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[Ipsimoe ompeneneHie mprUMece celeHa U TeIIypa B METALIYPIHIeCKAX MaTepPHaiax MeTO[0M
aTOMHO-3MHUCCUOHHOU CIIEKTPOMETPUH € HHIYKTUBHO-cBsA3aHHOH masmoit (MCII-ASC) sarpyx-
HUTEJIBbHO BCJIEACTBHE CIIEKTPAJIBPHBIX W HECIIEKTPAJIbHBIX IIOMEX OT OCHOBHBIX KOMIIOHEHTOB.
HccmenoBano pasgenenue Mukpo- (Se, Te) u makpoxommonentoe (Fe, W, Mo, Cr, Cu, Ni, Co)
MPEeBAPUTEIHHBIM OCAKIEHUEM. ¥ CTAHOBIEHO, YTO WCIOIb30BAHHE B KAYECTBE OCAMUTENICH
anerara 6apus u (pTopHAa HATPHA I03BOJIAET 3(P(PEKTHUBHO OTJENINUTH CEJIEH U TEJLIYP OT JKejesa,
Bosb(hpama, MouOIeHa u Xpoma (cojepskanve B aHanmusupyemoMm pacrsope menee 0,1 % macc.
OT HCXOJIHOTO) U YACTHYIHO OTIEIUThH OT MEH, HUKeJs U KoOAIhTa (Colep/KaHne B aHATIM3UPYe-
MoM pactBope ot 25 10 55 % macc. 0T UCXOHOr0). ¥ CTAHOBIIEHBI ONITUMAIBHBIE YCIOBUA OCAK-
JIeHUsT MAaKPOKOMIIOHEHTOB (#KeJie3a, BoJbhpama, MOITHOIeHa, XpoMa) JIJIs ITOCIEYIOIIEro ompe-
nenenus mpuMeceit merogoM WCII-A9C: suauenue pH ocaskmeHus MakpOKOMIIOHEHTOB — 1,
Macca ocaauTenei arerara 6apus u gropuaa Hatpus — 10 u 3 r coorBercTBeHHO. J[1g HHrHbu-
POBaHUS COOCAKIEHMUS CeJIEHA U TelIypa Ha 0CaIKax MAKPOKOMIIOHEHTOB IIPEJIOKEHO HUCIIOJb-
30BaTh PTOPOBOJOPOIHYIO KUCIOTY: OIITUMAIbHbBIE 3HAYEHHUS 00beMa (DTOPOBOOPOIHOMN U XJI0-
POBOIOPOIHON KHCIIOT COCTABWIM 3 U 6 cM3 cooTBeTcTBeHHO. Paspaboranuas mporemaypa pasme-
JIEHWSI MHKPO- ¥ MAKPOKOMIIOHEHTOB OblLiIa arrpobHupoBaHa Py aHAIN3Ee CTAHIAPTHBIX 06PasIioB
JIETUPOBAHHBIX CTasel: pesyabrars onpenenenus Se u Te merogom MCIT-A9C xapakrepusyror-
Csl yIOBJIETBOPUTEIHHBIMY IIPABUIBHOCTHIO M BOCIPOU3BOUMOCTBIO, IIPE/IENT OIPEIEIeHIUs aHa-
JIUTOB TIOCTIE OT/EIEHU MAKPOKOMIIOHEHTOB cocTasiser 10-3 % mace.

KoroueBble ciioBa: ceneH; TeIUIyp; Kelre30; BOIb(paM; MOIUOIEH; XPOM; aTOMHO-3MUCCHOH-
Had CHEKTPOMETPHUA C HHAYKTUBHO-CBI3aHHOU IIJIA3MOMH; JIETUPOBAHHAS CTAJIb.
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Direct determination of the content of selenium and tellurium impurities in metallurgical materials by the
method of inductively coupled plasma atomic emission spectroscopy (ICP-AES) is difficult due to spectral
and non-spectral interference from macrocomponents present in the materials under study. The separa-
tion of micro-(Se, Te) and macro-components (Fe, W, Mo, Cr, Cu, Ni, Co) through preliminary precipitation
is the goal of the study. The use of barium acetate and sodium fluoride as precipitants are shown to provide
an effective separation of Se and Te from Fe, W, Mo, and Cr (the content in the analyzed solution is less
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than 0.1 wt.% of the original) and partial separation from Cu, Ni, and Co (the content in the analyzed solu-
tion from 25 to 55 wt.% of the original). Optimal conditions for the deposition of macrocomponents (Fe, W,
Mo, Cr) and inhibition of the process of coprecipitation of selenium and tellurium on sediments of
macrocomponents for their subsequent ICP-AES determination were determined. The optimal pH for the
precipitation of macrocomponents equals 1. The optimal mass of precipitants (barium acetate and sodium
fluoride) is 10 and 3 g, respectively. To inhibit the process of coprecipitation of selenium and tellurium on
sediments of macrocomponents, it is proposed to use hydrofluoric acid. The optimal volume of hydroflu-
oric and hydrochloric acids for inhibiting the process of coprecipitation of analytes on sediments of
macrocomponents was determined (3 and 6 cm3, respectively). The developed procedure for separating
micro-Se, Te from macro-components was tested on standard samples of alloyed steels using the “spike”
method. The technique is characterized by satisfactory accuracy and reproducibility, the limit of determi-
nation of analytes after separation of macrocomponents is 10-3 wt.%.

Keywords: selenium; tellurium; iron; tungsten; molybdenum; chromium; inductively coupled plasma

atomic emission spectrometry; alloy steel.

Beenenue

CeneH U TelIyp HMPUMEHSIOT B KAYeCTBE JIETHU-
pymomux 106aBoK mpu mpoussoacTse cramu [1]. s
HX OIpPEJIeNIeHNUs B PA3IUYHBIX METAJLIYPTHYECKUX
00BEeKTax IITUPOKO UCIOIB3YIOT METO]] ATOMHO-3MUC-
CHOHHOM CIIEKTPOMETPHUU € MHAYKTUBHO-CBA3aHHOU
wrasmoit (MCII-A9C) [2 - 4], ogHako mpsamoe ompe-
JeJeHne celeHa W Tejulypa B METAJUIyPrUYecKUX
Marepuangax 3aTPyJHUTEIbHO BCIEJICTBUE CIIEK-
TPaANTbHBIX W HECHEKTPANbHBIX MOMEX OT IPUCYT-
CTBYIOIIMX B COCTaBE aHAIM3UPYEMBIX MATEPUAJIOB
MaKpOKOMIIOHEHTOB, HAIpPUMEp, IKeae3a, XpoMma,
MeIu, HHKels, KobaibTa, Boabgpama, MoaubmeHa
[56]. Ha mpakTuke, Kaxk IpaBHIO, CeJIEH U TEJIYP
IIPeIBAPUTEIBLHO OTAEIAIOT OT MaTpuIlsl [3, 6 — 10].

B pabore [3] Hamu ycTaHOBIEHO, YTO HUCIOIH30-
BaHUE B KAYECTBE OCa[UTeNel oKkcanara u gropuma
HATPUSI OPUBOJIUT K MPAKTUYECKU IOJIHOMY yIaje-
HUIO U3 aHATU3UPYEMBIX PACTBOPOB METAJLIyprude-
CKMX MATepPHUAJIOB YeThIPeX MAKPOKOMIIOHEHTOB —
KobasbTa, HUKENsd, MeH, Keje3a, [ocae Yero MOK-
HO oIIpeesaTs ceneH u Tesuryp merogom MCII-ASC.
OnHako B aHaIM3HPYEMBIX PAaCTBOPax IIOCIE KH-
CJIOTHOTO PA3JIOMKEHUsS TMPO6 JEeTMPOBAHHBIX CTAIIEH
B GOJIBIINX KOJHUIECTBAX MOTYT IIPUCYTCTBOBATH Ta-
KHe 3JIeMEeHTHI, KaK BOJb(ppaM, MOTUOIEH B XPOM.
s onpenenenus cejeHa W Teiypa B JIETUPOBaH-
HBIX CTAIAX HA YPOBHE COTHIX W THICAYHBIX OJIEH
MPOIIEHTa HEOOXOIUMO [OCTHYb ITOJHOTO OTHese-
HUS MakpOKOMIIOHEHTOB. BenencrBue sToro HEeo6xo-
IMMO TI07100paTh peareHT-0CaIuTeNb I OTAeIeHUS
MaKpOKOJIMYECTB BoJb(ppama, MoaubmaeHa, xpoMa OT
cejieHa U TeJIypa.

B nuteparype ommcaHo ocaskmeHme BoIbdpa-
MaT-HOHOB €  I[IOMOIINBIO  amerara  Oapusd
(Ba(CH3COO),) [11], ogHako moBemeHHE IPYTHUX
MAaKpPOKOMITOHEHTOB, MPUCYTCTBYIOIIUX IIOCTE pas-
JIOKEHUS JIETUPOBAHHBIX cTajel (MonubaeHa, sxeie-
3a, Xpoma, MemW, HUKeJsd, Ko0aabTa), IMPU TAKOM
OCaKIeHUU paHee He uaydanu. Vcmoiab3oBaHue B
KadecTBe OCAaUTeNs (PTOpUIA HATPUA ITO3BOJISIET
MPAKTUYECKH ITOJHOCTHIO OCAIUTH JKeIe30 U YaCTUd-
HO — BOJIbpam u MoaubmeH [3].

ens paboTsr — paspaboraTsh MPOIEAYPY OCAK-
IeHUs W OT[eJIeHHS MaKPOKOMIIOHEHTOB C KCIIOJb-
30BaHMEM B KadyecTBe OCaAUTeNeH arerara 6apusa u
(ropuna HaATPHA, MO3BOJAIOIIYI0 OJHOBPEMEHHO
OIIpesieNndaTh CeJleH U TeJULyp B JIETHPOBaHHBIX CTa-

max merogoMm MCIT-ASC.

IJKCIIepHMEHTATBLHAS 9aCTh

IlIpuzomoanernue pacmeopos. Ina ontumusa-
[MH YCIOBUH OCAKIEHNUSI FTOTOBHUIHM MOJIEJIbHBIE pPac-
TBOPBI, COJEep:Kale u3ydaeMble MaKpPOKOMIIOHEH-
TBI B KOHIeHTpanuu 600 mMr/mm? myrem cooTBerct-
ByIOIIler0 pasbaBiieHus TUCTHIIUPOBAHHON BOMOM
pactBopos uonos Fe (II1), W (VI), Mo (VI), Cr (IID),
Ni (II), Cu (II), Co (II) ¢ kouumentpanuei 10 r/mm3.
Hna cosmanus cpenbl, UMUTHPYIOIIEH PaCcTBOPEH-
HBIH B KHCJIOTaX MaTepUaJl JeTUPOBAHHOM CTaH, B
MOjIe/IbHbIE PACTBOPHI [00aBISIN KOHIIEHTPUPOBAH-
HEIE XJI0poBoAopoaHyio (2 ecMm3, 38 % mace.), pTopo-
BogopoaHyio (3 em3, 40 % Macc.) ¥ a30THYIO KHCIIO-
11 (2 eM?, 95 % Mace.).

Ilomyuennbii pactBop moBommiau no0 pH =1
(IpU ONTHUMHU3AIUY YCIOBUM OCAKAEHUA 3HAYEHUE
pH Bappuposanu ot 0 10 4,5) ¢ ITOMOIIBIO PAcTBOPa
NaOH (15 % macc.) u HarpeBaau Ha SIEKTPOILIUTEE
mo mHavana runeuwsa (T = 75°C). dna ocammeHus
MaKpPOKOMIIOHEHTOB K IOJyYeHHOMY PACTBOPY IOp-
[IHUAMHY TIPU TIOCTOAHHOM TepPeMeInBaHuN 100aBiid-
au 3r NaF u BriepxuBanu mpu temneparype Ku-
nerusa 10 muH, 3atem — ot 2 10 18 r Ba(CH3COO0),,
(mpegBapUTENbHO pacTBOPeHHOTo B 40 cM3 Boxbl) U
BhIiep:RuBaH eile 10 MUH IpU TeMIlepaTrype Kule-
HuA. BeimaBmiuii ocamox oT(UIBTPOBBIBAIN Yepes
¢unabTp «benasn JeHTa» U MPOMBIBATH TUCTHIIHPO-
BaHHOU BOJIOU.

Ilonyuenubre TakuM 06pasoM OCAIKH OTOPACHI-
Banu. PuibTpar MEPEHOCUTH B MEPHYIO KOOy 13
monumponuiaeHa oobemom 250 em?, pazbasisanu quc-
TUJIJIUPOBAHHON BOJOM 0 METKHU U IIEPEMEIITNBAIIH.
Ilonyuennble pacTBOpPbI aHATU3UPOBAIH HA COZIEP-
skanue MUKporoMoHeHToB MetogoMm M CII-A9C.
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OxHOBpEMEHHO € MPOo6aMHU TOTOBHJIN KOHTPOJIb-
HbIe PACTBOPHI, COAep:KaIie MaKPOKOMIIOHEHTHI B
TeX JKe KOHIIEHTPAIUAX.

Ilodzomoska npob6 nezuposanHblx cmasnell K
anaauly. HaBeckn nerupoBaHHOM cranu (Ijsd mATH
rmapajuieNbHbIX ompenenaenuii) maccour 0,2 r mome-
[[AJIA BO (PTOPOILIACTOBBIE CTAKAHBI BMECTHMOCTDIO
250 cm3, mocmenoBaTeNnbHO NOGABISIN KOHIIEHTPH-
posauuble Kucaorhl: 3 em® HF (40 % mace.), 6 cm®
HCI (38 % macc.), 5 em® HNO; (95 % mace.). ITomy-
YeHHBIH pacTBop HoBoawmnu 1o pH = 1 u Harpesanu
Ha 3JIeKTPOIIuTKe 10 Hauana kunenud (T = 75 °C).
Ocaxnenne MaKpOKOMIIOHEHTOB IIPOBOAWIN, Kak
OIMCAaHO BBIIIE, H06aBsad 3T ¢ropuga HATPUS U
10 r amerara Oapus, OT(QOUIBTPOBAHHBIH OCAIOK
MIPOMBIBAJIN pPa30aBIEHHOH YKCYCHOM KHCIOTOH W
or6paceiBanu. ®Punasrpar (250 cM®) aHaTE3HpPOBATH
Ha copiep:kanne KommoHeHToB Metogom UCII-ASC.

IlorpemmuaocTs ananmm3a pacCYUTHIBAIH 110 YPAB-
HEHUIO:

t(0’95;4) = S/\/E, (1)

raoe ¢ — roaddumuent CrbiomeHTa (IS IBYXCTO-
POHHETO paclipefiesieHua), PaBHBINA 2,78 mpH KOIH-
YecTBe U3MEPeHUH n = 5 U JOBEepPUTEIbHOMU BEPOAT-
noctu P = 0,95, s — crangapTHOE OTKJIOHEHHE.

Ycnosus amomHO-oMUCCUORHO020 OnpedeneHus
Se, Te, Fe, W, Mo, Cr, Ni, Cu, Co. HUcnionb3oBanu
UCII-A3C-criekrpomerp Optima 2100 DV (Perkin
Elmer) ¢ kBapiteBoii ropesnkoii. Omeparuonubie ma-
paMeTphl CieKTpoMeTpa ObLIN MPeaBAPUTEIBHO OIl-
TUMHU3UPOBAHBI. J[711 9TOTO BHICOKOYACTOTHYIO MOIII-
HOCTh BapbupoBanu B auamnasone 1000 — 1500 Br
¢ marom 100 Bt (BepxHUI HCIOIB3yEeMBIH IIpees
BBICOKOYACTOTHOW MOII[HOCTH [JAHHOTO CIIEKTPO-
Metpa paseH 1500 Br), mpobomogaroriuii moToK ap-
rosa — B gumanasoHe 0,6 — 1,05 gmM3/MuH ¢ marom
0,05 nM3/MHH, CKOPOCTH ITOJJa4¥ PACTBOPA — B JHA-
nasose 0,6 — 1,8 em®/Mun ¢ marom 0,10 cm3/MuH.
IIpoBoaunu Tpu cepuu SKCIIEPUMEHTOB, B KaXKAOU
13 KOTOPBIX 3HAUEHUA ABYX OIEPAIIMOHHBIX IIapa-
MeTpOB (DUKCHPOBATH, a TPEeTHUH BapbHPOBATH.
OMHUCCHUI0O W3MEPSIN IJIi BCEX BO3MOIKHBIX COYe-
TaHWH oOmepanuoHHbIX napamerpoB. (OcranbHbIE
OlIepaIlMOHHBIE TapaMeTphbl CIeKTpoMerpa (PUK-
CHUPOBAJIM: BCIIOMOTATENIbHBIH IIOTOK aproHa —
0,2 mv®/MuH; I1a3M000pa3yIOLIKL TOTOK aproHa —
15,0 am®/mMuH; cmoco6 HAGMIOOEHHA IIa3Mbl — pa-
IUaTbHBIN; BbICOTA TOpenKu — 15 MM; Bpemsa pac-
nbputeHus obpasma — 40 ¢; uynuciao us3MepeHuid WH-
terncuBHocTu jguHuA Se u Te — 5. CrabunbHOCTD
IUIa3MbI KOHTPOJIMPOBAIHN 10 KOJIeOaHUAM (OTHOCH-
TEJIbHOMY CTAHJAPTHOMY OTKJIOHEHHIO, S,) HHTEH-
cupHocty juauu Ar I 420,069 uwm. [lnasmy cuunranu
cTabuabHOM pu 3HaueHusx S, < 2 %.

SHavyeHud OMIEePaIMOHHBIX mmapameTpoB AJC-
HCII-ciexkrpomeTpa, 06eCIIeInBaIIe MAKCUMATb-
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Puc. 1. 3aBUCcUMOCTb COIEPKAHUS BOJIb(paMa B KUIKOH
(hase oTHOCHTENBHO ero HauanbHOrO 3HaueHus ot pH mocre
ornenenusa ocaaka (ycmoBus ocaxuenus: m NaF — 31, m
Ba(CH;CO0), — 51, V (HE 40 % macc.) — 2 cm3, V (HC],
38 % macc.) — 2 cMm3, BpeMs BBIIEP:KHBAHUA OCALKA IIPU
T = 75°C — 10 mun)

Fig. 1. Dependence of the relative content of tungsten in
the liquid phase (relative to the initial content, %) after sep-
aration of the precipitate on pH value of the solution during
precipitation (deposition conditions: mass NaF — 3 g, mass
Ba(CH;CO0), — 5g, V (HE 40 wt.%) — 2 cm3, V (HC],
38 wt.%) — 2 cm3, sediment holding time at T = 75°C —
10 min)

HbI€ WHTEHCUBHOCTH aHAIUTHYeCKux JjuHuu Se |
196,026 am u Te I 214,281 uMm, cocTaBuInu: BHICOKO-
yacrorHasa moirHocth — 1500 Br, mpobormoxarorimit
motok aprona — 0,75 gm%/MuH, BermoMoraTelbHBIN
moToK aproma — 0,2 AM°/MHH, CKOPOCTb IIOJAYH
pacrBopa — 0,9 em®/mun. IlpuMensanu pacrmbi-
JIUTENIFHYI0 CHUCTEMY, YCTOMYHUBYIO K arpecCHBHOMY
BO3IEHUCTBHIO (PTOPOBOMOPOIHON KHCIOTHI. J s om-
peneneHus MaKPOKOMIIOHEHTOB HCIIOJIb30BAIH ClIe-
nytomre ananutudeckue auaun (aM): Fe I 302,107,
WII 207,912, Mo II 202,031, Cr II 206,158, Ni II
231,604, Co IT 228,616 u Cu I 327,393.

I'padyuposka cnexmpomempa. PactBopbl mis
rPagyUpPOBKH CIIEKTPOMETPA TOTOBUIN Pa3daBIIeHH-
€M roCyJapCTBEHHbBIX CTAHIAPTHBIX 00Pas3IoB cocTa-
Ba pacreopoB umoHoB Se (IV), Te (VI), Fe (III), W
(VI), Mo (VI), Cr (III), Ni (IT), Cu (II), Co (II) ¢ kou-
nerrpanueit 1,0 mr/cm®. Ilpu 5ToM B HEX 706aBIAIH
AIMKBOTHI KOHTPOJILHOIO PACTBOPA TaK, YTOOBI KOH-
[IEHTPAIIUN KHUCIOT B KOHTPOJBHOM W AHAIU3UPYe-
MOM PacTBOpPax OBLLIN OSUHAKOBBIMIU.

Oo6cy:xkaenne pe3yabTaToB

Ha puc. 1 nmpuBeneHa 3aBUCHMOCTb OTHOCUTEb-
HOTO COJIePKaHusA BOIbdpama B :KUIKOU (hase mocie
ero ocaxgenus c¢ ucnonbzoBanueM Ba(CH;COO), u
NaF npu BappupoBaunu 3uaduenuii pH or 0 1o 4,5.
YcranosneHo, uto npu pH = 1 comepskanue Boabg-
pama cocraBisieTr MeHee 1 % Macc. OT HMCXOIHOTO.
Haunoe snauenne pH BwIOpaHo mid JATbHEHIINX
HCCIIEJIOBAHUM COBMECTHOTO OCQKIEHUSI MAKPOKOM-
norenTos (W, Mo, Fe, Cr, Cu, Ni, Co).
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Fig. 2. Dependences of the relative content of macro-com-
ponents in the liquid phase (relative to the initial content,
%) on the mass of the precipitator Ba(CH;COO),
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Puc. 3. 3aBHCUMOCTH OTHOCHTEIHHOTO COLEPIKAHUA MAKPO-
KOMIIOHEHTOB B JKUAKOM hase oT maccsl ocaguresns NaF

Fig. 3. Dependences of the relative content of macro-com-
ponents in the liquid phase (relative to the initial content,
%) on the mass of the precipitatort NaF

Ha puc. 2 npuBesieHa 3aBECEMOCTh OTHOCHUTEIb-
Horo comep:xkanusa maxpoxommnoneunToB (Fe, W, Mo,
Cr, Ni, Co, Cu) B ®uakoii ase mmociie ¥x WHIAUBHILY-
AIBbHOTO OCAMKICHHUSI C MUCIIOJb30BAHMEM Pas3IuIHOM
maccet Ba(CH3COQ),. Iaa mOMHOTO OCaKIeHUA
Boab(pama u monubaeHa (meuee 0,1 % macc. ot uc-
XOIHOT0) Heo0XomuMo pnoOaBiieHMe 8T u 6Oojee
Ba(CH3;COO),, mpu aTOM Kejie30 1 XpOM HOTHOCTHIO
OCaKTATOTCH.

3aBUCUMOCTb  OTHOCHUTEILHOIO  COIEP:KaAHMSI
MAaKpPOKOMIIOHEHTOB B JKHIKOH (hase OT Macchl HcC-
nors3yemoro ocamurens — NaF mnorasanmo Ha
puc. 3. IIpu nobasnennu 3 r NaF u 6osee comep:xa-
HUe XpoMa W jKejie3a B pacTBOpPE COCTABISET MeHee
0,1 % macc. oT HMCXOTHOTO, IIPEAIIONOKUTEILHO B
CBA3H C 00pasoBaHMWEM TPYIHOPACTBOPHUMBIX (pTOp-
comepsramux ocankoB cocraBa NagCrFg, NasFeFg.
Copepsxanre Menu, HUKeIA U K0OAIbTa IIOCIIE 0CaK-
OEeHWsI MaTpullbl ¢  ucmoab3oBammeMm 10T
Ba(CH3COO), u 3 r NaF maxoxurca B uHTEpBAIE OT
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O J Fe, Cr
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Puc. 4. 3aBUCHMOCTH OTHOCHTENBHOTO COAEPIKAHUS dIle-
MEHTOB B KuIK0H (aze ot o6bema HF (40 % macc.) mocie ot-
nenenus ocanka pearenramu Ba(CH;COO), u NaF (ycmoBus
ocaxxnenusa: m NaF — 3 r, m Ba(CH;COO), — 10 r, V (HC],
38 % macc.) — 3 cm3, pH = 1, BpeMs BbIIEp:KUBAHUA 0CATKA
npu T = 75 °C 10 mun)

Fig. 4. Dependences of the relative content of elements in
the liquid phase (relative to the initial content, %) on the
volume of HF (40 wt.%) after separation of the precipitate
with the reagents Ba(CH;COO), and NaF (deposition condi-
tions: m NaF — 3 g, m Ba(CH;COO), — 10g, V (HC],
38 wt.%) — 3cm3, pH =1, sediment holding time at
T = 75°C — 10 min)

25 1o 55 % macc. oT MCXOMTHOTO, YTO CBA3AHO, KaK
MBI TIOJIaTaeM, ¢ 06pa3oBaHUEM BOAOPACTBOPUMBIX
¢dropcomepskamux ocagkoB cocraBa NayCuF,,
NayNiF, u Nay,CoF,. Takum o6pasom, mpumeHeHme
Ba(CH;COO), u NaF B rauectBe ocamurenei Iio-
3BOJIsTeT 3(P(PEKTUBHO OTAEIUTh CEeIeH U TEJLIYP OT
JKesesa, BOIbgpama, MOIMOIeHa U XpoMa U YacTHd-
HO — OT MeJ¥, HUKeJA U KOOaIbTa.

Bausnue ¢pmoposodopodnoli Kuciomsr HQ CO-
ocancdenue Se, Te npu omoenerHuu MaMpPULHBLX
anemenmos Fe, W, Mo, Cr. Panee ycramoBiieHO
[3, 12], uTo amd MHTHOMPOBAHUA COOCAKIEHHS Ma-
nbIX KommuecTB Se, Te, As u Sb Ha ocagkax Makpo-
KOMIIOHEHTOB HEOOXOZHUMO IIPEIOTBPATHTDL IIepe-
HACBIIIIEHHEe PacTBOPA M YMEHBIIHUTh KOJHYECTBO
00pas3oBaBIIUXCI BO BpeMs (pOPMHPOBAHUS OCAIKA
3apOJbIIlIel KPUCTAJJIOB, TEM CAMBIM YKPYITHHB OCa-
IIOK ¥ YMEHBIIUB KOJUIECTBO MUKPOIIOP U YIEsb-
HYIO II0BEPXHOCTh. J(PQPEKTUBHBIM CITOCOO0M TIOHHU-
JKeHHUSA KOHIIEHTPAIIUH OCaKIaeMOT0 HOHA B PACTBO-
pe ABJAeTCS CBA3BIBAHKE HOHA B KOMILIEKCHOE CO-
eqUHEHWe cpegHed ycToiumBocTu. B Hamewm ciayudae
KOMILJIEKCO00Pa3yOIUM areHTOM MOKET BBICTYIIATh
¢ropoBOmOpOIHAA KHCIOTA, YCHEIIHO MCIOIb3Y-
emad B paborax [3, 12] a1 HHruOUPOBAHMS IPOLIEC-
ca coocaxkmeHus aHamuToB. Ha puc. 4 mpuBeneHna
3aBHCHUMOCTDH COMIEP:KaHUA B aHAIU3UPYEMOM pac-
TBOpe MakporkommnonenTos (Fe, W, Mo, Cr) u anasu-
ToB (Se, Te) or oopema qobasnennoir HF mocie pas-
JeJIeHMUS.

W3 puc. 4 BUAHO, YTO IPH yBEJIWYEHUH 00beMa
HF B mporiecce ocaskneHuss MaKPOKOMIIOHEHTOB OT 2
no 6 cm? comepsxanwe MonmbmeHA W BoJabgpama
B JKHMIKOU pase pacrer, 4To, MO-BUIUMOMY, CBI3aHO
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C YacTHYHBIM pacTBopeHmeM ocamgkoB BaMoO,,
BaWO, u o6pasoBanueM ux KOMILUIEKCHBIX COEUHE-
HUU 10 PeaKIUAM:

BaMoO, + 10HF —" 5 BaF,| +

+ Hy[MoFg] + 4H,0, 2)

BaWO, + 10HF —%" 5 BaF,| +

+ H,[WFg] + 4H,0. 3)

ITockonmbKy B 3KUIKYIO (pasy mepexomsaT BOJIbd-
pam u monubaen (mpu ysenwdenuu obbema HF 6o-
nee 3 cm®), IpsAMoe ompeielieHHe celleHa U TellIypa
metogom MCII-A9C HeBO3MOKHO M3-3a CIIEKTPATb-
HOTO HAJOMKEHUS JUHUA MAKPOKOMIIOHEHTOB M aHa-
autoB. KoHeunas KoHIIEHTpanus cejeHa U TeJrypa
B JKUIKOM pase mocie ocaxkmenusa (cM. puc. 4) mpe-
BBIIIAET BBEJAEHHYIO W3-38 YBEIWYEHUS WHTEHCHUB-
HOCTH AaHATUTUYECKUX JIMHUH BCJIEICTBHE CIIEK-
TPaNBHBIX HAIOKEHHUH.

Bausnue x10p080dopo0roL KucA0mMblL HQ COOCA-
acdenue Se, Te npu omoeneHuu MAMPUUHBLX dJie-
menmos Fe, W, Mo, Cr. Ha puc. 5 npusenena 3aBu-
CHUMOCTE COJIEP/KaHUsA B AHAIM3UPYEMOM PACTBOpE
makpokomonenTos (Fe, W, Mo, Cr) u ananuTos (Se,
Te) mocie ux pasgeneHus OT 00beMa T00ABIEHHOM
MIPH OCAMKIEHWHM XJIOPOBOIOPOIHON KHCIOTHI. Ilpwm
ysenuuenun oobema HCl (6omee 9 em?) comepsxanue
BoJIb(ppama u MosIubIeHa B JKUIKOH (pasze Bo3pacra-
eT: MO-BHAMMOMY, 3TO CBI3aHHO C YACTUYHBIM pac-
TBOpenuem ocankoB BaMoO, u BaWO,, kak u B ciy-
yae ¢ propoBomopoaHou kKucaoTou. Ilpu sTom KoH-
[EHTPAIUA CeJeHa U TeJIypa B KUIKOM (ase mocie
OC&KAEHUA TPEBBINIAET BBEJEHHYI0 W3-3a CIIEK-

Se 196.026

120

Copepxanue (Cp/Cy), %
A o » o
o & & &

DO
(=)
|

10

o
wl

6 12 14

8
VHCI, cm3

Puc. 5. 3aBUCHMOCTH OTHOCHTENBHOTO COAEPIKAHUS dIle-
MeHTOB B xumkou ¢ase or oobema HCI (38 % mace.) mocie
otnenenus ocanka pearenramu Ba(CH;COO), u NaF

Fig. 5. Dependences of the relative content of elements in
the liquid phase (relative to the initial content, %) on the
volume of HCI (38 wt.%) after separation of the precipitate
with the reagents Ba(CH;COO), and NaF

TpaJbHBIX HAJIOKEHUH JIHHUH BOJb(pamMa U MOJIHO-
JleHa Ha aHAIMTHYECKHe IMHUHU CelleHa U TeJLIypa.

Ha pwc. 6 B xadecTBe IpuMepa IIpUBEIEHBI
YYaCTKM CIIeKTpa BOJM3M AHAJUTUYECKUX JIMHUU
Se u Te m0 u mocne oTaeneHU MAKPOKOMIIOHEHTOB
(Fe, Cr, Mo, W) ¢ ucnonbsosanuem Ba(CH;COO),
u NaF. Paspaborammas mpoieaypa OCaKIeHUS
6onbpmux koaudects Fe, Cr, Mo u W ¢ momorsio
Ba(CH3;COO), u NaF B npucyrcTBuu (pTOpOBOIO-
POIHOM KHCIOTHI O3BOJIIET HHIHOUPOBATD COOCAK-
JeHNe aHAJIUTOB U B MAKCUMAJIBbHOM CTEIICHN HUBe-
JINPOBATH CIIEKTPATHLHBIE TTOMEXH.

O0drnospemernoe onpedenernue Se u Te 6 nezupo-
sanHblx cmanax memodom AIC-HCII. [Ina srcue-
PUMEHTAILHON HPOBEPKH 5(PPEeKTUBHOCTH MIpPUMe-
HEeHUs HAWIEHHBIX YCIOBHH I HHTAOMPOBAHUS

Te 214.281

46 “A a 591)pl P
| |

. .l

: : ||

) ’ ) ‘ A

N i E SNl

I 23| J | SEEESERSNA

=) \ £ AT

Ok N SN u Ohm" T 1

195.940 - 196109  214.186 . 214373

JltuHAa BOIHBI, HM
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Puc. 6. Yuyactiku sMHUCCHOHHOTrO crieKkTpa BOmusu ananuTudeckux auuui Se 1 196,026 um (o) u Te I 214,281 um (6): 1 — crexTp
BOJIHOTO pacTBOpa 6e3 OTHeIeHNs MAKPOKOMIIOHEHTOB; 2 — CIIEKTPhI BOJHBIX PACTBOPOB IIOC/IE OT/AEIEHHUI MAKPOKOMIIOHEHTOB

Fig. 6. Fragments of emission spectra near the analytical lines of Se I 196.026 nm (a) and Te I 214.281 nm (b): 1 — spectrum
of an aqueous solution without separation of macro-components; 2 — spectra of aqueous solutions after separation of

macro-components
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Pesynbrars! ananusa cTaHZAPTHBIX 00PA3II0B JIETHPOBAHHBIX CTAJIEH 110 paspaboranHoi meroguke (n = 5; P = 0,95)

Results of Se and Te content determination in standard reference materials of alloy steels by ICP AES (n = 5; P = 0.95)

Se Te

Crampaprasrit oGpaser ArrecroBannoe Hat % ArrecroBannoe Hait %

comep:xaHnue, % macc. AHIEHO, 7o MACC. cozepikanue, % macc. AHJICHO, 7o MACC.
I'CO 1639-9311 C24x 0,0050 0,0056 = 0,0002 0,0050 0,0049 = 0,0003
I'CO 1587-9311 C26px, 0,010 0,0098 = 0,0003 0,010 0,012 = 0,0003
I'CO 1495-8911 C27r 0,050 0,056 = 0,002 0,050 0,053 = 0,001
I'CO 1052-911I1 C28x 0,100 0,099 = 0,003 0,100 0,102 = 0,003
I'CO 1607-88I1 C32r 0,200 0,201 = 0,01 0,200 0,200 = 0,007
mmporiecca coocakaeHud Se u Te mpu OTAEIeHUU OT JINTEPATYPA

Fe, Cr, Mo u W amamusupoBaIu rocyaapCTBEHHbBIE
cTaHmapTHBIE 00Pa3Ilbl COCTABA JIETUPOBAHHBIX CTa-
ner (tabmuma). Ilpenen onpenenenus aHaIUTOB IPH
ornenenun ot Mmakporonmuects Fe, Cr, Mo u W
cocraBun 1072 % macc. IlomydyeHHBIE pe3yIbTAThI
aHaTN3a XapaKTEePU3YIOTCSI YAOBIETBOPUTEIHLHBIMU
MPaBWIBHOCTHI0 M BOCIPOM3BOAUMOCTHIO. TouHas
OIIEHKA METPOJOTUYECKUX XAPaKTEPUCTUK METO/IH-
KH Oymer ocyIlecTBIeHA MPU ee aTTeCTAI[dd IOCIe
Habopa HEeOOXOAUMOTO KOJUYECTBA CTATHCTUIECKUX
NAHHBIX.

3axJaroueHue

IIpennoxena mpoueaypa OTaeIeHUS MAKPOKOM-
IIOHEHTOB ((Keye3a, BoIbgpama, MOaubIeHa, XpoMa)
C WCITOJIb30BAHKMEM B KauecTBe OCAUTENIeH amerara
OGapus u ropuma HATPHSA I IIOCIEAYIOIIEro
HCII-A9C omnpenenenus celeHa u Teiypa B Jie-
THUPOBAHHBIX CTaJIIX. yCTaHOBJIeHBI OIITUMAJIBHBIE
ycioBud ocaaeHnusd OCHOBHBIX KOMIIOHEHTOB W HUH-
ruOMpOBaHUs IIPOIECCA COOCAKICHHUSA CeJieHa |
TeJIypa: Macca amerara 0apus W (pTopuaa HATPHS
cocraBuna 10 u 3 T COOTBETCTBEHHO, OITHUMAIbHbBIH
00beM PTOPOBOIOPOTHOM M XJIOPOBOLOPOIHON KHC-
aor — 3 u 6 cM® coorBercTBeHHO. IIpaBHIBLHOCTD
paspaboTaHHON METOAWKHM KOHTPOMUPOBAIU ITyTEM
aHaIM3a CTAHZAPTHBIX O00pPasIl0B JIETMPOBAHHBIX
crane. [Ipegen UCII-ADC ompemenenus cemeHa
¥ TeJUIypa B JETHPOBAHHBIX CTAJIAX IPH OTAEICHUN
makpokosiudects Fe, Cr, Mo m W cocraBun
1073 % mace.

Koudaukr naTEpecos

ABTOpPBI 3adgBIAIOT 00 OTCYTCTBHH KOH(IHKTA
HMHTEPecoB, TpeOyIoIlero pacKpbiTHi B JAHHOHU CTa-
The.

duHaHCUpPOBaAHUE

Pa6ora BbImosHeHa Ipu (DUHAHCOBOM ITOIIEPIK-
ke PH® (mpoerr Ne 23-23-00138) ¢ mcmonmb3oBaHu-
em obopymoBanus LITKII «¥Ypan-M».
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