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BeepeHue

PaszsuTne n BHeApEHME HOBbIX METanypru4eckux
TEXHONOTUIA, NOSABIEHUE JOMNONHUTENbHBIX NOKa3aTerne
XMMWUYECKOr0 COCTaBa, KOHTPONIMPYEMbIX B MeTanaypru-
4ecKux martepuanax, TpebylT pa3paboTKu HOBbLIX, 6ofee
COBPEMEHHbIX METO0B aHaNUTUYeCKOro KoHTpons. Ocoboe
BHUMaHUeE YAENAeTCs ONpeseneHnio HU3KUX KOHLEHTpaLmi
0J10Ba, CypbMbl 1 CBUHLA, TaK KaK UX NPUCYTCTBUE BIIUSET
Ha cBolcTBa MeTtanna [1-6].

MpoBejeHa CpaBHUTENbHAA XapakTepPUCTUKA COBpe-
MEHHbIX METOL0B ONpeAeNneHns 0n0Ba, CypbMbl U CBUHLA
B CTaHAAPTHbIX 06pasLax yrnepoanucTbiX 1 JIernpoBaHHbIX
craneit. OCHOBHbIMU KpUTEPUAMU CPABHEHUS ObINN B3ATHI
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NOMKOBA I'H.
Ctapwwuii HaydHblii coTpyaHuk 3A0 «MHeTutyT
CTaHAapTHbIX 06pa3uoB», KaHA. XUM. HayK

BA3bAIHOBA B.B.
Nrxenep 3A0 «MHCTUTYT CcTaHAapTHbIX 06pasLoB»

HUDKHAS rpaHuLLa onpeensemMblX KOHLEHTpaLii, cenekTms-
HOCTb, 9KCMIPBCCHOCTb U METPOSIOTMYECKME XapaKTepUCTUKN
METOJI0B.

MeTop aTOMHO-a6COP6LMOHHON CNEKTPOCKOMNUM

ATOMHO0-26COPOLMOHHbIA aHaNN3 A0CTaTO4HO 6N30K
K MeTofaM TPaguLMOHHON «MOKpOii» xumuun. OaHako,
B OTANYKE OT 6ONbLUUHCTBA XUMUYECKNX METOI0B, aTOMHO-
abcopbUMOHHAA CNeKTPOCKOMNNUSA UMEET 04YeHb BbICOKYH
CEeNeKTUBHOCTb. [103TOMY 04YeHb pefKko TpebyeTtca 0Tae-
NeHne CONYTCTBYHLWINUX 3MEMEHTOB, Tak Kak UX MpUcyT-
CTBUE 0ObIY4HO He BbI3blBAET 3AMETHOI CUCTEMATNYHECKON
owmoéku [7].
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Mpsmoe aTOMHO-a6COPOLIMOHHOE ONPEAENEHNE AaHHbIX
3/1EMEHTOB BbI3bIBAET OMNpPeeneHHble 3aTPYAHEHUS B CBA3M
C TeM, YTO ANA JaHHbIX 3N1eMEHTOB paboyen sBAeTCA
AanbHAs ynbTpaduoneToBas 0651acTb CrekTpa, B KOTOPON
Ha6/1l01al0TCA NOBbILWEHHOE COOBCTBEHHOE MOTNOoLeHne
NnameHu, HeAOCTaTOYHASA MHTEHCUBHOCTb aMn C NOJibIM
KaTo[0M, HEBbICOKAs YyBCTBUTENIbHOCTb.

CHWXKEHUE HUDKHEN rpaHuLbl onpeaensiemMblX KOHLEH-
Tpaunin OOCTMraeTcs B MeToJe aTOMHOW abCOPOLUOHHON
CMEKTPOCKOMNUI BBEEHWEM aHANNU3MpyeMoi npobbl B ra3o-
06pa3HOM COCTOSIHUM B MNaMs MAN 3NEKTPOTEPMUYECKIIA
aromuzatop. CypbMa, CBUHEL, 1 0/10B0 06pasytoT rapuibl,
ra3oobpasHble npu 06bIYHON TemnepaType, KOTOpble NIerko
MOryT 6bITb BblAeSIeHbl N3 BOAHBIX PacTBOPOB. [1pu peannaa-
LMK rnapuaoo6pa3oBaHns B METOAE aTOMHO-a6COPOLIMOHHO
CMEeKTPOCKONN NPOUCXOANT BbICTPOE XUMUYECKOE OTAENEHNE
onpeaensieMoro aneMeHTa 0T MaTpuLbl U APYruX KOMMOHEHTOB
npo6bl. [pyn 3TOM 3Ha4MTENbHO BO3PACTAIOT HYBCTBUTENBHOCTb
11 CENEeKTMBHOCTb METOAA, TaK Kak Npw 06pa3oBaHnv riapuaoB
NPOUCXOAMUT He TOMbKO KOHLEHTPUPOBAHWE 3N1EMEHTOB, HO
11 NMPAKTUHECKU MOJSIHOE OTAENeHNe ux oT marpuubl [7-9].

ViccnepoBaHa BO3MOXHOCTb NPUMEHEHUS aTOMHO-
abCcopOLMOHHOro MeTo/a C NpeiBapuUTENbHONM reHepauunen
rMApWAOB Ans aTTecTauuOHHOro aHanusa. PaboTy npoBo-
AN Ha atoMHo-abcopbumoHHom cnekTpomeTpe SOLAAR
S4 dumpmbl Thermo, 060pyf0BaHHOM YCTPOICTBOM Ans
anannsa napa VP90.

HaiifieHbl onTUMarbHble YCII0BMS 00pa3oBaHus rmapu-
J0B: Ans cypbMbl — 0,2 Monb/aM® B cpejie CONsSHOM, a30THON
UK CepHOI Kuenot, onosa — 0,1 monb/am® B cpefe a3oTHOI
KMCNOoTbI, cBMHUA — 0,1 Monb/am® B Cpeae CONSHOM KCNOTbI
[8, 9]. 3yyeHue BNNAHMS CONYTCTBYHOLLUX KOMMOHEHTOB Ha
OnpejesieHne 31eMeHTOB NOKa3ano, 4To 3Ha4UMOe BnSHNE
0Ka3blBatOT XXeNe3o, Mefb U HUKenb. [pucyTcTBUE 3TUX
KOMMOHEHTOB [JaXXe B COM3MEPUMbIX KONIMYECTBAX NPUBOANT
K NOHMXEeHU0 abcopoLumM pacTBOPOB.

Ha oCHOBaHWK NpoBefEeHHbIX WUCCNefoBaHNn pa3pabo-
TaHbl METOJMKN U3MEPEHUS COAEPXKaHUA CYpPbMbl 11 0/10Ba
B YrMEPOANCTbIX W NErpoBaHHbIX CTansxX, KOTOpble Mpu-
MEHEeHbl AN aTTecTauun CypbMbl U 0N0BA B CTAHAAPTHbIX
o6pasuax yreepxaeHHoro tuna (FCO) yrnepoancTbix 1 neru-
posaHHbIx cTanen: GO 1809-911 (YHI68), FCO 1692-87T1
(C9r). M3-3a manoit 4yBCTBUTENLHOCTM MeTOLA peakLuio
rnapunaoo6pasoBaHus CBMHLA He YAAN0Ch UCMOSb30BaTh ANl
onpefeneHns canHua B aaHHbix [CO. Mpeaen o6HapyxeHus
CBMHLA MO AAHHOW METOAMKE U3MEPEHUA COCTaBMAET OT
0,1 %. B aHanusmpyembIx CTaHAAPTHbIX 06pasuax cranu
cogepxxanue cauHua coctasnset 0,00017 % wn 0,00029 %.
MaccoByto 00 CBMHLA B AAHHOM Cny4ae onpenensnm
APYrUMn MeTofamu.

ATOMHO-3MUCCUOHHbIN MeToR
C WHAYKTUBHO-CBA3aHHOW Nia3moun

B nocnegHee BpemMs B aHaNMTUYECKOW MpaKTuke
XUMUYECKUX NabopaTopuii LLINPOKO UCMONb3YeTCs aTOMHO-
3MUCCUOHHBIA METO[ C WHAYKTUBHO-CBA3AHHOW NNa3Moil.
[laHHbI MeTof 06nafaeT npeumyLLecTBamu nepes Apyrumu
mMeTojamn aHanu3sa. pexxae BCero 970 CBA3AHO C BO3-
MOXHOCTbKO OJHOBPEMEHHOI0 OnpefeSieHns COAepXaHus
HECKOJIbKIX 3/1eMEHTOB B aHanm3upyemon npobe, LIMpo-
KUM [nanasoHoM OnpefeNifieMblX KOHLEHTPALWA, HU3KUMU
npegenamn o6HapyxeHus. [pagynpoBoYHbIe rpaduku,
CBfI3blBAOLLME COLEpXKaHMe ONpenenseMoro afieMeHTa
C QHA/IMTUHECKMUM CUTHANOM, 06bI4HO JIMHEHbI B UHTEPBANE
NATN NOPAAKOB BENNYMHBI KOHUeHTpauun [10, 11].

PaccmoTpeHa BO3MOXHOCTb MPUMEHEHUs MeTofa AJis
O[JHOBPEMEHHOI0 ONpeAeNeHns ManbiX KOHLEHTpaLuun
CBUHLA, CYpbMbl W 0/10Ba B MaTepuanax CTaHLApTHOro
06pasua yrnepoamncTbiX U NermpoBaHHbIX CTane.

\3mepeHmns nposogunu Ha cnektpometpe iCAP 6500 DUO
(npomssogcTteo Thermo Fisher Scientific, CLUA).

A3y4eHbl ONTMMAsbHbIE YCIOBUS PErucTpaLuu crek-
TPOB OMpPEeAeNsSeMbIX 3NIEMEHTOB, @ UMEHHO CBOGOHbIE OT
HaNOXEHWA N UMeLoLLMe HanbosbLUYI0 YYBCTBUTESIbHOCTb
aHaNUTUYecKne NUHUN 3nemeHToB. G MCnoNib30BaHUeEM
aTNacoB CreKTPabHbIX JINHWIA, NPOrpaMMHOro 06ecneveHns
CPeACTBA M3MEPEHNiA 6bIn BbIGPaHbI AHANUTUYECKNE NHUN
onpenensiemMblx anemMeHToB: Pb —216,9 Hm, Sb — 217,5 Hm,
Sn - 189,9 Hm, Zn - 202,5 HM.

[ng pacTtBOopeHMs aHanM3WpyembiX Mpo6 MCnonb3o-
Banu cuctemy Hot Block (npomssogcTea Environmental
Express, CLUA), koTopas no3BonsieT NPoBOANTL PAcTBO-
PEeHMEe B 3AKPbITbIX MOSIMNPOMNWUIIEHOBbLIX NPO6GUPKaxX Npw
HU3KUX TemnepaTtypax W manbiMu 06bemMami pacxogye-
MbIX KMCNOT. 19 NOSIHOTrO nepesefeHus uccnesyemoro
mMaTepuana B pacTBOpP MPUMEHSN Pa3fnyHble CNocoObl
pacTBOPeHNA: B pa3baBneHHON a30THOM KMCOTe, B CMECH
CONSHOW M a30THOW KWUCNOT W B CMECH 3TUX KUCNOT
C Ao6aBneHnem niaBuKoBOW KNCNOTbl. B pesynbrate 6Gbis
BblGpaH Cnoco6 pacTBOPEHNUS B CMECU CONIAHOI 11 a30THOW
KWUCNOT B NPUCYTCTBUK HEOOSbLUNX KONUYECTB NIaBUKOBOIA
KUCNOTbl, 06eCMeYnBatoLLen NoHbIA NepesBos 3/1eMeHTOB
B pacTBOp. PacTBopeHue NpoBOAMUIN B NOANUMPONUIEHOBbIX
npobupkax o6bemom 50 cm® npu Temnepatype 95 °C,
BpeMs PAcTBOPEHWS B 3aBUCUMOCTU OT COCTaBa Mpoobbl
cocrtasnsano 1-3 yaca.

Mony4eHHble AaHHbIE NO3BONNAN pa3padoTaTb METOANKY
N3MEPEHUI 1 OQAHOBPEMEHHOI0 ONpeAesieHNs aHan3npy-
eMbIX 3/IEMEHTOB B YINEPOAUCTbIX U HU3KONErnpoBaHHbIX
cTanax MeTofOM aTOMHO-3MWUCCUOHHOW CMEKTPOCKOMNUK
C WHAYKTUBHO-CBA3AHHON NNasmoii.
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MNHBEpPCUOHHO-BONIbTaMMEPOMETPUYHECKUI
meTop

INEKTPOXMMMYECKME METOAbI aHANIN3 3aHNMAtOT BXKHOE
MECTO B MPAKTUKE aHAIUTUYECKON XMMIW, B TOM YIUCNE W NpU
aHanu3e MatepuanoB MeTannypru4eckoro npou3BoACTBa.
[Mpu atTectaumu crtaHgapTHbIX 06pa3LOB METOA WHBEp-
CWOHHOM BONbTAMMNEPOMETPUM 3aHUMAET 0C060e MECTO,
o6ecrneynBas onpefeneHne CoAepXaHnus onpeaensemMbix
3/1eMEHTOB C HU3KUM npefenom obHapyxeHus [12-15].

Pa6oTa npoBoAunach Ha BONbTAMMIEPOMETPUYECKOM
aHanusatope TA-4 ¢ nporpaMmmHbIM 06ecneyeHrem VALabTX,
paspaboTaHHbiM 000 «HIMM «TombaHanuT», NO3BONSA-
LLEM YNyHLWKUTb BOCNPOM3BOAMMOCTb W YYBCTBUTENBHOCTb
onpeneneHunini. AHanNNM3aTop CHabXXeH UCTOYHUKOM YIbTpa-
(P1ONETOBOr0 M3Ny4eHNUs AN PaspyLleHns OpraHu4yeckux
BELLECTB 1 CUCTEMOW MOJA4YN WHEPTHOrO rasa B A4eliku,
3NIEKTPOXUMUYECKUMU SAHERKaMN OBYX- U TPEX3SeKTpos-
HbiMi 06bemom 10 cm3. B cucTemy anekTpomoB BXOAAT
9JIEKTPOJ CPaBHEHMA W BCMOMOraTeSibHbli 3N1eKTPOS —
xnopuacepe6psHble anektpombl (Ag/AgCl/1 mons/amé KCl),
u3rotosnieHHble HIM «TombaHanuT». Pabo4ue anekTpoapl —
PTYTHbIA NNeHoYHbIA (PM3), pTyTHOrpacutosbiin (PIa)
1 TpacuTOBbIE 3N1EKTPOADI.

CNOXHBIN COCTAB aHaNN3NPYeMbIX 00bEKTOB He N03B0-
NSeT NPOBOAUTD OMpeLeneHne yKa3aHHbIX BbILLIE 31EMEHTOB
6e3 npeaBapuUTeNbHOr0 OTAENEHNS COMYTCTBYHOLUMX KOM-
MOHEHTOB, MO3TOMY MCMONb3YHTCA Pa3fnnyHble CNOCO6bI
KOHLEHTPUPOBAHMSA 1 OTAENIEHUS UX OT MATpULbl.

OnpepeneHne mMaccoBol [OSiM 0f10Ba HEOGXOANMO
NPOBOANTD MOCIE NPeABaPUTESIbHOIO OTAENEHMSA Ha TUAPO-
okucn 6epunnua npu pH = 8. KoHUEHTpUpOBaHMe 0roBa
npoBofaT Ha PT3 npu noteHumane —1,0 B Ha coHe 1 M
pacTBopa COMSHON KUCMOTHI.

CoaepxxaHue CBUHLA ONpeAenstoT Nocne xpomaro-
rpadpu4yeckoro pasfeneHns 0CHOBbI W ONpeaesseMbixX
3N1eMEeHTOB Ha aHnoHuTe AH-31. MNpeaBapuTenbHOe KOHLIEH-
TPUPOBaHWe CBUHLA NpoBOAAT Ha P13 npw noTeHumanax
-1,5 B n —1,1 B cOOTBETCTBEHHO Ha (DOHE MYypaBbUHON
KNCNOTbI.

OnpepgeneHne mMaccoBOW [ONMM CYypbMbl MPOBOAWIN
nocne OTAENEeHUs CypbMbl COOCAXIEHWEM HA TMAPaTMPO-
BaHHOM fJuokcuae mapranua npu pH 1-1,2. Mpepsapm-
TeSIbHOE KOHLEHTPUPOBaHWe CypbMbl MpOBOAMAM Ha P13
npu noteHuuanax -1,5 B n -1,1 B Ha doHe consHoii
KUCNOTbl C [06aBNeHneM ackopOuHOBOW KUCNOTbI Af
BOCCTAHOBJIEHUS XKene3a.
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O6cyxaeHue pes3ynbLTaToB

Vcnbiranusa CO (CG1B 1 CIr) ¢ uenbto ux atTectaumm
NnpoBOAMAN TPEMS METOAaMu: MeTOLOM aTOMHO-abcop6-
LMOoHHo# cnekTpockonum (AAC), MeTO40M aTOMHO-3MICCH-
OHHOW CNEKTPOCKOMUM C MHAYKTUBHO-CBA3AHHON NNa3Moli
(A3C-MCIM) n MeToaoM MHBEPCUOHHOI BONbLTAMMEPOME-
Tpuu (MBA). OCHOBHbIMU KPUTEPUAMMU CPABHEHUS ObINN
B3ATbl XapaKTEPUCTNYECKas KOHLIEHTpaLUmMs onpeaensembix
3/IEMEHTOB, CENIeKTUBHOCTb, 3KCMPECCHOCTb U METPOJIO-
FMYecKne XapakTepUCTUKW METOA0B. PaccymTaHHble Ha
OCHOBAHUW WCNbITAHUA aTTeCTOBAHHble 3HavyeHus GO
npuseaeHsl B 1a6n. 1-3. Ha oCHOBaHMU MONYYEHHbIX
pe3ynbTaToB U3MEPEHMIA MACCOBOI AONU aHANU3UPYEMBbIX
9/1IEMEHTOB 6bINK OLIEHEHbI 3HAYEHNS FPAHILbI MOrPELLIHO-
CTW aTTECTOBAHHbIX 3Ha4eHMi. MaTemaTuko-cTaTucTnye-
ckas 06paboTka pe3ynbTaToB NPOBeJIeHa B COOTBETCTBUU
c [16].

B pesynbTaTe NMPOBEAEHHOr0 CPaBHEHWUS METOAO0B
N3MePeHU YCTAHOBEHO, YTO METPOSIOTNYECKMe XapakTe-
PUCTUKA PACCMOTPEHHbIX METO[0B COOTBETCTBYHOT TPe6o-
BaHWAM, NPeabABNSEMbIM K METOAAM, UCMONb3yeMbIM NpH
XapakTepusauum cTaHaapTHbIX 06pa3L0B 0OLEKTOB YEPHON
METannyprum,  MOryT NPUMEHATLCS NpKU OnpefefeHnm
3HAYEHNA aTTECTYEMbIX XapakTepUCTUK CTaHAAPTHbIX
06pa3LioB yrnepoancTon 1 NerupoBaHHbIX cTanei. Bee Tpu
PAcCMOTPEHHbIX METOAA UCMONb3YHTCS B NPAKTUKE aHanm-
TUYECKON NTabopaTopmm 1 ABASAKOTCS B3aUMOAONOMHAKOLLMMN
apyr gpyra. MeTtof aTOMHO-9MWUCCUOHHOW CMEKTPOCKONUM
C VHOYKTMBHO-CBA3aHHOI Nna3moil NpeacTaBnifeTcs Haum-
60nee NepcrneKTUBHbLIM METOAOM ONpeaeneHns MUKPO-
KONIMYECTB WUCCNeAyeMblX 3716MEHTOB B YrnepoancTbIX
11 NErnpoBaHHbIX CTaNsX.

BbiBOg

Ha ocHOBaHMK NPOBEAEHHbIX UCCNEN0BaHMiA pa3pabo-
TaHbl METOANKI N3MEPEHMS COAEPXKAHNSA MUKPOMNPUMECEH
CBMHLA, CypbMbl 1 0NOBA B CTaHAAPTHbIX 06pa3uax yrne-
POAMCTON W JIernpoBaHHO CTanen.

Pa3paboTaHHble METOAMKW aTTECTOBAHbI U UCMOMb-
3YI0TCA B NMPAKTUKE aHANUTUYEeCKOW nabopartopumn
VicnbiTaTenbHOro aHanutuyeckoro ueHtpa WHcTuTyTa
CTaHAAPTHbIX 06pa3L0B, NPUMEHEHbI NpKU aTTecTaLum
0N0Ba, CypbMbl U CBUHLIA B FTOCYAAPCTBEHHbIX CTaHAApT-
HbIX 06pa3uax cocTaBa yrnepoancTbiX WU NIErMpPOBaHHbIX
craneit.
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Tabnuuya 1
PesynbTaThl ONpefeneHns CoaepXXaHus 0NnoBa B CTaHAAPTHbIX 0OpasLax yrnepoaucToi U NernpoBaHHbIX CTanei
" AtTecToBaH- A6contoTHas no- Metoq CpeaHuit pesynbTart HopmaTue HuxHsaa rpanHuua
HAEKC | HOE 3HA4YeHWe | rpeLHocTb aTTecTo- onpenene- BOCNPOM3BELEHUA KOHTPONA TOYHOCTH onpepeneHus
co MaccoBOi [0NN | BAHHOr0 3HauYeHus - MaccoBOi A0NK 0No- KT (P = 0,90) > | maccosoit gonu
0noBa, % *A, (P = 0,95), % Ba, % (N=2;n=75) - onoBa, %
AAC 0,0040 0,0002
Cor 0,0040 0,0002 A3C c 1cn 0,0042 0,0009 0,0002
BA 0,004 0,0002
AAC 0,00031 0,0002
YHI 68 0,0004 0,0001 A3C ¢ 1cn 0,00033 0,00016 0,0002
BA 0,00036 0,0002
Tabnunua 2
PesynbTaTbl OnpefeneHns coepXXaHus CypbMbl B CTaHAAPTHbIX 06pa3uax YrnepoaucTon 1 NermpoBaHHbIX cTanei
AtTecToBaH- A6conioTHas no- Metoa Cpepuuit pesynbrar HopmaTus HuxHas rpanuua
WHpekc | Hoe 3HayeHWe | rpeLHOCTb aTTecTo- onpeaene- BOCNPON3BELEHNSA KOHTPONA TOUHOCTH onpegenexus
co MaccoBoOi 0NN | BAHHOr0 3HA4YeHus His MaccoBoi A0NM Cypb- KT (P = 0,90) ’ | maccoBoi onu
CypbMbl, % *A, (P = 0,95), % mbl, % (N = 2; n = 5) - CypbMbl, %
AAC 0,00088 0,00005
Cor 0,0009 0,0001 A3C ¢ 1cn 0,00093 0,0003 0,0002
BA 0,0010 0,0002
AAC 0,00046 0,00005
YHI1 68 0,0004 0,0001 A3C ¢ 1CN 0,00045 0,00016 0,0002
BA 0,00035 0,0002
Tabnuuya 3
PesynbTaThbl ONpefieNieHns CofepXXaHus CBUHLA B CTaHAAPTHbIX 06pa3uax yrnepoaucTon 1 NermpoBaHHbIX CTanen
. ArtecToBanHoe | A6conioTHas no- Meton Cpeghuit pesynbTart Hopmarue HuxHss rpanuua
HAEKC | 3Ha4YeHWe mac- | FpeLHocTb aTTecTo- onpenene- BOCNPON3BEAEHUSA KOHTDONA TOYHOCTH onpegeneHus
co COBOJi IO | BAHHOr0 3Ha4eHus - MaccoBOif 101N CBUH- KT (P = 0,90) ’ | maccoBoil fonu
CBUHUA, % *A, (P = 0,95), % ua, % (N=2;n=5) - CBUHUA, %
AAC - 0,1
Cor 0,00029 0,00004 A3C ¢ CM 0,00026 0,00012 0,0001
IBA 0,00030 0,00005
AAC - 0,1
YHI 68 0,00017 0,00003 A3C ¢ CMN 0,00021 0,00009 0,0001
IBA 0,00015 0,00005
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Development and introduction of new metallurgical technologies, new additional chemical compound indexes
controlled in metallurgical materials demand to develop the new, more advanced methods of analytical control.
The particular attention should be paid to identify the traces of stannic, stinium and lead because of their influence
on metal characteristics.
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