MockoBckuii ['ocynapcTBennslid Y HuBepcuter um. M.B.JlomoHnoCOBa
@aKyJIbTET HAYK O MaTepUAIIaX
JIaGopaTtopusi HEOPraHUYECKOTro MaTEPUAIOBEAECHUS

Cunres HAHOIIOPOIIKOB OKCHU/IA IMHKA
JEIHPOBAHHBIX 7KE€JIC30M H JIMTUEM

Pabota Ha konkypc um. uwi.-kopp. PAH H. H. OneitnukoBa
CTyAEHTA 2 Kypca:
[llecrakoBa Muxaunsa

Hayunvwuii pyxosooumens:
Acnupanr 1-ro roma ®HM Coxoos I1.C.

MockBa
2007



Conepxanue

| 231001 (S 1 (O PP P PP P PRSP UPPPPRRPP 3
2. OKCTIEPUMEHTAIBHAST HACTD. ... vvvveeeeeeeeessuunnurreeeeeeeessnnnnnseseeeeesessnsnnnsssseeeeessssnnnssssseeeesessnnnnnsssseees 4
2.1, OOMIAST CXEMA CHHTEBA. «..uvveeenerreeireeenitteesitteesstteesteeesatteeaaseeasseesasseesnsteeassseeessseeessneeesaseeennnee 4

2.2. Cunrtes ruapokcokapOoHaTa MIUHKA (TKLL)......ocooiiiiiiiiiiiieeiiicceee e 5
2.3. llonygyenue coneoro kommo3uta [ZnOH],CO3xHyO/NaCl.......cooovviiiiiiiiiiieiiiiieeee. 5
2.4. CuHTe3 IOPOIIKOB U HaHOCTEpkHEeH ZnO nonupoBaHHbIX Fe u komonupoBaHHbIX Li ....... 6
3.1 PesynpraThl ananu3a cosieBoro npeAamecTBeHHUKA (IKLL).........oooiiiiiiiiiiiiiiiiiiiiiiiiceee, 7
3.2 Pe3ynbTaThl aHATN3a MOJTYUYEHHBIX OKCHIHBIX OOPABLIOB. «...eeeurreeiireerireeniieeeireeenireeenineeenans 8
3.2.1 PaCTPOBASI MUKPOCKOTIHS ... .. vvvvreeeeeeesssuinnnereeeeesesssannsssseeeeeessssnnnnseseeeesssssnnnnsnssneeesssssnnnnes 8
3.2.2 TIpOCBEUNBAIOIIAS MUKPOCKOTIHS «.eeeeuneiiivireeeeeeesssunnsaeeeeeeeesssnnnnssseeeessssssnnnnnssreeeesssssnnnes 9
3.2.3 PEHTTCHOMAZOBBIN AHATIHS. ... ..eeeeeuirieeeenuireeeeaninreeeeanisreeeeannsseeesansssseesanssseeesanssseeessnnseeens 10
3.2.4 DIIEMEHTHBIM QHAITHB .....eveeeenuiiieeeaiiieeeeaiiteeee sttt eeeeitteeeeeabeeeeeeataeeeeaasnaeeeesanbeeeeennnneeens 11

3.2.5 VI3MEPEHUE MATHUTHBIX CBOMCTB ...ceeeeeeiuiiiiirreeeeeeeenaiinaerteeeeeesssnnnnssaeeeeesssssnnnnsseeeeeeseens 13



1. BBegeHwme.

B mocnennue roxapl HaGiogaeTcss BO3pacTAONIMM MHTEpEC K HaHOMaTepualaM Ha OCHOBE
okcuna nuHKa [1, 2]. Okcua IUHKA 3TO YHUKAJIbHBIA (DYHKIIMOHAIBHBIN MOJIYIPOBOJIHUKOBBIN
MaTepuall ¢ IMIMPOKOH 3amperieHHoi 30HOW (3.37 5B) u Oousblnoi >HEprueil CBsI3W SKCUTOHA
(60 M3B).

KBa3nogHoMepHbIE CTPYKTYphl Ha OCHOBE OKCHJA LIMHKA SIBJISIIOTCS MHOTOOOCIIAOIUM
MaTepuaioM JUId  HaHOAIEeKTpoHuku [3]. Pamee Ob1  paspaboTaH MeTOJH  CHHTE3a
BBICOKOJIMCIIEPCHOTO OKCHAA LIMHKAa M3 Tuapokcokapbonata muuka (I'KL) ¢ ucmonb3oBaHueM
coneBoit marpuibl NaCl, koTopas urpaer poJib Cpesibl Ui pPOCTa HAHOYACTHUI] U COCOOCTBYET UX
IIPOCTPAaHCTBEHHOMY pazaeneHuto [4, 5). Takas cuHTeTHueckas METOAMKA IO3BOJISIET
KOHTPOJIUPYEMBbIM 00pa30M MPOBOAUTH JOMUPOBAHHE HAHOMATEPHAJIOB PA3IUYHBIMU 3JIEMEHTAMH.
JlerupoBanue OKcHOa IIMHKA pPA3JIMYHBIMH DJIEMEHTaMU I03BOJIAET MOJAU(DUIIMPOBATH €T0
¢byHKIIMOHATBHBIE CBOIiCTBa. B wyacTHOCTH, BBEJCHHE JONMMUPYIOMIMX 3JIEMEHTOB OKa3bIBAET
Bnusinue Ha marautHeie (Fe) u TpancnopTabie (Li) cBOHCTBa KOHEYHOTO0 OKCHUAHOTO MaTepuaia,
4TO JAEJAeT TaKue MaTepuallbl MEPCHEKTUBHBIMU Uil COMHTPOHUKH [6]. CocTaB coeBOM MaTpUIlb
U PEXHUM BBICOKOTEMIIEPATypHOH OOpaOOTKM UTparOT KIIOYEBYIO POJb B O00pa3oBaHHMU, POCTE U
MOp(}OJIOTUN HaHOYACTHUI] U HaHOocTep kHer ZnO [7, 8].

Ileablo 1aHHOM paGOTH SABJBICTCA CHUHTC3 OKCHIHBIX HAHOIIOPOMIKOB HAa OCHOBC OKCHA

[IUHKA, JIETUPOBAHHOTO >KEJIE30M M JINTHUEM, MCCIEIOBAHHUE MOBEACHUE MOHOB Kele3a U JUTHS B
KPUCTAJNTNYECKOH CTPYKTYpe OKCH/IA IIMHKA, UX BIMSHUE Ha ()YHKIIMOHAJIbHBIE CBOMCTBA.
PaGorta BbIMONHEHa B J1a0OpaTOpUM HEOPraHMYECKOTO MaTepHualoBeACHUs Kadeapsl

HEOpraHudeckoil xumuu Xumudeckoro ¢axymnprera MI'Y.



2.9KcnepuMeHTanbHas 4acTb.

2.1. O6wan cxema cuMHTe3a.
O6mas cxema cuaresa ZnO, TONMMPOBAHHOTO JKEJIE30M U JIUTHEM:

Cunres [ZnOH],CO;5-xH,0

CyOnuManMoHHas CyIIKa

[Tomon B muiaHETapHOM MEJILHUIIE B TEUCHUU
1-4 vacoB B Matpuiie NaCl unu NaCl-Li,CO;

Omxur mpu 600-700°C
B TEYECHHUH 2 4aCOB

Hentpudyrupoanue u
MIPOMBIBAHUE OCAJIKA




2.2. CuHTe3 rmuapokcokap6oHaTta umHka (FKL)

CunTe3 TuapoKcoKapOoHaTa IMHKA MPOBOIMIN OCAXAEHUEM M3 BOJHOTO PAaCTBOPA HUTpaATa
muHka (Zn(NOs), 0.5 M BoaHblif pacTBOp) H30BITKOM pacTBOpa KapOoHaTa aMMOHUS
((NH4)2.CO3-H,O 2 M BoaHBIN pacTBOp) C MOCHEAYIONINM CyOIMMAIIOHHBIM 00€3BOKHBAHUEM
ocajka. PacTBop HUTparTa IIMHKA MOJy4Yald PaCTBOPEHUEM HABECKU KPYIHOKpHUCTaInyeckoro ZnO
(peaxtuB kareropun OCY) B KOHLEHTpHpOoBaHHOM a30THOHM kuciote (OCY). PactBops!l cnuBaiu
IpY MHTEHCHBHOM TepeMemnBaHuy. CBEXEMOIyYeHHBI 0CaloK OT(UIBTPOBBIBAIM HAa BOPOHKE
broxuepa. IlpombiBaay GONBIINM KOJWYECTBOM AWCTHIUIMPOBAHHON BOABI. [IpM 3TOM mpoTexkanu
IIPOLIECCHI, KOTOPBIE MOYKHO OIUCATh CXEMOM:

2ZH(NO3)2+2(NH4)2CO3+(X+I)HQO — [ZHOH]2C03'XH20+2NH4NO3+C02

2Fe(NO3)3+3(NH4)2COs+ 3H,0O — 2Fe(OH)3+3CO,+6NH4NO;

[TomyynBIIMiCS OCalOK T'HMAPOKCOKAapOOHAaTa LUHKA 3aMOPAXHMBAIM KHUJIKUM a30TOM U
MPOBOJIMIIN CYOJIMMAlMOHHOE 00E3BOXKHBAHKE B JIAOOPATOPHOM CYOIMMATOpE.

[Tocne cyOmUManMOHHOM CYMIKM MOPOAYKT XpaHWIM B TE€PMETUYHBIX IJIACTUKOBBIX
KOHTEMHEpax B OKCHUKaTope C IPUTEPTOM KpPBIIIKOW IIPU KOMHATHOM TeMIleparype.
I'mapoxcokapOoHAT LMHKA JOMMPOBAHHBIA U HEIOMUPOBAHHBIN JKEJI€30M BU3YalIbHO MPEICTABIISII
cOOOH OYEHb PBIXJIBIA U JETKOJETYYHH MOPOIIOK KEJITOBATOTO I[BETA C OYCHb HU3KOM HACHIITHOMN

IIJIOTHOCTBIO.

2.3. Nony4yeHue coneBoro komno3suta [ZnOH],CO;-xH,O/NaCl

Br100p coctaBa cocTaBa COJIEBBIX MATPHUIL U AWANIA30HA TEMIIEPATYp AJIS HCCIIeIOBaHUS ObLI
o0OycioBJIeH TeM, uYTO HMEHHO B A3Tux YycinoBusix u3 cmeceir ['KLI-NaCl dopmupyrorcs
KBa3HOJHOMEpPHBbIE HAHOCTEP)KHU okcuja nuHka [4]. Tak e ObUTM M3yd4eHbl HAHOKOMIIO3HUTHI C
conepori marpuueid NaCl-Li,COs;, rae no0GaBka kapOoHaTa JIMTHS TO3BOJIAET IOIYydYaTh
HaHocTepkHU ZnO nerupoBanHble Li As ynmydieHust X TPaHCHOPTHBIX CBOUCTB.

Cmecy kpuoxumudecku BbicymeHHoro ['KI[ m NaCl (umm NaCl-Li,CO;) B BecoBoM
cootHomeHuu 1:20 (1:18:2) noxasepranu nomoiy B TedeHHE |-4 yacoB B HIApOBBIX MEIbHULE
Pulverisette 5 Fritsch (¢ unciom oboporoB 700 B munyty). [TomonbHbie Gapabanbl (KOHTEHHEPHI)
NPEJCTAaBISUIM COOOM IMIMHIPHI ¢ KPBILIKAMU M3 LUPKOHHWEBOM KepaMHMKH WM arata. [lomon
INPOUCXOJMII «B Cyxyto» (0e3 moOaBineHMs pacTBOpUTENEil) MpuM KOMHATHOM Temreparype Ha
Bo3ayxe. [Ipon3BoaMIIOCH IMPOKOE BAPBUPOBAHUE YCIOBUHN ITIOMOJIA COJIEBBIX CMECEH.

IIpy momMosie B MeNpHHUIIAX IIAPOBOT0 IUIAHETAPHOIO THUMA IPOMCXOIUT HHTEHCHBHOE
nepeTupaHue 3arpy’kaeMbIX MOPOILIKOB MEXKAY CTEHKaMu OapabaHa M MOMOJIBHBIMH 3JIEMEHTAMH.
B3aumoneiicTBue 3T0 ByX THUIIOB: IEPBOE, UCTHPAHHME IOPOIIKA MPU TPEHUU LIAapa O CTEHKY
KOHTEHHEpPa, BTOPOE, MOIVIOIIEHHWE SHEPIrUU yAapa Iiapa IPU €ro OTPhIBE OT OJHOM CTEHKHU

KOHTEHHEpPA U yape o ApYrylo (MOKPBITYI0 TOHKUM CJIOEM 3arpyXeHHOTo BemiecTsa). [Ipu nomosne
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IIPOUCXOIUT HE TOJILKO paBHOMepHOE nepememinBanue ['KL| ¢ mHEpTHOI coeBOi MaTpulel, HO U

WHTEHCUBHOE HAaKayKa MOJIy4aroerocss KOMIO3UTA CTPYKTYPHBIMH J1e(heKTaMu.

2.4. CuHTe3 NopoLIKOB U HaHOCTepxHen ZnO aonupoBaHHbIX Fe n
KOAONUPOBaHHbIX Li

Ilocie mnomona coJyieBblE KOMIIO3UTBHI MOJBEPrajgd OTXKHUIY B QJIYHAOBBIX THUIJIAX B
MydenpHON nam TpyOuaroit meun npu Temmeparype 600- 700°C B TeyeHHE OJHOTO-ABYX 4YacoB,
cKopocTb HarpeBa coctanisuia oT 5°C/mMun g0 10°C/mus. Ilpu 3TOM npoTekanu peakuuu:

Zny(OH),CO3-nH,0 +NaCl — ZnO+CO,+(n+1)H,O
Zny(OH),CO3-nH,0+NaCl+Li,CO3 — ZnLi,O+CO,+(n+1)H,0
Zny(OH),CO3-nH,0\8Fe;03-mH,0+NaCl — Zn; (Fe,O+CO,+(n+m+1)H,0
Zny(OH),CO3-nH,0\6Fe,03-mH,O+NaCl+Li,CO3 — Zn;Fe,LiyO+CO,+(n+m+1)H,0

[Tocne 3aBepiieHus: MPOrpaMMBbI IIeUb CBOOOTHO OXJIaKIalach 10 KOMHATHOM TeMnepaTyphbl.
OTOXKEHHBIN COJEBOM KOMIIO3UT pAcTBOPSIM B JUCTHILUIMPOBaHHOM Boje. IlomyuuBmmiics
HEMPO3paYHbII KENTOBATHIH PACTBOP OCAXAAIH Ha LEHTpUPYre (CKOPOCTh 000POTOB 6 THIC/MUH).
MartouHbli IIPO3payHbli PaCTBOP HaJ OCAJAKOM IEKAHTUPOBAIU U Ipouenypy nosropsum. Ilocne
TOr0 Kak BHM3yaJbHO OCaJ0K IlepepacTajl YMEHbIIATHCA KOJIMYECTBEHHO, IIOJHOTY OTMbIBA
HaHoMmaTepuana ZnO OT COJEBOI MaTPHUIIbI IPOBEPSIN PACTBOPOM a30THOKUCIIOTO cepedpa Ha MOH
CI'. Ilpouenypy A€KaHTAIMK 3aBEPIIATH IIPHU MOTHOM OTCYTCTBUU Ka4eCTBEHHOM PEeaKLUu.

3areM mosydyeHHBIH MOpomok ZnO B30aJThIBaJM B HEOOJIBLIIOM KOJUYECTBE STHIIOBOTO
CIMpTa M KOJIMYECTBEHHO NepeHocunu ero B yvamky Iletpu u cymmnm npu T=80°C. [anee
npoBogw POA, I1OM u POM ananu3sl HOIy4eHHBIX 00pa3LOB.

Tabnuma o6pa3ios.

Nupexc | CocraB CoctaB  cousieBoli | Bpems Temmneparypa | Mopdonorus
MaTpPHULBI nomona, 4. | omkura, °C

ZFM12 | 5%Fe NaCl 4 700 HaHOMOPOIIOK

ZFM13 | 1%Fe NaCl 4 700 HaHOMOPOIIOK

ZFM14 | 5%Fe+ Li | NaCl+Li,CO;s 4 700 YIBTPOIUCIIEPCHBIM
MOPOIIOK

ZFM15 | 1%Fe+ Li | NaCl+Li,CO;s 4 700 YIBTPOIUCIIEPCHBIM
MOPOIIOK

ZCH62 | 0% Fet+Li | NaCl+Li,COs3 1 700 HaHOCTEP KHU

ZCH63 | 0%Fe NaCl 1 700 HAHOCTEPKHU

ZCH68 | 1%Fe+ Li | NaCl+Li,COs3 1 650 HaHOCTEP KHU

ZCH69 | 3%Fe+ Li | NaCl+Li,COs3 1 650 HaHOCTEP KHU




HYTCM BapbUpPOBaHUA YCJIOBI/Iﬁ nomMoJia U pCKruMa BBICOKOTCMIICPATYPHOT'O OTKUTa ObLIH

MOJIYYCHBI KaK BBICOKOJUCHICPCIIBIC MTOPOIIKOBBIC OKCHAHBIC MATCPHUAJIbI, TAK 1 HAHOCTCPIKHU. 4,

3.06cyxxaeHue pe3ynbTaToB.

3.1 Pesynbmamesi aHanu3a cosiego2o npedwecmeeHHuka (IKL).
[To pgaHHBIM pacTpoBOM AJEKTpOHHON Mukpockonuu (POM), He momupoBaHHBIHA

THJIPOKCOKapOOHAT IIMHKAa COCTOMT M3 MHOXKECTBa HAHOBOJOKOH auamerpoM 50-60 HM M UIMHON

6omnee 10 mxm (puc.6).

Puc. 6. Mukpoctpykrypa I'KLI.

I'KL] 5T0 cnabokpuCTaIUTMUECKOE BEIIECTBO MEPEMEHHOTO cocTaBa. Mukpoctpykrypa ['KL]
[MHKA SBJISIETCS XOPOIIO BOCIPOU3BOIMUMOM, U 3aBUCSINEH OT YCIOBUN CyOIMMAIIMOHHOW CYILIKH.
JlaHHas cTaaus CHHTE3a OYEHBb Ba)KHA, YTO ObI OJYYHTh BHICOKOUCTICPCHBIN OE3BOIHBIN COJICBOM
MpeAnIecTBEHHUK. MUKPOCTPYKTYpa UCXOJHOTO THAPOKCOKAPOOHATA ITMHKA U €r0 B3aUMO/ICHCTBHE
C COJICBOW MATPHUIIEH OKa3bIBAIOT CYIIECTBEHHOE BIHSHHEC HAa MOP()OIOTHIO TMOTYYaroIIerocs
Marepuana.

Pesynbratel TI'A cmeceit coctaBa [ZnOH],CO3;-xH,0 u Fe;O3-xH,O npu paznuunom ux

COOTHOLIEHUHU MIPEACTABIICHBI HA PUC.

105

il Paznoxenue MNPOUCXOAUT [OUAIIA30HC TCEMIICPATYpP

——I'KXL 0% Fe

—;gﬂ 6o 130-300°C, mpu 3TOM HaOJIIOIAETCS TIOTEPS] MACCHI,
— e

o] 00yCIIOBNICHHAS YAaJ€HUEM XUMUYECKU CBSI3aHHOUN

¥ BOJbI M PA3JIOKCHUCM COJICBOTO IIPCKYypcopa a0

Moteps maccel, %

75 |
HaHOKPUCTAJUIMYCCKOT'O OKCHU A IUHKA MO PCAKIUH:

ZHQ(OH)2C03'XH20 —7/n0O +C02T+H20T

70 4
66 -

o 50 100 150 200 250 300 350 400
Temnepartypa, "C
Puc. 7. Kpussle morepu Macchl 00pasIioB B Xozie
Tr'A ananusa. 7



HO

3,0

2,8

2,6

v, MOJb

2,4

2,2

2,0

Co.

0,00 0,01 0,02 0,03 0,04 0,05
copepxanve Fe, at. %

Puc. 8. 3aBucumocts conepxxkanus HO n
CO; OT KOHIICHTpAIINH JKelle3a.

0,8

v, MOMb
0,6
0,4

0,2

0,0

MozxHO OTMETUTH JIBYXCTaIUWHBIN
XapaKTep pas3oKEHUs: Ha MEpBOM CTaauU
IIPOUCXOUT OTILEIJIEHHUE
KPUCTAJIJIN3AaLMOHHON BOJBI, Pa3j0XKEeHHUE
THMAPOKCUIOB, a Ha BTOPOHW CTaauu
pasnoxeHue kapOboHata 1HMHKa. U3
MIOJIYUEHHBIX JAaHHBIX MOXHO CJEJIaTh
BBIBOJI, UTO NPU YBEJIMUYEHUHU COJEPIKAHUS
THAPOKCUAA  JKejle3a B IIpeKypcope
ymeHbiaercs  coaepxkanue  CO; B

[ZnOH],CO3-xH,O. Ilpu npanbpHeiimem

narpese ['KOKL] He mpoucxoauT nmorepu Maccel BIIIOTh A0 Temrepatyp 800°C.

3.2 Pe3ynbTaTbl aHanu3a Nnony4YeHHbIX OKCUAHbLIX 06pa3LoB.

3.2.1 PacTtpoBasi MUKpoOCKonusi

ITopomku

Mag = 50.00 KX

Puc. 9.Mukpocrpykrypa ZFM12 (ZnO:5%Fe)

1um EHT = 10.00 kV Signal A= InLens  MSU HSMS
WD= 9mm Photo No. = 2162 Date :15 Mar 2007

CrepxHH

Mag = 50.00 KX

1um EHT = 10.00 kV Signal A=InLens MSUHSMS
WD= 8mm Photo No. = 4866  Date :29 May 2007

Mag = 50.00 KX

Mag = 50.00 KX

1um EHT = 10.00 kV Signal A= InLens  MSU HSMS

WD= 8mm Photo No.=2170  Date :15 Mar 2007

Pnc 10.Mukpoctpykrypa ZFM14 (Zn:S%Fe:O.l% Li)

1um EHT = 10.00 kV Signal A= InLens  MSU HSMS

WD= 8mm Photo No. = 4867  Date :29 May 2007

Puc. 11. Mukpocrpykrypa ZCH 68 (ZnO:1%Fe:0.1%Li)Puc. 12. Mukpoctpykrypa ZCH 69 (ZnO:3%Fe:0.1%Li)



Kak BugHO U3 puBeaeHHBIX GoTorpaduii, HaHonopoku (ZFM12) nerupoBaHHOro oKcHia
muHKa (¢ pasmepom uyactull 50-60 HM) MONTyYaauch MPH CHHTE3€ O€3 HCIOJIB30BAHMS J00ABKU
KapOOHaTa JIUTHUS, T.€. IPU OTXKHUre MIPU TEMIIepaTypax HUXKE paciiaBa cojeBoil marpuie. JJo6aBka
kapOonata ymutus (3BTekTuka ¢ NaCl mpu ~630°C) BBI3BIBa€T M30TPOIHBIN POCT U arperamuro
HaHOYacTUI[ (IpU 3TOM pa3Mep KpUCTAUIUTOB No naHHBIM PI'A anammsza ocraercs 40-50 HM).
Cpennmii pazmep yactul] o JaHHBIM POM cormacyercs ¢ pasmepamu 00JIacTell KOT€pEHTHOTO
paccesHusl.

B otmenpHBIX ciydasx — (mpu moadope YCIOBUM IMOMOJNa M pEeXUMa OTXKHIa) POCT
HAaHOYACTHUI[ AHU3OTPONHBIA. B pesynbrare oOpa3yloTCs MOHOIMCIEPCHBIE HAHOCTEP)KHU
JIETUPOBAHHOTO OKCHJA IMHKa (¢ auameTpoMm ctepxHs ~40 HM u jymHoi 0.5-2 mMxM). OnHako
YBEJIMUEHUE JOTU JeTUPYIoMel N00aBKH BBI3BIBACT CHJIBHBIA pa30Opoc mo pasmepy u dopme
MOJy4aeMbIX HAHOYACTHUIl, YTO MOXET OBITh BBI3BAHO C OJHON CTOPOHBI HEPABHOMEPHOCTBHIO

nomoJia, Tak U HCpaBHOMCPHOCTBLIO PAaCIPCACICHHA NOIMMAHTOB.

3.2.2 NpocBeuynBaroLas MUKPOCKONUS

Iopowixu

-

-, 200 nm
Puc. 12. I[I9M muxpodororpadus ZFM12
MOo3KHO OTMETUTB, YTO B nopoike ZFM 12 npucyTCTBYIOT KaK YaCTUUYKU I'eKCaroHaJIbHON 1

Kyoudeckoit Gpopmsal ¢ pazmepamu 40-50 HM, Tak U YaCTHUIIBI CJIOKHOU (OPMBI C pazmepamu Oosee

100 aMm.

Hanocmeporcnu



500 nm

Puc. 14. II9M mukpodotorpadust HaHocTepkHei ZnO HOIydeHHBIX METOAOM TEPMHYECKOTO POCTa U3 COJIEBBIX
Mmatpun (ZCH 62 ZnO:Li)

CrepHHM UMEIOT CIUIOLIHYIO CTPYKTYpY. Ha dotorpadun BUIHO, YTO HAHOCTEPKHU UMEIOT
CTPOTO LMWJIMHAPUYECKYIO (popMy (Kpyrible B CEUCHUH, U UMEIOT OAMH JHAaMETp IO BCEH UIMHE).
OxoHYaHMS y HAHOCTEPXKHEH OKPYIJION (OPMBI, painyC «ILIAOYKU» OIU30K K PaJNyCy CTEPIKHS.
HHTepecHO OTMETUThb, YTO CTEPKHM OTHOCHUTEIBHO THUOKHE, TOJ JY4OM OSIJIEKTPOHOB («IpHu
OCBEIICHUN» OJHOTO W3 HMX KOHIIOB), M3-3a JIOKAJIBbHOHM 3apsAKH MOBEPXHOCTU MPOUCXOAMUT HX
n3ru6 (OKCHJ LMHKA MBbE30AJIEKTPUK). Tak ke MPUCYTCTBYET B 00paslie HEKOTOPOE KOJIMYECTBO

«00OJOMKOBY» CcTepKHEH (TpaHb clIoMa TIaKast ¥ MePIeHIUKYISIpHA OCH CUMMETPUH ).

3.2.3 PeHtreHodasoBbIN aHanus3
[Tomyyennsle  oOpa3mbl  MPENCTABIASIOT  COOOM  TMOPOIIKM  BBICOKOM  CTENEHHU

KPUCTATMYHOCTH. [IprcyTCTBHE BO3MOXKHBIX MOCTOPOHHUX (a3 1o AaHHBIM PDA 3apukcupoBaHo
He ObUIO (B OTHENBHBIX CIy4yasX WHOTAa mpucyrctBoBanu peduekcel npumecu NaCl). Bcee
IUu(GpaKIMOHHbIE MUKW OBUTM HMHIUIUPOBaHbl Kak ZnO ¢ BIOPUUTHON (TeKCaroHaJIbHOK)
CTPYKTYpOl B XopolieM coriacuu ¢ kaproukod [36-1451] ©6a3et JCPDS  (uuHKMT,
npocTpaHcTBeHHas rpymma P 6;/mmc). Habnrogaercs cMeleHrne monoKeH!s [IEHTPOB IMUKOB MPU
YBEJIMYECHUU YPOBHS JIETHPOBAHUS JKEJIE30M.

Onenka pazmepoB oOnacTeil KorepeHTHOTo paccesHus mo gopmyne Jebas-Lleppapa (3.3)

qutst ukoB hkl (100, 002, 101) o6pa3ioB cBeneHbI B TAOIUILY (HM):

Hunexc | <100> | <002> <101>
ZFM12 | 42 42 40
ZFM13 | 47 50 47
ZFM14 | 57 61 58
ZFM15 | 55 58 57
ZCH62 | 32 44 36
ZCH63 | 40 47 45
ZCH68 | 70 78 63
ZCH69 | 40 62 44
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Puc. 15 POA nmopomkoB ZnO, normmpoansbix Fe (1%, 3%)

3.2.4 OnemMmeHTHbIN aHanNu3
Hwxe npuBeneHbl pe3yiabTaThl aTOMHO-a0COPOIMOHHOW CHEKTPOCKONHMH Ui 00pasloB

cepuu ZFM 12-14 (HaHO 1 CyOMUKPOHHBIE TOPOLIKH).

Wunexc Crnoco0 mony4yeHus Homunansraoe conepxanmne Fe dakrrueckoe comepxanue no AAC
B TKOKI]
Fe, macc. % Li, macc. %
ZFM 12 ITomon ¢ NaCl 5% 4.77 —
ZFM 13 ITomon ¢ NaCl 1% 1.24 —
ZFM 14 Momon ¢ NaCLLi,CO, 5% 6.15 0.12
ZFM 15 Iomomn ¢ NaCl:Li,CO, 1% 1.66 0.14

ITo JaHHBIM pE3yJibTaTaM MOJKHO CACJIaTh BbBIBO, YTO IIPU IMOMOJIC B COJIEBOM mMarpune €

ydyacTuem Kap60HaTa JIMTHUA, HOCJIC,Z[HI/If/'I onpecaACIsICTCA B KOHCYHOM OKCUJIHOM IOPOIIKE B COCTABC

0.1% (BecoBoid).
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s o6pasuoB ZCH68, ZCH69 (manoctepxxkuu) 6bu1 mpoBeaeH EDX (PCMA, nokanbHbII
PEHTTEHOCIICKTPaJIbHbIA aHamu3). JlaHHBIH MeTo] HE MO3BOJSIET KOJUYECTBEHHO (DUKCHPOBATH
Hammuus Li B aHanm3upyemoit mpooe.

BupHo, 4TO BCEe aHANM3WMpyeMbIE OSJIEMEHTHI PACHPEACNICHBI IO IMOBEPXHOCTH IPOOBI

JAOCTATOYHO PaBHOMCPHO, UTO T'OBOPUT 00 OI[HO(baBHOCTI/I JaHHBIX o6pa3u0B.

o0acTh aHaIM3a Fe Zn O
crektp 1 0.52 48.39 50.39
CHEeKTp 2 0.52 48.27 50.42
criektp 3 0.4748.70 50.32
criektp 4 0.51 48.00 50.49
CHEeKTp 5 0.53 148.14 50.48
s _ CpelHsisl BeJIUYrHa 0.51 48.30 50.42
e ) ey - crangaptHoe otkjonenue .02 0.27 0.07

Puc .16a. JlaHHBIC JTOKATBHON PEHTTEHOCTIEKTPOCKOINHI
st ZCH68

Bce mpuBenennbie pe3ynbTaThl B Tabauie B aTOMHBIX %. ConepkaHue KHCIOpoJa MOATOHSIIOCH
O[] COJIEPAKAHUE HIEMEHTOB B IPOOE (HOPMAIIM30BAHO).

obnacTh aHanmu3a Fe Zn O
CHEeKTp 2 1.59 145.86 51.12
criektp 3 1.5545.27 51.32
crniektp 4 1.30 147.72 50.54
CHEeKTp 5 1.42145.82 51.16
: CIIEKTp 6 1.33143.49 51.95
ey T — criekTp 7 1.44/45.1351.38
CHEKTp 8 1.38 144.75|51.52
Puc. 166. /lanHBIC JTOKAIEHON PEHTEHOCIICKTP OCKOITHHI Cpe/IHss BEHYMHA 14314543 5128

st ZCH69
cra”aapTHoe otkinoHenue (0.11 1.28 0.43

Bce mpuBenennbie pe3ynbTaThl B Tabauie B aTOMHBIX %. ConepaHue KHCIOpoJa MOATOHSIIOCH
HOJ] COJIEPAKAHUE HIEMEHTOB B IPOOE (HOPMAIIM30BAHO).

OtHocutenbHOE cofep:kanue Fe mo pesynabraraM JaHHOTO METOJa HECKOIBKO 3aHHKEHO IO
CPaBHEHHIO C HOMUHAJIBHBIM (3aKJIa/IbIBA€MbIM) cojiepkaHueM Fe B coneBoM mpeiiecTBeHHUKE, U
TaK ke MeHble yeM o JaHHbIM AAC s o6pasnos cepun ZFM (Bce 00pasiibl TOTOBHIINCH B

MNPpUMECPHO OAUHAKOBBIX YCIIOBHUAX U3 OAHHUX U TCX KE COJICBBIX Hpe[[IJ_ICCTBeHHI/IKOB).
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3.2.5 U3amepeHMe MarHUTHbIX CBOUCTB

JIns u3yyeHus MAarHUTHBIX CBOVICTB UCMOJIb30BaIU «Bechbl Dapanes».
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1 |
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Puc. 17. 3aBucumMocTs HaMarHMYeHHOCTH 00pa3iia ZFM14 or HampspkeHHOCTH MarHuTHOro moist mpu T=298K

=1,72-107, p=2.56ps

[lo naHHBIM 3aBUCHMMOCTH MAarHMTHONH BOCIPUUMYHMBOCTH OT IIOJI MOPOLIKOBBIN 0OOpazer
ZFM 14 c BbICOKOI BETUYHMHOM JIETUpOBaHus kene3oM (5%) 1 KO-JONUPOBAHHBIN JIUTHEM, HE ITOKa3all
(eppOMarHuTHOrO  YHOPSAOYEHHUS, UYTO  BEPOSITHO  MOXKET  OOBSICHATBCS HE  BBICOKOU
4yBCTBUTEIBHOCTHIO BeCcOB Dapajies, Ha KOTOPHIX IPOBOAMIN U3MEPEHMUSL.

4. BbiBoAbl.

1. OrpaboTan MeTOJ CHHTE3a MOHOJIMCIIEPCHBIX HAHOIMOPOIIKOB M HaHOCTep)kHEH ZnO
JIONUpoBaHHbIX Fe u komonupoBaHHBIX Li.

2. Pasmep wactuny ZnO(Fe, Li), ZnO(Fe) u ZnO(Li) mo manaeiM POM, POA u [IOM
COCTaBJISII: HAHOCTEPKHU - quameTp oT 35 1o 55 um , mmHa or 0.5 MKM 10 3 MKM, y
opo1koB pazMep yactul 40-60 HM.

3. KonmuectBennoe onpeznenenue conepxanus pomnantoB Fe u Li metomamu AAC u PCMA
nokasano coaepxkanue Fe ot 1,24 o 4,77 u Li ot 0,12 o 0,14 MaccoBBIX TPOIIEHTOB.

4. MaruuTHple W3MEpPEHMs IOKa3ajlu  OTCYTCTBUE  MAarHUTHOTO  YINOPSAOYEHHS B

nanonopomikax ZnO(Fe, Li).
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