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MUKPOBOJIHOBBIII CUHTE3 XPOMUTA JIAHTAHA*

Cankr-IleTepOyprckuii rocy1apCTBEHHBINA YHUBEPCUTET,
Poccuiickas Peneparus, 199034, Caunkr-IlerepOypr, Yuusepcurerckas Habd., 7-9

Xpowmur santana LaCrO3 npeacrasiisier 60IbIION HHTEPEC BBU/LY HEOOBIUYHBIX TEPMOIJIEKTPU-
YECKUX, KATAJIUTUICCKAX U ONITUIECKUX CBOWCTB. B cTaThe pacCMOTPEH 30JIb-Tejlb CHHTE3 XPOMU-
Ta JIAHTAaHa Ha OCHOBE PEAKIINH COOCAXKIECHUS B IIPUCYTCTBHH BOCCTAHOBUTEJISI, HHUIINHPOBAHHOM
MHUKDPOBOJIHOBBIM H3JIyU€HUEM. Pe3y/ibraT CHHTe3a 0XapaKTepU30BAH METO/IOM MTOPOITKOBO PEHT-
reHOBCKO# mudpaxkiuu. [Tosyaennsie npernaparsl 06paboTaHbl YIBTPA3BYKOM C IEJIBIO Paspyliie-
HUsA 00pa30BaBIINXC Ha (DUHAJIBLHON CTa UM CUHTE3a arperaroB. MeToaoMm ja3epHoi audpakimu
OIpesIesIeHbl pa3MepPhbl MOy YeHHBIX YaCTHUI[, pa3Mep OCHOBHOI'O MX KOJIMYECTBA COCTABIII ITOPSIIKA
310 uM. YacTuipbl XpoMuTa JIAHTAHA UCCIEIOBAHbI METOIOM CKAHHPYIONIEH 9JIEKTPOHHON MUKPO-
CKOIIMU JI0 U TI0CJIe 06paboTKU yiabTpa3ByKoM. llokazaHo, 9TO MOJIyYEHHBIE B CUHTE3€ KPYITHBIC
arperarsl JJOCTATOYHO XPYNKHE W Pa3pylIalOTCs MPH yJIbTPa3ByKoBoil obpaborke. Ilomyuennbie
“aCTHUIBI UMEIOT UelryfIaTyio cIpyKTypy. bubsuorp. 8 nass. M. 3.
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deration

LaCrOg3 is promising for modern material science due to its extraordinary thermoelectric, cat-
alytic and optical properties. Lanthanum chromite sol-gel synthesis based on microwave-initiated
co-precipitation reaction with presence of reductant is discussed in this article. X-ray powder
diffraction method was used for characterization of synthesized LaCrO3 sample. Obtained sam-
ples were sonicated to disperse porous aggregates formed on final step of synthesis. Particle sizes
were measured by laser diffraction and it is shown that bulk quantity of particles has an approx-
imate size of 310 nm. SEM investigations of LaCrOs particles before and after sonication were
carried out. It is found that bulky aggregations are brittle and easily dispersed by sonication.
Synthesized particles are flack-shaped. Refs 8. Figs 3.
Keywords: microwave synthesis, nanoparticles, lanthanum chromite.

B cBs3u ¢ ObICTpPBIM pa3BUTHEM B TEXHOJIOIHHU, MEIUINHE W OMOJIOTMH HOBBIX METO-
JIOB, UCIIOJIL3YIONINX 0COObIe CBOMCTBA HAHOMATEPUAJIOB, BOSHUKAET OCTPasi HEOOXOTUMOCTH
pa3paboTKH MPOCTOTO U JEMIEBOTO CIIOCODA CHHTE3a HAHOMATEPHUAJIOB, COUETAIONTNX MAaKPO-
CKOTIUYIeCKUE TTapaMeTPhl MaTepuasa U CBONCTBA, 3aBUCIINE OT pasMepa. Tak, HAIIpUMED,
MAarHUTHBIE U COPOIMOHHBIE KAYeCTBa HAHOYACTHUI] OKcuaa rkene3a Fe3Oy4 mMoryT ObITh mc-
[OJIb30BAHBI JIJIg OUUCTKU KpoBU [1], coueranue pasMepHBIX U 3JeKTPOMU3NIECKUX CBOICTB
HanopasMmepHoro CdSe mpuBOUT K HOBOMY THUILy BBICOKOCEJEKTUBHBIX JIIOMUHOMODPOB [2].

Mpr nipejijraraeM HOBBIH METOJT, TTOJTy I€HUsT XPOMUTA, JITAHTAHA, OCHOBAHHDIN Ha Pa3JI0Ke-
HUU HUTPATOB METAJIJIOB IO/ JIeiCTBIEM MUKPOBOJIHOBOT'O U3JTyY€HUs B IPUCYTCTBUHA BOCCTA~
HOBUTEJIA. TaKOil ITOIX0/T TO3BOJISIET OBICTPO Oy YUTh HAHOPA3MEPHBIE YACTHUIIHI CJIOKHOTO
OKCH/JIa M COJIEPZKUT MPEIOChLIKH JJId JaJbHERINX NCCIeIOBAHUI 3aMEIEHHBIX XPOMUTOB
stagTada. OCHOBHBIMU IIPEUMYIIECTBAMU ITOI0 METO/Ia OJIYYeHUs] HAHOYACTHUI] MOXKHO CUU-
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TaTh OTHOCUTEILHYIO IIPOCTOTY U MUHUMAJIBHOE KOJMYECTBO HEOOXOAUMOr0 000PYI0BAHUS
U TIPeKypcopos [3-5].

CunaTes XpoMUTa JIAaHTAaHA TPOBOJVIN MIKPOBOJIHOBBIM PA3JIO’KEHUEM PACTBOPA SKBUMO-
Jgpubix Kojudects nurpara xpoma(Ill) u rekcaruppara nurpara ganrana(IIl) B upucyr-
CTBAU MOYEBHHBI. [Ipe/ooKuTebHo, Ha HAUaJbHONH CTaJIMU CHHTE3a MPOUCXOIAT PA3JIo-
JKeHne HUTparos [6, 7]. DTa craust COMPOBOXKIAETCsT OYPHBIM BBIIEJIEHNEM OKCHJIOB a30Ta
U yrjaepojia W NPHUBOJUAT K OOPA3OBAHMIO 30Jis, COCTOSIIIETO U3 CMECH TUIPOKCHJIOB XPO-
ma(IT) u nanTana(I1l). BosbIast CKOPOCTb U JTOBOJIBHO CUIIBHBIN IIEPETPEB PEAKIIAN TPUBO-
JIAT K TOMY, 9TO COCTAB BBIAE/SIONENRCs ra3000pasHoil CMECH JIOCTATOTHO CJIOZKEH U HE MOYKET
OBITH JOCTOBEPHO yCTAHOBJIEH 0€3 OT/IEIBHBIX UCCICIOBAHUI. 3aTeM MPOUCXOIUT TEPMUTE-
CKO€ PA3JIOXKEHHE TOJIyIeHHOTO 30JIs1 ¢ OOPA30BAHUEM MTOPOIITKA XPOMUTA JIAHTAHA:

Cr(NO3)5 + La(NOs3)4 + (NHz),CO — LaCrOs + H20 + NO,, 4+ CO4

Motnblit JIOKaJIbHBIN MEKPOBOJTHOBBII HAIPEB peakTopa obecriedanBaeT ObICTpoe 00pa30-
BaHWE OIPOMHOTO KOJMYIECTBa 3apOJBINIeil 1 paBHOMEPHOE pacupejiesieHne OKCHI0B MeTaJll-
JIOB B HUX. BBICOKas CKOPOCTH CHHTE3a HE JIOIYCKAeT POCTa HAHOYACTHUIL 10 3HAUUTEHHBIX
pasmepos [8]. OHAKO B pe3ysbraTe CUIBHOTO 3K30TEPMUIECKOro adbdexTa oTIeabHbIe Ya-
CTHIIBI CJITUMAIOTCS O MUKPOHHBIX 1 00JIee Pa3MepoB.

B pabore Takxke ucciemoBana BO3MOXKHOCTD IOy Y€HUST HAHOYACTHUIL IIyTEM YIbTPa3BY-
KOBOT'O PA3PYIIEHUs arperaTos.

®Daz0BbIil COCTAB TOJIyYEHHBIX 00pPA3IOB 4500
OIIPEJIEJIEH IIyTEM PEHTreHOMA30BOIO AHAJIU-

3a. IlopomikorpamMmbl cHUMAJINCh Ha Jndpak-
tomerpe “Bruker D2 Phaser” (CuK,, A =
= 1,5414 A). Xapakrepusamus a3 mpose-
JIeHa C WUCIOJIb30BaHueM 0a3bl AudpaKInOH-
ubix Jgarnbix “Powder Diffraction File” (PDF).
JudpakrorparMma CHHTE3NPOBAHHOIO IIOPOIII-
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HMHTEHCUBHOCTD, UMIL.

Ka (puc. 1) OJJHO3HAYHO COOTBETCTBYET Te€KCa- J"Jvu \ “ A__,\JL/
rorasbHOI haze LaCrOs u He comepKuT MUKOB
npuMeceil WIN HEIpOpearnpoBaBIINX COJICH. 0

Cpetuii pazmep 9acTUIL U3MEPEH METO0M 20 40 60 80 100
JIaA3epHON AU PAKIUU B3BECH C HUCIOJIH30Ba- 20, rpaz.
nrem ycranosku ‘Mastersizer 3000” no u mo- Puc. 1. InudpaxTorpamMmma mosyIeHHOrO
cste 06paboTku yibrpassykoMm (40 k[, 40 kB, xpomuta jantana LaCrOs
2 MuH).

O6béMHOE U KOJMYECTBEHHOE PACIPEIEICHHs arPeraros (PUc. 2) pacCUYUTaHbl U HOCTPO-
eHbl ¢ ucnojb3oBanneM Teopun Mu. OObEMHOE paciipejiesieHrne NHGOPMATUBHO B 00JIaCTH

OOJTLIINX 3HAYEHUH, TTOCKOJIBKY HAUOOIBITUHI BKJIA/T B OO 00bEM BHOCAT KPYITHDBIE TACTH-
npl. I3 pacmpejieniennst BUIHO, ITO B 00pa3iie MPUCYTCTBYIOT KPYITHBIE arperaThl pa3Mepom
B HECKOJIBKO COT€H MUKpPOH. Pacmpemesenne mocjie 00pabOTKU yIbTPA3BYKOM ITOKA3bIBAECT
orcyTcrBue B obpasie gacturt 6osee 100 mxm. CpaBaenne hopMbl rpaduKOB 00bEMHBIX PAC-
IIpeJIeJICHN U II0JIOZKEHNH X MAaKCUMYMOB II03BOJISAET TOBOPUTH O HEYCTONYNBOCTU KPYIIHBIX
KJIACTEPOB K yJIBTPa3BYKOBOI 00paboTKe.

O6paboTKa TOJIyYEeHHBIX JAHHBIX U UX IPEJCTABIEHHE B BHUJE KOJUYECTBEHHOI'O Pac-
[IpeJIeIeHNUsI TI03BOJISIeT TOBOPUTD O CPEeIHEM pa3Mepe dacTull B macce. /{0 yiapTpa3ByKoBOit
00paboTKn MakcuMyM npuxoautcs Ha padmep B 360 um. [Tocte 06paboTKy MK HEMHOTO CMe-
AeTCst B 00JIACTh MEHBIINX Pa3MePOB YaCTHUIl U MpuxoanTcs Ha 3nadenue 310 am. Mauoe
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Puc. 2. O6bémuoe (a) n konmmaecTBeHHOE (6) PACIIPEICICHHST IO PA3MEPAM:

1 — ny1si arperupoBaHHBIX YaCTHULl; 2 — JJIs YaCTUIl [1ocjae obpaboTKu
YAbBTpasBykoM B Tedenue 2 mwuH, 40 k', 40 kB

U3MEHEHUe KOJIMYECTBEHHOI'O PACIpejie/ieHrs] TP 00paboTKe yIbTPazByKOM MOXKET I'OBO-
PHUTBH O TOM, 9TO JIUITb HE3HAUUTEIbHAST O0IAsT T0JIsT HAHOYACTHUI] B3aNMO/ICHCTBOBAIA, TIPH
meperpese B TOCTeHE CTa Iy CHHTEe3a ¢ 06pa30BaHneM KPYIHBIX arperaTos.

st onpeiesiennst GOPMBI ITOJIYIEHHBIX B PE3yJIbTaTe CUHTE3a YaCTHIL U XapaKTepa nxX
00'be/IMHEHNs] TIPOBEJIEHBI UCCJIEIOBAHUST METOJIOM CKAHUPYIOIIEH 3JIeKTPOHHON MUKPOCKO-
mn (COM) ma npubope “HITACHI S-3400N”. Kpome Toro, merogom COM czenana kade-
CTBEHHAsi OIEHKA pe3yJsibTara 00pabOTKU UCXOIHOTO 00pa3ia yIbTPa3ByKOM.

Ha uzobparkenusx puc. 3, a, 6 1pejicraBieH obpaser epes yJIbTPa3ByKoBOi 00pabOTKOiI.
XopoIro BUJHBI OOJIBIINE TTOPUCTBIE arperaThl HEMPABUILHON (DOPMBI ¢ PA3BUTOI MTOBEPX-
HOCTBIO. Pexkum cbéMKu B obparHOopaccesnubix diekrponax (BSE) (puc. 3, a) nokasbiBaer,

Puc. 8. Mukpodororpadun ncxomaoro obpasna B pexkuMe 00paTHOPACCESHHBIX JIEKTPOHOB (a)
U BTOPUYHBIX 3JI€KTPOHOB (6); n300parkeHusi B PeXKMMe BTOPUIHBIX 3JIEKTPOHOB 00pasna
nocsie 06paboTKK yIBTPa3BYKOM (6, 2)
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9TO cOCTaB 06pA3Ia OJHOPOIEH U COXPAHSIET MOPUCTYIO CTPYKTYPY B 00béme. Pexkum mosry-
“YeHMsI n300parkeHus BO BTOpUIHBIX asiekTpoHax (SE) (puc. 3, 6) nossousier Gostee jetaabHO
PaccMOTPETh CTPYKTYPY U JATH OIMEHKY TOJIIIUHBI CTEHOK 1mop nopsaka H0-100 mwm.

Kaxk BuiiHO Ha BTOpOii Tape nzobpazkeHuit (puc. 3, 6, 2), MO/ BO3IEHCTBAEM YIBTPA3ByKa
HanboJjiee KPYIHbBIE ArPEraThl PA3PYIIAIOTCS BILUIOTD JI0 PA3MEPOB, COOTBETCTBYIOIIINX MAKCHU-
MyMY KOJHYECTBEHHOTO PACIIPEIEICHIS, TOKA3aHHOTO METOIOM JIa3epHOil mudpakinud. JTo
TOBOPUT O XPYIKOCTH CTPYKTYP W OTKPBIBACT IMEPCIEKTUBBI [TOJIYI€HUsI TIOPOIIKOB, COCTOSI-
IIIX U3 OTJIEIbHBIX HAHOYACTHUIL CIIOXKHBIX OKCHJIOB TI0CJIe 60oJiee MHTEHCUBHON YIBTPA3ByKO-
BOIT 00PabOTKMU.

B pesysbrare ucciegoBanns pazpaboTaHa JIOCTYIHAS METOJMKA CHHTE3a HAHOYACTHIL
LaCrOg, e Tpebyiormast paboThl ¢ TOKCUIHBIME U JOPOTUMHE ITPEKYPCOPAMU, Oy IeHUE O/
HO(MA3HOIO0 XPOMUTA JIAHTAHA ITOTBEPIKIEHO METO/IOM PEHTIeHOBCKOIl mudpakiuu. Hermo-
CPEJICTBEHHO B XOJI€ CHHTE3a ITOJIy9eHA IOJIMIACIEPCHAsT CMECh, COMEPIKAINAsi OT/AC/IbHBIE
qacTuilbl mopsika 0,3 HM 1 HeDOJIBIIIOE YUC/IO TOPUCTBIX ArPEraToB, [TOCTUTAIONINX PA3MEPa
coTeH MUKPOH. KpyIHble arperarsl pa3pyIalTcs IPH yIbTPa3ByKOBOil 00paboTKe 10 MUK-
POHHBIX pa3mepoB. KosimaecTBeHHOE paciipejiesieHre OKa3bIBAET, 9TO 3HAYNTEbHAS IaCTh
00pa3yIoNUXCs B X0Je CHHTE3a YACTUI] B arperaroo0pa3oBaHuu yvIacTus He npuaumaet. [lo-
JIyIEHHBIE B XOJI€ CHHTE3a, YaCTHUIIbI IPEJICTABJISIIOT COD0il ToHKME dermy itk TosmuHoit 100 aM
1 MeHee.

* ok ok

B pabore ucnonbzosano obopynosanue PII «I'eomomensy, PII «UTKH», PII «PIMUW»

Hay4roro napka CII6LY.
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