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PaspaboTtaHa meToavka AyroBOro aTOMHO-3MUCCMOHHOIO aHanm3a NPeKypCcopoB U CTEKOIT
13 Tpucynburaa ANMbILLbAKA C KOHLEHTPUPOBAHNEM KPEMHUS U APYTUX HENETYYUX NpumMecen B
KpaTepe rpaduToBOro 3riekTpoAa OTroHKon maTpuubl. lNpeaen obHapyXeHnsa NpuMecu KpeMHUS
B rpaMMOBOW aHanuTu4eckon HaBecke coctaBun 7-10~7 % mac.

Knroueenie cnioea: Cynbuabl Mblllibsika, cepa, CynbUAHO-MbILIbSKOBbIE CTEKNa, KOH-
LEeHTpMpOBaHne npuMmecen, onpegeneHne KpeMH1s, aTOMHO-9MUCCUOHHAs CNEKTPOMETPHUS.

JNle6epeBa PernHa BanepbeBHa — kKaHAMAAT XMMUYECKUX HayK, BeayLum uHxeHep UH-
CTUTYTa XMMUUN BbICOKOUYUCTLIX BewecTB UM. I. . AeBATbix PAH.

O6nacTb Hay4HbIX MHTEPECOB — aTOMHO-3MUCCUOHHbIA aHanu3 BbICOKOYMUCTLIX Be-
LWecTB, B3aUMHOE BNUSIHWE 3NIEMEHTOB Ha pe3ynbTaTbl onpegeneHun.

ABTop 40 ny6nukaumm.

MumeHoB Bnagumup NeoprueBuy — KaHAMAAT XMMUYECKUX HayK, BeAyLWMA HayYHbIN
coTpyaHuk MHcTUTyTa XMum BbicokouncTbix BewecTB uM. I. I. OeBaTbix PAH.

O6nacTb Hay4YHbIX UHTEPECOB — MeTOAbI onpeAerieHusi NpuMmecen B BbICOKOYNUCTbIX
BellecTBax, aTOMHO-3MUCCUOHHAsA U aTOMHO-abCOPOLMOHHAA CNEKTPOCKONMUS.

ABTop 6onee 100 ny6nukauun.

BBEOEHUE

AKTyanbHOCTb pa3paboTku MeTOAWKM onpe-
OerneHns MarnblX CoOAepXaHU KPEMHUSA B TPUCYMb-
duae avmbiwbaka obycrnoBneHa ero NpUMeHeHu-
€M B KayecTBe maTtepuana gnsg WHdpakpacHom
onTtuku. lNMprumecn, B TOM YnCne KPEMHUN, OKa3bl-
BalOT BMMSIHME Ha YPOBEHb ONTUYECKUX NOTEpPb B
cTeknax u orpaHn4MBalT 00n1acTu nx BO3MOXHOMO
NPUMEHEHNS.

PaHee npegnoxeH cnocob aToMHO-aMuUcCU-
OHHOro (AJ) aHanu3a BbICOKOYMCTOrO MbilbsKa
C KOHLEeHTpupoBaHueM kpemHusa [1] n gpyrux He-
neTyumx npumecen [2] B KkpaTepe rpaduToBOro
anekTpoda OTroHKOM MaTpuubl B BUAE TpUokcuaa
AuMbIlbsika. B gaHHon paboTe paccmatpuBaeTcst
BapuaHT MeTOAMKW, MCNONb3yeMbln AN aHanuaa
CTEKON Ha OCHOoBe Tpucynbduaa OuMMbILbAKa Y
NCXOOHbIX BELEeCTB ANS UX U3roTOBNEHUs — TeTpa-
cynb(uaa TeTpamblibaKka U aieMeHTapHOW cepbl.
Ocoboe 3aTpygHeHMe Npy aHanmM3e Taknx maTepu-
anoB BbI3blBaeT onpeaenexHne manoro (<n107° %
Mac.) coaepXxaHuns MpUMecK KpeMHUS.

OCHOBHbIMW  UCTOYHMKAMWU  3arpsA3HEHust
KpeMHueM, oOycnaBnmBawWMMN BENUYMHY MO-
NnpaBKNW KOHTPONbHOrO OMbiTa, SABASAKTCA rpa-
UTOBbIE 3MEKTPOAbl, rPadUTOBLIN MOPOLLIOK,

NMOBEPXHOCTb KBapLEBOW MocyAbl, onepauun ms-
MenbyeHna npobbl. icnonb3oBaHne JaHHOW Me-
TOOWKM MO3BONIIET MMHUMU3NPOBATb BO3AEN-
CTBME 3TUX PaKTOPOB.

Macca aHanuTMyecknx HaBecok npoodkbl, pas-
MeLLaeMblX B KpaTep anekTpoaa ana AQ aHanuaa,
coctaBnset He 6onee 0.1 r. Mpn ncnonb3oBaHMK
HacagoK Ha 3NeKkTpoA4 B BUAE BOPOHOK BO3MOXHO
ee yBenuyeHue 0o 1-2 r.

SKCMNEPUMEHTAJIbHAA YACTb

YcTaHOBKa AN KOHLUEHTPUPOBaHMS npume-
cen B rpachmntoBbIX anekTpogax n3 6onbLUMX HaBe-
COK OTFOHKOWM MaTpuLbl MpeACcTaBeHa Ha PUCYHKe.
Ha anekTpoabl HageBanu Hacaaky B BUAE BOPOHOK
(1), narotoBneHHble u3 rpacduta mapku MIII-6, B
KoTopble pasmellanu HaBecku npobbl. NMoactas-
Ky ans 12 anektpogos (2) 1 3awmTHbIA Konnak (3)
LUUITMHAPUYECKON POPMbI, U3rOTOBMEHHbIE U3 MO-
NMPOBAHHOIO KBapLEeBOro cTekna, pasMeLyany Ha
dToponnacToByto NoacTaeky (4). Bokpyr konnaka
3aKpennsanm HUXPOMOBBIA KOMbLEBOW Harpesa-
Tenb (5), 3aKMYEHHbIN B KBapLIEBYO TPYOKYy.

B peaktope Oonsi KOHLUEHTPUMPOBAHWUS Npume-
cen obecneumBanunck ycroBus Ansg paBHOMEPHOro
HarpeBa BOPOHOK U OANHAKOBOW CKOPOCTU OTFOHKM
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I
Puc. YcTaHoBka onst OTTOHKM MaTpULbl U3 3NeKTPO-
noB: 1 — anekTpod ¢ Hacagkon u npobon, 2 — noa-
CTaBKa ANS 3MeKTpoaoB, 3 — KBapLEBLIN Konnak,
4 — oToponnacToBas noacTaBka, 5 — HarpeBaTenb,
6 — KOHTPOMbHbIN ONbIT

MaTpuLbl U3 BCEX 3MEKTPOOOB, NCKMOYasa ocaxae-
HMe Ha anekTpoAbl. HaBeckn nNpobbl, pa3meLleH-
Hble B aNeKTpoAax U BOPOHKaX, MO Mepe OTrOHKW,
yMeHbLUasiCb B Macce, nonaganv B NOMOCTb dek-
TpoAa, oTKyaa U npoucxoauna okoH4yaTenbHas oT-
roHka maTtpuvubl. HeneTtyune npumecu B npouecce
OTrOHKM KOHLEHTPMPOBANMCb B OCTaBLUENCS YacTu
HaBecoK npobbl, B UTOre — B KpaTtepe anekTpoa.
OyeBMaHO, YTO Mpoucxoauna peakuns B BO34yLU-
HOM cpefe c obpasoBaHMeM neTydYux Auokcuaa
TpMMbILWbSAKA U AMOKCKMAA CEpb.

MpuHumanu cnegyowmne mMepbl AN CHUXe-
HUS YPOBHS 3arpsa3HeHnin. QNekTpoabl C aHanuTu-
YEeCKMMUN HaBEeCKaMW U KOHUEHTpaToOM npumecen
nepemellanu B repMeTMYHOM (PTOPONIacTOBOM
KOHTENHepe, N30nMpytoLemM X OT BHELUHEN cpe-
Abl. BHYyTpEHHI0I0 MOBEPXHOCTb peakTopa 1 TpaHc-
NOPTHLIN KOHTENHEpP ANs 3NeKTPOoAOB npeasapw-
TENbHO NpoMbIBaNy GUANCTMNNMPOBAHHOM BOAON
1 BbicywmBanu. NpacntoBble BOPOHKM B TeYEHME
12 vyacoB BblAepXMBanM B KOHLEHTPUPOBAHHOWN
a30THOW KMCIOoTe, MPOMbIBaNv OMANCTUNNNPOBAH-
HOW BOAOW 1 BbICYLLUMBANM.

Wcnonb3oBanu rpacurtosble anektpoabl EC-
12 ans AQ aHanu3sa (3AO «"PADW») c cogepxaHmem
KpemHus 7-10-6 % mac. n gpyrnx pacnpocTpaHeHHbIX
npumecert Ha ypoHe n-10% % mac. (nacnopTHble
AaHHble). [poBoanIM JOOUUCTKY rpadhUTOBLIX 3NEK-
TPOAOB MyTeEM NpeaBapuUTENbHOrO obxura B ayre
nocrosHHoro Toka 16 A B TeueHue 20 c.

AHanuTuyeckme HaBecku nNpob oTkanbiBanu
OT 06pa3yoB CTEKNa, NPOMbIThIX a30THOM KNCNOTOW
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1 Bogon. Kycouku ctekna nomelianu B npegsapu-
TeNbHO B3BELUEHHbIE 3MEeKTPOAbl C HadeTbiMM Ha
HUX BOPOHKaMu 1 CHOBa B3BelUMBanu, onpegenss
Maccy HaBeCKM NO Pa3HOCTU. ANeKTpoabl C HaBe-
ckamu nNpoObl U CONPOBOXAABLUNE UX HA BCEX CTa-
ONSX aHanusa nycTble aneKkTpoAbl (KOHTPOMbHLIN
OnbIT) yCTaHaBnMBanu Ha MOACTAaBKY, HakpbiBanm
KOJINaKkoM M BKIOYanu Harpes. YCNOBUS OTrOHKM
noabupanu akcnepumeHTanbHo. [Npu TemnepaTty-
pe 300-350 °C BpeMs OTrOHKM OCHOBbI aHaNUTN4e-
CKMX HaBeCcok Npob maccow 1 r coctaBnano 4 vyaca.
[Mocne oTroHkM Hacagku CHUManu.

KoHueHTpupoBaHWe npumMecer NpoBOAUNU
TaKxe HenocpeaCcTBEHHO B rpaduTOBbIX 3MEKTPO-
gax. insa atoro HaBecky npobbl 0.05-0.1 r 3arpy>xanu
B KpaTep anekTtpoga rnyobuHon n gnameTpom 4 Mm
1 BblAEPXXUBaNM B peakTope B TEYEHME TPEX YaCcoB.

KonnuecTBeHHOe onpegeneHne npumecen
B anekTpoAax NpoBoAuNU AyroBbiM AD MeTOAO0M.
AnnapaTypa v ycrnoBus crnegywolwue: oyroBon re-
HepaTop nocTosHHOro Toka [Mpmma-ACD (OAO
«MBC»), cnna Toka 13 A, pa3psagHbI MPOMEXYTOK
2 MM, 9NeKTPOA C KOHLUEHTpaToM npumecen — kKa-
ToA. CnekTpbl perucTpupoBani ¢ NOMOLLbIO CrekK-
Tporpacpha CTO-1, ocCHalleHHOro OTO3NEKTPOH-
Hon kacceton (OOO «MOPCy), B TeueHue 30 c.
[ns onpeneneHns KpeMHUs MCNONb30OBanuM aHa-
nnTUYeckyto NuHMo Si | 288.2 HMm.

O6pasupbl cpaBHeHus (OC) rotoBunn Ha oc-
HOBE CyXMX OCTaTKOB B3BECW BbICOKOAWCMNEPCHOIO
avokenga kpemHus [3]. lNpumeHeHue ero cessa-
HO C TPYOHOCTSAMM MOCTPOEHMUS TpagynpOBOYHbIX
3aBucMMocTen npu ucnono3oBaHun OC Ha OCHoO-
BE MOPOLLKOBOro rpacura, UMeLLEero BbICOKUN
ypOBeHb 3arpsisHeHus kpemHuem. OC nonydanwu
nytem 10-kpaTtHoro pasbaBneHns ronoBHOro
obpasua ¢ KoHueHTpauuen kpeMHus 210" % mac.
nocrnegoBsartenbHo 3 pasa OuancTMNNMpoBaHHOMN
Bodow. [na nony4eHuss oQHOPOLHOW B3BECU MpPO-
OUPKM C BbICOKOAUCNEPCHBIM AMOKCUOOM KPEMHUS
n OMANCTUNNNPOBAHHOM BOAOW C gobaBneHuem
M30MNponNnNoOBOro cnupta nepemewmsanu 15 MuH
B annapate, obecne4yMBalolleM BpallaTernbHO-KO-
nebartenbHoe ABWXeHWe. B anekTpon ¢ NOMOLLbO
nMNeTo4Horo gosatopa 3arpyxanun 10-30 mkn B3Be-
cu n Bbicywmsanu nog WK-namnon. B KOHTpoOnb-
HOM onbiTe oTObupanu Takoe e Konu4ecTso Ou-
OUCTUNNNPOBAHHOM BoAbl M cnupTa 6e3 KpemHus
(m_(Si)=1107r).

[Nony4yeH rpagynpoBOYHbI FpadvK B KOOpAU-
Hatax «/ - 1g m(Si)», rae (I =1, - | ) — pasHOCTb WH-
TEHCMBHOCTEN NUHMM NPUMECK B cnekTpe obpasua
CpaBHeHUs, BKMoYasa 3arpsi3BHEHNS, U B KOHTPOIb-
HOM onbITe; M(Si) — Macca KpeEMHWSI B ANEKTPOAE, T.

OnpepgeneHne nNpo4vmx NpuMMecein BbIMOSHA-
NN C MCNOMb30BaHMEM rPagyMpOBOYHbLIX 3aBUCK-
MOCTel cTaHgapTHbIX 06pasLoB cocTaBa rpaduTo-
Boro nopotuka COl-21 [4]. B KOHTPONbHOM OMbITE
NPUMEHANKN rpadUTOBLINA MOPOLLOK oC Y 8-4. B 00-
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nactm 2n10~7 r rpagyMpoBOYHblE 3aBUCMMOCTMH,
nony4yeHHole no OC Ha ocHoBe rpaduTta U Cyxux
OCTaTKOB B3BECK AMOKCUAA KPEMHUS, B npegenax
MOrpeLHoCcT onpegenexHnii cosnagany.
CogepxaHne npumecer B  aHanuampy-

emoii npobe paccuuTbiBanuM Mo copmyre:

C= MJOO%, raoe C - maccoBas gons npu-
M
mecu, % mac.; M - macca aHanuTU4YeCcKom HaBeCKw,
r; M — KONUYeCTBO NpMMeCK B 3rieKTpode nocne
OTFOHKM aHanuTU4YeCcKOW HaBeCKW, BKIOYas 3a-
rPABHEHMUs, T, M _— B KOHTPONbHOM onbiTe, T. AG-
CONIOTHbIN Npeaen obHapyxeHus (MO) oueHnnn no
rpagyvMpoBOYHOW 3aBUCUMOCTW: m_ = 3S ,Tae S, —
CTaHAapTHOE OTKMOHEHMe KONMMYecTBa KPeMHUS B
KOHTPOJIbHOM OnbITE. ﬂ,]‘lﬂ KpeMHuUa OH cocTaBwui

m,_. (Si)=710-°r.

PE3YJIbTATbI U UX OBCYXXAEHUE

[MpoBenu oueHKy cxoauMmocTu, nony4ms 11
pes3ynbTaToB NapannenbHbiX onpeaenexHui cogep-
XaHus KpemHus B npobax cepbl u Tpucynbduga
AvMbllwbska (Tabn. 1). CxogMMocTb pesynbTaToB
napannenbHbIX OMpPeAereHnii xapakTepusyeTcs
OTHOCUTENbHBLIM CTaHAAPTHLIM OTKIMOHEHWEM, He
npesbiwatowem 0.2. CxogMmMocTb pesynbTaToB
onpegeneHns npoYMx MpuMecen OuUEeHUnM no
CO, BHeCeHHbIM B 3reKkTpoAabl C HaBeckaMu
aHanu3npyMmblx Mpob, Tak Kak MX coaepxaHue B
aHanuampyembix matepmanax meHbue MO. OTHo-
CcuUTenbHOe CTaHOapTHOE OTKIOHEHWe He MpeBbl-
wano 0.3.

BrimsiHne ocTtaTtoyHbIX KONMUYECTB OCHOBbI Ha
WHTEHCUBHOCTb NMHWIA NPUMECEN ycTaHaBnMBanu,
nonyyasi X CMNeKTpbl B MPUCYTCTBUM U B OTCYT-
CTBMM MaTPUYHOrO KOMMoHeHTa. Habniopaewmble
pasnuynsi aHanUTUYECKOro curHana npu 3Tom co-
ctaBnsanu He 6onee 20 % v He npeBbIlWann cny-
YalHy COCTaBMALLYI NOrpeLHOCTM onpeaene-
HUS MaccoBOW 4O NPUMECH.

BapbunpoBaHne mMaccon aHanuTU4ecKkon Ha-
Becku (M) ogHOro n TOoro e obpasua Mbllbsika
NPMBOAWIMO K COOTBETCTBYIOLLEMY U3MEHEHUIO KO-
nuyecTBa npumecen (m), CKOHUEHTPUPOBAHHbIX B
anekTpoge (Tadbn. 2). NpakTuyeckoe coBnageHune
3Ha4YeHW, OnpeferieHHbIX M3 pasHbIX HaBECOK,
CBMAETENbCTBYET O MNPaBUMBbHOCTU pe3ynbTaToB
aHanusa no npegnaraemon metoguke. K takomy
Xe BbIBOAY MpVBEnW pes3ynbTaTbl MPOBEpKM npa-
BUIbHOCTU MO cnocoby «BBeAEeHO-HanOeHO», YTO
nokasaHo B Tabn. 2 Ha npumepe onpeaeneHus
NpYMecKH KpeMHUS B Cepe.

CpaBHeHue pesynbTaTtoB AD onpegeneHus
NPUMeCKH KPEMHUSI C OTTOHKOW MaTpuLbl U pe3yrb-
TaTtoB aTOMHO-abcopbumnoHHoro aHanusa (AA) npu
ncnapeHnnm MunnmMrpaMMoBLIX HaBECOK Npobbl B
nonocTun rpadnUTOBOM NeYmn, nokasaro, YTo AaHHble
cornacytotcs (tabn. 3).

COBOKYMHOCTb  MOJTYYEHHbIX 3KCMEPUMEH-
TanbHbIX AaHHbLIX CBUAETENLCTBYET, YTO cUcCTemMa-
TMYecKkasi NOrpeLlHoCTb Npu onpegeneHun cogep-
XaHust MpMMecen B aHanuanpyembix Matepuanax
He MpeBbILaeT CryvarHylo.

MO kpeMHua 1 psga Apyrux pacnpocTpaHeH-
HbIX MPUMECEeN OLeHeHbI MO 3S KpUTEPUIO ANs aHa-

Tabnuua 1
CxooMMOCTb pe3ynbTaToB onpeneneHnin KpeMHUs
Mpoba PesynbTatbl eguHUYHBLIX onpegenenun , C - 10° % mac. C S,
As,S, 1.6 0.9 1.3 1.5 |08 |21 1.3 1.4 1.2 |20 1.5 1.4 0.20
S 1.5 1.1 1.8 |24 |14 1.5 1.4 1.5 1.4 1.4 1.8 1.6 0.16

Tabnuua 2

MpoBepka NpaBubHOCTM pe3ynbTaToB OnpeaeneHns NpMMecH KpeMHUsSI BapbMpOBaHNUEM Maccov aHanu-

TUYECKNX HaBecoK (n = 6, t 05,6 =2.57) n MeToOOM «BBELAEHO-HANOEHO»
M=0.05r M=0.2r C(Si)10°, % mac.
C(Si)10°%, % mac. S, C(Si)10°, % mac. S, BBELEHO HangeHo
1.3+£0.2 0.11 1.5+£0.2 0.09 1.8+0.1 1405
Ta6bnuua 3

ConocTtaBneHue pesynstatoB AD 1 AA aHanmnsa HeKoTopbIX Npob Tpucynbduaa AUMbILLbSKA U Cepbl Ha

copAepxaHue npumecy kpemuus (n =5, t .., =2.78)
C £ AC, % mac.
npoba, Ne A3 v
As.S 1 (3.3+£0.9)105 (2.9+£0.8)10°°
273 2 (4.5+0.5)10° (4.0 £ 1.0)10-5
S 1 (2.0 £0.4)10°® (1.5+£0.5)103
2 (1.5+£0.7)10°5 (1.0£0.6)10-5
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Ta6bnuua 4
MNpeaenbl o6HapyxeHus npumecein C . B cynbduaax mbibaka ucepe, M=1r
AHanuTnyeckas C,in % Mac.
TIUHUS, HM As,S,, As,S, S
Sil288.2 7107 7107
Cul 3247 1107 4107
Al'l1308.2 11076 510~
Mn | 280.1 6107 7107
Cr 13021 210-% 1105
Pb 1283.3 8:10-¢ 3-10-°
Ni 1 305.0 3-10-6 610-5
Cal 317.9 7-10-5 210
Fe | 304.8 6107 5107
Mg | 280.2 310”7 4107
Co1304.4 7106 610-5

nutmndyeckon Haeeckn 1 r u coctaensaoT 108106 %
Mac. (tabn. 4). OTHocuTenbHOE CTaHgapTHOE OT-
KIMOHeHWe Onsi coaepXaHus NpuMecel Ha ypoBHe
10-% % mac. He 6onee 0.3.
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ATOMIC-EMISSION DETERMINATION OF SILICON IN
DIARSENIC TRISULFIDE AND THEIR PRECURSORS WITH THE
CONCENTRATION OF IMPURITIES IN THE ELECTRODE

R.V. Lebedeva, V.G. Pimenov

G.G. Devyatykh Institute of Chemistry of High-Purity Substances of the Russian Academy
of Sciences

The atomic-emission technique for determination of silicon and other nonvolatile impurities in
precursors and diarsenic trisulfide glasses was developed using matrix distillation from the crater
of the graphite electrode. The detection limit (30 criteria) of silicon gramsample was 7-10~ % wt.

Keywords: Arsenic sulfides, sulfur, arsenic sulfide glasses, concentration of the impurities,

atomic-emission spectrometry.
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