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[na onepaTMBHOrO aHanUTMYeckoro obecnevyeHms TEXHONOMMN MNONy4YeHWst BbICOKOUYNCTO-
ro okcuga monmbaeHa (VI) paspabotaHa meTogmka aToMHO-abCcopOLMOHHOIO CNEKTpanbHOro
aHanusa ¢ MUKPOBOMHOBLIM pasnoxeHnem npobel B cmecu kucnot (HCI, HNO,, HF). MeTtoauka
nossonset onpegenatb Al, Cd, Cr, Cu, Fe, Mg, Ni n Pb B okcuge monnbaeHa c npeaenamm o6-
HapyxeHusa 4-10~7-7-10-% % mac. npu Ncnonb30BaHNK CNEKTPOMETPA C KOPPEKLMEN HECENEKTUB-

HOro NOrnoLweHnst No 3eemaHny.

Knroyesnle cnosa: okeng monudaeHa, AAC-OTA aHanus, npenenbsl 06Hapy>XeHUs MPUMeCEN.

MNeTtpoBa HaTtanba MBaHOBHA — Hay4HbIN COTPYAHWUK aHaNMTU4Yeckon naGopaTtopuu

MHX CO PAH, kaHauaaT XMMUYeCKUX HayK.

O6nacTtb Hay4HbIX UHTEpPeCOoB: aTOMHO-aGCOpﬁLIMOHHbIﬁ aHanus, onpeanerieHne npu-
MeCHOro un oOCHOBHOro coctaBa beHKLIMOHa.HbeIX MaTepuanoB, MCXOOHbLIX BeLlecTB ANlA

MX CUHTe3a.
ABTop 30 cTtaTen.

LUbirankoBa Anbcusa PachasanbeBHa — Mnaawmmn HayYHbli COTPYAHUK aHANIUMTUYECKOWN
na6opatopun UHX CO PAH, kaHonpaT XMMUYEeCKUX HayK.

O6nacTb Hay4HbIX UHTEPECOB: aTOMHO-3MUCCUOHHbIN CMeKTpanbHbIA aHanus, onpe-
OerneHve NMPUMECHOro coctaBa BbICOKOYUCTLIX BELLECTB, KOHLEHTPUpPOBaHME NMpUMecen

OTrOHKOM OCHOBbI NPOOLI.
ABTtop 10 cTaTemn.

CanpbiknH AHaTtonun Unbuy — 3aBegyrowmm aHanuTuyeckom naéoparopuen MHX CO

PAH, nokTOp TEXHUYECKUX HaYK.

O6nactb Hay4HbIX UHTEpPeCOB: MeTOAbl XMMUYECKOro aHanunsa (*)yHKLIMOHaanbIX Ma-

Tepuanos.
ABTop 6Gonee 120 ctaTemn.

BBEAEHUE

BbicokouncTeli Tpuokeng monubaexa (MoO,)
ABNSAETCSH MCXOOHBbIM CbipbeM A5 NOyYEeHUs MOo-
nnbaeHa, a Takxe N5 CMHTE3a MOHOKPUCTasoB
CdMoO,, CaMoO,, MgMoO,, Li,MoO,, ZnMoO, [1-
4], koTOpble NCMNOMb3YIOTCHA B KAYECTBE CLUHTUNNS-
LUMOHHbIX AEeTEKTOPOB NPWU perncTpauumn anekTpo-
MarHuUTHbIX U3NYYEeHUN B KOCMMUYECKON Dur3unke 1
du13KMKe BbICOKMX 3HEPTUKA [5, 6]. PyHKLMOHAbHbIE
CBOWCTBa KPUCTaNOB-CUNHTUNNIATOPOB B 3HAYU-
TENbHOW CTEeNneHn 3aBUCAT OT NPUMECHOrO cocTa-
Ba, MO3TOMY Yry4lLUEHME NX Ka4eCcTBa CBA3bIBALOT,
npexae BCEro, ¢ MNOBLILEHWEM YUCTOTbI OKcuaa
monubaeHa (IV), ncnonb3ayemoro B kadyecTBe of-
HOro 13 npekypcopoB. HeobxoAMMOCTb KOHTPOnS
TEXHOMNOrMM MOMyYEeHUs BbICOKOYMCTOrO OKcuaa
MonubaeHa siBNsieTca CTMMYIOM K pa3paboTtke u
COBEPLUEHCTBOBAHMI METOAMK KONMMYECTBEHHOIO
aHanusa aToro Mmatepuarna Ha NPMMECHbI COCTaB.
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MN3BecTHO, YTOo MonnbaeH obnapaeT GoraTbiM
CMEKTPOM 3MMuCCUMU. ITO MpuBOAUT K BGonbLioMy
YUCIy CMeKTparnbHbIX HAaNOXEHWN, Y4TO Bbi3biBaET
orpaHuyeHnsi, ocCOBeHHO Mpu onpegeneHun cre-
OOBbIX COAEpXaHWU 3NeMeHTOB-NpUMeCcen, NoaTo-
My W3BECTHble METOOUKM aTOMHO-3MWUCCUOHHOIO
cnekTpansHoro (A9C) aHanm3a okcruaa monmbaeHa
XapaKkTepuaylTca BbICOKMMM npegenamun obHapy-
xenus (MO) npumecen 10-°-102% mac. B pelictey-
towem FOCTe [7] onucana metoguka ASC aHanusa
Tpuokcnaa monubaeHa ¢ Bo30yXAeHNEM CNEKTPOB
B Ayre noctosiHHoro Toka (AMT), nossongwowas
onpegensatb 17 npumecen (Al, As, Bi, Fe, Cd, Ca,
Co, Cr, Cu, Mg, Mn, Ni, Pb, Sb, Si, Sn, Zn) ¢ H/WXHUMK
rpaHvMuamMu onpenensieMbix KoHUeHTpauun 8-10-°-
1102 % wmac. Mpobbl 1 06pa3ubl CpaBHEHUSI CMe-
LwmBatoT ¢ rpachmtoBbiM nopowkom (Mpl), cogepxa-
WMM gobaBkM MoanaoB MM OTOPMAOB LLENOYHbIX
metannos — Kl (5 % mac.) unu NaF (1 % mac.).
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OnucaHbl MeTOAMKM MNpPSMOro aToMHO-ab-
COpPOLIMOHHOIO C 3neKTPOTEPMUYECKON aToMm3a-
unen (AAC-I3TA) [8] m aTOMHO-3MWCCUMOHHOIO C
WHOYKTUBHO CBA3aHHoW nna3mon (ADC-UCM) [9]
onpegeneHvs NpUMecern B BbICOKOYMCTOM OKcuae
mMonubaeHa. NokasaHo, YTO MpU aHanm3e CycrneH-
3un MoO, B cmecn H,0,, H,0 n HNO, meTogom AAC-
OTA pocturHyTbl MO npumecen Ca, Co, Cr, Cu, Fe,
K, Li, Mg, Mn, Na n Ni — 5-107-5-10-° % wmac. [8], a
npv NPSIMOM aHanu3e pacTBopoB MonvbaeHa v ero
okcmnaa metogom AIC-MCIT Bo3MoXHO onpeaene-
Hue po 23 npumeceii ¢ MO 2:10-5-1-10-2 % mac. [9].

B oByx pabotax [10, 11] 4ns cHWXeHusa npege-
noB O0OHapyXXeHMs NpuMecel NPOBOAAT OTAeNeHne
MaTPUYHOIO KOMMOHEHTA B BUAE NETYYUX ranoreHu-
goB. PaspaboTtaHHble KOMOGUHMPOBAHHBIE C KOHLIEH-
TpupoBaHMeM MuKponpumecern metoankn AQC-OMNT
aHanmsa c OTrOHKOW OCHOBbI B BUAE AMOKCOAMXITO-
puga [10] unu rekcacdtopnga monubaeHa [11] no-
3BONAOT onpedenaTtb 16 u 8 npumecen B okcuae
monunbaeHa c MO 10-8-10-¢ % mac. XoTs KoMBGUHUpO-
BaHHble MeToamkn AQC-INT aHanus3a xapakTepu-
3ytoTcs HU3kumm MO npumecein, HO OHW TPYAOEMKHM
M He MoryT obecneynTb OnepaTMBHOIO aHanNUTU4e-
CKOrO KOHTPOMsi TEXHOMOIrMYEeCKoro npouecca nosny-
YeHMs1 BbICOKOYMCTOro oKcuaa MonmbaeHa.

Hamwn yxe paccmaTpuBanacb BO3MOXHOCTb
npoBefeHMs aHanuaa okcuga monmbaeHa AAC-
OTA meTogom Ha cogepxaHune Fe n Cu nocne ero
pasnoxeHus [12]. Llenb HacTosiwen paboTbl — Bbl-
6paTb ycnosusa AAC-OTA onpegenenusa Al, Cd, Cr,
Cu, Fe, Mg, Ni, Pb n paspabotatb MeToauKy nps-
MOro aToMHO-abcopOLMOHHOro aHanu3a BbICOKO-
yuctoro okcnga monubaeHa (VI) Ha cogepxaHue
TEXHONOrMYECKM BaXKHbIX NpUmMecen (T.e. anemeH-
TOB, TPYAHOYAANSAEMbIX B TEXHONOIMUU MOYyYEeHUS
BbICOKOUYMCTOrO OKCMaa MonmbaeHa U BRMSHOLNX
Ha yHKUMOHaIbHbIE CBOMCTBA MOHOKPUCTAIOB)
¢ npegenom obHapyxeHusi Ha ypoBHe 10 % mac.,
OOCTaTOYHO 3KCMPECCHYK Ha CTaauy NoAroToBKU
npo6, 4To HeobxooMMO ANSA BbIMNOMHEHMSA onepa-
TMBHOMO aHaNMTUYECKOrO COMPOBOXAEHUSA TEXHO-
norun ero rnyboKom O4YNCTKN.

1 Cvior MI/Mn1
1 10 100

Puc. 3aBucumMocTU BeNUYUHBI aHANUTUYECKOrO
curHana Cd (1), Mg(2), Pb (3), Ni (4), Mn (5), Co (6),
Cu (7), Fe (8), Cr(9), Al (10) oT coaoepxaHnsa Mmonunt-
AeHa B pacTteope 0.5 M HCI + 0.1 M HNO,

AOKCMNMEPUMEHTAJIbHAA YACTb

Annapatypa. AAC-OTA aHanua npoBogunu
Ha aTOMHO-abCcopOLUMOHHOM crnekTpoMeTpe dup-
mbl Hitachi Z-8000 ¢ koppekuuen HecenekTMBHOro
nornoweHmns no 3eemaHy n rpacnToBLIM aTOMU3a-
TOpPOM MPOAOSbHOro Harpesa. Ha ctagum atommaa-
UMM NPUMEHANN OCTAHOBKY NOTOKA aproHa (pexum
“raz-cton”) n permcTpmpoBanu BbiCOTY Nuka aToM-
HOTO MOTMOLEHNS.

Mpo6bl okcnaa monmbaeHa pasnaranm B MUKpO-
BonHosow ne4yn MARS-5 (CEM, Matthews, NC, USA).

MaTtepuanbl U XMMU4eckue peakTuBbl. B
paboTe ncnonb3oBanu:

XNOpPOBOJOPOAHYIO, a30THYK U (PTOPOBOLAOPOA-
HYH KMCMOTbI KBanudukaumm ocM., ABaxabl nepe-
rHaHHble B KBapLEBOM annaparte (KOHLEeHTpauuu
KMCNOT nocne ABYKPaTHOW NEPEroHKn COCTaBnsaoT
12, 14 1 11 M cCOOTBETCTBEHHO);

TpyOKM M3 nonukpuctannmyeckoro rpagurta 6es
nuponokpbITusa ansa onpegenexusa Cd, Fe, Mg, Pb;
rpacouToBble TPYOKM C NMPONOKPLITUEM ANSA onpe-
aenenus Al, Cr, Cu, Ni. Bbibop Tpyb6ok 0OCHOBaH Ha
NonyyYeHUM MUHMMAIbLHOrO npefena obHapyxe-
HUS aHamnUTOB.

PacTtBOpbl cpaBHeHus. VicxogHble pacTBo-
pbl CPpaBHEHWsI TOTOBMIIM M3 METannoB COOTBET-
cTByOLLMX Mapok: antomuHui MA-O, TOCT 6058-
73; kagmun Kg-2, FOCT 1467-77; xpom XOO, NOCT
5905-67; meab M3, TOCT 859-78; »xene3o oc.u. 6-2,
TY6-09-3000-78; marHuin MI-90 NOCT 804-72; Hu-
kenb H-O, TOCT 849-70; ceuHew, C3, TOCT 3778-74.

[ns npuroToBneHUs UCXOOHbIX PacTBOPOB
CpaBHEHUs C KOHLUEeHTpauuen aHanuTtoB 1 r/n Ha-
Beckun metannos (100 mr) pacTBopsinu: antoMUHUN,
Xeneso, HUWKeNb B CMECK XITOPOBOOOPOAHON WU
asoTHoum kucnot (3:1); cBuHeW, meab — B pasbas-
NEHHON a30THOW KUCIOTE; KaaMUA, MarHUm, Xpom
— B pasbaBneHHOW XJIOPOBOAOPOLHOM KUCNOTE.
Mocne pacTBOopeHUs xpoma fo6aBnanm HECKOMNbKO
Kanenb a30THOW KUCMOThI (4119 OKNCIEHMS) 4O npe-
KpalleHus BcrneHuBaHus pacTtBopa. [MonyyeHHble
pacteopbl gosoaunu o metkn ~0.1 M HNO, B kon-
6ax Ha 100 mn. NMocnegoBaTtenbHbIM pa3baBneHu-
em (~0.1 M HNO,) ncxoaHbIx pacTBOPOB roToBMUIIMN
pacTBopbl cpaBHeHUs 10 Mkr/mMn u 1 mkr/mn ans
Kaxkgoro anemeHTa. 3atem rotoBunun paboumve pac-
TBOpPbI cpaBHeHNSA Ha ocHoBe ~0.5 M HCIl n 0.1 M
HNO, ans Fe (2-50), Al (2-30), Cd (0.2-4), Pb (1-30),
Cr (2-30), Cu (2-50), Ni (2-50) n Mg (0.2-3 mkr/n).

Pa3paboTka meToamku aHanusa. [ns pas-
noxeHust Nnpob okcnga MonubaeHa B MUKPOBOJTHO-
BOM neun Guina nogobpaHa cmeck kucnot HNO, :
HCl : HF = 0.2 : 1.0 : 0.05. OCcHOBON KOMMNOHEHT
cmecun — HCI, noaTtoMy ons Bcex 3N1E€MEHTOB Mpo-
BepeHo BnusiHne HCI B nHTepBane KoHUeHTpauui
0.1-1 M (B npucytcteun 0.1 MHNO,) Ha aHanutuye-
ckme curHansl npu AAC-3TA onpegenenum. lNpo-
BeJEHHble 3KCMEepMMEHTbl MoKa3anu OTCYyTCTBME
BnusaHust HCI Ha curHanel aHanuToB.

387



AHanumuka u KOHmMpPOosik. 2011. T 15.

Ne 4.

Tabnuua 1

Ycnosusa AAC-3TA onpegenenus Al, Cd, Cr, Cu, Fe, Mg, Nin Pb B okcnge monnbaeHa (HayanbHas 1 koHeY-
Has TemnepaTypa ctagum cywkum — 80-120 °C. Bpemsi cTaguii cywwkm n nuponmsa coctasnsano - 30 ¢, Bpemsi

atommusaumm - 5 ¢, gosmpyembin oovem 20 Mkn).

AnemeHT Al Cd Cr* Cu* Fe Mg Ni* Pb
[nvHa BOMNHLI, HM 309.3 | 228.8 | 3579 | 324.8 | 248.3 | 285.2 | 232.0 | 283.3
Temneparypa cTapuv cTapun | 204 | 300 | 900 | 600 | 600 | 700 | 700 | 500
nuponuaa, °C
Temnepartypa CTanui CTanui | 4044 | 4500 | 2700 | 2700 | 2700 | 2500 | 2700 | 2500
aTomusauuu, °C

MpyMeyaHus: * - rpaduToBble TPYGKNU C MUPOMOKPLITUEM.

Pesynbratel uccrnegoBaHUsA BRWSHUSA  MO-
nnbaeHa Ha aHanNUTUYeCKNe CUrHanbl AIEMEHTOB-
npumecein (Al, Cd, Co, Cr, Cu, Fe, Mg, Mn, Ni, Pb)
npeacTaBrieHbl Ha pucyHke. BugHo, 4to gaxe He-
3Ha4yUTENbHOE NMPUCYTCTBME OCHOBLI B pacTBOpe
(Cy, > 1 Mr/Mn) NpMBOAMUT K PE3KOMY 3aHMKEHUIO
aHanuUTMYEeCKUX CUTHaNoOB TakUX 3fIEMEHTOB, Kak
Co n Mn, noaTomy onpefeneHne MUKPOKOHLEHTpa-
UM aTnx anemeHToB npsmbiMm AAC-OTA meTogom
B okcuae monubaeHa HEeBO3MOXHO. Makcumans-
Hoe cofepaHne MonubaeHa, KOTopoe MOXET Ha-
XOOUTbCHA B pacTBOpe, He OKa3biBas BNUSAHWUS Ha
aHanutudeckme curHanel Al, Cd, Cr, Cu, Fe, Mg,
Ni n Pb npn AAC-3TA onpeneneHnn, coctaBnseT
10, 10, 30, 7, 10, 7, 10 u 10 mr/Mn cooTBETCTBEH-
HO. B 9Tux ycnoBusix BO3MOXHO MCMONb30BaHWE
rpagyvpoBKM No paboynm pacTBOpaM CpaBHEHNS,
He cogepxalmm ocHoBy. [lanbHewnlwee yBenu4ye-
HUe coaep>KaHUsa OCHOBbI MPUBOAUT K 3aHMXKEHUIO
aHanMTMYeCKUX CUrHamNoB yKa3aHHbIX 3JIEMEHTOB.
MonbiTka aHanu3a okcuaa monubaeHa Ha copep-
aHue Ca n Zn He yganachb 13-3a BbICOKOro coaep-
KaHusi 3TUX NPMMeCcen B KOHTPONbHOM OnbITe.

OKCNepMEHTasnbHO YCTaHOBIIEHHbIE Mapa-
METPbl TEMNEepPaTypHO-BPEMEHHBIX MPOrpaMmM aTo-
Mu3aLmm npuBegeHsl B Tabn. 1.

AAC-3TA aHanu3 okcupga mMonubaeHa.
HaBecku npo6 (~0.2 r) 3arpyxanu B aBTOKMaBbl,
npunueanu ~1 mMn cMecu KMcnoT B 00 beMHOM CO-

otHoweHun HNO, : HCI : HF = 0.2 : 1.0 : 0.05 1 BbI-
AepXxuBann B MMKpoBONHoBOW neun npu 150 °C u
moLHocTn 400 BT (100 %) B TeveHune 30 MuH.

Mocne pacTtBopeHns nNpobsbl pasbasnsanu 0.1
M HNO, Tak, 4To6bl B anuKksoTax pacTBOPOB A5
anemeHToB Al, Cd, Cr, Cu, Fe, Mg, Ni n Pb cogep-
»kaHne monmbaena 6bino He 6onee 10, 10, 30, 7, 10,
7, 10 n 10 mMr/mMn COOTBETCTBEHHO. 3aTeM MUKPOMU-
netkon otbupanu 20 MKN Ka)aoro pacTteopa, BHO-
cunu B rpacoMTOBYHO NeYb aTOMHO-abcopbLMOHHOIO
cnekTpomeTpa Hitachi Z-8000 n nocnegoBaTesibHO
onpegensanu Al, Cd, Cr, Cu, Fe, Mg, Ni, Pb npu on-
TUManbHbIX ANA OnpefeneHns Kaxaoro aHanuta
ycnoBusx (Tabn. 1). KOHTponbHble ONbIThl BbINOMHS-
N NS Kaxgoro onpegenexHns u npoBogunn vyepes
BCe CTaAuu nogrotoBku npobbl. Mo rpagynpoBoy-
HOMY rpaduKy, NOCTPOEHHOMY C UCMOMb30BaHUEM
MPUIroTOBIIEHHBIX PACTBOPOB CPaBHEHMS, HAXOOUIU
codepxaHue onpegenseMoro afemMeHTa B aHanu-
3MpyeMom pacTtBope. YuuTbiBas obbem pacTtsopa
1 HaBecKy, paccunTbiBanu cogepxaHue npuMmecu B
aHanuaupyemoum npobde B % mac.

PE3YJIbTATbI U UX OBCYXXAEHUE

MpaBunbHOCTL pas3paboTaHHOW MEeTOLUKU
aHanusa OueHuBanu cpaBHEHWEM Pe3ynbTaToB,
MoNy4YeHHbIX MO pa3paboTaHHOM MeToauke, C
OaHHbIMU He3aBucumbix ASC-AMNT meToank aHa-
nu3a (tabn. 2) 1 metogom “BBeAEHO — HanWgeHo”

Ta6nuua 2

ConocTaBneHune pesynsTaToB aHanusa obpasua okcvuaa monubaeHa, Nony4YeHHbIX He3aBUCMMbIMU MeToA4amMm

HawngeHo, % mac. (P = 0.95)

Mpumecsh ASC—;IIJI;I'I(; [10] ASC_,EI;IZ [11] AAC-3TA (1)
Al (1.5+0.4)10+ 2110 (2.0 £0.4)104 (3)
Cu (2.3+0.9)-10 2110+ (1.8 £ 0.5)-104(3)
Fe (2+1)10° 2.410°® (2.5 £0.6)103(3)
Mg (8 +£1)10-° 9.0-10-% (8.1 £0.8)10-5(6)
Pb He onp. 1.510-4 (1.5 0.3)-10-4(3)

MpyMeydaHus: He onp. — npumech He onpenensioT No 4aHHOW MeTOAMKe; * - KOHLEHTPUPOBaHNE NpuUMeceit
OCYLLIECTBISANOCH peakLUMOHHO OTFOHKOWM OCHOBLI NPOGbI B BUAe AMOKCOAMXIopuaa monméaeHa, obpasyto-
werocsi npu B3aumogenctanmn MoO, ¢ razoobpasHbIM XMOpPOM; ** - KOHLEHTPUPOBaHNE NPUMECEeN OCyLLecT-
BNANOCH OTFOHKOW OCHOBbI NPO6LI B BUAe nety4yero MoF,, o6pasytoLieroca npu B3anmMoaeincTamm npobel ¢

napamu gudTopuaa KceHoHa.
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Tabnuua 3

MpoBepka npaBunbHocTU pesynbratoB AAC-OTA
aHanusa okcuga monumbaeHa MeToaoM «BBeAEHO-
HangeHo» (P = 0.95)

Mpw- C pnmeaw 70 MAC.

Mech E:.fc; HaigeHo n | s
Al 7.8107° (8 £1)10-° 3 | 0.07
Cd | 6.0110° | (59+0.8)10° | 4 | 0.08
Cr 4.010-° | (4.0+0.4)10° | 4 | 0.07
Cu | 9.810° | (1.0+0.2)10* | 3 | 0.07
Fe | 2.010* | (20+0.2)10* | 5 | 0.08
Mg | 5.0-10° | (4.9+0.6)10° | 4 | 0.08
Ni 1210 | (1.3+0.3)10* | 3 | 0.08
Pb 5.4107° (6 £1)10-° 4 | 010

(tabn. 3) . B Tabn. 3 npeacTtaBneHbl pe3ynbTaThl
aHanusa npobbl cnekTpanbHO YUCTOrO OKCcuAa
MonubaeHa, NonyyYeHHble HE3aBUCUMbIMU METO-
aamun. Kak BugHo u3 pesynbrtaTtoB, NpeacTaBreH-
HbIX B Tabmn. 2 u 3, 3Ha4YMMble cMCTEMaTMYecKue
norpewHocTn He BbigBMeHbl. AJC-AMNT meTto-
OVKN C NpedBapuUTenbHbIM OTAENEHMEM OCHOBbI
npobbl oTroHkon B BuAae nerkonetyyero MoO,Cl,
(npu B3ammogeiicteun MoO, ¢ Cl)) [10] n MoF,
(npu B3aumopencTteun MoO, ¢ napammn XeF,) [11]
xapaktepuayTcs 6onblwMM Ynucnom onpepens-
€eMbIX MpUMecen, HO 3HayuTenbHO Gonee Anu-
TenbHble N TpygoeMkne. Kpome Toro, atm meto-
OVKN He JaloT BO3MOXHOCTb onpedensaTb Takue
TEXHOJIOTMYECKM BaxkHble npumecu, kak Pb, Cr n
Cd, nockonbKy BO3MOXHbl YaCTUYHbIE UK NOS-
Hble NOTEpW B Mpouecce OTrOHKM OCHOBbI M3-3a
BbICOKOrO JaBfeHns napoB UX XITOPUAOB.

B T1abn. 4 npegctaBneHbl MO anemeHTOB-
npumecen no paspaboTaHHOM MeToAMKe, pac-
CyYuTaHHble no 3s-kpuTeputo. [ns cpaBHeHus B

Tabn. 4 takxe npueeneHsl 1O npumecelt no nps-
mon ASC-ANT metoguke (TOCT 14316-91, obwee
yucno onpegensemblx npumecen 17) n ASC-ANT
MEeTOOUKe C OTFOHKOW OCHOBLI NpoObl B BUAE AU-
okcoguxnopuga monudaeHa (obwee Yncno onpe-
aensemblx npumecen 16). N3 tabn. 4 BMAHO, YTO
MO npumecen no npegnaraeMon mMetoguke Ha 2
nopsiika HWXKEe HWKHUX TrpaHuL onpegensembix
KoHueHTpauu no NOCT 14316-91 n cpaBHUMBbI C
MO npumecen, onpenensiembix B okcuge monnbae-
Ha no komOuHmpoBaHHo ASC-AINT meToauke (Uc-
kntoyeHnem asnsatoTca Al n Ni, onsa kotopbix 6onee
Huskme N0 obecneynBaeT MeTOAMKa C KOHLEHTPU-
poBaHUeEM).

3AKJTIOYEHUE

B pabote onpepeneHbl ycnosust gns nps-
moro AAC-3TA onpegenenus Al, Cd, Cr, Cu, Fe,
Mg, Ni n Pb B BbicOKOUMCTOM oKcuae monmbaeHa
N3 pacTBOPOB nocrie pasnoxeHus npobd (~200 wmr)
B cmecn HNO, : HCI : HF = 0.2 : 1.0 : 0.05 B Mukpo-
BOMHOBOM ne4vn n paspaboTaHa akcnpeccHas Me-
Toanka AAC-OTA onpepeneHus aTux npumecemn
c npegenamu obHapyxeHust 5107, 4-107, 2:1075,
7105, 6105, 1-10-%, 6-10°un 4-10-° % mac. cooT-
BETCTBEHHO.

Asmopsbl briazodapsim NumeHosa B.I" 3a ebl-
rosIHeHUE XUMUKO-CIIeKmparsbHO20 aHaiu3a KOH-
mposibHo20 obpasya okcuda monubdeHa o me-
moduke [11].
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Ta6bnuua 4
Mpepenel o6HapyxeHust npumecent AAC-OTA n ASC-AINT meTogamum B okcnge monudaeHa
C...» %Mac.
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Cu 6-10~* 7-10-¢ 5106
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Pb 810-° 4-10-8 -

Mpumedanus: * - metogmka npamoro ASC-AMNT aHanusa MoO, (TOCT 14316-91); ** - KOHUEHTpMpoBaHue
NprYMecei OCyLLECTBISANOCH peakUNOHHON OTFOHKOM OCHOBbLI MPobbl B BUAE AMOKcoamxnopuaa monnbae-
Ha, obpasytoulerocsa npu B3anmogencTemn MoO, ¢ rasoobpasHbiM xnopom; Cd, Cr u Pb He onpeaensior.
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ANALYSIS OF THE HIGH PURITY MOLYBDENUM (VI) OXIDE BY
ATOMIC-ABSORPTION SPECTROMETRY

N.I. Petrova, A.R. Tsygankova, A.l. Saprykin

Nikolaev Institute of Inorganic Chemistry, Siberian Branch Russian Academy of Sciences
Ak. Lavrent ‘ev ave. 3, Novosibirsk, 630090, Russia

To enable the analytical control of high-purity molybdenum oxide (VI) manufacturing the
electrothermal atomic-absorption spectrometry (AAS-ETA) technique with microwave acid
digestion had been developed. Using the AAS spectrometer with Zeeman background correction
ensured the limits of detection for Al, Cd, Cr, Cu, Fe, Mg, Ni, Pb in molybdenum trioxide in the

range from 4-10-7 to 7-107% % wt.

Key words: molybdenum oxide, AAS-ETA analysis, trace analysis.
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