig. 4. The analytical line Mg 279.54 nm recorded upon ex-
citation of the spectrum of a saliva sample with a base expo-
sure time of 0.5 (a) and 2 sec (b)

CUJIBHBIX CHEKTPAIbHBIX JUHUH (pHUC. 4), U3-3a Uero
OHM CTAHOBSTCA HEIPUTOTHBIMHU K HCIIOIb30BAHUIO
B KauecTBe aHamuTudecknx. OmHAKO JaHHbBIE de-
MEHTBI UMEeIOT 0oJjiee ciabble «HEe3aNKATUBAIOIIHE»
JIMHWH, Y4TO MTO3BOJIIET WCIIOJIb30BAThH OOJNBIINE Bpe-
MeHa 6a30BOH DKCIO3UIIAHN JIJIs CHUKEHUS TIPEIeIOB
oOHapy:KeHUs MPOUNX SIEMEHTOB. B KauecTBe omTu-
MaJIbHOTO OBII0 BBIOPAHO BpeMs 0A30BOM SKCIIO3H-
muu 2 c.

OnucaHHbIe BBIIIE TOAXO0/bI, 4 TAK/KE UCIIOIb30-
BaHue 00JIBIIION CHIILI TOKA IyroBoro paspsaa (20 A)
¥ 3HAYHUTEJHBHOTO KOJIMYECTBA CIIEKTPAIILHOro Oyde-
pa =Ha Topue saexrpozga (0,15 mr NaCl) mossomsaior
YBEJIMYUTDH OTHOIIeHue curtnas/irym. Konmenrparu-
OHHBIE TpeIeNnbl O0HAPY:KEHHUS, PACCUMTAHHbBIE II0
3s-KpuTepuio (S — CTaHmapTHOE OTKJIOHEHWE aHa-
JINTUYECKOTO CHUTHANA B KOHTPOJLHOM OITBITE MIPH
n = 8) mpu HaHeceHUHU Ha Topel aIeKkTpona 150 MK
po6sI, cocraBuau (Mirr/m): Ag — 0,5, Al — 0,07,
Ca—0,7,Cd — 0,2, Cr — 2, Cu — 0,2, Fe — 0,7,
Mg — 0,7, Mn — 0,07, P — 70, Pb — 4, Si — 200,
Ti — 13, Zn — 0,3. Iloxyuennsie mpepensbl 00HAPY-
JKEHUS, eCTeCTBEHHO, 3aBUCAT OT HAHOCHMOTO 00be-
Ma TpoObI, KOTOPBIH OmIpenensercsd, B TOM YHCITe,
BO3MOKHOCTBIO TOJIYYEHUS TOHKOTO PABHOMEPHOTO
CJIOST CYyXOT0 OCTaTKA.

ITapamerps! mazme! (Temneparypa T ¥ KOHIIEHTPAITU SIIeK-
TpoHOB N,) ZyroBOTO paspsana IPH BO30YKAEHUN CIIEKTPOB
po6 PasIUIHOM IPUPOIEI

Plasma parameters (temperature T and electron density N,)
of an arc discharge upon excitation of spectra of various
samples

ITpo6a T.K N,, em—3

Boxuslit pactsop 4800 =+ 400 (11 £ 6)-1013
Crona 4700 + 400 (10 £ 5) - 1013
CBIBOPOTKA KPOBH 4800 =+ 400 (13 £6)-1013
Kpacuoe cyxoe BuHO 4900 + 400 (12 = 5) - 1013

HcnonrzoBanme 6OIBIION CHUIBI TOKA U CIEK-
TpaJabHOro Oydepa Takke MO3BOIIET HUBEIUPOBATD
BIMSIHUE OPTaHWYECKOW MaTpuIbl. [I0CKOIbKY maH-
HOe BIMSHUE IPU aHAIN3E CyXUX OCTATKOB B Jyre
IIEPEMEHHOTO TOKA IIPOSIBISETCS MIPEeK/Ie BCero B U3-
MEHEHHWH MapaMeTpPOB ILTA3MbI, OHU OBLTH OIpese-
JIEHBI DKCIIEPUMEHTAIBHO JJIST HECKOJIbKUX CIy4aeB:
BOJIHBIN PacTBOP, IPOOBI CIIOHBI, CBIBOPOTKH KPOBH,
KpacHoro cyxoro BuHa. [lna pacdera TemmepaTtypbl
ILUTa3Mbl HCHOAb30Banu rpaduueckuit meron OpH-
mITedHa mo JuHuAM Fe, KOHIIEHTPAIIHIO 3JIeKTPOHOB
PACCUYUTHIBAIA W3 COOTHOINEHUS WHTEHCHBHOCTEH
aToMHOM u nouHoi aunui Mg. Kak BumgHo us mpen-
CTaBJIEHHBIX B TAOJIHIle JAHHBIX, JJIS BCeX IIPob ma-
paMeTpshI IJIasMbIl OT/IMNYaTCAd HeSHAaYUMO, YTO CBH-
JIeTeIBCTBYEeT 06 OTCYTCTBUM BIWSHUS HA HUX MaK-
pococraga 1mpob.

IIpu amamuse peanbHBIX 00PA3IOB TAKIKE OIle-
HUJIW IPaABUIBHOCTH PE3yIbTATOB C UCHOJIB30BAHU-
€M Pa3INYHBIX IIOAX0I0B. B 4acTHOCTH, IJid CIIOHBI
MPOBOJMIN CPABHUTEILHBINA aHAIN3 METOaMH pPas-
OaBieHUA ¥ MO0ABKY, MOKA3aBUINHM YIOBIETBOPH-
TeNbHBIE Pe3ynbTarThl. Kpome Toro, mpu aHamuse
CIIFOHBI HA TOPEI] JEKTPO/a HAHOCHIN Pa3JINJHbIE
obvembl mpober (100, 150 u 200 MEa), momydeHue
CXOJAIIMXCS PE3yIbTATOB JOTIOJIHUTEIHLHO HOATBEP-
U0 OTCYTCTBHME BJIMSHHSI MaKpococTaBa Ha pe-
3ynbTaThl aHamusa [14].

[Ipennaraemsbrii momxox ObUT TaK:kKe ampoGHpO-
BaH IIPH aHaltn3e 00pasIoB PACTUTEIbHBIX MAacell.
OxHako mporecc UCIIapeHusa KaILT| IIPOo0bI C TOpIia
AJIEKTPOJIA OTIIMYAJICS OT MPOIIeCca I BOJHBIX pac-
TBOPOB ¥ OMOJIOTUYECKUX KUAKOCTEH, ITO, ITO-BU/U-
MOMY, CBfI3aHO C HEJOCTATOUYHOH 3((PEeKTHBHOCTHIO
3aIUTHOM IIOTUCTUPOIHLHOM IVIEHKU ¥ TPOHUKHOBE-
HHEM IPOo0bI BIVIyOb 3JIEKTPoa. XOTd B 3TOM CiIydae
B 3apEruCcTPUPOBAHHBIX CIEKTPaxX HAOIIOIAI0TCS
JIMHUN MHUKPO3JIEMEHTOB (T.e. IOAX0M IPUTOLEH IS
KAueCTBEHHOTO aHajau3a), IS KOJUIECTBEHHOTO
aHa/n3a IIPEeAIIOYTUTEJIbHO IIPOBOAUTH KHCIOTHOE
pasnoxenve. Kak moxasaHo Ha puC. 5, pasIudHbIE
CXeMbl MUHEpaTH3aIiy AAl0T COTJIACYIOIIHecsd pe-
3yJIbTaThbl IIPU OIIPpEeaeieHHWHu MHKPOJIJIEMEHTOB B
pacCTUTEJIbHBIX Macjiax.

3axjaroueHue

Takum o6pasoM, IOKA3aHO, YTO UCIIOIH30BAHUE
HUJKHEro 3JIeKTPoAa B (DOpMe «yCEeYeHHOM JIyHKH»
IUIs HAHEeCeHHUs Ha Hero Kaluid mpoObl, pacdyer WH-
TEHCUBHOCTH TI0 BCEMY KOHTYPY CIEKTPAIbHOU JIU-
HUY C BBIYUTAHUEM (DOHOBOTO M3JIyUEHHUS, PACCUH-
TAHHOTO B HEIOCPEACTBEHHOW OIM30CTH OT CIIeK-
TPAJIBHOM JIMHUHN, & TAKIKE PETUCTPALHS CIEKTPa CO
BpeMeHeM 6a30BOH SKCIIO3ULIUH 2 ¢ IPUBOIAT K pac-
[IUPEeHUI0 pabodero auanasoHa TPATYyUPOBOYHBIX
rpadukoB. Bce 910 BMeCTe ¢ HCIOIB30BAHUEM YIO-
BOrO paspsmga ¢ 60sbiroi cumoit Toka (20 A) u 3Ha-
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Puc. 5. Comep:xanue s;1eMeHTOB, OIIpeeIeHHOe II0C/Ie KUCI0THOTO pasioxkenus mpob moxcoraeuroro (I1) u onuskosoro (O) ma-

cex ¢ HNO (I), HNO, + H,0, (II), HNO, + HCIO, (III)

Fig. 5. The content of elements C, determined after acid digestion of the samples of sunflower (IT) and olive (O) oils with

HNO, (I), HNO, + H,0, (II), HNO, + HCIO, (II)

YHUTEIFHOTO KOJHMYECTBA CIIEKTPAIBHOT0 Oydepa Ha
toprre anexrpoxa (0,15 mr NaCl) mossomser moc-
THYH TPeiesioB 00HApy:KeHus Ha ypoBHe MKr/i1. Cxe-
Ma XapaKTepPU3yeTcsi OTCYTCTBHEM BIHSHUA MAKpPO-
COCTaBa PA3IUYHBIX KUIKHAX P06 C OPraHuIecKom
Marpurlei (CII0Ha, CBIBOPOTKA KPOBHU, BUHO) HA Ta-
paMeTphl IyrOBOH ILIA3MBI, UTO A€IaeT BO3MOMKHBIM
npsaMoi (6e3 MUHEpAIHU3AIlWMH) AHAIN3 JAHHBIX
npo6. OxHAKo B ciiydyae pacTUTENBHOTO Macia Ha-
OmrofaoTcsa MpoOJIeMbl € IOCTYILIEHHEM HpPOOBI B
IJIa3My TIPU MPSAMOM aHAIW3e, U3-3a Yero ompeaese-
HFe MHKPOAJIEMEHTOB CIT0COO0M CyXOTO OCTaTKA BO3-
MOSKHO TI0CJIe KUCIOTHOTO PA3JI0KEHUs IPOOHI.
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UccrnenoBanve BBINONTHEHO INpU (DHHAHCOBOH
noaxep:xke rpanta [Ipesunenta P® B pamkax Hayd-
Horo mpoexTa Ne MK-2476.2021.1.3. Ilpu BhImonHe-
HUUW WCCIIe0BAHUA ObIJIO UCIIOIB30BAHO 000pyI0Ba-
HUe pecypcHoro mentpa Hayunoro mapra CII6I'Y
«Meronpr amammsa cocraBa BemjectBa» u 000
«BMER-OrmrosiekTpoHuka».
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AHAJINS3 AJIIOMNHHUEBBIX CII/IABOB C UCIIOJ/IbSOBAHUEM
ATOMHO-OMUCCHOHHOTI'O CIIEKTPOMETPA POLYVAC E980 (HILGER
ANALYTICAL), MOAEPHUSNPOBAHHOI'O MHOI'OKAHAJIBHBIM
AHAJ/INSBATOPOM OMHUCCHUOHHBIX CIIERTPOB MAOJC

© Tarpana AnekcanaposHa JIésoBal, Haranpa AnnO0eproBHa CapsraeBal®,
Bukrop I'emnanreBuu I'apannn?, AaTon BanepreBua Bopucos?2:3

I ToppKOBCKHiT aBTOMOOMIBHBIN 3aB01, Poceus, 603004, r. Huxuuit Hosropon, mp. Jlenuna, . 88;
*e-mail: sarychevana@gaz.ru
2 000 «BME-Onroanexrponnka», Poccust, 630090, r. HoBocubupck, mpocn. Axagemuka Komnriora, 1. 1.
3 Wucruryt aBromaruku u snexrpomerpuu CO PAH, Pocens, 630090, r. Hosocubupck, npoci. Akagemura Komrrora, 1. 1.

Cmamws nocmynuaa 13 oxkmsabps 2021 2. Ilocmynunaa nocae dopabomru 20 nosbps 2021 e.
Ipunsma k nybauxayuu 24 nosbps 2021 a.

IIpencraBmenbl pesyabTaThbl MOAEPHU3AIINHA BAKyyMHOTO aTOMHO-9MHCCHOHHOTO CIIEKTPOMETPA
Polyvac E980 (Hilger Analytical, BenmukoOpurammsa) MHOrOKAHATIBHBIM aHAIA3ATOPOM SMUCCH-
oHHBIX crieKTpoB MAOC: 6bLIa MMOJHOCTHI0 0OHOBJIEHA JIMHUS II0aYX aproHa B UCKPOBOM IIITA-
THB ¥ YCTAHOBJIEH MIPEI[U3MOHHbBINA PErYJISTOP MACCOBOTO PACXoia ¢ 0JI0KOM MHUKPOIIPOLIECCOPHO-
r0 yIpaBlIeHUs IS PeryaupoBaHus mogadu aprona. HoBbIi peryisaTop IMO3BOJIMI M3MEHHUTH
CKOPOCTD IIOfIaYH aproHa IS Pa3HbIX PEKUMOB PAabOThI ¥ (PHKCHPOBATH €€ TeKyIIHe 3HAUEHUS C
COXpaHEeHWeM [AHHBIX I KajKIOTO CIIEKTpa. BIOK MHUKpOIIPOIIECCOPHOTO YIIPABIEHUS TAKKE
obecIteqynBaeT COIVIACOBAHHYIO PaboTy KOHTPOJBHBIX JIMHUN U OJOKHPOBKY Pab0ThI MCKPOBOTO
reHeparopa B CiIydae OTKPBITOrO IITATHBA WK OTCYyTCTBHsA aproHa. OOGHOBIIEHHBIN NCKPOBOi Ba-
KYYMHBIH CIIEKTPOMETD, U3HAYAILHO peIHASHAYEHHBIH /IS AHAIN3A CIIABOB HA OCHOBE JKelle-
3a, MOYKHO HCIIOIb30BATH JIJIS OIPEIEIEHIs COCTaBa IIBETHBIX CIIABOB. PaspaboTaHbl aHATUTH-
YeCcKHre MPOrPaMMBbI [JIi CIIEKTPAILHOTO SKCIIPECC-aHAIN3a AMIOMUHHMEBBIX CILIABOB THUIIA
AK12M2 u AK94. OcHOBHAsI METOIMYECKAS CII0KHOCTh TAKOTO aHAJIN3a COCTOUT B TOM, YTO B OfI-
HOM 00pasiie HeoOXOIMMO OIIPEIeNATh BhICOKHE COIEePKAHUI KPEMHHUS, MeIU U JKejie3a HAPSAIY C
TPUMECHBIM COZIePKaHNeM KalbIusa. Kambiiuil OKasbIBaeT HeraTHBHOE BIMSIHNE HA KAYECTBO OT-
JINBOK, ¥ BO3MOYKHOCTH €r0 OIpeIesIeHus Oblia BAKHBIM (DAKTOPOM IIPH IIPOBEIEHUH MOJEPHU-
saruu. [locse mpoBeieHys BcexX MOATOTOBUTEIbHBIX PA00OT U IIOCTPOEHUS I'PALyHPOBOYHBIX Ipa-
(uKOB HCCIEmOBATN KPATKOBPEMEHHYIO M JOJITOBPEMEHHYIO IOBTOPIEMOCTh Pe3yJIbTATOB aHa-
JIM3a CTAHAAPTHBIX 00PA3II0B AIFOMUHUEBHIX CIUIABOB C UCIIOJIb30BAHUEM MOIEPHU3UPOBAHHOTO
cnexrpoMerpa. [lomydyeHHbIe pesyIbTaThl MOKA3aIN IIOJIHOEe COOTBETCTBHE TPeOOBAHUIM HOpMA-
THUBHOM OKYMEHTAITHH II0 OIIPEIEIEHIIO COCTABA ATIOMHUHUEBBIX CILIABOB.

KaroueBbie ciioBa: aTOMHO-SMUCCHOHHBIN CIEKTPATIBHBIA AHAJN3; AMOMUHUEBbIE CILIABHI;
CTaHAapTHBIE 00PA3Ibl; MHOTOKAHAIBHBIN aHAIN3aTOP SMUCCHOHHBIX crieKTpoB MAODC.

ANALYSIS OF ALUMINUM ALLOYS ON A POLYVAC E980 (HILGER ANALYTICAL)
ATOMIC EMISSION SPECTROMETER MODIFIED WITH A MULTI-CHANNEL
ANALYZER OF EMISSION SPECTRA (MAES)
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A Polyvac E980 (Hilger Analytical) photoelectric vacuum optical emission spectrometer has been modified
with a multichannel analyzer of emission spectra (MAES). The line of argon supply to the spark stand has
been completely renewed. A precision mass flow controller with a microprocessor control unit has been
installed to adjust the argon supply for different operation modes and fix the current values with the pos-
sibility of saving data for each spectrum. The microprocessor control unit coordinates the operation of
the control lines and interrupts the operation of the spark generator when the stand is open or argon is
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absent. The modified vacuum spark spectrometer, originally designed for the analysis of iron-based alloys,
has become suitable for determining the composition of non-ferrous alloys. Analytical programs have been
developed for the rapid spectral analysis of AK12M2 and AK9ch aluminum alloys. The main methodologi-
cal difficulty of the analysis is attributed to the necessity of monitoring high concentrations of silicon, cop-
per, and iron along with the content of calcium impurity in the same sample. Calcium has a negative effect
on the quality of castings, thus making the possibility of Ca determination an important motivation for
the modification. After the preparatory work and the construction of calibration curves, the short-term
and long-term repeatability of the results of spectral analysis of standard samples of aluminum alloys has
been studied on the modified spectrometer. The results completely meet the standard requirements for de-
termining the composition of aluminum alloys.

Keywords: atomic emission spectral analysis; aluminum alloys; reference materials; multichannel ana-

lyzer of emission spectra (MAES).

BBenenune

C 1986 r. B xumuueckux jgaboparopuax OAO
«['OpbKOBCKMIT aBTOMOOHIBHBIN 3aBOA» [JI CIEK-
TpaJTbHOTO aHaIW3a CILUIABOB HAa OCHOBE jKeiesa,
MeIu W AIFOMHUHUS HCIONB3YIOT AHTIUHCKHUE CIIeK-
tpomerpbl Polyvac (Hilger Analitical) mogenet
E980, 982, E983, roTophle pa3aIndarTca UCTOIHH-
KaMu BO30Y:KIeHUA CIIeKTpa U HAab0pOM BBIOPAHHBIX
amanmurudyeckux JauHuE. Coexrpomerpsl Polyvac
E980 u Polyvac E982 6niiu mpemHasHAYEHBI IJIST
aHamM3a CpeJHEJIeTUPOBAHHBIX CTajed, a TaKKe
CIIJIABOB HAa OCHOBE MEIY W AJIIOMUHUA U OCHAIIEHbI
IyroBBIM TreHeparopoM SY 274, a CIeKTpoOMeTphI
Polyvac E983 c ayroseim remepatopom SY 169 —
71 aHAIW3a YyTyHOB M BBICOKOJIETUPOBAHHBIX CTa-
meti. CyiiecTBeHHBIN HEIOCTATOK 3TUX IPUOOPOB CO-
CTOWT B HEBO3MOKHOCTH PETHUCTPAIMH [OIOJHHU-
TeJIbHOU CIIeKTpaJIbHOU JWHWUM, M3HAYAIbHO He 3a-
JIOKEHHOU TIPHU 3aKase CIEKTPOMeTpa, M3-3a CUCTe-
MBI PETHCTPALNHU CIIEKTPOB HA OCHOBE (DOTOITIEK-
TpOHHBIX yMHOKUTENEH (PIY).

B 2006 r. B xuMuueckoit 1a60paTopun JUTEH-
HBIX IIeXOB ObLIa MPOBEIeHAa MOAEPHU3AIUSI BaKY-
YMHOTO aTOMHO-dMHCCHOHHOTO crekTpomerpa Poly-
vac E983 myrem 3amennsr ®IY Ha MHOrOKAHAILHBIN
aHAIM3aTOP SMUCCUOHHBIX crieKTpoB MAIC [1 - 5]
npousBosictBa 000 «BMEK-Onrosnexkrponuka» wu
3aMeHbl aHTJIMICKOTO TIPOTPAMMHOTO OGeCIeueHus
«PC-PLUS» ma mporpammubIi maker «Atom 3.2»
[6 — 10]. Illrarusrit rereparop SY 169 6bu1 ocTas-
meH B skciuiyataruu. B 2008 r. B cmexkTpomMerpe
Polyvac E980 wcrounur BO30y:KIeHUA CIEKTpa
SY 274 zamenunnu reaeparopom «Illapoas momHwms
250» [11]. IloxyueHHBIE pPE3yIBTATHI OIyOJIMKOBA-
HbI B pabore [12]. B macrosiee BpeMs ¢ HUCIOIB30-
BaHHEM DTHUX CIIEKTPOMETPOB IIPOBOJAAT aHAIHU3 YT-
JIEPOAMCTHIX W BBICOKOJIETHPOBAHHBIX CTAJICH U JIH-
TeUHbIX YyTyHOB.

B ma6oparopuu mpowsBOACTBA IIBETHOTO JIUTHS
ITAO «I’A3» misa aHanusa aJlOMHHHEBBIX CILUIABOB,
JaTyHed ¥ OpPOH3 PA3JIUYHBIX MAPOK HCIIOIB3YIOT
BaKyyMHBIM aTOMHO-dMUCCHUOHHBIA CIIEKTPOMETP
Polyvac E982. UcTtounuk Bo36Y:KIEHUS KOHIEHCH-
poBaHHOK ayru B aprone SY274 wMeer craHmapT-
Hble ITapaMeTphl paspana: HanpsaxeHne — 650 B,

emrocTb — 20 ME®, uHAyKTHBHOCTE — 120 MK 'H;
comporusienne — 3 Om, uacrora paspsaga —
100 I'u. Cuexrpomerp Polyvac E982 mossossier om-
penensatb 33 XUMHUYECKUX DIIEMEHTA B UEPHBIX U
nBeTHBIX cruraBax. B 2020 r. Bo3HUEKIA HEOOXOIH-
MOCTBH OIIpEeIeJIEHUs KalIblUi B AaJIOMUHUEBBIX
cruraBax Tuna AK12M2, AK9u. Kansnuii okaseiBaer
HETaTUBHOE BIUSHHE HA KAYECTBO OTJIMBOK, CIIOCO0-
CTByeT 00pa30BaHMI0 yCAMOUYHOM ITOPUCTOCTH. AHa-
JUTUIECKASA JTUHUSA KaIbIUA OTCyTCTBOBAJIA B CIIEK-
tpomerpe Polyvac E982 ¢ ®IY, B cBsizu ¢ yem crex-
tpomerp Polyvac K980, npemmasHaueHHBIA 1
aHa/iM3a CIIAaBOB HA OCHOBE jKeiesa, ObLT MOzep-
HHUBWPOBAH MHOTOKAHAIBHBIM aHAIM3aTOPOM DMFUC-
cruoHHBIX creKTpoB MASIC co cOOpKoi Ha OCHOBe
HOBBIX JuHeeK ¢orogerexropos BJIIIII-4000 [13 -
15].

[lens paborhl 3akmOUaIach B OIEHKE METPO-
JIOTHYECKUX XapPaKTEePUCTHK Pe3ylIbTATOB aHaIn3a
IIBETHBIX CIIABOB, BBIMIOJIHEHHOTO C HCIIOJb30Ba-
HHeM MojepHusupoBanunoro MAJC cmekTpoMerpa
Polyvac E980.

JKCIEePUMEHTAIBHASA YaCTh

Coopka anamusaropa MAIC us 14 jguneex ¢o-
togerexkTopoB BJIIIII-4000, B KOTOpPO¥ KpHCTAJIbI
JINHEEK PAacCIIOIOKEHbI II0 Ayre ¢ paguycoM 375 MM,
ObL1a ycranosieHa Bmecro PIY Taxk, uro6wr ¢oTo-
YyBCTBHUTEJ/JIbHAbIE O6JIaCTI/I JIMHEEeK COBIIaJgaJIu C II0-
BepxXHOCTHI0 (POKycHpOBKH crekrpoMerpa Polyvac
E982. Tlpu sTom Obura obecrieyeHa HeEpPEpPbIBHAS
perucTparusa CueKTpoB B quanaszone 185 — 331,6 um
6e3 BaKyyMHUPOBAHUSA MOJTUXPOMATOPA.

Beuia 1momHOCTBIO OOHOBIEHA JIHUHHS MOXAYHN
aproHa B MCKPOBOM IITATHB: BMECTO IOILJIABKOBOTO
porameTpa I PEryIHPOBAHUSA IOAYN YCTAHOBUIN
MPEIU3UOHHBIH PEryaaTop MAacCOBOTO PAaCXoia C
0JIOKOM MHKPOIIPOIIECCOPHOTO ympaBienus. Taxas
cucTeMa TO3BOJINJIA YCTAHABIUBATb CKOPOCTD MO/Ia-
YW aproHa i PasHBIX PEKUMOB paboThl U (PUK-
CHPOBATh ee TeKyIlre 3HAYeHU I COXPAHEeHUI UX
Ha KOMIbIOTEpe BMECTe C IPYTroM CIy:KeOHOH WH-
dopmarueit A1 Kamkmaoro CueKTpa.

Box MHKpPOIIPOITECCOPHOTO yIpaBIeHusd, KpoMe
peryupoBaHusa IOTOKA aproHa, o0ecliedyuBaeT Co-
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FpaHprOBO‘IHLIe 3aBUCHMOCTH /I OIIpee/IeHUusI psaaa 9JIEMEeHTOB B aJIIOMUHNEBBIX CIIJIaBaX C UCIIOJIb3OBAHUEM CIIEKTpOMeTpa
Polyvac E980 ¢ MASC: a — kpemuus (198,57 um); 6 — xenesa (275,57 um); 6 — maprauna (293,93 um); 2 — meau (197,93 um);
0 — maruusa (277,98 um); e — uurena (231,60 um); oc — ranbius (317,95 um)

Calibration curves for the determination of elements in aluminum alloys using a Polyvac E980 spectrometer with MAES: a —
silicon (198.57 nm); b — iron (275.57 nm); ¢ — manganese (293.93 nm); d — copper (197.93 nm); e — magnesium (277.98 nm);

f — nickel (231.60 nm); g — calcium (317.95 nm)

[VIACOBAHHYIO PAb0Ty KOHTPOJbHBIX JIMHUHA U OJIOKH-
POBKy paboThl MCKPOBOTO reHepaTopa B CiIydae OT-
KPBITOTO MITATUBA WJIU OTCyTCTBUS APTOHA.

Hcxomubrit mouxpomMaTop O6bLT HACTPOEH HA pa-
6oty ¢ 20 poTOyMHOKHUTEIIMH HA (PUKCHPOBAHHBIX
mauHax BOMH. IlosToMy mpemBapuUTeNbHO ITPOBEIH
MEMOHTAK y37ia BRIXOJHBIX I[eJIed, a TaKKe Jep:Ka-
TeJeH 3epKal U Bcex (PpoTOyMHOMKHTEIer. Bxomuas
miesp mupuHo 50 MEM ObLTa 3aMeHeHa Ha HOBYIO
mmpuHo# 20 MEM. OcTupoBKy nudpariiuoHHOH pe-
IIETKHU IIPOBEIN C YIETOM BCEX O0COOEHHOCTEH IpH-
mensgemoro ananuszaropa MA9C, B urore moayduiu
CIIEKTP C ONTUMAJIbHBIMU APKOCTHI0O M CIEKTPAIb-
HBIM Pa3peIIeHrueM.

B perucrpupyeMoM CIEKTpaJbHOM IHUAIla30He
185 - 331,6 HM ecTb aHATUTHUYECKHE JIMHUHU OCHOB-
HBIX OIpPeIeseMbIX IPUMECEH U JETHPYIOIINX dJie-
MEHTOB, B TOM YHCJ/I€ KAIbIIUI ¥ CTPOHIIHS, BO3MOK-
HOCTB OIIpee/IeHus KOTOPBIX [0 YCTAHOBKH aHAJIH-
saropa MASC orcyrcrBoBaia.

C ucmonb30BaHHEM MOAEPHU3UPOBAHHOTO CIIEK-
TpoMeTpa ObLIM OCTPOEHBI I'PaIyHpPOBOYHBIE TI'pa-

(buKu [IA ompeneseHWs OCHOBHBIX JIETHPYIOIIUX
anemenToB cmiaBoB AK12M2 u AK9u — kpemuwms,
JKejie3a, MapraHiia, Meu, Maruusd, HUKeJd, a TaKKe
KaJIblUd 11 KOHTPOJSA €ro COJEep:KaHuf B XOje
ILUTABEY (PHUCYHOK).

Cormacao macmoprabiM garuabiv CO comep:xar
(%):

AK12M2 — 11,0 - 13,0 Si; 0,6 - 1,0 Fe; mo 0,5
Mn; 1,8 -2,5 Cu; mo 0,15 Mg u mo 0,003 Ca, a
AK9u4 — 80-10,5 Si; no 0,9 Fe; 0,2 - 0,5 Mn; 1o
0,3 Cu; 0,17 - 0,30 Mg u 1o 0,003 Ca.

CI10:XHOCTh aHAIKM3a COCTOUT B TOM, YTO B OJHOM
obpasiie HeoOXOAUMO OIpEeNeTsATh KaK MaKpodje-
MeHThI (KpEeMHUM, Melb, JKejie30), TAK U IIPUMECh
KaJbIlus.

B ycnoBusix HEmpephIBHOTO MPOU3BO/ICTBA BaK-
HO, YTOOBI TIOBTOPSIEMOCTD M MPABUIBHOCTE PE3YIhb-
TaTOB aHAJIN3a COXPAHSJINCH B TeyeHHWe pabouei
cvensbl. [y BhIOOpA HAWIYYIINX AHATHTHYECKHX
Imap OIEHWIH KpPaTKOBPEMEHHYIO IIOBTOPSEMOCTD
pesynbraroB anamusa ciiaBoB AK12M2 u AK94 B
TeueHre 10 MUH HEIIPEPHIBHOHN pabOTHI CIIEKTPOMET-
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pa I HeCKOJIbKUX CTaHAApPTHBIX 00pasIioB, a Tak-
JK€ JIOJITOBPEMEHHYI0 ITOBTOPSEMOCTh Pe3yJIbTaToB
amayus3a cragmaprHoro obpasma Ne 121 crurasa
AK12M2 B Teuenme 8 u pabGorel mpubopa. Kpome
TOTO, OIEHWUJIN TIOBTOPSIEMOCTD Pe3yJIbTaTOB aHAJI-
3a craggapTHoro oopasma Ne 121 ¢ ucmonb30BaHHEM
crekrpomerpa Polyvac E982 ¢ ®3Y. Ilonyuenusnie
JaHHbIE IIPeACTaBIeHbI B Taba. 1 — 6.

O6cy:xaenue pe3yabTaTOB

OIleHKy TOBTOPSAEMOCTH IPOBOIHUIN B COOTBET-
creuu ¢ Tpedbosanuamu ['OCT 7728-81 [16]: pacxo-
JKIeHUEe MKy Pe3yIbTaTaMu MapalielbHbIX Olpe-
I/'_'[e.TIGHI/IIU/I 9JIEMEHTa He O0JIXKHO IIPeBbhIIIaThb AJOILyC-
KaeMmoro pacxo:xuenus d. 3Hakom (*) oTMedeHsbI pe-
3yJAbTaThl AHAIM3A, JJIT KOTOPBIX pasMax MEKILY
MAKCUMAJBHBIM U MUHUMAJIBbHBIM 3HAYEHUAMMU MacC-

Ta6mauuma 1. Pesynbprare! crekrpansroro ananusa (% mace.) obpasma CO Ne 27 crmasa AK12M2, mosyueHHBbIE B TedeHUe
10 muH HenpepsIBHOM paboTs! cuexrpomerpa Polyvac E980 ¢ anammzaropom MASC

Table 1. Results of spectral analysis (%wt.) of reference material No. 27 of AK12M2 alloy obtained during 10-min continuous

operation of a Polyvac E980 spectrometer with a MAES analyzer

Bpewms usmepenus Si 198,6 um Fe 275,5 am Mn 293,3 am Cu 197,9 am Mg 277,9 am
8:30 10,4 0,633 0,184 1,97 0,097
8:31 10,5 0,642 0,186 2,01 0,102
8:32 10,9 0,629 0,186 2,11 0,100
8:33 10,9 0,607 0,196 2,12 0,099
8:34 11,0 0,601 0,197 2,09 0,100
8:35 10,4 0,658 0,186 2,06 0,106
8:37 10,7 0,636 0,185 2,02 0,105
8:38 10,5 0,676 0,191 2,07 0,114
8:39 10,8 0,659 0,190 2,07 0,109
8:40 10,5 0,669 0,187 2,05 0,114
Cpennee suauenue, % macc. 10,7 0,64 0,189 2,06 0,105
ArrecroBanHOe 3HaueHuUE, % Macc. 10,64 0,68 0,161 1,85 0,095
OCKO, % 2,0 3,9 2,4 2,2 5,8
Pasmax, % macc. 0,58 0,075% 0,013 0,14 0,017*
Hopwmarus nosropsiemoctu, d 1,06 0,064 0,025 0,20 0,014

Ta6auma 2. Pesynbrarer cexkrpanbaoro ananusa (% macce.) obpasma CO Ne 121 cruraBa AK12M2, mosydeHHble B TeYeHHE
10 MuH HempepbIBHOM paboTs! cuekrpomerpa Polyvac E980 ¢ ananuzaropom MASC

Table 2. Results of spectral analysis (%wt.) of reference material No. 121 of AK12M2 alloy obtained during 10-min continuo-
us operation of a Polyvac E980 spectrometer with a MAES analyzer

Bpewms usmepenus Si 198,6 um Fe 275,5 am Ni 231,6 um Cu 197,9 am Mg 277,9 um
9:30 14,7 0,636 1,11 3,59 0,115
9:31 14,6 0,638 1,13 3,57 0,115
9:32 14,6 0,631 1,14 3,50 0,114
9:33 13,7 0,647 1,11 3,65 0,114
9:34 14,4 0,645 1,09 3,64 0,113
9:35 15,4 0,639 1,00 3,65 0,106
9:37 15,0 0,652 1,03 3,63 0,106
9:38 14,7 0,641 1,03 3,70 0,109
9:39 14,6 0,650 1,10 3,62 0,116
9:40 14,7 0,634 1,07 3,53 0,105
Cpennee suauenue, % macc. 14,6 0,641 1,08 3,61 0,111
ArTecoBanHoe 3Hauenue, % macc. 13,7 0,600 0,99 3,58 0,090
OCEO, % 3,0 1,1 45 1,7 3,8
Pasmax, % macc. 1,7* 0,021 0,14* 0,20 0,010
Hopwmarus nosropsiemoctu, d 1,45 0,064 0,11 0,36 0,015
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COBOM [I07IH DJIE€MEHTA IIPEBhIIIaeT HOPMATHUB IIOBTO-
psaemocTH d, KOTOPBIM PaCCYUTHIBAIN 110 hOPMYIE:

d = QSX,

roe @ = 2,77 nwin 3,31 — KpuUTHYECKOe 3HAYEHUE
OTHOIIIEHHs PasMaxa pPesyJbTaToB IBYX WM TPeX
MapesiebHbIX OIpPeeJeHuH COOTBETCTBEHHO K
CPeIHEeKBAIPATHYECKOMY OTKIOHEHHUIO IIPHU JTOBEPH-

TenbHOU BepoaTHoctH P = 0,95; S, — oTHOCHTEB-
Hoe cpemuekBaaparudeckoe orkinonerme (OCKO),
XapaKTepusyollee CXOMUMOCTh Pe3yJIbTATOB Ia-
paJLIeNIbHBIX OIpeeaeHul (3HaueHus S, MpuBee-
ubI B Tabaunax ['OCT 7728-81 [16]); X — cpennee
apudMeTnyecKoe  pe3yabTaToB  MMapajielbHbIX
oIIpe/ieJIeHU M.

CpaBummzn OCKO pesynbraTroB ompeneneHus
9JIEMEHTOB B PA3/IMYHBIX CTaHAAPTHBIX 06pa3uax,

Ta6mauma 3. Pesymnbrars! ciekrpanbaoro ananusa (% mace.) oopasina CO Ne 02 crurasa AK94, nonyuenubie B redenue 10 MuH
HenpepbIBHOU paboTs! crekrpomerpa Polyvac E980 ¢ ananmusaropom MASC

Table 3. Results of spectral analysis (%wt.) of reference material No. 02 of AK9ch alloy obtained during 10-min continuous

operation of a Polyvac E980 spectrometer with a MAES analyzer

Bpewms usmepenus Si 198,6 um Fe 275,3 um Mn 293,3 um Mg 277,9 am
8:30 11,7 0,166 0,330 0,292
8:31 11,8 0,157 0,322 0,301
8:32 11,7 0,174 0,329 0,326
8:33 11,3 0,177 0,325 0,325
8:34 11,8 0,173 0,324 0,332
8:35 11,8 0,174 0,323 0,338
8:37 11,8 0,167 0,328 0,301
8:38 11,6 0,167 0,328 0,312
8:39 11,9 0,169 0,330 0,324
8:40 11,7 0,175 0,328 0,343
Cpenuee suauenue, % macc. 11,7 0,170 0,327 0,319
ArrecroBanHOe 3HAUeHUE, % Macc. 11,82 0,181 0,316 0,233
OCKO, % 1,4 3,7 0,93 5,3
Pasmax, % macc. 0,64 0,020 0,009 0,051*
Hopmarus noesropsemocru, d 1,16 0,023 0,043 0,042

Ta6auma 4. Pesynbprars! ciekTpanbaoro anaimusa (% mace.) oopasina CO Ne 05 crutasa AK94, nmonyuennbie B Tedenue 10 MuH
HenpepbIBHOU paboTs! criekrpomerpa Polyvac E980 ¢ ananmusaropom MASC

Table 4. Results of spectral analysis (%wt.) of reference material No. 05 of AK9ch alloy obtained during 10-min continuous

operation of a Polyvac E980 spectrometer with a MAES analyzer

Bpewms usmepenus Si 198,6 um Fe 275,3 um Mn 293,3 um Mg 277,9 uam
8:30 7,49 0,508 0,623 0,524
8:31 7,53 0,565 0,672 0,554
8:32 7,53 0,603 0,683 0,612
8:33 7,67 0,628 0,689 0,562
8:34 7,35 0,576 0,714 0,542
8:35 7,37 0,581 0,707 0,568
8:37 7,52 0,612 0,719 0,562
8:38 7,38 0,541 0,666 0,562
8:39 7,55 0,573 0,712 0,573
8:40 7,68 0,588 0,715 0,575
Cpensnee suauenue, % macc. 7,51 0,579 0,698 0,562
ArrecroBanHoe 3HaueHUE, % Macc. 7,31 0,745 0,809 0,480
OCKO, % 1,5 6,0 44 4,3
Pasmax, % macc. 0,34 0,12%* 0,096* 0,088*
Hopwmarus nosropsiemoctu, d 0,745 0,057 0,069 0,056
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Ta6auua 5. Pesynbprars! ciekrpansaoro ananusa (% mace.) obpasma CO Ne 121 cruraa AK12M2, monydyeHHbIe B TeueHue 8 1
HeIpepbIBHOM pabors! criekrpomerpa Polyvac E980 C anammszaropom MASC

Table 5. Results of spectral analysis (%wt.) of reference material No. 121 of AK12M2 alloy obtained during 8-h continuous
operation of a Polyvac E980 spectrometer with a MAES analyzer

Bpewms usmepenus Si 198,6 um Fe 275,3 am Ni 231,6 um Cu 197,9 am Mg 277,9 uam
1 cepusa 9:00 14,8 0,669 0,959 3,29 0,088
14,7 0,645 0,911 3,56 0,090
14,9 0,642 0,901 3,60 0,090
2 cepua 10:00 14,6 0,640 0,922 3,58 0,092
15,2 0,681 0,935 3,51 0,086
144 0,665 0,947 3,51 0,088
3 cepusa 11:00 15,0 0,641 0,922 3,63 0,097
14,6 0,655 0,873 3,58 0,083
14,5 0,654 0,860 3,58 0,081
4 cepusa 12:00 14,7 0,642 0,880 3,64 0,087
14,6 0,650 0,915 3,68 0,092
144 0,665 0,857 3,62 0,077
5 cepusa 13:00 15,0 0,690 0,987 3,33 0,093
15,2 0,655 0,904 3,60 0,095
15,2 0,669 0,914 3,57 0,092
6 cepusa 14:00 15,2 0,672 0,907 3,60 0,093
15,3 0,691 0,945 3,47 0,093
14,8 0,665 1,01 3,50 0,099
7 cepua 15:00 15,2 0,659 0,987 3,54 0,102
14,5 0,646 1,05 3,52 0,104
144 0,657 1,02 3,43 0,095
8 cepusa 16:00 14,5 0,658 0,987 3,59 0,099
14,5 0,647 1,04 3,57 0,100
14,5 0,656 1,02 3,63 0,100
Cpenuee snauenue, % macc. 14,8 0,659 0,929 3,55 0,092
ArrecroBanHOe 3HAYeHUE, % Macc. 13,7 0,600 0,990 3,58 0,090
OCKO, % 2,1 2,2 6,0 2,6 7,4
Pasmax, % macc. 0,93 0,051 0,19* 0,39* 0,027*
Hopmarus mosropsemocru, d 1,47 0,065 0,09 0,35 0,024
IIOJIy9deHHbIe C MHCIIO/JIb30BaHHUEM CIIEKTPOMETPOB PeI‘I/ICTpI/IpyeMbeI CHeKTpaJII:HbeI Auaria3soH

Polyvac E980 c¢ amammszaropom MASC u Polyvac
E982 ¢ ®9Y (rabm. 7). U3 Tabauimsl ciemyer, 4TO
TIOBTOPSAEMOCTb pPe3yJbTaToB aHamusa ausa Polyvac
E980 ¢ MASC cpaBHHMA € COOTBETCTBYIOIIUMHU 3HA-
yenusamu aist Polyvac E982 ¢ ®9IY.

3akaroueHue

Takum o6pasoM, MOmepHH3AIUA BAKYyMHOTO
aTOMHO-3MHCCHOHHOTO criekTpomerpa Polyvac E980
¢ ®IY (Hilger Analytical, Benukobpuranus) MmHO-
TOKaHAJIbHBIM AHAIM3ATOPOM SMHCCHOHHBIX CIIEK-
TpoB MASC mo3Bosinia NPUMEHATH CIEKTPOMETD,
W3HAYAJIbHO IIPeIHASHAYEHHBIN /IS aHAIU3a CILIa-
BOB Ha OCHOBE jKeJjie3a, JJId aHATu3a aTlOMUHUEBBIX
CILJIABOB.

JlaeT BO3MOKHOCTD B JII000€ BpeMs J100aBUTH HOBBIE
aHAJIUTHUYECKHUEe JIMHUNU WX PACHINPUTHL YHCJIO OII-
peneasaeMbIX 9JIEMEHTOB C HCIIOJIb3OBaAHUEM IIPO-
rpaMMHOro obecredyeHus (IOCTATOYHO 3aPErHCTPH-
POBATh CHEKTPHI AOMOJIHUTEIBHBIX 00Pa3I0OB Cpas-
HEHWUSI).

OrneHeHa KpaTKOBPEMEHHAS W [OJITOBPEMEHHAsd
[IOBTOPSIEMOCTh  PE3yJIbTATOB AHAAMW3a CILIaBa
AK12M2: moxasano, uto crekrpomerp Polyvac
E980 ¢ amamuszaropom MAIC MOKHO HCIOIB30BATH
B YCJIOBHUAX HEIIPEPBIBHOI'O IIPOU3BOJZICTBA.
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Ta6auua 6. Pesynbprare! cnexrpanbaoro ananusa (% macce.) obpasma CO Ne 121 cmmaBa AK12M2, mosyueHHBIE B TeYeHUE
10 muH HenpepsIBHOH paboTs! cekrpomerpa Polyvac E980 ¢ @3y

Table 6. Results of spectral analysis (%wt.) of reference material No. 121 of AK12M2 alloy obtained during 10-min continuo-

us operation of the Polyvac E980 spectrometer with a PMT

Bpewms usmepenus Si 390,5 um Fe 239,5 am Ni 341,4 am Cu 327,4 um Mg 279,1 am
9:30 14,42 0,545 0,831 3,61 0,082
9:31 15,04 0,561 0,867 3,63 0,087
9:32 14,74 0,550 0,849 3,60 0,085
9:33 14,48 0,574 0,834 3,67 0,086
9:34 14,35 0,545 0,841 3,60 0,085
9:35 14,66 0,537 0,854 3,56 0,085
9:37 15,07 0,566 0,846 3,60 0,087
9:38 15,58 0,595 0,868 3,59 0,090
9:39 15,53 0,622 0,878 3,52 0,094
Cpennee suauenue, % macc. 14,87 0,566 0,852 3,60 0,087
ArrecoBannoe sHauenue, % macc. 13,7 0,600 0,990 3,58 0,090
OCEKO, % 3,09 4,85 1,90 1,16 3,98
Pasmax 1,23 0,085* 0,047 0,15 0,012
Hopwmarus nosropsiemoctu, d 1,48 0,056 0,084 0,36 0,023

Taﬁ.nnna 7. OrHOoCUTeIbLHBIE CpegHeKBaApaTuIeCKue OTKIOHECHUI (%) pe3ysbTaToB aHaans3a CO aIIoMUHHEBBIX CILIABOB

Table 7. Relative standard deviations for the results of analysis of the reference materials of aluminum alloys

OmnpeengeMblii Polyvac E980 ¢ MASC Polyvac E982 ¢ 3y
SJIEMEHT CO 121 CO27 CO 02 CO 05 CO 121

Si 3,0 2,0 14 1.5 3,09

Fe 1,1 3,9 3,7 6,0 4,85

Mn — 2,4 0,93 4.4 —

Cu 1,7 2,2 — — 1,16

Mg 3,8 5,8 5,3 4,3 3,98

Ni 4,5 — — — 1,90
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CPABHEHHME AHAJIUTUYECKHNX BO3MOXHOCTEN YCTAHOBKH

C JIYTOBBIM JIBYXCTPYVHBIM APTOHOBBIM IIJIASMOTPOHOM

N KOMIIVIERCA «I'PAHIA-IIOTOR» ITPU OIIPEJIEJIEHUN
PEAROSEMEJIBHBIX 9JIEMEHTOB B 'EO/IOTHYECKRHUX OBPA3ITAX
METO/IOM ATOMHO-SMHUCCHOHHOM CIIEKTPOMETPUHA

© Augekcein CepreeBuu IllaBeknn*, CBeriana BopucoBna 3asakuna,
Ceprein Muxaittosnd JKmoauk
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Meron aTOMHO-3MHCCHOHHOM CIIEKTPOMETPHUH C IYTOBBIM BO30YIKIEHWEM CIIEKTPA II03BOJISIET
OIIpeJIeTIsiTh penKo3eMenbHble smeMeHThI (P39) B reonormaecknx 06pasmax myteM IpsMOoro aHa-
JTM3a TBEPABIX P00 6e3 IIuTeIbHoM mpodomoarorosku. Ha mpumepe anamusa o6pasiia pemarose-
MeNnbHOU Pyabl TOMTOPCKOro HHOGHI-PEIK03eMeIHHOTO MECTOPOSK/IEHHUS CPABHIIN AHATTHTHAYE-
ckue BoaMoskHOCTH yeraHoBEH «['pana-ITorok» u gByxcrpyiiHoro ayrosoro miasmorpona (I JIIT)
B coueranuu co crexrporpadom [[PC-458C, ocHaleHHBIM MHOTOKAHAIBHBIM aHAIU3ATOPOM
amuccroHHbIX crieKTpoB (MASC). ITokasano, yto 6osee BbicOKas Temmeparypa miasmbr [ 11
(~7500 K) mmo cpaBHenwuro ¢ miasmoi ayrosoro paspsga (~5500 K) u cmerenue nuamnasona pe-
rucrparuu cruerrpa JJPC-458C B 6omee mnHHOBOMHOBYIO 061acTh (280 — 245 1m) obecneyrin
BO3MOKHOCTE onpezesnenus P39 mo GonblieMy Yrcity aHaATATHIECKUX JHHUHA ¢ 60/iee HU3KAMA
mpesenamMu obuapyskeHus. [[paBHUIBHOCTh Pe3yIbTATOB ompeneaenusd P39, MOIyYeHHBIX ¢ HC-
nonb3oBanueM J[JII1, mogreep:xnena cpaBuenueM ¢ qanHbiMEu aHaiausa meromgom MCII-MC.

KaroueBnle cioBa: pefro3eMesbHbIE DIIEMEHThI; AaTOMHO-OMHCCHOHHBIN CIIEKTPAIBHBIN aHa-
JIN3; JIBYXCTPYHHBIM IYTOBOM IITA3MOTPOH; MHOTOKAHAJBHBIE CIIEKTPOMETPHI; AHAIM3ATOP
MASC.

COMPARISON OF THE ANALYTICAL CAPABILITIES

OF A FACILITY WITH THE ARC DOUBLE-JET ARGON

PLASMATRON AND A GRAND-POTOK COMPLEX IN DETERMINATION
OF THE CONTENT OF RARE-EARTH ELEMENTS IN GEOLOGICAL
SAMPLES BY ATOMIC EMISSION SPECTROMETRY
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The method of atomic emission spectrometry with arc spectrum excitation provides determination of rare
earth elements (REE) in geological samples by direct analysis of solid samples without a long-term prelim-
inary sample preparation. Using the analysis of a rare-earth ore sample from the Tomtor niobium-
rare-earth deposit as an example, we compared the analytical capabilities of a Grand Potok installation
and a two-jet arc plasmatron (TJP) in combination with a DFS-458S spectrograph equipped with a multi-
channel emission spectrum analyzer (MAES). It is shown that a higher temperature of the TJP plasma
(~7500 K) compared to that of the arc discharge (~5500 K) and the shift in the recording range of a
DF'S-458S spectrum to longer wavelengths (280 — 245 nm) provided a more reliable determination of REE
using a larger number of analytical lines with lower detection limits. The correctness of the results of REE
determination was confirmed by comparison with the data obtained by the ICP-MS method.

Keywords: rare earth elements; atomic emission spectral analysis; two-jet arc plasmatron, multichannel
spectrometers; MAES analyzer.
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BBenenune

AromHo-smMuccroHHas —crnexrpomerpus  (AIC)
TPAAUIIMOHHO SABJISIETCS ONHHUM M3 CAMBIX PACIIPO-
CTPAHEHHBIX W HANEKHBIX METOOB MHOTO3JIEMEHT-
HOTO aHanus3a o0paslloB Pas3IuJHON mpupoxbr [1].
Hecmotpsa ma mmpokoe pacmpocrpanenune AJC c
MHIYKTUBHO-CBSI3QHHOM ILTA3MOM, IIPEACTABIIAIOT
WHTepec BApHAHTHI METOJA C APYTUMU HCTOYHUKA-
mu Bo30y:xmenusa cuekrpoB (MBC), mospomaromniue
MIPOBOIUTD MIPAMOM aHAINU3 TBEPABIX P06 6e3 mpe;-
BApUTENHHON XWMHYECKOW MIPOOOIIOArOTOBEN [2],
YTO COKpAaIllaeT BpeMs aHa/ln3a U yMEHBIAeT BHO-
CHUMYIO CHCTEMATHYECKYIO TIOTPEIIHOCTb.

HucrpymenTanbHoe onpesiesieHre peaKo3eMeb-
HbIX daeMeHToB (P39) B reosormyeckmx obpasiax
sBJISeTCA aKTyalbHOH 3amadeit [3 — 5]. CioxHOCTD 1
IUTUTEILHOCTh XMMHUYECKOH ITPOGOIIOATOTOBKH Teo-
JIOTHYECKUX 00pasIioB Ipu orpenenennu P39, o0y-
CIIOBJIEHHBIE TPEKIE BCEr0 YIMOPHOCTHI0 MUHEpa-
noB-HocuTenel P39 [6], sacraBidior ucciemosare-
Jie¥ MCKATH HOBBIE TIOAXOMBI, IIO3BOJSIOIINE TIOBbI-
CUTb TOYHOCTH U DKCIPECCHOCTH DJIEMEHTHOTO aHa-
nu3a 00pasoB pya u MuHepasos [7 — 9].

ATOMHO-3MHUCCHOHHAS CIIEKTPOMETPHSA C apTOHO-
BBIM [JIYTOBBIM [BYXCTPYHHBIM ILIA3MOTPOHOM
(ASC-IIII) mosBoMseT IPOBOIUTE AHAJIN3 TBEPIBIX
mpo0d B BHIE MEIKOIUCIIEPCHBIX IOpPoIIkoB [10].
Bosmoskuaoctu AJC-IIOII pma ompenenenust sie-
MEHTHOTO COCTAaBa PA3IHYHBIX T'€0JIOTHIECKUX 00-
PpasIioB IMOKasaHbl BO MHOTHX padorax [11 — 13], ox-
HAKO MPAKTHYECKH He HWCCIEIOBAHBI BO3MOKHOCTU
merona mysi onpenenenus P39. Ilpenenst obuapy-
skeHusa P39 saBucAT OT BHIOPAHHOM aHATUTHIECKOLH
JIVHWHU SJIEMEHTa U XMMHYECKOTO COCTaBa oOpasiia
[10].

Ilensp paborsl 3akmiouyaiach B CPABHEHHUHM aHA-
JUTUYECKUX BO3MOKHOCTEH JIBYX BAPUAHTOB METOA
A9C — c BO30Oy:kmeHHEM CIIEKTpa B Iyre IIOCTO-
aHHOTO TOKa (ycramoBka «I'paum-Ilorok») u B mias-
Me IYTOBOTO JBYXCTPYHMHOTO ILJIA3MOTPOHA — IIPHU-
MEHHTENHHO K omnpefeneHuo P39 B reomornyeckux
obpasrax.

JKCIIEPHMEHTAIBLHAA 9aCTh

Obopydosanue. WccimemoBaHus BbBIMOJIHEHBI C
HCIIOIB30BAHUEM aTOMHO-DMHUCCHOHHOTO KOMILIEKCA
«'pauag-ITorox» («BMK-Onrosnexrponnka», Hoso-
cubupck) [14], mpegHasHAYEHHOrO MJIS SKCIIpece-
OIIpe/ieJIeHUsI COCTaBa MOPOIIKOBBIX P00 IPUPOA-
HOTO ¥ TIIPOMBIILIEHHOTO IIPOUCXOMkKIeHusA. Kowm-
IIJIEKC BKIOYaeT B ceba ycraHoBKy «llorok», crek-
TpomeTp «I'paHi», OCHAIIEHHBIH MHOTOKAHAIBHBIM
ananuzatopom MAIC [15], u BcmomoraTeasHOE 000-
py[IOBaHMe [Ji BBEIEHU MPOOBI B yTOBOM Pasps.
Bos0y:xmenre criekrpa oOpasiia B ycraHOBKe «I'paH-
IToToK» MIPOMCXOIUT METOMOM IPOCHINKH-BYBAHU.
Yepes BepTHKaAIbHYIO TPyOKy oOpaser, Haxosd-

IIHAHICSI B TOPOIIIKOO0PA3HOM COCTOSTHHH, IOCTYIIAeT
B 9JIeKTpuyecKyo nyry (cuia toka — 20 A), Bo3uuH-
KaIIyl0 MeXIy TpadUTOBBIMU SJIEKTPOIaMH Ha
BO3ZyXe.

Bropas ycranoBKa COCTOUT U3 aproOHOBOTO IyTO-
BOTO ABYXCTPYHMHOTO IJIA3MOTPOHA U CIIeKTporpada
I PC-458C [16 — 19], Ha KOTOPOM yCTAHOBJIEH MHO-
TOKAHAJIBHBIA aHAJIHU3aTOP AaTOMHO-3MHUCCHOHHBIX
cuexktpoB (MASC), paspaboTaHHbI# U H3TOTOBJIEH-
ueii kKommnaunuein «BMHK-Onrosnexkrponura» (r. Ho-
Bocubupck). Mccnenyemas mpoba mpeacTaBiseT co-
001 MEJKOIUCIIEPCHBIH IIOPOIIOK C KPYITHOCTBHIO
yacrurr e 6osee 0,074 — 0,076 MM, KOTOPBIHA BBOAST
B IUIA3MEHHBIM IIOTOK MEKIy CTPYAMH IIJIa3MBbl.
Macca maBecku cocraBisama 30 Mr, BpeMs IIOJIHOH
sKcIo3uIuu — 6,5 ¢, Bpemsa 6a30BOM SKCIIO3UITUNA —
100 mc.

Hns ynpaBnenus mpubopoMm, 00pabOTKH CIIEeK-
TPOB W CTATHCTUYECKOW 00pabOTKH pesyabTaToB
aHa/IM3a KCII0IB30BAIN MIPOrpaMMHOe obecriedeHmne
«Arom» («<BMK-Onrosnexrponrnka») [20].

O6paser pyabl ObUT MAPAIIETHHO MPOAHATU3HU-
pOBaH METOMOM MAaCC-CIIEKTPOMETPUM C HHIYKTHUB-
Ho-cBasaHHou mnasmon (MCII-MC) mocie crnasie-
HHUA ¢ mepokcupoM Hatpusa Nay,O, (1o meromuke,
omucaHHo# B pabore [21]) ¢ ucmonb3oBaHueM Macc-
criekTpoMeTpa BbICOKoro paspernenuas ELEMENT
(Finnigan MAT, 'epmanus) B COOTBETCTBUH C METO-
IHUKOM, OIIMCAaHHOU B padore [7].

Obvexm uccnedosarus. AmamusupoBanu obpa-
ser; pyabsl TM-96, orobpanubiii Ha yuacTke Bypasn-
HbIH TOMTOPCKOTO HHOOUI-PEIKO3EMENTHLHOTO MECTO-
poskaenus [22], MUHEpaATbHBINA COCTaB Py KOTOPOTO
Briiouaet 6oiiee 80 MuHEpaIoB: OKCHUABI (IIHMPOXIIOP,
TeTUT, TeMAaTHUT, PYTHJ, WIBMEHOPYTHI), (pocdaThl
(MOHAITAT, MUHEPAJIBI TPYIIILI KPAHAAIIINTA, (TOP-
amaTuT, KCeHOTUM), KapOoHATHI (CHAEPHUT), CyIb(u-
Ibl (IUPUT, TAIEHUT, CPATIEPUT, XATbKOITUPHUT), CH-
muKaTel (KaoawHuT, ruppocimionsl) [23,24]. Ilpu
9TOM OCHOBY PYZA COCTABJIAIOT TE€THT, MOHAITUT U MH-
HepaJbl TPYIIbl KPAHJAINTA, MHPOXJIOP, OKCHUIIbI
THTaHA.

Ina mocTpoeHUs TPafyHPOBOYHBIX TPaUKOB
KCIOJB30BAIIN OTPACIEBOM CTAHIAPTHBIA 00paserr
0OCO 250-91 (H®C-23, pyma pemkoseMenbHasd,
BUMC, Poccust). F3-3a BbICOKUX comep:kanuii P39
B craHgapTHOM obpasiie (tabs. 1) Bo usbe:xanue sg-
(ekTa CaMOMOTIOIEHUs AHATUTUIECKOTO CHUTHAIA
CO paszbaBiisau CIIEKTPATBLHO YHCTHIM IPa(UTOBBIM
mopoirkoMm (I'TI) (ocu, 'OCT 23463-79) B 5 pas, 3a-
TeM TIpY TPUTOTOBJIEHUU CEepPHU 00pasIioB cpaBHe-
HHUA MOJIYYEeHHYI0 CMeCh IOCIEI0BATENHHO pasbas-
g I B 3, 9 u 27 pas (cm. Tabm. 1). Obpasers
pyner TomTopcroro MecToposkmaeHus pas30aBIIAIN
rpaUTOBBIM IIOPOIIIKOM B 3 pasa.
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O6cy:xaenune pe3yabTaTOB

Ins onpenenenus P39 6buin BbIOpanbl HAMbO0-
Jlee UHTEHCUBHbIE aHATUTHYECKHE JINHUU C YIeTOM
BO3BMOKHBIX HAJOIKEHUH JTUHUH IPYTUX SIEMEHTOB.
B ta6n. 2 npuBeneHbl IpuMephl HAJOKEHNUA HA aHA-
autndeckne nauaun Ce JUHUH IPYTHUX SIEMEHTOB
[25].

HapexxuocTs ompesieneHuss MOBBIMIAETCA IIPH
MPUMEHEHHH HECKOIbKUX AHATUTUIECKUX JIHUHUMH,
MI09TOMY [IJIS1 TIOBBIIIEHHUS TOYHOCTH PE3YIHTATOB
aHanaus3a OBLI WCIIONB30BAH IIOMXO/, PeaTu30BaH-
HBIHA B pabore [12].

[Ipu ananmze ¢ HCHOTH30BAHHUEM YCTAHOBKH
«'paug-Ilorok» 6bLIa BHIOpaHA 00JIACTH PErHUCTPAa-
nuu crekrpa 180 — 350 HM, TOCKOJBKY B IJIAHHO-

Ta6auna 1. Cogepsxanus P39 (ppm) B HCXOAHOM cTaHaap-
THOM O6pasie 250-91 u obpasiax cpaBHeHUs

Table 1. The content of REE (ppm) in the initial certified
reference material and calibration samples

Cran- I'pagyupoBounbie 06pasiibt
OIIeMeHT  [JapTHBIH
obpaser 1/5 1/5/3 1/5/9 1/5/27

La 54700 10940 3647 1216 405
Ce 108100 21620 7207 2402 801
Pr 11500 2300 767 256 85
Nd 36 700 7340 2447 816 272
Sm 4400 880 293 98 33
Eu 1230 246 82 27 9
Gd 2600 520 173 58 19
Dy 1700 340 113 38 13
Ho 300 60 20 7 2
Er 660 132 44 15 5

BOJTHOBOH 00JIACTH MMeeT MEeCTO HAJIOMKeHUe MoJe-
kymapueix momoc CN, NO, NH wu gp. Ha
aHATTUTUYECKUE JINHUH.

IIpu ompemenennn P33 ¢ wucmonbzoBanmem
OIII B cuexrporpad [PC-458C ycranoswnm mu-
dpaxnmonnyio pemerky 1200 MM, 94TO IO3BOIUIO
PEeTHCTPUPOBAThL CIEKTPBHI B quamasoHe or 280 mo
545 1M, Tme HaxomaTcsi Hamboilee WHTEHCHBHBIE
AHATUTHIECKUE JINHUH.

B Taba. 3 mpuBeneHbI XapaKTEPUCTUKYA TPAYH-
POBOYHBIX TPAQUKOB — YIIAbl HAKIOHA W MHUHU-
MasIbHBIE TOCTOBEPHO OIpefiesiseMble COJeP/KaHud
aJeMeHTa il Hanbojiee MHTeHCUBHBIX aHATUTHIE-
CKUX JTUHUMU.

IIpenensr o6Hapy:kenus P39 ¢ ucmnonabzoBanuemM
OIOII auxe, uem B ciaydae ycraHoBku «I'pamm-Ilo-
TOK». bBosee BbICOKas TeMmIeparypa aproHOBOM
maasmbl B J[JIIT (~7500 K) mo cpaBHeHnwuto ¢ mias-
MO# gyroBoro paspsaga ycraHoBku — «IIoTox»
(~5500 K) [26] yBenmnmumBaeT MHTEHCHBHOCTL aHa-
JIUTUYECKUX JIMHUU U MTO3BOJIIET MCIIOIb30BAThH JIU-

Ta6auna 2. ITpumeps! HATOKEHHUS TUHUN APYTUX JIEMEH-
TOB Ha aHanuTHIecKkue auHuu Ce

Table 2. Examples of line interferences between analytical
lines of Ce and other elements

Ananuru- OrHocu-

JecKas JTUHUS TelIbHAA WH- Memarouye THHAA, HM

Ce, am TEHCUBHOCTH

299,087 II 250

299,564 11320 TiII 299,5643, Fe 1 299,5676
305,198 1I 200 W1 305,1925
306,301 11 680 Th II 306,3028
327,225 11 990 Th I 327,2259

Ta6auna 3. XapakTepuCTHKN IPAyUPOBOYHBIX IPA]QUKOB s onpeaenenus P3O mo Hanbosiee MHTEHCHBHBIM AHAITUTHYECKHM

JIMHUAM

Table 3. Characteristics of the calibration curves for determination of REE by the most intense analytical lines

«I'panx-Iloror»

JATT

Omnpenense-

MBbIii SIEMEHT Jnuna YTon HaKIOHA IPafyHpo- C,.., PPM Jnmuna YToa HaKIOHA TPaLyHupPoO- C,.;n, PP
BOJIHBI, HM BOYHOrO rpaduka a, rpaf. BOJIHBI, HM BOYHOTO rpaduka a, rpaf.
La 310,459 40,9 26 326,567 45,7 9,3
Ce 321,894 40,4 54 321,894 44,3 13
Pr 317,231 42,2 58 424,101 45,4 4,6
Nd 330,0148 41,3 19 391,1169 454 8,2
Sm 336,5863 42,5 3 340,8676 43,9 1,6
Eu 268,566 42,0 5 420,505 45,7 0,1
Gd 302,760 39,8 5,8 343,999 44,8 1,3
Tb 328,504 41,8 0,64 351,386 45,0 0,27
Dy 339,3568 40,5 2,1 357,624 445 0,56
Ho 303,869 45,4 1,5 406,509 46,6 0,3
Er 322,3305 41,6 1,6 400,797 46,4 0,57
Yb 289,138 38,9 0,14 369,419 43,6 0,09
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HHUHU ¢ 00jiee BBICOKMMHU SHEPIHSMH BO30YIKISHWU.
Kpome Toro, aprornosas miaasma cBoOOIHA OT MOJIe-
Kyaapubix mosoc CN, NO, NH, uro Tak:xe mosbIma-
€T HAJ[eIKHOCTb PE3yIbTATOB.

Ilna ompemeneHUs KasKIOTO PeIKO3eMeNTbHOTO
DJIEMEHTa WCIOJb30BAIN HECKOJIbKO (oT 3 mo 12)
aHAIWTUYECKUX JUHUM. B Tabi. 4 mpuseneHbl pe-
syabrarsl onpenenenus Ce B obpasme TM-96 c uc-
nonb3oBanuem I JIII mo 12 anmamuTudecKuM JIHHHU-
am. J[1sa kaskmIoi IMHUN IPOBOJUIN 3 HE3aBUCHUMbIX
usmepenus. M3 tabi. 4, BUIHO, YTO HCIOAb30BAHUE
HECKOJIbKUX aHAJIUTHUIECKUX JUHHUH BMECTO OIHOU
II03BOJIIET YMEHBIIINUTDH a6COJIIOTHyIO IIOrpenIrHOCTb
ompeseneHus.

Takum ob6pasom, 0ojiee BBICOKHE TEMIIEPATYP-
Hble xapakrepuctuku mwiasmel [ 111, Bos6y:xneHne
CTIeKTpa B aproHOBOM cpefe [27] u ero perucrparus
B 0ojiee IITUPOKOM IUANA30HE II03BOJISIOT BHIOPATH
0oJIbIlIee KOMMYECTBO AHAIMTHYECKMX JIHHHUH, YTO
[IOBBIIIAET TOYHOCTb M HANEKHOCTh IIOJIyYEHHBIX
pes3yIbTaToB.

Cpenuue comepsxanusa P39, paccuuraHHbie I10
HECKOJbKMM AaHAJUTHYECKUM JIMHHUAM, KOTOpbIE
ObLIa 1mosydensl ¢ ucmonab3oBauuem J[JII1, comocra-
BWJIM C pesyJbTaraMu ompejeinenus P39 meromom

HCII-MC [27]. PaccunTanuble 3HAYEHUA KPUTEPUST
CreofeHTa A1d 60nbIIHHCTBA P3O MeHbIIe Tab-
JIMYHOT'O 3HAYEHHS, YTO TOBOPUT O HE3HAYUTEIHHOM
PasIuuYNU PesyNbTATOB, MOJIYYEHHBIX IBYMS METO-
namu (Tadma. b).

3akaroueHne
Takum o00pas3oM, OIEHEHBI AHAJIUTHYECKHE
BO3MOJKHOCTH [IByX ycTaHOBOK — «I'pann-IloTok» u

IYTOBOTO JBYXCTPYHHOTO IJIA3MOTPOHA B COUETAHUU
co crerrporpadom JPC-458 ¢ MAIC — ms orpe-
nenenus P39 B reomormyeckux obpasiax Ha IPH-
Mepe obpasna penaxoszemenbHoit pyabl TM-96 wus
TomMTOpCKOT0 HHUOOHI-PEIKO3eMETBHOTO MECTOPOIK-
JEHU.

Bonee Bricorkaa Temmneparypa mrasmbl JIII u
IuanasoH perucrparnuu crekrpa 280 — 545 M, cBo-
OOMHBIA OT HAIOMKEHUS MOJIEKYJIpHBIX mosioc CN,
NO, NH, nosBomsior onpenenats P39 ¢ 6omee Hus-
KHUMH TpefielaMu 00HApY:KeHHUsA 10 GOJIbIIeMy duc-
JIy aHQIUTUYECKUX HHHHﬁ, YeM IIPHU UCIIOJIb30OBaAHUU
ycranoBku «['paug-IloTox».

IIpu amanmuse obpasiia apOUTPAKHBEIM METOIOM
(MCII-MC) He 6bLI0 BBISIBIEHO 3HAYMMBIX PACXOIK-

Ta6aua 4. Cogepsxanus Ce B obpasue TM-96, nonyuennsie ¢ ucnonb3oBanrem [[ 1] mo pasHbIM aHATATUYECKAM JIMHUIM

(n = 3; P =0,95)

Table 4. Ce contents in TM-96 sample obtained using TJP by different analytical lines (n = 3; P = 0.95)

Ananuruyeckas IUHHUA, HM Copepsxanue, ppm

Amnanuruyeckas IUHHUA, HM Copnepixanue, ppm

Ce 320,171 22885 + 709 Ce 404,076 22156 + 576

Ce 321,894 22040 + 749 Ce 408,122 23552 + 471

Ce 356,080 23100 + 485 Ce 414,500 22918 + 504

Ce 365,585 22781 + 478 Ce 424,868 22972 + 413

Ce 394,215 22092 + 508 Ce 456,236 22107 + 531

Ce 394,275 22869 + 480 Ce 462,816 22263 + 712
Cpennee 22690 + 494

Ta6auua 5. Cogepsxkanus P39, nonyuennnie merogavu [ I11-A9C u UCIT-MC
Table 5. Average REE contents obtained by TJP and ICP-MS

AIIeMeHT HUCII-MC (KOIIMIECTBO gpf[a,lr}l:ﬁp?qicxnx JIAHUI) SHta e CTBR;I[eHTa
paca Tabn
La 10800 + 1620 10823 = 500 (10) 0,10 2,26
Ce 22800 + 3420 22690 + 500 (12) 0,74 2,23
Pr 2300 + 345 2233 + 100 (9) 1,99 2,31
Nd 8000 = 1200 8320 + 600 (11) 1,33 2,23
Sm 2700 + 405 2450 + 300 (5) 1,96 2,78
Eu 1000 + 150 1260 + 300 (4) 1,49 3,18
Gd 3500 + 525 3833 + 300 (8) 2,36 2,37
Dy 3000 = 450 2658 + 400 (4) 2,61 3,18
Ho 510 = 77 411 + 100 (3) 4,07 4,30
Er 980 + 145 986 + 330 (3) 0,03 4,30
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I[eHI/Iﬁ l'IO.TIy‘-IeHHLIX pe3yJII)TaTOB C IaHHbBIMHU METO-
na JUITT-ADC.
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OIIEHKRA BOSMOKHOCTHU KOHTPOJISA TEMIIEPATYPBI
SJIIERTPOTEPMHUYECKOI'O ATOMHU3SATOPA 110 CUTHAJIAM
IIOI'JIOINEHUA 3JIEMEHTOB
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Cy1ecTByomas B HaCTOsIIIlee BpeMs CHCTEMa KOHTPOJIS TEMIIEPATYPhI SJIEKTPOTEPMITIECKOTrO
aromuzaTopa (9TA), mprMeHsIOIIErocsa B aTOMHO-a6COPOITHOHHOM CITEKTPOMETPE IS OHOBPE-
MEHHOTO MHOTO3JIEMEHTHOTO aHAJIN3a, TIPU BCEX CBOMX JOCTOMHCTBAX HECIIOCOOHA 00ECIIeUUTH
BBICOKHE XapaKTEePUCTUKY PE3yIbTATOB aHAIN3A IIPU YTPATe aKTyalIbHOCTHA KATHOPOBKY BCTPO-
€HHOTO OITHYECKOTr0 IHPOMeTpa, KoTopas O0yCIOBIEHA eCTeCTBEHHBIMU IIPOIIECCAMU H3HOCA
rpaduTOBBIX KIOBET B XOfIe MX SKCIuTyaTaruu. KouTposns padorocrnocobrHocTr OTA ¢ moMorsio
BHEIITHET0 KaJuOPOBAHHOTO ITUPOMETPa TPymoeMoK. 1lenecoofpasHo HCIoNMb30BaTh I TAKOTO
KOHTPOJISL 3aBUCUMOCTDb TEMITEPATYPHI OT BPEMEHH IOSIBJIEHN aTOMHBIX [IAPOB 3JeMeHTOB. Hc-
CJIe0BaHA BO3MOKHOCTh KOHTPOJIS TEMIIEPATypPhl IPA(UTOBBIX KIOBET B 3JIEKTPOTEPMUIECKOM
aTOMHU3aTOPe aTOMHO-a0COPOITMOHHOTO CIIEKTPOMETPA ¢ HCTOYHUKOM HEIPEPBIBHOTO CIIEKTPA TI0
3aBHCHMOCTH CHUTHAJIOB IIOTJIOIIEHUS 3JIEMEHTOB OT BpeMeHH. [IpaBuibHOCTh KaIHOPOBKY IIPO-
BEPSUIN TIyTE€M PETUCTPAIMHA CUTHAJIOB IOTJIONIEHUS POOBI, COAEPIKAIIEH XUMIUIECKUE DIIEMEH-
TBHI PA3JIMYHOM JIETYYECTH, U TIOCIEAYIOIIeH OIeHKA MOMEHTA BPEMEHH U COOTBETCTBYIOIIEH eMy
TeMIIepaTyphl MOABIEHU aTOMHBIX IIAPOB 9JIEMEHTOB. B pesyibrare MoIy4eHbI TeMIepaTypbl
nosiBinerus aroMubix mapos Al, Cd, In, Mn, Ni, Pb u V, ne:xarrue B quamazone 640 — 1940 °C.
ITpu usmenennn ckopocTy Harpesa 6osiee 4eM B 3 pasa TeMIepaTypa MOSBISHHs TAPOB i BbI-
OpaHHbBIX DIIEMEHTOB H3MeHserca MeHee uyeM Ha 5 %. IlocpemcTBoM m3MeHeHUsT KaTHOPOBKH
BCTPOEHHOTO OITHYECKOr0 MMPOMETPA MOJIEIHUPOBAIN CUTYAITUIO YTPATHI aKTYAIBHOCTH KaInuG-
POBKHM C H3HOCOM TpadHuTOBO#M KioBeThL. [10KasaHo cmelenue rpadpuka KOpPessaiiuy MeKIy pea-
JIBHOM ¥ M3MEPEHHOM TeMIIEPaTyPOH IOSBJIEHHUS IapOB 3JEMEHTOB IPU HEKOPPEKTHOM Kayinb-
poBKe mmpomerpa obpaTHoi cBssu. [IpencrapieHHbpil B paboTe METO MOYKET HUCIIOIh30BATHCH
VIS TIPOBEPKU [TPABUIBHOCTY KAJTHOPOBKH BCTPOEHHOTO TIMPOMETPA, & TAKIKE IS OIPeIeIeHIs
He00XOIUMOCTH 3aMeHbI rpad)UTOBOM KIOBETHI, HCYEPIIABIIIEH CBOM Pecypc.

KiroueBnblie ciioBa: aroMHO-a0COPOLMOHHAS CIIEKTPOMETPHS; SJIEKTPOTEPMUYECKHN aTOMH3a-
TOP; ATOMHBIN TIap; MHOTOJIEMEHTHBINA AHAJNS; ONITHYECKAS [IMPOMETPHS; U3IydaTeabHas CIIo-
COOHOCTB; rpaduTOBas KIOBETA.

ESTIMATION OF THE POSSIBILITY OF CONTROLLING
THE TEMPERATURE OF AN ELECTROTHERMAL ATOMIZER
BY THE SIGNALS OF THE ELEMENT ABSORPTION
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The current system of the temperature control for the electrothermal atomizer (ETA) used in atomic ab-
sorption spectrometers for simultaneous multielement analysis, is unable to provide high characteristics
of the analysis when the calibration of the built-in optical pyrometer becomes irrelevant due to the natural
wear of graphite cells upon operation. As the control of the ETA efficiency using an external calibrated py-
rometer is laborious, it is advisable to use the dependence of temperature on the time of appearance of
atomic vapors of elements. We have studied the possibility of controlling the temperature of graphite cells
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in the electrothermal atomizer of a multielement atomic absorption spectrometer with a continuous spec-
trum source by the time dependence of absorption signals of chemical elements. The correctness of the cal-
ibration was checked by recording the absorption signals of a sample containing chemical elements of dif-
ferent volatility with subsequent evaluation of the time and the corresponding temperature of the appear-
ance of atomic vapors of the elements. The obtained temperatures of the appearance of atomic vapors of
Al, Cd, In, Mn, Ni, Pb and V ranged within 640 — 1940°C. When the heating rate is changed by a factor of
more than 3, the vapor appearance temperature for the selected elements differs by less than 5%. Using a
deliberate change in the calibration of the built-in optical pyrometer, we have simulated a situation in
which the relevance of the calibration was lost, e.g., due to the wear of a graphite cell. The experiment re-
vealed a shift of the correlation graph between the actual and measured temperatures of the appearance of
vapors of elements in the case of incorrect calibration of the feedback pyrometer in the coordinates “Real
temperatures” — “Measured temperatures.” The method presented in the study can be used to check the
correctness of the calibration of the built-in pyrometer and to determine the necessity of replacing a worn
graphite cell.

Keywords: atomic absorption spectrometry; electrothermal atomizer; atomic vapor; multielement analy-

sis; optical pyrometry; emissivity; graphite furnace.

BBenenue

B macrosInee BpeMa aKTUBHO pasBUBAETCI Me-
TOJ ATOMHO-a6COPOIMOHHOM CIIEKTPOMETPHH C JJIEK-
TPOTEPMUYECKOM aTOMHU3ANMEH I OJHOBPEMEHHO-
ro MHoroajemeHTHoro anamusa [1-5]. Kourpoab
Harpesa dJIeKTpoTepMudecKoro aromusaropa (9TA)
B aTOMHO-a6COPOIMOHHBIX CIIEKTPOMETPax C UCTOY-
HHUKOM HETIPEPLIBHOTO CIIEKTPA 3a4acTyI0 OCYIIECTB-
JIAeTCd TMOCPEJICTBOM PETHUCTPAIIUY TEIJIOBOTO U3Iy-
YeHHUA IPaUTOBOHN KIOBETHI [6] OITHYECKHUM ITHPO-
merpom Ha ocHoBe InGaAs PIN-dorogmnona (crex-
TpanbHbI auama3oH — 900 — 1700 uM), BKIOYEH-
HBIM B cucremy obparuoi csasu (OC). ITupomerp
usmepsAer temneparypy B auamaszone 400 — 3000 °C
co ckopoctbio 1000 umamepenwmii/c. Crabunmsarius
TeMIiepaTypsl B pesknMe Harpesa Boimre 400 °C ocy-
II[ECTBIAETCA C IIOMOIIBIO IPOITOPIIHOHATBHO-HHTE-
IPaIbHOTO PETYAATOPAa B MHUKPOIPOIECCOPE ILIATHI
yrpasiaenus ITA ¢ mog6opom K03 PHUIUEHTOB I
HCKJIIOYEHUS TIepPeperyIupoBaHus.

Bricokoe 6nrcTpomeiicrBue mupomerpa OC mo-
3BOJIAET MOOWTHCH TJIABHOTO W TOYHOTO BBIXOAA HA
3aIaHHYIO TEMIIEPATYPY IIPH BBICOKUX CKOPOCTAX €e
mapacrauud (1o 8000 °C/c). IIpu sTom HEOoOXOmMMA
KanubpoBKa MHUPOMeTpa C HCIOJb30BAHUEM IOII0JI-
HUTENHHBIX U3MEPUTeNeH TeMIIepaTyphl, HAIIpUMeD,
CTAIMOHAPHOTO YHEPreTHYecKoro mupomerpa «Tep-
moroHT-TH5C1IM» [7], uTo compsikeHO ¢ psgoM
TPyIHOCTEH 1 HEY00CTB, BOBHHKAIOIINX B IIPOIIECCEe
ero MOHTa)ka M HACTPOUKH. Ha ocHOBaHUM pesyiib-
TaTOB 9TON KaIMOPOBKM yCTAHABIWBAaETCI (PYHEK-
[UOHAJIbHAS 3aBHCUMOCThH TEMIIEPATypPhl Trpadu-
TOBOH KiOBeThl arommsaTopa oT curHama AIlIl
rmmupomerpa OC, KoTopas ammpoOKCUMHUPYETCS IIOJIH-
HOMOM 5-ii crenenu (ero K03()(PUITHEHThI 3aITUCHIBA-
0TCS B iaTy nupoMerpa). OTKaaTuOpoBaHHBIN MH-
pomerp OC BbIaeT B miaty ymnpaBieHUs 3HAYCHUA
TeMIIepaTyphl.

OpxHako ¢ TedeHHeM BpeMEHH KaJuOpOBKA MO-
JKET CTATh HEAKTyaJIbHOH, HANpPUMEp, W3-3a H3Me-
HEeHHs U3JIydaTelbHOM crocobuocTu [8, 9] rpaduro-
BOH KIOBETHI B ITpoOIlecce ee M3HOcA. B pesyibrare

BOBHHKAET HECOOTBETCTBHE PEAbHBIX U 3a[aHHBIX
TeMIIepaTyp HArPeBa, YTO MOYKET IPUBOIUTH K YXY/I-
[IEHUI0 XAPAKTEePUCTUK pe3yJbTaTOB aTOMHO-a6-
COpOIIMOHHOTO aHATN3a. JTO [eIaeT aKTyaJIbHOH 3a-
a4y KOHTPOJISA TeMIIepaTypbl rpadUTOBON KIOBETHI
IyTeM PETHCTPALNH U aHAIN3a CUTHAJIOB IIOTJIOIe-
HUS XUMUYECKUX DIIEMEHTOB.

HsBecTHO, 9YTO XMMHWYECKHE DJIEMEHTHI 006Jasa-
0T pasHoi jserydectbio [10], B cBsI3u ¢ 9TUM mIpe-
CTaBIIAETCS 11€7IeCO06PAa3HbBIM HCIIOIH30BATh 3aBUCH-
MOCTb TEMIIEPaTypPhl OT BPEMEHH TIOSBJIEHUS aTOM-
HBIX [1apOB PA/a SJIEMEHTOB [JI KOHTPOJSA HArpeBa
rpaduTOBOM KIOBETHI.

CpaBHUB OMHOBPEMEHHO 3apErHCTPUPOBAHHBIE
CHUTHAJBI TIOTJIOIIEHUsT JJIEMEHTOB U TEMIIepaTy-
PBI KIOBETHI C 3aBUCUMOCTSIMHY TIPU MePBOHAYAIHHOM
KaJauOpOBKe, MOYKHO CHeNIaTh BBIBOL O HEOOXOIH-
Moctu nepekanubpoku mupomerpa OC unu 3amere
KIOBETHL.

ens nannoit paboThl — HCCIEOBAHNIE BO3ZMOK-
HOCTH KOHTPOJISI TEMIIEPATYPHI PA(QUTOBBIX KIOBET
B DJIEKTPOTEPMHUYECKOM AaTOMHU3ATOPE ATOMHO-a6-
COPOITMOHHOTO CIEKTPOMEeTpa € HCTOYHHUKOM He-
MPEPBIBHOTO CIIEKTPA IyTeM aHaTN3a 3aBUCUMOCTU
CHUTHAJIOB TIOTJIOIIEHHUSI XUMUYECKUX JIEMEHTOB OT
BpEMEHH.

JKCIIEPHUMEHTAIBLHAA 9aCTh

IKCnepuMenmaibHaAsL YCIMAHO8KA TIPeNCTaBIId-
er cob0il TPOTOTUN MAIOTabapPUTHOTO ATOMHO-a0-
COPOITMOHHOTO CIIEKTPOMETPA C UCTOYHUKOM Helpe-
PBIBHOTO CIIEKTPA ¥ AIEKTPOTEPMUIECKUM aTOMHU3a-
topom [11]. Ha puc. 1 npeacrasiena ee 610K-cxema.

OcCHOBHBIMH (DYHKITHOHATHHBIMU Y3JIaMH yCTa-
HOBKH SBJISIOTCA: HCTOYHUK W3Iy4YeHUSI — Ieu-
TepueBasg Jsamma Hamamatsu X2D2; »saexrtpo-
TEePMUYECKHUH aTOMU3ATOP C IPaUTOBOIM KIOBETOM
IIPOJOSBHOTO HArpeBa; HCTOYHUK IIUTAHUT aTOMHU3a-
Topa; crexrpomerp «Komxubpu-2» ¢ pabouum criex-
TpanbHbIM AuanazonoMm 190 — 360 HM u pasperieHu-
em 0,1 M [12]. YupaBieHne ycTaHOBKON OCYII[ECTB-
agetca 110 «Arom 3. 3» [13]. B ycranoBke mcmoms-
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Fig. 1. Block diagram of the experimental setup

3yI0TCA IpauTOBbIe KIOBETHI C HAHECEHHBIM ITHPO-
JIUTUYECKAM TOKPBITHEM, KOTOPbIE HATPEBAIOTCS 10
50 - 2700 °C 3a cueT IPOIyCKAHUSI Yepe3 HUX DJIEK-
TPHYECKOTO TOKA. Y IpaB/ieHre HarpeBOM OCYIIeCTB-
JIeTcd TOCPENCTBOM IIUPOTHO-UMITYJIECHOM MOIY-
aarun (IIHWUM) nanps:xesnns HA rpadUTOBOM KiOBe-
Te ¢ 00paTHOH CBA3BIO I10 TEMIIepaType, I u3Mepe-
HUA KOTOPOH MCIIONIb3YyeTCA BCTPOEHHBIN IIHUPOMETP
OC. [Ins samursl rpaduTa OT OKUCIEHUS IIPH BBICO-
KUX TeMIIePATypax BHEIIHAS ¥ BHYTPEHHAS CTEHKH
KIOBETBI 00/[yBAIOTCSI BLICOKOYHCTHIM apTOHOM.

Brictpeiii HarpeB rpaduTOBOI KIOBETHI IO 3a-
MAHHOW TeMIepaTypHOU mporpamme 06ecrIeInBaeT
aTOMM3AIAI0 KCCAeIyeMoro o0pasia, T.e. ero mepe-
BOJI B COCTOSTHFE aTOMHOTO TIapa, CIT0COOHOTO CeleK-
THBHO TOIJIOMIATh W3JIydeHHe HCTOYHUKA HeIpe-
PBIBHOTO CIIEKTpA HA IJIMHAX BOJIH, COOTBETCTBYIO-
[AX PE30HAHCHBIM MTEPEX0aM ATOMOB W3 OCHOBHO-
T'O B BO30Y:KI€HHOE YHEPTEeTUIECKOe COCTOSTHHE.

Buwibop xumuueckux sanemenmos. Beioop Al, Cd,
In, Mn, Ni, Pb, Pd, V B kauecrBe siemeHTOB, uC-
MMOJB3YIOIIUXCSI B KOHTPOJIBHON mpobe, 06ycIoBIeH
TeM, YTO MX ONTHMAJbHbIE TEeMIEPaTypbl aTOMU3Aa-
[IMH, a CJIe0BaTelbHO, U TEMIEPATYPhI ITOSBICHUSI
aTOMHBIX TIAPOB, JIEKAT B IIIHPOKOM [HUATIA30HE
[10, 14]. Kpome Toro, ux Hanbojiee 4yBCTBUTEIbHEIE
AHATMTUYECKHE JINHUY HEe UCIBITHIBAIOT CIIEKTPAIb-
HBIX HAJOMKEHUHM MPU PETrHuCTPaIiy C UCIO0JIb30Ba-
HueM criekrpomerpa «Koaubpu-2» [15].

Konnenrparus Bcex 91eMeHTOB B IIpobe oxuHa-
KOBa M COCTaBJIsAeT 2 Mr/J.

Onucanue skcnepumenma u memodura o6pa-
bomxu pesynvmamos. B xome paboThl HCIIOIB30BA-
sm aBa Buga Kanubposku nupomerpa OC: cranmaprt-
Hy0 (KoppekTHyo) KanubpoBky mupomerpa OC na
KIOBETY, YTPATUBIIYI0 META/UIMYECKHUH OJIeCK THUpPO-
JIUTUIECKOTO TOKPBITHUA B Pe3yjibrare HeOOIBLIIIOTOo
YHCIIA OTKUTOB («KamnbpoBOYHAS» KIOBETA), U TY Ke
KaJTUOPOBKY, CMEIIeHHY0 HA MTOCTOSHHOE 3HAYEHUE
Temmeparypbl (HekoppekTHyio). CwmelieHue 3aia-
BaJIH IyTeM M3MEeHEeHUd 3HAUYeHHs CBOOOMHOTO dje-
Ha B mosmHOMe 5-# crenenu. [logob6Hoe n3menenue
MOKeT WMHUTHPOBATh MEXaHWYECKOe CMEIlleHHe ITh-
pomerpa OC oTHOCHTENBHO OOBEKTA W3MEPEHU,
YMEHBIIIeHVe BXOIHOW amepTyphbl CHCTEMBI PETHCT-
parmmu, a Takxke BO3MOMKHYIO Jerpagaruio (oTouys-
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Fig. 2. Graphs of Mn (1) absorption and temperature ver-
sus time (2)

CTBUTENBHOTO 3JeMeHTa. Bo BCeX OTHUX Clydasx
YMEHBIIIAeTCs OCBEIeHHOCTh (POTOUyBCTBUTEIHHOTO
DJIEMEHTA W, KaK CJIeCTBHE, IPOHCXOIUT 3aHMKe-
HUe U3MEPEeHHbIX TEMIIEPATyYP OTHOCUTEIBHO pPeah-
HbIXx. OMHAKO MOCKOJBKY HAIIEH IIeJbI0 SBJISETCS
IeMOHCTpanusa paboThl IPEICTABIEHHOIO MeTOoIa
KOHTPOJISA, CMEII[eHNe CAeJIAaHO B CTOPOHY yBelude-
uusa wusmepsembix mupomerpom OC Temmepartyp,
9T00bI M30e/KaTh BO3MOKHOTO IIeperpeBa W paspy-
[IIEHUS KIOBETHI.

Ha mporsxennn Bcero sKCIIepuMeHTa UCIIONb30-
BAJIH «KAJTMOPOBOYHYIO» KIOBETY, YTO IO3BOJIAET TO-
BOPUTH O BBICOKOM TOYHOCTH COOTBETCTBHS 3aJaH-
HBIX MTApaMeTPOB HArpeBa peanbHbIM. TeMmepaTyp-
HO-BpEeMeHHas IporpamMMa HarpeBa KIOBETHI IIpHUBe-
neHa B Taou. 1.

Jlna mocTpoeHus TeMIEpaTypHBIX 3aBHCHMO-
cTell HeoOXOAMMO OIpemeNuTh MOMEHT Hauaja Io-
SIBJIEHUS ATOMHBIX IIAPOB M COOTBETCTBYIOIILYIO €My
TeMIIepaTypy, 3aperuCTPUPOBAHHYI0 MMHPOMETPOM
OC, gna Bcex BBIOPAHHBIX DJIEMEHTOB. OTH I1apa-
MEeTPBI OIPeNesiin U3 rpad)uKOB 3aBUCUMOCTH CHT-
HAJIOB TIOTJIONIEHUS W TeMIepaTypbl OT BPEMEHH.
[Tpumep mnsa mapramiia mpuBeaeH Ha puc. 2 (crpen-
KaMH¥ ITOKa3aH CII0CO0 IOJyJeHHUs TeMIIePaTyPhI I10-

Ta6mauma 1. TemmeparypHo-BpeMeHHasI IPorpaMMa Harpe-
Ba KIOBETHI

Table 1. Temperature-time program of heating the gra-
phite furnace

3ananHas B CropocTtb IIponysxa
3 _ peMﬂ, BHyTpeHHeI‘O
Tan TeMIepa Harpesa,
°C [ °Cle o0beMa KioBe-
ypa, TBI aPTOHOM

Cymika 90 60 26 +
IIupomnus 500 30 200 +
Aromuzanmsa 2400 2 1500 -
Yucrra 2500 2(1) x 1 3000 +
Oxnaxnenue — 15 — +
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SABJIEHUS aTOMHBIX mapoB). Ilomydennsie 3HaUeHUA
TeMIIepaTypbl CIUTAIOTCA IIOCTOSHHBIMY U He JIO0JIK-
HBI CYII[ECTBEHHO MEHATHCS IIPW M3MEHEHHWHU I1apa-
MeTpOB Harpesa aToMu3aTopa.

OO6cy:xxneHue pesyabrTaToB

B Tabn. 2 mpuBeleHbl BpeMeHA TOABIEHHUA
ATOMHBIX ITAPOB U COOTBETCTBYIOIIHE TEMIIEPATYPbI
(cpemHue 3HAYeHWs I TPeX H3MEpPeHwHir), 3ape-
rucrpupoBanabie mwpomerpom OC mpu ero kop-
PeKTHOH KamuOpOBKe, I BCEX DIEMEHTOB KOH-
TPOJNBHOU TPOOKLI TIPH PA3HBIX CKOPOCTAX HArpeBa
aToMu3aTopa.

CropocTh HarpeBa KIOBETHI 3a7aBajid IIyTeM
ycranoBku 3Haduenus IIIMIM. B mportecce mHarpesa

[IPOMCXOAUT PaspsfKa KOHJEHCATOPOB, a 3HAYUT, U
CHIKeHME CKOpocTH Harpesa. [lostomy B Tabm. 2
yKasaHa CKOPOCTh HArpeBa B HAYAJIBHBIA MOMEHT
Hapacrauud Temneparypsl (0 ¢ Ha puc. 2).
Yrasanubie B Ta0J. 2 TeMIIEPATYPHI MOABIEHHUS
MapoB HA30BEM pealbHBIMU TEMIIepaTypaMu, Tak
KaK OHU IIOJIy4eHbI IIPH KOPPEKTHOH KaauGpOBKe
nupomerpa. [TocKonbKy KenarenbHo, YTOOBI TEeMIIe-
parypa MOsABJIEHUs ATOMHBIX MAPOB ObLIA WHBAPU-
AQHTHA OTHOCHUTEIHHO CKOPOCTH HArpeBa aTOMH3ATO-
pa, UCKIIOYNM U3 JATbHEHINNX PACYETOB DJIEMEHTHI,
nns koropeix sHadenus OCKO T, mpesbimaer 5 %.
Takum 5I€MeHTOM SBIAETCS MaIAIUH, IIPU STOM
€ro MCKJII0YeHre He MPUBEIeT K YMEHbBIICHUIO [Ha-

Ta6auia 2. Bpems mosBieHUss aTOMHBIX TAPOB ¥ COOTBETCTBYIOIIHE TEMIIEPATYPHI IPH KOPPEKTHOH KalIHOPOBKe ITUpOMEeTpa

oC
Table 2. Time of appearance of atomic vapors and the corresponding temperatures for correct calibration of the feedback
pyrometer
Xorvoows - Chopeers | Bpen oo Tempeps oo Coomuun e oox0
3JIeMEeHT °Cle tcn=3) (n=3) mapos T, °C o
Al 1600 0,848 1671 1661 1,6
2900 0,44 1645
4500 0,272 1636
6000 0,208 1693
Cd 1600 0,08 631 641 2,8
2900 0,04 621
4500 0,032 654
6000 0,024 658
In 1600 0,432 1133 1101 2,0
2900 0,216 1093
4500 0,136 1097
6000 0,096 1081
Mn 1600 0,48 1197 1194 1,5
2900 0,264 1214
4500 0,16 1193
6000 0,112 1170
Ni 1600 0,712 1502 1474 2,0
2900 0,352 1433
4500 0,232 1480
6000 0,168 1479
Pb 1600 0,24 870 914 3,6
2900 0,144 908
4500 0,096 933
6000 0,072 945
Pd 1600 0,688 1470 1395 5,7
2900 0,36 1452
4500 0,2 1353
6000 0,136 1304
v 1600 1,176 2043 1939 44
2900 0,584 1974
4500 0,336 1877
6000 0,24 1860
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a3oHa KOHTPOJHUPYEMbBIX TeMIIepaTyp u obpasoBa- IIOABJIEHUS aTOMHBIX I1aPOB XUMUUECKUX 3JIEMEHTOB
HUIO CYII[eCTBEHHBIX PAa3phIBOB B IpauKax. C pas3IMYHOH JeTydecThbio. B KauecTBe Takmx sie-

AnamormyebIM  00pa30M IOJIy4eHBI CpPEJHHE menToB BeiOpaub! Al, Cd, In, Mn, Ni, Pb, V, moasie-
TEeMIIEPaTyphl IOABJICHUA ATOMHBIX IIAPOB 3JIEMEH- HYe aTOMHBIX [IapOB KOTOPBIX IPOUCXOIUT B JUAIIa-

TOB IIPX HEKOPPEKTHOH KamnbpoBke nupomerpa OC.
Hsmenenne cBOOOIHOrO YIeHA KATHOPOBOYHOTO IT0-
JIMHOMA II03BOJIUIO NOOUTHCA 3aBBIIIEHUS pPe3yiIb-
TaroB uaMepenuda nupomerpa OC mnpumepHO HaA
130 °C Bo BceMm pmuamaszoHe TeMIIepaTyp.

Ha puc. 3 o ocu X o1/103%keHBI 3HAYEHUS H3Me-
PEHHBIX TeMIIepaTyp MMOABICHHUS HAapOB 3JIEMEHTOB,

3oue 640 — 1940 °C. YcraHOBIEHO, YTO TIPHU U3MEHe-
HUY CKOPOCTH Harpesa 6oiiee ueM B 3 pasa TeMmiepa-
Typa IOSBJIEHUs MIAPOB /I BhIOPAHHBIX BJIEMEHTOB
n3MeHseTca MeHee 4eM Ha 5 %. Ilokasano cmerre-
HEe TpauKa KOPPeIAuy MeKIY PeaTbHOU U U3Me-
PEHHOI TeMIlepaTypoil IIOABJIEHHUA IIapOB dJIEMEeH-

IOy <eHHbIe TIPH KOPPEKTHOH (1) B HEKOPPeKTHOH TOB IpH HEKOPPEKTHOHU KaaubpoBKe mupoMeTpa 00-
(2) ranubposre mnupomerpa OC, a mo ocu Y — pe- paTHOU CBA3H.

anbHbIe TeMIepaTypbl. JlaHHble rpaHUKH IIOCTPOe-

HBI 110 YCPEJHEHHBbIM 3HAYEHUAM TeMIIepaTyp II0IB- JII/ITEPATyPA

JIEHUdA AaTOMHBIX IIapOB 9JIEMEHTOB [IJId 4YeTbIpex ) ) ) ) )
cxopoerei rarpena atowusaropa ¢ mpuvencaon 1 Harly LM Nylickmarsdonie e i oingn
COOTBETCTBYIOIIUX JOBEPUTEIbHBIX HHTepBaIoB. Ha 10.1021/ac00121a003

puc. 4 TpeacTaBIeHbl aHAJIOTUYHbIE TPAQUKH KOpP-
pensAnuy s KOHKPETHBIX CKOpOCcTel Harpesa. Beu-
ny toro, uro OCKO remmeparyp mosBieHus aToM-

8

2000
HBIX MHAPOB [ (PUKCHPOBAHHOIO 3HAYEHHUSA CKO- ¥ 1900
poctu Harpesa He npesbimaer 1 %, Ha rpaduKax He H o
[IPUBENEHbl [IOBEPUTEIbHBIE HHTEPBAIbl. BHIHO, § 1600
4YTO B JJAHHOM CJIydae 3aBUCHUMOCTH UMEIOT CyIlle- iijz
CTBEHHO 6oJiee HEIWHEHHBINH XapakTep, YTO YCIIOHK- £ 1300
HfET UX aHaJIH3. § 20
o Q 1100
IIpu xopperrHoit kKamubpoBke mupomerpa OC -
3HAUeHMsA PealbHOU u u3MepeHHOU T, M/A Kamaub- £ oo
POBOYHOI KIOBETHI coBIIaaioT. IIpu ucnonbzoBanun i -
HEKOPPEKTHOH KATMOPOBKY TPAd)UK CMEIAeTCs. 600
ITo BenmnuuHe U XapakTepy CMelleHHs KPHBbBIX 500500 600 700 500 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 2000 2100 2200
MOKHO TOBOPUTH O HEOOXOIUMOCTH BBIITOIHUTH II€- v napas| )%
peranu6posky nupomerpa OC. Puc. 3. I'padur Koppensnuu Mexay peanbHOU U U3MepeH-

HOM TeMIepaTypoy IIOSBJIEHUA IIapOB DJIEMEHTOB IIPU KOp-
pekrHoii (1) 1 HeKoppeKTHOoI (2) kanmubposke mupomerpa OC

3akaroueHune
Fig. 3. Correlation between the actual and measured tem-
Taxum o6pazoM, orleHeHa BO3MOHOCTb KOHTPO- peratures of the appearance of vapors of elements at correct
g KaHI/I6pOBKI/I HI/IpOMeTpa OC 10 TeMHepaTypaM (1) and incorrect (2) calibration Of the feedback pyrometer
2100 . ) 2100 T
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Puc. 4. I'paduk xoppensauuu Mesxay pealbHOM 1 H3MEPeHHOU TeMIIepaTy POy MOSBIEHNS IaPOB 3JIEMEHTOB [IPU KOPPEKTHOH (1)
¥ HeKOppeKTHOH (2) ranubposke nupomerpa OC ms pasHbIX 3HaUYEHHH cKopocTH Harpesa atomusaropa (°C/c): a —1600; 6 —
4500

Fig. 4. Correlation between the actual and measured temperatures of the appearance of vapors of elements at correct (1) and
incorrect (2) calibration of the feedback pyrometer at a different rate of heating the atomizer (°C/sec): a — 1600; 56 — 4500



88 «3aBoackasd saboparopusa. [[marnocruka marepuaaos». 2022. Tom 88. Ne 1. U. 1T
2. Harnly J. M. Instrumentation for simultaneous multielement REFERENCES
atomic absorption spectrometry with graphite furnace atomiza-
tion / Anal. Bioanal. Chem. 1996. Vol. 355. N 5 - 6. P 501 — 509. 1. Harnly J. M. Multielement atomic absorption with a contin-
DOI: 10.1007/s0021663550501 uum source / Anal. Chem. 1986. Vol. 58. N 8. P 933A - 943A.
3. Kauxos [I. A. Beenenue B MHOTOSJIEMEHTHBIN aTOMHO-a6c0pO6- DOI: 10.1021/ac00121a003
[UOHHDIH aHanu3 / AHaTUTHEKA I KOHTpoab. 2018. T. 22. No 4. 2. Harnly J. M. Instrumentation for simultaneous multielement
C. 350 — 442. DOI: 10.15826/analitika.2018.22.4.001 a.tomic absorption spectrometry with graphite furnace atomiza-
4. Kankxos [I. A. OxHoBpeMeHHOe OIpelejieHHe 3JJIEMEHTOB B BOODI/ ﬁ;li) 01371/038211' 6%%653?051 (?196 Vol. 355. N 5 - 6. F: 501 - 509.
aTOMHO-a6COPOIIMOHHON CIIEKTPOMETPHH C HIIEKTPOTEPMIIECKON 3 K t' k ’ D Z 'An introduction & ticel ¢ atomic-ah
aromusanuel / 3aBogckas maboparopud. JluarHocTiuka MaTepH- - Ratskov L. A. An introcuction to muitl-element atomic-ab-
amos. 2019. T. 85. M 1. U. 1. C. 5 — 17. sorption analysis / Analit. Kontrol’. 2018. Vol.22. N 4.
. P. 350 — 442 [in Russian].
DOI: 10.26896/1028-6861-2019-85-1-1-5-17
5. Jla6 B A/ B C.C..C o A DOI: 10.15826/analitika.2018.22.4.001
- o g’cm; - A, DOIA0BA L. L., LEeIOHHH A. O. u ap. Arou- 4. Katskov D. A. Simultaneous multi-element determination in
HO-DCOPOIHMOHHBIM CIEKTPOMETD BBICOKOTO DASPEILICHHA A electrothermal atomic-absorption spectrometry with electro-
OZHOBPEMEHHOI0 MHOTO3JIEMEHTHOTO aHanusa / AHaIuTHKA U thermal atomization / Zavod. Lab. Diagn. Mater. 2019. Vol. 85
xouTposb. 2018. T. 22. Ne 4. C. 451 - 457. N1 PartLP5-17 [in Russ.ian] ’ ’ ’ ’ T
DOI: 10.15826/analitika.2018.22.4.003 DOi' 10 26.89.6/1028-6861-2019-8.5-1-1-5-17
6. Lundgren G., Lundmark L., Johansson G. Temperature 5. Labusov V. A., Boldova S. S., Selyunin D. O., et al.
Contrf’ued heat}ng of the graphite tube atomizer in flameless High-resolution atomic absorption spectrometer for the simul-
atomic absorption spectrometry / Anal. Chem. 1974. Vol. 46. taneous multielement analysis / Analit. Kontrol’. 2018. Vol. 22.
N 8. P 1028 - 1031. DOI: 10.1021/ac60344a025 N 4. P 451 — 457 [in Russian].
7. ®pynse A. B., ®pynse A. A. Hosrie nupomerpsr TEPMO- DOI: 10.15826/analitika.2018.22.4.003
KOHT nns1 mamepeHus TeMIepaTypbl METAILIOB HA OCHOBE (hoTo- 6. Lundgren G., Lundmark L., Johansson G. Temperature
AUOAHBIX NpueMHHKOB / [laTunkn u cucremsr. 2014. Ne 3. C. 59 - controlled heating of the graphite tube atomizer in flameless
61. atomic absorption spectrometry / Anal. Chem. 1974. Vol. 46.
8. Marynos A. H. Cuexrpanbuas nupomerpus. — M.: ®usmar- N 8. P 1028 - 1031. DOI: 10.1021/ac60344a025
aur, 2012. 7. Frunze A. V,, Frunze A. A. New pyrometers TERMOKONT
9. Maryuos A. H. Usmepenue remmneparypbl 00beKTOB C HEU3Be- for measyring the temperature ofmetals 1')ased on photodiodes /
CTHOU M3JIy4aTelbHOH CIIOCOOHOCTHIO METOAOM CIIEKTPAIBHOM Datch. Sist. 2014. N 3. P 59 - 61 [in Russian]. ) )
nupomerpuu /| Hayumoe mpuGopocrpoerme. 2010. T. 20. Ne 3. 8. Magunov A. N. Spectral pyrometry. — Moscow: Fizmatlit,
C.22-26. 2012. — 248 p. [in Russian].
10. Mynsrmes A. A. AToMHO-26COPOIIHOHHDIH CIIEKTPATLHEIH aHa- 9. Magunov A N Temperature mef';lsurement of objects with un-
3. — M.: Texnocepa, 2009. — 784 c. know}rll emlss1v1ty usm,%r a technique of spe.ctral pyrometry /
11. Boagosa C. C., JIa6ycos B. A., Kamkxos JI. A. m p. Nauch. Pribor. 2010. V(? .20.N 3..P. 22 - 26 [in Rus51.an].
A by 10. Pupyshev A. A. Atomic Absorption Spectral Analysis. — Mos-
TOMHO-26cop6ITHOHHEIN criekTpomeTp «Koaubpu-AAC» mis ox- cow: Tekhnosfera, 2009. — 784 p. [in Russian]
HOBPEMEHHOI'0 MHOTORJIEMEHTHOTO aHanu3a /| AHaIUTAKA U KOH- 1 Boldo a S. S ’Labliso VpA Katsko ) D. A. et al
. 2018. T. 22. No 4. C. 443 — 450. : va B, S v Y As v D A g
Bp(gil:bm.l 5826/analitika.2018.22.4.002 “Kolibri-AAS” atomic absorption speptrometer for the simulta-
neous multielement analysis / Analit. Kontrol’. 2018. Vol. 22.
12. 3apy6un U. A. BoamoskHOCTH MaIOraGapuTHOrO CIIEKTPOMETPA N 4. P 443 — 450 [in Russian]
«Komubpu-2» B aTOMHO-5MHCCHOHHOM CHEKTPATBLHOM aHaIu3e / DOi' '10 15826/analitika 2018. 99.4.002
%a};%gﬁaf [? 311610%an lpfﬂ‘ 1 ﬁHaIHOCTHKa marepuanos. 2017. 12. Zarubin I. A. Capabilities of a Compact Kolibri-2 Spectrome-
DbI' '1 0'2 6896 /1'0253 68 61 20 1.8 83-1.T1-114-117 ter in Atomic Emission Spectral Analysis / Zavod. Lab. Diagn.
e ) ) CoOTETE Mater. 2017. Vol. 83. N 1. Part II. P 114 - 117 [in Russian].
13. Tapanus B. I'., Hexmonos O. A., Ilerpouenko [I. B. u ap. DOI: 10.26896/1028-6861-2018-83-1-11-114-117
IIporpammHOe OfecreueHre aTOMHOTO CIIEKTPATBHOTO aHAIU3A 13. Garanin V. G., Neklyudov O. A., Petrochenko D. V, et al.
«Arom» / SaBojckas naGoparopusi. JlHarHoCTHKA MATEPHATOB. «Atom» software for atomic spectral analysis / Zavod. Lab.
2019. T. 85. Ne1-2. C. 103 ~ 111, Diagn. Mater. 2019. Vol. 85. N'1-2. P 103 - 111 [in Russian].
DOTI: 10.26896/1028-6861-2019-85-1-11-103-111 DOL: 10.26896/1028-6861-2019-85-1-11-103-111
14. Welz B.,_Spgrling M. Atom_ic Absorption Spectrometry. 3™ 14. Welz B., Sperling M. Atomic Absorption Spectrometry. 8rd
ed. — Weinheim, Germany: Wiley-VCH, 1999. — 941 p. ed. — Weinheim, Germany: Wiley-VCH, 1999. — 941 p.
DOI: 10.1002/9783527611690 DOI: 10.1002/9783527611690
15. Welz B., Becker-Ross H. Florek S., Heitmann U. High-re- 15. Welz B., Becker-Ross H. Florek S., Heitmann U. High-res-

solution Continuum Source AAS: The Better Way to do Atomic
Absorption Spectrometry. — Weinheim, Germany: Wiley-VCH,
2005. — 296 p.

olution Continuum Source AAS: The Better Way to do Atomic
Absorption Spectrometry. — Weinheim, Germany: Wiley-VCH,
2005. — 296 p.





