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IMPUMEHEHUE ITPOS®UJILHOTO AHAJIN3A TASPAKITMOHHBIX
IIAKOB JIJIsI OIPEJEJIEHUS $A30BBIX COOTHOIEHUM

B CUCTEME (1 - 2x)BiScO, - xPbTiO; - xPbMg, ;Nb,,0,
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IIpencraBneHs! pesyIbTATEI ONpeneneHns (asoBbIX cooTHOmeHNA B cucreMe (1 — 2x)BiScO3 X
X xPbTiO3 - xPbMg;;3Nb, 305 86musu mopdoTponsoii rpanuiet. [Iposeneno perTrenoaudpax-
UOHHOE UCCIeNoBaHue KepaMuueckux ofpasmos amd x = 0,34 u x = 0,46. [Ipodunu gewstu
YIaCTKOB PEHTTeHOAN(PAKITMOHHEIX CIIEKTPOB 06pabaThIBATIH ¢ IOMOIILI0 IporpaMMbl WinkKit.
B oboux ciyuasx mydiliee cOBIAZEHUE ¢ HKCIEPUMEHTANLHBEIMUA JAHHLIMU (DUKCUPOBATH IIPU
BBEICHUN JOTOIHATEILHEIX (ha3 ¢ Kybuaeckol cuvMerpueii. MogenupoBaHue TOIHBIX PEHTTE-
HOTUMPAKITHOHHBIX CIICKTPOR II0 METONY Jle Baiinsa mokasamo, YTo B HCCIeIOBAHHBIX 00pasiax
IIPUCYTCTBYIOT IBe (ashl: 0CHOBHAA — ¢ Kybudeckoil (@ = 4,0432 A) (x = 0,34) u rerparonams-
HOH (a = 3,9963 A, ¢ = 4,05680 A) (x = 0,46) sieMeHTADHBIMA SIEHKAMEA U IOMIOIHATEIBHAL
IIpu sTom momomHUTENBHEBIE (hasbl, AMEIOITIe NIHPOKHE AU(PAKITMOHHEIE ITHKH, MOKHO paccMa-
TPHBATD KaK Kybmueckue (IapaMeTphl oJeMeHTapHBIX fueek: o = 4,045 u a = 4,017 A coorser-
CTBEHHO).

KimodeBsrie cioBa: peHTreHOAUDPAKITHOHHOE HUCCIENOBAHNE; IIPOMIIL T PAKIAOHHEIX [IH-
KoB; TpoliHas cucreMa BiScO; — PbTiO3; — PbMgy5Nbg303; dazopslit cocras; mapaMeTpsl die-
MEHTApHBIX TICEK.

THE USE OF THE PROFILE ANALYSIS OF DIFFRACTION PEAKS FOR
DETERMINATION OF THE PHASE RELATIONSHIPS IN THE SYSTEM
(1 - 2¢)BiScO; - xPbTiO; - xPbMg; sNb,;0; NEAR THE MORPHOTROPIC BOUNDARY
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To determine the phase relationships in the system (1 - 2x)BiScO, - xPbTiOj - xPbMg;3Nb,304 near the
morphotropic boundary, the ceramic samples for x = 0.34 and x = 0.46 were studied by the XRD method.
The profiles of nine regions of the XRD patterns were analyzed using WinFit software. In both cases, a
much better agreement with the experimental data was observed with the introduction of additional
phases with cubic symmetry. The simulation of the full x-ray diffraction patterns of the samples using the
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Le Bail method was also carried out. The studied samples contain two phases: the main with a cubic
(@ =4.0432 &) (x = 0.34) and tetragonal (@ = 3,9963 A, ¢ = 4.0580 A) (x = 0.46) unit cells and additional
one. The additional phases with broad diffraction peaks can be considered cubic (with the unit cell param-
eters a = 4.045 A and a = 4.017 A, respectively).

Keywords: X-ray diffraction study; profile of diffraction peaks; BiScO; — PbTiOz — PbMg;sNbys04 triple
system; phase composition; parameters of the unit cells.

Beenenne

B macrosmee Bpems mpeT MHTEHCHBHBIN IIOUCK
[IBE30IEKTPUIECKUX MATEPUAJIOB I 3aMEHBI U
yiaydiieHus (PYyHKIIMOHAIBHBIX CBOMCTB IIHPOKO
[PUMEHSEeMOU B IIOCIEAHHE IEeCATUIeTHS Kepa-
MUKHA HA OCHOBE I[MPKOHATA-TUTAHATA CBHHIA
Pb(Zr, _,Ti)0Os.

HccnepoBanua pasHoo6pasHbIXx MHOTOKOMIIO-
HEHTHBIX OKCHJHBIX CHCTEM, COLEPIKAIIUX COSNUHE-
HHS C [HEPOBCKUTHOU CTPYKTYPOH, OoTBedamomue 06-
mert opmyse ABO; (A u B — smements: I - 111 u
ITI — VI rpynm Ilepuonwaeckoii cucrems: [, Y. Men-
neneesa), u PbTiO;, nmorasanu, 4ro KepaMmuka cuc-
rembl BiScO; — PbTiO; orBewaer HeoOxoxuMbIM
Tpe6oBAHUAM: OHA MMEeT PEKOPAHBIe 3HAYEHUT Of-
HoBpemenHo Temmeparypsl Kiopu (450 °C) u uneso-
BIEKTPUYECKOr0 Kospunmenra diy (460 nKu/H)
[1]. [Ina yMeHbIIEHUSA CO/lePIKAHUA [OPOTOCTOAIIET0
CKaHAUS [IPK COXPAHEHUN YCTAHOBIEHHBIX XapaKkTe-
PHUCTHUK mpepjioxeHa Mopuuranud — TPOUHAS
cucrema BiScO; — PbTiO; — PbMg,sNb,505 (2, 3].
OrMeruM, 4TO KepaMudecKue 06pasibl ITOmOGHBIX
CHCTEM, COCTABBLI KOTOPBLIX HAXOAATCH BOIHM3W Ipa-
HHIBI MOP(QOTPOIHOr0 [epPexoia, MIPeACTABIIAIOT
HAUOOJIBIINN HMHTEPEC, MOCKOJBKY OTHOCHTCH IIO
CBOUM BHJIEKTPOPHU3UIECKUM H [HIIEKTPUIECKUM
CBOUCTBAM K CETHETO3IEKTPUKAM-PEIaKCOPaM.

Ila 6osee TaybOKOTO IMOHUMAHWS IIPUYHH IIPO-
ABJIEHUS 0COOBIX (PU3MIECKUX CBOMCTB HEOOXOIUMO
oupenenurs (PA30BBIA COCTAB, IJIA 9€T0 TPALUIIHOH-
HO HCIIOJNB3YIOT peHTreHo(asoBbill anamus. B ciy-
gae BiScO; - PbTiO; — PbMg,5sNby303 cnosHOCTB
COCTOWT B TOM, YTO IIPUCYTCTBYIOLI[HE TBEPALIE pac-
TBOPBI UMEIOT CTPYKTYDPY LIEPOBCKHUTA € OimarumMu
napaMerpaMu SJIeMEHTAPHBIX TIeeK U O46eHb HeGOob-
UM HCKAKEHWEeM HIeaJbHOU KyOMIecKou AYelku
[IEPOBCKUTA, 9YTO COLIPOBOJKAAETCA II€PEKPLITHEM
WIN [ajKe IOJIHBIM HAIOMKEHUEM [IMKOB HA COOTBET-
CTBYIOIIUX PEHTTEHOAU(PPAKIUOHHBIX CIIEKTPAX.

Tounyo dopMmy u CTPYKRTypy HIHKOB (OQUHOY-
HbIH WX COCTOSIIMN M3 HECKOJbKUX HAJIATAIOIIX-
¢ MAKCHMYMOB) OLPEe[EsfT IyTeM MOIeInpOBa-
HHUS — IPOQUILHOTO AHAINU3A C KCIIOIbL30BAHHUEM
CITEIUABHBIX MMPOTPAMMHBIX cpencTB. [Ipoduis-
HBIA AHAJIN3 [I03BOJISET YCTAHOBUTDH TAKHUE XapakTe-
PHUCTHUKHM [HUKA, KAK IIOJIOJKEHHE MAKCUMyMa, ILIO-
maab, IMIUPHUHA HA ITOJOBHHE BBLICOTHI, HHTETPAIh-
Hasa mwwmpuHa # Ap. 1lo mojgomeHWAM MAKCHMyMOB
(B IPEAIIOIOEHNY CUMMETPHH) MOKHO PACCIUTATD
[mapaMerpbl SJIEMEHTAPHBIX HYeeK IIPUCYTCTBYIO-

mux pas, a 10 YIVIOBOM 3aBHCUMOCTH IIUPUHLI IIH-
KOB HA IIOJIOBUHE BBICOTHI — OLIEHUTH MUKPOCTPYK-
TypHBIE XapakTepucTuru ¢has.

Hus cucrembr (1 - 2x)BiScOj; - xPbTiO; X
X xPbMgy/3Nby;303 npennonosxuny, uro B obiacru
x = 0,40 upoxogur mopdorponHas (asoBas IPAHU-
ma Mexay rerparonansaou (x > 0,40) u pombosmapu-
geckoi (x < 0,40) cdopmamu TBEpABIX PACTBOPOB
[3]. Crpykrypy EKepaMHW4YecKOro CEeTrHEeTO3IEeKTPH-
Ka-peakcopa maHHo# cucrembl (x = 0,42) ompeme-
yuiam meromom Pursenbaa [4]. YcranoBuiam, 9ro B
[OJIAPU30BAHHOM U AEOJISPU30BAHHOM COCTOAHUAX
OH COJIEPKHUT JBe (pasbl, OMHA W3 KOTOPHIX 00a1aer
KyOW4eckoW CcuMMeTpuer, gpyrag B IIOJAPU30-
BAHHOM COCTOfHUU XAPAKTEPU3YETCH IIOIAPHON Te-
TParoHaAJBHOU np. rp. P4dmm, a B penonsaprsoBaH-
HOM — MOHOKJIHWHHOM HEIeHTPOCUMMEeTPUIHON
np.rp. Cm [5].

Ilens paborer — npodunbubil ananus gudpak-
OHWOHHBIX [IHMKOB HA PpPeHTreHo u(hPAKIMOHHBIX
ciekrpax obpasmo  cucremsr (1 — 2x)BiScO; X
X xPbTiO; - xPbMg,3sNby305 (x = 0,34 u 0,46) gna
omnpegenenusn (pazoBoro COCTABA U IIAPAMETPOB Hie-
MEHTAPHBIX TYEEK IPHUCYTCTBYIOIINX (has.

Marepuansl B MeTOABI

Kepamuaeckue  obpasuer (1 — 2x)BiScO5 X
X xPbTiO; - xPbMgj 33Nbg ;03 ¢ x = 0,34 u 0,46
(mamee o6pasipr 034 u 046 COOTBETCTBEHHO) IOJY-
YaJW U3 COOTBETCTBYIOIIUX OKCHAOB, B3ATHIX B
COOTHOIIEHWAX, OTBEYAIOLIAX YKA3aHHBIM (hop-
mynam [3]. Ilpu penrrenopuppakumoOHHOM HCCIE-
IOBAHWH HCIIONb30oBanu augpaxromerp Ultima IV
(Amomusa). YcaoBusa: PEHTTEHOONTHYECKAA CXeMa
no Bpsrry — Bpenrano, auana3oH yIJIOB IO IIRAJE
20 — 19 — 125°, HenpephIBHEBIN PEIKUM CHEMKH, CKO-
pocth cRaHupoBanus — 2 rpag/mus, mar — 0,01°,
CuKa-nanydenune, HUKEIEBBIU (DUIBTDP, BBICOKOCKO-
POCTHOM [EeTEeKTOp, HALPIKEHUE HA PEHTIEeHOBCKOU
Tpy6re — 40 kB, Tox — 30 MA.

PesynbTarsl u ob6cyskaeHne

Ha puc. 1 npeacrasiens: penrrenoxudpary-
ouuble cuexrpsl o6pasnos 034 u 046 (ma BcraBKax
n300paKeHBI B YBEJIWYEHHOM Macinrabe ydacTRd
PeHTreHOAu(PPAKIIMOHHBIX CIIEKTPOB, COOTBETCT-
Bymorque orpaxkenuam (111) u (200) upeansHo# Ky-
OMYECKOM CTPYKTYpHI IEepPOBCKMTA). BuaHo, 410 B
obomx ciay4yasx Habmopaercd KapTUHA, THIAYHAA
JUIS COEJIMHEHUN CO CTPYKTYpou neposckura. [Turu
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Puc. 1. Penrrenogudpakiuonssie cnekTpsl o6pasuos 034 (o) u 046 (6)

HA peHTreHONU(PAKIMOHHOM criekTpe o6pasma 034
HE KMMEIT XAPAKTEPHBIX PACIIEILIeHUMH, KOTOPbIe
CBHUAETENBbCTBOBAIA OBl 00 HCKAKEHWH HIEeATbHOU
KyOHYecKoU pelleTku mepoBcKuTa. B ciayduae obpas-
na 046 ¢urcumpoBainm xapaKTepHOe IS TeTparo-

HAJIBLHOTO UCKAKEHUS PACIIEILICHHE OLPEeAeIeHHBIX
IU(pPAKIIMOHHBIX IIHKOB.

Mosxno npeamonoxuTs, yTo 06pasisr 034 u 046
MMEIT KyOMYeCKyI0 U TeTPATOHAILHYIO CTPYKTYPBI
coorBercrBeHHO [3]. IIpoBepry mpenIonoxeHus
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Puc. 2. PesyapraTsl MOAETUPOBAHNA YIACTKOB TUQPPAKIIHNOHHLIX CIIeKTPOB 43,9 — 45,7°u 43,3 — 46,3° nma obpastos 034 (o, 6 —
MOJeNH ¢ ONHOM U AByM Kybudeckumu dgasamu, I — ocuoBHasd, 2 — gomonHurenbHan) u 046 (8, 2 — MoJenu ¢ TeTparoHAILHOU U
TeTPArOHANBHOU U KyGuieckoi dhazamu, ] — 0CHOBHAM, 2 — NOIONHUTEIBHAL) COOTBETCTBEHHO (B HIUKHEH 4ACTH — PA3HOCTHEBIE
CIIEKTPBI)

PeayanaTm MOAEIHUPOBAHNA ,ZLI/ICbpaKI_II/IOHHBIX IINKOB

O6pasen; 034 O6pasen 046
Ky6uuecras Ky6uuecras TerparonanbHas Ky6uuecraa
Yraosoi casa 1 (ocm.) dasa 2 (mom.) Yraosoi dasa (ocH.) dasa (zom.)
nnanasoH, R, % AAanasoH, R, %
— v FWHM, vy FWHM, — wy FWHM, v FWHM,
Tpaz. rpaz. rparn. rpan.
21,1-22,5 96,00 100 0,069 100 0,180 21,1-229 97,02 001 0,121 100 0,311
100 0,106
30,6 -31,9 98,45 110 0,063 110 0,171 30,6 -32,2 98,21 101 0,090 110 0,312
110 0,095
37,7-39,4 96,76 111 0,075 111 0,139 38,0-39,5 98,13 111 0,086 111 0,128
439-457 97,27 200 0,061 200 0,146 43,3-46,3 97,70 002 0,190 200 0,834
200 0,126
49,8-512 96,35 210 0,080 210 0,577 49,56-51,6 98,22 102 0,132 210 0,860
201 0,130
210 0,126
54,56 -56,7 96,76 211 0,070 211 0,344 54,8-56,9 98,80 112 0,139 211 0,617
211 0,123
63,6-66,9 97,32 220 0,077 220 0,473 64,2-672 9749 202 0,158 220 0,766
220 0,148
72,6 -755 96,97 310 0,081 310 0,743 72,2-76,7 97,09 103 0,262 310 1,305
301 0,200
310 0,159
89,2-92,7 97,16 321 0,094 321 1,120 89,0-945 97,24 213 0,272 321 1,143
312 0,265

321

0,240
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Puc. 3. 3asucumoctu ITIIIIB mua audpakimoHHBIX THKOB OT MX YIVIOBOTO MTOM0KEHM A1 06pasios 034 (o) n 046 (6) (O u @

— OCHOBHA U AOIOIHUTENbHAA KyOuieckue (asn)

OCYIIEeCTBJIAJIN IIyTeM MOACIIHMPOBAHUA OTHEJIBHBIX
YYA4CTKOB PEHTTeHOAN(PPAKIMOHHBIX CIIEKTPOB C I10-
mowpio nporpammel WinFit V. 1.2 (1996) (pauee
IPOrpaMMy YCIEIIHO NPUMEHANW [IPH YTOYHEHHUU
CTPYKTYPhI KEpPAMUYECKUX 00pas3moB  CHCTEMBI
BiScO; - PbTiO; ¢ mobaBrkamu oxcuma mapraHia
[6], g gero umcmonszoBanu (QyHrnuo I[lupcona.
®DoH ONMHMCHIBAIYN JTUHEHHON (PYHKIMEH, COBIIAJICHUE
C SKCIIePHMEHTAJIbHBIMU NAaHHBIMH OLEHHUBAJIW IIO
daxropy cxoxumocru R.

ITockonbky nmeu Ha peHTreHOAM(PPARIUOHHOM
crerrpe obpasna 034 uMerT HEKOTOpOe yIIupeHue
B HIDKHEH 4YaCTH, TOpas3io Jydllee COOTBETCTBHE
OOCTHUTAETCS [PY BEIGOpE MOJEIH € HAJIOKEHHEM
IBYX MakcumyMmoB (puc. 2). B srom ciaygae B o6pas-
Iie MPUCYTCTBYIOT ABe (Pasbl ¢ KyOUIECKUMU SJIeMeH-
TapHbBIMH fdedkamu. [lpm sTOM AomonHWTENHHAA
¢dasa xapakrepusyerci IIHPOKUME Au(PPAKIHOH-
HBIMU ITHKAMHU.

s ob6pasia 046 mMomenn, comepskaias qomo-
HUTEIBHYIO (asy ¢ KyGuueckold CUMMETPHEH U IIu-
poxuMu Tu()pPAKITHOHHBIMA ITAKAMH, B OTJIHIHE OT
Mozenu ¢ ofHOM (pa30d ¢ TeTPATOHAILHOM CHMMET-
puel, Takxe 00eCIIeINBAET XOPOIIee COBIALEHUE C
SKCIIEPUMEHTAILHBIMU ITPO(HIIAME.

Pesynnrars: MogenupoBaHus A [eBATH YIACT-
KOB PEHTTeHOAN(IPAKIMOHHBIX CIIEKTPOB € HawubO0-
Jiee MHTEHCHBHBLIMHM MHUKAMHU IIPECTABIEHBLI B Tab-
sune (FWHM — nosHas mupuHa Ha [I0JI0BHHE BbI-
COTI:I). HO YCTAHOBJICHHBIM 3HAYCHUAM MaKCHUMYMOB
IU(pPARIMOHHLIX I[HUKOB OLPEAENaId IapaMerTpsl
SJIEMEHTAPHBIX A4Y€eK ¢ IIOMOIIBI IIPOrpaMMBbl
Celref'V. 3 (2003). Ilony4amin, uro napamerp ¢ Kybu-
9eCKOU SJIEMEHTAPHOU TYEUKU OCHOBHOU (Da3nI B 00-
pasue 034 cocrasun 4,0447(2), mOIOTHUTEIBHON
(Bropoii KyGumaeckod ¢aspl) — 4,043(4) A. Tua
0CHOBHOU (pasnl ob6pasua 046 mapamerpsr Terparo-
HAIBHOU 3JIEMEHTAPHOU SYEeHKU CIeAYIoIue: @ =
= 3,9962(3), ¢ = 4,0599(3) A. Bnauenne napamerpa

a KyOU4ecKoU 9JIeMEOHTAPHOU SYeHKY JOIIOJIHUTEIb-
Hoii (hazer — 4,018(9) A.

Ha puc. 3 nupezacrasieHbr 3aBUCUMOCTH ITOJHON
mmpuEbl Ha moiosuHe BbicoThl (ITIIIB) mns mu-
parIMOHHBIX IMKOB IpepnrogaraeMerx (as. Bup-
HO, 4T0 11 060mx 06pasros HabmogaeTca Goabimoe
oriu4re ye Ha Manbix yraax., C pocroM BeauduH
YIJIOBBIX IIOJOKEHUN AM(PPAKIMOHHBIX [IUKOB 5Ta
pasHUIla Pe3K0 BO3PACTAET, 9TO MOKET OBITH CBHA3A-
HO € MAJIBIM Pa3MepoM KPUCTAIUINTOB JOIIOJIHATE b
HBIX (pas (o6macTell KOTEpPeHTHOTO PACCESHHUA) WU
3HAYUTEILHBIME MuKpogedopmanusavu, BosmorxHo
TAK}Ke, YTO MCTHUHHAA CHMMeTpua stux (pas Goiee
HH3KaAs, 4eM Kybuueckas.

Jlanee IpUHATHIE MOJEIHA YTOYHSIINA 10 METOIY
Jle Batina [7], ROTOPBIN IIpeAIIoNaraeT UCIoIb30Ba-
HHE He OTAEJBHBIX YYaCTKOB, 4 BCEr0 HPOQuisa
penrrenHoaudpaknuonaoro cuexrpa. Ilpu srom me-
00X0AUMO [OIYCTUTH CHUMMETPHUIO IS COCTABIIA-
omux ()a3 U 3HATH OPHUEHTHPOBOYHLIE 3HAYEHMUS
napaMeTrpoB YJEeMEHTAPHBIX A4eeK. B pesyinbrare
OLIPEJEJISAIT TOYHbIE 3HAYEHHUA [APAMETPOB Hie-
MEHTAPHBIX f9eek (pa3, CABUT HYJIEBOU TOYKU CIICK-
Tpa, pyHEKIUA, onuchiBapman oH, TpoduIbHbIE
mapaMerpsl MUKOB (B JATBHEHIIIEM STH TAHHBIE MO-
ryT OBITH UCIIOJIB30BAHBI IPH OKOHYATEIHLHOM OLpe-
JeJeHUN KPUCTAIINIECKOR CTPYKTYphl 00pasmos
MeronoM Pursennna).

Pacuersr meTonom Jle Baotina nporoxunu ¢ 11o-
morgpio nporpammel FullProf 1.0 (2007). Caagana
s mojenei ¢ oguou dazoi (s 034 — xy6uae-
crou, ana 046 — TeTparoHaNBHOU), a 3aTeM — C
geymsa. [lpm nepexome K ABYyxX(pasHBIM MOIEIAM
B3BELIEHHBIA IPOQUAbHBIA (PAKTOP PACXOIUMOCTH
R, snauutenvHo cHmxanca: ¢ 11,8 no 8,02 (musa
034) u ¢ 8,46 no 7,82 % (pusa 046). Oxonuarein-
Hble 3HAYEHUA [APAMETPOB DJIEMEHTAPHBIX HYEEK
COCTABHIIM: JIJIi OCHOBHOM Ky6Gmdeckon ¢aser obpas-
na 034 — 4,04325(3), miis mOIOIHUTEILHON — a =
= 4,0458(3) A; anmn  OCHOBHOH TeTparoHaNbHOMN
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daser  obpasma 046 — a = 3,99636(6), c =
= 4,05804(7) A, nua mouonHUTENBHOM KyOMdecKoun
dass — a = 4,0170(1) A.

3araoUeHne

Tarkum 06pazoMm, MPOBEIEHHBIE KCCIETOBAHUS
MMOKA3aJi, 4YTO KepaMHdYecKrue o6pasibl CHUCTEMBI
(1 - 2%)BiScOy; - xPbTiO; - xPbMg;;3Nby;03 ¢ x =
= 0,34 u x = 0,46 — pByxdasusie. B nepsom ciy-
qae (x = 0,34) ocuorHas — haza ¢ KyGuaecKou sire-
MeHTapHOU suerkod (a = 4,0432 A), B0 BTOpPOM
(x = 0,46) — dpasa ¢ TeTparoHAJIBHOM SJIEMEHTAp-
ot sueiikoi (@ = 3,9963 A, ¢ = 4,0580 A). Tonoxn-
HHUTEIbHBIE (PA3hl, KOTOPhIE XaPAKTEPHU3YIOTCA IITH-
poKuMH TU(PARIIMOHHBIMH NHUKAMH, MOTYT OBITH
MpefcTaBieHbl KAk KyOWdecKume ¢ mapaMerpaMu
sjieMeHTapHbIX syeek ¢ = 4,045 ua = 4,017 A coor-
BETCTBEHHO.
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