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OOmMeH onbITOM

VIK 543.427.4

OIIPEAEIEHUNE CTEXUOMETPUYECKOI'O COCTABA TBEPAbIX PACTBOPOB
PEPPUTA BUCMYTA 1 ®PEPPOHEOBATA CBUHIIA
METOJOM PEHTTEHO®JIYOPECHEHTHOI'O AHAJIN3A

C IOJIHBIM BHEIITHUM OTPAJKEHUEM'

Cmamusa nocmynuna 16 gpespans 2016 2.

DNEeMEHTHBII COCTaB, HAapALy C KPHUCTAUTMYCCKOU
CTPYKTYpOH — TapameTp, ONpeAesSIONUNA DJIeKTpH-
YeCKHe W MAarHUTHBIE CBOWCTBA MHOTOKOMIIOHEHTHBIX
TBEPABIX OKCUAHBIX pacTBOpoB Tua AB'B"'0Os [1, 2] (na-
IpuMep, CUCTEMBI TBepAbIX pacTBopoB (1 —x)BiFeO; —
—xPbFe, ,Nb, ,0;, tne BiFeO; n PbFe, ,Nb, ,0; — BbI-
COKOTeMIIepaTypHble MyibTH(epponkn). MHTEpec K HUM
BBI3BAH COYCTAHHEM KaK CETHETOMICKTPHUCCKUX, TaK M
MarHUTHBIX CBOMCTB B IIMPOKOM JHAana3oHe TeMIeparyp,
KOTOpOE, B CBOIO O4Yepe/ib, 00Ia1acT YCTOWIMBEIM ITbE30-
AKTHUBHBIM COCTOSTHHEM [3].

Jns Toro yToOBI KOHTPOJIMPOBATH CBOMCTBA TaKUX
MaTepHasioB, HEOOXOAUMO 3HATh KOJIMYECTBEHHOE COOT-
HOIIEHUE MEXKAY COACPKAaHUAMHU KOMIOHEHTOB. OOBIYHO
9Ty MpoOJEeMy pPEmIaoT 3MIHPHYCCKH, OCHOBBIBASCH Ha
MacCOBOM COOTHOIICHHH CIICKaEMBIX KOMIIOHEHTOB H
JAHHBIX PEHTIEHOCTPYKTYPHOTO aHAN3a, MO3BOJIIOMINX
MOJTYYUTh TapaMeTp KPUCTAJUIMIECKON PEUIeTKU YKe To-
TOBOH KepaMHKH [2]. OIMHAKO TEXHOJIOTHYECKUE Mpooie-
MBI, CBSI3aHHBIC C TPOLIECCOM OTXKHTa, 3aCTABIIIH 3a1Iy-
MAThCSI 0 BOBMOYKHOCTH TIPSIMOTO AKCIIEPUMEHTA TI0 OIIpe-
JENICHUIO CTEXHOMETPHUUECKOTO KO PHUITUCHTA X.

Cpenu Bcero MHOT00Opa3us METOAOB KOHTPOJIS dJe-
MCHTHOTO COCTaBa HamOoliee MOAXOMSIIIMA — METOA
PEHTTeHO(MITyOPECIICHTHOTO aHAIN3a C TIOJTHBIM BHEIITHUM
orpaxkenueM (PDA I1BO, nnu TXRF) [4, 5], B pamkax Ko-
TOPOTO TapaMeTp X — apryMeHT I (OPMHPOBAHH
(YHKITNH aHAJTUTHYSCKOTO CHTHAJA (CHEKTpa PEHTTCHOB-
ckoi QuyopectieHun). JlelcTBUTENbHO, KOAPPHUIIUEHT X
¢ (U3MUYECKOW TOYKH 3PCHUS — YHCIO, XapaKTepH3y-
IOIIee COOTHOIICHHE MEXKTy KOJHYECTBOM arOMOB COPTa
A (BucMyT u cBHHEI). B cBOIO odepenb, KOIHMYECTBO aTo-
MOB UI'PaeT PelIalollyi0 posib B (hOPMUPOBAHMM MHTEH-
CHUBHOCTHU PEHTI'€HOBCKOM (hIyopecleHIun, U pelIeHHe
npoOJIeMbl 3aKIII0YaeTCss B TOM, YTOOBI aHAJIUTUYECKHUE
JUHHUU DJIEMEHTOB A Jieanud B 001acTH YyBCTBUTENIBHO-
CTU IPUMEHSEMOTO CIIEKTPOMETPA.

Ienb paboThl — pa3paboTKa METOIMKH ONPECIICHHSI
CTEXHOMETPUIECKOTO COCTaBa TBEPHABIX pPACTBOPOB Ha
OCHOBE CJIOKHBIX OKCHIOB Tipy oMot POA TIBO-meto-
JIa ¥ CPaBHEHHEM IOJTYICHHBIX PE3YIBTaTOB C MACCOBBIMHU
XapaKTePUCTUKAMHU KOMIIOHEHT CIIEKaeMbIX OKCHJIOB.

! Pa6ora BhInonHena npu (uHaHCOBOI mogaepxkie MOH Pd (mpo-
ekt Ne 2132, 1927 u CII-1689.2015.3), a Takxke B paMKax IpaHTa
IOxHoro  ¢denepanproro ynusepcurera (tema Ne213.01.-
07.2014/13IT4YBT).

CrienuamcThl B 00JIACTH PEHTTCHO(PITYOPECIIEHTHOTO
aHaJ3a BO3MOXKHO OTHECYTCS K IIOMOOHOH mmee c 3a-
METHOH JIOJICH CKercHca, Tak Kak mMarpudHbie 3((EKTh
(ToTIoIIIeHNe M paccestHUe BTOPUYHOTO H3TYYCHUS Be-
IIECTBOM HCCIEIYeMOI POOBI) U MEKIIEMEHTHOE BITUS-
HUE (9 (EeKTH UCKAKECHUS CHT'HAJa TPETUYHBIM H3ITyde-
HHEM) 3aMETHO CKa3bIBAIOTCS Ha (DOPMUPOBAHUHU PEHTTE-
HOBCKOM (piyopecueHunun ot npoosl. OgHako 3T 00CTOS-
TEJbCTBA UTPAIOT CYIIECTBEHHYIO POJb IPU TPaIUIHOH-
HOM P®A, Bo-mepBbIX, MPH aHAINU3€ MACCHUBHOM MPOOBI,
a BO-BTOPBIX, IIPH UCIOIB30BaHUM OONBIINX YIJIOB Tajie-
HUSl TIEpBUYHOTO M3ny4yeHus. Ecnu aHanmsmpyemoe Ko-
JUYECTBO YMEHBIIUTh J0 HECKOJIbKUX MIJUIUTPaMMOB U
uccienoBark npody B BHAE JOCTAaTOYHO TOHKOTO CJOS,
TO MaTPUYHBIC (D (PEKTH MOKHO HE YUUTHIBATH. DPPEKTHI
MEXIJIEMEHTHOTO BJIMSHUS B pPaMKax JaHHOW 3a7a4d
TaKXe HE BaYKHBI BCIIEACTBHE ONM30CTH 3HEPruil Lo nu-
Huil BucMyta W cBuHNA (Bilo~ 10,84 k3B, PbLa~x
~ 10,55 k3B). Takum 00pa3om, I pelIeHuUs TOCTaBJICH-
HOW 3aJja4y¥l JTOCTATOYHO YTOOBI crieKTpomerp sl PDA
obnaian HeoOXOAUMOW TyBCTBUTEIHHOCTHIO M JOIDKHBIM
YHEPTeTUIECCKUM pa3peIICHIEM.

B wccrmenoBaHMSX — WCIONB30BAIHM  CIICKTPOMETP
P®C-001, paboraronumii B peskxume [IBO peHTTeHOBCKOTO
nsnydenus [6]. CocraB npubopa: peHTICHOBCKasl TPyOKa
(Mo — marepuan anoga, MOIITHOCTh — 7,5 BT, Hanpsike-
aue — 50 kB), peHTTeHOBCKOE 3epKallo W3 aMOP(HOTO
kBapua SiO,, cucTeMa KOJUTUMHPYIOIIUX MIeJeH, MOIy-
MIPOBOJTHUKOBBIA 3HEPrOANCIIEPCUOHHBIA JIETEKTOP KOM-
nanun  Amptek ¢ dHepreTMueckuM — paspelieHHEM
~180 sB. Peructpauuio u o0pabOTKy CHEKTPOB pEHTIre-
HOBCKOM (DIyOpecleHIIMH OCYLIECTBISIIM B MIpOrpamme
UniverRS [7].

MeTtonuka TpPOM3BOJACTBA KEPaMHMK TBEPHABIX pac-
B0poB (1 —x)BiFeO; — xPbFe, ,Nb, ,0; xopouio wu3-
BecTHa [8]. CHHTE3 OCYyLIECTBISIIM METOAOM TBeprodas-
HBIX pEakIUi M3 COOTBETCTBYHOIIUX OKcuIoB (PbO —
yna, Fe,0; — una, Nb,Os — Ho6o-IIt, Bi,0; — yna) 006-
JKUTOM B JIBE CTQ/IUU C IPOMEXKYTOUHBIM TTOMOJIOM.

IIpuroroBunu 15 00pa3oB KepaMHUKH B BHJIE MEJKO-
JUCIIEPCHOTO TIOPOIIKA C Pa3IMYHBIM, 3aJI0KEHHBIM MPH
CUHTE3e, MUHEeHOo yBennuuBatomumcs (mar — 0,025) ot
0,25 mo 0,95 crexumomMeTpu4ecKuM KOIPPHUIIMEHTOM X.
JluneliHOe yBeNnMYeHHE X HEOOXOIMMO ISl aHaJIi3a 3aBH-
CUMOCTH DJIEKTPOPU3NICSCKHX CBOWUCTB OT CTEXHOMETPH-
YEeCKOTO COCTaBa.
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[IpoGomoaroToBka 3aKiouanach B HAHECEHHU HE-
CKOJIBKMX MUJUIUTPAMM TIOPOIIKA MCCIENyeMO KepaMu-
Ku (cpemHmit pasMep rpanyil — ~10 MKM) Ha TOIIOXKKY
u3 aMop(HOTO KBapla C MOCICIYIONIMM 3aKPEIICHHEM
€ro ATHIIOBBIM CIIUPTOM. [1OpoIIOK BBICYIIMBAIM B Teue-
HUE 3 MUH P KOMHATHOM TeMIeparype, 3aTeM MOAI0XK-
Ky TIOMEIIaI Ha KacCeTy M pa3MeIain B Kamepe o0myde-
HUSI CIieKTpoMeTpa. s ompeneneHuss OTHOCHTEIHHOTO
CTaHIAPTHOTO OTKJIOHECHHUS PE3yJbTaTOB aHAIN3a MPOBO-
qi o 10 u3MepeHuit kaxaoro odpasmna. Craructuye-
CKyI0 00pa0OTKy MONyYSHHBIX NAHHBIX OCYIICCTBILLIA B
COOTBETCTBUU CO CTAHIAPTHHIMU METOAUKAMH CTATHCTH-
yeckoi 00pabOTKM pe3ysibTaroB, NIPUMEHSIEMbIMU B aHa-
JTUTUYECKON Xxumuu [9].

JanHble IS pacdeTa CTEXHOMETPHUYECKOTO KOd(]-
(ummeHTa x cocTaBa TBEPIBIX PACTBOPOB TONydYalld Ha
criektpomerpe POC-001 o metoanke PDOA -ananmza men-
KOJIMCTIEPCHBIX MTOPOIIKOB, OCHOBAaHHOI Ha aHAIN3E COOT-
HOIICHUS] HHTCHCUBHOCTEH aHATUTHUCCKUX JIMHIHA XUMH-
YEeCKHX DJIEMEHTOB. PacueT BelH IO MOyYeHHBIM BENH-
YUHAM WHTCHCHUBHOCTEH aHAJIMTHUYCCKUX JTUHHN Bilo,B,y
u PbLa,f,y.

[Ipu BbIBOZmE pacueTHOM (GOPMyNBI CACTANN CICIy-
IOIIE OCHOBaHHBIC HA OOIIUX MPHHIHUIAX (HOPMHPOBa-
HUSI MHTCHCHBHOCTEH PEHTICHOBCKOH (DIIyopecCIeHINH
[10] mpennonoxeHus: 1) HCKOMBbIE MacChl XHUMHUYECKHX
AIIEMEHTOB (CBHHIIA M BUCMYTa) MPSMO MPOTIOPIINOHAIb-
HBI TIPOM3BEIICHUSM CYMM MHTEHCHBHOCTEH / XapakTepH-
CTHUYCCKUX JIMHUHU Lo, LP u Ly v rpaynpoBOYHBIX KOI(-
(PMITUEHTOB COOTBETCTBYIOIIUX AJIEMEHTOB (J; 2) B TO Xke
BpeMsi OHM mporiopiinoHaibHbl xAr(Pb) [Ar(Pb) — atom-
Hasi Macca cBuHIa] u (1 —x)Ar(Bi) [Ar(Bi) — aromuas
Macca BUCMYTa].

TakuMm 00pa3om, AT OTHOILICHUS MAacc 3JIEMEHTOB
CIPaBEITUBBI CIIEYIONINE BEIPAKCHUS:

mg; _ IpiOp;

mp,  IppOp,  Mpy

mg;  (1-x)Ar(Bi)
- xAr(Pb)

OTKyga [ CTEeXHOMETPHUYECKOro Kod(p¢HIueHTa X
HOTYyYUM:

1
- " Ar(Pb)l g, Op; -
Ar(Bi)I p,Opy,

W3 nocrnenHero BbIpaxeHUs CIELYyET, YTO JUJIs OIpe-
nexennst x MerogoM PDA TIBO mocraroyHo 3HATH OTHO-
IICHIE WHTCHCHBHOCTEH PEHTIEHOBCKOH (PIyopecleHInT
OIpenesieMbIX 3JEMEHTOB B KaXXIOM M3 HCCIIEAYyeMbIX
00pa31oB, a TaKke UX IPagyupoBOYHbIE KOI(DDUIIMEHTHI
Opi 1 QOp,. Tonmmmua o0pasnoB (~10 MKkM) W Haindue
IIBO mo3BonsIOT HE yYUTHIBATh B (hopMyre Ui 3aBUCH-
MOCTH HMHTEHCHBHOCTH PEHTI'€HOBCKOH (hIIyopecueHInH
OT MAacChI 3JIEMEHTa MEKIIEMEHTHOE BIUSHUE W MaTpHU-
HBIC 3(dekTsl. I'pagynpoBouHble KOAPUITMEHTH! A1 Ka-
JKIOTO 3JIEMEHTa OIpPENeNSIN Ha JTare aHaJUTHYCCKON
TPajyupoOBKH CIIEKTPOMETpA C UCTIONB30BAHUEM TroCyaap-
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CHeKTp peHTICHOBCKOH (IyOpEeCEHIINH MEJIKOIUCIEPCHOTO II0-
pOIIIKa CMECH TBEPIBIX PACTBOPOB

CTBEHHBIX CTAHIAPTHBIX PACTBOPOB COOTBETCTBYIOIINX
MetaymioB [11].

Ha pucynke mnpexncraBieH CHEKTp PEHTTEHOBCKOU
(iyopecueHIu  00pasiia TBEPIOTO pacTBOpa COCTaBa
0,3BiFeO; - 0,7PbFe; ,Nb;, ,05 (cTexnomeTpuueckuii ko-
a¢punment — 0,7). BuaHo, 4To 06pasert CoaepiKuT ToJb-
KO DJEMEHTHl TBepAbIX pacTBopoB BiFeO; wm
PbFe, ,Nb, ,0;, a KOHIEHTpaLMK CTOPOHHUX TIPUMECEH,
KOTOpbIe MOIVIM MIONIACTh B 00pasel] B MpolLecce CIeKaHUs
U YXYIIIUTH €ro IEKTPUYECKUE U MAarHUTHBIC CBOMCTBA,
HAXOIATCS 3a MpeleiaMu OOHAPYKEHHs CHEKTPOMETpa
POC-001.

B tabnuie npuBeaeHbI SKCIEPHUMEHTATIBHO TOJTyYeH-
HBIC U 3aKJIa/lbIBaéMble IIPU CHHTE3€ TBEPIBIX PACTBOPOB
U3 COOTHOIIEHHS MacC CIEKAeMbIX KOMIIOHEHT 3HAUCHHS
CTEXHOMETPUYECKOT0 Koddduuuenta x. OTHOCUTEIBHOE
CTaHJApPTHOE OTKJIOHEHHE cocTaBwio 6 %, 4To CBHIE-
TENBCTBYET O NMPUMEHUMOCTH METOMa VIS OIpEICIICHHS
CTEXHOMETPUIECKOTO COCTaBa W HWCCIICIOBAHHS 3aBHCH-

3HaueHUsl CTEXUOMETPUUYECKOrO MapaMeTpa, MOJIy4YEeHHbIC U3 JaH-
HBIX O Maccax CIEKaeMbIX KOMIIOHEHT (X,,,..) ¥ MeTogoM POA TIBO

(Xppa mBo)> %0

Yyacer T 0,01 YPPA 11BO
0,25 0,261 + 0,007
0,275 0,286 £0,011
0,325 0,335+ 0,001
0,35 0,351+0,010
0,375 0,401 +0,016
0,45 0,453 +£0,013
0,55 0,558 +£ 0,022
0,6 0,598 +£0,018
0,65 0,631 +0,012
0,7 0,689 + 0,027
0,75 0,742 £ 0,022
0,8 0,79 + 0,03
0,85 0,840 + 0,025
0,9 0,88 + 0,03
0,95 0,939 + 0,028
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MOCTH OT HETO CBOMCTB 3JIEKTPUYECKOTO U MAarHUTHOTO
MoJIeH B MyJIBTH(EpPPOUKaX.

Taxum oOpaszom, B mporecce pa3paboTKH METOIUKH
P®A T1BO-ananm3a MEIKOJUCHIEPCHBIX OPOIIKOB TBEP-
neix pacteopoB (1 —x)BiFeO; — xPbFe, ,Nb, ,O5 mpen-
JoXeHa (hopMyITa ATl OTPEACIICHNSI CTEXHOMETPHUCCKOTO
kodpdunuenta x. IlomydeHHBIE CHEKTPOMETPHUYCCKIEC
JTAHHBIE XOPOILIO CONIACYIOTCS CO 3HAYEHUSIMU Kodddu-
LIMEHTA X, 3aKJIaJbIBACMbIMU IIPU CHHTE3€ TBEPIBIX pac-
TBOpOB. Masas tonmmHa npoOs! (~10 MKkM) aHanu3upye-
Moro o0pasma Mo3BONSIET HE YUUTHIBATh MEKIIEMEHTHOE
BIIUsIHKE (IPOOa B 3TOM ClIydae PaBHOMEPHO paclpejere-
Ha TOHKHUM CJIOEM II0 IOBEPXHOCTU KBAapLEBOM IMOIJIOXK-
kn). IToka3aHo Taxxe, 4TO JUIsl ONPEAETICHUsS] CTEXUOMET-
pudecKoro ko3¢ HUINCHTA JOCTATOUYHO HMONYYUTH JKCIIC-
pPUMEHTaJbHOE 3HAYEHHE OTHOILEHUS HHTEHCHUBHOCTEH
PCHTICHOBCKOH  (yopecueHINN. DKCIePUMEHTAIBHO
MOATBEPKJIEHbl BO3MOXHOCTh OINPENIEICHUsI CTEXUOMET-
PHUYECKOTO COCTaBa MEJIKOANUCIIEPCHBIX TOPOIIKOB 10
JAHHBIM TOJYKOJIMYECTBECHHOTO PEHTTCHO(IYOpECIeHT-
HOTO aHaJIN3a U OTCYTCTBHE HEOOXOMUMOCTH KOJIMYECT-
BEHHOI'0 aHaJIM3a C COIYTCTBYIOLIMM YCIOKHEHHEM IIPO-
OOIOArOTOBKM IpPU HCIOIb30BAaHUU BHYTPEHHEro JIHOO
BHEIIIHET0 CTaHAapTa.

[TomyueHHble pe3ysbTaThl MOXKHO MCIOJIb30BaTh AJIS
UCCIIEJOBAHMS CBS3M MEXJy CTEXHOMETPHUECKUM COCTa-
BOM M TEMIIEPATYpPOil, IPU KOTOPOU MPOSBISAIOTCS CErHe-
TOZJIEKTPUYECKHE U MAarHUTHBIE CBOWCTBA B MYNIbTH(Ep-
poukax [12].
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