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OMNPEQOENEHVE MACCOBOI [OJSIN OKCUO0B KANNA N HATPUA

B

MbINMN ®UNbLTPOB 3JIEKTPOCTANEMABUSIbHbBIX MEYENA

METOOOM ATOMHO-3MWCCWOHHOWN CMEKTPOMETPUA

C

NHOYKTBHO-CBA3AHHOW MJIA3MOW

B.A. MAKAPOB, T. K. CABOCTEEHKO, OAO «bM3 — ynpasnsrowas komnanus xonounea « BMKy,
2. ’Knobun, I'omenvcras oonacmo, benapyco, yu. [lpomviunennas, 37. E-mail: himp.czl@gomel by

Paspabomana memoouxa evinonnenus usmeperHus Maccogoll 0oau OKCUO08 KAUs U HAMPUs 8 Nl GUILIMPOE dIeKMPO-
CMANeNnIa8UIbHBIX Neyell MemoooM AmoMHO-IMUCCUOHHOU CHeKMPOMempUuy ¢ UHOYKmMugHo-ceazantou niazmou (AC-UCII).
Hccnedosanvl 603MOACHOCTIU AMOMHO-IMUCCUOHHBIX cnekmpomempog cepuu iCAP Ons onpedenenus kaaus u Hampus 6 noliu
Gunempos snekmpocmaneniaguibHblx nevel.

IIpeonosicen cnocod nepesoda okcud08 Kauus u Hampus 8 pacmeop. Kanubpoexa cnekmpomempa npogoounacs no 600HbIM
pacmeopam ¢ u3eecmHoll KOHyeHmpayuell Kaius u Hampus. /s npueomogieHus epadyuposoyHulx pacmeopos UcCnonb308a1Uch
Xumuuecku yucmeole conu kauus u nampus. Ilooobpanvl anarumuyeckue IunUY KAIUA U HAMPUs, C860000HbIE OM CHEKMPATbHBIX
HATI0CEHUIL.

Tonyuena xopowas xoppeasiyus epadyuposounvix epaguxos. Paspabomannas memoouxa npumensemcs 01 onpeoeneHusl
Maccootl 001U OKCUO08 KAIUA U HAMPUSL 8 NBLIU QUTLMPOS DNeKMPOCMAleniaguibHelx nevell. Ilposedena sanuoayus Memoouxu.
Tloemopsemocme pe3yibmamos conocmasiena ¢ NOKA3amenaMu n08MopaeMocmuy cmanoapmu3osannol memoouxy. Cnexmpome-
mpot cepuu iCAP mozym 6v1mb uchob308anvl npu onpeoeieHul Maccogoll 00U OKCUO08 KANUs U HAMpPUs 8 NbLIU 2A3004UCHIKU.

Knroueevie cnosa. Amomno-sMucCUOHHAS CReKMpoMempus ¢ UHOYKMUBHO-CEA3AHHOU NAA3MOU, NbLIb PUILIMPOS ANEeKMPOcmaie-
NAABUNLHBIX Nedell, OKCUObL KATUSL U HAMPUs.

Jna yumuposanusn. Makapos, B.A. Onpedenenue maccogoii 00au OKCUOO8 KAAUsL U HAMPUs 8 NbUIU QUILIMPOS INEKMPOCma-
NeNNABUNILHBIX Nedeti MemoooM amOMHO-DMUCCUOHHOU CHEKMPOMEmpUu ¢ UHOYKIMUBHO-CEA3AHHOU  NAA3-
mou / B.A. Makapos, T. K. Casocmeenko // Jlumve u memannypeus. 2020. Ne 3. C. 62-66. https://doi.org/
10.21122/1683-6065-2020-3-62-66.

DETERMINATION OF THE MASS FRACTION OF POTASSIUM AND SODIUM
OXIDES IN THE DUST OF ELECTRIC FURNACE FILTERS BY ATOMIC
EMISSION SPECTROMETRY WITH INDUCTIVELY COUPLED PLASMA

V.A. MAKAROV, T. K. SAVOSTEENKO, OJSC «BSW — Management Company of the Holding «BMCy, Zhlobin
City, Gomel region, Belarus, 37, Promyshlennaya str. E-mail: himp.czl@gomel.by

A method of measuring the mass fraction of potassium and sodium oxides in the dust filters of electric arc furnaces by atomic
emission spectrometry with the inductively coupled plasma (AES-ICP) was developed. Possibilities of atomic emission
spectrometers of iICAP series for determination of potassium and sodium in dust of filters of electric arc furnaces are investigated.

A method for converting potassium and sodium oxides into solution is proposed. Calibration of the spectrometer was carried
out on aqueous solutions with a known concentration of potassium and sodium. For the preparation of calibration solutions,
chemically pure potassium and sodium salts were used. Analytical lines of potassium and sodium free from spectral overlays are
selected.

A good correlation of calibration graphs is obtained. The developed technique is used to determine the mass fraction of
potassium and sodium oxides in the dust filters of electric furnaces. Validation of the methodology was carried out. The
repeatability of the results was compared with the repeatability of the standardized methodology. iCAP series spectrometers can
be used to determine the mass of potassium and sodium oxides in gas cleaning dust.

Keywords. Atomic emission spectrometry with the inductively coupled plasma, dust filters steel arc furnaces, potassium and sodium
oxides.

For citation. Makarov V. A., Savosteenko T. K. Determination of the mass fraction of potassium and sodium oxides in the dust
of electric furnace filters by atomic emission spectrometry with inductively coupled plasma. Foundry production and
metallurgy, 2020, no. 3, pp. 62-66. https.//doi.org/10.21122/1683-6065-2020-3-62-66.
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CoenuHeHUSs MIEIOYHBIX METAIIJIOB SBJISIIOTCS PACIIPOCTPAHEHHOM MPUMECHIO B CHIPHEBBIX MaTepuaiax s
MIPOU3BOJICTBA IIEMEHTA. B CBS3M C BBICOKOM JIETYYECTHIO OHU BO3TOHSIOTCS B BBHICOKOTEMIICPATYpPHON M KOH-
JICHCUPYIOTCS B XOJIOJIHOW YaCTH MEUHOW CHCTEMbI M, MHOTOKPATHO IUPKYJIUPYs, HAKAILIMBAIOTCS B 00XKUTae-
MOM Marepuasie. MlHOra KOHIIEHTpaIus MIeI0ueconepKalux MpUMeceil B MaTepruanax MmeqyHOl CUCTEMBI MO-
KeT pocturarh 5—13 % u, cienoBarTenbHO, MPEBOCXOAUTH CYMMapHOE COfIep:KaHue OCHOBHBIX OKCHAOB Al,0;
u Fe,03, oka3pIBas 3HAYUTENbHOE BIUSHIE HAa TEXHOJMOTHYeckHe npouecchl. C OHOM CTOPOHBI, OHU SBIAIOTCA
MUHEPaIU3aTOpaMH, YCKOPsisl HU3KOTEMIIEPaTyPHbIE MPOLIECChl KIIMHKEPOOOpa30BaHus, a C IPyroi — UHr1uOu-
TOpaMH BBICOKOTEMITEPATyPHBIX MPOIICCCOB, 3aTPyAHssI CHHTE3 anuTa. CoeqMHEHHS MEeTOYHBIX METAJUIOB MIPH-
BOJIAIT K 3HAYMTEIILHBIM HAPYIICHUSM IIpoLiecca 00XKKra KIIMHKEPa, BbI3bIBas 00pa30BaHKE HAPOCTOB U HACTHI-
JIeH B MEMHBIX U UKIOHHBIX TEIUIOOOMEHHHUKAX, KOJICIl B PA3IMYHBIX YYaCTKaX BPAIAIOIMICHCS MeYH, U3MCHSSI
(bpaKIMOHHBIN COCTAB M AKTUBHOCTH KiIMHKepa [1]. YTOOBI HCKITIOUNTh HAKOIUICHHUE IIEI0UCCOIEPIKAIINX TPH-
Mecell B KIMHKEpe, HEOOXOIMMO HCIIONIb30BATh CHIPHEBBIC MATEPHANBI C COACPKAaHUEM OKCHIOB Kalus U Ha-
Tpus He BhIe 1 %.

B mporiecce BBITIIIABKU CTald B DJIEKTPUUYCCKUX TYTOBBIX MEUax B TA300YMCTHBIX YCTAHOBKAX HAKAILIH-
BaETCsl OTXOJl MPOU3BOJICTBA — MBUIb Ta3009UCTHEIX ycTaHOBOK (I'Y). B mocnennee BpeMs MOSIBUIUCH pas-
pabOTKH, KOTOPBIC MO3BOJISIOT UCIIONB30BaTh MbUIb 'Y B MPOU3BOACTBE IleMeHTa. VICIob30BaHKUE MIJIAKO-
00pasyronmx cMecell MPHU BhITUIABKE OMPE/ICIICHHBIX MapOK CTAJIA, B COCTAB KOTOPBIX BXOJSAT OKCHIbI KaJIHsI
Y HATpUs, IPUBOIUT K TOMY, YTO UX YaCTh C BO3AYIIHBIM MOTOKOM MOMAJACT B Ta300YHUCTHYIO yCTAHOBKY
U cMeluBaeTces ¢ nbuibio 1'Y. B pesynbprare KOHLUEHTpalus WETOUYHBIX OKCUI0B B MbUIM 'Y MOXKET J10CTH-
rarb 2-5%.

B cBsi3u ¢ 3TMM TIepen uCIoiib30BaHueM Mbud ['Y B IIEMEHTHOM MPOU3BOICTBE HEOOXOAMMO UMETh CBEJIe-
HUS O COJEP’KaHUU B HEH OKCHJIOB Kalus U HATpusi. B HacTosimee BpeMs OTCYTCTBYIOT METOJUKH BBHITIOTHCHHUSI
M3MEPEHUN OKCUJIOB KaJIMSI M HATPUs B KEJIE30COAEPKALIMX OTXO0JIaX, K KOTOPbIM OTHOCUTCA nbuib ['Y. Hau-
Oomnee MPUMEHUMBIMH JUTSI PEIICHUS JAHHOW 3a7a4d SBISIOTCS MeTonwl, m3noxeHHsie B [OCT 23581.10-79
«Pynpl xKene3Hble, KOHLIEHTpaThl U aryioMeparbl. MeTosbl ONpeaeieHuss OKCUI0B Kalnusl U HaTpus». JlaHHbIN
JIOKYMEHT yCTaHABJIMBACT IIAMCHHO-(OTOMETPUYCCKUN U aTOMHO-a0COPOLIMOHHBIN METOJIbI BBITIOJIHCHHUS 13-
MEpPEHHUH OKCHOB Kajusl U Harpusi. OpHako pabouuii [uarna3oH METOIMK orpanndeH 2 %, Torna kak B i ['Y
MaccoBast JOJISI OKCUIOB KaJIHsS M HATPHUSI MOXKET TOCTUTATH 5 Y%.

W3 cka3aHHOTO BBIIIE OYEBHIHA MOTPEOHOCTH B pa3padOTKe METOJUKH, CIIOCOOHON 00ecIeunTh MpoBee-
HHUE M3MEPEHHUS] MAacCOBOH J0JIM OKCUIOB KajHs M HAaTpus B MbUTH 1Y, KoTOpas OyAeT MpOoCToil B BBIMOTHEHUT
U TpeOyIoleil MUHUMAaIbHOE KOJTHMYECTBO MAaTEPHAIBHBIX 3aTpar. Hanbosee mepCreKTUBHBIM B TAHHOM CITY-
gae sBisercsa meton ADC-UCII, mo3Bomstomuil 00eCeunTh OTCYTCTBHE MEXKIICMEHTHBIX BIUSHUHN; JTUHCH-
HOCTb I'pa(h)uKOB B OOJIBIIIOM UHTEPBAJIC KOHIICHTPALIMH; MUHUMAIbHOE KOJIMYESCTBO 3aTPauuBaEMbIX PEAKTHBOB
U MaTepuajoB.

Pazpaborky metonuku nposommin Ha UCII-ciekrpomerpax iCAP 6300 Radial u iCAP 7400 Radial ¢ nipo-
rpaMMHbIM oOecrieueHueM «iTevay. [l mpoBeieHs] U3MEPCHHS TPUMEHSIIM aTOMHbIC JIMHUK KaJIusl U HATPUs,
MCIOJIb3yEMbIC B aTOMHO-a0COPOIIMOHHOM METOJIE, COOTBETCTBEHHO ISl ONPEICIICHUS KaJIMsl MCIIOJIb30BaJIH
nuHuio 766,490 uM, st Hatpus — 589,592 um ('OCT 23581.10-79).

W3mepenust MpOBOAMIIH MIPH CICAYIOMNX TapaMeTpax CIeKTPOMETpa:

HaOJII0IEHHE TUIA3MBbl paauambHOe
pacxof motoka pacnbuienus, 1/MmuH 0,55
MOIITHOCTH Tj1a3Mbl, BT 1150

BriOpaHHbIe aTOMHBIC JIMHUKM XOPOIIIO MCCIISIOBaHbl U XapaKTePU3YIOTCsS HAUMEHBIIUM BIIMSHUEM OT CO-
CEHUX aTOMHBIX JIMHUM, HO OHU WCIIOJIB30BAJUCH MPHU MPOBEICHUN U3MEPECHUN B MaTeprajax ¢ IPUMECHBIMU
CONIEP KAHMSIMU KaJIbITHs, KpeMHUS U [HKa. B meutu ['Y ux comeprkanue MoxkeT coctaBisath 30 % u BeIIIe, mo-
3TOMY JIONIOJIHHUTEIBHO MMPOBOIMIM UCCICIOBAHUE MEKIIEMEHTHOTO BIIMSIHUAS Ha BHIOPAHHBIC aTOMHBIC JINHUU
KaJIMsl ¥ HaTpHsl yTeM u3MepeHus pactBopa nbun I'Y. Uccnenys ¢parMeHTsl MOMHBIX CIEKTpoB (puc. 1, 2),
C/IeJIalii BBIBOJ 00 OTCYTCTBUHM MEXKAIEMEHTHOTO BIHSIHUSI.

Jst IpUroTOBICHUS I'PalyHPOBOYHBIX PACTBOPOB HCIIOIL30BAIM XJIOPHJI KaJIMsl U HATPHUs C KBaJIU(H-
KalUueH «X4.

JIMHEWHOCTh IPalyMPOBOYHBIX I'PaUKOB Kajus M HATPUs ObUIA JIOKAa3aHA MyTEeM MOCTPOCHUS IPadydupo-
BOYHOMW 3aBHCHMOCTH I10 IISITH TPAYyUPOBOUHBIM pacTBOpam. [ paaynpoBouHbIl rpaduK moka3an NpueMiIeMyro
KOppeJIsIHio, KoTopast coctaBuia oosee 0,999, B KOHEUHOM PE3yJIbTaTe KOJIMYECTBO IPalyMPOBOYHBIX PacTBO-
POB COKpaTHIIM JI0 TPEX.
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YucTait curan: 32218.45

Puc.1. ®parment noxHoro crnekrpa ajs auauu K 766,490

M flogmaccu NaZO - Na 589,592 {57}
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Puc. 2. ®parment noxHoro criektpa 11 nuHuu Na 589,592

MaccoByto JIOJI0 OKCHJIOB KaJHs U HATPUSl B TPAJyUPOBOYHBIX PacTBOpPaX PacCUUTHIBAIM IO (Gopmyliam,
npuBeleHHBIM B Tabm. 1. [y mepecdera kanusi U HATPHUS B UX OKCHJIBI MCIIONIL30BANIM CTEXHOMETPUICCKHE
KOS PUINEHTEI.

TabGnuua 1. ®opMyJibl /ISl pacdeTa MacCOBbIX /I0J1eii OKCH/I0B KAJIHsl M HATPHUSA B IPalyMPOBOYHBIX PacTBOPax

PactBop Ne 1 PactBop Ne 2 PactBop Ne 3

MaccoBasi 107151 OKCHIOB Kanust (HaTpus), % 0,8 m 1.2M
[Ipumeuanue: m, M — COOTBETCTBEHHO MUHHMYM ¥ MAaKCUMYM H3MEPUTEIHHOTO JAUAa30Ha OKCUIa Kaust (HaTpust),%.

I'panyupoBounsie rpaduku (puc. 3, 4) OKa3and XOpOILIyI0 KOPPEJSIUI0, KoTopas coctaBuia 6onee 0,999,
YTO SABJISICTCSA ITOKA3aTCJIEM IIPAaBUJIBHOCTHU I'PalyHUPOBKH CIICKTpOMETPA.
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Puc. 4. I'panynpoBouHbIii rpaduk Al TUHUT HATPUS

Jis mepeBofia OKCHIIOB KaJlMsl M HaTPUS B PacTBOP HaBecKy mpoOs! mbutn ['Y maccoit 0,5 T o6pabarsiBamn
IIPY HarpeBaHUM W MMOCTOSHHOM TepeMeIINBaHNU BOJAOW B TedeHHe 15 MUH. 3aTeM IMOIyYeHHYIO CyCIICH3HIO
IEpPEBOIMIN B MEPHYIO Konby BMecTUMOcThio 100 cM?. Tlomyuennsrii pactBop oTdunsrpossiBamy. [Ipenen ko-
JMYECTBEHHOTO OOHAPYKEHHU: TIPH MPUHSTOHN cxeme pactBopeHus cocrasui 0,01 %.

[TokazaTenu TOYHOCTH W TIPABHJILHOCTH METOJa OBUIM TONYYEHBI M3 SKCIEPHMEHTa, OPTaHW30BAHHOTO
U ofiBeprayToro ananuzy B coorBeTcTBum ¢ CTh MCO 5725-1 — CTBb UCO 5725-6-2002. B xauecTBe 06pa3ios
JUTSL DKCTIEPUMEHTA UCIIONB30BAIM 00pa3ibl MUt ['Y ¢ pa3iuyHBIM COJepKAaHUEM OKCHJIOB Kallusl M HaTpHS.
ITokazarenu TOYHOCTH W PACIINPECHHONW HEOTPEICIICHHOCTH pa3paboTaHHOW METOIUKH IMMPUBEICHBI B Ta0I. 2.
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Ta6numna 2. Iloka3aTean TOYHOCTH H PACIIHPEHHON HeONMpeIeTeHHOCTH

. Tnanason CranyapTHoe Tpenen CranpnapTHoe Tpenen Pacumpennas
Omnpenensemblit . OTKJIOHEHHE OTKJIOHEHHE HEOIIPE/ICTICHHOCTD PEe3yIIbTaTOB
HU3MEPEHUH, TIOBTOPSIEMOCTH BOCIIPOU3BOAUMOCTH o o
3IEMEHT % MOBTOPSIEMOCTU - % BOCIPOM3BOMMOCTH R % mmepenuit U, %,
Sr, % ’ Sg, %o ’ Juist ypoBHst oBepust 95 %
Kami 10T.0:570 1.0 0,023 0,07 0,023 0,07 0,05
aJTunu
Csoire 1,0 10 5,0 0,093 0,26 0,099 0,28 0,19
H . 01 0,5 10 1,0 0,022 0,06 0,022 0,06 0,04
aTrpuun
P Cepre 1,0 1o 5,0 0,092 0,26 0,092 0,26 0,19
BriBoabl

Takum 00pa3om, pa3paboTKa METOa U3MEPEHUsT OKCUI0B Kayus U HaTpus MetogoM ADC-HCII no3Bossier
MIPOBOAUTH UCIIBITAHUSI C MUHIMAJIBHBIM KOJTMIECTBOM PEAKTUBOB B TCUCHHE KOPOTKOTO MPOMEKYTKA BPEMECHH.
Hcronp30BaHHe CUHTETHYCCKUX I'PAAyHUPOBOYHBIX 00PA3IOB [103BOJISET MPOBOAUThH MCIIBITAHUS B JIFOOBIX H3-
MEPHUTEIIBHBIX JWAa3oHax. TOYHOCTh MOyIaeMbIX PE3yIhTaTOB COMOCTaBHUMA C TOYHOCTBHIO METOMOB, H3JIO-
skeHHBIX B [OCT 23581.10—79 «Pyms1 xene3Hbie, KOHIICHTPATHI U arsioMeparsl. MeToIbI OTIPEISICHISI OKCHUIIOB
Kallvsl U HATPUS.
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