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Abstract. X-ray fluorescence techniques is proposed for the determination of the main elements (Cr,
Fe, Si, Al, Mg), as well as Mn and Ti, in powder samples of chromium ores. The measurements were
carried out using wavelength-dispersive X-ray fluorescence spectrometer S 4 Pioneer (Bruker AXS).
Sample preparation included additional grinding of calibration and analyzed samples, which ensured a
powder particle size of less than 50 pm. Pellets were prepared for measurements by pressing powders on
a boric acid substrate. Additional grinding made it possible to reduce the influence of the granulometric
composition of powders on the error in determining the main useful components: chromium and iron.
The available in the software options of the spectrometer empirical Lucas-Tooth equation was used as
a calibration function. Deviations between X-ray fluorescence and chemical analysis (photometry or
atomic absorption spectrometry) results for four test samples were less than: 0.34 wt.% for Cr,O; (in the
range of 18-56 wt.%), 0.16 wt.% for Fe,0; (in the range of 1026 wt.%), 0.29 wt.% for Al,Os (in the range
of 5-20 wt.%), 0.013 wt.% for MnO (in the range of 0.1-0.2 wt.%), 0.03 wt.% for TiO, (in the range of
0.09—0.67 wt.%). For the MgO (in the range of 14-32 wt.%) and SiO,, (in the range of 2-22 wt.%), the

error can be more than 1 wt.% that exceeds the allowable error for quantitative determination.
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PentrenogiyopecueHTHOe onpeeieHne OCHOBHBIX 3J1eMEHTOB

XPOMOBBIX PYA B MIPECCOBAHHBIX IOPOIIKOBBIX npoﬁax

A.JI. ®unkeapmreitn®, B. K. Coruesa®,

B.M. Yyob6apos?, E. B. KaneBa?, B. A. Ilesuiunen®
“Uncmumym eeoxumuu um. A. Il. Bunoepaoosa CO PAH
Poccuiickas ®eoepayus, Upkymck

SUpkymcekuii 20cy0apcmeennvlii yHueepcument
Poccuiickas ®eoepayus, Upkymck

*Uncmumym 3emmuoiu kopvt CO PAH

Poccuiickas ®eoepayus, Upkymck

AnHoTanust. [TpenioxkeH crnocod peHTreHo(IIyOPECHEHTHOTO ONMPECIICHUS] OCHOBHBIX JICMEHTOB
(Cr, Fe, Si, Al, Mg), a Taksxe Mn u Ti B TOpOIIKOBBIX TPoOaxX XpOMOBBIX pyA. M3MepeHus mpoBoIuIn
Ha BOJHOBOJIMCIIEPCUOHHOM peHTreHodayopecueHTHOM criekTrpomerpe S 4 Pioneer (Bruker AXS).
[MoaroroBka mpo6 BKJIIOYAIa JOMOJHUTEIBHOS H3MEIBUCHUE IIOPOIIKOB KaTHOPOBOYHBIX 00pa3IoB
U aHAJU3UPYEMBIX MIPO0, KOTOPOE 00ecmeunBaIo pa3Mep 4acTHll mopoirka meHee 50 mxm. J{ist
W3MCPEHUS TOTOBHIN TA0JISTKH IIPECCOBAHUEM MOPOIIKOB Ha IMOJIOKKE U3 OOPHOW KUCIOTHI.
JlonmomHUTENbHOE U3METbYSHHE MO3BOIUIIO YMEHBIIUTH BIUSHUE TPAHYJIOMETPHUIECKOT'0 COCTaBa
MIOPOIIKOB Ha IMOTPEITHOCTH OIMPE/ICIICHNUS TIIaBHBIX ITOJIe3HBIX KOMITOHEHTORB: XpoMa | Jkele3a. B kauecTBe
KaJuOpOBOYHON (DYHKIIMHU HUCIIONB30BAIN IMITUPUYECKOe ypaBHeHue JIykaca-Tyca, HMErOmeecst B OIIIHSIX
MIporpaMMHOro obecrieueHus crieKTpomerpa. OTKIOHEHUS Pe3yIbTaTOB PEHTTEHO(ITyOpeCeHTHOTO
aHaJU3a OT PE3yJIFTATOB XUMUUYECKOr0 aHan3a ¢ HOTOMETPHUUCCKUM HIIH aTOMHO-a0COPOIHOHHBIM
OKOHYAHHUEM IS YeThIPEX KOHTPONBHEIX 1pob coctasminu MeHee: 0.34 % mac. s Cr,0; (B tuana3zone
18-56 % mac.), 0.16 % mac. muist Fe,O; (B nuanaszone 10—26 % mac.), 0.29 % mac. miis Al,O; (B auanaszone
5-20 % wmac.), 0.013 % mac. s MnO (B guamazone 0.1-0.2 % mac.), 0.03 % mac. qis TiO, (B auanazone
0.09-0.67 % mac.). lins MgO (B nuana3zone 14-32 % wmac.) u SiO, (B nuana3one 2—22 % Mac.) IorpemnHocTh
ompeneneHus MOKeT ObITh Oonee 1 % Mac., 9TO IPEeBHIMIACT JOMYCTUMYIO ISl KOJTHYSCTBEHHOTO

OTPEICIICHHSL.

KoroueBbie c/10Ba: peHTIeHO(IYOPECLEHTHBIH aHaIN3, XPOMOBBIE PYIbl, IPOOOIIOATOTOBKA.
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BBenenne

XpOMOBBIE PYIbI SBISIIOTCSI BAXKHBIM ChIPbEM ISl IPOU3BOJICTBA (heppOXpoMa, KOTOPBIH UCTIONb-
3yeTCsl B METAJUTY prUH TIPH IIPOU3BOCTBE HEPXKABEIOIINX CTaJIel, H3TOTOBJICHHUS OTHEYTIOPOB, & TAKXKE
B XMMHUYECKOH MPOMBIIIIEHHOCTH ISl IPOM3BOJCTBA PEaKTHBOB. OCHOBHBIMU ITOJIC3HBIMU KOMITOHEH-
TaMH XPOMOBBIX py/[ sBisitoTcst MuHepas XxpoMuT (FeCr,0,) u ero nsomopdHble MoanpHuKanny (4acto
npencrapiseMsie kak (Mg, Fe?")O(Cr, Al, Fe**),05). Kpome xpoMura B pyaax mpuCyTCTBYIOT pPa3ind-
HbIE CHUIMKATHBIE MUHEPAJIbI (OJIMBUH, XJIOPHUT, CEPIICHTHH, TUIArHOKJIA3 U Jp.). XPOMHUT OTHOCUTCS
K TPYIHOBCKPBIBAEMBIM B KUCIIOTAX KOMIIOHEHTAM, 3TO 00CTOSITEIbCTBO YCTAHABIMBACT CIICUPUKY
onpenenenus Cr, Fe n npyrux noponoo0pa3yomux 3J1eMEHTOB, TOCKOJIBKY OHH BXOJST KaK B XPOMHTBHI,
TaK ¥ B IPyTHE COCTABJISAIOIINE CHIINKAaTHBIE MUHEpaIbHbIe BUABL. Hapsaay ¢ MeTonamMu, OCHOBaHHBIMHU
Ha Pa3JIoKEHUH IIPOO B KUCIOTaX C TPaBUMETPHUYECKUM HIIN CIIEKTPO(HOTOMETPHIECKIM OKOHYAHHUEM,
JUISL OIIPEJIeSICHHSI OCHOBHBIX DJIEMEHTOB B XPOMOBBIX PyJIaX UCIOJIB3YIOT aTOMHO-2a0COPOILIMOHHY IO
CHEKTPOMETPHIO, AaTOMHO-IMUCCUOHHYIO CIIEKTPOMETPUIO C MHAYKTUBHO-CBA3aHHOM mi1azmoii [1-6],
a TaKke peHtreHodyopectenTHbii ananus (PDA) [7—13]. B pabore [3] npuBeaeHO CONOCTABICHUE
TUTPUMETPHUECKOT0, CIIEKTPO(POTOMETPUIECKOTO U aTOMHO-a0COPOIIMOHHOTO METOA OIIPEICIICHHS
Cr,05 B 00pasmnax xpoMoBbIX pya. [lorpenrHocTs onpeneneHus B quana3one coaepxkanus ~ 20—40 %
Mac. XapakTepusyeTcs cranaapTHeIM oTkiioHeHneM 0.25-0.35 % mac. [3]. Ouenka norpemHocTr GpoTo-
MeTpuueckoro onpenenenus Cr,Os, mpuBeaeHHas B padore [4] ais AByX cTaHAapTHHIX 06pasnoB (CO)
XPOMOBOH pybl ITpH ypoBHE conepxkanns ~ 50 % mac., cocraBuina 0.2 % mac. Meron POA obnanaer
HPEUMYIIECTBOM B IIPOM3BOJIUTEIILHOCTH B CPABHEHUH C (PUMKO-XUMHUYECKUMH METOJIAMH, OCHOBAHHbI-
MU Ha pa3joKeHUH P00 B KUCIOTAX, BCICACTBUE HI3KUX 3aTPaT Ha MPoOomonroToBky. PaboTsr [8—12],
nocBsmeHHbIe POA XpOMOBBIX Py, OIMUPAIOTCS Ha TIOATOTOBKY P00, OCHOBAHHYIO Ha TOMOT€HU3ALINN
CIUIaBJIEHUEM C OOpaTaM¥ JIUTHS JUIsl yCTPaHEHUs BIUSIHUSI MUHEPAIBHOTO U IPAHYJIOMETPUIECKOTO
coCTaBa Ha aHAIMTUYECKUH curHall. ['oMoreHn3anus criaBjieHueM ¢ GpIrocoM XPOMOBBIX Py CYIIe-
CTBEHHO OCJIOKHSETCS IT0 CPABHEHHIO C TOMOT'€HU3AIlMeH CHITMKATHBIX TOPHEIX Topo [9—11]. B padore
[10] mpuBeneHBI OIIEHKU CpeHEN KBaAPaTUIHON MOTPEITHOCTH OMPENETIeHUs] OCHOBHBIX KOMIIOHEHTOB
B xpoMoBEIX pynax: 0.33 % mac. (Cr,03), 0.36 % mac. (Fe,03), meree 0.20 % mac. (Al,03, MgO, CaO
u Si0O,). Takue norpenHoCcT! COOCTaBUMBbI MIJIM HEMHOT'O TIPEBBIIIAIOT OTPEIITHOCTD YIIOMSIHY ThIX BBILIE
(hM3UKO-XMMHYSCKHUX METOIOB. ABTOPHI pa0boTHI [13] mcciemoBain BO3MOKHOCTh PDA mopomkoBIx
IIPECCOBaHHBIX MPOO XpOMHUTOB. Takol crocod CHUIKAET 3aTPaThl Ha IPOOOIOATOTOBKY U CYILIECTBEHHO
TIOBBIIIAET IKCIIPECCHOCTD 1 ITPOU3BOANTEIILHOCTH aHan3a. OneHku norpenrHocti POA, npuseneHHbIC
B padote [13] mis CO xpomoBoii pynsl SARM 8 u SARM 9 [14] ¢ conepxanuem Cr,O5 46.45 u 48.97 %

Mac. COOTBETCTBECHHO, 3HAYUTCIJIBHO BBIIIEC, YCM JJI51 TOMOI'CHU3MPOBAHHBIX Hp06, n JOCTUTAa0OT 1.55 %
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mac. 115 Cr,0; 1 0.64 % mac. ni1s Fe,O;. B onucannu meroquku POA xpomosbix pya HITO «Criektpor»
[15] yka3aHo, uTO OpOIIKOBas IIpoda «H3MENbYaeTCs 0 KPYyITHOCTH YaCTHII TTOpsaKa S0 MKM», OTHAKO
10 IaHHBIM paboThI [13] Takoe M3MenbueHUE MOKET ObITh HEIOCTATOYHBIM. Ha OCHOBaHHMHM JIMTEPATYPHBIX
IaHHBIX [13, 15] TpyIHO cienaTh BBIBOA O MOrpemrHOCTH PDA mOpONIKOBEIX TPOO XPOMOBBIX PY, UC-
MOJIB3YEMBIX B ITPOMBIIITIEHHOCTH MTPU COAEPKaHUH Moste3Horo kommnonenTta Cr,0; B nnamaszone 2050 %
Mac. Lexnb HacTosteit paboTsl — pa3zpaboTKa crocoda 1 OleHKa HOrPEITHOCTH PEHTI€HO(ITyOpEeCIEHTHOTO

OnpeacJICHUS OCHOBHBIX 3JICMECHTOB XpPOMOBBIX py B TPECCOBAHHBIX IMOPOIIKOBLIX np06ax.

BKCI[epl/IMeHTaJIbHaH JacThb

Annapamypa ona P@A u yciosus usmepenus

W3mepenust TPOBOIMIIN Ha BOJHOIUCIIEPCHOHHOM PEHTTEHO(IYOPECIICHTHOM CrieKTpomeTpe S 4
Pioneer (Bruker AXS, I'epmanmst), OCHaIIeHHOM PEHTT€HOOIITHYECKOH cxemoit o Couiepy U peHTre-
HOBCKOH TpyOKo#i ¢ Rh aHooM. B a6 1 npuBeneHsl yciioBus H3MepeHHs HHTEHCUBHOCTEH aHalu-
TH4yeckux TuHuil. [IporpaMMHoe oGecrieueHre ClIeKTPOMETpa MO3BOJISET 334aBaTh CTATHCTHYECKYTO
HOT'PELTHOCTh U3MepeHH HHTeHCUBHOCTH JTHUHUH (0.3 % OTH. pH M3MEPEHUH HHTEHCUBHOCTHU JIMHUN
Fe, Cr, Si, Alu Mg u 1 % oTH. npu U3MEpEeHNN HHTEHCUBHOCTH JTUHUN Mn u Ti) 1 aBTOMaTH4YecKu

BBIOMPATh HKCIIO3UIIMIO U3MEPEHHs (OKOJIO 4 MUHYT ISl OJHOM MTPOOBI).

Tloozomoexra 0bpasyos u mamepua.vl

Kostekuust 00pa3noB XpoMOBO# py/ibl, HMEIOIIAsCS B 1a00paTopHH, BKIo4aeT oTpaciessie CO
coctaBa XpoMoBo# pyzsl mpou3BoacTBa OI'YIT « BUMC» (1. MockBa): OCO Ne 456—11, OCO Ne 457-11,
OCO Ne 459-11, OCO Ne 460-11; 3AO «MCO» (r. Ekatepundypr): 'CO 10906-2017 (P14x), I'CO
7983-2002 (P27); mpo0Obl XpOMOBBIX Py MECTOPOXKICHUHN Ypasia, poaHaIM3uPOBAHHbBIC B 1a0opa-
topuu UI'X CO PAH meroankamu criekTpo()OTOMETPHUYECKOTO 1 aTOMHO-a0COPOIIOHHOT0 aHaJN3a.
B onucannn CO nmeeTcs XxapaKTepUCTHKA KPYITHOCTH dyacTull: MeHee 100 MxM, mpu 3ToM 95 % — me-
Hee 44 mxum 111 OCO OI'VIT « BUMCy; meree 45 mxMm (P14n) u menee 63 mxm (P27) mist T'CO 3A0
«CO». B nccnenyemsix obpasnax npucyTcTByoT Cr-copepxamiue MuHepansl: XpoMuT FeCr,Oy,
xpomnukotut (Mg, Fe)(Cr, Al),0,, xpomimnurenun (Mg, Fe?")(Cr, Al, Fe**Ti),0,, MarHe3MOXpoMUT
MgCr,04 1 apyrue MonupHUKaIu1, a TAKIKE CHIIMKATHbIE MUHEPAJIbHBIC BUJIbI, HE COIEPIKAIUE XPOM:
rpynna XJIOpUTa (KJIMHOXJIOp), IpyIIa CepIeHTHHA, IPyIIa OJHMBHHA.

ABTOpbI paboThI [13] paccMOTpesin BO3MOKHOCTh U3MEIbYEHUST 00pa3iioB XpOMOBOI Py/Ibl JI0 CO-
CTOSIHMSI, KOT/Ia pa3Mep YacTHIl OpoUIKa MeHbIne 50 MKM, M pEKOMEH/IOBAJIN CyX0€ U3MEJIbUCHHE
Y MPecCcoBaHMEe MOPOIIKOBOH MPoOsl. OCOOEHHOCTHIO XPOMOBBIX Py IO OTHOIIEHHIO K MPOLIECCy
M3MEJIBYCHUS SIBISIETCS] KaK HAJIMYHME CPAaBHUTEIBHO TBEPIBIX MHHEPAJIOB (XPOMHUT HMEET TBEPAOCTh
5.5—6 o Moocy, onuBHH — 6), TaK 1 MUHEPAJIOB C HU3KOH TBEPAOCTHIO 2.5 (KIMHOXJIOP, CEPIICHTUH
u 1p.). B HacTosmelt pabote ncrosp3oBanu BuOpannoHHbli uctuparens VB 6 (Bubporexunk, r. CankT-
[lerepOypr) ¢ KOHTEHHEPaMU U3 HHCTPYMEHTAJIBHOM CTaJIH, KOTOPbIE MO3BOJISIOT H3MEbYaTh MaTepHal
TBEpROCTHIO 710 § 1o Moocy. M3mMepenue pacrpeneseHns 4acTHII ITOPOIIKa 0 pa3Mepy MPOBOININ
Ha nasepHoM anaiuzatope ANALYSETTE 22 (Fritsch, ['epmanus). Ha puc. 1 npuBeneHo pacnpezenenue
YaCTHII IO Pa3Mepy ISl TOPOLIKA IIPOOBI XPOMOBOI py/Ibl (COAEp)KaHNE OCHOBHBIX KOMIIOHEHTOB, o
mac.: Cr,03-32, Fe,03-27, Si0,—12, MgO — 14) 10 1 mociie 1OMOJHUTEIBHOTO U3MEIIBYCHHUSI B TCUCHHE

30 MuH. BI/IZ[HO, YTO pacCIIpeaAcICHNUC 3aMCTHO CMEIIACTCA B 00J1aCTh MEHBIIINX Ppa3MEepoOB HaCTHULL TOCJIC

— 119 —



Journal of Siberian Federal University. Chemistry 2023 16(1): 116-126

0,9 -
0,8 -
0,7 4
0,6 4
0,5 -

0,4 4

obbemHasa gona

03 -
02 -

01 1

0 4 T T T 1

0,1 1 10 100 1000
d, MKM

Puc. 1. Pacnpenenenne gacTuiy mo pasMepy s IpoOBI XPOMOBOH pyIbl O M TOCIE IOMOIHHUTEIHHOTO
H3MEIIbUCHHS

Fig. 1. Particle size distribution for chromium ore sample before and after additional milling

JIONIOJTHUTEILHOTO U3MeNbYeHHUs. [ TaBHAsI MOJIa pacrpeiesieHus: 4aCTHUIL TPOObI JI0 U TOCIE U3MEIb-
yeHUs — 29 MKM U 17 MKM COOTBETCTBEHHO. B MCXOMHOI mpobe mpucyTcTBYeT PpaKius, pa3mMepsl
yacTull Koropoi gocturarot 100 Mxm. B gononHuTenbHO HCTEpTOM MPpoOe MPaKTHYECKH OTCYTCTBYOT
YacTHUIIBI pa3MepoM Oosee 50 MKM, YTO IMTPUOIU3UTEIHHO COOTBETCTBYET CIIOCO0Y M3MEIIBUEHHUSI, PEKO-
MeH0BaHHOMY B padore [13]. Jlus ganbpHEHIIero n3aMepeH s mpoObl ObLIN CIIPECCOBAHBI B TA0ICTKH

nuameTpom 40 MM Ha MOJIOKKe 13 O0pHOU KUCIOTH Ipu yerinuu 100 kH.

Pe3yabTaThl M 00CYKIEHHE

Bnusnue cmenenu uzmenvueHus Ha AHAIUMUYECKUL CUSHAL

Ha puc. 2 npuBeeHbI 3aBUCIMOCTH HHTCHCUBHOCTH PEHTTCHOBCKOU ()ITYOpPECIICHIINH aHAUTHU-
YECKUX JIMHUU IS 3JIEMEHTOB ¢ OTHOCUTEIbHO BhicOKUM copepykanueM (Fe, Cr, Si, Mg) ot BpemeHu
M3METBUCHHUS JITIs IIPOOBI XPOMOBOH PYIIBL, IIs1 KOTOPOH Ha pHC. | IPUBEICHO pacpeaeliCHIe YacTHIT
HOPOILIKA TI0 pa3Mepy.

Todku Ha pUCYHKAaX COOTBETCTBYIOT TPEM ITapalIeIbHBIM OTOOpaHHBIM 00pa3IaM HUCXOTHOU
M UCTEPTOH MPOObI, CIPECCOBAHHBIM B TA0JETKH U U3MEPEHHBIM J[BaXK/1bl; INHUU HA PUCYHKaX
COOTBETCTBYIOT alIIPOKCUMAIIHH YKCIIOHCHITHAIBHOW (pyHKIHEH. I3MepeHHbIE HHTCHCUBHOCTH
AQHAJIMTUYECKHX JINHUN Ha PUCYHKE HOPMHUPOBAHbI HA MAKCUMAJIbHY0 HHTEHCUBHOCTD JIMHUH COOT-
BETCTBYIOIIETO J1eMeHTa. U3 prc. 2 BUITHO, UTO aHATUTHYeCKui curHai 11s Fe u Cr yBennauBaercs
npudIu3uTeNbHO Ha 5 % OTH., a st Siu Mg — ymenbinaercst Ha 20 % OTH. ¢ yBeJIMYEHUEM BPEMEHH
M3MeNb4YeHUs (YMEHBIICHHEM pa3Mepa YacTHII), 9TO B OOIIMUX YePTaX COTIACYETCS C TEOPETHICCKU-
MU MOJCIBHBIMU olleHKamu [16, 17]. Hanpumep, nuneiHbii ko3dduiiueHt ocnadmenus () mist Cr

Ko-nunuu B xpoMute — 353 cM™!, 1 mopouiok ¢ yactuuamu pasmepom 10—20 MKM COOTBETCTBYET
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Puc. 1. Pacnpenenenne wgacTuiy mo pasMepy Mg IpoOBI XPOMOBOH pPyIbl IO M IOCIE IOMNOIHHUTEIHHOTO
HN3MEIIbUCHHS

Fig. 1. Particle size distribution for chromium ore sample before and after additional milling

«rpyOOMY» 10 OTHOILEHHIO K IOTJIOIIEHHIO PEHTI€HOBCKOTO M3JIyYeHHsI COTNIACHO Kilaccu(uKanuu
[17]. 3nayenne p nst Cr Ko-mMHAM B CHIIMKATHRIX MUHEpaJIax MEHBIIE, YeM B XpOMUTE (HallpuMep,
nust xoputa p=271 cm™), n unTencuBrOCTH Grryopecuenuu Cr Ko-nuany yOBIBAET C yBETHICHUEM
pasmepa yactun. st muanii Si Ko n Mg Ko 3Ha9eHuns i cocTaBisioT BEINYUHBI B HECKOIBKO ThICSY
oM, a M3myyarouii o MpoGbI — XOJIU UK EAUHUIBI MKM. YaCTHUIIBI MEHEE TBEPABIX CHIIMKATHBIX
MHHEPAJIOB ITPH U3MEIbUCHUHN U IIPECCOBAHNH MOPOIIKA 3AMOJIHSIIOT IIPOCTPAHCTBA MEXK Y OoJee
KPYIHBIMH U TBEPABIMU YaCTHIIAMHU XPOMHUTA, YTO, 110 HAILIEMY MHEHUIO, TPUBOJIUT K YMEHBIICHHIO
WHTEHCUBHOCTH JIMHUHN Si 1 Mg ¢ yMEHBIICHHEM pa3Mepa YacTHUIl XPOMHUTA. YPOBEHb ITOTPEITHOCTH
noropsieMoctH (0.1-0.6 % OTH.) HECKOJIBKO MEHBIIIE OIIEHOK MOIPEIIHOCTH IIOBTOPSEMOCTH CIIOCO0a
ATOMHO-?MHCCHOHHOH CIIEKTPOMETPHH C MHIYKTHBHO-CBSI3aHHOMN TIa3MOM NP aHATIN3€ XPOMOBOH
pyns (0.8—1.4 % otH.) [5]. CTabunu3zamus mpoIeccoB U3MEIbYCHUS U TPECCOBAHMUSI 00eCTIeunBaET
MIOBTOPSIEMOCTh U3MEPEHUN Ha ypoBHE MeHee 1 % OTH.

J17151 OLleHKH BIIMSIHUS CTEIICHU W3MEJIbUCHUS Ha MapaMeTpbl KallnOpOBOYHON (GYHKLINU OBLITH
BbIOpaHbl, HCTEPTHI B TeueHne 30 MUHYT U cripeccoBanbl B TabseTku yetsipe CO OI'YIT «BUMC»
U YEThIPE MPOOBI XPOMOBBIX pyI. Pe3ysisTarhl n3MepeHus Oblin 00pabOTaHbI ¢ IOMOIILIO YPABHCHUS

MHOKECTBEHHOU perpeccuu:
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Tabnuna 1. YcnoBust U3BMEPECHUSI aHATUTHYCCKHUX JTHHUN

Table 1. Instrumental operating conditions for analytical lines

AHanuTr4eckas TUHUSA Hanpsxerne, kB Kpucrann/ xonaumarop JetexTop
/ Cua Toka, MA
CrKa 40/20 LiF(200) / 0.23° FC
Fe Ka 40/20 LiF(200) / 0.23° SC
Mg Ko 30/80 OVO-55/0.46° FC
Al Ka, Si Ka 30/80 PET /0.46° FC
Ti Ka 50/40 LiF(200) / 0.23° FC
Mn Ka 50/40 LiF(200) / 0.23° SC

IIpumeuanus: SD — cuMHTHIUIAIMOHHBIN JeTekTop, FC — npOTOYHO-IPONOPIHOHAIBHBINA CUETUHK.

Ci =a0+a1ili +Z,—ai]- Ij, (l)
rae C; u I; — comepxaHue i-ro KOMIIOHEHTa MPOObl U MHTEHCUBHOCTH i-OH aHATUTUUYECKON JIMHUY;
I; — MHTEHCHBHOCTH aHAJIMTUYECKUX JIMHUI JPYTUX 2J1€MEHTOB NPOOLL; g, ai;, a;j — KOAPOUIIHEHTHI
ypaBHEHHUSI, OTIpeiesisieMble B IPOIEAyPe MHOKECTBeHHOU perpeccun. st Fe,Os, kpome ay, u ay;,
BBISIBIISICTCS 3HAYUMBIA KOAPPUITUCHT d oy, 111 KOMIIOHEHTA CryO3 — KOOQPUIUEHT (. B TaOIMI. 2
MPUBEIEHO OCTATOYHOE CTaHIapTHOE OTKJIOHEHHUE ypaBHEHUsI perpeccud (1) amns ucXomHbIX (Sycx)
U ACTEPTHIX 00pa3moB (Syc;). I3MenpueHIe MO3BOIISIET YMEHBIINTE CTAHAAPTHOS OTKJIOHCHHUE IS
Fe,0; u Cr,0; B 1,5-2 pasa. [TockoabKy U31yYarOUIdi CII0H 115 aHATUTHYeCKuX auHui Mg, Al u Si
COCTABJISICT IO WU SIUHUIIEI MKM, U3MEIbYCHUE HE TTO3BOJIICT 0CIadUuTh 3 (HEeKTH MHKPOAO-
COPOIMOHHOW HEOJHOPOIHOCTH, U CTAHJAPTHOE OTKJIOHEHHUE JIJISI COOTBETCTBYOIIUX KOMIIOHEHTOB

MNPaKTUYCCKHU HE MCHACTCH.

Kanubposounoe ypasnenue u oyenxka npaguibHocmu

B nporpammMuom o6ecnieuennn SpectraPUs ciektpomerpa S 4 Pioneer uMeeTCs OMIKS MK PHYE-
CKOIi KOPPEKI[MU MATPHYHBIX 3()PEKTOB C MOMOLILIO HENMHEHHOTO YPABHEHHU S, [I0JJ00HOr0 YPABHEHHUIO
Jlykaca-Tyca [18, 19]:

Ci = ag; +ayl;(1 + Xja;; ;) )

Ta6numa 2. CTaHIapTHOEC OTKJIOHCHHUE YPABHEHUSI PETPECCUU I HCXOMHBIX (Sycx) U UCTEPTHIX (Syer) 00PA3IIOB,
% mac.

Table 2. Standard deviation of regression equations for initial (S,c) and milled (S,.,) samples, wt.%

Kommnonent Jlnama3oH cogep kaHus Shiex Sher
MgO 16-33 1.11 1.02
AlLO; 4-23 0.49 0.53

SiO, 1.3-25 0.93 1.08
Cr,04 19-56 0.93 0.35
Fe,0; 11-17 0.53 0.35
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ects CO u yeTbipe NPOObI XPOMOBBIX Pyl ObLIN MPUTOTOBIICHBI ISl IOCTPOCHUS KAINOpPOBOY-
HOW (yHKnmu (2). B Tabn. 3 nmpuBeneHbl BEIOpaHHBIC KATHOPOBOYHBIC YPaBHEHH S, 00€CIICUHBAIOIIHE
MUHHMMAaJIbHBIE OCTATOUHBIE CTAHIAPTHBIE OTKJIOHEHUS (S o). 3HaYMMBbIe BinsiHuUs nemeHToB Fe, Cr, Al
00yCIIOBIICHBI H30MOP(HBIMHU 3aMENICHUIMHU B XpoMuTax. Biustaue Cr Ko-nmnHuu npu onpeneneHnn
MnO oOycrnosieno HanoxenueMm Cr KB-nmunuu (5.95 k3B) nHa Mn Ka-nunuto (5.89 k3B). Yeroitunsocth
rapamMeTpoB KaJINOPOBOYHBIX YPABHEHHH ObIIa OIIEHEHA MTOCIIEI0BATEFHBIM HCKITIOYEHHEM 00pas3IioB
(3a uckioueHreM 00pa3ioB C MUHUMAJIbHBIM M MaKCUMAaJIbHBIM COJICP)KaHUEM), TPU TOM BEITHUHHBI
k03¢ dumenToB ypaBHeHni Oosnee yeM B 10 pa3 mpeBbIIay BEIMIMHBI NX BapHAIUii, a 0CTATOYHOE
CTaH/IapTHOE OTKJIOHEHUE U3MEHSIIOCh He3HaunuTenbHO: B ipeaenax 0.34—-0.52 % mac. u 0.25-0.32 %
mac. 11 Cr,O; u Fe,O3 coorBeTcTBeHHO. O1ienku S o ai1s1 Cr,Os u Fe,O3 cormocTaBUMEI ¢ OLIEHKaAMHU,
npusegeHHBIME B pabote [10] (0.33 1 0.36 % Mac.) 11 rOMOTeHU3UPOBAHHBIX CIIJIABICHHEM 00pa3IioB
XpoMOBBIX pya, it Al,O5, MgO, SiO, oneHkH S g B HECKOIBKO pa3 0oJIblle MPUBEACHHBIX B padoTe
[10] (0.20 % mac.).

B Tab:x. 4 npuBeneHo cpaBHeHHE pe3ysbTaToB POA M XMMHUECKOTO aHATIN3a JIJIS YEeTHIPEX KOH-
TPOJIBHBIX TPOO XPOMOBBIX PY/I, HE BXOJSIINX B KAJIUOPOBOYHYIO BHIOOPKY, B TUANIA30HE COJCPIKAHMS
Cr,0; 18-56 % mac. u Fe,05 10-26 % mac. s rmaBasix kommoHeHTOB (CryO5 u Fe,O3), AL,O3, MnO
u TiO, otknoneHue pe3ynbratoB POA o1 pe3ynbratoB XuMudeckoro ananu3sa (A) He peBbilaeT
JIOITYCTUMOTO JUIsl KOJINYECTBEHHOTO OIIPEICIICHHS CPETHEKBAAPATHYHOTO OTKIJIOHEHHUS (S),), paccuu-
TaHHOT'O coriacHo orpacieBomy crannapty OCT 41-08-212—04 [20]. duas MgO u SiO,, npencras-
JICHHBIX B OCHOBHOM B CHJIMKAaTHBIX MUHEpaJjaX, He COJACPIKAIINX MOJIE3HBIX C TOUYKH 3PEHUS T00BIYN

KOMIIOHEHTOB, OTKJIOHEHHE pe3ybTaToB POA u XxuMHYeCKOro aHaian3a npeBsimaet gomyctumoe [20].

BriBoabl

[Mpennaraempiii ciocod POA mopoIkoBbIx MPod XPOMOBBIX Py/1 00€CeYnBaeT KOJINIECTBEHHOES
ompeeeHue TIaBHbIX KoMIOHEeHTOB: Cr,O; B nnanasone conepxxanus 18—56 % wmac. u Fe,O; B nua-

na3oHe conepxkanusa 10-26 % mac. MakcuManbHOE OTKIOHEHHUE pe3ynbTaToB POA u xuMudeckoro

Tabnuua 3. KanuOpoBouHbIe ypaBHEHHS U OCTaTOYHbIC CTaHAPTHBIC OTKJIOHEHHUS (So)

Table 3. Calibration equations and residual standard deviations (Sp)

Kommnonent / kannOpoBo4HOE ypaBHEHHE I[Hana3o;) C;fsp PARHA, %“i;);c.
MgO / Cyppo =g + Ayl iy, 11-33 1.25
ALOs / Cypos =g +ayl -1+ ayele) 4-23 0.48
8i02/ Cyipp = ay +agly 1.3-25.0 1.38
Cr05/ Copaos = g + g A, - (I + agpd e + acopl 4y) 19-56 0.48
Fe;05/ Crepoy = g + gl - 1+ apee L, + apeyyd ) 12-29 0.33
MnO / Cypo =y + ayd sy, - A+ Ayl ;) 0.11-0.25 0.01
TiOz / Cripp = g + a1y, 0.075-0.780 0.016
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Tabnuna 4. AGcomioTHble OTKJIOHEHHs pe3ynbraroB PMA u xumuyeckoro ananusza (A) U JOIMYCTHMOE
CPEIHEKBAIPATHYHOE OTKIIOHEHHE (S), % Mac.

Table 4. Absolute deviation between X-ray fluorescence analysis and wet chemistry results (A) and allowable
standard deviation (Sy), wt.%

KomomerT J11163 J11003
Cxmm CPoA A S, Cxum CPoPA A S,
MgO 13.93 14.52 -0.59 0.47 16.40 14.98 1.42 0.56
ALO; 6.21 6.50 -0.29 0.34 19.93 20.04 -0.11 0.70
SiO, 3.57 2.70 0.87 0.24 1.90 0.67 1.23 0.18
Cr,0; 55.99 55.65 0.34 0.56 43.21 43.35 -0.14 0.43
Fe, 05 19.56 19.52 0.04 0.41 17.34 17.45 -0.11 0.36
MnO 0.20 0.205 0.005 0.016 0.13 0.143 -0.013 0.014
TiO, 0.12 0.114 0.006 0.017 0.27 0.24 0.03 0.03
Kommnonent i 1 1001
Cxum CPoa A S, Cxnm CPoa A S,
MgO 15.40 16.62 -1.22 0.52 31.82 31.95 -0.13 0.57
AlLO4 591 6.04 -0.13 0.32 5.21 5.38 -0.17 0.28
Si0O, 6.34 6.30 0.04 0.32 22.98 21.70 1.28 0.44
Cry03 43.50 43.69 -0.19 0.44 17.80 18.12 -0.32 0.36
Fe, 05 26.16 26.00 0.16 0.37 10.69 10.59 0.10 0.22
MnO 0.23 0.22 0.01 0.016 0.100 0.0996 0.0004 0.01
TiO, 0.670 0.665 0.005 0.06 0.090 0.088 0.002 0.02

aHanu3a ¢ GOTOMETPUIECKUM U aTOMHO-a0COPOITMOHHBIM OKOHYAHHEM JJISl YeThIPEX KOHTPOIBHBIX
po6 coctaBmiio 0.34 % mac. miist CryOs u 0.16 % mac. miist Fe,O;. KonnuecTBeHHOE onpenecHue
obOecrneunBaetcs Takxke 171 Al,Oz;, MnO u TiO,. MakcumalibHOE OTKJIOHEHHE cOcTaBuiIo 1ist Al,Os
0.29 % mac. ipu cogepxkanuu 6.21 % mac., 171 MnO — 0.013 % mac. ipu cogepxanuu 0.13 % mac., aist
Ti0,—0.03 % wmac. npu copepxkanuu 0.24 % mac. s MgO (B auanazone conepxanus 14-32 % mac.)
u SiO, (B nuana3oHe comepkanust 2—22 % Mac.) MOrpenrHOCTh OIPEaSIICHUS MOXKET ObITh Oosiee 1 %
Mac., 4To npeBblaeT gonyctumyto [20]. JononHuTenbHOe U3MEIbUEHUE 10 pazMepa yacTull MeHee 50
MKM U CPEIHEro pazmep yactuil MeHee 20 MKM M03BOJISIET OCJIA0UTh BIUSHUE TPAaHYIOMETPHUECKOTO

CcOoCTaBa Ha aHAJIMTHYCCKHUI CUTHAIL.
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