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BukxoHaHO cHTe3 HaHOPO3MipHUX dacTUHOK Li, ;La, ;TiO; 3 posuunis mikpo-
eMyJIbCili. 3 BUKOPHCTAHHSAM 3alpPOIIOHOBAHOI METOAWKH! OAep:KaHo aMopd-
HU# ocajx HAHOUYACTMHOK. Kpucrasnizamis mepoBChKiTHOI (hasu mpoxoxmyia B
OIHY cTamiio micas Tepmoobpobenua B:ke mpu 700°C. Buacaigok cuuTe3y 3a
TaHOI0 METONUKOIO OJIeP:KaHo cJIabKo arJIoMepoBaHi HAHOPO3MipHi ogHOMAa3HI
KpHCTAJTiuHi YaCTUHKHU 3 cepeqHiM poamipom y 10—20 M.

The Li, ;La, ;TiO; nanoparticles are synthesized from the microemulsion so-
lutions. The amorphous precipitate of nanosize particles is obtained by means
of this method. The one-step crystallization of the perovskite phase takes
place after the heat treatment already at 700°C. The weakly agglomerated
single-phase crystal nanoparticles (of 10—-20 nm) are obtained using this
technique.

BrimosrHeH cUHTe3 HaHOpasMepHBIX uacTtul, Lij;Lag ;TiO; 13 pacTBOpOB MUK-
posmysbcuii. C MCIIONIB30BAHUEM IIPEAJIOMKEHHON METOAMKHU IIOJy4eH aMopd-
HBIHA ocafok HaHouacTuIl. Kpucrannusanua nepoBCKUTHON (Dassl HIpOXoauia B
OIHY CTanuio mocje TepmoobpaboTku y:xke mpu 700°C. B pesyiabTaTe cuHTesa
10 JaHHOU METOAWKEe MOJy4YeHBI ¢Jaabo arJaoMepUpoBaHHBIE HAaHOPa3MepPHBIE
ogHoGasHbIE KPUCTAJINUYECKNE YaCTUIIBI CO cpeHUM pasmepoM B 10—20 HM.

KarouoBi ciroBa: cuuTes 3 MiKpoeMyJibCiit, c1a0Ko arjioMepoBaHi HAHOYACTHH-
KU, TUTAHATH.

(Ompumano 19 aucmonada 2013 p.)
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1. BCTYII

Li-fioHHi aKyMyJdATOpPH YCIIIITHO BUKOPHCTOBYIOTHCA B PiBHUX IIPU-
CTPOAX, TAKUX SIK IiOpUAHI eTeKTPUUHI TPaHCIOPTHI 3ac001, mepecyBHi
eJeKTPOCTaHIIil Ta MOHOBIIOBaHI HakonuuyBaui eHeprii [1, 2]. 3aBgaxu
BHCOKUM 3HAUEHHAM IIPOBiTHOCTH MTO HOHAaX JIiTiI0 TMTaHAT JIAHTAHY—
aiTito (Liy sLa, sTiOs) 3i cTpyKTypoIo edeKTHOro mepoBchKiTy (6~ 1073~
107° Cm-cm ! mpu 290 K) [3, 4], 3 omHOrO 6OKY, Ta MOKJINBOCTI iHTEepKa-
Jasarii giTito B i Mmarepianu [5], 3 immoro 60Ky, BiH MOke BUKOPUCTOBY-
BaTHCS AK KATOJ IIPU CTBOPEHHI JiTifi-tionuux 6atapeii [6]. ITpu pobori
JiTieBnx akymysaaTopis fioru Li" pyxaroTeca Big aHOZA 10 KaToga yepes
€JIEKTPOJIIT, i IpU MIbOMY iCHYIOTH TPU TUIIM PYXY JIiTif0: 1u@ysid fioHiB
Li" B KaTrogHOMY MaTepiaji, pyX HOHIB JiTi0 MiXK eJIeKTPOZOM i eJeKT-
poJiToM, Ta pyX HOHIB JiTio B enekTpoiti. Iudysia fonis Li" B KaToxi
yepe3 HU3bKY IIBUAKICTHL € o0MerkeHoIo [ 7]. 3 MeToI0 IMOKpAaIlleHHsa Xa-
paxTepucTuK Li-MOHHUX aKyMyJIATOPiB HEOOXimHO 30iJbITUTH IITBUJI-
KicTh muysii gitiro B KaTogHOMYy MaTrepiasi. Bupimmenna maHoi 1mmpo-
0J1eMU MOXKJIMBE 3a PaXYHOK BUKOPHCTAaHHA HAHOPO3MipHUX cJIabKO ar-
JloMepoBaHUX MaTepianiB. BukopucTaHHsS HaHOPO3MIipHUX MaTepiaJis
MOJKe CIIPUATHU 3POCTAHHIO IMBUAKOCTU PYXy HOHIB JIiTif0 3a paxyHOK
3MEeHIIIeHHA AOBXKUHYU Au@ysii B HaHOMeTpoBOMY MaciiTabi [8]. Ogaum
3 MEPCIEKTUBHUX METOAiB CUHTE3y HAaHOPO3MipPHUX CJIAOKO arjioMepo-
BaHUX KPUCTAJNIUHUX HAHOUYACTUHOK € METOJ CUHTE3y YaCTUHOK 3 MiK-
poemyabciit [9, 10]. MikpoemyJibcii € KOMOIZHMMH HAHOAUCIIEPCiaMU
TUIIy BoJa B oJii (abo osia y Bozi), AKi crabimizoBami moBepxHeBo-
aKTHUBHOIO peuoBuHOI0. Ili TepMomgumHaMiuHO cTabinbHiI mucmepcii mo-
JKYTh POBTJIANATHCA AK HAHOPEAKTOPU, IO MOKYTh OYTH BUKOPUCTAHI
I BUKOHAHHA XiMiuyHMX peakiiiii i, 3okpema, CUHTe3y HaHOMAaTepia-
JaiB. CaMe CMHTe3 3 PO3UNHIB MiKpPOeMyJIbCiil 103BOJIsIE BUKOHYBATU pe-
aKI[il0 YTBOPEHHSA PEYOBMHHU B i30JIbOBAaHOMY 06’€Mi, po3Mip AKOro Mo-
JKHA KOHTPOJIIOBATH, 3MiHIOIOUN XiMiuHME cKJaJ ab0 KOHIIEHTPAIiio
KOMIIOHEHTiB MiKpoeMmyJbciti. OqHaK Ha CHOTOAHIINHIN AeHb B JiTepa-
Typi BiACYTHi faHi 3 CMHTE3y HAHOPO3MipHUX YACTUHOK THUTAHATY JIaH-
rany—Jirito Li, ;La, ;TiO; 3 MikpoemynbCiii.

Tomy MeTor0 maHoi pob6oTu OYJIO AOCTIAUTH MOKJIHBICTH BUKOPUC-
TaHHA 00EPHEHUX MiKPOEMYJILCiHl I/ CUHTE3y CJIabKO arjioMepoBaHUX
HaHOPO3MipHUX yacTuHOK Li, sLa, s TiO;.

2. EKCIIEPUMEHTAJIBHA YACTHHA

Mikpoemyabcida Ie mpo3opa pifuHHA CUCTEMU, AKA CKJIATAETHCA 3 IOT-
pifizmoi cywmiiri: osisg, Boma i moBepXHEeBO-aKTHUBHA pedyoBuHA (abo cyp-
dakranT). IHOAI MyIA PopMyBaHHA TePMOAMHAMIUHO cTAabiILHOI MiKpO-
eMyJibcii HeoOXiaHa MoJaTKOBA IIOBePXHEBO-aKTUBHA peuoBuHA (a60 Ko-
cypdakTaur).
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Ax BuximHMII peareHT BOAHOI (Dasu IJd CUHTE3Y HAHOYACTUHOK TH-
TaHATy JJaHTAHY—JIiTiI0 BUKOPUCTOBYBAJM BOJIHI PO3UMHU COJIEN HiTpa-
tiB maHTany La(NO,)s, aitiro LiNO; Ta rigpokcuny sitiro LiIOH («x.4.»),
nuanerunaneronarauisonporriaar (IV) rurany C,¢H,506Ti («oc.d. »).

fAx moBepxHeBo-akTuUBHY peuoBuHy (IIAP) BuKopucTOBYBa M IOJIiO-
KcuetuaboBauuii ankindenos (Triton X-100):

H,C e

H,C
H,C H,C H,C

Ax osiiny (pasy mpum CTBOPEHHI MiKpPOEMYJIbCili BUKOPHUCTOBYBAJI
IMUKJOTeKCcaH KBaudidikamii x.4., aK Ko-IIAP — OyTuJI0BHUI CIUPT KBa-
Jidixarii u.g.a.

Ak nucnepryBajibHe cepeIoBUIIe Ta POSUNHHUK 3aCTOCOBYBAJIN Oigu-
CTUIBLOBAHY BOJY (3 KOHIIEHTPAIlieo JoMiIIok He 6ibmie 10°—-107%%).

Ax ocamxysau 06pano 25% -BOOHUI PO3UNH aMiaKy.

CuHTe3 HAHOPO3MIPHMX YACTHHOK THUTAHATY JIAHTAHY—JITiI0O BHKO-
HYBaJIM 3a CXEMOIO, IpeAcTaBjieHo0 Ha puc. 1. CoiBBigHOIIIEHHS KOM-

Mikpoemybcis | Mikpoemyibes 2

Boaui po3unnn @
coJieii MeTajliB B @

OpraHiuHOMY

cepeoBHIIL

Boauuii posunin
ocakysaua (NH,OH)
B OpraHiuHoOMYy
cepeaoBHLLi

3MmilryBaHHs Ta
HarpiBanms
MiKpOEMYJIbCii

Yreopenns
amopdpuux
HaHOYaCTOK

Puc. 1. Cxema curTe3y HaHO4YacTHUHOK Li, ;La, ;TiO;.
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IIOHEHTIiB IPU CTBOPEHHI MiKpoeMyJabCiii migdoupaJn BifIOBiAHO KO Me-
TOAUKHU, ormrcaHoi B poboTi [11]. KommoneunTu Mmikpoemyibcii 3HaX0mM-
JUCA B HACTYIIHOMY MacoBoMy chiBBiguorenni: Triton X-100 : mukJo-
rexcad : 6yramoJ : coui meranie =22:52:11:15mac.%.
ITpuzomyeanusa mikpoemyavcii memaanie. Cymimt BOZHUX PpO3UMHIB
LiNO; ta La(NO); y BimmoBigHMX CIIiBBiZHOINIEHHAX IepeMilTyBan
MmarHiTHO0 Mimanakoio 20 xB. [[o cyminri momaBasu mocaimoBao Triton
X-100, murgorexcas i 6yranosn. J[o omep:xaHoi MiKpoeMyJibcii JomaBa-
Ju aarkoxkcun Tutany. Ilepemimnrysaau 30 xB.

IIpuzomyseannsa mikpoemyavcii amiaky. 1o BOGTHOTO PO3UMHY aMiaKy
momaBasu mocaimosHo Triton X-100, mukgorexkcaHn i 6yTaHoOJ Ta Iepe-
mirmryBasu 30 xXB.

BigmosigHo mo cxemu cuHTe3y Ha puc. 1 MikpoeMyJabcii coseil mera-
JiB Ta ocaJKyBavya OJHOUYACHO 3JIMBAJIK BIPOAOB:K 1 rogmumM Ta migma-
BaJIM iHTEHCUBHOMY IIEPEMIiIITyBaHHIO HAa MarHiTHI# mimraamni npu Kim-
HaTHi# TeMnepaTypi BupomoB:x 60 xB., micya yworo HarpiBasau g0 70°C ta
BUTPUMYBAJIY IIPH I[ili TEMIIepPaTypi BOPOIOBIK 3 TOTMH.

BupineHHsa HAHOYACTUHOK 3 OJEP:KAHOTO MIlleJIAPHOIO PO3UNHY BU-
KOHYBaJu 2 cIrocobamu.

1) Ha nmeuTpudysi Bigginaau ocan (6000 06/xB.) Bix posuuny. Oxep-
JKaHuii mopoInoK BucyIryBasu mpu 350°C.

2) Hactuny posunHHUKA Biarauaau 1o 90°C. Oxepskauuit amopuuii
r'enb BucynryBaju npu 350°C.

PeHTr'eHoBi mocaimskeHHS BUKOHYyBaau Ha nudpaxtomerpi [[POH-4-
07 (CuK,-BunpominenHdA) B iHTepBadi 20 = 10—-90° 3 KpokoM 3HOMKU
0,02° ta excmosurieio 10 c. [Ina BusHaueHHA po3MipiB Ta MopdoJiorii
CUHTE30BaHNX YACTUHOK BUKOHYBAJIU €JeKTPOHHO-MiKPOCKOMIIUHi moC-
aimkenHsa. Mikpogororpagii 3HiManam Ha TpaHCMiciiHOMY eJIEKTPOH-
HOMYy Mikpockoni JEM-1230 (dhipma JEOL, fAnonisa).

3. PE3YJIBTATH TA IX OBTOBOPEHHSA

Bigmosiguo mo meromuku [11], vacTury emMyJabcii, ogep:kaHol IpU CHUH-
Te3i, BigmeHTpudyrypamu, i ozepskaHuil ocaj NIPoKaploBaJIU IIPU
700°C. PegysnbTaTél peHTT'eHODA30BOT0 aHATI3y ITOKA3YIOTh YTBOPEHHSA
mojitTuTaHary JaHTtaHy (puc. 2, a). Ile mo:xke OyTu 3yMOBJIEHO THUM, II[O
npu IHeHTpu@yryBaHHI BiAggiidg0oTbCA TiJIBKM HEPO3UMHHI ocajnu
La(OH); ta Ti(OH),, a posuunnuuii LiOH BugaaseTbcsa pa3oM 3 opramiu-
HUM PO3UYNHHUKOM.

Ha pucyHKy 2, 6 HaBeIeHO PeHTI'eHOTrpaMu 3pa3Ka, 0JepP:KaHoTo 3 Mi-
KpoeMyJibcii micjia BiITOHKY POBUYMHHUKA Ta BUCYIITYBAaHHS IPU Pi3HUX
TeMIlepaTypax.

SK BUAHO 3 HaBeAEHOTO PUCYHKA, JJA 3pasKa Iicjis BUCYIITyBaHHS
npu 350°C xapakrepua amopdHa cTpyKTypa. Ilicas mpo:xapioBaHHS
mpu 700°C cmocTepiraerbcs HagBHICTH IIMPOKOTO ITiKa, AKUHA BigmoBi-
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20 nm
—

Puc. 2. Mikpodororpagdii HaHOYACTUHOK, OJEPIKAHUX IIiC/Id TePMOOOPOOIEeHHA
npu 350°C (a) ra 700°C (6).

JIa€ OCHOBHOMY MiKy B IE€POBCBLKITHiN CTPYKTYpi. 3BYy:KEeHHS Ta II0SBa
IOJATKOBUX IIiKiB micia TepmooOpobaenus npu 1000°C ceiguaTh mpo
OinpITy KpucTaJisallilo ojepsKaHmMX HaHouacTmHOK. Ili pesyibraTu
BKAa3yIOTh Ha Te, IO 3Pa30K, OJep:KaHuil IPKU CUHTEe3l € KpucTaJdiuHuM
Ta HAHOPO3MipHUM.

PospaxyHKHu po3MipiB CHHTE30BaHNX YACTHHOK 3 OJEPKAHUX PEHT-
r'eHOrpaM BUKOHYBaJu 3a opmyioro d =kA/BcosH, ne k (=1,0) — emmi-
pPUYHUN Koe@illieHT, A — MOBXKMHA XBUJII BUIIPOMiHeHHs, 0 — mudpax-
iU KyT, f — iHTerpajsbHa HamiBIIMpPWHA IMiKiB gudparTOorpamn.
K mokasanum po3paxyHKM, PO3Mip ofep:KaHMX YaCTHHOK BapilOe€ThCs
Bizm 10 mo 50 HM 3aJIe:KHO BiJ TeMIIepaTypu TepMOOOpPOOIeHHS .

[1a Bu3HAUEeHHSA AOCTOBIPHOCTH PO3PaXOBAaHUX PO3MipiB YacTHMHOK
0yJ10 BUKOHAHO eJIeKTPOHHO-MiKPOCKOIIIUHI JOCHig:KeHHs 3pas3KiB (puc.
3). Ik moxkazanu pe3yJabTaTH BUKOHAHUX AOCJiIKEeHb, CHHTE30BaHi Ha-
HOUYACTUHKHU € cJa0KO0 arJIoMepoBaHMHU Ta MalOTh po3Mipu Big 10 go 50
HM 3aJIe;KHO Big TeMmepaTypu TepMooOpoOKu. Binmbiuit posmip Ta ar-
JomMeparriro HaHouacTuHOK npu 350°C MoKHA MOSICHUTH HASABHICTIO Op-
raHiuHOl CKJIam0BOI, AKA 3HAXOAUTHCA Ha IOBEPXHi HaHouacTHHOK. ITi-
cas Tepmoobpobku mpu 700°C maHi opraHiuHi KOMIOHEHTH PO3KJaga-
IOThCA i oep:KaHi HAaHOYACTUHKY € CJTa0KO0 arJIoMepOBaHNMH.

4. BUCHOBKH

B po6oTi moKasamo MOKJINBICTh CUHTE3Y CJIA0KO0 arJIoMepOBAHUX HAHO-
YACTUHOK THUTAHATY JIAHTAHY—JIiTiI0 3 00epHEeHNX MiKpoeMyJibciii. Bua-
CIiTOK CHHTE3y OJep:KyeThCs aMOP(HUI ocaag HAHOUYACTHMHOK. Xapak-
TEPHOIO OCOOJIMBICTIO JAHOTO METOAY € KpHCTaJi3allis mepoBCbKiTHOI
dasu micasa TepMooOPOOKM B OAHY cTadito. BHacaimok cuHTe3y 3a JaHOIO
METOAUMKOIO BAAETBHCS OAeps:KaTu oZHOo(Ma3Hi HAHOPO3MipHi ciIadkKo ar-
JIOMepOBaHi KPHUCTAIIYHI YacTUHKHU 3 cepeqHiM posmipom y 10—20 um
B:ke mpu 700°C.
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Puc.3. PeHTreHorpamMm IIOPOIIKiB, OJep:KaHMX MIJd M[peKypcopa Micis
meHTPUdyIryBaHHs (a) Ta micas BucynryBanH4A (6): oapasy nicuas cuaTtesdy (70°C)
(1), micas ymapioBaHHA Ta TepMOoOpoO6JieHHs mpu TeMmieparypax 350 (2), 700
(3), Ta 1000°C (4). P — mepoBchKiTHA (hasa.
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