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Ipennoxkena MeTomuka KOMOMHHPOBAHHOTO —PEHreHOIM(PAKIMOHHOTO-PEHTTEHO(TyOPECIICHTHOTO
onpenenenust Fe?* B aromeparax cpefiHeil OCHOBHOCTH M3 Py THIIA XKEJIE3UCTHIX KBapIUTOB. MeTosu-
Ka OCHOBaHA Ha M3MEPEHUH MHTErPATbHON MHTEHCHBHOCTH pediekca MarHeTHTa U y4eTe XapaKkTepH-
CTHYCCKUX PCHTTCHOBCKUX JIMHHUIU 3JIEMEHTOB, MPEIBITCTBYIOINX IPSIMOMY orpenencHuio Fe?' meto-
JIOM PEHTI€HOBCKOM AU(PAKLIIH, B MOJEIH KOPPEKLIUH 110 //ITUTUBHBIM HHTEHCUBHOCTSIM. Mccnenoa-
HYeE IPOBOAWIIM C UCIIOIb30BaHHEM KoMONHUpoBaHHOH cuctembl ARL 9900 Workstation, coctosiiueit u3
PEHTIEHOBCKOTO JU(PAKTOMETpa U PEHTTEHOMIYOPECHEHTHOrO creKTpoMeTpa. PaccMoTpeHs! (hakro-
PBI, BIMSOLIHE Ha Pe3yJIbTaThl OnpeencHus Fe?' B jkene30pyHbIX arioMeparax, TaKie Kak H3MCHEHUE
K03 PHUIHEHTa MOTIOIEHNS POOBI, 00pa3oBaHHe TBEPIBIX PACTBOPOB MarHETHTa, MPHCyTCTBHE Fe?* B
cOoCTaBe BIOCTHTA, aMOpGHOI (pase, a Takxke B (pazax cynbhuaoB xene3a. [Ipe/uiokeHsl My TH yueTa JaH-
HBIX (DaKTOpOB, MpEIIoIaraoIiie HCIOIb30BaHNEe HHTEHCHBHOCTEH XapaKTepHCTHUECKUX IMHCCHOH-
HBIX peHTreHoBckux Ui Ti, Mg, Ca, Si u S, a Takke HHTETpaJbHBIX HHTEHCHBHOCTEH pedieKcoB
(200) BroctuTa 1 (104) remarura B KauecTBe KaHaioB Koppekiuu. [locTpoena rpaaynpoBodHas Xxapax-
TEpUCTHKA B JranazoHe copepxxkanuii 11,1 — 15,0 %, npencrasisiomias co0oi 3aBUCUMOCTb UHTEHCHB-
HoctH pednekca (111) marnerura ot conepkanus Fe?' B nepecuere Ha okcu. [IpoBeieHbI OlICHKA MOKa-
3arelniell IOBTOPSAEMOCTU U KOHTPOJIb [IPABUIIBHOCTU METOAUKH, IIPEJICTABICHO CPaBHEHUE PacCUUTaH-
HBIX METPOJIOTUUECKHUX XapakTepucTrk ¢ TpedoBanusamu 'OCT P 53657-2009. IToka3aHo, uTo npume-
HEHHE KOMOMHHPOBAHHOTO PEHIeHOAN(PPAKIIMOHHOTO-PEHTTEHO(ITyOPECLEHTHOTO METOIa B IPOM3BO/-
CTBEHHOH NMPAKTHKE MO3BOJISIET 3HAYUTENBHO COKPATHTh BPEMsI ONPEIENICHISI XUMHIECKOTO COCTaBa ar-
JIoMepara CpeiHeil OCHOBHOCTH M3 PY/I THIIA JKEJIC3UCThIX KBApLUUTOB (470 ¢ — Ha OmpezeNneHue die-
MeHTHOTO cocTaBa 1 Fe?', u3 uux 360 ¢ — Ha perucTpanuio AMppakinOHHBIX JaHHBIX).
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A method of combined X-ray diffraction-X-ray fluorescence determination of Fe?" in medium-basicity agglomerates
of ferruginous quartzite ores is proposed. The method is based on measuring the integrated intensity of the magnetite
reflex (111) with allowance for the characteristic x-ray lines of the elements that interfere with direct determination of
Fe?" by x-ray diffraction as a part of the additive intensity correction model. An integrated system ARL 9900 Work-
station combines x-ray spectrometer and x-ray diffractometer in a common analytical space. Factors affecting the re-
sults of Fe?" determination in iron ore agglomerates — change in the absorption coefficient of the sample, formation
of magnetite solid solutions, presence of Fe?" in the wuestite composition, the amorphous phase, and also in the
phases of iron sulfides are considered. The ways of taking them into account which suggest the use of the intensities
of characteristic emission x-ray lines of Ti, Mg, Ca, Si and S, as well as the integrated intensities of (200) wustite and
(104) hematite reflexes as correction channels are considered. A calibration curve plotted within the concentration
range 11.1 — 15.0% illustrates the dependence of the intensity of (111) magnetite reflex on the content of Fe?* ex-
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pressed as oxide. The accuracy and repeatability of the results obtained by combined XRD-XRF method match the
requirements of GOST R 53657-2009 standard. The use of the combined x-ray diffraction — x-ray fluorescence
method in industrial practice provides significant shortening of the time of determination of the chemical composition
of the medium-basicity agglomerates of ferruginous quartzite ores (470 sec for determination of the elemental com-
position and Fe?", which includes 360 sec for registration of the diffraction data).

Keywords: x-ray fluorescence (XRF); x-ray diffraction (XRD); XRD-XRF; agglomerate (sinter); Fe?*.

DNEMEHTHBIN COCTAB JKEJIE30PYIHBIX arTIOMEPaToOB B IPO-
W3BOJICTBEHHOU MPAKTHKE ONPENIEISIOT C TIOMOIIBIO 11EJ10-
ro psfa XUMHYECKAX H (DU3UKO-XHMHUYCCKHX METOMIOB
AHAJIMTUYECKOTO KOHTPOJIA, a TaKKe METOIaMH aToM-
HO-ODMHCCHOHHOH CIIEKTPOMETPUH H PEeHTreHOo(Iryopec-
neHtHoro aHanuza (PPA). KonTpouns 3a conep:kaHlueM oT-
JISIbHBIX KOMIIOHEHTOB, Takux kak AlF; [1] u a-ALLO; B
IIPOM3BOJICTBE ANIOMHHHUS, CBOOOIHOTO OKCHA KaIBITHS
(Ca0), ¢a3 kiuHKEpa U TUICA B IEMEHTHOM MPOMBITIICH-
HoctH, remaruta (Fe,O;) n marnerura (Fe;O,) B xenes-
HBIX pyax U IPOAYKTaxX MX MepepabOTKH OCYIIECTBILIOT
MeTooM peHTreHoaupakuonHoro ananusa (PIA) [2].
PJIA sBnsercst Hambolsiee pacnpoOCTPaHEHHBIM METOIOM
KOJIMYECTBECHHOW OICHKH (pa30BOIO COCTaBa B IPOU3BOJ-
CTBEHHOH MpakTHKe OJarogapsi MpOCTOTE peanu3alud U
CPaBHHUTEIHHO BBICOKOW 3KCIPECCHOCTH.

B psine paboT pe3ynbTarsl onpeeneHus 3J1eMEeHTHOTO
COCTaBa Marepuala, MoJlydeHHbIC OJHUM WJIH HECKOJIbKH-
MH METOIIaMH, HCIIOIB3YIOT B KOMOMHAIINH C AU PAKIHU-
OHHBIMH JaHHBIMHU JJIS OTIpeieTieHns aOCOMIOTHBIX COAep-
JKaHNUH KpHCTAIIMYeCKuX (a3 u aMOp(HOH KOMIIOHCHTHI
[3], a TakKe TPHU ONpPEICICHUU KPHOIUTOBOTO OTHOIIIC-
nus (NaF/AlF;) B nponeccax Dpy — Xona [1].

OpHako CyIIeCTBYET LEJBIA PAJl CITydaeB, B KOTOPBIX
JAHHBII MOIXOJ HE IMO3BOJSET B IMOJIHOW MEpe PEeLIUTh
nocTasieHHbIe 3aaun. OAHON M3 TakuX 3aj7a4 SBISETCS
onpenencuue Fe™ B kenesopynnbix ariomeparax. Tou-
HOCTb M CKOPOCTb orpejeseHust Fe?" HanmpsMyro BIHSIOT
Ha DHEPro3arparkl, CBI3aHHBIC C MIPOIECCOM OKHCIUTEIb-
HO-BOCCTaHOBHTENIFHOHN IUTaBKH. Ha ceromHsmiHuil 1eHb
Fe?" onpenensifoT THTPUMETPUIECCKUM METOIOM B COOT-
BerctBun ¢ 'OCT P 53657-2009 [4]. JlauHbIi MeTO 00-
JlaiaeT BBICOKOI TOYHOCTBIO, OJJHAKO SIBJIAETCS AJTUTENb-
HBIM U TPYAOEMKHM (PacTBOPEHHE U MOCIETYIONNI aHa-
T3 TIPOOBI JaXKe B YCIIOBHUSAX aBTOMATH3NPOBAHHBIX J1a00-
paropuii 3aHuMaloT OoJee yaca).

st onpenenenuss Fe?' B ycloBUSX 3aBOICKOW Jia-
OopaTopuu UCTIONB3YIOT PAl (U3UIESCKUX METOHOB aHa-
JUTUYECKOTO KOHTpoJsi: MeccOayspOBCKYIO CHEKTpO-
CKOmHI0, MarHuTomeTpuueckuii meron, PDA u PJA.
MeccbayspoBcKasi CIIEKTPOCKOINHUST 00ECIIeUnBaECT BBICO-
KYI0 TOYHOCTh ompeenenust Fet, omHako sIBsieTCst Bpe-
MsI3aTPaTHBIM METOIOM [5]. MarautomMeTprudeckuii MEeTo
oOmajgaer HHU3KOM Ce0eCTOMMOCTBIO M BBICOKOH CKO-
POCTBIO aHallM3a, OTHAKO €r0 YyBCTBUTEIBHOCTH K 00pa-
30BaHUIO TBEPJBIX PACTBOPOB, Mopdojoruu obpasina u
npucyTcTBui0 Fe*' B HeMarHuTHOW ()pakiMu MPUBOAUT
K 3HAUUTEILHOU MOTepe TOYHOCTH. CTOUT OTMETHUTh, 4TO

MarHUTOMETPUIO B OCHOBHOM IPUMEHSIOT AJs oIpele-
JeHus MarHetuta [6]. VI3MeHeHue CTEeNneHH OKUCJICHHS
JKelle3a IPUBOJAUT K BapUalMAM IUIOTHOCTH COCTOSHUI
B BaJICHTHOM 30HE COEMHEHUN U YHEPreTHYECKOro MoJo-
JKCHUSI 3JIEKTPOHHBIX YPOBHEH. DTO, B CBOIO oOuepens,
IIPUBOIUT K M3MEHEHUSIM OTHOCHUTEIbHON HWHTEHCUB-
HOCTU XapaKTePUCTUYECKUX JIMHUM W MX CMELICHHUSIM
(Tak Ha3BIBAEMOMY XMMHUYECKOMY CABHTY). B pabore [7]
NOAPOOHO PAacCCMOTPEHBI CIIyyau IPUMEHEHHs PEHTI€HOB-
CKHUX CIIEKTPOB ISl OLIEHKU COJICPKAHUS XKeJle3a C pa3Hbl-
MH CTETICHSIMU OKHCIICHHs. [IpensaTcTBueM K BHEAPEHHIO
JAHHOTO MeToja Npu paboTe CO CIMKHBIMU (IOJIMMHUHE-
paTbHBIMM) 00BEKTAMH, TAKIMH KaK KeJIe30PyIHbIE ario-
MepaThl, SBJIAETCS CPAaBHUTENIBHO HU3KOE pa3pellcHHe
MPOMBIIIIEHHBIX crieKTpoMeTpoB (10 — 15 3B na nuHun
MnKa), a Takke 3HAYUTEIBHOE BIMSHUE JIOKAJTBLHOTO OK-
pYyXXeHHus aToMa.

Mertoxn PIIA B paccMaTpuBaeMOM Cilydae HpEiCTaB-
asercst Oonee HAJEKHBIM, HOCKONBKY B XOJE aHAJH3a
ONpeNessIIoT Bce KpUCTainueckue (asbl, copeprkaiiue
Fe?* (FeO, Fe;0,4, FeS, u T.1.), 4TO MO3BONSET OIEHHUTH
MaccoByro oo Fe?™ B anamusupyemoii npobGe. Ormpe-
JIeNSITh MArHETUT B arIOMepaTax METOJIOM PEHTI€HOBCKOI
JU(paKIMi MOXHO C HCIIOIb30BAaHMEM JIMHEHHOH 3a-
BHUCUMOCTH €ro COJAEpPKaHUS OT HHTETPaJIbHON MHTEHCUB-
HOCTHU OJTHOTO U3 ero peduieKcoB, MOJ00HBIH ciyyail pac-
CMOTpeH aBTopamu pabotel [2]. Ilpumenenuro meroma
PIA npu onpenenennn Fe?' B mpomykrax oOorarieHus
JKEJIE3HBIX PyA MPEMSATCTBYIOT TpH (hakTopa: HeoOXoau-
MOCTb KOJIMYECTBEHHOH OLIEHKM BCEX KPUCTAJUIMYECKUX
(a3; u3oMopdHBIC 3aMELICHUS B CTPYKType MarHETHTa
(nanpumep, Fe,_ MgFe, Al O,); npucyrcteue Fe?* B
amop¢Ho# ¢ase.

[IpumMeHeHNE KOMOMHUPOBAHHOTO PEHTIEHOAU(PAK-
IIMOHHOTO-peHTreHodyopeciieaTHoro Metona (PIDA),
MCHOJIB3YIOLIETO B KaYeCTBE MCXOIHBIX JaHHBIX JBa THUIIA
AQHAJTUTUYECKUX CUTHAJIOB, MO3BOJSIET CHSTH YKA3aHHBIC
orpanndeHus. llens Hacrosimei paboTel — pazpaboTka
METOIMKH onpenencHus Fe?t B xele30pyHbIX arioMepa-
Tax cpejHeil ocHoBHOCTH MeTooM PIIDA.

B nanHo#t paGore npu M3y4yeHUM MUHEPAJIBHOIO CO-
CTaBa U TOCTPOCHUHU TPATYHUPOBOUHBIX XaAPAKTEPUCTUK
HCTIONB30BAIM TPU CTAHIAPTHBIX 00pasia MpearpusTHs
(COII) OAO «Cesepcranb» (2a8, 2all, 2a30) u 28 pabdo-
qux mpob, comeprkanue Fe?™ B KOTOPBIX aTTeCTOBAHO B CO-
oreercTBuM ¢ 'OCT P 53657-2009.

IloaroToBka 00pa3LoOB K aHAIU3y 3aKI0Yagach B
IPECCOBAaHUU TIPOOBI, HUCTEPTOH 1O KPYIHOCTH MEHEe
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74 MKM, Ha TIOJJIOKKY W3 OOpHOW KHCIOTHI (Tpecc
FluXana Vaneox, nquamerp nyancoHna & = 40 MM, ycuiue
npu npeccoBanur — 250 kH, BpeMsI MPHIOKEHUST MaKCH-
MaJIBHOTO ycuius Harpy3ku — 30 c¢).

Hcnonp30oBanue yCTaHOBKH, COBMEINAIOIICH B cede
PEHTIeHO(ITyOPECIIEHTHBIH CIIEKTPOMETP U PEHTIECHOB-
CKUH Au(paKkTOMETpP, TO3BOJIIIO YCIEIIHO HPEOaoeTh
TEXHUUYECKHE CIIOXKHOCTH, CBSI3aHHBIE C COBMELICHUEM
AQHAJIITUYECKUX CHTHAJIOB JIByX METOAOB B PYTHHHOM
anaymze. Tak, ARL 9900 WorkStation (Thermo Fisher
Scientific) oObeauHseT B cebe PeHTreHO(IyOpeCLEHT-
HBIH criekTpometp u O — 0 qudpaxromeTp. PeHTreHOBCKAs
Tpyoka mms PDA ¢ Rh-amomom pacnomoxxeHa BepTu-
KaJlbHO HaJ oOpa3noM. MakcumanbHas MOIIHOCTE TpPYO-
Ku coctapiser 3,6 KBT (paboune MOIIHOCTH HAXOASTCS
B obmactu 1,5 — 2,5 kBT). PIA-MOIy/nb COCTOUT U3 PEHT-
reHoBckoit TpyOku ¢ Co-aHOmOM (MakcHMalbHas MOIL-
HOocTh — 1,8 KBT) M xommakTHOTO 6 — 0 TOHHMOMETpa C
KCCHOHOBBIM TIPOIMOPIIMOHATBHBIM CYCTYHMKOM U BTOPHY-
HBeIM [(-punsrpom (Fe). Pacnonoskenne Bcex momyneil B
OIHOM aHAJHTHUYECKOM MPOCTPAHCTBE (BaKyyMHPOBaH-
HOM U TE€PMOCTaOUIN3UPOBAHHOM) IMO3BOJSIET M30€XaTh
HEOOXOANMOCTH TPAHCIIOPTHPOBKH MPOOBI MEXIY H3Me-
PCHUSIMH.

OO6paboTKy JaHHBIX U MOCTPOCHUE I'PayHPOBOYHBIX
XapaKTePUCTHK IPOBOAWIA C HCIOJIH30BAaHUEM IIPO-
rpammHoro makera (IIIT) OXSAS 1.7 (Thermo Fisher
Scientific). KadecTBeHHBI peHTreHO(]A30BBI aHATH3
ocyuiectBsun ¢ ucnonb3oBanueM [1IT Oxford Crystallo-
graphica Search-Match (6a3za gamnbix ICDD PDF-2
2012 r.). [TonmHOTIPOMIIBHOE YTOYHEHUE JIJIS TIeTISH KOJHU-
YECTBEHHOTO PEHTTCHO(A30BOr0 aHAIN3a MPOBOAWIH C
ucnonb3oBanreM IIIT RIETAN-2000 [8]. Conepkanue
amopdHOH (a3sl paccunThiBa M 10 MeTony G-dakropa ¢
UCIIONIb30BAaHUEM MPOrpaMMHOro JomnonaHeHus Phase-
Quant g RIETAN 2000 [9].

Buenpenune xombunupoanHoro merona PIDA tpe-
OyeT moapoOHOTO OMHUCAHUS XUMHUYECKOTO 1 (ha30BOTO CO-
cTaBa arioMepara, a Takke pacrpenenenus Fe?™ B kpu-
CTaJNIMUecKux U amopdHoit ¢azax. O0sryHO [10] ocHOB-
Hast yacth Fe?" comepkurcs B marnerure (Fe?*Fe,0,) u
TBEPABIX PacTBOpax Ha ero ocHoBe. [lomnmo marHeTuTa
Fe," taxske mpucyrctyet B Bioctute (Fe?*0), mupokcene
(tuma  CaFe?'Si,04) u heppoaaroMOCHIIUKATe KaJbIHsI
(Cag_ FeZ*AlFe3*Si, 0,, CASF). Amopduas ¢asa Tak-

K€ MOXKET COACPIKATh Fe2". ®a3oBelil cocTan ariaioMepaTroB

Ta6auua 1. da3zoBslil cocTaB 00pa3noB armoMeparoB (w, %)

CWJIBHO 3aBUCHUT OT OCHOBHOCTH W MapaMeTpOB O00XKHIO-
BO MammHbl. B paccMmaTrpuBaeMoM citydae IpeicTaBlie-
HBI arjioMeparhbl CpeHell OCHOBHOCTH, B KOTOPBIX 3aKpH-
CTAJJTM30BaHHBIC MHUPOKCEHBI M (HEeppPOATIOMOCHIHKATHI
KaJbIHs HEe WACHTUUITMPOBaHbl. Da30BBIN cocTaB Mpe-
CTaBJICH MAarHETHTOM, T€MAaTHUTOM U BIOCTUTOM.

IIpn KomuyecTBeHHOM oOleHKe (HPa30BOro COCTaBa
IPUMEHSUTH CTPYKTYPHBIC MO KPAlHUX WICHOB TBEP-
Ieix pactBopoB: Fe;O, mnst marnerura, Fe,O; mis rema-
tuta 1 FeO mns Bloctuta. B pesynprare pacuera comep-
sxanust Fe?™ u3 maHHbIX 0 (ha30BOM COCTAaBE MPOMCXOIUT
ero nepeorieHka Ha 10 — 15 % HecMOTpst Ha yIOBIETBOPH-
TeJIbHOE KauecTBO yTouHeHus. Hanbonee BeposTHON npu-
YHHOW TaKOTO PACXOKICHUS SBISICTCS 00pa3oBaHUE TBEP-
noro pactBopa tuma Mg, Fe;  O,, 9TO MPUBOIUT K CHH-
KeHuto comepskanus Fe2t B marderure. Ipenmonoxkenue
MOJTBEPIKIIAETCSI MPU CPaBHEHUH IMapamMeTpPOB dSJIEMEH-
TapHOU A4YeiKkH (pa3bl LITMHETN B UCCIENyEeMbIX 00pasiax
(sanpumep, 8,3924(3) A nna o6pasia 2a30) 1 «4UCTOTO»
Fe;0, (8,396 A [11]). PactBoperne CaO B Fe;0, meHee
BEPOATHO BBHUIY 3HAYUTEIHHOTO PA3INYMs B HOHHBIX pa-
nuycax Fe2* (0,92 A) u Ca2* (1,14 A), B To Bpems Kax s
Al,O; BepositHee pactBopeHue B Fe,O;. TiO, (okono
0,4 %) u MnO (oxoio 0,5 %) Takxke MOTYT pacTBOPSTHCA
B MarHeTUTe, OHAKO HX COACPIKaHIE 3HAYMTEIEHO HIDKE,
gem MgO (okono 2,5 %). Pacuetnoe comepxanne Fe’™ B
ciyyae monHoro pactBopernst MgO B marnerute Ha 15 —
20 % HUKE aTTECTOBAHHOI'O 3HAYCHUS, 3TO 03HAYACT, UYTO
Tobko yacTh MgO pactBopsiercs B Fe;O,4. [l mpoBepku
9TOTO TPEIIONOKECHUST OBUIM YTOYHEHBI 3aCEICHHOCTH
Mg/Fe na nmo3unusx 8a u 16d [12]. B ta6n. 1 npuBeaeHb
paccuuTanHble (0003HAYCHBI Kak «DKC.») 3HAYCHHUS CO-
nepkanus Fet, nepecuntanubie Ha okeu xenesa (FeO),
KOTOpBIE COTIACYIOTCS C aTTECTOBAHHBIMHU («(ATT.») 3Haue-
HUSMH (TIepecdeT clenaH sl yooOcTBa CpaBHEHHS CO
3Ha4eHusAMH, arrecroBanHbIMU 110 'OCT P 53657-2009).

Taknm 00pa3oM, B pacCMaTpHBaEMOM CITydae OCHOB-
HbiMu Fe'-comepxatimMu pazaMu SBISIFOTCS MATHETHT (a
tounee, Mg, Fe; ,O,) u Broctutr. O6uiee conepxanue Fe?*
B amopdHOH (a3e npeAcTaBiIsieTcs He3HAYUTEIbHBIM (CM.
Tabi. 1). 3TO NO3BONAET NOCTPOUTH MPATYUPOBOUYHYIO Xa-
PaKTEpUCTHKY, UCTTONB3YOINy 0 peduiekcel Fe;O, u FeO B
KaueCTBE OCHOBHBIX AHAINTHYECKIX CHUTHAJIOB C KOPPEK-
el Ha 0Opa3oBaHME TBEPIBIX PACTBOPOB, KOTOPAst MO-
JKET BKJIIOYATh HE TOJIBKO MONpPaBKy Ha cojepxkanue Mg,
HonHa Ca, Ti, Mnu T.a. [13 — 15].

O6paszen Iemarur (Fe,05) ﬁj‘::ﬂm (Me,Fe; x)(c)4) B(}]f,)gg;T AmopdHas dpasza e Fe0, —
2439 14,5 48,2 0,17 0,14 37,2 12,8 12,9
3486 16,1 45,8 0,20 0,57 37,5 12,2 12,3
3496 12,5 53,4 0,18 0,81 33,4 15,0 14,8
634 7,8 553 0,19 1,1 35,9 15,7 15,4
2a30 14,8 46,1 0,16 0,25 38,8 12,4 12,5
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MaccoBast fo7s 1F000# KpHCTaIn4eckoi (a3l Ha-
MPSIMYIO CBsI3aHA C MHTETPAIbHOW MHTEHCUBHOCTHIO ped-
JIeKca:

w; 1

_ !

=0yCg ——— P
m

I int

khl |Fhkl ‘2 ThlePG’

)

cell

rae @, — MIOTHOCTH MEPBUYHOTO ITOTOKA (POTOHOB; Gy —
CCUCHHUE PACCESHUS IEKTPOHOB; W; — MaccoBas A0S i-it
(a3ssl; 1L, — cpefHee 3HaYeHHEe MAacCOBOTO KO PHIIEH-
Ta TIOMVIONICHUS MaTepuana; V,,; — 00beM IeMEeHTapHOM
STYCUKU; Py — (HAKTOP MOBTOPSIEMOCTH; |F)y, | — MOZYIb
CTPYKTYPHOUH aMImmutyapl; 1, — KO(DOUIIUEHT TEKCTY-
pupoBanus; LPG — JlopeHU-NOoNApU3aMOHHBIA U Teo-
METPUIECCKUI (PAKTOPHI.

U3 ypaBHenus | ciemyer, 4T0 MHTEHCUBHOCTH B 3Ha-
YUTEIBHOHN CTENIEHN 3aBUCUT OT KOA(PPHUIIMEHTA MOTIIONIe-
HUSI MaTeprana, Ko3(Q(hUIHeHTa TeKCTYPUPOBAHUS, TLIOT-

HOCTH NIEPBUYHOTO MOTOKA (DOTOHOB M CTPYKTYPHOH am-
wmtyasl [1].

ITocrostHcTBO TekctypupoBaHus (7)) obecneunBaer
BOCIIPOM3BOAMMAs MPOOOIIOATOTOBKA (IIPECCOBAaHHE II0-
PpOIIIKa IMPH IMOCTOSHHBIX YCIIOBUAX ). M3MeHeHue ko3ddu-
IIFICHTA TEKCTYPUPOBAHMS MOXKET OBITh TAKXKE YUTCHO ITPH
HCTIONIb30BAHIH JIByX HE3aBUCHMBIX CUTHAJIOB OT pehieK-
COB TIEPIECHANKYISIPHBIX 30H, OJJHAKO 3TO MPUBEJET K yBE-
JIUYEeHUI0 BpeMeHH u3MepeHus. Ilotok ¢oToHOB uepes
oOpaser] MOCTOSIHEH Oyarofapsi HEU3MEHHONH T'eOMETpHU
IKCIIEPUMEHTA U CTAOUIIBHBIM XapaKTePUCTUKAM HHCTPY-
MeHTa. VI3MEeHEHHs CTPYKTYPHOH aMIUIMTYIbl HE3HAuU-
TENbHBI, HECMOTPSl Ha HaJM4Yhe H30MOP(HBEIX 3aMelle-
Huil. Hanbosee 3HAYMMBIME (paKTOPaMH, BIHSIONUME Ha
MHTEHCUBHOCTH OCHOBHOTO aHAJIUTHYECKOTO CHTHaja,
SIBIISTFOTCS] MaccoBast 10JIs (ha3bl U CPETHEMACCOBBIN KOA(-
(PUIMEHT MOTTIOIMICHHSI.

Haubonee mHTeHCUBHBIN peduekc marHerura (311)
nepekpriBaeTcs ¢ peduexcom remarurta (110). Mcnons3o-
BaHue pediexca (111) mo3BonseT UCKIIOYUTH BCE BO3-

Taduuua 2. YcaoBus mpoBedeHUs pEHTTeHOAN()PAKINOHHBIX-PEHTTCHO(ITYOpECEHTHBIX U3MEPECHUI

P®A
JIunus Kpucrann Jerextop Komnmmarop 20, ° U, kB 1, MA t,c
MgKa AX06 FPC! 0,60° 37,309 30 80 20
AlKa Kanan-monoxpomarop Al 20
SiKa Kanan-monoxpomarop Si 20
SKa Kanan-monoxpomarop S 30
CaKa Kanan-monoxpomarop Ca 12
NaKa Kanan-monoxpomarop Na 20
MnKa LiF (200) FPC 0,25° 62,973 16
CrKa LiF (200) FPC 0,25° 69,354 16
TiKa LiF (200) FPC 0,25° 89,137 16
ZnKa LiF (200) Sc? 0,25° 41,799 12
PKa PET FPC 0,60° 89,437 20
KKa Kanan-monoxpomarop K 16
FeKa Kanan-monoxpomarop Fe + artentoarop 12
PIA
Komnonent 20, ° Pexxum ananmsa U, kB I, MA t,c
1, [Fe;0,4(111)] 21,266 Uuterpuposanue ot Bgl 10 Bg2 ¢ pacyeToM HHTErPANTLHOTO CPEIHETD 35 35 40
I[Fe;0,Bg1 ] 20,600 HW3mepenne abc. MHTEHCUBHOCTH® 40
I[Fe;0,Bg2] 21,730 H3mepenne abc. THTEHCUBHOCTH 40
1;,[Fe,05(104)] 38,653 Wnterpuposanue ot Bgl no Bg2 ¢ pacyeToM HHTEIPAIILHOTO CPEAHETO 40
I[Fe,05Bg1] 38,250 Nzmepenne abc. ”HTEHCUBHOCTH 40
I[Fe,0;Bg2] 39,500 H3mepenne abc. THTCHCUBHOCTH 40
L, [FeO(200)] 49,093 Wurerpuposanue ot Bgl 1o Bg2 ¢ pacueToM HHTErpajIbHOTO CPEIHETO 40
I[FeOBgl] 48,900 Wzmepenne abc. ”HTEHCUBHOCTH 40
I[FeOBg2] 51,260 H3mepenne abc. THTCHCUBHOCTH 40

! [TponopuyoHansHblii 1eTeKTop.
2 CUMHTHUISILUOHHBIH JIETEKTOP.

3 VnrterpupoBaHue BHIMONHAETCS Ha alllIapaTHOM yPOBHE MyTeM CKaHMPOBaHUs HHTepBaa yrios 20 [Bgl, Bg2] ¢ MOCTOSHHOI CKOPOCTBIO 32
yKa3aHHOE BPEMS { C CyMMHPOBAaHHEM 3apETHCTPHUPOBAHHBIX UMITYNIECOB. Pe3ynbraToM HHTETpHPOBAHUS SBISIETCS HHTETPATIbHOE CPENHEE IS
¢ynxnun / (20) B ykazaHHBIX TIpeaenax. 3HadeHue 20 Ui 9TUX BEINYHH IIPUBEICHO B KaueCTBE HH(POPMAIIOHHOTO ¥ COOTBETCTBYET IIOJIOXKeE-

HUIO MaKCHMyMa pediiekca.

4 VsMepenne BHITOMHACTCS MyTeM PETHCTPAITIH HMITYTbCOB TIPH GUKCHPOBAHHOM yIiie 20 B TedeHNE yKa3aHHOTO BPEMEHH. Pe3yIsTaToM aB-
JIIETCS CPEIHSA HHTEHCMBHOCTD B JAHHOM TOYKE AudpakTorpamMmel [umi/c].
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MOXXHBIe HasloxeHUs. OfHAKO MPaBHIBHOE ONpEIEICHHE
HMHTETPaTbHON MHTEHCHBHOCTH TPeOyeT yueTa HHTCHCHB-
HOCTHU ()OHA B COOTBETCTBUH C YPaBHEHHUEM:

Fe3 01! =1, [Fe; 0, (111)] -

| /[Fe30,4Bg1]+1[Fe;0,Bg2] )
2 b
rne [, [Fe;04(111)] — mnonHas uHTerpainbHas MHTEH-

cuBHOCTh pedrnexca marneruta (111); [[Fe;O,Bgl] nu
1[Fe;0,Bg2] — MHTEHCUBHOCTH (pOHA.

VcnoBus perucTpanuy aHATUTHYECKUX JTaHHBIX KOM-
OounupoBanHoro merona PJIDA st ompepeneHust siie-
MEHTHOTO cocTtasa u Fe?™ mpezcrasiensl B Tab. 2.

VYpaBHeHue perpeccud s onpeseienus Fe?™ B armo-
MepaTax BBIIISIAT CIIEAYIONIHM 00pa3oM:

C(FeO) = A4y + AL, [Fe;04(111)net +
+ oy i [Fe,05(104) | net + o1, [FeO(200)|net +
+ 03/ (TiKa) + 04/ (CaKa) + a5/ (MgKa) +
+ o6l (SKa)) + a4/ (SiKa), 3)

rae C (FeO) — conepkanue FeO; A, A}, 4, 0, 03, O, Os, O,
07 — yTodHsieMble ko3 duruents; [, [Fe,0,4(111)]net —
UHTErpajibHas UHTEHCUBHOCTh peduiekca (111) marneru-
Ta rnocye Beruutanus ¢ona; [, [Fe,05(104)]net — unre-
rpajibHas UHTEHCUBHOCTH peduiekca (104) remarura 1mo-
cie BeruuTanus Qoua; I, [FeO(200)]net — unTErpan-
Hasi HHTEHCHBHOCTH peduiekca (200) BIOCTHTA TIOCIE BbI-
yutanus Qoua; [(AlKa), [(CaKa), I(MgKa), I(SKa),
1(SiKa), I(TiKo) — MHTEHCHBHOCTH COOTBETCTBYIOIIHX
XapaKTEePUCTHICCKUX JTHHUI.

Koppeknus mo apmutuBHOM mHTeHCHBHOCTH Ha Ca,
Al, Mg, Ti u Si no3BojsieT yuecTb 00pa3oBaHUe TBEPIBIX
pacTBOpPOB Ha OCHOBE MAarHETHTa, a TaKkKe H3MCHECHHE
ko3¢ durmenTa moniomeHus (0COOEHHO 3HAYMMBIMH SB-
msitotest Ca u Ti, MOCKOIBbKY MX KO3()(UIIMEHTHI MOTIoIIe-
aus W, s CoKo cocrapisior 258 u 302 cM2/T cooTBET-
CTBEHHO). VHTEHCHUBHOCTb JIMHUU CEPbl HUCIOJb3yeTCs
JUTSL ydeTa BO3MOXHOTO MPHUCYTCTBHA CYIb(OUIO0B jKene3a
(mmpuT WM UPPOTHH). [ pagynpoBouHas XapaKTepPHCTH-
Ka TIOCTPOEHAa C MCroib3oBaHueM 31 cTaHmapTHOTO 00-
pasma amtomepara. CpemHeKBagpaTHIeckoe OTKIOHCHUE
no rpagyupoBouHomy rpapuky (CKO) cocraBmser
0,100 %, kosddurment koppesiuuu (R?) — 0,995,

B T1abn.3 mpencraBneHsl pe3yibTaThl CPAaBHEHHUS
aTTECTOBAHHBIX (ATT.) M OKCIIEPUMEHTAIBHO MOTYIECHHBIX
(Okc.) conepxanuii Fe?', nepecunrannsix Ha FeO. Benu-
yrHa K periaMeHTUpyeT JOMYCTHMbIE PACXOXKICHHS
Mexay pesynbraramu ompeaenenuss FeO mo T'OCT P
53657-2009 u aTTeCTOBAaHHBIMU COJEPKAHUSIMHU KOM-
MTOHCHTA.

PesynbraTsl OlIEHKH MOBTOPSIEMOCTH KOMOMHUPOBAH-
Horo PIMA merona onpenenenns Fe* B armomeparax Ha
npumepe CO 2a8 npencranieHsl B Tabl. 4.

Paspaborka Metoza ompezaeneHus Fe*' B Keae3HBIX
pylax U MpomyKTax UX mepepabdoTKH MOXKET OBITh pasjie-
JICHa Ha HEeCKOJIbKO ATanoB. Ha mepBoM dTare KkayecTBeH-
HBIH (pa30BBIH aHAJIHM3 MMO3BOJISICT BBIIBUTH BCE KPUCTAJ-
audeckue (assl, conepxamue Fe?". B paccmarpuBaeMom
Cilydae TakUMH (a3aMu SIBISIOTCS MAarHETUT U BIOCTHT.
Bropoii aTam 3akiodaeTcst B KOJMUYECTBCHHOU OIICHKE (a-
30BOTO COCTaBa, BKIIIOUAIOLIECH OIpesercHue aMopQHOM
(baspl. JlaHHBIN pacyeT MO3BOJIAET CYIUTh O TPAKTHICCKH
noJiHOM orcyrcTBuu Fe?™ B amopdHoii daze. D10 maer
BO3MOXXHOCTh HCIIOJNB30BaTh pPe(IIeKchl KpUCTaJIHYe-
ckux (a3, comepkanmx Fe?", B kauecTBe OCHOBHBIX aHa-
JUTUYECKUX cUrHaioB. OUeBUAHO, YTO TPagyUupOBOYHAS
XapaKTEePUCTHKA JTOJDKHA YIUTHIBATH BCE BO3MOYKHBIC TTa-
paMeTphl (00pa3oBaHKe TBEPABIX PACTBOPOB, U3MCHEHHS
MaccoBoro kod(p¢uiuenta momonieHus). PeHTreHo-

Tabauna 3. Pesynbrarel npoBepku npasuibHocTH PIIPA merona
onpenenenus Fe" B aromeparax

w (FeO), %

Oo6pasen ] B, Warr = Wacls %0 Kr, %
2a8 12,1 12,09 0,01 0,2
2all 13,9 13,88 0,02 0,2
2a30 12,4 12,44 0,04 0,2
2425 11,9 12,01 0,11 0,2
2426 11,9 11,95 0,05 0,2
2439 12,8 12,70 0,10 0,2
2472 12,5 12,38 0,12 0,2
2482 12,6 12,57 0,03 0,2
2510 12,7 12,76 0,06 0,2
2517 12,1 12,13 0,03 0,2
2524 12,2 12,26 0,06 0,2
2530 12,7 12,63 0,07 0,2
2533 12,4 12,40 0,00 0,2
2534 13,0 13,08 0,08 0,2
2537 12,5 12,58 0,08 0,2
2539 13,0 12,87 0,13 0,2
614 11,1 11,06 0,04 0,2
615 14,3 14,45 0,15 0,2
3478 11,6 11,60 0,00 0,2
3486 12,2 12,35 0,15 0,2
3496 15,0 14,97 0,03 0,2
3500 12,5 12,42 0,08 0,2
3503 12,1 12,03 0,07 0,2
3505 15,1 15,09 0,01 0,2
3506 13,6 13,65 0,05 0,2
3511 12,8 12,78 0,02 0,2
3537 14,4 14,56 0,16 0,2
3539 14,6 14,51 0,09 0,2
3542 14,1 14,17 0,07 0,2
3544 11,2 11,15 0,05 0,2
634 15,7 15,63 0,07 0,2

! Tpenen nomyckaemoii morpemsocty +A npu P = 0,95 mus npen-
CTaBJICHHOTO JHana3oHa KoHueHrpauuii — 0,4 %.
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Ta6uuua 4. Pesynsrars onenku nosropsemoctu PIIOA merona onpenenenus Fe?™ mis oGpasua 2a8

Howmep nzmepenns 1A 2A 3A
w (FeO), % 12,00 11,98 12,06

Ipumevanmue. 7,

4A 1B 2B 3B 4B
11,89 12,19 11,99 12,08 12,22

=0,20 % — MakcHMaJIbHOE YKCIICPHMEHTAILHO 00HApPYKEHHOE aOCONIOTHOE 3HAYCHUE Pa3HOCTH PE3yNIbTaToB JBYX Ma-

paenbubix usmepenuii (1 -2, 3 —4) nns Beex map; CRy g5, = 0,33 % — MakcuManbHOE IKCIEPUMEHTANILHO 00HAPYKEHHOE a0CONIOTHOE
3Ha4YeHHE Pa3HOCTH PEe3yNnbTaToB 4yeThipex usmepenuit (1, 2, 3, 4) mus cepuit A u B; »(I'OCT) = 0,4 % — nomyctumoe o 'OCT 53657-2009
abCOIOTHOE 3HAYEHME DA3HOCTH PE3YNBTATOB JBYX NapallenbHbIX uaMepenuid; CR,o(TOCT)=0,5% — nomyctumoe no T'OCT
53657-2009 abconoTHOE 3HaYCHUE PA3HOCTH PE3YJIBTATOB YETHIPEX N3MEPEHHI.

JU(PaKIMOHHBIX JaHHBIX HEJOCTATOYHO JUIA ydeTa BCEX
M3MCHEHHH, B 0COOCHHOCTH IIPH BaPHAIIMH MacCOBOTO KO-
¢ dunnenTa moniomeHus npodel. MHTCHCHBHOCTH Xa-
paxrepuctudeckux auaui Ca, Ti 1 Mg m03BOJSIOT MOTY-
YHUTh HEJOCTAIONIYI0 WHpopMannio. HemanoBaxHbIM sB-
nsetcs ucnonb3oBanue Mg u Ti B kKadecTBe KaHAJIOB KOp-
PEKIIMU BBHJY CKIOHHOCTH MarHeTHTa K 0Opa30BaHUIO
TBepabix pactBopoB (Fe;_ Ti,O,, Fe;_ Mg O,). Crenyer
OTMETHTH, uTO Fe?" MOXeT Tak:Ke pacTBOPATHCS B TeMATH-
te (FeTiO; —Fe,0;). Hcmons3oBaHHe HHTEHCHBHOCTH
pedraekca (104) remaruta nmpusogut K cHikenuto CKO.
HecMmotps Ha oTcyTcTBHE Cynb(UIOB XKeme3a 1Mo pe3yib-
TaTaM Ka4eCTBCHHOTO ()a30BOT0 aHAIN3a, NHTEHCHBHOCTD
XapaKTepUCTHUECKON IMHUH CEPbl HE0OX0AUMa [T yyeTa
WX CIENOBBIX cojepkaHuid. IIpaBHIIbHOCTH M MOBTOpsiE-
MOCTB TPEIUIOKCHHOTO MOAX0a 110 KOMOMHUPOBAHHOMY
PII®A onpenencuuio Fe*' B jxene30pyIHbIX arioMeparax
CpeIHell OCHOBHOCTH  YIOBIETBOpSCT TpeOOBaHHSIM
T'OCT P 53657-2009.

B ciyuae ¢ amomeparaMu BBICOKOM OCHOBHOCTH CH-
Tyarusi HECKOJILKO MEHSIETCS, MOCKONbKY Fe?' wacTiuno
pactBopsiercss B amopdHO#l (asze, a Takke KpUCTAIUIIH-
3yeTcs B MUPOKCEHAX, YTO JeNlaeT HeOOXOAMMBIM HCIIONb-
30BaHME CNEKTPabHBIX Koppekuuii (FeKP,s/FeKp,;) B
rpagyupoBoYHOi Xxapakrepuctuke [10].

B 3aBucumocTu oT 00beKTa aHaM3a (pyaa, ariioMepa-
TBI, OKaTBIIIH U T.JI.) MOXXHO MCIIOJIB30BATh IOTIOTHHUTEIb-
HbIE KaHAJIbI KOPPEKIIHH.

Brenpenue npenjiokeHHOro MOAXona B MPOU3BOACT-
BEHHYIO IIPAaKTUKY II03BOJISIET 3HAYUTEIbHO CHU3UTh Bpe-
M u3MepeHus. Peructpauus Bcex TUpakIMOHHBIX J1aH-
HBIX 3aHMMaeT 360 c, Toraa Kak Bpems ONpeesICHuUs MoJI-
HOTO 3J1eMeHTHOro coctaBa coctapiusieT 110 c. [Ipu atom
JUIS TIOBBILIEHHUS NMPOU3BOAUTEIBHOCTH METOAa B MPOM3-
BOJICTBCHHOM TPAKTHUKE BPEeMs HM3MEPEHHS MOXKET OBITh
COKpAIIEHO IPU KOPPEKLMH BPEMEHH PEruCTpaLlu CHeK-
TPaNIbHBIX JIMHUH M/WIK pe(IEKCOB ¢ YUETOM TEOPETHYE-
CKOM MOTPEeIIHOCTH AHAJIMTUYECKOTO CUTHAaIa.

Takum 00pa3oM, MPEUIOKEH MOAXON IO KOMOWHH-
poBanHomy PIIDA ompenenenuto Fe?' B kene30pymaHbIX
arjjoMeparax CcpenHed OCHOBHOCTH, BKJIIOYAIOIINN Ka-
YECTBEHHBIM aHaJIW3 U ompeesneHne (Ha3oBOro cocrasa,
B TOM 4Hclie, aMOpQHOH (a3bl, a TakKe pacupeciCHHs
Fe2™ mexay stumu azamu. DTO MO3BOISLET CHOPMHUPO-
BaTh YpaBHEHHUE PErpeccuu, Hauboee TOYHO OMHUCHIBAIO-
nee OCOOCHHOCTH AaHaIM3UPyeMOTo Marepuana. Takoii

MOJIXOJ1 YIOBJIETBOPSIET TPEOOBAHUSAM B 00IaCTH MTPABHIIb-
HOCTH W TIOBTOPSIEMOCTH, TIPEIABSBIIEMBIM K THUTPH-
METPHYCKOMY METOAY aHaiu3a Ipu onpenencHun Fe’
B JKEJIC30PYIHBIX ariomeparax. lIpennosxkeHHbIi criocod
MOYKHO HCIIONIB30BaTh B TPAKTUKE aBTOMATH3HPOBAHHOM
nabopaTopuu.
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