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DHTMKO—SMVICCMOHHQVI METO[] CNEKTPOMETPUN C NHAYKTUBHO-
CBA3AHHOW NJA3MOWN OMNPEOENEHNA MACCOBOW KOHLEHTPALINA
MdOCDOPA B BOAHO-MACHIAHOWN 3MVYIIbCUIN

H.A. 3BMEEBA, O. FO. BHHOKYPOBA, OAO «bM3 — ynpasnsiowas komnanus xonounea « BMKy, 2. JKnobun,
Tomenvcras o6n., benapyco, yi. [pomvuunennas, 37. E-mail: nhim.plus@bmz.gomel by. Ten.: +(3752334) 54343

Paspabomana memoouxa onpedenenus Maccogoul KoHyeHmpayuu Goc@opa 6 600HO-MACAAHOU IMYIbCUU, NPUMEHAEMOU O
80JI0YEHUA NPOBONOKU, MEMOOOM ONMUKO-IMUCCUOHHOU CHEKMPOMemMPUL ¢ UHOYKMUBHO-C8A3aHHOU naasmou. Pocghop nonada-
em 8 HIMYIbCUI0 NOCAe MPABIEHUs NPOBOLOKU 8 PACIBOPE OPMOPOCHOPHOT KUCIOMbL, KOMOPAS YOAaem OKCUObL, NOABUSUUEC
6 npoyecce obpazosanus 1amynu. OH A61AEMC OOHUM U3 ONpedesaeMblX NoKasamenell, KOmopblii OONOIHUMENbHO XAPaKmepu-
3yem cocmosaHue IMYabcuu 8 nepuoo skcnayamayuu. Ipu smom o6paszyemces nepacmeopumasn gocpamuas naenka. O6pazoeas-
wiutics cnou nienku gocgamos ne dondicer OblMb U3MULHE MOICBIM, MAK KAK OH He2amusHo CKA3bleaemcs npu oavHeliulell
nepepabomxe (OONOIHUMENbHBIN PAKMOP 3A2PAZHEHUA IMYTbCUU HA MOHKOM 80JI0YEHULL).

Haubonee nepcnekmugnvim memooom onpeoeneHus 8peoHvlx npumecell 8 SMYabCuu, 8 mom yucie gocgopa, asiaemcs
ONMUKO-IMUCCUOHHASA CHEKMPOMEMPUs C UHOYKMUBHO-CEAZAHHOU Naa3moll. Memoo ocHosan Ha pacnvlieHuu aHaiu3upyemou
npoobl 8 ap2oHOB0T NaA3Me, 8030YHCOAEMOTU BLICOKOUACOMHBIM INEKMPOMACHUMHBIM nojeM. [lna onpedenenus Maccosoll KOH-
yenmpayuu ¢pocgopa HeobxoouMo 8bINOIHUMb 2PAOYUPOSKY CHEKMPOMEMPA ¢ UHOYKMUBHO-CEA3AHHOU NAA3MOU. []1a nposepKu
NPABUNLHOCIU 2PAOYUPOSKU UCNONb3YEMCs. KOHMPOTbHbLIL 00pasey, KOMOopblil 20MOoeAm U3 20CyOapCcmeeHH020 CMaHOapmHo20
oopasya (I'CO) cocmasa 600Ho20 pacmeopa ocham-uonos. [laree neobxo0umo noocomosums pabouue npobsvl pacmeopos
B00HO-MACNAHOU IMYyAbcuu. 3amem NPo6OOAM UsMepeHus Maccosoll KoHyeHmpayuu gocgopa 8 anaiusupyemou npooe Ha
ONMUKO-IMUCCUOHHOM CHeKmpomempe ¢ UHOYKmugHo-ceasannou naazmou Ultima Expert (HORIBA, @panyus).

Iokazamenu mouyHOCMU, PACUUPEHHASA HEONPEDETeHHOCMb Pe3YIbMAmos UsMepeHull Ol Memooa paccuumansl 8 coom-
eemcmeuu ¢ CTE HCO 5725-2.

Kniouesvte cnosa. Omynvcus, gocop, maccosas Konyenmpayus, 6o10YeHUe NPOBONOKU, Gochampl, OKCUObL, ONMUKO-
OMUCCUOHHDBLI CREKMPOMEMp, UHOYKMUBHO-CEA3AHHAS NIA3MA, UHMEHCUBHOCHb CReKMPATbHOU JUHUL, ONUHA
60/IHbL, NPEOel Yy8CMEUMENbHOCIU, MOHOXPOMAMOP, AP2oH, 2padyuposKd, NPeyu3uoHHOCMyb, NOBMOPAEMOCHb,
680CNPOU3BOOUMOCTTID.
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OPTICAL-EMISSION SPECTROMETRY METHOD WITH INDUCTIVELY
COUPLED PLASMA FOR DETERMINING THE MASS CONCENTRATION
OF PHOSPHORUS IN AN OIL-WATER EMULSION

N.A. ZMEEVA, O. Yu. VINOKUROVA, OJSC “BSW — Management Company of the Holding “BMC”, Zhlobin
City, Gomel Region, Belarus, 37, Promyshlennaya str. E-mail: nhim.plus@bmz.gomel.by. Tel. (+3752334) 54343

A method for determining the mass concentration of phosphorus in a water-oil emulsion used for wire drawing by inductively
coupled plasma optical emission spectrometry has been developed. Phosphorus enters the emulsion after etching the wire in
a solution of orthophosphoric acid, which removes oxides that have appeared in the process of forming brass. It is one of the
determined indicators that additionally characterizes the state of the emulsion during operation.

This creates an insoluble phosphate film. The resulting phosphate film layer should not be too thick, as it has a negative effect
on further processing (an additional factor of contamination of the emulsion on thin drawing).

The most promising method for determining harmful impurities in an emulsion, including phosphorus, is optical emission
spectrometry with inductively coupled plasma. The method is based on the sputtering of the analyzed sample in an argon plasma
excited by a high-frequency electromagnetic field. To determine the mass concentration of phosphorus, it is necessary to perform
calibration of the inductively coupled plasma spectrometer. To check the correctness of the calibration, a control sample is used,
which is prepared from the state standard sample (SSS) of the composition of an aqueous solution of phosphate ions. Next, it is
necessary to prepare working samples of solutions of water-oil emulsion.

Then, the mass concentration of phosphorus in the analyzed sample is measured using an inductively coupled plasma optical
emission spectrometer Ultima Expert (HORIBA, France).
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Accuracy indicators, extended uncertainty of measurement results for the method are calculated in accordance with STB ISO
5725-2.

Keywords. Emulsion, phosphorus, mass concentration, wire drawing, phosphates, oxides, optical emission spectrometer, inductively
coupled plasma, spectral line intensity, wavelength, sensitivity limit, monochromator, argon, calibration, precision, re-
peatability, reproducibility.

For citation. Zmeeva N. A., Vinokurova O. Yu. Optical-emission spectrometry method with inductively coupled plasma for determi-
ning the mass concentration of phosphorus in an oil-water emulsion. Foundry production and metallurgy, 2021, no. 2,
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BonHo-macnsiHas sMynbcHs, TpUMEHseMasi JJsl BOJIOUCHHS, [TPOXOIUT KOHTPOJIb MapaMeTpOB B COOTBET-
CTBHH C TPeOOBaHUSIMHU, MPEIbSIBISIEMBIMA K paboueMy pacTBOPY BOTHO-MACISHOW amyibcuu [1]. Oqaum u3
OTIpe/eNsieMbIX MOoKa3aTelNell sSBIseTcst MaccoBasi KOHIEHTpauus pocdopa, KOTOPbIH TOMOTHUTEIEHO XapaKTe-
PpHU3YET COCTOSIHUE AMYJIBCHU B MIEPHOJ] SKCILTyaTallH.

®ocdop monazaet B IMYIBCUIO TIOCIE TPABICHUS IIPOBOJIOKK B pacTBOpe OpTOPOCHOPHOH KUCIOTHI, KOTOpast
yaJIsieT OKCH/IBI, OSIBUBIIMECS B IIpoLiecce 00pa3zoBanHus TaTyHu. [locie moiHoTro ynaneHust OKCUI0B [IMHKA H MEIN
C TIOBEPXHOCTH JIATYHH B BaHHE UJIeT 00pa30BaHUE IUICHKH HEPACTBOPUMBIX (oc(aToB Ha MOBEPXHOCTH IPOBOJIIOKU
[2]. Cnoit mnenku docdaroB He 1OMKEH OBITH M3JIMIIHE TOJCTHIM, TaK KaK OH HETaTHBHO CKa3bIBACTCS MPHU Jalb-
Hel1el nepepaboTKe MPOBOJIOKH (JOTOTHUTENBHBINA (aKTop 3arpsa3HEHUs IMYIILCUH Ha TOHKOM BOJIOUCHHH).

[Momumo npoyero, Gpochopcoaepkamine KOMIOHEHTHI BXOAST B COCTaB CaMOW BOAHO-MACIISTHON AMYJIbCHH,
YTO SIBJISIETCS IOMIOJTHUTEIILHBIM (PaKTOPOM MPHUCYTCTBUS pocdopa B dIMyIIbCHH.

Lenp HacTosAIICH pabOTHI — ONPE/ICIICHUE MacCOBOM KOHIICHTpamu Gochopa B BOIHO-MACIISIHOM PacTBOPE
OMYIIBCHH.

Haunbonee mepcrnekTUBHBIM METOJOM OMNpeeNieHHs BPEAHBIX MPHUMECE B BOIHO-MACISIHOM 3MYJIbCHH,
B TOM uuciie (ocdopa, sBISETCS ONTHKO-OIMHCCHOHHASI CIIEKTPOMETPUSI C WHIYKTHBHO-CBSI3aHHOW TIA3MOK
(UCTI) [3]. K npeumymectsam UCIT oTHOCATCS BBICOKAS KOHIIEHTPALIHs 2IEKTPOHOB mopsijka 10'° ecm™, a Tak-
e BbIcoKas Temneparypa (6onee 600 K), 4To mo3BonsieT MpakTHYECKH MOJTHOCTHIO aTOMU3UPOBATH JIOOBIC
aHaJu3upyeMble BemmecTna [4].

MeTo1 OCHOBaH Ha pacIbUICHUH aHAJIM3UPYEMOi MPoOBI B aprOHOBOI IJ1a3Me, BO30YkIaeMO BHICOKOYACTOT-
HBIM DJICKTPOMAarHUTHBIM TIoJieM. [Ipy 3TOM POMCXOIUT BO3OYKICHUE BXOAAINX B COCTAB MPOOBI aTOMOB XHMHU-
YECKHX JIEMEHTOB. DMUCCHOHHBIN CIIEKTP aHAIM3UPYEeMOi poObl cHUMaeTcs B quanasoHe ot 120 go 800 M [5].
VHTEHCHBHOCTD CHIEKTPAILHOM JIMHUK Ha JJTMHE BOJIHBI 213,618 HM B MOITy4€HHOM 3MHUCCHOHHOM CIIEKTPE aHaJU-
3UpyeMOH MPOOBI IPSMO MPOIOPIHOHATBHA KOHIICHTpAIMK aTOMOB (ocdopa B aHAIU3UPyEeMOH 1Tpoode.

Ha ocHOBaHMM TIOCTPOESHHOM AMITUPHUUYESCKON 3aBUCUMOCTH HHTCHCUBHOCTH CIICKTpalibHOM JinHuu [S] hocdopa
Ha JyiuHe BoyiHbI 213,618 HM OT KOHIIeHTpaluu Gochopa paccuuThiBacTCsl KOHIEHTpalws pocdopa B aHaIu3upye-
Mo mpobe. OnpelelieHue MacCoBOl KOHIIEHTpaIuu Gochopa B BOIHO-MACIISTHON SIMYJIbCHU COCTOUT U3 TIOTOTOB-
KU K BBIIIOJHEHUIO U3MEPEHUI U MOPS/IKA BBIIOJHEHUS U3MepeHnid. /I onpeeneHus MacCOBOM KOHLIEHTPALUK
(docdopa HeOOXOTMMO BBITIOJIHUTE TPAAYUPOBKY [5] CIEKTpOMETpa ¢ MHAYKTUBHO-CBS3aHHOM ILJIA3MOM, UCTIONB3YS
IpajlyMpOBOYHBIE PACTBOPHI ¢ MACCOBOI KoHIeHTpanueii pocdopa 1,0; 3,0; 5,0; 10,0 mr/am>. Jlns sToro B3Bemu-
BatoT HaBecKy 4,3930 1 kanus GocHOpHOKHCIOro 0JJHO3aMEIEHHOT0, KOTMIECTBEHHO TIEPEHOCST B MEPHYIO KOJIOY
BMecTuMocThio 1000 cv?, PaCTBOPSIIOT HABECKY, OBOAAT 00BEM PAcTBOpa IO METKU JTUCTUIUIMPOBAHHOMN BOJOM,
TIATENEHO HePEMENINBAIOT. [10TyuatoT MaTpUUHEIA PacTBOp ¢ KoHLEHTparuel pocdopa 1000 mr/am. U3 Hero
TOTOBST I'PAJlyMPOBOYHBIC PACTBOPBI C COOTBETCTBYOIICH KOHIIEHTpaluen gocdopa (puc. 1).

Jiist mpoBepKH MPaBUIBHOCTH TPalyMPOBKH HCIIONB3yeTCsl 00pas3en KOHTPOIsl, KOTOpbIit rotosst u3 ['CO
cOCTaBa BOJHOIO pacTBopa (ochar-MoHOB ¢ MaccoBoil koHueHTpanueit Gocdar-uonos 1,0 r/am’. Orbuparor
5 cm® pacTBOpa, MepPeHOCAT KOMMUECTBEHHO B MEPHYIO KOOy BMECTMMOCTEIO 50 cM?, 00beM 0BOJAT 110 METKH
JUCTHJIMPOBAHHON BOJIOH, HepeMeNINBAIOT. 3 MOTy4eHHOro pacTBOpa OTOMpAlOT anukBoTy 10 cM? B konby Ha
100 cMm?, Taroke JOBOMST 10 METKH JTUCTWLTUPOBAHHON BOAOW M TIIATEIHHO MepeMeninBaioT. OmopHoe 3Have-
HUE MaccoBoil kKoHueHTpanuu Gochopa B IOITydEHHOM 00pasiie KOHTPOIsS COOTBETCTBYET 3,28 Mr/mam>.

Heo0xomumo monroroButs paboure mpoObl pacTBOPOB BOAHO-MACISTHON 3MYnbCuH. J{Jisl 9TOro orouparot
nunetkoit 1,0 cM® aHanM3MpyeMoro pacTBopa, MEPEHOCAT KOIUYECTBEHHO B MEPHYIO KOJIOY BMECTHMOCTBIO
250 cM?, noBoxAT 06BEM pacTBopa 0 METKH IUCTUUIMPOBAHHON BOIOH, TIIATEIHHO IEPEMEIINBAIOT.

3aTeM MPOBOJAT M3MEPEHHUSI MAacCOBOM KOHIEHTpauuu (ocdopa B aHaIM3UpPyeMOH Mpobe Ha OINTHKO-
9MHCCHOHHOM CIIEKTPOMETPE C MHIYKTUBHO-CBsI3aHHOM tutasmoii Ultima Expert (HORIBA, ®pannms).

Crnextpometp Ultima Expert xapaktepusyercs OOJBIINM KOJHUYECTBOM aHAJMTUYECKUX TOKa3aTeseu:
TOYHOCTb, MOBTOPSIEMOCTb, BOCIPOHM3BOANMOCTB, CEIEKTUBHOCTb, UyBCTBUTEIBHOCTh W TMpEIHA3HAYEH IS
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Puc. 1. I'paduk rpagyupoBku

HU3MEPCHUA MacCcoOBOM KOHLCHTpAIUNU XUMHUYCCKUX IJIEMCHTOB IIPU aHaJIM3€ )I(I/I]Z[KOCTGfI C BBICOKOM CTCIICHBIO
YYBCTBHUTEIBHOCTH B YCIOBUSX PEAILHOTO MTPOU3BOACTBEHHOTO mpoliecca. Monoxpomarop Ultima Expert uc-

MoJIb3yeT onTudeckyr cxemy UepHu-TepHepa ¢ GOKyCHBIM paccTosHueM MoHOXpomaropa 1 M [6], ¢ nByms
TUQpaKHOHHBIME perieTkamu (puc. 2).

Exit slit

Grating

Entrance slit

Puc. 2. Ontuueckas cxema

MoHoxpomaTop BKIIIOYAET B ce0s PEryInpyeMyI0 BXOAHYIO ILIelb, ABa BOTHYTHIX 3epkaia M1 u M2, miiockyio
PpELIETKY, BPAIIAIOLIYIOCS Ha CBOCH OCH, PETYIHPYEMYIO BBIXOJHYIO ILEIb, 1Ba (POTOIIEKTPOHHBIX YMHOKHTEIIS.
JudpaknuonHas pelieTka W3roToBJICHa U3 CTEKISTHHOM MOIOXKKH, MOKPBITOH CBETOUYBCTBUTEIBHON IJICHKOM,
Ha KOTOPYIO royiorpadguueckum crnocodbom HaHeceHo Oobloe koiaudecTBo auHuid (ot 1800 no 4320 nuHuii/Mm).

TounocTs mpubOOpa OLEHUBAETCS PAa3HOCTHIO MEXIY CpPEIHHM H3MEPEHHBIM 3Ha4eHHEM M (akTHue-
CKMM 3HAYCHHWEM KOHLEHTpAalMW dJeMeHTa. [JlaBHBIM 00pa3oM OHa 3aBUCHT OT KaJMOPOBOYHOW KPHBOKH
Y IPOOOIIOATOTOBKH.

[Ipenen 4yBCTBUTEIBHOCTH BhIpakaeTcst OPMYIIOH, B pacdeTe KOTOPOH y4acTBYIOT CPEJHEKBAIPATHIECKOE
OTKJIOHEHHE OTHOCHUTEIILHO XOJIOCTOW MpoObI U ()OHOBAsI SKBUBAJICHTHAsI KOHLEHTpauus. Pacyer ocymecTsis-
€TCsl aBTOMaTHYECKH B MPOTrpaMMe ONTHUKO-DMUCCHOHHOTO CIIEKTPOMETPA ¢ MHIYKTUBHO-CBS3aHHOW IIa3MOMN
Ultima Expert.

MaccoByio KoHIEHTpaluio Gpocdopa X, Mr/am?, B BOJHO-MACIIAHON 3MyIbCUU BEIYMCIISIOT O (GopMmyIe:

X=4"-250, (1)
rie A — moKa3aHus CIEKTPOMETpa Mo MACCOBOi KoHIeHTpanuu Gocdopa, mr/am’;

250 — ko3 puLMeHT nepecueTa, yUUTHIBAIONIUI pa30aBiIeHUE MPOOBI.

Jlns mepecdera MaccoBoi KoHIeHTparuu Gochopa B MACCOBYIO KOHLIEHTpanHio hocdar-unoB X;, Mr/am’,
pUMeHsieTcs opmyIia:

X, =X 3,06, )

rae 3,06 — koadduureHT nepecyera ¢ MacCOBOM KOHIEHTpauuu ¢gochopa Ha MACCOBYIO KOHLIEHTPALHIO
docdar-nonos, mr/am>.
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[MToka3zares TOYHOCTH, PACIIMPEHHAs HEOTIPEICICHHOCTh PE3y/IbTaTOB U3MEpeHuil [7] Ui MeTo/ia paccuu-

tanbl B coorBeTcTBUM ¢ CTh UCO 5725-2 «TouHOCTh (MPaBUIBLHOCTH U MPEIM3NOHHOCTH) METOJIOB U PE3yhb-

TaToB n3MepeHnid. Yacth 2. OCHOBHOI METOJ ONpe/eTIeHHs TOBTOPSIEMOCTH M BOCTIPOU3BOAMMOCTH CTaHIapT-

omuIe.

HOT'O METO/1a U3MEPEHUI» IIPUBEJCHBI B T

pacliupeHHasi HEOIPEACJTCHHOCTH

(hocpopa B aMyabcun

npeaejabl MIOBTOPAEMOCTH U BOCIIPOU3BOIUMOCTH,

Iloka3aTenn NPeuUu3nOHHOCTH,

pe3yibTaToB HSMepeHl/Iﬁ MaCCOBOM KOHUIECHTPaluu
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Omnpenenenne ¢pocdopa B SMYIbCHHA MPOBOANIN HA BOCBMH dMYJIBCHOHHBIX CTAHIHAX C MEPHOANIHOCTHIO
OJIH pa3 B HENENI0 B Te4eHne rofa. OMBITHBIM ITyTeM OBIJIO yCTaHOBIIEHO, YTO C YBEIIMYSHUEM CPOKa dKCITTya-

TaIU# dYMYILCUU KOTUIecTBO Pocdopa B BogHO-MacstHOM pactBope ymMenbmaercs [[[OCT 18309-2014. Bona.

Mertomst onpenenennst pocopcomepkanux Bemects. M.: Mexroc. CoBeT 1o CTaHAapTU3AINH, METPOJIOTHH U

ceprudukanuu, 2016].

Konnenpamust pocdopa B sMmynbcun Ha ocHOBe KoHIeHTpara Multidraw VSV 77R u Multidraw STC 05

MIpUBEICHA Ha puc. 3, 4.
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Puc. 3. Konnenrpanus gocdopa B sMyJIbCHH Ha OCHOBe KoHIleHTpaTa Multidraw VSV 77R
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Puc. 4. Konnenrpanus ¢gocdopa B sMmynscuu Ha ocHoBe KoHIleHTpara Multidraw STC 05
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BriBOaBI

Meron onpenenenus Gpochopa Ha ONTHKO-IMUCCHOHHOM CIIEKTPOMETPE C HHIAYKTHBHO-CBSI3aHHOH I11a3MOM
He TpeOyeT ATUTEIbHOW MpOoOOMOAroTOBKH, YTO JaeT BO3MOXKHOCTh YMEHBIIUTH BPEMSI BBLIaUW PE3yJIbTATOB.
Meroauka anpoOrpoBaHa Ha 00pa3lax BOIHO-MACISIHOM AIMYJIbCHU M PEKOMEHIYETCs ISl ONIPEICIICHUs COIep-
xaHus pocdopa, KOTOPBII XapaKTepHU3yeT COCTOSHUE SMYIIbCUH B IEPUOJT IKCILTYaTaI1H.
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