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AHHOTauA

KadecTBO KOHTpOJII BXOJHOTO CBIPbS, TOTOBOW MPOAYKIIMH, TEXHOJOTHYECKHX TMPOIIECCOB U
KOHKYPEHTOCIIOCOOHOCTH SIBJISIFOTCS KITFOYEBBIMU (haKTOpaMH MPOIYKIIMU B MPOU3BOJICTBE (PEpPOCILIIaBOB.

B ycnoBusx mpousBojacTBa (eppoCIIaBoB (KOHTPOJS BXOTHOTO CHIPbsl, TOTOBOW MPOIYKIIWH,
TEXHOJIOTHYECKUX TPOIECCOB) W obecreueHne CTaOMIIbHOTO XMMHYECKOTO COCTaBa MPOJYKIIUH SIBIISICTCS
KIIIOYEBBIM (DAKTOPOM €€ KadyecTBa U KOHKYPEHTOCNOCOOHOCTH. llenpio AaHHOTO 3KCHEepUMEHTAbHOTO
UCCIIEIOBAHUSl  SIBJIIETCS.  OLIGHKA  HEOINpPENEJIeHHOCTH  U3MEpeHHs MaccoBoM  Joinu  Oopa B
(beppocriIMKOMaprauie MpH HCMOJb30BaHUU ONTHUKO-dMHCCUOHHOTO MeETOJa C HHAYKIMOHHO-CBS3aHHOUN
mnasmoit (ICP-OES). OcHoBHBIME 3a7auaMul SBJISIETCSI aHATIM3 MOTPEITHOCTH, pAcyeT HEOMPEACICHHOCTH 10
tunam A u B, a Takke npoBepka COOTBETCTBHSI TOKa3aTesiel KauecTBa METOAUKH HOPMATHUBHBIM TPEOOBaHUSIM.

Hayuynas u mpakTudeckas 3HAUMMOCTb HCCIIEOBAHUS 3aKJIIOUAETCS B TMOBBIINICHUH JOCTOBEPHOCTHU
JAHHBIX XMMHMYECKOTO aHalli3a, YTO BAaXKHO JUIS IMPOU3BOJCTBEHHOIO KOHTPOJI BXOJHOTO CBHIPhS, TOTOBOI
MPOIYKIIMU, TEXHOJIOTUYECKUX MPOIECCOB U CepTU(UKALUU MPOIYKIHUU AKCYCKOro 3aBoja (heppocIijiaBoB
AO «THK «Ka3zxpom». Pabota ocHOBaHa Ha SKCIIEPUMEHTAJIbHBIX UCCIEIOBAHUIX, BKIIOYAIOIIUX OTOTOBKY
pacTBOPOB P00, aHATIU3 Ha CIIEKTPOMETPE AIMUCCHOHHOM C MHIYKITMOHHO-CBsI3aHHOM Tu1azMoit Optima 8000
(mamee - cnektpomerp), mnpomsBoacTBa «Perkin Elmer Instrumetsy, Cunramyp, a Takxke pacyer
HEOTPEJICICHHOCTY Ha OCHOBE JAHHBIX MACIOPTOB O0O0OPYAOBAaHUSA, CEPTHUPHUKATOB KAIUOPOBKU U
CTaTUCTUYECKON 00paboTKH 20 TOBTOPHBIX U3MEPECHHIA.

Knrouesvie cnosa: ¢heppocunuxomapeaney, 60p, cnekmpomemp dIMUCCUOHHBLU ¢ UHOYKYUOHHO-CAZAHHOU
Nazmoti, HeonpeoeieHHOCMb U3MepPeHUll, KOHMpOJib Kauecmad.

BBenenne
Axcyckuii 3aBoj (eppociuiaBoB punuana AO
«THK «Ka3zxpom» - oOIMH W3 KpyHMHEUIINX

npousBoauTenel (¢eppocmiaBoB B Kazaxcrane.
31ech eXeroIHo Mpou3BOAUTCS Oosee | MIIH TOHH
MIPOIYKIIUH, Oobias 4acTh KOTOpOH
SKIIOPTUPYETCS B CTPaHbl JANBHETO 3apyOexbs.
YHUKaIbHOCTh MPEANPUSATHS — B COBMEIICHUU
KPYITHOMACIITA0OHBIX TMPOU3BOJCTB XPOMHCTHIX,
KPEMHUCTBIX u MapraHIeBbIX CILTaBOB,
HEOOXOIMMBIX I BBITUIABKU CTaJIed pa3iMyuHBIX
Mapok. Jlms  ompeneneHuss npuMmeceid  mpu
XPOMUCTBIX, KDEMHUCTBIX U MapTaHIIEBBIX CIIJIAaBOB
HAa  TPEANpHATHH  pa3paboTaHbl  METOJUKH

OIIPCACIICHUA. O,Z[HOﬁ U3 aKTYyaJIbHbIX p33pa6OTaHHHX

METOJMK  SBJISETCS ~ METOAMKA  BBITIOJICHEHHS
U3MEPEHUI (manee - MBUN)
«DEPPOCUJIMKOMAPI'AHEILI. Ontuyeckuit
SMUCCHOHHBI ~ METOJA  OTmpeeNeHus 6opa».
[IpencraBnenre  MOHATHOTO Uil  MOTpeOHUTENS
pe3ynpTaTa HUCHOBITAHUW 1O JAHHOW  METOJMKe

SIBJISIETCS. OJTHAM M3 Ba)KHBIX HampaBlieHUN B paboTe
METpPOJIOTHYECKON CIy:KObl mpeAmnpustus. Panee
ucnonszyemble B CCCP, u kak crueacTsue,
nepeneane B MoBCeAHEBHYIO paboTy B PK, criocoOsr
MPEACTABICHUS PE3YJIbTaTOB HAa CErOJHAIIHUN JIEHb
SIBJISIFOTCSI HEBOCTPEOOBAHHBIMU HIIM HETIOHSATHBIMH
notpedurento. IloaTromy oCTpo BCTal BOMpOC O
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HE00X0IMMOCTH OTIUCATENFHON paboThI IO pacyeTy

HEOIPEEIEHHOCTH MIpUMECH
(beppocunrkomMapranie Ui MIPUMECHOTO
JJIEMEHTA. KonnuecTBennas OIICHKA
JOCTOBEPHOCTHU pe3yabTaTa KaueCTBEHHOTO

aHaJM3a 0COOCHHO I0JIe3Ha, Koraa 00Jiee BEPOSTHBI
omuOoYHbIE pe3ynbTaThl [1].

Metoa

CornacHO OMHCaHWIO MpoOIEcca IMPOBEICHUS
ucneITaHnl, ommcanHas B MBU [2], pabora mo
BBIUMCIICHUIO HEOIPEIeICHHOCTH OCHOBAaHA Ha
BO30Y)XJICHHM aTOMOB MpPOObI B HMHIYKIIMOHHO
CBSI3aHHOW TUIa3M€ W W3MEPEHWH WHTEHCUBHOCTH

AQHAJIMTUYECKOM JINHUN OIIPENEIAEMOT0 NIEMEHTA IIPU
pacmbUIEeHUH pacTBOpa aHAIM3UpPyeMO MpoObl B
aproHOBYIO  IUIa3My. CBsi3p ~ MHTEHCHUBHOCTH
AQHAJIMTUYECKUX JIMHUI C KOHILICHTPALMEH 3JIEMEHTA B
pacTBOpe YCTaHaBIMBAIOT C IOMOLIBIO CTaHIAPTHBIX
00pas1oB..

B wucnertaTensHyro 3amady BXOJAT IOJArOTOBKA
pacTBOpPOB Il IIPOBEIEHHUS OKCIIEPUMEHTAIBHBIX
UCCIIEI0BAHUI IIyTeM pacTBOpeHus po6

deppocmimkomMaprania M JajdbHEHIIed aHaln3e Ha
cniektpomertpe [3].

Pucynok 1 — Mogens ucnslTaTenpHOM 3a0a4n

HCCIICO0BAHUAX, IIPUBHOCAT CYHICCTBGHHBII;'I BKJIag U

X, o) .
Y. HN3meputenbHbIN
2 )
nponecc
A po— =
Jlns  pacuera OLIGHKH  HEONPEACICHHOCTH
IIPUMCHAIOTCSA MOrpeIIHOCTHU HU3MCPUTCIIBHOTO

obopynoBaHus (BeChl Ja0OpPATOPHBIE SJICKTPOHHBIC
KJIacca He HIke creruanbHoro (1), kosObl MepHBIC HE
HWXKE 2-TO Kjacca TOUHOCTH

[4]) m cnektpomerp. JlaHHBIE & pacueTa
HEONPEJCIIEHHOCTH TOJIyYeHbl M3 CepTU(UKATOB

KaTuOpOBKM, PYKOBOJACTBA IO OKCIUTyaTallud U
MacnapToB.

OneHuBaHue mapaMeTpPoOB, BBIOPAHHBIX U3
JOKYMEHTOB MPUMEHSIOTCS TUISE pacueToB

Heonpeaenennoctu no tuiry B (UB). Takum 06pazom,
ATO TMOJPa3yMEBaET - OIICHUBAHKUE HEOIPEICICHHOCTH
WHBIM CIIOCOOOM, Y€M CTATHCTUYCCKUH aHAJIN3 PSIO0B
HaOmroAeHUH [5].

CTaTI/ICTI/I‘-IeCKI/IC JAHHBIC PE3yJIbTAaTOB,
IMOJIYYCHHBIX B OKCIICPUMCHTAJIbHBIX
u _ a
B \/§
rac, a — IIOJIOBMHAa [MHUPHUHBI HHTCPBAJIa, B

KOTOPOM HAaXOJUTCSI HCTUHHOE 3HAYE€HUE BEJIMYUHBI.
DTOT MOJXOJ B3AT U3 JOKYMEHTALlUU Ha BECHI U
CHEKTPOMETP.
Heompenenennocts mno Ttuny B mpm
TpeyronsHoM pacnpenenenun (UB) [10, 11, 12]
UCIOJIb3YeTCsI, KOTJa HCXOoaHas WHopManus o

paccuntsiBatotTcs mo tuny A (UA) [6, 7, 8, 9].

Bxomsmue BEJTMYUHBI VISt pacuera
HEOTPEICTCHHOCTH o THITY B (UB)
paccYUTHIBAIOTCS 10 (GopMyIaM MPSIMOYTrOJIbHOTO U
TPEYrOJILHOTO PacIpeeIICHUS:

HEOIPENIEJICHHOCT, 10 THIy B mpwm
MPSIMOYTOJIBHOM pacrpeiesieHun (UB)
ompejensieTcss B CIydasX, KOIJIa  HCXOJHas

uH(pOpPMAIKs O BO3MOXHBIX 3HAUCHUAX U3MEpsIieMOn
BEJIMYMHBI OrpPaHUYEHA H3BECTHBIMU BEPXHUM U
HIOKHUM TIpefieflaMi, a BEpOSITHOCTh HaXOXKIEHUs
UCTUHHOTO 3HA4YeHUs B TMpeAenax Auana3oHa
IpeJnoiaraeTcst OAMHAKOBOM.

OneHka CTaHIApPTHOW HEOMPEIEIeHHOCTH B
3TOM ciTydae paccuuThiBaercs mo gopmyse (1)

1)
3HAYCHUU I/ISMepHeMOﬁ BCJIMYMHBI Or'paHUYCHA
HN3BCCTHBIM HUHTCPBAJIOM, HO BEPOATHOCTDH

HAXOXXJICHHUsT HCTMHHOTO 3HAYEHHUs BbIIIEC BOJIU3U
Cepe/IMHBI HHTEpBajla U YMEHBIIACTCS K €r0 KpasiM.

CranyapTHas HEONPEAEICHHOCTD B 3TOM Clly4yae
paccunTbiBaercs no gopmyse (2):
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u _ a
B~ 6
r;[e, a — IIOJIOBHUHA H_II/IpI/IHbI I/IHTepBaJIa, B

KOTOPOM HaXOJHUTCS UCTUHHOE 3HAYEHUE BEJTMYNHBI.

VYKa3aHHBIN [TOAXOJ IMPUMEHSETCS IIPU pacyeTe
paboThl B MepHOU TIOCy 1e (KOJIOBI).

Pacyersl, mosydeHHbIC ¢ MPUMEHEHUEM JTAHHBIX
pacrpeneieHHOCTEH IMeeT CIIEeyIONINe 3HAYCHNUS .

- Becbl ¢ morpemHocTeio = 0,0002 T umeroT
HeornpeaeneHHoCTs paHyo 0,00012 B eauHMIax
Macchl, uTo coctasigeT 0,0001 %:;

- criekTpoMeTp ¢ norpemHocTbio + 0,0001 r/cm3
MMEIOT HeornpezaeneHHocTs pasHyo 0,00006 B
eauHUIAX oO0beMa, uto coctasisier 0,00006 %. Ipu
IPYruX pacyerax BO3MOXHA HCIOJIB30BAHUE IS

(2)
MAHHOW  BEIMYMHBI  pPE3yJdbTaThl  B3SThIC W3
cepTuduKaTa KaTUOpPOBKM TIPU JIOBEPUTEIHHOM
BeposiTHOCTH P=95 %;

- kostba mepHas oobemom 100 cm3 £ 0,010 cm3
UMEIOT  HeompeaeneHHocTs  paBHyo  0,0041
enuHMIax oobeMa, uto cocrasisger 0,0041 %.

Hnsa pacuera mo tunmy A (UA) Obutk B3SITHI
pe3yiabTaThl SKCIIEPUMEHTAIBLHBIX UCCIIeI0BaHmi 20-
TH 3aMEpOB M TMOJY4YEHHas HEOIPEIEINIEHOCTh
coctasuia 0,0035 %.

Hrorossiii OrODKET HEOMPEJIETEHHOCTH
COCTaBUJI B  PE3yJbTaT€ OKCIEPUMEHTAILHBIX
UCCJIEIOBAaHUIM OLIEHEHBbl I[OKa3aTelM KadecTBa
METOJMKU BBIMOTHEHUs1 n3mepennit MBU [13, 14,
15], npuBenens! B Tabnuue 1.

Tabauua 1 — MeTpoJioruyeckue XapaKTepuCTHKH

B nponenrtax

Pacuupennasn Pacuupennas
MaccoBasi 1045 IToxa3zate

HeolpeeJeHHOCTh HeoIpeaeJIeHHOCTD,

Oopa JIb TOYHOCTH +
3HAYEHHUS CMeIleHus, 4 T U
U(9) _

Ot 0,001 mo
0,012 0,0024 0,0034 0,0035

MsI BUIIUM, YTO paHEE MPUMEHSIEMbIC TIOHSTHS
TOYHOCTH Pe3yJbTaTa U3MEPEHUH, UIsl TPUMEHEHUS B
CYIIECTBYIOIIECH JCHCTBUTEILHOCTH COBPEMEHHOIO
MHpa, 3aMEHseMas Ha HEONPEEICHHOCTH HE TepseT
CBOMX TIOHATHW ® JUIsI TPaJAMIIMOHHOW paboOThI
nabopaTtopuii, W JUIA TIOHUMaHHUS TOTpeOUTENeH

MMpOAYKIIMHU B MUPC.

3akJ/wyeHue

B xojme mnpoBeAeHHOro HCCiIeIOBaHUS Oblia
BBINIOJIHEHA OIICHKA HEOIPEICICHHOCTH H3MEPEHUS
MaccoBOi Jonu Oopa B (eppOCHUIMKOMAPTaHIe C
HCIIOJIb30BAHUEM CIEKTPOMETpA. Onenka
HEOTPEeIeIEHHOCTH U3MEPEHHsI MACCOBOM /10,11 Oopa
B (eppocuiMkoMapraniie ONTHUKO-IMUCCHOHHBIM
METOJIOM  IIOKa3alla  COOTBETCTBHE  MCTOIHMKH
HOPMAaTUBHBIM TPeOOBaHUAM U MPUTOTHOCTD €€ IS
MIPOU3BOJICTBEHHOTO KOHTpOJIsl. Hanbombimmii BKiIa
B CYMMapHyl0  HEOMpPEJEICHHOCTh BHOCST
pe3ynbTaThl MOBTOPHBIX U3MepeHuit U
XapaKTePUCTUKH TMPUMEHSEMOro 000PYAOBaHHUS.
[TonmyueHusie 3HAYCHUS MOITBEPIKIAIOT
JOCTOBEPHOCTh M BOCIPOU3BOJMMOCTh PE3YJIbTaTOB
aHaigu3a, 4YTO  OOeCIeuMBaeT  CTaOMILHOCTH
XMUMHYECKOTO COCTaBa MPOIYKIIMH U TMOBLIIICHUE €€
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«Kaszxpomy» T¥K» AK Axcy gpeppoxopwimna 3ayvimsl, Ockemer, Kazakeman®

OINTUKAJIBIK-OMUCCHUSILIK DIICIIEH
®EPPOCUJIUKOMAPIAHELTEI'T BOPABIH MACCAJIBIK YJIECIH OJIIEYAIH
BEJITICI3JITTH BAFAJIAY

Anjaarna
Kipic mmukizatsiH, 1aliblH ©HIM/II, TEXHOJOTHSUIBIK MPOLIECTEP/l )KoHE Oacekere KaOuIeTTUIIKTI OaKbLiay

camnacel (eppOKOPHITIIA OHAIPICIHIET1 OHIMHIH HET13r1 (haKTOpIapbl OOJBIN TaObLIA IBI.

®deppokopeiTiianap eHmipici skarmaiibiHaa  (Kipic MmIMKI3aThIH, JallblH  OHIMII, TEXHOJIOTHUSIIBIK
nporecTep/ii 0akplaay) JKOHE OHIMHIH TYPaKThl XUMUSJIBIK KYpaMblH KaMTaMachl3 €Ty OHBIH camachl MeH
0acekere KaOUIETTUIIrHIH Heri3ri ¢akrtopsl OoJbin TaObuiafbl. By skcnepuMeHTTIK 3epTTeynaiH MaKcaThl
WHIYKIUSIBIK OalJIaHBICKAH TUIa3MaNbIK ONTHKAIBIK-dMUCCHsITBIK omicTi (ICP-OES) maiimanany kesinne
(dheppocunkoMaprasenTeri 0OpablH MacCalbIK YIECIH OJIeyaiH Oenrici3mirin Oaramay OOJBITT TaObLIAIIbI.
Herisri mingeTTep KateHi tanaay, A kone B tunrepi OolibIHIIIa OENTICI3MIKTI €CenTey, COHAa-aK OICTEMEHIH
cara KepCceTKIITepiHiH HOPMATUBTIK TaJlaliTapFa COUKECTIrH TeKcepy O0JIbII TaObLIa bl

3epTTeyiH FRUIBIMU jKOHE MPAKTUKAIIBIK MaHbI3bUIBIFBl XUMUSUIBIK TaJIZay JE€PEKTEePIHIH AYPHICTBIFBIH
apTThIpy OOJbIM TaObLIaAbI, Oy Kipic mmMKi3aThIH, JaBIH OHIM/II, TEXHOJOTHSUIBIK MPOIECTEPAl OHIPICTIK
oaxputay xkoHe "Kazxpom "T¥K"AK Akcy GpeppoKOpHITIIa 3ayBITHIHBIH OHIMIH CepTH(HUKATTAY YIIIH MaHBI3/IbI.
Kymbic ceiHama epitiHAUlepiH maibiHmayasl, Optima 8000 WHAYKIUSIBIK OailaHBICKAH TIa3MaMeH
AMUCCUSIIBIK CIIeKTpoMeTpe (Oyman opi-cekrpomerp) tanmayasl, "Perkin Elmer Instrumets", Cunramyp
OHJTIPICIH, COHJIAM - aK >ka0JIbIK MacCTIOPTTaPBIHBIH JEPEKTEpi, KanOpiey ceprudukarTapsl xoHe 20 KaiiTarama
oJIIIEYJIePAl CTATHCTHKAJBIK OHJCY Heri3iHae Oenrici3AIKTI ecenTeyll KAMTHTBIH O3KCHEPHUMEHTTIK
3epTTeyiepre Heri3/Ie/reH.

Tytiiinoi cesdep: eppocuruxomapeaney, O0p, UHOYKYUSILIK OQUIAHLICKAH NAA3MAMEH 3MUCCUSLIbIK
cnekmpomemp, eauteyoiy beneicizoiei, cananvl OAKLLIAY .

Dulatbekova S.A. !, Rogotova O.N. 2, Kuznetsova M.A. 3
«Kazakhstan Institute of Standardization and Metrology» RSE, Astana, Kazakhstan %2
Aksu Ferroalloy Plant, JSC "TNK Kazchrome" 3

ON THE ISSUE OF ESTIMATING THE UNCERTAINTY OF MEASURING THE
MASS FRACTION OF BORON IN FERROSILICON MANGANESE BY OPTICAL
EMISSION METHOD

Abstract

The quality of control of input raw materials, finished products, technological processes and
competitiveness are key factors of products in the production of ferroalloys.

In the conditions of ferroalloy production (control of input raw materials, finished products, technological
processes) and ensuring a stable chemical composition of products is a key factor in their quality and
competitiveness. The purpose of this experimental study is to assess the uncertainty of measuring the mass
fraction of boron in ferrosilicon manganese using the induction-coupled plasma optical emission method (ICP-
OES). The main tasks are error analysis, calculation of uncertainty according to types A and B, as well as
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K BOITPOCY OLEHKHW HEOIIPEAEJEHHOCTH U3MEPEHUSI MACCOBOW JIOJIN BOPA B ®EPPOCUJIMKOMAPIAHIIE OIITUKO -
OMHUCCHUOHHBIM METOAOM

verification of compliance of the quality indicators of the methodology with regulatory requirements.

The scientific and practical significance of the research lies in increasing the reliability of chemical
analysis data, which is important for the production control of input raw materials, finished products,
technological processes and certification of products of the Aksu Ferroalloy Plant of TNK Kazchrome JSC. The
work is based on experimental studies, including the preparation of sample solutions, analysis on an Optima
8000 induction plasma emission spectrometer (hereinafter referred to as the spectrometer) manufactured by
Perkin EImer Instruments, Singapore, as well as uncertainty calculation based on data from equipment passports,
calibration certificates and statistical processing of 20 repeated measurements.

Keywords: ferrosilicon manganese, boron, emission spectrometer with induction-coupled plasma,
measurement uncertainty, quality control.
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