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Paccmomperbl ocobeHHocmMuU hopMUPOBAHUS. HAHOKOMNO3UMO8 HA OCHO8E Peulemuamblx YnarKoeox
Harocgpep SiO, (0Nano8blX MAMPUL), COOEPIKAULUX 8 MEIKCHEPUUECKUX NOJIOCMSX KIACePbL COeOUHe-
Huil mumana u xkenesa (FeTiO,, FeTi,O,, TiO,, Fe,0,). [lna ¢popmuposarus HAHOKOMNOSUMOE UCNOJlb-
30801 06PA3ULL ONANOBLLX MAMPUL, C PABMEPAMU MOHOOOMEHHbLX obnacmetll > 0,1 mm>, duamemp
Harocgpep SiO, cocmaansn ~260 Hm. ITonyuerst HaHoOKOMNO3UMbL 0b6bemom > 1 cm® ¢ sanonHeHuem
10-15% obvema mexcghepuueckux noaocmell. KPUCMaIumamu COeOUHEeHUN mumaHa U sKesnesd.
Hzyuenvl cocmas u cmpoeHue HAHOKOMNO3SUMO8 C UCNOJIb308AHUEM 3/IeKMPOHHOU MUKPOCKONUU,
peHMeeHo8CcKOl OUPPaKMOoMEMPUL U CNEKMPOCKONUU KOMOUHAUUOHHO20 paccesiHus. ceema. Tlokasa-
HA 308UCUMOCMb COCMABA CUHME3UPOBAHHbLIX 8eujecma om ycnosuil ux noayuerust. Ilpedcmaenetol
pesysnsmamsl usmepeHuil uacmomulx (8 ouanasone 1 MI'y — 3 I'Ty) 3asucumocmeil MazZHUMHBLIX U
OUIEKMPUUECKUX XAPAKMEPUCNUK NOAYUEeHHbLX HaHocmpykmyp. IIpoeedeHsl uccnedosarus nemesto

sucmepesuca ons no/stiyueHHolx o6pa3uoe.

Knroueewnle cnoea: HaHOKOMNO3UMbL, ONnalo8sle mampuyblt, mumaHam sKesiesa, peHmeeHocj)a—
308blil aHaaius, cneKkmpocronust KP, dueﬂercmpuvtecxue u MazHuUmMmHble xapaxKkmepucmurxu.

PREPARATION AND PHYSICAL PROPERTIES OF OPAL MATRICES
WITH NANOPARTICLES OF TITANIUM AND IRON OXIDES
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The article considers specific features of the formation of nanocomposites based on the lattice packing
of SiO,nanospheres (opal matrices) with clusters of titanium and iron compounds (FeTiO,, FeTi,O,, TiO,,
Fe,0,) embedded into nanopores between spheres. For the formation of the nanocomposites samples
of opal matrices with the sizes of single-domain regions > 0.1 mm’ were used. The diameter of the SiO,
nanospheres was ~260 nm. Nanocomposites with the volume > 1 cm® and 10-15% of interspherical
nanospacing filled by crystallites of titanium and iron compounds were obtained. The composition and
structure of the nanocomposites were studied by electron microscopy, X-ray diffraction and Raman
spectroscopy. The dependence of the composition of the synthesized materials on the conditions of
their preparation is shown. Results of measurements of the frequency dependences (within the range
1 MHz - 3 GHz) of the magnetic and dielectric characteristics of the obtained nanostructures are
presented. Hysteresis loops were studied for the obtained samples.

Keywords: nanocomposites, opal matrix, iron titanate, X-ray diffractometry, Raman spectroscopy,
dielectric and magnetic properties.
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BBenenune

B pasHbIxX cTpaHax akTMBHO NPOBOAATCS UCCIENO-
BaHMS B 00JTACTH MOMCKA HOBBIX MAaTCPHAIIOB C MYJIBTH-
beppouHbIMU cBOHCTBAMU. MynbTU()EPPOUKH U MYJb-
TU(EpPONTHBIC MAaTEPUAIIBI CO3JAI0T B HACTOSIICE BPEMS
C LIEJIBI0 U3yUCHHUS] BOBMOXKHOCTH UX NPUMEHEHUS B pas-
JMYHBIX YCTPOWCTBAX JUIS IUPOKOTO THANa30Ha YacTOT.
YeranosieHo [ 1], 4To NOTy4YeHHBIH TPU BBICOKOM JIaBJIe-
Huu Tutanar xenesa (FeTiO,) mpossnser dpeppomarte-
TU3M npu Temnepatype Hwke 120 K u cnontannyto cer-
HETOZJIEKTPUICCKYIO TIOJISIPU3AIINIO, YTO HEOOBIYHO IS
U3BECTHBIX Marepuanos. Kpome toro, FeTiO, moxer
MPOSIBISITE CBOICTBA MOJYMPOBOTHHUKA M JHAIEKTPUKA
(wmpuHa 3anpemeHHon 3086 ~2.6-2.9 3B). Y mynbru-
deppouxa FeTiO, anTndeppoMaruuTHeIe, MATHUTHBIE U
CETHETO3IEKTPUYECKHE CBOMCTBA COCYLIECTBYIOT IpHU
HHU3KUX TEMIIEPaTypax, ¥ OH MOXET OBITh MCIIOIB30BaH
B KaueCTBE MArHUTHOI'O HOCHUTENS MU MarHUTHOTO Jar-
YHMKa B YCTPOWCTBAX MaMsITH, CEHCOPAaX, COIICHOMIAX U
IPYTHX TpuOOpax, KOTOpble pabOTaIOT KaK MarHUTHBIC
MEPEKITIOUATEIH PH U3MEHEHUH 3ICKTPUUCCKHUX TONeH
[2]. MpenmonaraeTcsi, 4TO Co3aHue U3 MYIBTU(HEPPO-
WIHBIX MaTtepuanoB 3D-perieTku Ki1acTepoB pasMepaMu
110 50 HM MTO3BOJIUT PACLIMPHUTH YACTOTHBIHM AMANa3oH UX
MIPUMEHEHHSI, TOCKOJIBKY OTPaHHUYCHHUS 10 YaCTOTE, KaK
MIPAaBUJIO, CBSI3aHBI C AMCIIEPCHUEH AMAIEKTPUYECKONH U
MarHuTHOM IPOHMLIAEMOCTH, XapaKTEpPHOH ISl MacCUB-
HBIX MaTepUasoB.

[lepcneKTHBHBIM HAMpaBICHHEM MONyYCHHS TBEP-
JIOTEJIbHBIX HAHOKOMIIO3UTOB SIBJISIETCA BBEIEHHE paz-
JUYHBIX COCAMHECHUI B MOPHCTBIC MATPHUIBI C TIOJIO-
CTSIMU HAaHOMETPOBOTO Juana3oHa. HaHOKOMIO3UTHI Ha
OCHOBE 3aIlOJIHCHHBIX ITOPHCTBIX MATPHIl MUMEIOT PAJ
3HAUYUTENIHBIX MPEUMYIIECTB, CBSI3aHHBIX C BO3MOX-
HOCTBIO 337aBaTh pa3Mep M B3aMMHOE PACIOIOKCHUE
HAHOYACTUI] 3a CYET BbIOOPA MATPHIl C OMpPEAEIEHHON
reomerpueit monocreid. Kpome Toro, HaHodacTuipl B
MOJIOCTAX 3alIMIICHbl OT BIMSHUSA OKpY)Karolel cpe-
Ibpl. YnopsipoueHHsle 3D-HaHOpEMETKY KPUCTAJJIUTOB
MOYKHO CO3/IaBaTh C HCIIOIb30BAaHUEM OMaJIOBBIX MaTPHUI]
(TPEeXMEpHBIX TPEXCIOHHBIX KyOMYECKHX CTPYKTYp Ha
OCHOBE pELIeTYaTOM YHNakoBKHU ONU3KHUX MO IUAMETPY
Hanocdep penrtrenoamopduoro SiO,) 3a c4er 3anosHe-
HUSI MEKC(PEPUUECKUX TTOJIOCTEH MyTbTH(HEPPOUKAMHY.

Ha cocras, cTpoeHne, onTH4ecKne, JMEKTPUIEeCKUe
¥ MarHuTHBIE CBOKCTBa FeTiO, CHIIbHO BIMAIOT yCIIOBHUS
cunTe3a [3]. Jlns 3anonHenus nop noiayyuui pacipocTpa-
HEHHE METOJ] CUHTe3a COeIUHEHUN HETOCPEACTBEHHO B
nopuctoil Marpuue. HecMoTpst Ha clioXKHOCTB, yKa3zaH-
HBIH METOJ INpeNoCTaBlsieT HauOojee ILIUPOKUE BO3-
MOKHOCTH JUTS TIOTyYCHHST HAHOKOMIIO3UTOB C PAa3HBIMHU
xapakrepuctukamu. CHHTE3 B HaHOpa3MepHOM o0beMe
MEKC(HEPHUCCKUX IOJIOCTEH OMAJOBBIX MATpPHI[ CHO-
CcOOCTBYeT CTa0MIM3alUM NPU HHU3KUX TeMIepaTypax

BBICOKOTEMITEPATYPHBIX (ha3 M CHIDKCHUIO TEMIICPATyPhI
(hopmupoBanus cuHTe3upyemoro BemiectBa [4]. Hemo-
CTaTKOM METOJIa CHHTE3a B MOJIOCTAX SBISCTCS MOTyYe-
HHUE HECKOJIbKHX (ha3 pa3IMyHOro COCTaBa, yTo TpeOyeT
TIIATEILHOW OTPabOTKH YCIOBUH CHHTE3a W KOHTPOJIS
CBOICTB TIOJTy4aeMbIX KOMIIO3UTOB.

Panee ObUTH OTYyYEHBI U ICCIEAOBAHEBI CTPOCHHUE U
(busnyeckue cBOICTBA OIAJIOBBIX MATPHII, B MEKCHepH-
YECKUX ITOJIOCTSIX KOTOPBIX CHHTE3NPOBAHBI KPHCTAIIIH-
ThI OKCHJIOB THTAHA,  TAK)KE TUTAHATOB METAJIOB B TOM
YHUCIIE PEAKO3EMETBHBIX dJIEMEHTOB [5—7].

B nacrosimeil paboTe mpeacTaBIeHBl PE3YNIbTaThl
WCCIICIOBAaHMSI B3aMMOCBSI3H YCIOBHI (HDOPMHUPOBAHHUS
U COCTaBa, CTPOCHHS, TUIIEKTPUUECKUX U MArHUTHBIX
CBOHCTB HAHOKOMITO3UTOB Ha OCHOBE OMAIOBBIX MaTpPHII,
B MEXC(EepUIECKUX MOJIOCTAX KOTOPBIX CHHTE3UPOBAHBI
HaHoyacTuisl okeunos Fe u Ti.

JKCIepUMEHTAIbHASL YaCTh

Ionyuenue namnoxomnozumos. B xauectBe IMO-
PUCTOM MaTpHIbl WCHOJIB30BAIU ONAJNOBBIE MaTPHUIIBL,
COCTOSIIIIME W3 INAapOB PEHTTEHOAMOP(HHOTO KpeMHes3e-
Ma fuamerpoM d = 260-270 um. CTpyKTypa OnajioBbIX
MaTpUIl TPEICTABISIET IIOTHEHUITYI0 YIAKOBKY CO CTe-
TIEHBIO 3aMOJIHEHUS NPOCTPaHCTBa Hanochepamu SiO,,
paBHoO# ~74% (~26% 00beMa ONAJIOBBIX MATPHII IPHXOATCS
HA OKTa’pPHYECKHe M TeTPayIPHUECKHe MeXKc(eprudecKie
niosioct) [8]. CTpoeHHe MOCie0BaTeNbHO IMIIOTHOYIIA-
KOBaHHbIX clI0eB HaHochep SiO, u BelecTsa, 3anoHs-
OIIEr0 MeXc(peprdeckne MoJOCTH ONaJOBBIX MAaTpHII,
paccmotrpeHo B padore [5]. Kak rmokaspiBatoT BeIUUCITE-
HUS, B PENIOJIOKEHUH JKECTKUX cep OKTadyIpuiecKue
U TeTPadIpUUYECKUE MOJOCTU JOJKHBI UMETh pa3Mepbl
(mmameTpsl BMcaHHBIX B HUX cdep) ~ 110 u ~ 60 uHmM
(~0.41 d n ~0.22 d), coorBercTBeHHO. [Ipn uneanbHOI
(bopme cdep SiO, moNOCTH B ONATOBOH MaTPULIE COEH-
HSIOTCS KaHaJIaMH, UMEIOILIMMH B CEYeHUHU (OpMy Tpey-
TOJIbHUKA C BOTHYTHIMH CTEHKaMH [5].

OnaJioBble MaTPUIbI TOJTyYaId PeaKLUel TUIPOIn-
3a TeTpaddupa oprokpemuueBoi kucnorel Si(OC,H.),
C pacTBOpPOM 3TaHOJa B NPUCYTCTBUHU Karaiau3aropa
NH,-H,O. B xone peakuuu cHavana 00pasyroTcst MEJIKHE
pa3BeTBIICHHbBIE MTOJIMMEPHBIE YaCTHUIIBI KpeMHe3eMa, KO-
TOpBIC 32 CYET BHYTPCHHEW TOJIMKOHJICHCAIIUU TPEBpa-
MIAI0TCS B aMOp(HBIC YacTHIBI Chepudeckoil GopMbl.
Cdepunueckne uactupl SiO, B TAKOH CTPYKTYpE UMEFOT
ONM3KOe K TOYEYHOMY CONPUKOCHOBeHUE. Jlanee mocie-
JIOBATEIILHO MPOBOJIMIIN PSIJI OTICPAITHIA 110 YITPOYHESHUIO
o0pa3noB. B ciydae ruapoTepMaibHOrO YIPOUHEHUs
OITaJIOBBIX MATPHI] TIPY TIOBBIIICHHBIX TEMIIEpaTypax U
JABJICHUSX NPOUCXOJUT MEPEHOC KpEeMHEe3eMa B 30HY
KOHTakTa cdepuueckux 4actun SiO, ¢ oOpa3oBaHueEM
npouHsbIx cBs3eil —Si—O—Si—. CieayeTr OTMETUTh, YTO B
PeaNbHBIX OMAIOBLIX MaTPHUIIAX, TIPOIIEIIINX POLECCHI
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YIIPOYHEHHUS, pa3Mephl MOIOCTEH 1 KaHAIOB MEHBIIIE Te-
OpETHYECKHUX.

OO0pa3ubl HAHOKOMIIO3UTOB Ha OCHOBE OIAJIOBBIX
MaTpHIl, CoJiep)Kalix HaHouacTuibl okcunos Fe u Ti,
TOTOBWJIM B JiBa dTama. Ha mepBom sTare omaixoBbie Ma-
TPUILBI TIPONUTHIBAIN (3aMOJHEHNE MEXKCHEepPHIeCKUX
nojocreit) pactBopoM Hutpara Fe B 15%-HoM pacTBOpe
TiCl, B 10%-HOM BOZHOM PacTBOPE COJSHON KUCIIOTHI 1
MOJIBEpTalid HU3KOTEMITepaTypHOU TepMOOOpabOTKe MPH
400°C. OnucaHHyI0 TPOIEIYPY, BKIIOYAIOIIYIO MTPOTIHT-
Ky W HU3KOTEMIIepaTypHy TepM0ooOpaboTKy, MOBTOPSI-
am 710 9 pa3. Ha BropoM aTare 3anojHeHHbIE ONaJIOBbIe
MAaTpPHIBl TTOABEPTaN BBICOKOTEMIIEPATYpPHOU TEpMO-
00paboTKe B pasIM4HbIX pexuMax: B armochepe H, mpu
800—-1000°C; na Bozmyxe ipu 1200°C; mocnemoBarensHO
B H, npu 1000°C u na Bozmyxe npu 1200°C. Konrpo-
JMPYEMYIO TEpPMOOOPabOTKy HaHOKOMIIO3UTOB B H, mpo-
BOJIMJIM C MCIIOJIb30BaHUEM yCTaHOBKH «OTkHur TM-6»
(paspabotka «HUUW TOYHOrO MammHOCTpOCHMsI», 3elie-
Horpax) [7]. YcTaHoBKka obecrieurnBaia aBTOMAaTHYECKYHO
00paboTKy 00pa3loB B HAarpeBaTeIbHOH Kamepe I0 3a-
JaHHo# mporpamme. [TapameTpsl nporiecca TepMoodpa-
Ootkn oOpasuos B H, cnemyrommue: npeasapuTenbHast
NPO/yBKa PEaKIMOHHON KaMepbl a30ToM — 20 MHH; Ha-
rpeB co ckopocThio 600 rpan/4 B motoke H, (mpu masie-
HUHM 5 aTM); BbIIEPKKA B Tedenure 1-2 1 B noroke H, mpu
temneparype 800—-1000°C (npu nasnennn H, 3-5 atm);
oxnaxaenue B H, no 250°C. BeicokoTemneparypHyro
TEPMOOOPaOOTKY 00pa3IOB Ha BO3IyXe MPOBOIMIH TPH
1200°C B TpyOuaroii meuu.

Memoowt uccnedoganus cmpoenus, cocmaea u
UBMEPEHUA OUIIEKMPUUECKUX U MACHUMHBIX XAPAK-
mepucmuk HaHokomnozumos. CTPOCHHE OIAJIOBBIX
MaTpull HMCCIEJOBaJM C HCIOJIb30BAaHUEM PacTPOBOIO
anekTpoHHOro MuKpockona (POM) Carl Zeiss Supra
40-30-87. UnenTudukanmo KpuCcTaLTHISCKHX (a3 co-
enunennit Fe u Ti, cuHTE3MpOBaHHBIX B Mexchepuue-
CKMX mosiocTax HaHocdep SiO,, MpoBOAMIM Ha PEHT-
renoBckoM nudpakromerpe ARL X'tra (Thermo Fisher
Scientific) (Cu k -uziyueHue, SHEPTOAMCIIEPCHOHHBIH
TBEPIOTEIBHBIN JETEKTOp ¢ oxyanuteseMm llenbThe,
BpamieHue oOpasna, Benuumna mara 0.02°, Hempe-
peBHBIA pexuMm (1 Tpaa/mun)). Ilpomecc cunTesa
(cocTaB M CTpoeHHE HAHOKOMIIO3UTOB) KOHTPOJIMPOBA-
JM TaKke METOJIOM CIIEKTPOCKOIIMU KOMOWHAIIMOHHOTO
paccesnusi (KP) cBeta ¢ uMCmosiib30BaHHEM J1a3epHOTO
cnekrpomerpa LabRAM HR 800 (HORIBA Jobin-Yvon)
(uHus 632.8 um He-Ne-nazepa; MouHocTh Jazepa <
300 mMBT; miomans nstHa gyda ~4 MKM?, TIIyOWHa aHa-
JU3UPYEMOTO CJIOsl ~3 MKM), OCHAILEHHOTO IMPHCTaB-
kol nns HarpeBa obOpasnoB THMS 600/720 (Linkam
Scientific Instruments).

YactoTHble 3aBucuMocTH (B auanaszone 1 MIn
— 3 I'T) nedcTBUTENHHOW U MHHMOW KOMITOHEHT JU-
NEKTpUUECKOr TIpoHHUIaeMoctTu (€', €) U MarHUTHOW

BOCHIPUUMYHBOCTH (W', W), a TakKe TaHTeHCa MOTEPh
(tgd,, tg8“) HaHOKOMITO3UTOB M3MEPSUIN HAa KOHTPOJLIEpE
Agilent N5260A u ananmzarope Agilent E4991A. N3me-
peHMsl HAMAarHWYEHHOCTH OCYIIECTBIISUIN C HCIIONB30Ba-
aueM SQUID marneromerpa Quantum Design.

Pe3y.]'leaTLI H UX 06cy>K21eHI/Ie

Cocmag HAHOKOMNO3UMOE HA OCHO6E ONAI0B8bIX
mampuy. Jng GHOpMHUPOBaHUS HAHOKOMIIO3HTOB HC-
MOJIH30BAJIM 00pa3Ilbl OMANIOBBIX MaTpUIl 00beMOM > 1
cM’ ¢ auamerpom Hanocdep SiO, d = 260 um (Ad < 5%,
pasMep MOHOIOMEHHBIX obmacteit > 0.1 mm?) (puc. 1).
Paznmunenii (a3oBeIil cocTaB U cTpoeHUE (a3 MaTepH-
aJoB, CHHTC3MPOBAHHBIX MPU BBICOKOTEMIICPATypPHOI
TEpMOOOPaOOTKE, 3aBHUCEIT OT COCTABA MPOIUTHIBAOIIIX
pacTBOPOB, YUCIIa IPONUTOK U YCIOBUH TEPMHUUYECKOH
00paboTKM HAHOKOMIIO3UTOB. BeriecTsa, oy4eHHBIE B
MEXC(EpHUIECKUX TOJIIOCTAX MPU HU3KOTEMIIEPaTypHOH
TepMOOOpabOTKe, MPENCTABIIIOT COO00W pEeHTTeHOaMOp(d-
HBIC OKCHJIBI METAJIOB, KOTOPBIC NPH BBICOKOTEMIIEPA-
TypHOI 00pabOTKe YaCTUYHO KpUCTAIUIU3YIOTCs. CUHTe-
3upyemble okcHIbl Ha ocHoBe Fe u Ti 3amommsum 1o 15%
00beMa MEeNKCPEPUICCKIX TIOTIOCTEH ONaIOBBIX MAaTPHIIL.

(opmupoBaHus 00EEMHOTO 00pa3ma
ONaJIOBOM MaTpULIbI — YIIOPSIIOUEHHON YIIAaKOBKH
Hanocpep SiO,.

ITo peHTreHOBCKMM jauQpakTorpaMMaM HaHOKOM-
MTO3UTOB CO CTETEHBIO 3allOTHEHUS MEKCPEPHISCKIX
nonocteit ~10 u ~15% (6 u 9 mponuToK) U MOABEP-
THYTBIX BBICOKOTEMIIEPATYpHOH TepmooOpaborke B H,
npu 800-1000°C, a raxxe nocnenosarensHo B H, mpu
1000°C u na Bo3zmyxe npu 1200°C, ycTaHOBIEHO HAIN-
ume crenyromux kpucrammueckux ¢as: FeTi O, (mpo-
cTpaHcTBeHHas rpynna Bbmm); TiO -pytan (P4,/mnm)
u TiO,-anaras (14,/amd) (puc. 2 u 3, rue TiO,-p u TiO -a
— TiO,-pytun u TiO,-anara3, cooTBeTCTBEHHO). Pas-
Mep o0sacTell KOTepEeHTHOTO PACCESHUSI KPUCTAJUIUTOB
F e:TiZO5 cocTaBiisT 24-38 HM, a OKCHAOB TUTaHa — 15—
60 HM, 4TO MEHbIIIE TUAMETPOB cep, BIUCAHHBIX B Te-
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TPa’IpUIEeCKHe W OKTa3IPUYECKHe MOJOCTH OMATOBBIX
Mmarpull. B psge ciyuaeB B 3aBUCHMOCTH OT KOHIICH-
TPalUK NPOMUTHIBAIOMIMX PACTBOPOB NpH OTxkure B H,
npu temmneparypax < 800°C mpoucxoaut oOpa3oBaHuE
okcua xenesa Fe,O,-remarut (R-3¢) (puc. 3, kpusas 1).
BricokoTemnepaTypHBlit OTXKUT Ha Bo3ayxe npu 1200°C
CONPOBOXKIAaETCA 00pa30BaHUEM B HEOONIBIINX KOHIICH-
Tpanusx Kpucraumyeckux ¢as SiO, (pexkpucrammsa-
s peHTreHoamMopdHoro kpemuesema): SiO -kpucroba-
mr (P42 2); SiO, (12/a) u np. [4].
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MaTpHI] ¢ CHHTE3UPOBaHHBIMH B MexKcheprniaecknx
MOJIOCTSAX KPUCTAJUINTaMu Ha ocHOBe okcuoB Fe u Ti
(monocTu 3anosHeHs! Ha ~10%), MOITyYeHHBIX
TpH TepMuYecKoit obpadotke: / —B H, mpu 1000°C;
2 —mna Bo3nyxe npu 1200°C.
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Puc. 3. PentreHoBckue nudpakTorpaMMbl OMajgoBBIX
Marpul| ¢ CHHTE3UPOBAaHHBIMU B MexKchepruuecknx
MOJIOCTSIX KPUCTAITUTAMHU Ha ocHOBe okcuaoB Fe u Ti
(monocTr 3anonHEHH! Ha ~15%), MOTy4YeHHBIX
IpH TepMUYIECKOH 00pabotke B H, mpu Temmeparypax:
1 —800°C; 2—-900°C; 3 —1000°C.

W3meHeHust (a30BBIX COOTHOIICHHH B YCJIOBHSX
OIpaHWUYCHHON TeOMEeTpUH Mexc(PeprIecKruX IOJI0CTei
nimoctTpupyercst n3mMenennsmu B cnektpax KP. Crnek-
Tpbl KP HaHOKOMITO3MTOB, COJEpPIKAIMX KPHUCTAJUIHTHI
okcunoB Fe u Ti, npeacrasiensl Ha puc. 4. [llupunaa u
noJiokeHne Tosoc Ha crekrpax KP momy4eHHBIX Be-
IIECTB MEHSIOTCS B 3aBUCHMOCTH OT yCJIOBHI CHHTE3a,
OIIPENISIIIONIMX COCTaB M pa3Mep KpucTaumroB. Ha
cnekrpax KP mposeustorcs nonocer ot ¢as FeTiO,,
FeTi O, TiO,-pyrun u TiO,-anara3. isMeHenus B 1oJio-
JKCHUH TI0JI0¢ B cnekTpe KP HaHOCTPyKTypHpOBaHHBIX
¢a3z TiO,-anaras u TiO,-pyTun 00yCIOBIEHBI OTKIIOHE-
HHEM COCTaBa OT cTexuomerpuu [9].

TepmooOpaboTka Ha Bozayxe npu 1200°C npuBoaut
K yBenMueHnio Konnentpanuu daser FeTiO,, mpu stom
Ol1asIoBasi MaTPHIIAa MOXKET OBITh OITMCaHa KaK CIUIOIHOM
Marepual, cojepkanuii 3D-moapeneTKy KpucTaJIuTOB
FeTiO, ¢ pasmepoM 06nacTell KOTEPEHTHOTO PACCEsHHUS
PEHTTEHOBCKUX Jydedl < 1 HM, 9TO HE TO3BOJSIET MX
UJICHTU(UIIMPOBATh PEHTTEHOBCKON JN(PPaKTOMETPUEH.
Ha puc. 4, xpuBas 4, nokazan cuextp KP Hanokommo3u-
Ta, COJACPIKAIIUN OJIOCHI, MTOJI0KEHUE KOTOPBIX OJIN3KO
K TIOJIO’KEHUIO TI0JIOC B CIIEKTPE HAHOKPHCTAILTHICCKOTO
FeTiO, [10] (cM. Tabnuy).

|, oTH. ea.

700 900 1100 1300 1500
Av,cm™
Puc. 4. Cnexrpbsl KP HaHOKOMITO3UTOB, MOJIy4E€HHBIX
Ipu TepMO0OpadoTKe:
1 -8 H, mpu 1000°C; 2, 3 — na Bozyxe npu 1200°C;
4 — mocaen0BaTeabHO B H2 npu 1000°C
u Ha Bo3nyxe npu 1200°C.

100 300 500

Ha cnexrpax KP FeTiO, mpucyTCTBYrOT NONOCHI, CBSI-
3aHHBIC C KO.]'[C6aTeJ'leI)IMI/I MOJaMH cBsI3eH OKCHJIOB XK€CJIC-
3a, KOTOpBIE XapakTepr3yroTcst Av, paBHbIM 225, 339, 447,
613 (Fe,0O,-remarut) u 665 cm™ (Fe,0,-maremur). Pasmbl-
tas monoca npu Av 791 cm! cooTBeTCTBYET peHTTe-
HOoamop(hHoMy KpemHeseMy U Pase SiO,-KpucToOaut.

OO6mwme mosnocel npu Av B obnactu 138—-146, 220—
235,246-258, 286-298, 425-439 u 633647 cm!, xapak-
TEpHBIC JJIsI OKCHJOB TUTaHA, MOYXHO HAUTH B CIICKTpax
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Cnexrper KP nanokpucrammaeckoro FeTiO,

Kounebarenbubie Cusur KP nonoc Av, cm™!
Mozt FeTiO, OxcnepuM. Jlanusle | Jlurep. Jlannsie [10]
Alg 144 144
E " 203 200
Ezg WIn E3g 225 224
Azg WIIN A3g 339 336
A, 447 443
g
E, 615 612
g
E, 665 662

KP HaHOKOMMO3UTOB Ha OCHOBE OMNAJOBBIX MAaTpHIL,
MEKCPEPHICCKUE MTOJOCTH KOTOPHIX 3aITOJHEHBI OKCH-
IaMy TUTaHa (TiO2 u TiO), a TakxKe TaKUMU MYJbTH-
(hepporKaMu, KaKk TUTAHATHI PEIKO3EMEIBHBIX AIIEMEH-
t0B (P33) — okcoturanarer obmed popmynsr R, TiO; u
nurutanarel R Ti,0., tne R — P33 (Er,TiO,, La,TiO,,
Dy, Ti,0,, Gd,Ti,O,, Pr,Ti,0,, Tb,Ti,0,, Yb,TiO.);
JUTHTAHATHl JIMTHUS-IMHKA W BHCMYTa (LiZZnTi3O8 u
Bi,Ti,0,); turanarsl ceunna (PbTiO, u PbTi,0,) [5-7].

Harpeanwue moydeHHBIX 00pa3IoB Ha BO3IAYXE JI0
550°C (ucmonb3yeTcs MpUCTaBKa i HarpeBa oOpas-
oB k crnekrpomerpy KP) mokaswiBaeT mepepacmperne-
JIeHHE WHTCHCUBHOCTEH M YIIUPEHUE TOJIOC, IPHYEM Y
oOpasiia, cofepKamero HaHOKPUCTAJITHTHI FeTiO3, HE
TOABJIAKOTCS TIONIOCKI, puHaaiexkamue FeTi,O, u npy-
ruM ¢aszam (puc. 5). OTMeTHUM, YTO METOJ PEHTTEHOB-
CKOW IU(PAKTOMETPUH BBISIBUI TOJIBKO MAaKCHMYMBI,
COOTBETCTBYIOIIME OKCUIAM TUTaHA U FeTiZOS. MosxHo
MIPETONOXKUTh, YTO TIpU cuHTe3e coeanHenuil Ti u Fe
B MEXC(EPUIECKUX MOJOCTIX OIAIOBON MaTPHIIBI BO3-
nukaroT yactuusl FeTiO, ¢ pasmepom obmnacteii kore-

|, oTH. eg.

100 300 500 700 200
Av,cMm™

Puc. 5. Cnexrpsr KP onanoBoit matpuiisl,
MeXChepHIeCcKHe MOJ0CTH KOTOPOH 3aroIHEHbBI
HanokpuctanmuTamu FeTiO, (o6pasen nosyden npu
TepMooOpaboTke nocienosarebHo B H) mpu 1000°C
u Ha Bo3xyxe mpu 1200°C). Cpemka criektpoB KP
npu Temneparypax: 20°C (7); 300°C (2); 550°C (3).

PEHTHOIO paccesHus nopsiaka 1| HM, 4TO HE MO3BOJISIET
WX YBUJIETh Ha PEHTTCHOBCKUX AU(PpaKTOrpaMMax u3-3a
pa3sMepHOTO YIIHPEHUS THU(PPAKITMOHHBIX MAKCHMYMOB.

Jusnekmpuueckue u MazHuUmHble CEOUCMEA UC-
cnedyemplx mamepuanos. Pe3ynbTarThl HCCICOBaHUN
YaCTOTHBIX 3aBUCHUMOCTEH JEHCTBUTEIbHOM U MHUMOM
KOMITOHEHT JTUDJICKTPUYECKON TMPOHUIIAEMOCTH, Mar-
HUTHOHM BOCHPUMMYMBOCTU M TaHTEHCA MOTEPh OIajo-
BBIX MaTPHI] C CHHTE3UPOBAHHBIMH B MEXC(HEPHUSCKUX
MOJIOCTSX Kpucraumramu coenunennit Fe u Ti mpen-
CTaBJIeHBI Ha puc. 6—8.

U3 puc. 6—8 BUIHO, UTO JUAIEKTPUUYECKHUE TO-
TEepU HU3KHE BO BCEM JHAINAa30HE M MaJIO 3aBUCAT OT
4acTOThl. J{M3JIeKTpudecKas JUCIEPCUsl 4YaCTOT B MU-
KPOBOJHOBOM JIMamnia3oHe BbIpa)keHa ciabo, BCe Oc-
HOBHBIE H3MEHEHUS, BOBMOXKHO, TIPOUCXOIST Ha Oosee
HHU3KHUX 4acTOTaxX. M3ydeHHbIe MaTepualbl sIBISIOTCS
TaK Ha3bIBAEMBIMH «(IUIOXUMU» JUAIEKTPUKAMU C
BBICOKMMH TOTEPSMH W PAa3BUTOW peIaKCallMOHHON
noJjsipu3anuei. J{usnekrpuueckue moTepu U MpoOBO-
JIMMOCTb Ha BBICOKHX YacTOTaX Majo OTINYaIOTCS
OT aHAJOTHUYHBIX MMapaMeTpPOB OMAJIOBON MaTPHUIIBI C
HE3aloJTHEHHBIMU  MEKC()EpHUISCKUMHU  TTOJIOCTIMHU.
H3mepenust o0pa3moB, MOTyYEHHBIX MPHU PA3TIMIHBIX
TeMmIeparypax CHHTEe3a, oKa3ajiu, YTO UMEET MECTO
BJIMSTHHE Ha M3MepsieMbIe ITapamMeTpbl KOHIICHTPAIUN
KPHUCTAJUTMYECKUX (a3 B COCTaBe CHHTE3MPOBAHHBIX
BCIIECTB.

[Ipu HuU3KOM Temmeparype y oOpasioB, coiepika-
IIUX KJIaCTEepPbl FeTiO3, HaOJIFOJIAIOTCSl TIETIIN THUCTEepe-
3uca, OOyCIIOBIIEHHBIE (eppomarHeTu3smMoM. Jliist wc-
CIIEJTOBAaHHBIX HAHOKOMIIO3UTOB OOHApY>XEHBI JIBa
MarHuTHBIX (a30BEIX mepexona [11]: omun mpu Tem-
nepatype ~345 K u BTopoit — okosno ~50 K. Hamar-
HUYEHHOCTHh CUCTEMBI HAHOYACTHUI] FeTiO3 B nmojie 1 kD,
cornacHo [9], cocTapisiia Ipy TeMIeparypax B 00J1acTH
30 K Bennuuny nopsiaka 0.1 A-m?/kr. st uccnenyemo-
ro oOpasiia HaMarHW4YeHHOCTh B yKa3aHHOU TemIepa-
TypHOH oOmactu B mojyie 1 kD 3aBHcena OT KOJIMYECTBA
knactepos FeTiO,, u npu 3anonuenun ~15% obbema 11o-
nocrei cocrasisna ~0.01 A-m?/kr. [TogoGHOE CBOWCTBO
03HayaeT, 4to komuecTso (asel FeTiO, B uccnenyemom
o0pasiie 3HAYUTEIBHO MEHBIIE MOJTHOTO O0beMa Bellle-
CTBa, 3aIOJIHSIIOIIET0 MEXKC(PEPUISCKHE MOJOCTH.

W3menenue xapakrepa TeMIEpaTypHOM 3aBUCH-
MOCTH BOCIPHUMYHMBOCTH 00pasia okoyio 50 K moxer
OBITh MHTEPIPETUPOBAHO KaK IEPEeXo]l B aHTH(eppo-
MarHuTHOE coctosuue B Hanouactuiax FeTiO,, mpu-
CYTCTBYIOIINX B MEKCPEPHUCCKUX MOIOCTIX OMAIOBOH
matpuibl. OHAKO OOBEMHBIN FeTiO3 HE TMpPOSBISET
(beppoMarHuTHBIX CBOHMCTB. OOHAPYKEHHBIE METOIOM
PEHTIEeHOBCKOW TUGPAKIIMK KpUCTATHUECKHe (a3bl He
JIEMOHCTPUPYIOT 3aMETHBIX MAarHUTHBIX CBOWCTB B TE€X
TEMITEpPaTypHBIX O0JIACTSAX, B KOTOPBIX BHJIHBI MarHHT-
HbIE (ha30BbIC TIEPEXOJIBI.
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IToAy4eHHe H (pH3HIECKHE CBOHCTBA ONTAAOBBIX MaTPHIL C HAHOYACTHUAMH OKCHIOB Fe u Ti
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Puc. 6. YacToTHbIC 3aBUCMOCTH JICHCTBUTENBHOM (€') 1 MHUMOH (€'") KOMIOHEHT
JURIEKTPUUECKON TIPOHUIIAEMOCTH U TaHT€HCA TIOTEPD JUIsl OMAJIOBBIX MATPHIL CO CTETIEHBIO 3aII0IHEHUS
Mexcheprdeckux moiocteit: a) ~10%; 6) ~15%.
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Puc. 7. YactoTHbIE 3aBUCUMOCTH NEHCTBUTEILHOM (') 1 MHUMOM (W'") KOMIIOHEHT MarHUTHON
BOCTIPHMMYHBOCTH 1 TAHTE€HCA MOTEPH IS OITAIIOBOI MaTPHIBI, MeXC()eprIecKre moJI0CTH
KOTOpOU 3anoHeHbl Ha ~15%.
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Puc. 8. YacToTHbIE 3aBUCMOCTH JICHCTBUTEIILHON U MHUMOH (€' 1 €'") KOMITOHEHT JINDJICKTPUIECKON
MIPOHUIIAEMOCTH (@) ¥ MarHUTHOH BocripuumurBocTy (W' ¥ ") (0) ¥ TaHreHca noTeps Jyis ONaJOBOW MaTPHIIbI,
MeKc]epHIecKre MoJ0CTH KOTOPOH YaCTUYHO 3aIlOHEeHbl Kpuctamuramu okcunos Fe n Ti
(tbazb1 FeTiO,, o nanneiv ciekrpockonuu KP, B oOpasiue Her).

3aKkjoueHue

Paccmorpensl  0coOeHHOCTH  (POPMUPOBAHUST HaHO-
KOMITIO3UTOB Ha OCHOBE PEIIETYATHIX YIIAKOBOK HaHOChEp
SiO, (onasoBbIX MaTpuil), COIEPIKAMX B MEKChHepuye-
CKHX TOJNOCTSIX Kiactepbl okcunoB Fe u Ti. OOpasis! Ha-
HOKOMITO3UTOB Ha OCHOBE OITaJIOBBIX MATPHII, CONEPIKAIIIX
HaHodacTHIpl okcunoB Fe m Ti, roroBmim B 1Ba dTara,
BKJIIOHAIOIIHE HU3KoTeMneparyphyto — mpu 400°C u BbIco-
xotemneparypHyto B H, — pu 800-1000°C w/nmi na Bo3-
nyxe npu 1200°C TepmoobpaboTku. Bricokoremmeparyp-
Has TepMOooOpadoTKa (Ha BO3IyXe U B BOJOPOIIE) 0OpasIioB
HAHOKOMITO3UTOB, MOIYYCHHBIX MPU Pa3IHYHBIX YCIOBUIX
TIPOITUTKA ¥ HHU3KOTEMITEpaTypHOH TepMOOOPaOOTKH, MO-
JKET MPUBOAUTE K (POPMUPOBAHUIO PA3TNYHON KOHIICHTpA-
MK KprCTaIMIecKux (a3 okcunos Fe u Ti. M3menenus

(ha30BBIX COOTHOLICHUH B YCIOBHUSIX OTPAHUYCHHOM Te-
OMETPHUH MEKC(PEPUIECKUX MOTOCTEH MILTIOCTPUPYETCS
U3MCHCHHUSMHU B PEHTTCHOBCKHX HH(pakTorpamMmax u
cnektpax KP. Tlo peHTreHoBcKMM Ju(pakTorpaMmam
(ukcupyercst 00pa3oBaHHE B TOJIOCTAX JUTUTAHATA Ke-
nesa FeTi O, u okcnnos turana TiO, co cTpykTypoii py-
Thia u aHarasa. Ha cmekrpax KP nposBistioTest moinocs
ot ¢asbl FeTiO,, kKOHIEHTpanus KOTOPOH yBETMINBAETCS
pu TepMooOpadoTke Ha Bo3ayxe npu 1200°C, npu sToMm
OTIAJIOBAast MaTPHUIIA MOXKET OBITH OMTMCAHA KAaK CIUTONTHOM
Marepual, couepxanui 3 D-IopereTky KpUCTalTUTOB
FeTiO, ¢ pasmepom 00acTeli KOrepEHTHOTO PACCESIHHUS
pEeHTreHOBCKUX Jiyduer < 1 HM. CHHTE3UpyeMBble OKCHIBI
Ha ocHOBe Fe u Ti 3amomusum 10 15% o6bema mMexche-
PHYECKUX MMOJIOCTEH OMANOBBIX MATPHUIIL.

96 Toukue xumndeckue TexHororun / Fine Chemical Technologies 2016 Tom 11 No 6



M.H. CamoiiroBuY, A.P. BeasuuH, A.C. Barnacapsau

Pesynbrare! rccnenoBaHuid YaCTOTHBIX 3aBUCUMOCTEN
(B quanazone 1 MI'y— 3 I'T') geiicTBUTENBHOM M MHUMOM
KOMITOHEHT JIMAJIEKTPUUYECKON MPOHUIIAEMOCTH, MAarHUT-
HOH BOCIIPUUMYMBOCTU W TAHTEHCA MOTEPh OMAaJIOBbIX Ma-
TPHII C CHHTE3MPOBAHHBIMI B MEKC(PEPHUICCKIX MOIOCTSIX
KpuctayumTamu okeuioB Fe u Ti mokasbIBaroT, 4To AudieK-
TpUYECKHE TIOTEPH HU3KHE BO BCEM JMala3oHe U Majo 3a-
BUCAT OT 4acToThl. MccrenoBans o3BOIMIN YCTaHOBHUTD
B3aMMOCBSI3b MEXK/Y MHUKPOBOJHOBBIMH XapaKTE€PUCTHUKA-
MH U (a30BBIM COCTAaBOM HAHOKOMIIO3UTOB, CONEPIKAIIIIX
xpuctaumdeckue pasel FeTiO,, FeTi,O, n oxcnnos tura-
Ha, a TAKOKe MOJYyYUTh IaHHbIE, HEOOXOAMMBIE sl ITpUMe-
HEHUsI HOJOOHBIX HEKPUCTAJUIMUECKUX HEOJHOPOAHBIX Ma-
TEPHAJIOB C IPOCTPAHCTBEHHOW MOAYIIAILMEH (JucTiepcreit)
JNIEKTPUUECKUX [TApaMeTPOB B HAHOIHAIA30HE.

CHUHTE3UpOBaHHBIE B MOJOCTAX HAHOYACTHUIIBI
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temmneparypel 345 K. Ilpu Hu3KOW Temmeparype y
00pasnos, conepxkamux kinacrepel FeTiO,, nabimro-
JAIOTCS TICTJIM TUCTepe3nca, 00yCIoBICHHBIE (Peppo-
MarHeTusMom. Jlis mcciaenyemMbix 00Opa3loB Hamar-
HUYCHHOCTh B YKa3aHHOHW TemIeparypHOH oOiacTu
B moje 1 kD 3aBucelia OT KOJUYECTBA KIIACTEPOB
FeTiO, u npu 3anonnenun ~15% obbema mosnocred,
cocrasisiia ~0.01 A-M%/kr.

[TornManue ocoOeHHOCTEH (Ha30BBIX MpeBpale-
HUM U KPUCTAJUTH3AIMHU B MOJOCTSAX OMATIOBBIX MATPHUIL
IIpY CHHTE3¢ MaTepPHajoB 33JaHHOTO COCTaBa M CTPOE-
HUSI TIO3BOJISICT CO3/1aBaTh METAMATEPUANIbI C YIIPABIIs-
EMBIMH 3HAaYCHUSAMH (DYHKIIMOHATBHBIX CBOHCTB M JKC-
IUTYaTallMOHHBIX XapaKTEPUCTUK.
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