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B. K. KACEHOB, I1I. B. KACEHOBA®, JK. U. CATUHTAEBA*,
E. E. KVAHBIIIIBEKOB, M. O. TYPTYBEAEBA?

1XMM1/11<o-Mem.nnypn/mecxVl1‘/'1 uHCTUTYT UM. JK. AGumesa, Kaparanza, Pecriyonuka Kaszaxcras,
2HaBHOJ:[apCKI/Iﬁ rocyaapcTBeHHbIH yHuBepcuteT uM. C. Topaiirsiposa,
[MaBnonap, Pecny6nmka Kazaxcran

PEHTTEHOI'PA®UYECKOE UCCJIEJOBAHUE
HAHOPA3MEPHBIX
KOBAJIbTO(HUKEJIUTO)-KYIIPATO-MAHI'AHUTOB

Annoranusi. TeepaodaszueiM B3aumozericteuem B unrepsaie 400-1200 °C u3 ok-
cunos nantana (l1), kob6anera (Il), Hukens (1), mequ (11), mapranma (1) u xkapGonata
Oapusi CHHTE3MpOBaHBI KoOajbTo-Kynparo-maHraHut LaBaCoCuMnOg u Hukemuro-
kynparo-manranut LaBaNiCuMnQOg, 1 u3Menpyanuch 0 MONyYeHUsT PAaBHOBECHBIX (a3
HAHOPa3MEPHBIX (HAHOKJIACTEPHBIX) YACTHI, KPUCTALTU3YIOIINXCS B KyOU4YECKOH CHHIO-
HUH, YTO YCTAHOBJIEHO C IIOMOIIBIO HHIUIIUPOBAHUS.

KaroueBble ciioBa: Ko0anbTO-KyNpaTO-MaHTAHUT, HHUKEIUTO-KYNPAaTO-MaHTaHHT,
CHHTE3, HAaHOPAa3MEPHBIE YaCTHIIBI, peHTreHorpadusl.

B Hacrosimee Bpemsi coeqUHEHUs, 0Opas3yIolIuecs] M3 OKCHIIOB IEPeXoj-
HbIX (3d- 1 4f-) U 1IeT0YHO3EMEBbHBIX 3JIEMEHTOB, CIHEKTP MPAKTHUECKOrO HUC-
MOJIb30BaHUSI KOTOPHIX HENPEPHIBHO PACIIUPSAETCS, HOCTATOYHO IIMPOKO HCCie-
nyrortea. MHTEepec yd4eHbIX K MOJOOHBIM COEIMHEHHSAM OOYyCIIOBIIEH MONMH(YHK-
IUOHABHOCTBIO JEMOHCTPUPYEMBIX CBOWCTB M T'MOKOCTBIO MX COCTaBoB. [lpm
3TOM CHJIBHOE B3aHMMOJICHCTBHE MOJCUCTEM 00ECIIEUMBAET MPAKTHYECKU BaKHBIC
(YHKIMOHAIBHBIE CBOWMCTBA TaKMX MAaTepualioB, B YacTHOCTH, CBEPXIIPOBO-
JMMOCTh BBICOKOTEMIIEPATYPHBIX OKCHJIHBIX KYINPATHBIX CBEPXIIPOBOTHUKOB
(BTCII), s¢ddexTsl KOTOCCATHLHOIO MArHUTOCONPOTHBIIEHUS W THTAHTCKOTO
MarHeTOCONPOTHBJICHHS MAaHIaHUTOB pPEAKO3eMelbHbIX MeramwioB (P3M),
JOTTUPOBAHHBIX OKCHJIAMH MIEJIOYHO3EMEbHBIX MeTaIOB. KoOambTHTBI peKo-
3€MEJIbHBIX DJIEMEHTOB (B TOM YHCJIE KOOAJIbTHTHI JIAHTAHA) MMEIOT OOJIbIIHE
3HAUCHUS NIEKTPONPOBOAHOCTH [1-5].

3HauUTENFHOE BHUMAHHME YJEseTCs HAaHOKPHCTAJUIMYECKHM MaTepHaiaMm,
TaK KakK TPOSBJICHUE BEIIECTBOM B HAHOKPUCTAIIMYECKOM COCTOSHHUHM OCOOBIX
CBOMCTB (MarHMUTHBIX, ONTHUYECKHX U JIp.), HE XapaKTEPHBIX JIsi OOBEMHBIX
MaTepuajoB M OOYCIOBJICHHBIX IPOSBICHUEM KBAaHTOBBIX 3(dekToB. [ToaTomy
MONyYCHUE W HCCIeJOBaHUE HAHOKPUCTAIUTMYECKUX MAaTepHalioB SIBISIETCS
Ba)KHBIM ITAIlOM B CO3/[aHHUH MaTepHaIOB HOBOTO MOKOJCHUsI [6].

B pabore npuBOmATCS pe3yNbTaThl CHHTE3a W PEHTIEHOTrpaduuecKoro
WCCIICIOBAHUSI  HOBBIX HaHOPa3MEPHBIX KOOAIbTO-KyIpaTo-MaHraHUTa
LaBaCoCuMnOg 1 Hukenuto-kynparo-manranuta LaBaNiCuMnOg.

HcxonupiMi peareHTaMH il TOJyYeHHS KOOalIbTO-KylpaTo-MaHTaHWTa
LaBaCoCuMnOg u Hukenuto-kynpato-manranura LaBaNiCuMnOg ciryskumu
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La,0; (mapku «oc.u.»), NiO, CuO, Mn,O3; u BaCO; (kBanupukanuu «d.1.a»).
CMecH yKa3aHHBIX BEILECTB, PACCUUTAHHBIC HA KOHEUHBIE COCTABBI COCIMHEHUN
TIIATEIFHO TePEMENINBAINCH, IEPETUPAITICE M OTXKHUTAIHCh B My(eIbHON Ieqn
«SNOL>» npu 800-1200 °C B teuenue 20 u. [lepen KaabM MOBBIIEHHEM TEM-
nepatypsl (800, 1000 u 1200 °C) cmecu OXIaxIaauCh, IMEPEMEIIHBAINCH H
TIIATENBHO TepeTHpanics. HuskoremneparypHsiii oxur nposeje npu 400 °C B
teyenue 20 4.

N3menpueHre 4acTUIl COSAMHEHU TIPOBOIMIA Ha BUOPAIIMOHHON METHHUIIE
kommanuu «Retsch» (Fepmanus) mapku «MM301» ¢ mPOAOKUTEIBHOCTHIO
Bpemenu 40-60 muH.

Pa3mepbl uacTuil ompeneneHbl Ha aTOMHO-CHIOBOM MuKpockorne (ACM)
JSPM-5400 Scanning Probe Microscope «JEOL» (Slnonus). Huke Ha pucyHKe
NPUBEICHBI PE3yJIbTaThl UCCIEIOBAHUI HA AaTOMHO-CHIIOBOM MUKPOCKOTIE.

6)
®ororpaduu LaBaCoCuMnOg (a) u LaBaNiCuMnOg (6) Ha aTOMHO-CHIIOBOM MHKPOCKOIIE

265



XUMWYECKHH )KYPHAJI KA3AXCTAHA

O6pazoBanne paBHOBecHOTO cocrtaBa LaBaCoCuMnQOg u LaBaNiCuMnOg
KOHTPOJIMPOBAIOCH METOJOM PEHTTeHO(pA30BOTO aHalM3a Ha yCTAaHOBKE
JAPOH-2,0.

Ycnosus ceemkn: CUK, - m3myuenune, U = 30 kB, 1=10 MA, ckopocTh Bpaiie-
Hus — 1000 uMnynbcoB B CEKyHIY, IIOCTOSIHHAS BPEMEHHU 7= 5 ¢, HHTEpBaJ yIJI0B
2,0 ot 10 mo 90°.

HHTEeHCHBHOCTD TU(PPAKIIMOHHBIX MaKCUMYMOB olieHuBaiu 1mo 100 GanbHoM
mkane. MHaunupoBaHue pEHTICHOTPaMM IMOPOLIKA HCCIEAYyEMBIX COSAMHEHHN
MPOBOJMIIN aHATUTHYECKAM METOIOM [7].

IMo pe3ynbraraM HHAMIMUPOBAHUS PEHTTCHOTPAMM BBIYHCICHBI O0BEMBI
AJIEMEHTAPHBIX STYEEK, YUCI0 (GOPMYJIBHBIX €AWHHUI U PEHTT€HOBCKUE IUIOTHOCTH
MOJyYeHHBIX coeanHeHui. Hike B Tabnuie NmpUBEICHBI pPe3yJbTaThl HHIWIH-
POBaHUS PEHTTEHOTPaMM.

Wuauunposanue pearreHorpamm LaBaCoCuMnOg n LaBaNiCuMnOg

1/1° | 10%d%, e, HkI 10%/d%,
LaBaCoCuMnQg
17 660,5 520 660,0
15 1217 720 1207
18 1244 721 1230
100 1320 730 1321
6 1567 742 1572
7 1858 910 1868
11 2114 852 2118
31 2652 10.4.0 2642
9 3310 12.1.0 3303
4 3607 11.6.1 3599
4 3755 10.8.1 3758
28 3975 13.2.1 3963
11 5305 15.2.2 5307
9 6631 17.1.1 6628
LaBaNiCuMnOg
15 660,8 511 660,8
20 936,9 611 930,0
21 1192 900 1199
100 1330 721 1322
7 1715 653 1713
19 1993 900 1982
11 2278 852 2276
33 2663 10.3.0 2668
14 3333 10.6.0 3329
30 3996 991 3989
4 4565 13.3.3 4577
4 4615 13.4.2 4626
12 6664 16.4.0 6657
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[InoTHOCTH COeNMHEHWH M3MEPSUTH B CTEKIISIHHBIX MUKHOMETpax 00bEMOM
1 mn. B xauectBe nnanddepeHTHOH KUAKOCTH ObUT BEIOPAaH TOJYOI, TaK KaK OH
XOpOIIO CMa4yKMBaeT HCCIeNyeMble MaTepHallbl U XUMHYECKH WHEPTEH 110 OTHO-
nieHnio K HuM. Kpome Toro, cieyer OTMETHTh Maylo 3aBHCUMOCTh TUIOTHOCTH
TOJyoJa OT Temneparypbl. [IMoTHOCTE Kakaoro coeanHeHust uzMepsiii 4-5 pas u
PEe3yIbTaThl YCPEAHIIUCH. METOIMKA U pacyeTHbIC (OpMYJIbl 3aUMCTBOBAHbI U3 [8].

Y I0BIETBOPUTEIBHOE COTIIACHE 10%d%, o ® 104/d2pacq, a TAKKE Ppenr M Pryrcn, B
Ipeieax TOTPENIHOCTH SKCIIEPUMEHTa YKa3blBalOT HA KOPPEKTHOCTH PE3yIIb-
TaTOB MHIUIIMPOBAHHS.

WupnnupoBanue peHTreHorpaMMm (a3 W ONpefelieHHe HUX IIOTHOCTEH
onpenensmu ananornaso LaM,"CuMnOg (M" — Mg, Ca, Sr, Ba) [9].

Ha ocHOBaHWM WHIMIIMPOBAHUS YCTAHOBJIEHO, YTO COCJWHEHHS KpHUC-
TAUTM3YIOTCSI B KyOMYECKOH CHHTOHMM CO CICAYIOIIUMH [apaMeTpaMu
pemrerok: LaBaCoCuMnOg — a=14,81+0,02 A; V°=3248,57+0,06 A% Z=4;
V0,5 =812,1440,02 A% pow = 4,64 rieM® P = 4574001 r/em’® m
LaBaNiCuMnOs - a=14,11x0,02 A; V°=2808,29+0,06 A% Z=4,
V2,,52=702,0740,02 A%, oo, = 4,66 T/cM>; Pryen, = 4,5820,01 r/em’.

Takum  0o0pa3oM, BIIEPBEIE METOJAOM  KEPaMHUYECKOH  TEXHOJOTHH
CHHTE3MPOBAaHbl HOBBIC HAaHOpa3MepHbIC (HAHOKIACTEPHBIE) KOOAIbTO-KYyHpaTo-
manranuta LaBaCoCuMnOg u Hukenuro-kynparo-manranuta LaBaNiCuMnOs.
YCTaHOBIEHO, YTO JaHHBIE COCIWHCHUS KPUCTALIU3YIOTCS B KyOHMYIECKOM
CHUHTOHHUH W ONPE/ICIICHBI MapaMETPhl HX KPUCTAIUTMUECKUX PEIIETOK.

Paboma ewvinonnena coznacno dozosopa, 3axmouernnoco medxncdy KH MOH
PK u Xumuko-memannypeuueckum uncmumymam um. XK. Abuwesa no epanmam

(MPH: AP05131317, AP05131333).
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Pe3iome

b. K. Kacenos, I1l. b. Kacenosa, K. 1. Cazvinmaesa,
E. E. Kyanviubexos, M. O. Typmybaesa

HAHOOJMEMAI KOBAJIbT(HUKEJINUT)-KYTIPAT-MAHI' AHUTEP
JKOHE OJIAPIbI PEHTTEHOI'PA®UAJIBIK T¥PFBIJIAH 3EPTTEY

Kartter dazanst opexerrecy tocimimen 400-1200 °C apansikra nantan (I11), kobansT
(1), sukems (1), mpic (1), mapranen (lll) ToTeikTapel MeH Oapuil kapOOHATBIHAH
LaBaCoCuMnOg kobanbeT-Kynpar-maHranutsl sxoHe LaBaNiCuMnOg HukenuT-Kymnpart-
MaHTaHUTHI cuHTe3AemiHIT anbHAbl. 400 °C-Ta anabH ana CyChI3JaHIbIPEUIFaH 0acTaIKbI
3aTapIblH CTEXHOMETPHSIIBIK OIIIIeMIepi araT KeJliie MyKUSIT apaltacThIPBUIBII, YTiTLTiIi.
Oman opi amysn turensaepre cansiabid, 800 °C 6actam 1200 © C neitin «SNOL» nemre
KBI3ABIPBULIBL. OpOip TeMIlepaTypaHbl KOTepy ajblHAa KOCIBICTAP CYBITHUIBIIN, apanac-
THIPBUIBIN, MYKHAT YTiTinal. TeMeH TeMmepaTypana Teme-TeH Qasaiap ainy YIIiH TOMEH
Temmeparypaisik Kb3asipy 400 °C sxypriziami. Aneiaran ¢asanapasr Retsch (TCepmamms)
KoMOaHusAChIHBIH «MM301» Mapkaiibl BUOpaNUsIIBIK IAIPMEHIHAC YIiTy apKbUIbI OJiap-
IbIH HaHoemeMIl (HaHokIacTepiik) OemmekTepi ambiHabl, «JSPM-5400» Scanning
Probe Microscope «JEOL» (SImoHust) KYIICHTIITEH aTOMBIK MHKPOCKOTIBIHAA OJIApAbIH
enmIeMepi aHbIKTa 16l KOCBUIBICTAP IBIH TeNe-TeH Kypamaapbinbiy Ty3inyi JJPOH — 2,0.
nudpakToMeTpiHle KYPri3UireH YHTaKThIK peHTreHorpadus oaiciMen nanennenai. Ju-
(GpaKIUsUTBIK MAKCUMYMJIEP/IIH KapKbIHABUIBIKTAPBI XKY3 OaJIbIK KaJaMMEH OaraiaH/Ibl.
3epTrelnin OTBIPFAH KOCIHIBICTAP YHTAKTAPBIHBIH PEHTTCHOTPAMMATIAPBIH HHAUIHPIIEY
AHATUTHKAJIBIK OMICIICH KYpri3inni. Uaaunupney HeriziHae, anblHFaH HaHO(a3aIapabH
TOp KOpCeTKimTepi Keiecimeld KyOTBHIK CHHTOHHUS/A KPHUCTANAAHATHIHBI AHBIKTAIIBL:
LaBaCoCuMnOg — a=14,81+0,02 A; \/°=3248,57+0,06 A%, z=4; \/°,, , =812,14+0,02 A?;
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Ppesr. = 4,64 T/eM®; Py, = 4,5720,01 r/em® u LaBaNiCuMnOs — a=14,11+0,02 A,
V°=2808,29+0,06 A% Zz=4; V°,,,,=702,0720,02 A% p,.. = 4,66 t/eM® pue =
=4,58+0,01 ricm®.

Tyiiin ce3mep: KOOaNbT-KynpaT-MaHTaHHUT, HUKEJIUT-KyNpaT-MaHTaHWUT, CHHTES,
HaHOeJIIeM1 OeIIeKTep, peHTTeHOrpadus.

Summary

B. K. Kasenov, Sh. B. Kasenova, Zh. I. Sagintaeva,
E. E. Kuanyshbekov, M. O. Turtubaeva

NANOSIZE COBALT(NICKELITE) - CUPRATE-MANGANITES
AND THEIR X-RAY STUDIES

The cobalt-cuprate-manganite LaBaCoCuMnOg and the nickelito- cuprate-manganite
LaBaNiCuMnOgwere synthesized by solid-phase interaction in the range 400-1200 ° C
from the oxides of lanthanum (l11), cobalt (1), nickel (I1), copper (11), manganese (I11) and
barium carbonate. Pre-dewatered at 400 °C, stoichiometric amounts of the starting mate-
rials were thoroughly mixed, grinded in an agate mortar. Then they were annealed first in
the alundum crucible in the "SNOL" furnace from 800 to 1200 °C. Before each increase in
temperature, the mixture was cooled, mixed and thoroughly rubbed. To obtain low-tem-
perature equilibrium phases, a low-temperature annealing was carried out at 400 °C. By
grinding the obtained phases on a Retsch vibrating mill (Germany) of the mark "MM301",
nanoscale (nanoclusters) particles were obtained whose dimensions were determined on
an JSPM-5400 Scanning Probe Microscope "JEOL" Atomic Force Microscope (Japan).
The formation of equilibrium compounds of compounds was confirmed by the method of
powder X-ray diffraction, carried out on a DRON-2,0 diffractometer. The intensity of the
diffraction maxima was estimated from one hundred point scale. The X-ray powder
diffraction patterns of the test compounds were determined by an analytical method. On
the basis of the indexing, it was established that the obtained nano-sized phases crys-
tallize in a cubic system with the following lattice parameters: LaBaCoCuMnOg -
a = 1481 + 0.02 A; V° = 324857 + 0.06 A% Z = 4; Vo = 812.14 + 0.02 A,
Pxray = 4.64 glcm®; ppyen = 4.57 £ 0.01 g/em® and LaBaNiCuMnOg - a = 14.11 + 0.02 A;
VO = 2808.29 + 0.06 A% Z = 4; Ve = 702.07 = 0.02 A% pyy = 4.66 glcm®;
Ppyen= 4.58 £ 0.01 g/lem®.

Key words: cobalt-cuprate-manganite, nickelite-cuprate-manganite, synthesis, nano-
sized particles, radiography.
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