AHanutuka u koHTpons. 2005. T.9, Ne 2

YK 543.42

NMPUMEHEHUE AHAJIUSATOPA MA3C AN9 NPOBEAEHUSA

AHAJTU3A BAHAAUEBOIO YYIryYHA

E.B.PsixnHa, B.M.Kosanbuyk
OAOQ «YycoBckoit meTannypri4ecknii 3ason»
618200, Yycosowi, Tpynosas, 13

PaspaboTtaHa MeToamka 3kCnpeccHoro onpeaenexHna dpochopa B BaHAAUEBOM YyryHe Ha aTOMHO-
3MUCCUOHHOM cnexTpomeTpe M®C - 8 ¢ ucnonbaosaHuem aHanuaaropa MA3C smecto ®3IY. Bui6-
paHbl aHanUTUYEeCKNe NMHUN 1 YCNoBMA BO3BYXAEHUs CnekTpa, NpoBeAeHa OueHKa NorpewHocTH

aHanumnaa.

Psixnna Enena BanepbeBHa — 3aM. HaYanbHH-
Ka cnexTpanbHOM rpynnsi LEHTPaIbHOW 3aBOAC-
Ko# naboparopuu YycoBckoro merannyprm4ec-
KOoro 3asopa.

O6nacTb Hay4YHbIX MHTEPECOB: aTOMHO—3MMC-
CHOMHbLIA aHaNIN3 MaTepuasios YepHOW MeTannyp-
rum.

Kosansuyx Bepa MuxahnoBHa — MHXeHep
CNeKTPansHOW rpynnbl UEHTPANbLHOW 3aBOACKOH
naboparopumn YycoBCKOro Merannypraieckoro
3aBopa.

O6nacTb Hay4YHbIX MHTEPECOB: aTOMHbLIA aHa-
JIN3 MaTepunanos YepHON MeTannyprum.
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B cBsisu ¢ ucromennem sanacos monomeTanb-
HBIX JKeJIE3HBIX PYA B Ypa/IbCKOM pernoHe Bcé 60J1b-
LIYI0 POJIb B ChIpbEBOH 6a3e METa/Typru4ecKoro
KOMIUIEKCa HaUMHAIOT NpHobpeTaTh THTAaHOMarHe-
THUTOBLIE PYAbI, 3ariacbl KOTOPBLIX Ha YpaJie 0CTa-
TOYHO BEJIMKHU. TEXHOJIOTMYECKHUI KoMIuleke YycoB-
CKOro MeTaJutyprudeckoro 3aBoga (YUM3) opreHTH -
poBaH Ha repepaboTKy TUTAHOMarHeTUTOBHIX DY
KaukaHapckoro MectopoxaeHud | 1]. OH BiIoyaeT
B ce6s JOMEHHYIO IUIaBKy TUTAHOMAarHeTHUTOB C I10-
JIydeHHeM BaHaAUeBOro YyTyHa, o6paboTky yyryHa
B KOHBEPTEPE C MOJy4YeHHEM YIJIEPOAUCTOrO MOy -
MPOAYKTa 1 BAaHAHEBOro 1IUIaKa, Aa/IbHe NI Me-
TaJUTypriuyecKui rnepejesi MoJynpoAyKTa Ha CTalb,
a KOHBEPTEPHOrO 1lIJIaKa Ha (peppoBaHaauii [2].

[1pu nosyyeHNM BaHaAUEBOT0 YyTyHa Y BBICOKO-
Ka4yeCTBEHHOrO YIJIEPOAMCTOrO NOJIyTPOAYKTA OCO-
6as poJIb OTBOAUTCSA aHAIMTUYECKOMY KOHTPOJIIO Ha
BCEX CTaJAMAX NPOU3BOACTBA. B cnexTpabHOM 1a-
6oparopun LI3J1 OAO «YM3» 1si aHAIN3a YyTyHa U
cTajlelf NpUMeHAT kBaHTOMeTpbl M®C-8 1989
rojia BbIIIyCKa. Ha KOTOpPbIX Gbl1a pa3paboTaHa H
BHeJpeHa B [IPOM3BOJACTBO METOANKA M3MEPEHUSA
MaccoBOii 10JIM KpEMHHA, MapraHiia, TUTaHa, Xpo-
Ma, BaHA/MA B YyTYHE BaHaJ1eBOM. YIJIEPOJ 1 cepy
B 9TOM [MPO/YKTeE YCIIEILIHO ONpeAe/IAI0T Ha rasoaHa-
au3saropax CS-200 ¢pupmel «LECO». OnipeaeneHue
¢ocdopa cTaHAapTU3OBaHHBIM (POTOMETPHYECKHUM
MEeTO/JOM JUIMTEJIBHO, YTO B pe3y/IbTaTe 3aTATUBAJIO
IUIaBKy 4YyryHa. [l1a yckopeHus npouecca 6110 pe-
LLIEHO YCOBEPILIEHCTBOBATD 1€ CTBYIOILYIO aTOMHO-
3MHCCHOHHYIO METO/IMKY, BKJIIOYMB B Hee onpeiesie-
HHe pocdopa. OgHAKO Ha CYLLECTBYIOIIINX KBAHTO-
MeTpax M®C-8 ucrnob3oBaTh OAHY U3 Haubosee YyB-
CTBHTEJIbHBIX CIIEKTPAIBHBIX JIMHNH ¢ocdopa ¢ 1jiu-
HO# BOJTHBI 178,283 HM HeJlb3f1 M3-3a OTPaHMYEHHO-
ro ixarna3oHa perucTpupyeMbIX IpU6OPOM JUTHH BOIH
-200 - 400 uM. [IprMeHeHMe 6TM3KOM 110 XapaKTepH-
CTHKaM CIIeKTpaibHOM JTMHUM ocdopa P 214,91 um
OKa3aJIOCh HEBO3MOXKHBIM M3-3a HAJIOXKEHHSA Ha Hee



AHanuTuka u koHTpons. 2005. T.9, Ne 2

B YTOBOM CITIEKTPE YyTyHa JIMHMUU OCHOBBI - Fe 214,92
HM. 9TH 06CTOATEILCTBA HE ITO3BOJIM/IU HCIO/IB30BATh
ycranoBky M®C-8 B nepBo3jaHHOM BU/JIE AJ151 JOCTO-
BepHoro onpejeneHusa pocdopa B HyTyHe.

[TpoBenenwue B llenTpanbHOI 3aBoACKOIM 1abopa-
Topuu OAO «YM3» MoAepHHU3aLMU CIIEKTPOMETpa
M®C-8 nyTem ycTaHOBKM aHanu3aTopa MAJC ro-
3BOJIMJIO BEDHYTbLCA K PeLLeHHIo ITpobyieMbl co3/1a-
HHA METOAUKH, [T03BOJIAIOIIEN TPOBOANTE OHOBPE-
MEeHHOe oIIpe/ieJIeHHe YKa3aHHBIX BhILIE IIIeCTH dJle-
MEIITOB, BKIIo4as ¢ocdop. Ha OCHOBE y4eTa BIHA-
HHI MellaolUX KOMITOHEHTOB.

Kax 13BecTHO, J€HCTBYIOIIHI CITEKTPOMETPHUYEC-
KW MEeTOJ aHaIM3a OCHOBAH Ha MCTIapeHUH MaTe-
pHasa npo6bl 4yTyHa B AyTe [IEPEMEHHOr0 TOKa, ¢o-
TO3JIEKTPUYECKOIN perucTpalyy U U3MEpPeHUU WH-
TEHCHBHOCTH CTMIEKTPaJIbHBIX JIMHUI 2/1eMeHTOB [3].

I1pu pa3paboTke MeTOANKH onpeneneHus doc-
¢opa cnekTpbI rpaiyHPOBOYHbIX 00pa3I0OB 1 aHAa-
JIM3UPYEMBIX MMPO6 Mojy4yaad Ha CIIEKTPOMETpe
M®C-8 c ycTaHOBIEHHBIM aHanu3aTopomM MASC
MIpM CAeAYyIOLIMX YCIOBUAX: IMMpUHA meau — 0.020
MM, OCBELLEHHE I11€/TU — TPEXJIMH30BbIA KOHAEHCOP,
cwia ToKa IyrH 3 A, 06Mr - 2 ¢, BpeMsA SKCITO3ULIMHY —
20 c (M TeIbHOCTb EAMHHUYHOM 9KCIIo3UH 250 Mc,
YHCJIO HAKOTUIEHUH B LIUKJIE — 4, JUTUTEIbHOCTD LIHK-
J1a -4, KOJIN4eCTBO LIMKJIOB — 20).

CBf3b HHTEHCUBHOCTH JIMHUM C COAEpKaAHUEM
ajeMeHTa B Tpobe ycTaHaBJIMBAIH C [TOMOIIbIO Ir'pa-
JYyMPOBOYHOTrO rpaduKa, MOCTPOEHHOrO 110 CTaHAap-
THBIM oOpa3uam npeanpuaTua (COIl) comacHo an-
FOPUTMY, 3aJI0XKEHHOMY B [IPOrpaMMHOM oGecrieye-
HUU «<ATOMb».

M3 4nciia pakTopoB, onpeesISIoLIHX XapaKTepU-
CTHKH MPELM3UOHHOCTH Y NPaBUILHOCTH Pe3yJib-
TaTOB aHAIM3a, U3y YaJIM ITPOJO/KUTEILHOCTD I1peJ-
BapUTENBHOT0 063KUra, MCIIO/Ib30BAaHHE Pa3TMYHbIX
aHAJIMTUYECKUX Nap JUHHUHI Y1 BJIHAHUE MELUAIOIIMX
ajieMeHTOB. OlleHKaMH, HA OCHOBaHUM KOTOPBIX CY-
AuM 06 U3MEeHEHUH XapaKTePHUCTUK TNPELU3HOH-
HOCTH, CJTY3KHJIM OTHOCHUTEJILHOE CpeIHEKBapaTH -
4YECKOro OTKJIOHEHHE aHAJHTHUYECKOro CUTrHaja
(OCKO), npu 3T0M 32 AOITYCTHMOE [IPUHATO 3HAYEHHE,
pasHoe 0,2, arcnepcysa aieKBaTHOCTY OITUCaHMA rpa-
JyVPOBOYHO} 3aBUCHMOCTH JIMHEHHBIM YpaBHEHH-
eM, CKO rpagynpoBkH. Bce aTa BeJIMUMHBI aBTOMA-
THYECKH PACCYMThIBAOTCA nporpamMmoit ATOM B rmpo-
Liecce MOCTPOeHHUA I'PayMpOBOYHOrO rpaduKa.

B kavecTBe npuMepa Ha puc.l npeacTaBiieHbI
rpaayyupoBOYHbIe rpadHKHU A1 onlpeeeHus ¢oc-
(opa B BaHaIMIEBOM YyTYHE, IIPH TOCTPOEHUU KOTO-
PbIX aHAJIMTUYECKHIT cUrHaJ c(opMHUpPOBaH Ha ocC-
HOBE IIPUMEHEHNA OAHOM U TOH e TMHUH pocdopa
214,91 HM, HO C pa3HBIMH JIMHUSMH CPAaBHEHUHA.
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Puc.1. NpagynposouHbiil rpachuk ans onpeaenexns gocgopa no

cnekTpanbHOW NUHUKM 214 ,91HM C NpUMEHEHUEM NUHWUIK
cpasHeHus Fe 276,81u4m (a), Fe 214,56 um (6), Fe 272,09 1m (B)
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Buano, uTo Bce ripeAcTaB/€HHbIE TPAAYUPOBOY-
Hbl€ 3aBHCHUMOCTH. IOCTPOEHHBIE B JIorapupmuyec-
KHUX KOOpAMHATAX, UMEKT MAJIbIH yroj HaAKJIOHA,
HeMHOruM 6osbuinti 30°, Ipu ero TeopeTHYECKOM
3HauveHuH 45", 3TO, HECOMHEHHO, ABJISICTCA ITPAMBIM
cJieICTBUEM YIIOMAHYTOM BhIIIE CIIEKTPAJIBHOM I0-
MEeXH — HAJIOKEHUA Ha aHAJTM THYECKYO JIMHHIO (poc-
¢dopa TUHUHU xKelie3a (puc.2).
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Puc.2. KoHTyp cnekTpanbHow nuHuu doccdopa 214,92 Hm

[Nporpamma «ATOM 2.10» B cBO€# CTPYKType Me-
€T aJIFTOPUTM, T103BOJIAIOLLIMH BBITTOJTHUTb YYeT Ha-
JIOEHMUSA C IOMOUIBIO U3MEPEHHUA UHTEHCHUBHOCTH
KOHTPOJIBHOM INHUH MeUIAIOLIEero ajieMeHTa [4]. s
peanus3alMy 3TOro aJIrOpMTMa C UCI0J1b30BaHUEM
CIIpaBOYHBIX JaHHBIX [5] B criekTpe keie3a 6bLU1a
BbIGpaHa IMHMUA 217,13 HM C OCHOBHBIMH XapaKTe-
PUMCTUKaMH ~ MTHTEHCUBHOCTBIO M 9Hepruei Bo3byxk-
AeHUA, 6TM3KIUMU K XapaKTePUCTHKAM MelIalouier
JMHUU. OJHAKO MPAKTHUYECKH B IPHHATBIX YCJIOBH-
AX BO3OY:¥JeHNA 9Ta JIMHUA OKa3aach B 2,5 pasa
0oJiee MTHTEHCHUBHA, 4YeM Mellalas JuHua 214,92
HM. [losToMy npu pacyeTe UHTEHCMBHOCTH KOHT-
POJBHOM TMHUM B OKHax nporpammsl «<ATOM» “Yera-
HOBKHY aHa/IM3a" U “"[loMck NMKOB” BbiOpaHa oniusa
“YMHO¥aTb UHTEHCHUBHOCTb Ha 0,4”, YTO MPUBOAUT
B COOTBETCTBHE I10 3HAYEHHUIO aHAJIMTUYECKOr0 CHUT-
HaJla CKOPPEKTUPOBAHHYI0 KOHTPOJIBLHYIO U Mella-
IOLLYIO JIMHUH. J1JI1 OKOHYATEIBHOIO y4YeTa CIeKT-
paJIbHOM NMOMeXU B OKHAaX “YcTaHOBKU aHalu3a” U
“JIMHUKN cpaBHEeHHMA” I aHAJMUTHUYECKON JTMHUHN
¢ocdopa B kKauecTBe 3/1IeMEHTa CpPABHEHUA OTMeYde-
Ha KOHTPOJIbHAA JIMHUSA, HO C paCYeTOM He OTHOLlIe-
HUA UHTEHCUBHOCTEH, a UX Pa3HOCTH.

IpagynpoBoUHBIil rpadUK, MOCTPOEHHbLINA AJIA
JMHHK dpocdopa 214,91 HM ¢ KOppEKIIMEN HAJIOMKE-
HUSA 110 KOHTPOJbHOH MMHKUU Fe 217,13 HM, npea-
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craBJjieH Ha puc.3. CTaTUCTHYECKHE XapaKTepPUC-
THUKU 3TO0ro rpaduka (aucnepcus CXOQMMOCTH HU3-
mepenwnii 1 CKO rpagyrpoBK#) COM3MEPHMBI C [TPH-
BeJleHHbLIMY paHee 3HaYeHUAMM A1 rpa@UKOB,
chOpMHUPOBAHHBIX HA OCHOBE OTHOLIIEHNA MHTEHCHUB-
HOCTEH aHAJIMTUYECKON TMHAK docdopa U JIMHHANA
cpaBHeHu xene3a. OZHAKO YTOJ HAKJIOHA rpafyH-
POBOYHOH 3aBUCHMOCTH 3HaUYUTEILHO BO3POC U ITPH-
6m3wice k 45° 4To obecrieyrBaeT yIyqlIeH1e MeT-
POJIOTMYECKHX XapaKTePUCTHK METOJMKY aHAIN3A.
I9(IIc) Aucn.Cxop.: 0.001675 P 214.9144
-0,5 Aucn.Agexs.: 0.000257
"7 CKOrpap.: 0.0387
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Crmax = 0.071
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Puc.3. MpagymposouHbii rpacuk ans onpeaenexus gocdopa no
nuHuMKn 214,91 HM C KOppeKuuen CNeKTpanbHOro HanoXeHus

1.8 15 -1,35

BbL1a paccMOTpEHA TaK#e BO3MOM¥HOCTb IIPUMe-
HEHHS B Ka4yeCTBe aHAJINTHUYeCcKol TMHUHU docdopa
213,62 HM. Ee ncrionb3oBaHHE OCTIOMHAETCA HAJIO-
JKeHHeM Oiinaiieskaniel MHTEHCUBHOM JIMHHUM Meau
213,60 HM. BoamoskHOCTH porpaMMHoOro obecrieye-
Hus «ATOM 2.10» anasmm3aTopa MASC (okHo “Ycra-
HOBKM aHaJu3a”, BkJagKa “[TouMcKk mMUKoB”, ormuus
“YyeT MelUAIOIIMX JIMHUNA") TO3BOJIAIOT PAa3JIOKATh
001U KOHTYP 3TUX JMHUI Ha COCTaBJIAIOLIME U pac-
CYHUTaATb UHTEHCHBHOCTH TOJIbKO aHAJIUTUYECKOMH
JIMHUH, KaK 3TO MOKa3aHo Ha puc.4. [ 3Tol aHaIN-
THUYECKOI IMHIUH Ha OCHOBE OLI€HKH CTATHCTHYECKHX
XapaKTepPUCTHK I'PafyPOBOYHbIX I'pa)MKoB ObL1a B
KavyecTBe ONTHMaIbHON rogo6paHa JUHUSA CpaBHe-
HusA Fe 238,20 M. IpagyrpoBouHbIi rpaduk, nomy-
YEeHHBII C UCIO0JIb30BAHHUEM pa3/IOKEHHUA KOHTYpa
JIMHUH Ha COCTABJIALINE, UMeeT TMHEHHBIN Xapak-
Tep C yIIOM HaKJIoOHA, 6;iM3KkuM K 45° (puc.5.). OgHa-
KO MOCJIeAYIOLITHE UCCIEJOBAHNA MTOKA3aJIN, YTO TOY-
HOCTHBIE XapaKTePHUCTUKH aHAJIN32a, BBITTOJIHEHHOTO
C IIPUMEHEHUEM 3TOM IMapbl CIEKTPATbHBIX JIMHUH,
YCTYTIAIOT XapaKTePUCTHUKAM, IOTyYEHHBIM C UCTIONb-
30BaHHEM JIMHMHU ¢ocdopa 214,91 HM NpH KOppek-
1Y HAJIOXKEHUA BbIYMTaHUEM TUHUU Fe 217,13 HM.
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penep : Fe245.7596
075
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Puc.4. Yuyactok cnektpa yyryHa B6nv3an aHanuTUYEcKon NUHWA
doccopa 213,62 Hm

Jl1e ipuMepa B Tabiniie NIpUBEAEHbI pe3yibTa-
Thl aHAJIM3a HEKOTOPBIX NIPo6 BaHAJAUEBOro YyryHa.

Tabnuua
Pesynbrathl onpeaenexuna docdopa B YyryHe saHagve-
BOM XUMUYECKUM (XA) 1 aTOMHO-3MUCCUOHHBLIM
(A3CA) metogamu

Ne KoHueHTpauus, % d._ %

npobbl | XA AJCA c ncnonb3oBaHuem
nuHnmn ocdopa
213,62HM | 214,92 HM

10518 | 0,022 | 0,028 0,023 0,006
7212 0,033 | 0,040 0,034 0,006
7214 0,034 | 0,040 0,036 0,006
11607 | 0,050 | 0,058 0,051 0,006
11608 | 0,080 | 0,090 0,082 0,009
11606 | 0,073 | 0,080 0,074 0,009

d . - Aonyckaemble PacxXOXAeHUs Mexay pesynbratamu
XMMUYECKOr0 U aTOMHO - 3MUCCUOHHOIO CNEeKTPanbHOro aHanu-
3amu no MOCT 27611-88.
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Puc.5. NpagyvposouHblii rpachmk ans onpeaenexnns gocdopa no
cnekTpanbHou nuHun 213,62 HM

BHHO, YTO pacxXoAeHUA MEW Ay pe3yJikTaTaMH
CeKTpaJIbHOrO Mo JUHUK ¢docdopa 213,62 UM U
XUMMHYECKOro aHa/IM30B PaBHbI WM J1ae IPEBLI-
waoT gomyckaemblie TOCT 2761 1-88 [3]. koTopbIit
periaMeHTHPYeT METPOJIOTHYECKHE XapaKTEPUCTHU -
KH METOYK aHAJIN3a BaHA/IMEBOro YyTryHa, B TO Bpe-
Ms KaK IIPH UCIOJIb30BaHHH JIMHUH pocgopa 214,92
HM (C KOppeKIIHEeH CTTIEKTPaIbHOT0 HAJIOMXEHHUs1) CTa-
THUCTHYECKU 3HaYMMBIX PACX0MIEHHUH C pe3ynsTa-
TaMH XMMHYE€CKMMM aHa/IN3a HET.

B 11ie510M pe3ynbsTaThl U3MEpPEHUH cojepaaHuA
¢ocdopa 1o npeuIoKeHHON aHATMTUYECKOM IMHUH
IIOJTHOCTBIO oTBevyaloT TpeboBaHuAM FOCT 2761 1-
88, 4TO0 MO3BOIUJIO CO3/1aTh U BHEAPUTH METOANKY,
TpeycMaTpHBaIOILLyI0 OJHOBPEMEHHOE OIpe/eie-
Hue pocdopa, xpoma, MapraHua, TATaHa, KpEMHUA
Y BaHA/IUA B YyTYHE BAaHAJIMEBOM METOJOM ATOMHO-
3MUCCHUOHHOM CIIEKTPOMETPHH Ha ycTaHOBKe MDC-
8, MoJIepHU3MPOBAaHHOM aHaM3aTopoM MAJC.
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ANALYZER MAES APPLICATION FOR SPECTRAL ANALYSIS OF VANADIUM PIG IRON

E.V. Ryakina, V.M.Kovalchuk

The technique of express definition of phosphorus in vanadium pig iron with atomic-emission
spectrometer MFS-8 using of the analyzer MASC is developed. The analytical lines and conditions of
excitation of a spectrum are chosen; the estimation of an error of the analysis is carried out.
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