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SYNTHESIS AND X-RAY STUDY OF NANOSIZED PARTICLES
OF FERROCHROME-MANGANATES
LaM"( sFeCrMnOQ, s (M"- Mg, Ca, Sr, Ba)

B. K. Kassenov', N. S. Bekturganov?, J. B. Kassenova',
J. I. Sagintayeva', A. A. Seysenova', E. E. Kuanyshbekov’

'J. Abishev Chemical and Metallurgical Institute, Kazakhstan, Karaganda,
2"National Scientific and Technological Holding "Parasat" JSC, Kazakhstan, Astana,
*Karaganda State University named after E. A. Buketov, Kazakhstan, Karaganda.
E-mail: kasenov1946@mail.ru

Keywords: iron, chrome, manganite, synthesis, x-ray.

Abstract. New ferro-chromium manganite LaM“O,5FeCrMnO(,,5 (M“- Mg, Ca, Sr, Ba) was synthesized by
ceramic technology with the oxides of lanthanum (III), iron (III), chromium (III), manganese (IIT) and carbonates of
magnesium, calcium, strontium and barium. They were Grinding in a vibratory mill of company «Retsch»
(Germany) brand "MM301", which received their to nano-sized particles. Size of crushed particles was adjusted with
an electron microscope JSPM-5400 Scanning Probe Microscope "JEOL". Mode feedback AC-AFM, the measu-
rement mode "Topography", the type of cantilever NSC35 / AIBS, 7,5 nm company «Mikromasch» (Japan). The
method of X-ray was revealed that the synthesized nanoscale particles of ferro-chrome-manganite of lanthanum
and alkaline earth metals was crystallized into the cubic system: LaMg,sFeCrMnOgs — a = 20,160+0,034A,
VO = 8193,5440,10A%, Z = 8, V°ycan= 1024,19+0,01A°, p, (0= 5.15, ppien= 5,1240,06 g/cm’; LaCaysFeCrMnO s -
a=20,14310,036 A, Z =8, V' = 8172,83 £ 0,11 A®, V°,cr= 1021,60 £ 0,01 A°, p oy = 5.16, ppicn= 5,18+0,02 g/em’;
LaSrsFeCrMnOgs — a = 20,103+0,025 A, Z = 8, V° = 8124,24 + 0,08 A’ V°,,can= 1015,53 £ 0,01 A°, p,.y = 5.38,
Ppien= 35,37+0,02 g/em’; LaBa,sFeCrMnOgs — a = 20,335+0,038 A, Z = 8, V' = 8408,77 + 0,11 A®, V°ycan =
=1051,10 £ 0,01 A%, p, 10y = 5.60, ppicn= 5,6620,06 g/cn’.

VK 546.654:442:72:76:711/.717:47

CHUHTE3 U PEHTTEHOT PA®UYECKOE UCCJIEJJOBAHUE
HAHOPA3BMEPHBIX YACTUI] ®EPPO-XPOMO-MAHTAHUTOB
LaM"(sFeCrMnOQ, s (M"- Mg, Ca, Sr, Ba)

B. K. Kacenos', H. C. Bexrypranos, III. . Kacenosa',
XK. . CamHTaeBal, AL A. CeﬁceHOBal, E. E. KyaHblmﬁeKos3

' Xumuko-meTamtyprudeckuii uacTuTyT HM. JK. A6uiresa, Kazaxcran, Kaparanna,
?AO «HauuoHaIbHBII Hay4dHO-TexHoJoruueckuit xonauur «Ilapacat», Kazaxcran, AcraHa,
*KaparasiuHCKuii rocyjapcTBeHHblil yauBepeuter um. E. A. Bykeropa, Kasaxcran, Kaparansa

KJ1oueBble ¢J10Ba: jKele30, XpPOM, MAHTaHHUT, CHHTE3, PEHTTeHOrpadusl.

Annoranus. U3 okcunos mantana (I1I), sxenesa (1), xpoma (III), mapranna (I1I) u kapOoHAaTOB MarHus, Kaib-
LsI, CTPOHIUSI M Oapusi METOJOM KEpaMHYECKOH TEXHOJIOTHH CHHTE3MPOBaHBI HOBbBIE (DEeppPO-XpPOMO-MaHTaHHUTBI
cocraBa LaMHO,SFeCrMnOM (M“- Mg, Ca, Sr, Ba). 3menpueHneM ux Ha BHOPAIMOHHON MENBHUIIC KOMIIAHUU
«Retsch» (I'epmanmst) mapku «MM301» momydeHsl HX HaHOpa3MEpHBIE YacTUIIBI. Pa3Meps! H3MeIbueHHBIX YaCTHII




Uszeecmus Hayuonanvuot akademuu nayk Pecnyonuxu Kaszaxcman

YCTaHABJIMBAJIH Ha ANMEKTPOHHOM MuKpockorne JSPM-5400 Scanning Probe Microscope “JEOL”. Pexxum oOpatHoii
cBs3u AC-AFM, pexum uzmepenus «Tomorpadusy, Tam kanteneBepa NSC35/AIBS, 7,5 nm ¢upmer «Mikromaschy
(Amonus). Metogom peHTreHorpaduu yCTaHOBJIEHO, YTO CHHTE3WPOBAaHHBIE HAHOpPa3MEpHBIE YacTHIBI (eppo-
XPOMO-MaHTaHUTOB IIIEJIOYHO3EMEIbHBIX METAUIOB M JIAHTaHA KPHUCTAUIM3YIOTCS B KyOMYEeCKOH CHHIOHHH:
LaMg,sFeCrMnOgs — a=20,160+0,034A, V°=8193,54+0,10A°, Z=8, V°,,,,=1024,19+0,018°, p,.x=5,15,
Pruna=5,1220,06 r/em’; LaCagsFeCrMnOgs — a=20,143+0,036 A, Z = 8, 1°=8172,83+0,11 A°, 1°,,,, = 1021,60£0,01 A,
Pper = 5,16, Prn=5,18%0,02 r/em’; LaSrysFeCrMnOgs — a=20,103£0,025 A, Z = 8, 1 = 8124,24+0,08 A’
V0o, = 1015,5320,01 A%, poowr = 5,38, Pruen=5,3720,02 t/em’; LaBag sFeCrMnOgs — a=20,335+0,038 A, Z = 8,
1°=8408,77+0,11 A%, 1, 5u = 1051,10£0,01 A°, ppesr = 5,60, Prun=5,66+0,06 r/em’.

DeppuTsl — COBpEeMEHHbIE MarHUTHBIE MaTe€pHaibl, KOTOphIe Oyiaromaps HU3KOH CeOECTOMMOCTH U
MPOCTOTE TOJMYYEHHsS 3aBOEBAJIM MPOYHBIE MO3MIMK B IPOU3BOJCTBE KOMIIOHEHTOB JUIS 3JIEKTPOHHOU
TexHuku [1-4].

CrnoxHble OKCHAHBIE coequHeHus Ha ocHoBe xpoma (III) xapakTepuzyroTcss HamOOINBIIEH yCTOMW-
9uBOCTRIO0. OfHA W3 OCOOCHHOCTEH XPOMHUTOB PEIKO3eMENbHBIX AIeMeHTOB (P33) mpm HOpMambHBIX
TeMIepaTypax — UX 3HAYMTENbHAs 3JeKTPONpoBoaHOCTh. [Ipu BBeneHHH A00ABOK IIETOYHO3EMETbHBIX
3JIEMEHTOB JIEKTPONIPOBOAHOCTH yBeNUuuBaercs [5-8].

MasnraauTtsl o0sanaoT 3¢(p(ekToM I'MraHTCKOro MarHeTOCOIPOTUBIICHUS, MOIYHNPOBOAHUKOBBIMH,
CETHETOMIEKTPUICCKUMH, TTApaMarHUTHBIMH, (heppo- U aHTH()eppOMarHuTHBIMU | JIp. cBOMcTBaMHu [9-11].

OmnpeneneHHbI UHTEPEC BBI3BIBACT COUYETAHWE MAHTAaHUTOB, XPOMUTOB U (DEPPUTOB B OJHOM COCIH-
HEHHHU B BHIE (Heppo-XpoOMO-MaHTaHUTOB, U MOJyYeHHE MX HaHo4yacTUL. HaHomarepualel cTaau OCHOB-
HBIM HampaBJIeHUEM Pa3BUTHA ITEPCIEKTUBHBIX TEXHOJIOTHI ITOCHIEIHET0 necaTmietns [12-14].

B cBs3M ¢ BBHIIEH3IOKEHHBIMY, LIETbIO JaHHOH paboTHI SBISETCS CUHTE3 M PEHTreHOrpaduieckoe
WCCIeOBAHNE HAHOPA3MEPHBIX (eppo-XpoMo-MaHTaHMTOB cocTaBa LaM'(sFeCrMnOgs (M'- Mg,
Ca, Sr, Ba).

Trepnodasuslii cuntes coequnennii LaM' o sFeCrMnOg s (M"- Mg, Ca, Sr, Ba) nposejien 110 kepa-
MHUYECKOW TEXHOJOTWH. MCXOAHBIMU peareHTamu ISl HoiydeHus ciayxwin La,0; (Mapku «oc.d.»),
Fe,0;, Cr,0O3 1 Mn,O3, kapOOHATHI IMIETOYHO3EMEIbHBIX METAJUIOB (KBATH(PUKANNA «4.1.a.»). CHHTE3
coequuenuii mpoBoawan B ey SNOL mpu 800-1200°C B Teuenue 20 uwacoB. HuskoremmeparypHBIit
OTXKHT ISl TIOJYYEHHsT YCTOMYMBBIX MOAu(MUKAIMi pU HHU3KOW Temmeparype nposeneH mpu 400°C B
TeueHue 10 4.

Hanopa3MepHble yacTUIbl CHHTE3UPOBAHHBIX (DEPPO-XPOMO-MAHIAHUTOB IOIydaad HU3MeIbueHHEM
Ha BUOpanroHHo# MenpHuIe komnanuu Retsch (I'epmanns) mapku «MM301».

PasMepsl U3MenbUEHHBIX YACTHI] YCTAaHABIMBAIM Ha 3JEKTPOHHOM Mukpockone JSPM-5400 Scan-
ning Probe Microscope “JEOL”. Hmxke Ha pHUCYHKE MPEACTaBICHBI JJIEKTPOHHO-MHKPOCKOITUICCKUE
CHUMKHU coennHeHHH. Kak BHAHO M3 JMaHHBIX PUCYHKa, B CpPEJHEM MMEIOTCS HAaHOYACTHUIBI (HaHOKJac-
Tepsl) pazmepamu 30-60 HM.

Pentrenoda3oBblii aHamM3 HaHOPa3MEPHBIX YacTUL (Qeppo-XpOMO-MaHTaHUTOB IPOBOIWIN Ha
yctanoBke JIPOH-2,0. MHTeHCHBHOCTDh OU(PAKIMOHHBIX MaKCUMyMOB oueHuBanu 1o 100-6amibHoit
mkaine. [TukHOMeTpHuecKasi MIOTHOCTH OMpeJesieHa ¢ UCMOJIb30BaHWEM B KauecTBe MHIU(PEpEeHTHON
SKUJKOCTH TOJyola 1o Metonuke [15].

WHmunrpoBadue PeHTTEHOTPAMM COSAMHCHHMH TPOBOIMIA aHAIUTHIECKAM MeToqoM [16]. Pe3ynb-
TaThl HHAWLUPOBAHUS IPUBEICHBI B TaOJHIIE.

Ha ocHoBaHMM WHIMLMPOBAHUS YCTAHOBJEHO, YTO CHHTE3MPOBAHHBIE HaHOpa3MEpHBIE (eppo-XpoMo-
MaHTaHUTHI KPUCTATN3YIOTCS B KyOHMUECKO CHHTOHHH ¢ mapamerpamu pemietku: LaMg, sFeCrMnOg s —
a=20,160£0,034A, V°=8193,54+0,10A°, Z=8, V°,,,,=1024,19+0,01A°, Prer=3,15, P =5,12£0,06 r/em’;
LaCa)sFeCrMnOgs — a=20,143+0,036 A, Z = 8, 1°=8172,83+0,11 A’, V. = 1021,60+0,01 A’,
Pperi=5,16, Puun =5,18%0,02 r/cm’; LaSry sFeCrMnOg s — a=20,10310,025 A, Z =8, 1= 8124,24+0,08 A°,
Vo snsm, = 1015,53£0,01 A, ppesr = 5,38, P =5,3710,02 t/em’; LaBay sFeCrMnOg s — @=20,335+0,038 A,
Z=8, 1’°=8408,77+0,11 A°, 1°,,5.=1051,10£0,01 A, ppeirr = 5,60, Prcn=5,66+0,06 T/cv’.

Y 10BIETBOPUTENBHOE COTJIACHE 10%/d%en. 1 104/d2pacq,, a TaKKe PEHTICHOBCKUX U MUKHOMETPH-
YEeCKUX IUIOTHOCTEH B Mpenenax MOrPelIHOCTH SKCIEPUMEHTa yKa3bIBaeT Ha KOPPEKTHOCTh Pe3yIbTaTOB
WHIUIUPOBAHUSL.
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LaM") sFeCtMnOg s (M" — Mg, Ca, Sr, Ba)

\ANS 10%/d?,en hkl 10%d2,,,

1 2 3 4
LaMg, sFeCrMnOg 5

21 665,3 333 665
8 1134 631 1133

100 1330 721 1331
27 1560 800 1577
21 1986 900 1996
9 2253 931 2242
31 2649 10.2.2 2661
9 3314 10.5.3 3302
10 3825 11.53 3819
29 3976 990 3992
12 4522 12.6.2 4534
12 6642 13.10.0 6628
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Oxonuanue madauyvl
1 2 3 4
LaCa sFeCrMnOg s
10 665,3 333 665
8 1126 631 1133
100 1343 721 1331
16 1538 651 1528
17 2000 900 1996
8 2215 931 2218
29 2665 10.2.1 2661
8 3341 10.6.0 3351
6 3773 10.7.2 3770
26 4001 990 3992
6 4468 10.9.0 4460
10 5328 10.10.4 5322
10 6631 13.10.0 6628
LaSr sFeCrMnOg 5
15 668.,4 333 668
100 1337 721 1337
9 1472 553 1461
19 2000 900 2005
30 2663 10.2.2 2673
6 3629 11.5.1 3639
27 4001 990 4010
4 4628 13.33 4629
5 5982 11.11.0 5990
12 6653 13.10.0 6659
LaBag sFeCrMnOg s
17 653,4 333 653
5 812,1 530 823
100 1310 721 1307
10 1533 800 1549
21 1961 900 1960
8 2215 931 2202
31 2622 10.2.2 2614
7 3295 10.6.0 3291
29 3946 991 3945
10 5228 10.10.4 5227
11 6578 16.4.0 6582
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AHanu3 mapaMeTpoB PelIeTOK TOKa3blBaeT, YTO B psAAy coeanHeHH or Mg k Ba wabmomaercs
BTOPHMYHAs MEPUOIMYHOCTh: 3HAYCHUS MapaMeTpoB «a» U« ..» or Mg namaer k Ca u Sr U MOBBI-
maroTcs K Ba.

[To ananorum [17-20] MOKHO MIPENIOIOKUTH, YTO CHHTE3UPOBAHHEIC HAHOPa3MEPHBIE Peppo-XpoMo-
MaHTaHUTBI OTHOCSITCS K MTPOCTPAHCTBEHHOH TPYIIE TIEPOBCKUTA Pm3m.

Taxum 06pa3oM, BIEPBBIE CHHTE3MPOBAHBI (eppo-XpoMo-MaHraHuTsl coctaBa LaM'osFeCrMnOg s
(M" — Mg, Ca, Sr, Ba), nosiyueHbl HAHOpa3MEpHBIE YACTHIIBI, ONPE/ICICHbI TUIBI UX CHHIOHMH M Mapa-
METPHI PEIIEeTOK.
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LaM" sFeCrMnO s (M"- Mg, Ca, Sr, Ba) HAHOOIIIEM/II ®EPPO-XPOM-MAHITAHUTTEPIHIH,
CHUHTE3I )KOHE OJIAPJbI PEHTTEHOT PA®USIBIK TYPFBIJIAH 3EPTTEY

b. K. Kacenos', H. C. Bexwpranonz, III. . Kacenosa',
K. WM. CarbinTaeBa’, A. A. CeiicenoBa’, E. E. Kyam,lmﬁelcmf

")K. O6imes arbiHarl XUMHsA-MeTaLTyprust HHCTHTYThI, Kazakcran, Kaparamssi,
*«YIITTHIK FRUIBIMU-TEXHOIOTHSUIBIK Xommuar «[lapacar» AK, Kasaxcran, Acrana,
’E. A. Bexeros ateinaarsl Kaparanasl MemiekeTTik yaupepcureri, Kasakcran, Kaparassi

Tipek ce3ep: TeMip, XpOM, MAHTaHUT, CHHTE3, PEHTTeHOTpadusl.

Annoranus. Jlaaran (IIT), temip (III), xpom (III), maprarern (III) TOTBIKTapbl MEH MarHWH, KaJIbIIUA CTPOHIIHIA
oHe Oapuii KapOOHATTApPhIHAH KEPAMHUKAIBIK TEXHOJIOTHS dJTiCiMEH jKaHa LaM“O,5FeCrMnO(,,5 (M“— Mg, Ca, Sr, Ba)
Kypamsl peppo-XpoOM-MaHTaHUTTEP] CHHTE3ICITIHII aJIbIHIBL.

«MM301» mapkainsl «Retschy (I'epmaHus) KOMITaHUSICBIHBIH, BUOPALIMSUIBIK TUIPMEHIH/IE YTITY apKbUIbl OJiap-
JBbIH HaHOOJ’IHJeM[lepi AJIBIHBI.

Yritinren OemnmexTep emuemaepi «Mikromaschy» (SInonus) ¢pupmaceiasiy JSPM-5400 Scanning Probe Micro-
scope “JEOL” anexTpoHabIK MUKpockonbiHaa 3epTrengi. Kepi 6aiinansic pexxumi AC-AFM, enmey pexumi «Tormo-
rp¢ust», kantenesep Tuii NSC35/AIBS, 7,5 nm.

PenTrenorpadmsutbIK oTiCTICH CHHTE3ACIIHIN aJbIHFaH HAHOOMIIEM/Ii JJAHTaH JKOHE CUITLITI-Kep Qeppo-XpoM-
MaHIaHUTTEPIHIH KyOTHIK CHHTOHUSIA KPUCTAAHATHIHBI AHBIKTANBIN, KeJIeciell TOp KOPCETKIIITepi allbIHbL:
LaMgysFeCrMnOgs — 2=20,160+0,034A, V°=8193,54+0,10A°, Z=8, V°,,5,=1024,1940,01A°, psr=5,15, Prusen=3,1220,06 r/enr’;
LaCag sFeCrMnOg s — 2=20,143+0,036 A, Z = 8, V’=8172,83+0,11 A’, V°, .. = 1021,60£0,01 A’, pyerr = 5,16,
P =3,1840,02 r/em’; LaSr) sFeCrMnOy s — 2=20,103+0,025 A, Z =8, V* = 8124,24+0,08 A, V', ., = 1015,53£0,01 A,
Ppenr = 5,38, Prunar=3,37%0,02 r/em’; LaBay sFeCrMnOg s — a=20,335+0,038 A, Z = 8, V'=8408,77+0,11 A*, V°,, ., =
=1051,10+0,01 A>, ppesr = 5,60, Prusn =5,66+0,06 T/em’.

IHocmynuna 03.12.2015e.
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