ISSN 2224-5286 Cepusa xumuu v mexronozuy. Ne 1. 2016

NEWS
OF THE NATIONAL ACADEMY OF SCIENCES OF THE REPUBLIC OF KAZAKHSTAN

SERIES CHEMISTRY AND TECHNOLOGY
ISSN 2224-3286
Volume 1, Number 415 (2016), 73 — 78

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

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

'J. Abishev Chemical and Metallurgical Institute, Kazakhstan, Karaganda,
*"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", sFeCrtMnO,s (M"- Mg, Ca, Sr, Ba) was synthesized by
ceramic technology with the oxides of lanthanum (III), iron (IIT), chromium (IIT), manganese (II1) 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 clectron 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 = 20,16040,034 A,
V° = 8193,5440,10A°, Z = 8, V°,,can= 1024,1940,014°, p, .= 5.15, ppicn= 5,1240,06 g/cm’; LaCay sFeCrMnOs;s -
a=20,14310,036 A, Z =8, V' = 817283 £ 0,11 A®, VO, c= 1021,60 £ 0,01 A>, p, oy = 5.16, ppicn= 5,18+0,02 g/em’;
LaSr, sFeCrMnOg s — a = 20,10310,025 A, Z = 8, V* = 8124,24 + 0,08 A>, V%, cen= 1015,53 £ 0,01 A>, p,_., = 5.38,
Poien= 3.3740,02 g/cm’; LaBa,sFeCrMnOgs — a = 20,33540,038 A, Z = 8, V’ = 8408,77 £ 0,11 A®, Va1 =
=1051,10 £ 0,01 A®, p, 1oy = 5.60, pyicn= 5,6620,06 g/cm’.
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Annoranmusa, M3 oxcunos nanrana (I11), sxenesza (1), xpoma (III), mapranua (I1I) u kapOOHATOB MATHHS, KAJTb-
IUsT, CTPOHIMS M Oapusi METOIOM KEPAMHUECCKOH TEXHOJOTHH CHHTC3HPOBAaHBI HOBBIC (PEppo-XpOMO-MAHTAHUTHI
cocrasa LaMH0)5FeCrMnOG)5 (MH- Mg, Ca, Sr, Ba). U3MenpucHHeM WX HA BHOPAIMOHHON MCTBHHIEC KOMIAHHH
«Retsch» (I'epmannst) mapkun «MM301» monydeHBI HX HAHOPA3MEPHBIC YACTHIBEL Pa3Mephl H3METbUCHHBIX YaCTHIL




H3zeecmua Hayuonanvroti akademuu Hayx Pecnybnuxu Kasaxcman

VCTaHABIMBAIM HA 3NCKTPOHHOM MHKpockorne JSPM-5400 Scanning Probe Microscope “JEOL”. Pexxum oOparHOH
cea3u AC-AFM, pexum m3mepernst «Tomorpadus», Tun kanrenesepa NSC35/AIBS, 7,5 nm ¢upmer «Mikromasch»
(Smommsa). MeroaoM peHTTCHOTpaMH YCTAHOBJICHO, YTO CHHTC3HPOBAHHBIC HAHOPASMCPHBIC HACTHIBI (peppo-
XPOMO-MAHTAHUTOB INCIOYHO3CMCIIBHBIX MCTAIJIOB W JIAHTAHA KPUCTATLTM3YKOTCA B Ky6I/I‘{eCKOI>'I CHHIOHUH
LaMg,sFeCtMnOys — a=20,16040,034A, V°=8193,54+0,10A°, Z=8, V°,;,=1024,1940,01A°, p,...=5.15,
Prana=3.1220,06 /e, LaCay sFeCrMnOgs — a=20,14340,036 A, Z = 8, 1°=8172,83+0,11 A° 17, . = 1021,60£0,01 A,
Poerr = 3,16, Pramer=3.1810,02 r/ev’; LaSrysFeCrMnOgs — a=20,10340,025 A, Z = 8, 1° = 8124,24+0,08 A°,
Vo = 1015,53£0,01 A°, pposr = 5,38, Pramen =3,3710,02 r/enr’; LaBagsFeCrMnOgs — a=20,33540,038 A, Z = 8,
1°=8408,77+0,11 A° 17, 1 = 1051,10£0,01 A>, ppor = 5,60, Prages =3,6610,06 T/cwr,

Depputhl — COBPEMECHHBIC MATHHUTHBIC MATCPHATBL, KOTOPbIE Ormaromapsi HU3KOH ceOECTOMMOCTH U
MPOCTOTC TOIYYCHHUS 3aBOCBATH NMPOYHBIC MO3HWLHHM B MPOHU3BOACTBE KOMIIOHECHTOB AJIS 3ICKTPOHHOU
TexHUKH [1-4].

Cnoxubie Okcuanbie coeauHeHus Ha ocHOBe xpoma (III) xapakTepusyiorcss HaHOONBIICH yCTOM-
yuBOCThIO. OIHA W3 OCOOCHHOCTEH XPOMHTOB PEeAKO3eMENbHbIX 31neMeHTOB (P3D) mpu HOopMaibHBIX
TEMIEpaTypax — UX 3HAYUTCIbHASA 3JCKTPONPOBOAHOCTE. Ilpy BBEACHHH N0GABOK INEIOYHO3EMETBHBIX
3JICMEHTOB 3JICKTPONPOBOIHOCTE YBCIMIUBACTCS [3-8].

Masranutel 06nanaT 3gQekToM THraHTCKOrO0 MarHETOCONPOTHBICHHS, MOIYIPOBOIHUKOBBIMH,
CCTHETORNICKTPUUCCKUML, TTAPaMarHUTHRIMH, (eppo- U aHTH(eppOMarHiTHEIME U Ap. cBoiicTBamu [9-11].

OmnpeneneHHBIH HHTEPEC BRI3BIBACT COUCTAHHEC MAHTAHUTOB, XPOMHUTOB U (EPPHUTOB B OJHOM COCAH-
HCHHHU B BHAC (HEppo-XpoMO-MaHI'aHUTOB, H MONYUCHUE WX HaHo4acTul. HaHomarepuanel cTamu OCHOB-
HBIM HAIPABICHUEM PAa3BUTH: IEPCIIEKTUBHBIX TEXHOIOTHI NOCIEAHETO AecaTaneTs [12-14].

B cBs3M ¢ BEIIICH3NOXKCHHBIMH, LETbIO AAHHOH paboThl SBISCTCS CHHTE3 M PCHTICHOrPadUICCKOe
HCCIEOBAHME HAHOPA3MEPHBIX (heppo-XpoMo-ManranuToB coctasa LaM'sFeCrMnOgs (M'- Mg,
Ca, Sr, Ba).

Teepaodasusiii cuntes coeaunennii LaM'", sSFeCrMnOs s (M- Mg, Ca, Sr, Ba) mposeaen mo kepa-
MHUYCCKONW TexHoJoruu. McxomaHeiMu peareHTamu Anms nonyueHHs cayxuan La,O; (Mapkm «oc.w.»),
Fe,0;, Cr,0; 1 Mn,0;, xapOoHATH IIETIOYHO3CMEIBHBIX METALIOB (KBaaudukaimu «u.4.a.»). CHHTE3
cocaureHuii posoauar B meun SNOL npu 800-1200°C B teuenne 20 uvacos. HuskoremmeparypHbiii
OTKHUT AJIS TIONYUCHHS YCTOMYIMBBIX Moau(HKauil mpu HU3KOM Temmeparype nposeacH mpu 400°C B
teuenue 10 4.

Hanopa3mepHbie 4acTHIBI CHHTE3HPOBAHHBIX (EPPO-XPOMO-MAHTAHUTOB MONTYYAIH W3METbUCHHEM
Ha BUOpaIMoHHON MenbHuIEe kKommanuu Retsch (Iepmanus) mapxu « MM301».

PasMepsl n3MenpUCHHBIX YaCTHL YCTAHABIMBAIM HA 3MEKTPOHHOM MHKpockore JSPM-5400 Scan-
ning Probe Microscope “JEOL”. Hmxke Ha pHCYHKE TNPEACTABICHBI 3JICKTPOHHO-MHKPOCKOITHUCCKHE
CHHUMKH cocauHeHUH. Kak BHIOHO W3 JaHHBIX PHCYHKA, B CPCAHCM HMCIOTCS HAHOYACTHIBI (HAHOKIIAC-
Tephl) pasmepamu 30-60 HM.

PentrenodazoBeiii aHanu3 HaHOpPA3MEPHBIX 4YacTHL (PEeppo-XpOMO-MAHTAHUTOB NPOBOAMIN HA
ycradoBke JIPOH-2,0. MuteHCHBHOCTE IUQPAKLIMOHHBIX MAaKCUMyMOB oueHuBand mo 100-OaminbHoi
mkaie. [TukHOMeTprUecKkas MIOTHOCTh OMPEIEICHA ¢ HCIOMB30BAHUEM B KadecTBe HHIAU((epeHTHON
JKHIKOCTH TOIyOIa o Metoguke [13].

HNnanmmposanre peHTTeHOrpaMM COEAWHEHHUH MPOBOIMIN AHAIMTHICCKUM MeToAoM [16]. Pesyis-
TaThl HHANLUPOBAHUS PUBCACHBI B TAOTHLIC.

Ha ocHoBaHMM MHAWMLMPOBAHUS YCTAHOBICHO, YTO CHHTC3HPOBAHHBIC HAHOPAa3MEPHEIE (eppo-XpoMo-
MaHT'aHHUTHl KPUCTATLTH3YIOTCS B KYOMUIECKOH CHHIOHMHM ¢ mapamerpamu pemetku: LaMg, sFeCrMnOg s —
a=20,160+0,034A, V°=8193,5440,10A°, Z=8, V°,,=1024,1940,01A°, poexr=5.15, Puuen=3.1240,06 r/cv;
LaCaysFeCrMnOgs — a=20,143£0,036 A, Z = 8, 1’=8172,83+0,11 A°, 1°, . = 1021,60+0,01 A’,
Proer=3,16, Pruen=3,18%0,02 r/em’; LaSr, sFeCrMnOy s — a=20,103+0,025 A, Z =8, 1’ = 8124,24+0,08 A°,
Vown = 1015,53+0,01 A, presr = 5.38. s =3,37%0,02 r/em’; LaBag sFeCrMnOy s — a=20,335+0,038 A,
Z =8, 1°=8408,77+0,11 A* V7, .= 1051,10£0,01 A>, p,orr = 5,60, P =5,6620,06 r/cr’.

Vnosnersopurenbroe cormacue 10%/d%,en 1 10%/d° e, a Takoke PEHTTEHOBCKUX M ITHKHOMETPH-
YEeCKHX IJIOTHOCTCH B MpeAeiax MOTPEITHOCTH SKCICPUMEHTA YKA3hIBACT HA KOPPEKTHOCTh PE3YIbTATOB
HHIALUPOBAHHSL.
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LaSr; sFeCrMnOg s LaBa, sFeCrMnOg 5

OnektpouHbie MUKpodoTorpadun dpeppo-XpoMo-MaHTAHUTOB
WupuimpoBanne peHTTeHOTpaMM HAHOPa3MepPHLIX (peppo-XpoMo-MaHTaHHTOB COCTaBa
LaM"; sFeCrMnO, s (M" — Mg, Ca, Sr, Ba)

/AN 10Yd% cen hkl 10%d% 0
1 2 3 4
LaMg, sFeCtMnQOg 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 1022 2661
9 3314 1053 3302
10 3825 1153 3819
29 3976 990 3992
12 4522 1262 4534
12 6642 13.10.0 6628
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Oxonuanue mabnuyol

1 2 3 4
LaCa, sFeCrMnOg 5
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 10.104 5322
10 6631 13.10.0 6628
LaSr; sFeCrMnOg s
15 6684 333 668
100 1337 721 1337
9 1472 553 1461
19 2000 900 2005
30 2663 1022 2673
6 3629 11.5.1 3639
27 4001 990 4010
4 4628 1333 4629
5 5982 11.11.0 5990
12 6653 13.10.0 6659
LaBag sFeCrMnOg 5
17 6534 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 1022 2614
7 3295 10.6.0 3291
29 3946 991 3945
10 5228 10.104 5227
11 6578 16.4.0 6582




ISSN 2224-5286 Cepusa xumuu v mexronozuy. Ne 1. 2016

AHanmu3 mapaMeTpoB PELICTOK MOKA3BIBACT, UTO B psAAy coeanHcHui or Mg k Ba nHabmromactcs
BTOPHYHAS MEPUOIMIHOCTD, 3HAUCHHS MapaMeTpoB «a» u «V’y; ;. » or Mg mamaer k Ca m Sr  TOBHI-
marores k Ba.

o ananoruu [17-20] MOKHO MPEATIONOKUTE, YTO CHHTC3UPOBAHHBIC HAHOPA3MEPHBIC BEePPO-XPOMO-
MaHT'aHHUTE OTHOCATCS K NPOCTPAHCTBCHHOU TPYIIIE epoBckuTa Pm3m.

Takum 06pazoM, BHEpBHIE CHHTE3HPOBAHBI (DepPPO-XpoMo-MaHTaHHTHI coctaBa LaM'; sFeCrMnOy s
(M" — Mg, Ca, Sr, Ba), moaydueHsl HAHOPa3MEPHBIE YACTHIbI, OMPEACICHb TUIBI X CHHIOHHMM M Tapa-
METPHI PELICTOK.
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LaM", sFeCrMnO;s (M"- Mg, Ca, Sr, Ba) HAHOOJIILEM/II ®EPPO-XPOM-MAHT AHUTTEPIHIH
CHUHTE3I ’KOHE OJIAP/AbI PEHTTEHOI'PA®UAJIBIK TYPTBIJIAH 3EPTTEY

B. K. Kacenos', H. C. Bexrypranos?, IIL. b. Kacenona',
K. H. Carpintaesa’, A. A. Ceiicenona’, E. E. KyanbimGexon®

K. O6imes aTbiHaAFs XHMUA-METAILTy prus HHCTHTYTHI, Kasakctan, Kaparanpy,
2 (¥ ATTHIK FHUTBIMH-TEXHOJOTHSIIBIK XOJIIHHT «ITapacar» AK, Kasaxcran, AcraHa,
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Tipek ce3aep: TeMip, XpoM, MAHTAHWUT, CHHTE3, pEHTICHOTpadus.

Annoramus, Jlarran (IIT), emip (I1I), xpom (III), maprasen (I1I) TOTHIKTapBI MCH MATHHH, KATbIUH CTPOHITHHA
JKOHE GapHit KapOOHATTAPBIHAH KEPAMUKATBIK TEXHOJIOTHS diciMeH sxana LaM' sFeCrMnOg s (M- Mg, Ca, Sr, Ba)
KYpaMasI Peppo-XpoOM-MAHTAHUTTSPi CHHTC3AC T HITT AJTBIHIBL

«MM301» mapxamsr «Retsch» (I'epMaHAT) KOMIIAHUACHIHBIH, BHOPANUIBIK JHIPMCHIHAC YTITY apKbLIBI OJIap-
JTBTH HAHOOJIICMICP] ATBIH/IBL.

Yririnren 6emmekTep emmemaepi «Mikromasch» (Smoumsa) pupmacemasy, JSPM-5400 Scanning Probe Micro-
scope “JEOL” anexTpoHABIK MUKPOCKOTIbIHAA 3eprTenai. Kepi Oaitmansic pexnmi AC-AFM, enmey pesxuvi «Tomo-
rp¢ws», kantenesep Tumi NSC35/AIBS, 7,5 nm.

PeHTreHOTpaMAIBIK OMICTICH CHHTC3ACIIHIN AJBIHFAH HAHOOIICM/I JIAHTAH JKOHE CIMTLTI-Kep (eppo-XpoM-
MAHTAHUTTEPIHIH KyOTHIK CHHTOHHSNA KPUCTAIAHATHIHBI AHBIKTANBIN, KEICCIACH TOP KOPCETKIIUTEPI ANBIHIBL:
LaMg,sFeCVinOg s — a=20,16040,034A, V°=8193,5440,10A%, Z=8, V°,,,=1024,1940,01A°, p0=5.15, Pruser=3.1210,06 r/car’;
LaCaysFeCrMnOgs — a=20,14340,036 A, Z = 8, V’=8172,83+0,11 A®, V°,, . = 1021,60£0,01 A°, p,..; = 5.16,
Prana=3,1820,02 T/car’; LaSt, sFeCrMnOg s — a=20,10340,025 A, Z = 8, V° = 8124, 2420,08 A°, V°, . = 1015,53+0,01 A°,
Pperr = 3,38, Praner =3,3720,02 1/emr’; LaBa, sFeCrMnOg s — a=20,33540,038 A, Z = 8, V°=8408,77+0,11 A°>, V°,, ., =
=1051,10£0,01 A>, pposr = 5,60, Praner =3,66+0,06 T/cw’.

Hocmynuna 03.12.2015e2.




