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B paboTe npeacTtaBneHbl METOAMKN MPSIMOrO aTOMHO-3MUCCUOHHOIO CMEeKTparbHOro aHa-
nun3a okcuga sonbdpama (VI). ns MHOroaneMeHTHOro aHanusa 6bina ucnornb3oBaHa Ayra
NMOCTOSAHHOrO TOKa C rpaduToBbIMKN anekTpogamn. [lpumeHeHne obpasuoB CpaBHEHUS, UMU-
TUPYIOLLMX OCHOBHOW cocTaB Npobbl, N03BONMNo onpeaenutb 35 npumecen ¢ npegenamu obHa-
pyxeHus 0,01-10 mr/r. ns onpegenexHns monubaeHa n peHuns ¢ npegenammn obHapyxeHus 15 un
30 mKr/r, COOTBETCTBEHHO, UCMOMb30BaNu ABYXCTPYWHYIO AYrOBYHO Niasmy BbICOKOW MOLLHOCTMW.
BaxxHbIM [OCTOMHCTBOM paspaboTaHHbIX MeTOoAUK SBRsieTcs MHAPOPMAaTUBHOCTb M NPOCTOTa

npobonoAroTOBKM.

Knrodesnie crioga: aTOMHO-3MUCCMOHHAsA CNEKTPOMETPUS, Ayra NOCTOSAHHOrO ToKa, ABYX-
CTpyWHas gyroBas nnasma, okeug sonodpama, BonbdpamaT KagMmus, NPUMECHbIN COCTaB.

Komuccaposa Jlio6oBb HukonaeBHa — BeAyL UM UHXEHEP TEXHOSOr aHaNMTUYECKOMN
na6opatopum MHX CO PAH ¢ 25-neTHUM onbiTOM paboTbl B 06nacTu CnekTpanbHoOro aHa-

nnzsa.

OcHoBHas ob6nacTb Hay4HbIX MUHTEPECOB — aHaNn3 BbICOKOYUCTLIX BELWECTB C npea-
BapuUTeNbHbIM KOHLEHTPUPOBaHMEM NpUMecen.

ABTop 20 ony6nunKoBaHHbLIX paboT.

MowuceeHnko EneHa lNMeTpoBHa — cTyaeHTKa 5 Kypca dakynbTeTa ecTeCTBEHHbIX HaykK
HoBocubupckoro rocynapctBeHHOro yHMBepcuTeTa, Tparmdyeckm nornona B 2009 roay.

3akcac Hatanbsa lNaBnoBHa — cTapluni Hay4YHbIN COTPYAHUK aHanNnUTU4YecKkon nabopa-
Topumn UHX CO PAH, kaHAMAAaT XMMNYECKMX HaYK.

ObnacTb Hay4HbIX UHTEPECOB — CNeKTpalibHble MeToAbl aHanu3a 6MoNorM4Yeckux n
3KOJOrM4eCcKUX Npoob, BbICOKOYMUCTLIX BELLECTB.

ABTop 6onee 50 nybnukauumn

CanpbikuH AHatonun Unbny — 3aBeayowmMin aHanuTuvyeckon nadéoparopuen MHX CO

PAH, pokTOp TeXHNYECKMX HayK.

O6nacTtb Hay4HbIX UHTEpPEeCOB — ONTU4YeCKMNe U macc-CcneKTparnbHble MeTOAbl aHann3a.

ABTop Gonee 200 ny6nukauun.
BBEOEHUE

MpakTuyeckne nOTPeOHOCTM 3KCNEepPUMEH-
TanbHON (PM3MKM BbICOKMX 3HEPTUI 1 KOMMbIOTEP-
HOM TOMOrpadun CTUMyNMpoBanNu 3HaYUTENbHbIN
UHTepec K paspaboTke CUMHTUANALUNOHHBIX AeTekK-
TOPOB Ha OCHOBE OKCUAOHbIX KPUCTanNmMoB, cogep-
XallMx 3neMeHTbl ¢ 60NbLUM aTOMHBIM HOMEPOM,
4710 0bycnaBnuBaeT BbICOKY 3HEKTUBHOCTb pe-
rMcTpaumm peHTreHOBCKOTO U y-n3nyyeHns. Bornb-
pamar kagmus CAdWO, (CWO) asnseTtca Apkum
npegcrtaBuTeneM 3Toro knacca matepuanos [1, 2].

B HacTosiwee Bpema B MUHX CO PAH BeayTcs
paboTkl No BbipawmBaHuto kpuctannos CWO. Ok-
cug sonbgpama WO, cryxuT MCXoaHbIM Matepua-

nom ans cuHteza CWO, n TexHonormsa nonyvyeHus
OKCMAa BbICOKOW YACTOThI Takxe pa3pabaTtbiBaeTcs
B WHcTuTyTe [3]. CBONCTBA (PYHKUMOHAMNBHbBIX Ma-
TepuanoB BO MHOrOM OMNpeaensiTcs ux npumec-
HbIM COCT@BOM. YCT@HOBIIEHO, YTO KMCMOPOAHbIE
BaKaHCMMW 1 KOMIIEKCbI C TPEXBANEHTHBIMU MeTar-
namu BedyT k obpa3oBaHuio edeKTOB, YXyaLla-
WNX CUMHTUNNSUMOHHbIE cBomcTBa CWO [4]. B
YacTHOCTU, MOHbI Fe3* namMeHsI0T okpacky kpucTan-
na, ycunueasi NornoLieHne B Nnonoce co6CTBEHHON
NIOMUHECLIEHLMM KpUCTanna, u TeM caMbiM YMEHb-
WwakT cBeToBOM BbIxoq [5]. B uenom, Bonpoc o
BNMSAHMUM NPUMECHBIX 3MIEMEHTOB Ha paanaunoH-
HYH CTOMKOCTb, CLUMHTUMMSLUMOHHbIE U ONTUYECKME
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csorictea CWO HepocTaTtoyHO usydeH, n Tpebo-
BaHWsI K MPMMECHOMY COCTaBYy KpPUCTassioB OKOH-
yaTenbHO He copMynNpoBaHbl. [oaTomy Heobxo-
OUMOCTb pa3paboTKM MHOTO3M1IEMEHTHbIX METOL0B
aHanuaa, No3BOoIAILNX MONYYNTb MHPOPMaLMIO O
LUIMPOKOM Kpyre npumecen B ncxogHom WO, srosi-
He MOoHATHa.

Mcnonb3oBaHue crekTpanbHbIX METOOO0B
Ons aHanusa Bonbdpama M ero CoeavHEHWN
OCINOXHEHO BbICOKMM CrneKTpanbHbiM (POHOM, 06-
YCMOBMEHHbIM BoraTbiM CNEKTpPOM BoOfbdpama.
MoaTtomy Ans aHanu3a Taknx O6bEKTOB 0OObIYHO
NCNONb3YOT NpefBapuTenbHOE OTAENEHME aHanum-
TOB OT MaTpuLbl NyTEM MOHHOro obmeHa [6], akc-
Tpakuum [7, 8], BocctaHosnenuss WO, Booopoaom
no metanna [9] n ap. Kak npasuno, B npouecce
pasgeneHns NPoMcxoauT NOTEpPs HEKOTOPbIX aHa-
nutoB. Tak, Hanpumep, paspaboTaHHasi B Hallen
nabopatopuu cnekTpanbHasi MeToguka aHanuaa
WO, c oTroHkoii Bonbgpama B BuAe OKCOXT0pMa0B
Nno3BONseT onpeaenaTs 13 anemMeHToB ¢ Npeaena-
Mu obHapyxeHus 0,1-10 Hr/r, HO NpK 3TOM TepSAOT-
cq Takme npumecu kak Fe, Pb, Sn n gp. [10].

Llenbto HacTosilwen paboTbl Obina paspaboT-
Ka NpsIMbIX aTOMHO-3MUCCUOHHbIX CMeKTpanbHbIX
(A9C) meToamk ananusa WO, ans onpeneneHus
LUMPOKOTO Kpyra npuMecei.

OKCMNMEPUMEHTAJIbHAA YACTb

AnnapaTtypa

B pabote npumeHAnucb ABe crnekTpanbHble
YCTaHOBKM — C Ayron nocTtosiHHoro Toka (AMNT) wn
OByXcTpynHon ayroson nnasmow (AAM) B kaye-
CTBE WCTOYHMKOB BO30OyxaeHus. B obeux ycta-
HOBKax  UCMomnb3oBanu  MOAEPHMU3VMPOBAHHbIN
cnekTporpad PGS-2 c peweTtkorn 900 wrtp/mMmm un
¢ OTO3NEKTPUYECKON pernctpaumen CnekTpos.

Ona nonyyenns OMNT ucnonb3oBanu yHMBep-
canbHbIi reHepaTtop «llapoBass MonHus» npous-
BoactBa «BMK-OntoanektpoHuka» [11]. TeHepaTop
No3BOMNSET U3MEHSTb NOMNSIPHOCTb, aMNNUTYAY W Ya-
CTOTY TOKa. TOK QyroBoro paspsiga MoXeT ObiTb Mo-
CTOSIHHBIM, MEPEMEHHBIM M MPEPbLIBUCTBIM. YNpasre-
HMe OCyLLIeCTBNSETCH OT KOMMbloTEPa N He TpebyeT
y4acTusi onepartopa npu CMeHe pexnmMoB.

AHanua nposogmnu npu Toke ayrm 13 A.

[ns ocBelwleHns BXOAHOW LWENW MCNOSb-
30Bann TPEexJsIMH30BYyK cucTemy. Peructpauumto
CMNEeKTPOB MPOBOAMMAN C NMOMOLLbK 8-KpUCTanbHOM
doToamogHon nuHenkn npomssoacTea  «BMK-
OnTO3NeKTPOHMKay, CNeKTparnbHbIn AnanasoH Co-
ctanan 205-344 Hwm.

B paboTe vcnonb3oBanv nna3moTPoOH BbICO-
ko mowHocTtn (10-15 kBT), paspaboTaHHbIn OH-
renswtom n XXeeHbaesbiM [12]. AHanu3 npoBoaun-
nM Npu cnegyowmx onepaumoHHbIX napameTpax:
cuna Toka gyru — (85-90) A; pacxoq nnasmoobpa-
3yowero rasa — 4 n/MuH, TpaHCNopTUPYIOLLEro —
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0,7 n/mMuH; 30Ha HabnogeHns — (4-5) MM HUXe Mme-
cTa CNUSIHUS CTPYWA.

AHanuntundeckyto 3oHy OO dokycuposanu
npu MOMOLUN FNUH3bl C POKYCHbIM pPacCTOSAHUEM
150 MM (n3obpaxeHue 1:1) Ha wWenb cnekTpome-
Tpa. 9-kpucTanbHas poToanoaHasa nMHenka npu-
MeHsanacb ANS perucrpauuMm CrnekTpoB B Chnek-
TpanbHoM agnanasoHe 198-355 Hm.

20 Mr NpuUroToBrEHHOW K aHanu3y npobbl no-
MeLlanu B CcTakaHuyuk n3 oprctekna (gnametp 10
MM, BbicoTa 40 MM) 1 BCTaBMNANM B YCTPOWUCTBO AN1st
nofayn nopoLKkoBon npodbl. A3po3osb MNpobbl,
obpasyrowuiica B yCTPONCTBE Mo BO3LAENCTBUEM
yOapHbIX BOITH OT BbICOKOYACTOTHOWM UCKPbI MEXAY
KOMbLIEBBLIM M LIeHTpanbHbIM 3M1EKTPOAOM, noja-
Basicsi B Mna3my TPaHCNOPTUPYIOLLMM ra3om.

Ona obpaboTknm CchnekTpoB ucnosfb3oBanach
nporpamma «ATOMp», no3Bonsowas npoBOAUTb
NOCTPOEHME TPadyMPOBOYHBLIX rpadukoB, pacyeT
WHTEHCVBHOCTU aHanuUTU4eCKMUX TJMHUA pasHbIMU
crnocobamu, BblMUCIIEHME KOHLIEHTpaUMM aHanuta u
cTaTucTMyeckyto 0bpaboTKy pesynsraTtoB aHanusa.

MaTtepuanbl u peakTuBbl

[na npoBefeHus aHanusa ucnonb3oBanu
CneKTpanbHO YNCTbIN rpaduToBbin nopowwok (M)
Mapkn ocM 8-4 (TOCT 23463-79), HaTpun xnopu-
CTbIl Mapku ocM 6-4 (TY 6-05-3658-74) n rpacu-
TOBble 9MEeKTPOoAbl A1 AMUCCMOHHOMO CnekTpanb-
Horo aHanu3a (TY 3497-001-51046676-2008).

FpaaympoBo4HbIe 06pa3ybl

O6pasubl Ans NOCTPOEHUS rPaayMpPOBOYHbIX
rpacukoB rotoBUIMCb Ha ocHoBe [ocygapCcTBEH-
HbIX CTaHA4apTHbIX 0bpasuoB cocTaBa rpadMToBO-
ro nopowka COl-24 n COI-37 (r. EkatepuH0ypr).

[na aTOMHO-3MWCCMOHHOIO CneKkTpasnbHOro
aHanuaa ¢ gyron noctosHHoro Toka (AMNT-A3C) no
meTogmke 1 mcnonb3oBanu obpasubl CpaBHEHUS
(OC) Ha ocHose [T1, cogepxalyme 4 mac. % NaCl n
npumecu B gnanasoHe 0,01-100 mkr/r.

Mo meToauke 2 rpadyvpoBOYHble 06pasubl
nony4vanu cmewmsaHnem OC Ha ocHoBe [T1 ¢ BbI-
cokouncTeim WO, B cooTHOLWwEHMH 1:1.

ATOMHO-3MUCCUOHHBIA CReKTparbHbIA aHa-
N3 C OYyroBbIM [OBYXCTPYWHbIM M1a3MOTPOHOM
(0AN-A3C) nposoannu ¢ ucnons3osaHunem OC Ha
ocHoge [T ¢ cogepxaHuem npumMmecen B gnanaso-
He 0,01-100 mkr/r n 15 mac. % NaCl.

NMpobonoaroTtoBka ANs aTOMHO-3MUCCUOHHOIO
CMeKTpanbHOro aHasnm3a ¢ Ayrom NoCTOsiHHOro
TOKa

Mo meTtoauke 1 npoba pasbaenanacb crnek-
Tpockonuyeckum 6ydgepom (I'T1 + NaCl) B 5-,10- u
25-pas. KoHueHTpauusa NaCl B pazbaBneHHoWn npo-
Oe coctaBnsana 4 mac. %.

Mo metoguke 2 npoba cmewmBanack ¢ [T,
cogepxawwmm 4 mac. % NaCl, B cooTHoweHun 1:1.
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HaBecky npo6bl 20 Mr nomelianu B kpaTep
(3x4 mm) rpacduToBOrO anekTpoga AN nposege-
HUSA aHanusa.

MpobonoarotoBka A aTOMHO-3MUCCUOHHOIO
crneKTpanbLHOro aHanusa c AyroBbiM gBYyX-
CTPYWAHbLIM NNA3MOTPOHOM

Mpoba pacTupanacb B CTyMKke U3 OprcTekna
N pasbaBnanacb cnekTpockonuyeckum oydepom
(F'M, cogepxawmn 15 mac. % NaCl) B 10 pas.

PE3YJIbTATbI U UX OBCYXXOEHUE

B npakTuke aHanutudeckon nabopatopuu
MHX CO PAH gnga npsmoro aHanu3a nopoLLKOBbIX
npo6 NpUMEHSOT Ayry NOCTOSIHHOro TOKa C ucna-
peHnem nNpobbl U3 KpaTepa rpadUTOBOro ANEKTPO-
4a 1 ABYXCTPYVHY OyroByto nnasmy. M3-3a oTtcyT-
cTBua cootBeTcTBYOWMNX OC Ansa aHanmsa MHOTMMX
obbekToB mcnonb3ytot OC Ha ocHose 1 n coor-
BeTCTBYyloLLee pa3baBneHne npobbl CNEKTPOCKONU-
yecknm Bycpepom (M + NaCl) [13] . Lenecoobpas-
HOCTb Takoro Bblbopa oOycrnoBreHa Hanuinem
locynapCTBEHHbIX CTaHA4ApPTHLIX 06pa3uoB cocTa-
Ba [T1 ¢ pasHbiM Habopom npumecen. Koadhpunum-
eHT pa3baBneHus npobbl bBydepom onpegensercs
9KCMEPUMEHTANbHO MPU U3YYEHUN BIIMAHUA Ma-
TPYUbl HA MHTEHCMBHOCTM aHanMTUYEeCKUX FIMHUN
3IEMEHTOB.

Hamun nokasaHo, 4TO Npu NpsSMOM aHanuse
rannua [14], okenga wHama [15] n okcupa Tenny-
pa [16] nnasMoTpoH obecneunBaeT Gonee HU3KMe
npegens 0OHapyXeHust NnpuMecen, Yem rpaduto-
Bad Ayra, NOCKOSbKy TpebyeT 3HaYUTENbHO MEHb-
WKX KO3(hPULMEHTOB pa3baBreHnsa npobbl. Tak,
Hanpumep, ANd rannusa u okcMaa MHAMS gocTaTou-
HO 4-kpaTHoro pasbasneHus npobbl 6ydepom, B TO
Bpems Kak B ayre Heobxogmnmo 100- n 50-kpaTHoe
pa3baBneHne, COOTBETCTBEHHO.

MpenBapuTenebHble UcCnegoBaHUsS MNokKasa-
NN, 4TO MPU MCMNOSMb3YEMOM HaMWU CNekTpomeTpe
nnasMOTPOH HE MOXET OblTb MPUMEHEH AN MHO-
roafieMeHTHOro aHanu3a okcuga Bonbdpama, no-
cKonbKy gaxe npu 10-kpaTHoM pasbaBrieHmMm npo-
Obl Mbl MMEEM WHTEHCMBHbIA MHOrOMMHENYaTbIn
cnekTp Bonbdpama, nepekpbiBalowmi 60NbLINH-
CTBO aHanuMTU4YeCcKux NuMHWA anemeHToB. B pgyre
npu TakoM ke pa3baBreHUn U CXOXEN ONTUYECKOMN
cucteme nNpobbl UMEIOT CyLLECTBEHHO MeHee Gora-
Tbii cnekTp. CnekTpbl [T, cogepxatume 10 mac. %
WO,, nony4eHHble B nnasme u ayre, npeacrasne-
Hbl Ha puc. 1. Takoe pasnuyne B crnekTpax o0ycrnos-
NeHo TeMm, YTO B KpaTepe rpadnToBOro anekrpoa
obpasyeTcs TpyaHoneTyumn kapbug sonbdpama,
N KOHUEHTpauus Bonbdpama B nnasme Oyrn He-
Bblcoka. [MoaTomMy Ans paspaboTkn MeTOAUKN MHO-
roanemeHTHoro aHanusa WO, 6bina BeibpaHa ayra
NMOCTOSIHHOIO TOKa.

ATOMHO-3MMUCCUOHHbIN CNEKTPanbHbIN aHanus3
WO, B Ayre NOCTOSIHHOro TOKa ¢ UcnonbL3o0Ba-
HMeM o6pasuoB cpaBHEHUS Ha OCHOBe rpadu-
TOBOro nopouka (Metoguka 1)

Mcnonb3yemble Hamm OC Ha ocHose [T1 co-
aepxat 4 mac. % NaCl B ka4yecTBe ycunusaroLen
AobaBku, NO3TOMYy BbIOOP ONTMMAanbHbLIX YCIOBUN
aHanusa (koaddumumeHTta pasbasneHms npobsbl,
BpeMEHU BbIrOpaHUS afieMeHTa) NpoBOAUIIM B NpU-
cytctBumn 4 mac. % NacCl.

KpuBble BbiropaHus npumecern B [Tl 6binu
nony4eHsl B npucytcteum 0, 4, 10 n 20 mac. %
WO,. ins 6onbwunHCTBa NpUMeceit BpeMsi Bbiro-
paHus coctaBuno 20 ¢, ansa Bi n Ge — 8 ¢, Ga, Sb,
SnnzZn-12¢,Cd,InuPb—-16c, Pt—c 14 no 20
c. Bonbdpam, Haxoaack B TpyaHoneTy4ven opme,
Bbiropaet 6onee 2 MuHyT. lporpamma «ATOM»
no3BonsieT 3agaTb MHOMBUAYANbHOE BPEMS BbIrO-
paHusa ANs KaXA0ro afieMeHTa, YTo SABMSAETCH BaX-
HbIM ee OOCTOMHCTBOM, MOCKOJSbKY perucrpauums
WHTEHCUBHOCTM aHaNMTUYECKUX NUHUIA NerkoneTy-
YMX 3NEMEHTOB TONbKO B MepBble CEeKyHAbl rope-
HUS Oyrn cnocoOCTBYET MCKIHOYEHMIO HEKOTOPbIX
CMEeKTpanbHbIX HANOXEHU U CHUXEHUIO NPeaenos
obHapyxeHusi aHanuTos [17].

N3yueHve BnuaHna WO, Ha MHTEHCUBHOCTb
aHanUTUYECKMX FNMHUIA 3MEMEHTOB MPOBOAUIIOCH
Ha mMofernbHbIX obpasuax rpadMTOBOro MOPOLLKA,
codepXXallmx ogMHaKOBblE KOHLEHTpauum npume-
cen (0,5un S wmkrryn 0, 1, 2, 4, 10 n 20 mac.% WO,.

B Ttabn. 1 npuBeaeHbl MHTEHCUBHOCTU aHa-
NUTUYECKNX NMUHUIN pafa SNEeMEHTOB, MOMyYeHHbIe
npw pasHbix kKoHueHTpauuax WO, s IT1.

YctaHoBsneHo, 4yto 20 mac. % WO, B IT1 He
BNUAOT HAa UHTEHCUBHOCTU aHaNUTUYECKNX JIMHUIA
Al, Ba, Bi, Ca, Fe, Mg, Sb, Sn, Sin Zn; 10 mac. % —

bl

L,

Puc. 1. OMUCCUOHHBINA CnNekTp cMecn rpacdmMToBOro
nopotwka n 10 mac. % WO,: 1 —Bo3byxaeHue B AByx-
CTpyMHON AyroBoW nnasme; 2 — Bo30yxaeHue B gyre
MOCTOSAHHOIO TOKa C rpacpMTOBbLIMY AneKTpogamu

:,-'-.3 [| L _'.-,-l., ”.”il- " .""-“ L
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Tabnuua 1
BnusHue okcupga BonbgpamMa Ha WHTEHCUMBHOCTM aHaNUTUYECKUX JIMHWUIA MPUMECHbIX 3S51EMEHTOB
(n=6,P =0.95)
AnemeHT/ NnHKuA KoHueHTpaumna WO, B rpacputoBomM nopouuke, Mac. %
(H™) 0 1 2 4 10 20
Al 1 308,21 36+8 32+12 388 33+8 29+9 308
Bi 1 306,77 355 34+7 365 33+8 307 32+8
Mg | 277,98 6,1+1,0 6,0+ 1,1 6,1+0,5 59+1,0 57+11 6,0+0,9
Gal 294,36 3,3+0,5 3,2+0,5 29+04 3,2+04 3,0£0,5 2,3+0,5
Cr 1l 284,32 25+0,7 24+1,0 2,8+0,7 21+0,7 1,6 0,5 1,8+0,7
Cul 327,32 13,0+2,0 10,0 £ 2,0 12,0+ 2,0 10,0+ 2,0 8,0+2,0 70+2,0
Cd 1228,80 27,0+ 3,0 25,0+6,0 22,0+£4,0 21,0+£4,0 18,0+ 3,0 19,0+ 3,0
Co 242,49 75+1,2 7.3+11 72+11 71+11 48%1,0 4,2+0,9
Ni | 305,08 85+14 82+25 84+2,0 6,6 +17 51+1,0 56+1,5

Cu, Ga, Ge, In, Mn, Pb, Pt u Tl; 4 mac. % — Ag, Be,
B, Cd, Co, Cr, Ni, Ti, V u Zr. lMoatomy Ansa npsiMoro
ananusa WO, ucnonb3osanu 5-, 10- n 25-kpatHoe
pasbasneHve npobbl Bycdepom.

Henpeccupytowlee BnusaHuMe Bonbdpama Ha
aHanuTtmyeckun curHan Mo, Re n Nb Habnogaetca
yxe B npucytcteun 0,1 mac. % WO,, noatomy nx
onpegereHne C UCnonb3oBaHMeM npegnaraeMom
MEeTOAMKWN HeLenecoobpasHo.

[ns npoBepkn NpaBWNbHOCTU METOAMKW aHa-
nuaunposanu obpasey WO, ¢ N3BECTHLIM COAEPXKaHM-
eMm npumecen. Obpasey, roToBUNN BBEAEHUEM MPU-
MeceW U3 a30THOKMCIbIX PacTBOPOB C MOCMEAY LM
npokanueaHuem npu 400 °C. Pesynstathl akcnepu-
MeHTa (Tabn. 2) nokasanu, YTo HangeHHbIE U BBEOEH-
Hble KOHLEHTpauuu 3NEeMEHTOB 3Ha4YMMO He OTnu-
yatotcs. OTHOCUTENbHOE CTaHA4apTHOE OTKMOHEeHue
pesynbraToB onpeaenexus coctasnseT 10-20 %.

Mpepenbl obHapyxeHusa (MO) anemeHTOB,
paccymMTaHHble No 30-KPUTEpuo, HaxXOAATCHA Ha
ypoBHe 0,1-10 mkr/r (tabn. 3).

Ta6bnuua 2

Pesynbratel aHanusa obpasua WO, ¢ BBeieHHbIMU
npumecamu, Mkr/r (vetoguka 1, n =5, P =0.95)

AnemeHT BeeneHo HanpgeHo
Ag 40 42 +13
Al 20 21+6
Bi 10 1+3
Cr 10 1+£3
Cu 4 3,7+0,8
Fe 20 19+4
In 20 185
Mn 10 12+2
Pt 50 45+9
Ti 40 41 +£10
\Y, 40 367
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[aHHaa meToamka Obina ucnonb3oBaHa Ansd
aHanusa o6pasuyos WO,, nony4eHHbIX npu oTpa-
6oTke TexHonorum nony4yexuns n ounmctkn WO,.

HecmoTp4a Ha ncnonb3oBaHne oToaMOLHON
NUHENKN N BO3MOXHOCTeN nporpammbl «ATOMy,
HaM He yganocb CywecTBeHHO ynyywuTtb MO no
cpaBHeHuto ¢ 10, nonyyYeHHbIMM paHee NpSAMbIM
meToaom B AT ¢ dpoTorpaduyeckon pernctpaum-
en cnekTtpoB (FOCT 14339.5-1). B tabn. 4 npuse-
aetHbl O psiga aneMeHTOB, NOJflyYeHHble NO OaH-
HOM MeToauke n metoauke, onucaHHon B NOCTe.
PaspaboTtaHHas metoguka obecneuynBaeT Oonee
Bbicokue 1O pssiga aneMeHTOB 13-3a pasbasneHus
npo6kl 6ydepom B 10-25 pas.

ATOMHO-3MUCCUOHHBIN CreKTpanbHbIN aHanNus3
B Ayre NOCTOSAHHOIO TOKa C UCMOJIb30BaHUeM
o6pasuoB cpaBHeHUsi Ha ocHose WO, 1 rpacu-
TOBOrO nopoiuka (Metoauka 2)

B meTogvke nmpaAmMoro aHanusa, OnucaHHON
B OCTe, ncnonssosanu OC Ha ocHose WO,. [ina
nonyyeHus TpygHomneTydero kapbuga Bonbgpa-
Ma k OC gobaensanacb yronbHasi CMeCb. JTOT Xe
NPUHLMN NonoxeH B ocHoBy AMNT-A3C meToankn B
pabore [18].

M3-3a otcytctBus OC Ha ocHose WO, Mbl
npumeHunu gpyrov nogxon: OC Ha ocHose [T1 cme-
wmsanm ¢ eeicokouncTeiM WO, B cooTHoweHum 1:1,
a aHanuaupyemyto npoby pasbasnanu bycdepom
(M + 4 mac. % NaCl) B 2 pasa. Takum obpasom,
npurotoerieHHsle OC cogepxanu 50 mac. % WO,,
48 mac. % [IT1, 2 mac. % NaCl n umenn ocHoBHoOM
cocTas, UaeHTUYHbI Npobe. Okeng WO,, ncnornb-
3yeMblid AN NPUrOTOBIEHUS rPagynpOBOYHbIX 06-
pasuoB, Oblf NpeaBapuTenbHO NpoaHannManpoBaH
pasHbiMn MeTogamu: npsambim OMNT-ASC (meTtoam-
ka 1), ANT-ASC ¢ npeaBapuTenbHbIM KOHLEHTPU-
poBaHuemM npumecen [10] n nasepHon MOHU3aLN-
OHHon macc-cnekTpockonuun (JIMMC).

YCTaHOBMEHO, YTO BCE NMPUMECK BbIrOPaOT 3a
nepsble 14 cek, Npu 3TOM OCHOBHasi YacTb BOIb-
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Tabnuua 3
Mpepenbl o6HapyxeHus npumecen 8 WO,, MKr/r (meToamka 1)
AHanutnyeckas Mpepen AHanutnyeckas Mpepen
NNHNS (HM) o6HapyxeHus NNHNS (HM) obHapyxeHus
Ag | 328,07 0,3 In1325,85 2
Al'l 308,21 1 Mg | 277,82 2
Bal 233,52 6 Mn |1 279,83 0,5
B 1249,77 10 Ni | 305,08 3
Be 1 234,86 0,3 Pb 1 283,39 10
Bi 1 306,77 0,3 Pt1265,94 20
Call 315,89 20 Sb 1 259,81 30
Cd 228,80 0,5 Si | 251,61 8
Cr 1l 284,32 4 Sn1317,5 20
Cu | 327,32 0,3 TI1276,79 0,3
Co1242,49 4 Til 308,80 10
Fe 1 302,06 0,8 Zn 213,86 5
Ga 294,36 0,2 V1318,53 3
Ge | 265,12 2 Zr 11 339,20 50
dpama ocTaeTcs B KpaTepe anekTpoa. [paBunb-
HOCTb OnpeferneHns psaa aneMeHToB Obina Takxe
Ta6nuua 4 nposepeHa Ha obpasue WO, ¢ n3BecTHbIM coaep-

CpaBHeHue npenenoB oOOHapyXeHUs npuMecen,
NONyYeHHbIX B Ayre NOCTOSIHHOrO TOKa MO pasHbIM
mMeTogmKam, MKr/r

XaHnem npumecen (tTabn. 5).

Mpepenbl obHapyxeHusa (3o-kputepuin) 35
3NeMeHTOB NpuBeaeHbl B Tabn. 6. [na 6onblinH-
CTBa 3N1IEMEHTOB OHW MOYTM Ha NOPSIAOK HUXE, YEM
B OMuWCaHHOMW Bblle MmeToauke 1 M cocTaBnsoT

SnemeHT Metoanka 1 |FOCT 14339.5-91 0,01-10 mkr/r. Kpome TOro, CTaHOBUTCSI BO3MOX-
Al 1 2 HbIM onpefeneHne Takon BaXXHOW NpuMecH Kak As.
Bi 03 p MpaBunbHOCTL onpeaeneHus As B npobe WO, noa-

’ TBepxAeHa cpaBHeHnem ¢ pesynstatamu JINMC:
Ca 20 10 85 % 10 MKr/r 6110 nonydeHo OMNT-A3C meToaoM u
cd 0.5 1 100 + 25 mxkr/r — JIMMC.
Cr 4 2 Tabnuua 5
Cu 0.3 8 PesynbtaTbl aHanusa obpasua WO, ¢ BBeAeHHbI-
Co 4 2 MU npuMmecsMu, MKr/r (metoauka 2, n =5, P =0,95)
Fe 0,8 2 AnemeHT BeeneHo HanpeHo
Mg 2 2 Ag 0,85 1,0+0,2
Nb He onpeg. 100 Al 4,0 45+0,7
Ni 3 2 Au 4,0 48+1,0
Pb 10 2 Bi 2,0 25+0,6
Sb 30 4 Cr 4,0 3,9+0,3
Si 8 1 Cu 0,08 0,08 + 0,01
Sn 20 2 Fe 4,0 41+04
Ti 10 20 In 4,0 3,7+0,6
Zn 5 2 Mn 2,0 2,2+0,3
Vv 3 20 Ni 1,0 0,97 £0,3
Zr 50 10 \Y 8,0 75+1,3
Mo He onpes. 80 Zn 1,0 11+£0,3
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Tabnuua 6
Mpepenbl o6HapyxeHusi npumecen B WO,, MKI/T (MeToamnka 2)

AHanuntnyeckas Mpenen AHanuntnyeckas Mpepen
NNHNS (HM) obHapyxeHus NNHNSA (HM) obHapyxeHus
Ag | 328.07 0,01 Ge | 265.12 0,4
Al'l1 308.22 0,2 In 1 325.85 0,4
As | 234.98 10 Mg 11 280.27 0,5
Au | 242.79 3 Mn | 279.82 0,01

B 1249.77 1 Nb 11 313.08 80
Ba Il 233.53 2 Ni | 305.08 0,4
Be | 234.86 0,02 Pb | 261.41 1
Bi 1 306.77 0,3 Pt1265.94 1
Call 317.93 2 Ru 1 281.05 5
Cd 1228.80 0,05 Sb 123115 5
Co1306.18 0,6 Si | 251.61 1
Cr 1l 284.32 0,4 Sn 1317.50 0,4
Cu 1l 327.39 0,02 TI1276.79 0,2
Dy I 339.36 1 Ti 11 308.80 0,3
Eu Il 281.39 1 Zn1213. 86 0,1
Fe 1302.06 0,2 V1 318.54 0,2
Gal 294.36 0,2 Zr 11 339.20 2
Gd 11 303.28 0,5

Ta6nuua 7 B Tabn. 7 conoctaeneHsl 1O psipa anemeH-

CpaBHeHue npenenoB oGHapyXXeHUs 3NeMeHTOB
(MKr/r), nony4YeHHbIX aTOMHO-3MWUCCUOHHOW Chek-
TpoMeTpuen C MHOYKTUBHO CBS3aHHOW NnasmMomn
(MCM-A3C) un ¢ gyronm noctoaHHoro Toka (OMT-

A3C)

SMEMEHT NCMN-ASC ONT-A3C
[18] (meToguka 2)

Al 2,5 0,2
B 2 1

Ba 0,2 2

Ca 1,5 2

Cd 0,25 0,05
Co 1,5 0,6
Cr 1 0,4
Cu 0,25 0,02
Fe 0,7 0,2
Mg 0,1 0,5
Mn 0,5 0,01
Ni 1,5 0,4
Pb 6 1

Si 10 1

Sn 10 0,4
Ti 0,1 0,3
\Y, 0,3 0,2
Zn 0,4 0,1
Zr 0,1 2

TOB, NMOMy4YeHHble METOAOM aTOMHO-3MUCCUOHHON
CMEeKTPOMETPUM C UHOYKTMBHO CBA3AHHOM MNNas3Mom
npwu pacnbifieHn B nnasmy pacTBopa, cogepxa-
wero 2 % sonbdpama [18], u OMNT-ASC meTogumkon
2. Kak BugHo, npeanaraemas Hamu metoanka obe-
cneynBaet 6onee Huskue MO ana GonblMHCTBA
3N1eMEHTOB, HECMOTPS Ha MNyYLUY paspeLlatoLLyto
CNoCOBHOCTL M Bonee LUMPOKUA CNeKTpanbHbIn
AnanasoH cnekTpomeTpa ¢ UHOYKTUBHO CBSA3aHHON
nnasmon. HecomHeHHbIM npeumyliectsom [MNT-
A3C meToaukn ABRSIETCHA Takxe npocToTa npo-
©0OnNOAroTOBKW, MOCKOMbKY MepeBos COeOUHEHWN
Bonbpama B pacTBOp, Kak MNpaBurio, ABMAsSeTcs
ANUTENbHOW 1 TPyAOEMKOWN NpoLeaypon.

OnpepeneHne Mo n Re MmeTogomM aTOMHO-
3MUCCUOHHOMN CNEKTPOMETPUU C AYroBbIM
ABYXCTPYWHbLIM NNIa3MOTPOHOM

Mo n Re gBndawTCA OAHMMU M3 OCHOBHbIX
npumecen 8 WO, [19]. Bnuasne Mo Ha ntomuHec-
ueHumo kpuctannos CWO n ero ponb B hopMu-
pPOBaHUM HOBbIX LEHTPOB MIOMUHECLEeHLMM MoKa-
3aHbl B pabote [20]. OgHako onpegeneHue 3TUX
aneMeHToB C¢ ucnonb3oBaHnem [AMNT-A3C wmeTto-

Ta6bnuua 8

Pesynbratel MeToga «BBeOeHO-HaWOeHOo», MKr/T
(n=7 P=0.95)

AHanuntnyeckas .
BeegeHo HangeHo
nuHMUNA
Mo | 313,25 Hm 3,3 31+£0,3
10 10+1,0
Re | 346,47 Hm 32 34420
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2

SV ANN

313.26

Puc. 2. AHanutnyeckas nuHmsa Mo | 313,26 um (gy-
roBol paspsg C rpapuToBbIMU 3MIEKTPOSAMMN) OIS
cmecen: 1 —rpaduToBbI NOpoLlok ¢ 2 mac. % NaCl
10,0016 mac. % Mo ; 2 — rpacpnTOBbLIN NOPOLLIOK C 2
mac. % NaCl, 50 mac. % WO, 10,0016 mac. % Mo

OVK, OMUCAaHHbIX Bbllle, HEBO3MOXHO U3-3a CUMb-
HbIX BNUAHWIA MaTtpuubl. Ha puc. 2 n 3 npeacras-
neHbl aHanutnyeckme nuHum Mo | 313,26 HMm 1 Re
| 342,46 HM, nony4eHHble B ayre ans M1 v rpadgu-
TOBOrO nopouuka, cogepxauyero 50 mac. % WO,, B
npucytcteun 2 mac. % NaCl. KoHueHTpauus Mo B
npobax coctaensana 16 mkr/r, Re — 500 mkr/r. Kak
BMAHO M3 pucyHKOB, B npucyTtcteun WO, aHanu-
TUYECKUIN CUTHaN 3NeMEHTOB NpakTUYeCKn NONHO-
CTblo nogasnseTcs. [MoaTomy Ana onpegenexHuns
monumbaeHa B rpadmToBon ayre obbIMHO NPOBOASAT
ero otgeneHue ot Bofbgpama [7].

B otnuyme ot gyrn Bosnibgpam He OKasblBa-
€T TaKOro CWIBbHOrO BIIUSHUS Ha aHaNUTUYECKWUW
CUrHan aTuMx arnemeHToB B nnasme. [oatomy Ans
onpegenexma Mo n Re 6bin ucnonb3oBaH OByXx-
CTPYWHbIV OYyroBoW nna3moTpoH. [pu paspaboTke
METOANKN Mbl opueHTnpoBanucbk Ha OC Ha ocHoBe
M ¢ ycunueatowen nobaskon 15 mac. % NaCl, Bbi-
OGpaHHOW paHee [21]. oaTomy BCce nccnegyemble
mMopernbHble 06pa3subl cogepxanu 15 mac. % NaCl.
M3-3a BLICOKOro cnekTpanbHOoro ooHa mMbl MUCMonb-
sosanu 10-kpaTHoe pasbasnerue npobel WO, Gy-
depom, HO Jaxke nNpu Takom paszdaBneHun Haubo-
nee 4yyBCTBUTENbHbIE NMUHUN Mo 1 Re nepekpbiThl
NMHUSIMK Bonbpama. B kayecTBe aHanUTU4eCcKnx
Ob1nn BbiOpaHbl NuHMKM Mo | 313,26 Hv 1 Re | 346,47
HM. Ha puc. 4 nokasaH y4acTok cnekTpa B obnactu
nuHum Re | 346,47 HM, NoNyYeHHbIV NPU BBEAEHUN
B nnasmy [T, cogepxawero 10 mac. % WO,, bes
pobaskn n ¢ pobaskon 32 mkr/r Re. Kak BugHo n3
3TOro pUCyHkKa, curHan Re xopoLlo BbigensaeTcs Ha
¢OHe OCHOBBbI.

Ona konnuyecTtBeHHoro onpegenexHvs Mo u
Re 6bino BaXXHO MPOBECTM KOPPEKTHOE M3Mepe-
HMWEe aHanUTU4YEeCKOro curHana Ha ¢oHe CMOXHO-

N

342.46

Puc. 3. AHanutnyeckas nuHua Re | 342,46 Hm
(oyroBon paspsig ¢ rpaduTOBbIMK 3NEKTpogamm)
ans cmecen: 1 — rpacumToBbIM NOPOLOK ¢ 2 mac. %
NaCl n 0,05 mac. % Re; 2 — rpacnToBbI NOPOLLOK
¢ 2 mac. % NaCl, 50 mac. % WO, 1 0,05 mac. % Re

ro crekTpa c y4eToM BO3MOXHOCTEWN nporpammbl
«ATOM». Onsa Bbibopa cnocoba obcueta aHanu-
TMYECKOro nuka 6binm npurotToBneHsl o6pasupl 1,
coaepxauyme 10 mac. % WO, ¢ nobaskon Mo (3,3
Mkr/r) n Re (10 n 32 mkr/r). Xopowee cornacosa-
HWe HaWAEHHbIX U BBEAEHHbIX KOHLEHTpauun ans
Mo 6bino nony4yeHo npu BblOOpe MWMHMMANbHOIO
3HayeHust poHa U UHTEerparibHOM U3MEepPEeHUN WH-
TEHCMBHOCTM NO AByM Auodawm; ans Re — npu uns-
MEepeHUn curHana no amnianTyae u MUHUManbHOM
3Ha4eHun cpoHa. B Tabn. 8 npuBeaeHbl pesynbTaThl
3KCNepuMeHTa «BBeAEHO-HangeHo», CBuaeTenb-
cTByrowme o6 OTCYTCTBUM MaTPUYHbLIX BIUAHUMA

.

346.47

Puc. 4. SMUCCUOHHEIN cnekTp B o6nacTn nuHum Re
| 346,47 HM (OyroBoW ABYXCTPYMHbLIA NNa3MOTPOH)
anga cmecen: 1 — rpacduToBbI nopollok ¢ 10 mac.
% WO, n 15 mac. % NaCl (6es nobasku Re); 2 —
rpadmToBbIv nopowok ¢ 10 mac. % WO,, 15 mac. %
NaCl n 0,0032 mac. % Re
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Ha aHanuTuyeckun curHan. OTHoCUTENbHOE CTaH-
[apTHOE OTKIIOHEHME pe3ynbTaToB OnpeaeneHus
coctaBnseT 10 %.

MO, paccunTaHHble C y4eTOM KO3pULnEH-
Ta pasbaBneHus, coctaBnsoT 15 mkr/r ansa Mo n
30 mkr/r anst Re. HecmoTps Ha OTHOCUTENBHO Bbl-
Cokve npefenbl OBbHapyxeHus, OByCroBrEHHbIe
pasbaBneHnem Npodbl U BbICOKMM CNEKTPasbHbIM
¢doHOM, B BONbLUMHCTBE MccneayeMbix oOpasuoB
Mo saBnsieTcs onpeAenseMbiM 3f1IEMEHTOM U CO-
nepxuntcsa Ha ypoBHe 50 — 300 MKr/T.

3AKITIOYEHUE

Takum o6pas3om, MCNOnb3yss CMOCOBGHOCTb
Bonbdpama obpa3oBLIBaTL TPYOAHOMNETYYMI Kap-
ova B kpaTepe rpacmMTOBOro anekTpoaa, Ham yga-
Nocb MUHUMU3UPOBATb CMeKTpanbHble MOMEXU U
nposectn npsimoe [OMNT-ASC onpegeneHue LwWu-
pokoro kpyra npumecen B WO, ¢ npegenamu o6-
HapyxeHusa 0,01-10 mkr/r. Ons onpegenenns Mo u
Re, Ha aHanuTMYyecknin curHan KoTopbix BoNbdpam
OKa3blBaeT CUIbHOE BIMsiHUE B rpacpuToBON Ayre,
Oblnia ncnonb3oBaHa ABYXCTPyNHasA Ayropas nnas-
Ma. BaxHbIM JOCTOMHCTBOM pa3paboTaHHbIX Me-
TOAVK SABMNSETCS NPOCTOTa N 3KCNPECCHOCTb.
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DIRECT ATOMIC EMISSION SPECTRAL ANALYSIS OF TUNGSTEN OXIDE
USING A DIRECT CURRENT ARC AND A TWO-JET ARC PLASMA

L.N. Komissarova, E. P. Moiseenko, N.P. Zaksas, A.l. Saprykin

Nikolaev Institute of Inorganic Chemistry SB RAS
630090, Russia, Novosibirsk, Pr. Akademika Lavrent'eva 3

Zak@uniic.nsc.ru

In this paper the direct atomic emission spectral techniques for analysis of tungsten (VI) oxide are pre-
sented. A direct current arc with graphite electrodes was used for multielement analysis. The use of calibra-
tion samples imitating the matrix composition of the sample allowed determining 35 impurities with detection
limits at the level of 0.01-10 ug g™'. A high-powered two-jet arc plasma was used for molybdenum and rhenium
determination with detection limits 15 and 30 ug g™, respectively. The information content and simple sample
preparation are the important advantages of these techniques.

Key words: atomic emission spectrometry, direct current arc, two-jet arc plasma, tungsten oxide,
cadmium tungstate, impurity composition.
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