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BINAHWUE NAPAMETPOB 3AMUCK AN®PAKTOIPAMMDI
HA TOYHOCTb ONPEAENEHUA ®A3 METOZ1I0M PUTBE/IbJIA

B Hacrosimeit paboTe mpoBeIeHa OIlcHKA BIUSHUS ITapaMeTPOB 3aIlMCcU TUMpaKTo-
rpaMMBI IByX(a3HO# cMecH Ha TOYHOCTD OTIPEIeICHIUS CONepKaHUs U TIEPUOIa PEIICTKI
da3er MeTOIOM 0E33TAIOHHOTO peHTreHoMa30Boro aHanmm3a Putsenbna.

Knwuesvie crosa: peHTTeHOCTPYKTYPHBIN aHaIN3, 0€33TaJJOHHBINA KOJIMIeCTBEHHBIN
(hazoBblit aHanu3, MeToa PuTBebaa.

F.A. Muchtorov, A.S. Yurovskikh

INFLUENCE OF THE X-RAY DIFFRACTION EXPERIMENT PARAMETERS
ON THE ACCURACY OF RIETVELD REFINEMENT

This work was aimed to evaluate the influence of X-ray diffraction experiment parameters
for accuracy of phase content and lattice constant determination by Rietveld refinement in
the two-phase mixture.

Key words: XRD phase analysis, standardless quantitative phase analysis, Rietveld
refinement.

BHaCTosILuee BpeMsl IIIMPOKO U3BECTHbIE METOAbI KOJINYECTBEHHOIO
PEHTIeHOCTPYKTYPHOTO aHa/u3a (BHEIIHEro/BHYTPEHHETO 3Tajlo-
Ha, TpaayMpOBOYHOTO IpacrKa, rOMOJOTUYECKUX Map) BHITECHSIIOTCS Me-
TOAOM 0€33TaJIOHHOTIO MOJHOIMPO(GUILHOIO aHaIu3a PutBenbaa.

MeTon OCHOBaH Ha COMOCTaBJACHUM IKCIEpUMEHTaIbHOI Au(paKTO-
IrpaMMbI C €€ MaTeMaTUUeCKOI MOJIeJIbIO, paCCUUTAaHHOM 1JIsI BceX (ha3 mpo-
ObI MO MX CTPYKTYPHBIM IapamMeTpamM (MepUoibl peleTKU, PacloioKeHue
aTOMOB, 3aCE€JICHHOCTb Y3JIOB U T. I1.), 0COO€HHOCTSIM IU(PPAKIIMOHHOTO IKC-
repuMeHTa (CIeKTp U3AyYeHUs TPYOKU, TEOMETPUSI CheMKU U T.11.) U yTOU-
HSIEMOI ISl NOCTUKEHMSI MAKCUMAaIbHO BO3MOXHOTO COOTBETCTBUSI.
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[Tpenpiayiuve nccienoBanus nokasanu [ 1], yro meron Putsenbaa ooe-
CIIeYMBaET BHICOKYIO TOUHOCTbD IPU OIpeAeIeHUM cofiepKaHus (a3, MpeBbI-
HIAOIILYIO TPAAUIIMOHHO MPUITMCHIBAEMYIO PEHTT€HOBKOMY METO/TY BEJTMUMHY
B 5% [2—4]. OgHaKo BBICOKAsl TOYHOCTh TPEOYET IUIMTEILHOTO SKCITePH-
MeHTa. B CBSI3U ¢ 3TUM IpeaCcTaBIsIeTCsI UHTEPECHBIM BbISICHUTbD, TT03BOJISI -
10T JI1 COBpeMEHHbIE TU(GPAKTOMETPHI C IMHEHHBIMU I€TeKTOpaMU B cCOYe-
TaHUM C yTOUHeHUeM PuTBebaa o6ecneynTh mpruemiaeMble pe3yabTaThl Ipu
YCJIOBUM CYILIECTBEHHOI'O COKPAIIIEHUSI BpEMEHU 3aUCU IU(PPAKTOTPaMMBI.
B kxauecTBe 3TaIOHHBIX 00Pa31I0B UCITOJIb30BAIMCH IBYX(ha3HbIE CMECH MO-
POILIKa 3JIEKTPOJUTUUECKH OCAXKIECHHOU YMCTOM Meau (puc. 1, @) v mopoli-
ka MgO (puc. 1, 6). Cmecu TOTOBWIMCH HaBECKOM MOPOIIKOB HAa aHAJTUTH-
yeckux Becax Shimadzu AUWI20D ¢ ToyHOCTBIO A0 1 MT ¢ MOCIEeAYIOLIUM

nepeMelIMBaHUEM 10 OHOPOJHOTO COCTOAHMSA U3 pacyeTa ComepKaHUA
MgOB 1, 3, 5, 10, 15, 30 u 50 Bec. %.

Puc. 1. Mopdosorus yactuil nopoiika:
a — Cu; 6 — MgO

PC®A ocymiectBisuics Ha augpaktomerpe Bruker D8 Advance B Cu K-
MU3JYyYEHUU C UCMOJIb30BaHMEM MO3UIIMOHHO-YYBCTBUTEIBHOIO IETEKTOpa
LynxEye; 111 noBbIIEHNSI AOCTOBEPHOCTU PE3YJILTAaTOB AU(PAKTOrpaMMbl
KaxX7I0i CMeCH 3allMChIBAJIMCh HE MEHEE TPeX pa3, Mocje KaXIOoh ChbeMKHU
MOPOIIIKOBas Mpoba nepeMeninBagach 1 BHOBb 3alIpeCCOBbIBAIACh B KIO-
BeTy. AHau3 PuTBenbaa rnpoBeneH ¢ MCHoIb30BaHMEeM ITPOrpaMMHOTIO Ma-
kera Bruker TOPAS® 4.2. TIpenn3MOHHOE OMpEAEICHNE TIEPUOIA PELLETOK
(haz mpoBoAMIOCH C UCMOJIb30BaHUEM I'padruyecKoit aKcTpanoasaiuu bpen-
mm u JIxes [4]. DddekT MUKpoancopOIIUM YUYTEH C UCITOJb30BaHUEM aJIrO-
putma Koppekuuu bpunmu [5].

BapbupyembiMu napaMeTpaMu 3KCIIepUMEHTa SIBJISUTUCH: 1) BpeMsl 3amu-
cu mudpakrorpammsl (130, 65 1 20 munyT nipu mare 0,015°); 2) mar 3armcn
nudpaxkrorpammsl (0,015; 0,03 u 0,05° mpu onMHAKOBOM BpeMEHM Ha 111ar).
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Kaxk moka3bIBalOT MoJydyeHHbIE JaHHbIE, 3HAUUTEJbHOE COKpallleHUe
BpeMEHHU 3anucu audpakTorpaMMbl He IPUBOAUT K CYLLIECTBEHHOMY MO-
BBIIIIEHUIO OIIMOKM OIpeaeeHus coaepkaHusl (pa3bl — OHA OCTaeTCsl Me-
Hee MpolleHTa B auamna3oHe cogepxkanuii 0—30 % (puc. 2). I1pu conepxa-
Hu1M (pa3bl MeHee 15 % oOHapyXeHa TeHICHIIMS K 3aHIDKEHUIO ee KOJIMYeCTBa
C YMEHbIIIEHNEM BPEMEHM 3aIIUCH, UTO MOXHO CBSI3aTh CO CHUKEHUEM CO-
OTHOIIIEHUS MUK/(POH U COOTBETCTBEHHO CO CHMXKEHMEM TOYHOCTH OMuca-
HUSI MHTETpaJbHON MHTEHCUBHOCTU AU(PAKIIMOHHBIX JIMHUIA.

1% MgO 3% MgO 5% MgO
1,00 3,00 5,00
2,95 2]
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8,00 15,00 31,00
B 2410m E1uSm E0u20m E2ul0m E 1uSm £ 0u20m B 2410m EHI1uSm E0uZ20m

Puc. 2. BnusiHve nponokKuTeIbHOCTH 3alucH AU paKkTorpaMMbl
Ha onpenesieMoe coaepxkaHue MgO st pa3IuyHbIX cMeceit

He orMeueHO U CylIeCTBEHHOIrO BIMSIHUSI BpEMEHM 3KCIepuMeHTa
Ha TOYHOCTb OIpelieJIeHUs Mepruoaa peleTky (puc. 3), 3a UCKIIOUEHUEM
ciyJast Majioro conepkanus ¢assl (1 %), mpu KOTOpoM Majiast MTHTEHCHB-
HOCTb JIMHUIA HE MO3BOJISIET OIMPEAeIsATh UX MOJIOXKEHUE C BICOKOI TOY-
HOCTBIO.
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Puc. 3. BmustH1e TIpOIOKUTEIBHOCTH 3aTCH TU(PaKTOTpaMMBbI
Ha OIpeaeIsieMblIii epro pemeTkrn MgO 1St pa3TUIHBIX cMeceit
B CPAaBHCHMU C IIPEIIU3MOHHBIM 3HAUCHUEM
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Puc. 4. Brusxue mara 3anmucu 1M pakTorpaMMbl Ha OIIPEAeISIEMbIi IIEPUO PEIIeTKHI
MgO st pa3IuIHBIX CMeCeil B CpaBHEHUH C TIPEIIU3MOHHBIM 3HAYCHUEM

HaubGonrbliiee cCHUXXeHME TOYHOCTU OIpeAeIeHUS IEPHUOIa MOXKHO OXKM -
JaTh MpU 3arpyobjieHuu 11ara 3anucu audpakrorpammbl. OnHaAKO TIpU aHA-
Ju3e MetonoM PuTBenbaa pacueT neproaa He CBsSI3aH C ONpenesieHUueM Io-
JIOXKEHMS JIMHUI IO MAKCUMYMY MUHTEHCUBHOCTHU, YTO MTO3BOJISIET COXPAHUTD
MpUEMJIEMYIO TOUHOCTb TaHHBIX (puc. 3).
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