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MpuBeneHbl pesynbraTthl pa3paboTkn 3KCMPECCHOW METOAUKM OnpeneneHusi MaccoBom
OONN KPEMHMS B MOPOLLKOBLIX Npobax deppocnnuumns pasHoix Mapok (PC-25, dC-45, dC-65,
®C-75) meToagoM aTOMHO-3MUCCUMOHHOIO CMEKTPasribHOro aHanuaa ¢ UCMnofib30BaHMEM CMocCo-
6a BayBaHuUs. OLeHeHbl JOCTUTHY Tble METPONOrMYEeCKUe XapakTEPUCTUKM METOAMKIN aHanusa u

npennoXeHbl BO3MOXHbIE NMYTU eé ,qaaneVlLuero COoBepLUIEeHCTBOBAHUA.
Knroyeenbie csioea: aTOMHO-3MUCCUOHHBIA CNEKTpanbHbI aHanua, cnocob BOyBaHWS,

dheppocunmunii, onpeaeneHne KpemHus.

3mutpeBud AnekcaHgp leHpMxoBUY — KaHAMAAT XMMUYECKMUX HayK, HayarbHUK nabo-
paTopumn cmusmyecknx metoaoB aHanusa OAO «YenAGUHCKMIA 3neKTpoMeTannypruieckum

KOMOUHaT».

O6nactb Hay4HbIX UHTepecOoB — aTOMHO-3MUCCUOHHbIN CHeKTpaﬂbeIVI aHanun3 no-

POLIKOOOpPa3HbIX MaTepmanosB.
ABTOp 24 Hay4HbIX NyO6nuKauum.

MynbiweB AnekcaHap AnekceeBud — JOKTOP XMMUYECKUX HayK, npoceccop kacenpbl
«Pusnko-xummnyeckme metoabl aHanmsa» ®rAOY BIMO Ypody.

O6nacTb Hay4HbIX MHTEPECOB — U3OTOMHbIN, 3NIEMEHTHbIN U CTPYKTYPHbLIA aHanus,
uccrnenoBaHue TePMOXMMUYECKMX MPOLIECCOB B aTOMMU3aTopax, MCTOYHUKaX BO30yXXaAeHus

CNeKTpPoOB U MOHHbIX NCTOYHUKAX.

ABTOp cBbiwe 400 Hay4HbIX Ny6nukauun.

BBepgeHune

[o nocnegHero BpeMeHM onpefeneHve
KpeMHUA (OCHOBHOW KOMMOHEHT) B dheppocunu-
umm B aHanutnveckon nabopatopun OAO «Yensa-
OMHCKWI 3areKTpoMeTannypruyeckuin KoMouHaT»
BbIMOMIHANMM MeToA40M 0obpaTHOro B-paccesiHus,
MCnonb3ysa Ans MNOMyYeHWS KOMUYECTBEHHbIX
pe3ynbTaTOB pasHyl pacceuBaloLly cnocob-
HOCTb My4Ka 3/1EKTPOHOB OT PagMoaKkTUBHOIO UC-
TOYHMKa °°Sr koMnoHeHTamu GMHapHOro cnnasa
«XKeneso - KpeMHui». [Insa peanvsauum gaHHoro
mMeToda Ha 6a3e pagMon30TONHOro TONLWMUHOME-
pa nokpblTun «betammkpomeTp-2» elle B Haya-
ne 80-x rogoB npolioro Beka Obin pa3paboTaH
Takom YHUKanbHbl crnekTpomeTp. MeTtoguka
onpegeneHns KpeMHus B pasfMyHbIX Mapkax
deppocunmunsa ¢ NpUMeHeHMeM gaHHoro npmbo-
pa obecneymBana, 3a c4HeT XOpoLlen npeacTaBm-
TenbHOCTU Npobbl (Macca HaBeckn 4-6 I, HacbIN-
Hasa KloBeTa ¢ 6epunnMeBbiM OKHOM OUMaMETPOM

22 MM, COOCHOE pacnofioXeHue manyvatens u
JeTekTopa), 4OCTaTOYHO BbICOKME METPOIIOr-
yeckune nokasartenu (BHyTpunabopatopHas npe-
LM3NOHHOCTb B [uanasoHax MacCoBbIX [ONen
kpemHua ot 20 go 50 n ot 50 go 95 % cocTas-
nanu cootsetctBeHHo 0.22 n 0.33 mac. %), uTo
yaoBneTBopsno tpeboBaHnAM, NpeabsiBnseMbiM
K MeToaukaM KOJIMYECTBEHHOro0 XMMMWUYECKOro
aHanusa Ans MapKMpOBKM FOTOBOW MPOOYKLUMW.
Ho du3unyeckmin M3HOC M 3HauUTenbHbIE TPya-
HOCTW NP perucTpauum JaHHoro cnekTpomeTpa
B KayecTBe cpefcTtBa uamepeHuss obycnoBunu
HeobXo4MMOCTb MOUCKa anbTePHATUBHOIO 3KC-
npecc-meTtoa onpefeneHusi KpeMHus B peppo-
cunuuunm.

BO3MOXHOCTb 3KCMNPEecCHOro peHTreHodnyo-
PECLIEHTHOrO ONpPeAEeNeHns KPEMHMS B pas3HbIX Map-
Kax (heppocuUnuumusi HECKONbKO OrpaHuveHa us-3a
HeobXOAMMOCTN MpOBeAeHNss MpeccoBaHMs Npobbl
Ha noanoxke n3 6opHom kucnoTbl. Kpome Toro, AnnH-
HOBOMHOBas K-cepusi NMMHWUIA KPEMHUSI B COMETaHUK

401



AHanumuka u KOHmMpPOosik. 2011. T 15. Ne 4,

C TPaAWUMOHHO HECOOCHOW CXEMOW pa3MeLleHunst
PEHTTEHOBCKOWM TPYOKN M OeTeKTopa He MO3BOMSAT
obecneynTb BHyTpMnabopaTopHyHo NPeun3noHHOCTb
pe3ynbTaToB onpeaeneHnii KPEMHUSA, CPaBHUMYIO C
MeToa0M 0BpaTHOro B- paccesiHus.

Mo HawemMy MHeHWIo, Ansa co3gaHusa Takow
9KCMPECCHOW METOOMKU MOXET ObiTb MpPUMEHEH
MEeTo[ aTOMHO-3MWCCUMOHHOIO  CMeKkTpasnibHOro
aHanusa c wucnonb3oBaHMem cnocoba npockbin-
KN NMOPOLLUKOB B MCTOYHUK BO3BYXAEHUA CNEKTPOB
(UBC). Nmetowasncs B nabopatopun aBTomaTuye-
ckas cuctema ynpaeneHusa sgysaHuem (ACYB) no-
POLLKOB B UCTOYHUK BO3OYy>XAeHusi cnekTpos [1] B
CBO€ Bpems no3Bonuna paspabotatb 1 BHEOPUTb
aKcnpecc-mMeToauKy onpeneneHnss MaccoBblX A0-
nen TONMbKO XpOMa, MapraHua, Kanbuus, antomu-
HUSA 1 TUTaHa B OeppoCHMnnumnmM pasHbiX Mapok.

OcHoBHOW MpPobGneMON, C KOTOPOW MPUXOAUT-
Csl CTankvMBaTbCHA NP aTOMHO-3MUCCMOHHOM Crek-
TpanbHOM onpeaeneHnn MaTpuyHbIX KOMMOHEHTOB
CMMaBoB C uMcnonb3oBaHnem ayrosbix VIBC, asns-
€TCSA CaMOMOrroLLEeHME CNeKTparbHbIX NIMHUKA, B pe-
3ynbTate 4ero rpagyumpoBoYHbIE 3aBUCUMOCTU UMe-
FOT HA3KYH KOHLIEHTPALMOHHYO YyBCTBUTENBHOCTD U
He MoryT obecneynTb NpMeMIEMOWN TOYHOCTU onpe-
aeneHvin. YacTtnyHoe pelleHne AaHHON npobrembl
BO3MOXHO B Cry4ae WCMNonb30BaHWUS B KayecTBe
BHYTPEHHEro cTaHgapTa NVHUKU OPYroro MaTpuUyHO-
ro anemeHTta GuMHapHOro cnnaBa, CoAepXaHue Ko-
TOPOro MeHsIeTCA B «MpOTMBOXOA» nepBomy [2]. 3a
CYET 3TOr0 HAaKIOH rPagyMpOBOYHON 3aBUCUMOCTU
YBENUYMBAETCS, U MOXHO [OOUTLCS BMOJSHE yOOB-
NeTBOPUTESbHBIX METPOSIOrMYECKMX MoKasaTenemn
METOAMKM aHanm3a, HanpumMep, kak 3To Bbino caena-
HO Npw onpeaeneHun KpemHus B cheppocnnuummn-90
(BHYTpeHHUIN cTaHgapT — nuHua Fe 1l 259.94 Hwm) [1].
Ona gpyrux mMapok deppocunuumst BO3MOXHOCTb
aTOMHO-3MUCCUMOHHOIO CMeKTpanbHOro onpeaere-
HUS KPEMHUSI paHee He n3yvanachb.

B npomblIlneHHbIX crivTkax heppocnnuums B
3aBMCUMOCTM OT peXxnma OXIaXAEeHUA COOTHOLLe-
HUEe KpeMHuncogepxalwmx pas cunbLHO Bapbupyer,
YTO MOXET CYLLEeCTBEHHO MOBMMATbL HA rpaHynome-
TpU4eckuin n asoBbIi COCTaB MOPOLLKOOOpPa3HOW
aHanuaupyemon npobbl [3, 4]. Ons npuMecHbIX
3aneMeHToB (pbeppocnnaBoB 3TO BbipaxaeTcs B
cucTeMaTU4eCcKnx OTKITOHEeHUAX Touvek (o0b6pasuos
CpaBHEHUs) OT HOpMarbHOro XoA4a rpagympoBOY-
Hown 3aBucumocTyn [1, 5]. Toro ke camoro, No BCeW

BMOMMOCTHU, CrnefyeT oXxuagaTtb U npu onpegeneHnu
MaTPUYHbIX 3NIEMEHTOB B 3TUX CnilaBax.

Llenbto gaHHom paboTtbl Gbina paspaboTka
9KCMPECCHON METOAMKN OMNpeferieHns MaccoBOW
[ONYN KPEMHUS B heppoCUIIMUMKN pasHbIX Mapok
aTOMHO-3MUCCUOHHBIM CneKkTpalibHbIM METOA4OM C
ncnonb3oBaHvem cnocoba BAyBaHUS U OLeHKa eé
METPOOrMYECKNX XapaKTEPUCTUK.

3Kcnepu MeHTallbHaaA 4aCTb

Mcxopsa n3 pekomeHpaumin [1], B kavecTtse
curHanoB obpatHon cesasn ACYB ans dbeppocunu-
umnsa-75 n -65 ncnonb3oBany cnekTpanbHY NIMHUIO
Si | 243.88 HM (HauMeHee n3MeHsieMbI No coaep-
XaHWIO B OAHHOM MPOAYKTE KOMMOHEHT — Kpem-
HWUW), Ana deppocnnnung-25 — nHTerpanbHoe n3-
nyyeHue gyru B BUAMMOM obnacTtu cnekTpa (34echb
pacnonoXeHbl UHTEHCUBHbIE JIMHUN HAaUMeHee Ba-
pPbUPYEMOTO MO COAEPXKAHMIO KOMMOHEHTa — Xerne-
3a, cM. Tabn. 1).

Ona deppocunuuna-45, B coctaBe KOTOPO-
ro copepXaHusi KpeMHUA N Xene3o U3MEeHSITCs
NPUMEpPHO B OAMHAKOBOW cTenenn (tabn. 1), Obinun
onpoboBaHbl 06a yKa3aHHbIX Bblle BapuaHTa
ynpaBrieHns annapaTypow BBoga npobel. pagyu-
POBOYHbIE 3aBMCUMOCTM ANSA KaXXA0W Mapku cnna-
Ba nonyyanu no OTAenbHOMY Habopy cTtaHgapT-
HbIX 00pas3L 0B M OQHOPOAHbBIX NPOU3BOACTBEHHbIX
npo6, NpoaHannanpoBaHHbIX paHee XUMUYECKUM
MeToaoM. [Ins MakCUManbHOro yMeHbLUEHUS BIK-
AHUSA (Pas3oBOro M rpaHynoOMeTpUYECKOro coctaBsa
npob Ha pes3ynbTaTbl CNEKTPanbHOro aHanm3a Bce
npo6bl 66 0TOOpPaHbl U NPUrOTOBIEHBI B OAUHA-
KOBbIX YCITOBUSIX 1 HA OOHOM U TOM Xe obopygosa-
Hun. Mpobbl BbIBMpanucb Taknm obpasom, YTOobbI
obecneunTb MakcuMarbHbI Auanas3oH copepka-
HUM KpEMHUSA ONS JaHHOW MapKu crnnasa.

C nomowto ACYB [6] nopolukn ceppocu-
nMunsa BBOAMMW B AYry NMEPEMEHHOro TOKa CUION
7 A c MeaHbIMU 3MeKTpo4aMu Mpu CKOPOCTU MO-
nepeyHoro NoTtoka Bosgyxa 7 m/c. lamepeHus uH-
TEHCUBHOCTEN CMeKTpasnbHbIX JIMHUA MPOBOAUNMN
npu TpaguuMoHHon cxeme otbopa msnyyenns [1],
GeCKOHLEHCOPHOM CUCTEME OCBELLEHUS BXOLHOM
wenu wupuHonm 15 mkm cnektpometpa MPC-8 u
akcnosumunmn 10 c. [1na kaxgoro obpasua nposoaun-
N1 ceputo U3 TPEX eanHUYHbIX namepeHunn. B ka-
YecTBE aHaNUTUYECKON MCNOSb30BaNM cnekTparb-

Tabnuua 1

CopepyxaHus OCHOBHbIX M MPUMECHbIX 3N1eMeHTOB (% Mac.) B MPOU3BOACTBEHHbLIX Npobax deppocunmuums

pasHbIX MapoK

Mapka Si Fe C Cr Mn Ca Al
cnnaea
dC-75 72-81 12-22 0.01-0.2 0.1-1.0 0.1-1.0 0.1-2.0 0.3-2.5
®C-65 63-70 24-31 0.01-0.2 0.1-1.0 0.1-1.0 0.1-2.0 0.3-2.5
®dC-45 41-48 45-52 | 0.01-0.2 0.1-1.0 0.1-1.0 0.1-2.5 0.3-2.5
®C-25 18-36 62-80 0.2-0.6 0.05-0.3 0.1-1.0 0.1-0.2 0.1-1.0
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Tabnuua 2

BasncHble Habopbl cnekTpanbHbIX NMMHUIA KU curHana ¢ otoamnoaa (FD), a Takke oNTUMU3NPOBAHHLIE Be-
COBble KO PULNEHTHI a;, NCNonb3oBaHHbIe AN NOCTPOSHNS rPaayMpOBOYHbIX 3aBucumocTten (puc. 1-3)

CnekTpanbHas pagynpoBOYHbIE 3aBUCMMOCTH
NVHUA, HM Puc. 1, a Puc. 1,6 Puc. 2, a Puc. 2, 6 Puc. 3
Sil243.88 0.123 -0.103 0.309 0 0.309
Fe Il 259.94 1.000 1.000 1.000 1.000 1.000
Al 1 308.22 -0.079 0.242 0.002 -0.029 0.002
Call 317.93 0.244 -0.057 0.124 0.064 0.124
Crll 267.72 0.188 -0.183 -0.021 -0.052 0.021
Mn 11 293.31 0.425 0.605 0.192 0.020 0.192
FD 0 0 0 0.196 0

Hyt0 nMHMIo Si | 288.16 HM, B Ka4yeCcTBe BHYTPEHHEro
ctaHgapTta — Fe 1l 259.96 n pa3Hble BapuaHTbl nu-
HEWMHbIX KOMOWHAUMA cnekTpanbHbIX JIMHUA BCEX
cogepxalimxcs B heppocunnumumn KOMNOHEHTOB C
ONTUMM3NPYEMBIMU BECOBBIMU KO3 ML MeHTamMm

N5 azuc

(I, = VHTEHCUBHOCTb @HanNUTUYECKOro curHana oc-
HOBHbIX KOMMOHEHTOB dheppocunuuus, I — cur-
Han BHYTPeHHero cTaHAapTa; &, — ONTUMU3NPY-
eMble BeCOoBble KO3IULMNEHTbI; i — NOPSAKOBbLIN
HOMEp aHanUTUYECKON NIUHUK; N, — obLiee Konu-
4YeCTBO UCMNOJIb3yeMbIX CneKkTpalribHblX NUHUA;] | —
0603Ha4eHne NpUHaAANEXHOCTU K anemeHTy) [5], a
TaKXXe MHTerpanbHOro n3nyyeHuna ayrm B BVI,IJ,VIMOVI
obnacTtu cnekTtpa. Mpn aTOM KpUTEPUAMU ONTUMU-
3aLnn KOPPENSALMOHHBIX YPaBHEHUI Tuna

Y=AX+B, (1)

(Y - oTHocuTenbHass WMHTEHCUMBHOCTb CWUrHarnoB
aHanMTUYeCKON NMIMHMM U BHYTPEHHEro cTaHgapTa;
X - maccoBas gons kpemHus, %; A n B - napame-
TPbl YypaBHEHUS), B KaXA0M Crly4ae 04HOBPEMEHHO
CNYXUINN MakCUMyMbl KO3(PPULMEHTOB KOppens-
LU1Kn R 1 yrnoBbIX HAKNOHOB A rpalyMpoBOYHbIX 3a-
BUCMMOCTEN. Haunyyiwne pesynstatbl NpUBELEHbI
B Tabn. 2 n Ha puc. 1-3.

HocturHyTble Takum crnocobom BO BCeX pac-
CMOTPEHHBIX Cly4Yasix OOCTaTOYHO BbICOKME KO3dD-
PULMEHTbI KOPPEnsAuMn U NWHEWHble BuAObl rpa-
OYVPOBOYHbIX 3aBUCUMOCTEN [Ans  onpegeneHus
KPEMHMS B pas3nnyHbIX Mapkax heppocunuums (puc.
1-3) obycnoBunu uUenecoobpa3HOCTb NPOBEAEHMS
AanbHenwmnx pabot. Kpome TOro, HarmsgHo nposiBu-
nacb oveBMAHasi TEHAEHUMS YMEHbLUEHUS YIIOBbIX
KO3 PULMEHTOB rpagyMpOBOYHBIX rpachmKoB Npwm ne-
pexofe oT cheppocunuumsa-75 k peppocunuumio-25.

B TO Xe Bpems He HabnwaaeTcss 3aMeTHOro
pasnuumMs B 3Ha4YeHUAX KOIPUUMEHTOB Koppe-
NAUMN U TAHTEHCOB YINOB HaKrnoHa rpagynpoBoy-
HbIX 3aBMCMMOCTEN ANs deppocunuuna-45 npu
MCNONMb30BaHWM pPa3HbIX CUrHasroB YyMnpaBreHus
ACYB (puc. 2, a n 6).

Tak kak BO Bcex crnyyasix (puc. 1-3) He npocma-
TpVBaeTCs 3aMeTHbIX afAVUTVBHOW U MynbTUNIMKa-
TUBHON CUCTEMaTUYECKMX MOrpeLiHoCcTer onpeae-
neHui, ObINo BbIABUHYTO MPEeAnonoXeHune, YTo Ha
OTKMOHEHVEe TOoYeK OT rpagynpOBOYHbIX rpaddnKoB B
OCHOBHOM MOTYT BNUSITb [Ba OCHOBHbIX ddakTopa:

- Crny4YariHble NOorpeLHOCTN MeTOAMK CNeKTpanbHo-
ro U XMMUYECKOro aHanum3os;

- pas3nuyne ha3oBoro 1 rpaHyNnoOMeTpUYecKoro co-
ctaBa npob (HeagekBaTHOCTb), UCMOMb3yEMbIX B
KayecTBe 06pa3LoB CpaBHEHUS.

. 9,501 :
2 9,00}

¥=0.4527*X -27.136
R=0.982
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Puc. 1. TpagynpoBoYHble 3aBUCMMOCTU KPEMHUS
B peppocunmumnn-75 (a) n -65 (6) npmu mcnonb3o-
BaHUW B KayecTBe ynpaenswouwero curdana ACYB
cnekTpanbHou NuHun Si | 243.88 HM
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Puc. 2. TpagynpoBoYHble 3aBUCUMOCTU KPEMHUS
B (heppocunuunn-45 npu ncnonb3oBaHUM B Kaye-
cTBe ynpasnswouwero curdana ACYB cnekTtpanb-
HOW NuHUKM Si | 243.88 HM (@) U MHTErpanbHOro 13-
nyyenus gyru (0)
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Puc. 3. TpagympoBoYHas 3aBUCUMOCTb KpPeMHUS
B dpeppocmnmunmn-25 npm Ncnosnib3oBaHnUM B Kaye-
cTBe ynpasnsoLero curHana ACYB uHTerpansHo-
ro N3ny4YeHus ayru

MoaToMy NPaBUNbHOCTbL METOAMKN, XapakTe-
pusylollasics CTaHOapPTHbIM OTKIOHEHMEM TO4Yek
OT rpagyupOBOYHON 3aBUCUMOCTU O, MO 3aKOHY
CMNOXEHMs1 AUCTNEePCUI [OMKHA BblpaXaTbCs Kak

404

2 _ 2 2 2
G =0 +GRJ‘II +GRJ‘I > (2)

rae Og, . Og, W O, - CTaHA@PTHbIE OTKIMOHEHWs
BHYTpunabopaTopHbIX MPEeLM3MOHHOCTEN  Chek-
TpanbHOro U XMMMYECKOro aHanuaa, u Heageksart-
HOCTU NPO6, COOTBETCTBEHHO.

OueHky BHyTpunabopaTopHOM npeuunaun-
OHHOCTM Ans Kaxaow mapku ¢heppocnnasa npo-
BOOAMMN B COOTBETCTBUM C [7] M HaA OCHOBaHUMU
pesynbTaToB WU3MEPEHUN MacCoBbIX AOnen Cco-
OepXXaHusi KpEMHUS B MPOM3BOACTBEHHbBIX Npobax
M cTaHgapTHbIx obpasuax npeanpuatua (COIM) B
NPUBEAEHHbIX Bbille OMNEepauMOHHBIX YCIOBUSIX C
NMOMOLLIbIO MOMYYEHHbIX FPagyvpOBOYHbIX 3aBUCH-
mocTen (puc. 1-3). ns kaxgoro obpasua u npo-
N3BOACTBEHHOW Mpobbl GbIo nposedeHo no 20
cepui onpegeneHnin (M3 Tpex napannenbHbIX U3-
MepEeHU) Npu BapbuUpoBaHuM PakTopoB BpeMeHuU
n onepatopa. Pesynbratel namepeHuii npeacras-
neHbl B Tabn. 3.

Bbnarogaps BbICOKMM YrNoBbIM KO3 UL MEH-
TaM rpagympoBOYHbIX 3aBUCUMOCTeN (puc. 1), ans
deppocunnuma-75 n -65 yganocb AOCTUYb BHY-
TpunabopaTtopHOM NPEUU3NOHHOCTU CheKkTparb-
HOrO aHanuaa, COMoOCTaBUMOW C XUMWUYECKUMM
MeTtoaamu (tTabn. 3). YMeHbLUeHne MaccoBOW 40N
KpemHus B oeppocunnummn-45 n -25 conposoxpga-
€TCS CHUXEHUEM YINoBbIX KO3 rUMEHTOB rpaay-
MPOBOYHbIX rPaMKOB 1 3aMeTHbIM (MO CPaBHEHUIO
C XMMUYECKMMU MeTodaMUn aHanuaa) yxygweHuem
BHyTpunabopaTopHon npeuunanoHHocTn. Cnegyet
Takke OTMETUTb, YTO MokasaTtenu BHyTpunabo-
paToOpHOM NPELU3NOHHOCTM B (heppocunuumnn-45
NPUMEPHO OONHAKOBbI, BHE 3aBUCUMOCTM OT CMO-
coba ynpaBneHus ACYB.

OueHKy npaBUIIbHOCTM METOAMKW aHanuaa
N CTPYKTYpy MOrpeLHoCTU MpOBOAUIIM HA OCHO-
BaHWM COMOCTaBMNEHNS pe3ynbTaToB U3MepeHun
MacCOBbIX JONEN KPEMHUSA B NMPOU3BOACTBEHHbIX
npobax paspabaTbiBaeMOl cnekTpanbHON U npu-
MEHSIEMOIM XMMUYECKOW meToaukamu (Tabn. 4), B
TOM 4YWUCIie U MUCMOMb30BaHHbLIX ANA NOCTPOEHUSN
rpagyvpoBOYHbIX 3aBucumocTen (puc. 1-3). Tlo
ypaBHeHUAM (2)-(4) paccuuTbiBany CpeaHow pas-
HOCTb A Mexzy pesynbTatamm xumudeckoro C
n cnekTtpansHoro C
OTKIOHEHUA O U O

Xnm

cnexrp @HAMNU3A, CTaHAAPTHblE

Heau,:

1% .
ACP - C:mm - Ciuem‘p )> (3)

i=1
(3pech i- Homep Npobbl No NpsiAKyY, N- obLee Konwm-
YecTBO Npobd) n

1

\nl;
GHeau = \/62 _GZRJUC _GZRH ° (5)

Ecnu nogkopeHHoe BblpaxxeHue ypaBHEHWs
(5) nonyyanock oTpuuaTenbHbIM, TO G NpUpaB-
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=1

Heap



AHanumuka u KOHMpPOIlb.

2011.

T 15. Ne 4.

Tabnuua 3

PaccuutaHHble 1 HopMupyeMble [8] nokasaTenu BHyTpuUnabopaTopHON NPeLn3MoHHOCTU CneKTpanbHOro

Ogpe Y XMMUYECKOTO O COOTBETCTBEHHO METOA0B N3MEPEHUI KPEMHNS B (DEPPOCUIILIMM PA3HBIX MapOK
Mapka cnnasa Homep npo6l, MaccoBas gons Ogner Og,
n/n KpemHus, % % wmac. % mac.
deppocunuuunn-75 1 70.9 018 0.29
(3aBucmMoOCTb puc. 1, a) 2 74.4 0417 0.29
3 77.0 0.17 0.29
4 80.2 0.23 0.29
dPeppocunuunin-65 1 70.9 0.18 0.29
(saBucumocTb puc. 1, 6) 2 74.4 0.17 0.29
3 77.0 0.17 0.29
4 80.2 0.23 0.29
deppocunuuunin-45 1 4141 0.38 0.21
(3aBMCMMOCTb pUC. 2, a) 2 44.2 0.50 0.21
3 44.5 0.34 0.21
4 46.8 0.46 0.21
dPeppocunuunn-45 1 411 0.42 0.21
(3aBUCMMOCTb puc. 2, 6) 2 44.2 0.34 0.21
3 445 0.42 0.21
4 46.8 0.43 0.21
deppocunuumnin-25 (puc. 3) 1 19.3 0.40 013
2 22.0 0.50 0.21
3 24.5 0.68 0.21
4 29.3 0.75 0.21
Ta6nuua 4

PesynbTathl onpegenenns KoHUEeHTpaunmn KpemHms no xumndeckon C 1 paspabaTtbiBaeMoli cnekTpars-

HoM CcneKTp MeToguKkam B NPOU3BOACTBEHHbIX Npobax eppocunuums, % mac.

Ne ®C-75 »C-65 ®C-45 ®C-45 »C-25
n/n (puc. 1, a) (puc. 2, a) (puc. 2, a) (puc. 2, 6) (puc. 3)

Xum CNekKkTp XM CNeKTp CXVIM CMEeKTp CXl/IM CNEeKTp CXVIM CNeKkTp
1 76.80 76.50 64.20 64.40 40.70 41.70 40.70 41.37 18.95 18.63
2 7710 77.40 64.50 65.10 43.54 | 43.49 43.10 44.03 18.40 19.05
3 74.30 75.20 64.40 65.60 43.10 43.73 43.54 43.70 19.30 19.87
4 76.30 76.00 65.20 65.29 | 44.60 | 43.90 44.20 43.63 20.80 19.93
5 77.00 77.60 65.90 65.24 | 44.40 44.09 44.60 43.80 20.80 20.41
6 77.50 78.10 65.30 66.03 | 44.20 | 44.28 44.40 44.00 2218 23.42
7 77.20 76.80 66.60 66.10 44.80 | 44.36 44.80 4412 22.70 23.36
8 76.90 76.00 65.70 66.27 | 45.00 | 44.37 44.20 4417 23.40 23.96
9 75.90 76.00 66.30 66.28 | 44.20 | 44.44 4410 44.43 25.20 24.57
10 76.40 76.40 67.20 66.27 4410 44.53 44.50 44.73 24.70 25.38
11 76.50 76.40 66.20 66.35 | 44.90 | 44.65 45.10 44.78 2710 25.52
12 78.80 78.30 66.00 66.44 | 44.50 44.81 44.70 44.92 2710 26.45
13 75.20 75.90 66.30 66.41 44.70 44.82 45.10 44.97 26.80 26.63
14 76.80 77.20 66.50 66.44 45.10 44.84 46.10 45.04 26.40 26.82
15 74.60 74.80 67.80 66.56 4510 45.03 44.90 45.30 28.60 27.73
16 76.30 77.20 66.90 66.63 | 45.60 45.49 45.00 45.41 31.30 31.84
17 74.80 75.30 67.00 66.95 46.10 45.48 45.60 45.47 35.80 35.95
18 77.80 77.80 67.50 66.96 | 45.60 45.56 45.60 45.84 18.95 18.63
19 7710 77.90 67.30 67.06 46.30 | 45.56 46.30 46.00 - -
20 76.70 77.20 65.90 67.22 45.80 45.59 46.10 46.05 - -
21 76.70 76.43 67.10 67.44 46.10 46.18 45.70 46.18 - -
22 7710 77.26 67.70 67.99 45.70 46.34 45.80 46.19 - -
23 - - 67.90 68.45 47.00 46.49 45.70 46.22 - -
24 - - 70.00 69.95 47.30 46.70 46.80 46.46 - -
25 - - - - 46.80 | 46.86 46.80 46.73 - -
26 - - - - 45.70 46.92 47.30 47.01 - -
27 - - - - 46.80 4719 47.00 47.07 - -
28 - - - - 47.70 48.07 47.70 47.82 - -

MpumeyaHue: (-) — oTCyTCTBME pesyrbTaToB onpeaeneHnn.
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HMBaNocb K Hymnt. Pe3ynbTaTbl pac4yétoB npea-
CTaBneHbl B Tabn. 5.

M3 Tabn. 5 MOXXHO BMAETb, YTO BO BCEX Clyya-
AX cMcTeMaTmyeckasi NorpeLlHoCcTb onpeaeneHuii
KPEMHUS MO METOAMKE CMNeKTparbHOro aHanuaa
Acp He3HauuMa Ha poHe crnyyanHon . ConocTas-
neHve o 1 0, MOKasblBaeT, YTO B NEPBbIX ABYX
cnyvasax (®C-75 n ®C-65) HeagekBaTHOCTb Npob
BHOCUT 3HaYUMbIA BKfaz B OOLLyt0 MOrpeLHocTb
CMeKTpanbHOro aHanu3a, B OCTanbHbIX Clyyasax -
BKNag pakTopa HeadeKkBaTHOCTM COCTaBNsIET cTa-
TUCTUYECKN HE3HAYMMYIO BEMNUNYMHY.

O6cyxaeHue Nosny4vYeHHbIX pe3ynbLTaTtoB

HesHaummocTb Acp Ha poHe 0 noaTBepXaaeT
nepBoHavanbHoe npeanonoxeHve o6 oTCyTCTBUMK
aAOUTUBHOW WM MYMbTUNNIMKATUBHOM cuUCTeMaTu-
YECKMX MOrpeLlHOCTEN MpU MOCTPOEHUN rpagym-
POBOYHbIX 3aBucuMocTen. [loaTomy dakTop He-
afeKkBaTHOCTM Pa30BOro U rpaHyrioMeTprUYEeCcKoro
cocTaBa nNpob Bbipa)kaeTcs B BUAE 3HAKONEpPEMEH-
HOWM cocCTaBnsLlEen o0Lie NorpewHoCcTn, KOTo-
pyto HeobxoauMO paccmaTpmBaTb U Y4uTbIBaTh (B
criydae €€ 3HauMmocTu) Npu paspaboTke MeToauk
N3MepeHUN aTOMHO-3MUCCUOHHOIO CneKTpanbHO-
ro aHanmsa.

3Haunmasa BenuunHa akTopa HeapekBart-
HOCTU B heppocunuuumn-75 un -65, no-sManMomy,
CBsi3aHa C HEeOA4HOPOOHOCTbI pacnpegeneHuns
OCHOBHbIX KpeMHuiicogepxawmx ¢gas n obycros-
neHa rnaBHbiIM 00pa3oM pas3HOCTbK MNOTHOCTEWN
KpemHusa KpucTannuyeckoro u nebouta (FeSi, ,) B
xungkom Buge (cootHoweHue 0.39 : 0.7), B pesynb-
Tate 4ero, Npu MenneHHOM OXNaXAeHUU CnuTka,
nebout onyckaetcs BHM3, @ KPEMHUI KpucTanu-
Yyeckun nogHumaetcsa BBepX. [Mpu panbHenwem
oxnaxgeHun cnutka o Ttemnepatypbl 937 °C
nebout pacnagaeTcsa Ha YUCTbIA KPEMHUI U AUC-
uwnuump xenesa (FeSi). B deppocunuummn-45 un
-25 COOTHOLLUEHME MNOTHOCTEN OCHOBHbIX XUOKUX
¢a3 nebouta n moHocunuunga xenesa (FeSi) co-
ctasngaet 1 : 0.78 [4]. [ToaTOMY HEOAHOPOAHOCTb
pacnpefeneHns aTnx das BAOSb TOMNWMNHbI CrIMTKa
Npw TEX e YCIOBUSX OXNaX4eHUs NposBnsieTcs B
MeHbLUEeN CTeneHu, oTcloga n MeHee 3HavyMmas Be-
nnymHa cpakTopa HeagekBaTHocTH (Tabn. 4).

BHyTpunabopartopHas NpPeuUn3nNoHHOCTb
aTOMHO-3MUCCUOHHOW CNeKkTpanbHOW MEeTOOUKM
n3MepeHunin Npn oaMHaKoBOM (pa3oBOM U rpaHyno-
METPMYECKOM COCTaBEe MOPOLLKOB U MPOYUX paB-
HbIX OMEepPaLMOHHbIX YCIOBUAX U3MEPEHMI onpeae-
NAeTCs KOHLUEHTPaUMOHHON YyBCTBUTEMbHOCTbIO
rpagyvpoBOYHOM 3aBUCMMOCTU WM €€ YIMOBbIM
KoadhpununeHTom A:

1,
—=AC (6)

BH.CT.

rae | .. W1, .. — VHTEHCMBHOCTM CreKTpasibHbIX Nu-
HUIA oNpedensemMoro KOMMOHEHTa U BHYTPEHHEro
cTaHfapta COOTBETCTBeHHO, C,  —— codepxaHue
KOMMOHeHTa. AMnupuyeckoe ypaBHeHne JlomakuHa-
Llenbe cBsA3biBAaET WHTEHCUBHOCTb CMEKTpanbHOW

NUHUK anemeHTa / ¢ ero cogepxaHmem B npobe C
[=aC", (7)

roe a u b — amnupuyeckne napameTpbl. Y4nuTbiBada
(7) n kBasMbuHapHbIN xapakTep deppocunuuns,
nepenuwem (6):

ag; (C; )bs'

— = AC.. .
g (1- CSi)bFC i ®)

Monaras koappuumeHTbl peabcopbumm by n
b, paBHbIMU MexXay cobon 1 6rm3kummK K 1, a OTHO-
WeHne ag/a., KOHCTaHTOM, NOMy4YnM, YTO YrnoBOK
KOahbhmUMeHT rpagyumpoBOYHON 3aBUCMMOCTU A
npu nepexoge ot heppocnnuuunsa-75 k beppocunm-
UM0-25 JOMKEH YMEHbLUMTLCA 3a cYeT “pasHoCTu
Xo4a coaepXXaHnn® KpeMHUS U xenesa npuMepHo
B 3 pasa. Habniogaemoe e n3MeHeHne YrnoBbIX
KoadpduumneHToB (puc. 1 n 3) 3Ha4UUTENBLHO GOIb-
Wwe: npuMepHo B 16 pas. Takoe nonoxeHue BeLlen
MOXEeT ObITb, MO HaLlEMy MHEHWIO, CBA3AHO:

- C pasHbiM M3MEHEHMEM KO3 PULMEHTOB peab-
copbumn npu nepexoge OT deppocunnuusa-75 K
deppocunuumo-25;

- C MU3MEHEHMEM COOTHOLLEHNS ag/a,,.

VIameHeHune cTeneHn peabcopbumm nayya-
nM No BENUYUHE MNOMNYLUMPUHBI CMEKTpanbHbIX
nuHmn. Ncnonb3ys B KavyecTBe curHana obpar-
Hou cBA3n ACYB uHTerpanbHoe nsnydeHue gyru
B BMAMMOW obnacTu cnektpa B MNPUBEOEHHbIX
BbilLE OMNEPaUMOHHbIX YCIOBUSAX, C MOMOLLbIO
OCHalleHHoro npmbopamu ¢ 3apsg0BON CBA3bIO

Tabnuua 5

Cpeﬂ,HMe pas3HOCTH Acp N CTaHOapTHbIe OTKITOHEeHUA pa3HOCTeIZ O pe3ynbratoB XMMNYECKOro U cnekTpalb-

HOro aHanu3oB, nokasaTtesny HeaaekBaTHOCTU ha3oBOro M rpaHynoMeTpuieckoro coctasa npo6 o, - Ans
heppocmnuunst pasHblix Mapok
MapameTp OC-75 (puc. dC-65 dC-45 dC-45 dC-25
1, a) (puc. 1, 6) (puc. 2, a) (puc. 2, 6) (pwuc. 3)
- -0.18 -0.08 0.00 0.00 0.00
o 0.49 0.61 0.46 0.50 0.75
wean 0.32 0.47 0.00 0.14 0.00
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cnektpomeTpa M®C-8 npoBoamnu perncTpaumto
npodunen cnekTpanbHbix nuHun  Si | 288.16
n Fe Il 259.94 Hm (puc. 4). NonywnpuHy cnek-
TpanbHbIX NIMHUI onpeaenanu rpadmuyeckn B co-
otBeTcTBUM C [9]. N3 Tabn. 6 BMAHO, YTO nony-
WwnpuHa obenx nuHun nubo He meHsaeTca (Fe
259.94 HM), Nnnbo MmeHsAeTcs He3HauuTenbHo (Si
| 288.16 Hm). CnegoBaTtenbHo, 6onee Yem 16-Tu
KpaTHOE M3MEHEHMEe YrrnoBOro HakfioHa rpagy-
MPOBOYHOWN 3aBUCHMMOCTU HE MOXET ObiTb 00b-
SICHEHO 3a CYeT n3MeHeHus peabcopbumn cnek-
TpanbHbIX IMHUA.

Ckopee Bcero, 3T0 CBA3aHO C M3MEHEHMU-
€M COOTHOWeHus ag/a., 1 06yCrnoBnNeHO Crox-
HbIM XapakTepoMm BnusHMA ¢a3oBOro cocTaBa
mMatepuana Ha (puanko-xmummyeckme, Tennodu-
3nyeckme n gp. npoueccbl opMUpoBaHMa aHa-
NUTUYECKMUX CUTHaMNoB 3aneMeHToB. Hanpuwmep,
Npu O4MHAKOBbLIX YCITOBUAX CKOPOCTb UCNApPEHUs
YyacTuL, KPEMHUS KPUCTannan4yeckoro MoxeT 3a-
METHO OTNMYaTbCHA OT CKOPOCTU UcCnapeHnsa oaun-
HaKOBbIX MO pa3Mepy YacTuy nebonta nnum nocne
pasmona cnnaBa YacTulbl KpEMHUS KpUCcTanmnu-
YeCKOro MMerT Apyrne pasmepbl, YemM YacTuubl
nebowuTta. lMoatomy cpaBHUTENbHO Hebonblias
Bapuaunsi COOTHOLUEHUSI «KPEMHUIA KpucTannu-
Yyeckun/nedbonT» NpPMBOAUT K CUCTEMATUYECKMM
OTKIMOHEHUAM TO4YeK OT rpagyMpoBOYHON 3aBu-
CUMOCTW BHYTPU Kaxgon Mapku oeppocunmums.
Mpu pgoctaToyHO BonblMX Bapuaumax COOTHO-
WeHNs AaHHbIX da3 (Npu nepexoge OT Mapku K
Mapke cnraBa) 3aMeTHO M3MEHSIeTCA Yron Ha-
KMOHa rpagynpoBOYHOW 3aBUCUMOCTN.

MpepnoxeHHas metoauka aTOMHO-3MUCCU-
OHHOrO CMeKTpanbHOro OnpeAeneHnss KpeMHUsS B
deppocmnmumMm He COOTBETCTBYET TpeboBaHUSAM,
npeabsBrseMblM K METOAWKaM KONMYECTBEHHOIO
XUMMWYECKOTO aHanu3a ANns MapKUpOBKM FOTOBOM
npoaykumm [10], HO MOXeT BbITb MCNONb30BaHa Npu
KOHTPOSEe TEXHOMOrMYEeCKoro npoLuecca BbiMnaBky
deppocunmuums.

JanbHeriwee COBEPLUEHCTBOBAHMWE  CHEK-
TpanbHON MeTOAMKM MpU onpeaeneHnn KpemHus
B doeppocunmumnm-75 n -65 ¢ uenblo yMeHbLIeHNS
obLien norpewHoCcT aHanm3a BO3MOXHO Ha uMme-
ollerica annapaType npu yCTpaHeHU M Unn yMeHb-
lWeHMn dakTopa HeapekBaTHOCTU npob. Hanpu-
Mep, 3TO MOXHO OCYLLIECTBUTb 3a CY4ET 0TOOpa Npob
XWOKOro Metasnna B MeZHYH WU OXnaXxgaemyto
M3MOXHULY (a2 HE B YyTyHHYIO, Kak 3TO AenaeTcs B

£ 100

HHTeHCHBHOC

250,91 25092 250,93 250,94 250,95 250,96 2508

HHTeHCHBHOCTHL CHTHA/IA, B

288,10 288,11 288,12 28813 288,14 288,15 28816 288,17 288,18 288,10 28820

JLTHHA BOTHE]L, HM

Puc. 4. Mpodunu cnektpanbHbIX NuHKI Si | 288.16
(@) n Fe Il 259.94 (©) HM B pa3Hbix Mapkax deppo-
cunmuma (1-75, 2 - 65, 3-45, 4 - 25) npu BayBaHum
MX MOPOLLKOB B Ayry NepeMeHHOro Toka C MefHbl-
MU 3nekTpoaamu

HacTosLee Bpemsi), 4obuBasicb Npy 3TOM BbICTPON
KpucTannusaumm CrUTKOB U MEHbLUEN CTENEHU UX
¢a3oBor HEOQHOPOAHOCTH.

MpumeHnTenbHO K deppocunuunio-45 n -25
dakTop HeafekBaTHOCTU CTaTUCTUYECKM He3Ha-
YMM Ha poHe CryvyamHOW MOrpeLlHOCTU u3mepe-
HWUI. [103TOMY, HEKOTOPOrO yrNy4lleHNs METPOIIO-
TMYECKNX XapaKkTepPUCTUK METOAMKM onpeaeneHus
KPEMHUS MOXHO JOOUTbCHA, MO HaleMy MHEHMIO,
npy Mcnonb3oBaHnM Gonee COBPEMEHHOIO UCTOY-
HWKa BO30y>aeHus cnekTpoB [11] 3a c4éT cTabunu-
3aumm aMmnnnTygbl, POpMbl 1 LUMPUHBI €4VHNYHBIX
Ayrosbix MMNynbcoB [1]. NocnegHee oT4yacTn OTHO-
CUTbCS U K beppocunuumio-75 n 65.

Tabnuua 6

PesynbraTthl onpegeneHnst NonyLwmnpuHbl cnekTpanbHblX nHun Sil 288.16 n Fe II 259.94 Hm npu BayBaHun
NMOPOLLKOB PEPPOCUNULINS Pa3HbBIX MAPOK B AYyry NEPEMEHHOro Toka C MeAHbIMY 3neKkTpogamm

CnekTpanbHas MonywmpuHa cnekTpanbHbIX MUHUA, HM
NNHUA, HM
®C-75 PC-65 ®C-45 ®C-25
Si1288.16 0.0405 0.0368 0.0337 0.0352
Fe Il 259.94 0.0187 0.0187 0.0190 0.0201

407



AHanumuka u KOHmMpPOosik. 2011. T 15. Ne 4,

BbiBoabl

1. NokasaHa BO3MOXHOCTb 3KCMPECCHOIro aTOMHO-
3MUCCUOHHOTO CNeKkTpanbHOro Metoda onpegene-
HUSA KpEMHUSA B DEPPOCUMNLINN Pa3HbIX MApoK Mpu
BOYBaHUM NOPOLLUKOBLIX Npo6 B AyroBoi paspsa.

2. OueHeHbl nokasaTenu BHyTpurabopaTopHOW
NPELN3NOHHOCTU 1 NPaBUIIbHOCTY pa3paboTaHHOM
METOLMKWN aHanm3a, udyyeHa cTpykTypa ee obLien
MOrpeLLUHOCTMW.

3. lNMokasaHo cylwecTBeHHOe BNngHME (Ha3oBOro
cocTtaBa npob heppocmnuuma Ha nokasaTenum Tou-
HOCTU MeTOoOUNKW.

4. OnpepeneHa obnactb nNpumeHeHnsa paspabo-
TaHHON MEeTOAMKM aHanm3a W npennoXeHbl BO3-
MOXHbI€ MyTU ee COBEPLUEHCTBOBAHMS.
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THE DEVELOPMENT OF A TECHNIQUE FOR AN ATOMIC
EMISSION SPECTRAL DETERMINATION OF SILICON IN
FERROSILICON POWDERS USING THE INJECTION METHOD
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RF, 454081, Chelyabinsk, Geroev Tankograda 80, building 80
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The development results for an express technique of determining the mass fraction of silicon
in the ferrosilicon powder samples of various grades (FS-25, FS-45, FS-65, FS-75) using the
atomic-emission spectral analysis with injection method are presented. The achieved metrological
characteristics of the described analysis technique are evaluated and possible ways of its further

improvement are discussed.
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