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BBenenue

['panynupoBaHHbIE  HAHOKOMIIO3UTBI, COCTOSIIME U3  (peppoMarHUTHBIX
HAHOYACTHII, BCTPOCHHBIX B MOJIynpoBoaHUKOBBIC (IN2,03, TiO,, ZnO, SnO,) wim
nmanekrpuaeckue (Si0O,, Al,O3, MgO, ZrO;) MaTpuiibl, IIMPOKO HCCICAYIOTCS,
KaKk ¢ (yHIaMEHTAJIbHOW TOYKH 3PEHHs, TaK W TOYKH 3PEHUS MPAKTUICCKUX
npumenenuit [1-3]. HanorpanynupoBanusie tienkun Co0-ZrO,;, mnpuBiIeKaioT
BHHUMaHHE HCCleloBaTesel 0aronaps CBOMM MarHUTOMSATKUM XapaKTepUCTUKaM
[4], Omaromapss KOTOPHIM IUJICHKHA HCIOJIb30BAIMCH B KAYECTBE IMPOCIONKH IS
YMEHBIIIEHUSI BUXPEBBIX TOKOB B BhIcOKo4YacToTHhIX DC-DC mpeoGpazoBarerneii,
pacCUMTaHHBIX Ha OoJiblMe TOKW M HHU3KWe HanpsbkeHus [5]. Ihnenku Co-Al,O3
HIUPOKO HCCIIETYIOTCA osarogapst SIPKO BBIPAKECHHOMY addekty
MarHUTOCONPOTUBJICHUS, qocturaromemMy 8 % B noisx 12 KOe nmpu koMHaTHOM
temneparype [6]. OmHako, MarHWTHbIE W (U3HKO-XMMHUYCCKHE CBOWCTBA STHX
HAHOKOMIIO3UTOB CHJIBHO 3aBHUCST OT CIOco0a TOJy4eHHs, pa3Mepa YacTHll,
KOHIICHTPAIIMU U XUMHUYECKOW CBSI3U MEXJy HaHOYacTUIlaMK ¥ MaTpuiiei[/]. s
U3TOTOBJICHUSI TPAHYJUPOBAHHBIX HAHOMATEPHUAIOB IIIUPOKO HUCIOIB3YIOTCS
METO/Jbl MOKPOW XWUMHH, TaKU€ KaK 30Jb-T€lb METOJ, DJIECKTPOXUMHUYECKOE
OCaXJICHUE, MUKPOAMYJIbCUOHHBIN MeTon [8, 9], a Takke (U3UYECKHE METOJIbI
W3TOTOBJICHUS: MarHETPOHHOE paclblIeHHEe, UMITYJIbCHOE JIA3€PHOE OCAXKIEHUE,
voHHas uMmInianTanus [4, 6, 10] u T. 1. OgHAKO TOMCK HOBBIX CIIOCOOOB CO3daHUS
THOPUIHBIX TOHKOIIJICHOYHBIX HAHOKOMITO3UTOB SIBJIICTCS HA CETOMHSIIHUN JCHBb
aAKTyaJIbHOM 3a7a4eH.

Meramtorepmuueckue peakiiuun mexay Al, Be, Mg, B, Hf, Li, Ta, Ti, Zr u
OKCHIaMH SﬂOz, WOg, MOOg, CUO, BizOg, |205, Crzog, Fe,O; IHUPOKO
UCCIIENYIOTCS, TaK KaK pPearupyroT ¢ BBICBOOOKICHHEM OOJBIIOTO KOJUYECTBA
TeIJla, MPOTEKAIOT aBTOBOJHOBOM PEXKHUME U IIMPOKO MCIOJB3YyeTCS s
MOJIYYCHUS] HOBBIX MaTepHasioB. JJis TpaAUIIMOHHBIX TEPMUTHBIX CMECEH, KOTOPbhIe
collepKaT YacTHUIIBl MHUKPOHHOTO pa3Mepa, CKOPOCTh TOPEHUS COCTaBISET OT

HECKOJBKMX CAHTUMETPOB JO HECKOJbKHX METPOB B CeKyHAy. OnHako



HAHOIOPOILKOBBIX TEPMUTHBIX CMECSIX METAUIOTEPMHUYECKUE PEAKIIMU MTPOTEKAOT
B CBC-pexume co ckopoctssmMu a0 1 KM/S u uUMEIOT BBICOKHE TEMIIEPATyphI
ropeaust (o 3500 °C). B TOHKOIJIEGHOYHOM COCTOSIHUM U3-3a OTBOJA TeIla,
OOyCJIOBIGHHOTO HAJIMYHMEM TOJJIOKKH, PEaKIHsl TMPOTEKaeT C MEHBIIUMH
CKOpPOCTAMM W Tipu Oosiee HU3KUX TeMmreparypax. [lostomy onHum u3
MEPCIEKTUBHBIX METO/OB MOJYUYECHUS] MArHUTHBIX HAHOTPAHYJIMPOBAHHBIX IJICHOK
ABJSIETCA ~ IUIAHApHAs  METAUIOTEPMHUs, OCHOBAHHAs  HAa  IPOBEACHUU
METAUIOTEPMUYECKUX PEAKUUNA MEXKAY TOHKOIUIEHOYHBIMH CJOSIMU PEarcHTOB
(cnmoem okcuga (eppoOMarHUTHOIO MeTajla U METajllla BOCCTAHOBUTENSA) MpHU
BaKyyMHOM oTxure. [Ipy 3TOM MpOAYKT peakiuuu MNpeACTaBiIsieT cOOOM IIICHKY,
COCTOSIIIIYF0 W3 MarHUTHBIX HAHOTPAaHYJ B OKCHUIHOM maTpuue. /[aHHBIA MeToxn
ObUT YyCHENIHO MPUMEHEH JJIsi M3TOTOBJICHUS HAHOTPAHYJIUPOBAHHBIX IUICHOK
crenyromux cocraBoB: Fe-In;0s, Fes04-ZNO u Fe-ZrO, [11-13]. IloaydyeHHbie
IJICHKA COCTOSIIM W3 HAHOTPAaHYJ CO CcpegHuMm pasmepom g0 S0 nm,
pacrpeiefieHHbIX B OKCUIHOW MaTpulle, U MPOSIBISUIM (peppOMarHUTHBIE CBOMCTBA.
B ominume OT Jpyrux METOJIOB, IUIEHKH, TMOJYYEHHbIE C MOMOIIBIO
METATIOTEPMUYECKUX PEAKIUi, MMEIOT BBICOKYIO TEPMHUYECKYI0 U BPEMEHHYIO
ctabuwibHOCTh. [lo9TOMY TmNpuUMeHEHHEe W pa3BUTHE METOJa TUIAHAPHOU
METAJJIOTEPMUU B HOBBIX TOHKOILJIGHOYHBIX CHCTEMax, WU MCCIEJAOBaHUE HX
(bU3MYECKUX CBOWCTB SIBIISIETCS aKTyaJIbHBIM.

OpHako ucCCIeIOBaHMS TIOKA3alid, YTO HAHOTPaHYJbl (OPMUPYIOTCS B OJIUH
CJIOM MOJ OKCHJIOM METajla BOCCTAHOBUTENS, a IIPU TOJIIMHE MCXOJHBIX CIOEB B
HECKOJIbKO COT€H HAaHOMETPOB (DEPPOMATHUTHBIN METAJJT BOCCTAHABIMBACTCS B
BUJIC CIUIONIHOM IUIeHKH. Takke [JIs1 HCCIeJOBaHMUSA TakKUX SBJICHUM Kak
MarHUTOCONPOTHUBJIEHUE, TepMOdJIeKTpuueckue dPdhekTel M Tp. ¢  IENbI0
NPUMEHEHUS TOHKOIUJIEHOYHBIX HAHOKOMIIO3UTOB B MPUKIAJAHBIX 3aJadax
1es1eco00pa3Ho M3TOTaBJIUBATh MHOTOCJIONHBIE HAaHOTPAHYJHUPOBAHHbBIC
CTPYKTYpbl. B CBsI3M ¢ 3TuM wmccienoBanue (HakTOpoB, BIUSIOMIUX HA pa3Mep
HAaHOTPaHyJl, a TaKXe W3rOTOBJICHUE MHOTOCIONHBIX HAHOTPaHYJIUPOBAHHBIX

IUICHOK SIBJSIETCA BAXXHOW TMPUKIATHOW 3aJadye g TIOJyYEHUS METOIAO0M



IJIAaHAPHOW  METAJUIOTEPMHUU  HOBBIX ~ HAHOMATEpUAJIOB  C  3aJIaHHBIMU
CTPYKTYPHBIMH U MAarHUTHBIMHU CBOMCTBaMHU.

Ieab HACTOSIIIEH TUCCEPTAIIMOHHON PabOThI — UCCIIEIOBAaHNE OCOOCHHOCTEH
CTPYKTYPBI, MArHUTHBIX U DJIEKTPUUECKUX CBONUCTB TOHKUX
HaHOTPaHyJIHPOBaHHBIX IICHOK C0-ZrO; u Co-Al,O3, mony4eHHbIX METOI0M
IJJAHAPHON METAJUIOTEPMHUH

JI1st noCTHKEeHUS TOCTABJIICHHOM e PelIaINCh CIEAYIONINE 3a{a4u:

1. WsrotoBuTh HaHOTpaHyiupoBaHHble IieHKH C0-ZrO; ¢ TOMOIIBIO
METAJUIOTEPMUYECKON PEAKUUA B JBYXCIOMHOM IUICHOYHOW CHUCTEME,
cocrosiier U3 HaHocinoeB C03O04 w Zr, W wucciaenoBarb CTPYKTYypHbIE
O0COOEHHOCTH, MAaTHUTHBIC M DJICKTPUICCKHE CBOMCTBA MOTYICHHBIX TUIEHOK.

2. WsrotoButh HaHOTpaHymupoBanHble TuieHKH C0-Al,O;3 ¢ momomrsio
METAJUIOTEPMUYECKON pPEaKUMU B JBYXCIOMHOM IUICHOYHOW CHUCTEME,
cocrosimeir u3 HaHocimoeB C0304 m Al, u wuccienoBaTh CTPYKTypHBIC
O0COOEHHOCTH, MATHUTHBIE U DJICKTPUYECKHE CBOMCTBA MOJYYSHHBIX TUIEHOK.

3. MHccnenoBaTh BIMSHHUE YCIOBUN U3TOTOBJICHUS MCXOJIHBIX TOHKOILJIEHOYHBIX
pearenToB (TonmuHa ucxogHoro cios C0304 u crocod ero M3roTOBICHUS,
nocienaoBareabHOCTh  uepemoBanus ciaoeB C0304JAl u  Al/Cos0;) Ha
CTPYKTYpPHBIC OCOOCHHOCTH HaHOTpaHyaupoBaHHbIX CO-Al,O3 mieHok.

4. WccnenoBaTh BO3MOXKHOCTh HM3TOTOBJICHMS MHOTocHorHbIX (C0-Al203),
HAHOTPAHYJMPOBAHHBIX IUJICHOK METOJOM IIJIJAHAPHOW METAUIOTEPMHUU B
mynbTUCIONHBIX MeHKax (Co304/Al), |, a Takke ucciienqoBaTh CTPYKTYPHBIC
Y MarHUTHBIC XapaKTEPUCTUKHU TOJTYYCHHBIX TUICHOK.

HayuyHnasi HoBu3HAa paOOThI

1. BmepBbie METOIOM TUTAHAPHOHN MeTaToTepMuH My HaHocioeM Co30a, n
HAaHOCJIOEM MeTajuia- BOCCTAHOBUTES (Zr, Al) IIOJTy4YEHBI
HaHOTpaHyJIMpoBaHHbIe (eppoMarauTHeie TwieHku CO0-ZrO; u Co-AlyOs3
coJiepKaIire HaHOTPaHyJbl KoOanbTa B OKcuaHOM Matpuie (ZrO; mmbo o-
Al;0O3). Tloka3zaHO, YTO BOCCTAHOBIICHHBIH KOOAIbT XapaKTEePHU3YyeTCs

nByxdasznoit ctpykrypoit ['LIK + I'TTY.
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2. llpennoxkeH u peanu30BaH HOBBIM CHOCOO M3TOTOBIEHUS TOHKOIJICHOYHBIX
IpeKypcopoB B pasiauunoit nmociegoateabHocT C0304/Al mudo Al/Co30y,,
a Taxke MHorociorubrid npekypcop (Co3O04/Al),. HanorpanynmupoBaHHbBIS
wienku Co0-Al,O3 ToNMydeHHbIE H3 TaKUX MPEKYPCOPOB  CONEpKAT
n3onupoBaHHble HaHorpaHynbl ['TIK kobOamsra B Matpuie y-AlOs.
brnaronapss mnpemioKEeHHOMY CHoco0y BIEPBbIE METOAOM IUIAHAPHOM
METANIOTEPMUH TOTYyYEHb MHOTOCJIOHHBIE HAHOTPAHYJIHMPOBAHHbIE TUICHKU
(CO- A|203)n.

3. Tloxkazano, uro ¢opma rpanyn CO 6im3ka k chepuueckoid, CpeaHuil pa3mep
OpUOIU3UTENIBHO paBeH TONIIMHE UcX0oAHOro ciosi C0304, a camu rpaHybl
pacnpeneneHbl B OJJHOM MITOCKOCTH.

4. VYcTaHOBJIEHO, YTO OOHIEH OCOOEHHOCTBHIO HAHOIPAHYJIMPOBAHHBIX IUICHOK
U3rOTOBJICHHBIX ~ METOJIOM  IJIAaHAPHOM  METaUIOTEPMUU  SIBJISIETCS
TeMIlepaTypHasi 3aBUCUMOCTh AIEKTPUYECKOTO CONPOTHUBJICHUS
HOJyIPOBOJHUKOBOTO THUIA C TEPMUYECKH AKTUBHUPOBAHHBIM PEKUMOM
OPOBOJAUMOCTH, YTO CBHUIETEILCTBYET OO OTCYTCTBUHU 3JIEKTPUUYECKOTO
MPOTEKAHUS MO0 METAJUIMYECKUM TPaHyJIaM.

IIpakTuyeckast 3HAYUMOCTh

[IpensioxkeHHbIA C€MOCOO MOMYYEHUS! HAHOTPAHYJIUPOBAHHBIX IJIEHOK MOXET

ObITh NPUMEHEH IpPH M3TOTOBJIECHWU HAHOTPAHYJIMPOBAHHBIX MaTEpUAIOB IS
MarHUTOYYBCTBUTENBHBIX 3JIEMEHTOB, JIEMEHTOB JJIsl YCTPOUCTB CIIMHTPOHUKU U
CBY ¢unbTpoB, TEPMOIJIEKTPUUECKUX MPeoOpa3oBaATENAX 3HEPIMM Ha OCHOBE
IPaHYJUPOBAHHBIX Cpel, TEPMUYECKH U HM3HOCOCTOMKHMX KaTAIMTUYECKHX
NOKpBITH U Tip. Huskas temmeparypa HarpeBa HE0OXOauMas AJisi U3TOTOBIICHUS
HaHOTpaHyJupoBaHHBIX  IeHok  C0-ZrO,  mpeamosiaraeT  BO3MOXKHOCTH
U3TOTOBJICHUSI HA OCHOBE IIUPKOHUS TUIEHOUHBIX Cpell Ha THOKUX MOJJIOKKAX JIJIst
CO3JaHMs PA3IMYHBIX 3JIEMEHTOB COBPEMEHHOMN “TMOKOI” HAHOANIEKTPOHHUKH.
PaGota BeimonHeHa B pamkax rpanta POOU Nel6-03-00069 «Tepaoda3zubrit
CUHTE3 U HCCIeIOBaHUE (PU3UKO-XUMUYECKUX CBOMCTB (heppOMarHUTHBIX

HAaHOKOMITO3UTOB» U KOHKypca YMHUK 15-5 ®oHpma conelicTBUIO MHHOBAIUSAM,
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noroBop Ne6652I'Y/2015, «Pa3zpaboTka TeXHOJIOTHU TBEpAO0PA3HOTO CHHTE3a

MarHUTOILUIEHOYHBIX KOMITO3UTOB C0-ZrO, u Co-Al,O3»

OcHoBHBIE MOJIO’KEHU A, BBIHOCUMBIC HA 3allIUTY

1.

Meton IJIAHAPHOU METAJUIOTEPMUU MTO3BOJISIET MOJy4aTh
HAHOTpaHyJIMpOBaHHbIC (eppoMarauTHbie TwieHku CO0-ZrO; u Co-AlyO;3
coJieprKalllie HaHOTPaHyJIbl KOOaIbTa B OKCHIHOM MaTpHIIE.

Hanorpanynsl ko6anbra co crpykrypoit ['IK + I'TIY B okcunHoi#t maTtpuiie
(ZrO; mu6o a-Al,03) momywaroTcsi B pe3yibTare METaUIOTEPMUUYCCKUX
peakiuii  Mexay HaHocmoeM  Co30s, TMOMYYEHHBIM  TEPMHUYECKUM
okucieHreM 1ieHkd Co ¥ HaHOCIIOeM MeTalia- BocctaHoButens (Zr, Al).
MarneTpoHHoe pacmbUieHHe KobOambTa B cMecH TazoB Ar + Oy
MarHeTpPOHHOE pacHblICHUE aJTIOMUHUS B CPEe YHCTOTO aproHa MO3BOJISET
U3TOTABJIMBATh OMCIIONMHBIN MPEKYpcop B PA3IMYHON MOCIEI0BATEIHHOCTU
Co0304/Al mu6o Al/ Cos04, a Takke MHOTOCIOIHBII Tipekypcop (Cos04/Al),.
HanorpanyiupoBanusie  1uieHkn C0-AlO; mosdydeHHble U3 TaKHX
IPEKypCOPOB COJEpKaT u3oidupoBaHHble HaHorpanynibl ['TIK koGanpTa B
matpuie y-Al;Os.

dopMa  TrpaHyd  IUIGHOK  HM3TOTOBJIEHHBIX  METOJOM  IUIAaHAPHOM
METaJUIOTepMUU OJM3Ka K cpepruuecKoid, CpeIHUd pazMep NpUOIU3UTETHHO
paBeH TonmuHe ucxoaHoro ciost Co304, a caMu rpaHysbl pacipenesieHbl B
OJIHOM INIOCKOCTH.

TemnepatypHas 3aBHCHMOCTH AIIEKTPUIECKOTO COTIPOTUBIICHUS
HAHOTPAHYJUPOBAHHBIX IUICHOK M3TOTOBJICHHBIX METOJOM IUTAaHApHOMN
METAIOTEPMHUH XapaKTepHa I TOJYIMPOBOAHHUKOBOTO KOMIIO3UTA C

TCPMHUUCCKH aKTHUBUPOBAHHLIM PC)KUMOM ITPOBOAMMOCTH.

AnpoGanust pe3yabTaToB padoThbl. OCHOBHBIE PpE3yJdbTaThl  PabOTHI

noknaapiBanuch Ha XIX MexayHapoaHOW Hay4dHO-TIPAaKTUYECKON KOH(epeHuuu

«Pemernesckue urenus» (r. Kpacuospck, 2015), XX MeHaeneeBCKOM Che3e 1o

obmieit n npukinagHort xumuu (. ExatepunOypr, 2016), XXI MexmxyHnapoaHoi

Hay4HO-TIpakTU4Yeckoil kKoHdepeHuuu «PemerneBckue urenusi» (r. KpachHosipck,
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2017), LI mxkone IIMAD® wu mononaexkHod KoHpepeHIMU 10 (pu3UKe
KoHAeHcHpoBaHHOTo coctosiHus (r. Cankr-IlerepOypr,2018),

I[Iy0imkanuu mo Teme aucceprauuu. MaTtepuaibl JUCCEPTALUOHHON pabOThI
ONMyOJMKOBAaHBI B 3 CTAaThsIX B peepupyeMbIX 3apyOekKHBIX U POCCUHUCKUX
HAy4YHbIX JKypHaJlax, mojaHa | 3asiBKa Ha MATEHT (TOJIOKUTENbHOE DPEICHUE) a
Takke B Te3ucax 4 J0kiIagoB Ha BceepoccuiickMX H - MEXIyHapOIHBIX
KOH(pEPEHITHSIX.

[TyOonukanuu B xKypHayiax u3 nepeunss BAK PO

1. Myagkov, V.G. Thermite synthesis and characterization of Co-ZrO;
ferromagnetic nanocomposite thin films / V.G. Myagkov, V.S. Zhigalov,
L.E. Bykova, S.M. Zharkov, A.A. Matsynin, M.N. Volochaev, I.A.
Tambasov, G.N. Bondarenko // Journal of Alloys and Compounds —2016. —
T. 665. - C. 197- 203.

2. Myagkov, V.G. Thermite synthesis, structural and magnetic properties of
Co-Al,03 nanocomposite films / V.G. Myagkov, L.E. Bykova, V.S.
Zhigalov, A.A. Matsynin, M.N. Volochaev, I.A. Tambasov, Yu.L. Mikhlin,
G.N. Bondarenko // Journal of Alloys and Compounds —2017. — T. 724. — C.
820 - 826.

3. BosouaeB, M.H. CrpykTypHble © MarHMTHbIE XapaKTEPUCTHKHU
ONHOCIIOMHBIX ¥  MHOTOCJOWHBIX  HAHOTPAHYJIMPOBAHHBIX  IJIEHOK
Co—Al203, mnomydeHHbIX MeTojgoM TBepaodasHoro cunresa / M.H.
Bosaouaes, C.B. Komoropues, B.I'. Msarkos, JI.E. beikoBa, B.C. JXuranos,
H.II. [lecrakos, JI.A. Benukanos, /I.A. CmonsikoB, A.B. JIykbsinenko, B.b.
Pauex, 10.}O. JlormnoB, MN.A. TambacoB, A.A. Mausmnua // ®Pusuka
tBepaoro tena — 2018 — rom 60— Bein. 7—- C. 1409-1415.

4. BoaouaeB, M.H. 3asBka nHa wu3o0pereane Ne2017128039 «Crocob
MOJIYYeHUs] TOHKMX MAarHMTHBIX HAHOTPaHyJIUpPOBaHHBIX TuieHOK» ML.H.
BogouaeB, B.I'. Markos, B.C. JKuranos, JI.LE. beikoa, 1.A. Tambacos,

H.II. lectakoB, A.A. MalnblHUH (TIOJIOKUTEIBHOE PELICHUE).
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[TyGnukanuu B cOOpHUKAX TPYAOB U TE3UCOB KOH(EPEHITHIA:

1. BoaouaeB M.H., Xuramos B.C., Markos B.I'. HccieqoBanne MarHuTHBIX
KOMITO3UTHBIX TUIEHOK Co-ZrO2 U Co-Al203, mnomaydeHHBIX METOJI0M
TBepao¢azHoro cunresa // Matepuansl XIX MexnayHap. Hayd.-TIpaKT.
KOH(., mocBsml. 55-nmeturo Cub. roc. a3pokocMH4. yH-Ta UM. akag. M. @.
Pemernena (10-14 nos6. 2015, r. KpacHospck) : B 2 4. / mox obmr. pex. FO.
FO. Jlorunosa ; Cub. roc. aspokocmud. yH-T. — KpacHosipck, 2015. — Y. 1. —
C. 504-506.

2. MsarkoB B.I'., XKuranos B.C., Bosouwaes M.H., u np. TBepmodasusrit
CUHTE3 IUICHOYHBIX (DEPPOMATHUTHBIX HAHOKOMIIO3UTOB: CTPYKTYpPHBIE U
Margutaele cBoiictBa // XX MeHneneeBckuil che3l MO 00mell u
MPUKIAAHON XUMUU TE€3UCHI JOKIAJ0B B ISATH TOMaX. Y paibCKOE OT/IEICHUE
Poccuiickoit akanemun Hayk. — 2016. — C. 464.

3. Bogouaes M.H., Pauex B.b., TambacoB U.A. u ap. CrpykrypHbIE
UCCIIC/IOBAHMsSI  TOHKMX  HaHOrpaHy/iupoBaHHbIX IuieHOK Co—Al,Og,
MOJIyYEHHBIX METOJOM TBepAo(da3sHOro cuHTe3a // PelieTHeBCKHE UTEHHUS:
matepuanbl XXI MexayHap. Hayd.-pakT. KOH(., NOCBSII. MNaMsITH
IE€HEPAJILHOTO KOHCTPYKTOPA PAKETHO-KOCMUYECKUX CHCTEM akajemMuka M.
®. Pemetnena (08—11 Hos0. 2017, r. KpacHosipck) : B 2 4. / moj o011, pe.
1O. 1O. Jlorunosa. — Y. 1. — C. 607 - 608.

4. BoaouaeB M. H., Msarkos B. I'., Tamb6acoB U. A. u np. CTpykTypHbIE H
MarHUTHBIE MCCIIEIOBAHUS MHOTOCIOMHBIX HAHOTPAHYJIMPOBAHHBIX IMJIEHOK
Co-Al;0O3, nonydeHHbIX MeTOAOM TBepaodasHoro cuuTe3a // LII mikona
[MNAD u monomexHas kKoHpepeHUUs 1O (PU3MKE KOHJEHCHPOBAHHOIO
cocrosinua (12-17 mapra 2018, Cankrt-Ilerepoypr) COOpHUK TE3HCOB U
cnucok ydyactHukoB. 2018. — C. 85.

JInuHblii BKJAQJ aBTOpa 3aKIIOYAaeTCsl B HEMOCPEJICTBEHHOM YYacTHUU B

MIOCTAHOBKE IIEJICH U 3aj7]a4 HACTOSIICH JUCCEPTAIIMOHHON pabOThl, H3TOTOBICHUHN

H 3JICKTPOHHO-MHUKPOCKOITNYCCKHUX I/ICCJ'ICI[OBaHI/Iﬁ IIJICHOYHbIX o6pa3u0B, a TAaKXKC
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B MHTEPIPETALMU MOJTYYCHHBIX PE3YyJIbTaTOB, MOATOTOBKE U HAMMMCAHUIO HAYYHBIX
paboT 1o pe3yabTaTaM UCCIEIOBAHUM.

CTpykTypa u 00beM quccepTauun

Huccepranus nsnoxkeHa Ha 147 medaTHBIX CTpaHUIIAX, COAEPKUT S6 PUCYHKOB,
7 Tabnuil. JuccepTaiiysi COCTOUT U3 MSTH IJ1aB, 3aKJIIOUEHHS U CIIHCKA JIUTEPATYPhI
u3 191 HanMeHOBaHHH.

OcHoBHOe coaepxanne padoThl

Bo BBegeHMum JaHO O0OOCHOBAaHHME aKTYaJlbHOCTH BBIOPAaHHOM TEMBI,
chopMyTUpPOBaHbl TENM ¥ 3aJa4d HCCIEJAOBAHWN, HaydHas HOBU3HA W
IPAKTHYECKas 3HAUMMOCTb MOJIyYE€HHBIX PE3YyJIbTaTOB.

B mnepBoil riaBe MNpuBENEH JUTEPaTypHbI 0030p padOT, MOCBSILEHHBIX
HAHOTPAHYJMPOBAaHHBIM IUJIEHKAM, UX Kiaccudukauuu v npumeHeHuro. Ocoboe
BHUMaHUE OTBEIECHO paboTaM M0 MOJYYEHHUI0 U HCCIENOBAaHUIO (DU3HMUECKUX
CBOMCTB TOHKUX HAaHOTPAHYJIMPOBAHHBIX IJICHOK Ha OCHOBE OKCHJIHBIX MaTpHII, B
gactHocTH CO0-ZrO; u Co-Al,O3 miieHoK, coaeprkaliuX HaHOTPaHyJIbl KOOaabTa B
ZrO, mubo Al,O3 matpuie. PaccMOTpeHBI OCHOBHBIE METOABI M TEXHOJOTHUHU
MOJTyYeHHUsI HAHOTPAHYJIUPOBAHHBIX TOHKUX TJICHOK.

Bo BTOpOIi r1aBe MpeacTaBIeHO HaydHOE 000pYyI0BaHUE, METObI MOIYUYSHHUS
U HCCIEJOBaHMA TOHKMX MAarHMTHBIX HaHorpanymupoBaHHbix C0-ZrO, u Co-
Al,Oznenok. OnucaHbl TEXHOJIOTHH TOTYYEHUS! HCXOIHBIX JIBYXCIIOWHBIX TICHOK
C0304/Zr u Co304/Al 1 MeTOn HM3rOTOBJICHUS HAHOTPAHYJIMPOBAHHBIX ILICHOK.
[IpuBoasaTcs METOIUKH VICCIIEIOBAHUS 0ocoOeHHOoCTeH IIPOTEKAHUs
metautoTepmuueckux peakiuid B C0304/Zr u Co304/Al Tonkux mienkax. Ocoboe
BHUMaHHUE VYAEIEHO DJIIEKTPOHHO-MHUKPOCKOIMYECKUM METOJIaM HCCIIEAOBaHUS
TUICHOK Y TIOJTOTOBKH 00PA3II0B TSI SJICKTPOHHOW MUKPOCKOIIUH.

Tperbs ri1aBa MOCBSAIICHA OJYYEHUIO U UCCIEIOBAaHUIO (PU3NUECKUX CBOMCTB
HAHOTPAHYJMPOBAaHHBIX TOHKHX IUIeHOK C0-ZrO;, coaepxamux HAHOTPAHYIbI
KoOanbTa, pacmpeneleHHble B  audJekTpudyeckoit ZrO, wMarpure, npu
MeTautoTepMuueckoir  peakiun B C0304/Zr  nBYXCIOWHBIX — IUICHKaX.

[IpencraBiieHsl  pe3yJbTaTbl  UCCIEAOBAHUW  CTPYKTYpPbl, MAarHUTHBIX U



12

anekTpudyeckux cBoMCTB CO0-ZrO; miueHok. M3yueHbl 0COOEHHOCTH MPOTEKaHUs
MeTautoTepMuueckoi peakiuu B C0304/Zr IByXCIONWHBIX MJICHKAX.

B 4eTBepTOIi IJ1aBe ONMCAHBI UCCIEAOBAHUS TOHKUX MAarHUTHBIX TuieHOK CO-
Al;O3, moNydeHHBIX METOJOM IUTAHAPHOW METAIUIOTEPMUU W3 JIBYXCIIOHHBIX
wieHok C0304/Al. TlpencraBieHsl pe3yabTaThl CTPYKTYPHBIX, MAarHUTHBIX H
AIIEKTPUYECKUX H3MEpPEHUH, C MOMOIIBI0 KOTOPBIX HCCIIEIOBAHbI (U3MUYECKUE
cBoiictBa CO0-Al;O3 TOHKHMX IUICHOK M H3yYeHbl OCOOCHHOCTH TMPOTEKAHHS
METAJUIOTEPMHUUCCKON peakiuu Mex 1y TOHKUMU citosimu C0304 1 Al.

IIaTas rjaBa  TOCBSIIEHA  HWCCIEJOBAHMIO  OCOOEHHOCTEH  TOHKHUX
HaHOTpaHyMUPOBaHHBIX IUIEHOK CO0-Al;O3, H3roTOBICHHBIX H3 JIBYXCIOHHBIX
Cos04/Al  u  wmHuorocnoitabix  (C0304/Al),  mpekypcopoB,  TOIYYEHHBIX
MarHeTpOHHBIM pacmbuieHHeM. [IpeacTaBieHbl pe3yibTaThl CTPYKTYPHBIX U
MarHUTHBIX UCCIIEIOBAHUN MOJYYSHHBIX TUICHOK.

3akaHUYMBAETCSA JUCCEPTAMsl H3JI0)KEHHEM OCHOBHBIX BBIBOJOB M CIIHCKOM

UTUPYEMOM JTUTEPATYPHI.
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I'naBa 1 O030p JMTEpaTypHI

1.1. Kinaccupukanusi HAHOKOMIIO3UTHBIX MATEPHAJIOB

OpHOM M3 OCHOBHBIX 337lad MaTe€pUAIOBEICHUS SIBISETCS Pa3BUTHUE CIIOCOOOB
W3TOTOBJICHUSI MaTEpPUalOB C 3aJaHHBIMU CTPYKTYPHBIMU XapaKTEPUCTUKAMU,
KOTOphIe o0ecreunBatoT Tpedyembie cBoicTBa. OUeHb CKOPO CTAJIO MOHSATHO, YTO
OJIHOKOMITOHEHTHBIE MaTepualibl HE MOTYT COueTaTb B ce0€ IIMPOKHUMA CHEKTP
TpeOyeMbIXx  (QuU3MYeCKMX  CBOHCTB. Tak  TOSBWINCH  KOMNO3UMHbIE
(komnozuyuonuwvie) mamepuaivt (KM) — 3To mMaTepuaibl, COCTOSAIINUE U3 JABYX H
0oyiee KOMIIOHEHTOB: MAaTpPHUIIbl (CBS3YIONIET0) M apMHUPYIOIIUX DSJIEMEHTOB
(manonHuTeneit). KoMmo3uTHele MaTepuaabl MOXHO pa3ieiuTth 1o Gdopme
apMUPYIOIUX HamojHuTenel (pucyHok 1.1) Ha TpU OCHOBHBIX THIA: C

apMUPYIOIIMMH YaCTULA, C APMUPYIOIIUMHU BOJIOKHAMH U CIOUCTHIE.

B

-Ccnoi

Pucynok 1.1. CtpoeHue u TUIIbI KOMIO3UTHBIX MaTepuanoB: 1 — marpuna; 2 —

apMHUPYIOLIAsl YaCTHIIA; 3 — apMHUpPYIOIIee BOJOKHO quaMeTpom dp; dc — TosimHa ciios B

CIIONCTOM 0—f3 KOMITO3UTE; Sy — PACCTOSTHHE MKy YacTuiiamu [ 14].

KoMIoOHeHT, HenmpepbhIBHBII BO BCEM 00bEME KOMITO3UIIMOHHOTO Marepuana,
HA3bIBACTCSI MATPHIICH, a KOMITO3UT, MPEPHIBUCTHIN U Pa3beIMHEHHBIN B 00BbEME,
HAa3bIBACTCS apMaTypOr WK apMUPYIOIIUM 3JIEMEHTOM. [IOHITHE «apMUPYIOLIHI
O3HAYaeT «BBEICHHBIA B MaTEPHAJ C IEJIbIO U3MEHEHHSI €r0 CBOMCTBY [14].

CoBpeMEHHbIE KOMIIO3UTHBIE MaTepHallbl MOXHO KJacCu(UUIUpPOBaTh IO
MHOTMM TpHU3HaKaM (pUCYHOK 1.2), HO, TEeM HE MEHEee, BCe KOMITO3UThI 00JIaar0T
obmmmu cBoricTBaMu. OHM HE BCTPEUAIOTCS B MPUPOE B TOM BHUJIE, B KOTOPOM HX
co3zan yenosek. 1Ipu ux co3nanum yenoBeKk ONMMpaeTCcss Ha CBOMCTBA, KOTOPBIE He-

00XOIMMO TOJIyYUTh OT Marepuajga B MAIIMHOCTPOEHHH, mo3Tomy KM
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NpCACTaBIIAIOT coOo HCKYCCTBCHHO CO3/IaHHBIC MATCPUAJIbI C 3apaHCC 3aJaHHbBIMHA

busnueckuMu cBoicTBamu [14].

Knactudessa KoMnNOIMLATHHED MATEDHANDE

|

[

l

Mz Mo o reoMsTEm [ L] ]
NpHpOLE CTRYRTY DS APBMIYRILLIA PECTINDTHEHAD HOMHSaCTEY METOLY
HOATIOHEHTOR HOSNICGHTE KOMNOHEHTOR OBNCHEHTOR KOMMOHEHTOR NOMy4EHMA

METAMMK- | KapEackan NCEOLEEEIE HAOTRCHE M- MCHYCOTEEHHRIE
HECENE L WrpaHy - || W kBaE- I marpiasaa
POBEHHEE HAOTEONHE K
| | maTpiean N ——
PGk i LTeC
L NOAWRS0HEIE L] WEDMHbE
|| cnowcras || BOMOKHWCTEE | L AHMIOTRONHBE
HMAKOKDMCTAN-
| nuRcEne R
KomBurupo- |
——— | BEHHSA
L HepaAMECENE
Heapranu-
L YECKHE
MaTapWa sl

Pucynok 1.2. Kinaccudukaiysi KOMIIO3UTHBIX MaTepuaiios [ 14].

K nanoctpykrypam, cornacuo omnpeaenenuto MIOITAK (International Union of
Pure and Applied Chemistry, [TUPAC), oTHOCAT OOBEKTBHI, pa3Mep KOTOPBIX
HaxoauTcss B uHTEepBajie OoT 1 mo 100 nm B omHoM U Oosiee HU3MEpPEHHUSX.
Hanomartepuanbl,  cocrosiiiue M3  HAHOCTPYKTYD,

niIn COACPIKAIINC

HAHOCTPYKTYpPHBIE  AJIEMEHTHI,  00JaJal0T  YHUKAJIbHBIMH  CBOWCTBAMHU
(MEeXaHUYEeCKMMHU, ONTHYCCKUMH, MArHUTHBIMH, S3JCKTPONPOBOMSIIUMH U p.),
HEXapaKTepHBIMU JJI JaHHBIX MAaTEpUAJIOB B PABHOBECHOM MAaCCHUBHOM
COCTOSTHUH.

Takum oOpazom wuanoxomnozumuvie mamepuarvt (HKM) - xommo3uTHbIC
MaTepHuabl C pa3MepaMu apMHUpYIOuUX 37aeMeHToB 10 100 nm, X0oTs Obl B OJHOM
HaIpaBJICHUH.

HaHokoMmno3uTHbIE MaTephasibl MOSBWINCH B KaueCTBE allbTEPHATHUBBLI paHEE
HU3y4yaeMbIM W

HCIOJIB3YyEMbIM  MUKPOKOMIIOBUTHBIM MW  MOHOJUTHYCCKHM

MarepuajgaM, T[OCKOJIbKY OHHM IIO3BOJMJINA MPEOJNOJETh psifi OTPAHUYECHUM,

CBA3AHHBIX C CHHTC30M M KOHTPOJIEM 3a 3JICMCHTHBIM COCTABOM U CTCXHOMGTpPICfI
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[15]. Psx mccnenoBareneit cuuTaeT MX OJHUM M3 OCHOBHBIX MaTepuajoB 21 Beka ¢
TOYKU 3PEHHUS COYETaHUS YHUKAJIbHBIX CBOMCTB, HEHAOJIOAAEMBIX B OOBIYHBIX
KOMIO3UIIMOHHBIX MaTepuanax [16], mpum TOM, UYTO TmepBble MyOIUKALUU
TIOCBSIIIEHHBIC HAHOKOMIIO3HTaM, TOSIBHIIMCH JIMITE B Hadaje 1992 romxa [17].

Ha cerogusimauii njenb HKM - 3T0 1OBOJIBHO HMIMPOKHNA KJIacC MaTe€pUalioB,
UMCIOIWIA ~ pa3uYHble  NPUMEHEHUS  TNPAKTHYECKH BO  BceX  cdepax
KU3HENEATEIIbHOCTA YEJIOBEKA, HAyMHAasg OT MPOMBINUIEHHOCTH, 3aKaHYHMBas
MeauiuHoi. [loaToMy nanee akueHT OyAeT CAeNaH TOJIbKO Ha TOHKOILICHOYHbIE
HAHOKOMIIO3UTHI: MX KjacCU(UKalMIO, OOJaCTU TMPUMEHEHUS U  METOHbI
W3TOTOBJICHUS.

[lo ompeneneHn0 TOHKHE IUJIEHKHA - 3TO TOHKHE CJIOM MaTepuaia, TOJIIUHA
KOTOPBIX HAaXOJUTCS B JHMala3oHe OT MOHOATOMHOTO CJIOS /10 HECKOJIbKHX
MUKpOMETpoB. TakuM 00pa3oM moOHKONIEHOUHble HAHOKOMno3umsl (WA
HAHOKOMNO3umHbvle moukue nienku) - 3to ciioii HKM TosmmuHa KOTOporo MHOTO
MEHBIIIE OCTAJbHBIX T€OMETPUYECKUX MapaMeTpoB. B OOJBIIMHCTBE Cily4yacB
MMEHHO TOJIIIMHA OKa3bIBAE€T HEMOCPEACTBEHHOE BIIMSHUE HAa 3HAYUMBbIC
MaKpOCKONMYECKUE CBOMCTBa TOHKOIUIEHOUHbIX HaHokomno3uToB (THK). Tlo
dbusnueckum croiictBam Matpuisl THK paznenstorcs Ha:

1. THK na ocHOBE METAIITUYECKUX (ITPOBOISIINX ) MATPHII;
2. THK Ha ocHOBe OpraHM4YeCcKUX MaTpPHII;
3. THK Ha ocHOBE OKCUIHBIX (IMAIEKTPUUECKUX) MATPHIL.

[To dbopMe BKITIOUCHHMIT HAHOKOMITO3UTHBIE TOHKUE TUICHKHU 10 aHajoruu ¢ KM
MOYHO Pa3JEeIUTh Ha:

1. HanorpanynupoBaHHbIE TOHKHE IUJICHKH, BKJIIOYEHHS B KOTOPBIX
MIPECTABIIAIOT COOOM rpaHyJibl, HAHOMETPOBBIX MAaCIITA00B;

2. THK ¢ HuTeBUIHBIMU BKIIOYECHUSIMU;

3. Cnoucteie THK.

K cioucteim THK MOXHO OTHECTH CTPYKTYpBI CO CBEPXPELIETKAMU, HAIIPUMED
InGaAs/GaAsSb [18], CoSi/MnSi [19], Fe/PbTiO3/Fe [20] u np. Takwme

CTPYKTYpPbl AKTMBHO HCCIECAYIOTCS JJIsi CO3JaHUsI HAa HMX OCHOBE YCTpPOWCTB
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MukpodekTponuku [18], crmaTpoHnKH [20], MarHUTHBIX ceHcopoB [21] w mp.
THK ¢ HUTEBHIHBIMH BKIIOYCHHUSIMH OOBIYHO TPEICTABISIIOT COO0M HAHOTPYOKH
(Jame BCEro YIVIEPOJHBIC)WIM HAHOBOJIOKHA B oOpraHuveckoi [22] nmbo B
okcupHoit [23] wmarpure. IloTeHnuanbHBIE O00JIACTH TNPUMEHEHHS TaKHX
MaTepUajOB JOCTATOYHO INHPOKH: Kataiau3 [24], ompecHenue Boasl [25],
aJIeKTpoHHMKa [26], cercopuka [27] u nip.

[TockonmbKy TEeMaTHKa JOUCCEPTAlMM KacaeTCs HAHOKOMITO3UTHBIX TUICHOK,
BKIIIOUEHUSI B KOTOPBIX TIPEJACTABISAIOT COOOW MAarHUTHBIC TPaHYNbl, TO
JanbHeMmuii  0030p OyAeT MOCBSIIEH MPEUMYLIECTBEHHO  MarHUTHBIM
HAHOTPAHYJIUPOBaHHBIM TOHKMM TUieHKaM (HTII), a Taxke oOmactsaM wux

INPUMCHCHUA U METOdaM M3TOTOBJICHUS.

1.2. HaHorpaHy/JIMpOBaHHbIE TOHKHE IJICHKH

Kak ynomuHanoce Bblllle Haunozpauyiuposaunvie monkue niaenku (HTII) -
TOHKOIUICHOYHBIE HAHOKOM3HUTHBIE MATEpHANIbl, B KOTOPBIX apMHUPYIOLIUN
MaTepuan TMpeACTaBIsieT COO0OM TpaHylbl, pa3MepaMd OT EIUHUIl JO0 COTEH
HaHOMeTpoB. Ilo ¢usnueckum cBoiictBam Matpuisl HTII mMoxHO Ha Tpum
OCHOBHBIX T'PYTIIIbI:

1. HTII Ha ocHOBe OpraHuyecKux (OJMMEPHBIX) MaTpPHILI;
2. HTII Ha ocHoBe MeTaiTnYecKux (MPOBOISIINX ) MATPHII,
3. HTII Ha ocHOBE OKCUAHBIX (IUAICKTPUUECKUX ) MATPHII.

Ha cerogHamHui JO€Hb TMOJYYEH W MCCIEIOBAaH IMIMPOKUWA  CIEKTpP
HAHOTPAHYJMPOBAHHBIX IJIEHOK pa3nuyHoro cocraBa. (OcoOblii  WHTEpeEC
MPEJCTABISAIOT IUICHKH C HaHOorpaHyjamu (eppomarHuTHeix MmetaiioB (Fe, Co,
Ni), 160 ¢ HaHOrpaHyJIaMH, B COCTaB KOTOPBIX BXOIAT (eppOMarHUTHBIC
metauibl (CoPd, FePt, CoFe u mp.), MOCKOJIBKY TakHe IUICHKH O0JIagaroT PsaoM
YHUKAJIbHBIX MarHUTHBIX CBOMCTB, TaKUX KaK TUTaHTCKOE
MarHUTOCOMPOTUBIIEHHUE, TUTaHTCKUM abdext Xomna, TYHHEIIHOE
marauToconporusienue [28, 29]. Ho ocHOBHO# akiieHT B 0030pe Bce ke Oyaer

caenad Ha HTII Ha ocHOBE OKCHIHBIX (IUANIEKTPUUECKUX) MATPULL.
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1.2.1. HanorpaHny,JJMpoBaHHble TOHKHE IUVIEHKM HA OCHOBE OPraHMYecKHX
MAaTpPHIL

[TonumepHbIE HAHOKOMITO3UTHI SIBJIAFOTCSI NMPHUBJIEKATEIBbHBIMU MaTepHaTaMU
JUISE MHOTHX 00JlacTell HayKu W TEXHUKH, 01aroapsi UX BHITOJHBIM MEXaHUYECKUM
(31aCTUYHOCTD, TUOKOCTh M T. [I.), ONTUYECKUM (MHOTHE MOJIMMEPBI IIPO3PavHbI B
BUJMMOM JMalla3oHE) CBOMCTBaM, a Takke OMOJIOTHYEeCKONH COBMECTHMOCTH U
npoctoTe o0paboTku. Pa3iandHble KOMIIOHEHTHI 3JIEKTPOHHBIX YCTPOMCTB, TaKHX
kak jquonsl [30], opraHMyeckue CBETOM3NIydaroliue Iuoasl [31], TpaH3UCTOPHI
[32], wanompoBosoku [33], a Takke (QoTOonpUEeMHUKH, (OTOIIEMEHTH M
COJIHEUHbIE 3JIeMEHTHl [34] MOryT OBbITh M3TOTOBJIEHBI C HMCIOJIB30BAHHEM 3THUX
MarepuasioB. Kpome Toro, omyOnaukoBaH psig paOOT 1O MarHUTHBIM,
MarHUTOPE3UCTUBHBIM CBOMCTBAM IMOJMMEPHBIX HAHOKOMIO3UTOB [35, 36] u ans
CO3/1aHUsl YCTPOWCTB CIMHTPOHUKHU. B 3THX wHccrenoBaHusX OCOOBIA HHTEpEC
OPEJICTaBISIIOT ~ CTPYKTYpbl ~ CIMHOBBIX  kimamaHoB  [37].  YcTpoiicTBa,
VCITOJIb3YIOIIIHE s ekt TMTAaHTCKOTO (min TYHHEJIBHOT'O)
MarHUTOCOIPOTUBIICHUS, OOBIYHO IMPEACTABISAIOT COO0M TPEXCIONHbBIE CHUCTEMBI.
HeMarHuTHbIM CiOM  3aXaT MeEXAY MarHMUTOTBEPAbIMHU M MAarHUTOMSTKUMU
ciosiMmu. Ha ocHOBe TakuxX CTPYKTYyp MOTYT OBITh CO3JaHbl MarHUTOPE3UCTHUBHBIE
SYEUKH MaMSTH, a TAK)K€ CKAHUPYIOIINE MArHUTHBIE TOJIOBKH JJI )KECTKUX JUCKOB
BBICOKOM IUIOTHOCTH. Cneayer OTMETHUTh, YTO MOJHUMEpPHBIE MaTepHasibl 4acTo
UCIIOJIB3YIOTCSL KaK HEMarHUTHBIA TPOMEXKYTOuHbIM cmoit  [35]. Omnako
WCIIOJIb30BAaHUE €IMHOTO0 HAHOKOMIIO3UTHOTO Marepuaja €O BCTPOECHHBIMHU
MAarHUTHbIMHM YaCTULAMH B MPUJIOKEHUSIX C ABOMHBIM KJIAIAHOM IPEACTABISAETCS
TE€XHOJIOTUYECKH MepCreKTUBHBIM. ClielyeT OTMETUTh, YTO HAaHOTpaHYyJIUPOBaHbIE
TOHKOIUUIEHOYHBbIE MaTepuaibl C KOHIIEHTpalMeW HAMOJIHUTENS BOJIM3M MoOpora
NEPKOJISIUU OYEHb OOHAIEKUBAIOT I SJCKTPOHUKU U CEHCOPHBIX MPUMEHEHUI
U3-3a X KpalHEeH 4yBCTBUTEIIBHOCTH K BHEIIHUM Bo3eicTBHsIM [38].

OnHO# U3 MocaeIHUX PaboT B JaHHOM 0071aCTH MOXHO OTMETHTH CTaThio [39], B
KOTOPOW TIOJNyueHbl HAaHOTPaHYJIMpOBaHHbIe TUIeHKH Ni-TIoNK-Tapa-KCumieH

METOJIOM HU3KOTEMIIEPATYPHOTr0 Mapo(da3HOro Co-0CaXACHUA U MOJIUMEPU3ALINH.
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[Iponecc cocromt w3 aByx odTamoB. llepBas cramus TpeACTaBISIET COOOM
COBMECTHYIO KOHJIeHcalnio nmapa Ni 1 MOHOMEpa Napa-KCUJIWJICHA Ha MOJI0OKKE,
oxnaxaeHHod a0 -196 °C. Bo BpeMs ocaxneHHs B Kamepe IMOIACPKUBAIICS
Bakyym 10° Torr. Ha Bropoii cTagmm mpouecca Npu MEIICHHOM HArpeBe CO-
KOHJICHCaTa J0 KOMHATHOM TeMIEPAaTypbl MPOUCXOAUT MOJMMEpU3anus Mapa-
KCWIWJICHA B MOJU-TIapa-KCUIWJICH U arperaius HUKEJIEBbIX KJIaCTepOB U aTOMOB B
HaHOYaCTHULIBI.

PesynbraTel [IOM wuccnenoBaHuii TOJYYEHHBIX IUIEHOK MPEICTABIEHBI Ha
pucynke 1.3. Ilpu oObeMHON KOHIIEHTpaluud HUKENs 5% TpaHyldbl HAXOIATCS
HIDKE TOpora NEpPKOJSLUNUHA, CPEIHUNA pa3Mep rpaHyJsl COCTABIAET MOpsAAKa 5 nm,
npu oO0beMHOHN KoHieHTparuu Hukens 30% (pucynok 1.3, 6) pasmep rpaHymn

nopsika 10 nm, ToamuHa mpocioek 1-2 nm.

Pucynok 1.3. [I9M un3obpaxenne TOHKUX rieHOK Ni-momu-napa-KCHinieH ¢ 00beMHOi
konnentpanueit Ni 5% (a) u 30% (6) [39].

[pyrum He MeHee BaXKHBIM U HHTEPECHBIM HampasieHneM ucnonb3oBanus HTII
HAa OCHOBE IMOJMMEPHBIX MATpHUIl - NPUMEHEHHE HX B OHO- W METUIIMHCKHUX
MIPUJIOKEHUSAX. B OCHOBHOM B Ka4€CTBE HAHOTPAHYJI HCIOJIb3YIOTCSI HAHOYACTHILIBI
cepeOpa, NpPUMEHEHHE TAaKUX MaTepUuajoB - AHTUOAKTEPUILIMIHBIE TOKPBITHUS.
Takue MaTeprabl IMEIOT TAK)KE BBICOKYIO OMOocoBMecTUMOCTh [40].

O6mme moaxoapl K BHEAPEHHIO HaHOYacTUl AJ B MOJMMEPHYIO BKIIIOYAIOT
JM00 CMENIMBAaHUE TPEABAPUTEIBHO CPOPMUPOBAHHBIX HAHOYACTHUI[ C IIETSIMU
HOJMMEPHOU MaTpHIlbl (EX Situ), 6o GopMUpOBaHUE U POCT HAHOYACTHUI] BHYTPH

matpuibl (in situ) [41, 42]. [Tocneauuii crnocod BKIIIOYAET BOCCTAHOBIICHUE COJICH
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Ag mubo oObuHBIME BoccTaHoBUTENsIMUA [43], MO0 caMuM TIOJUMEPOM B
KOHKPETHBIX YCJOBUSIX peakuuu [42, 44]. 3axBaT HaHoudacTull AJ MOJIUMEPHOU
matpurerd (in Situ mam ex Situ) CHiIbHO BIMSET Ha pa3Mep M JUCIEPCHOCTH
Ha"ovactul] [45]. Crparerus ex SitU MHAYIUpPYET ariioMEpamuio 3aTpPaBOYHBIX
HaHoyacTHIl AgQ mepea uX mepeHocoM Ha Marpuiny [41, 45]. Bo Bpems in situ
dbopmupoBanus HTII npu wucnonb30BaHUM BOCCTAHABIMBAIOIIUMETO AarcHTA,
nojauMep MokeT 3G (EKTHBHO 3allMINATh HAHOYACTHIIBI OT arperanuu [43].

Taxoke crouT oTMeTUTh Kcnoiab3oBanue HTII Ha ocHOBe MOJIMMEPHBIX MATPHIL B
Ka4yeCTBE ra30BbIX ceHCOpoB [46, 47], doTokaramuzaropos [48] u np.

[TockonbKy TEHACHIMS COBPEMEHHOTO pPAa3BUTUS TEXHHUKU HUAET B CTOPOHY
3amenieHns MetauioB nonumepamu, To HTII Ha ocHOBE mOJMMEPHBIX MaTpUIl

ABJIACTCA BECbMa IICPCIICKTUBHBIM HAIIPABJICHUCM JJIsA I/ICCJ'ICI[OBaTeJIef//I.

1.2.2. HaHorpaHy/JTUpOBaHHbI€ TOHKHE MJEHKH HA OCHOBE METAJJIMYECKHX
MAaTpPHIL

Tupoxuit uaTepec kK HTII Ha 0CHOBE METAIUIMUECKUX MATPULl BOZHUK B KOHIIE
80-x rTomoB XX Beka, Tmocie OTKpeITUA  d¢(deKra  THTraHTCKOTO
marautocomnpotusieHus (IMC) A. ®eprom u II. I'prondeprom B 1988 romy Ha
ceepxpemetkax (001)Fe/(001)Cr. Xotst mmeroTcss u Oosiee paHHHE pPadOTHI IO
HCCJICIOBAHUIO TPAHYJIMPOBAHHBIX IJICHOK HA OCHOBE METAUTMYECKUX MATPHIL.
Hanpumep C. L. Chien u ap. [49] nokazamu, uto B Fe,Cui (rae x mpuHHMAET
3HaueHud ot 0 1o 1, ¢ marom 0,05) TOHKMX MIIEHKaX 00pa3yroTCcsl METacTaOMIbHbIE
TBEPJbIE PACTBOPHI IO BCEMY JMAIa30HY KOHIIEHTPAIMW, YTO HEXapakTEePHO IS
JTAHHOW CHCTEMBI B MacCUBHOM cocTostHuu. [Ipu 3Tom B quamnazone 0,6 < X < 0,75,
obpaszyercs asyxdasnas mienka ['TIK-OLK, npu x < 0,6, miuenku umerot ['TIK
cTpykKTypy, Tipu X > 0,75 OLIK ctpykTypy. MeTtacTabuiibHbIE TBEpABIC PACTBOPHI
Fe-Cu pacnananuce npu Harpese, Boime Temieparypsl 500 K. J. R. Childress u ap.
[50] mokasamu, 4Tro OTXNHr MeTacTaOMIbHBIX pacTBOpoB Fe,Cuix MPHUBOAMT K
yBEIMYECHHUIO KOodpuuTuBHOU cuibl A0 500 Oe (Torma kKak KOIPUUTHUBHAS CHIIA

TEXHUYECKH YUCTOTO >KeJie3a COCTABJISIET HECKOJIbKO 3pCTEN), MPU TeMIlepaType
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omxura 350 °C, a rtaxxke pacmaay pactBopa u (opmupoBanuto OLIK rpanyn
Kene3a pasmepoM mopsaka 15-20 nm. JlaapHEWMIUNA OTKUT MOPUBOJIUAT K
YKPYITHEHUIO TpaHya 10 60 nm, UX OTHAICHUIO APYT OT Apyra U yMEHBIICHHUIO
KOAPLUUTUBHON CHIIBL. Y CTaHOBJIEHO, YTO MAaKCHUMAJIBbHYIO KOAPLUUTHUBHYIO CHILY
UMEIOT TUIEHKU cOCTaBOM Fess5CUss, nanmpHelee yBeIMYeHHE COJIEp KaHus Kee3a
TaK)K€ NPUBOJUT B €€ yMeHbUIEHWI0. J[aHHbIE pabOThl CTaJIM OCHOBOW IS
Oynymux wuccieaoBanuii 3pdekra 'MC B mogoOHBIX CTPYKTypax M IOMCKA
Matepuana ¢ HaubonpmuM 3ddexroM. [TaBHBIMM KaHAMAATaMH  CTalld
HAHOTPaHy/IHWpOBaHHbIE TUIeHKH coctaBoB Co0-Cu, Fe-Ag, Co-Ag u Fe-Cr,
CoZiep Kall[ie MarHUTHBIC HAHOTPAHYJIbI B TapaMarHuTHOW MaTpuiie [51].

Tak B 1992 romy John Q. Xiao u ap. oOHaApyXMJIM OOJIBIIOE OTPULIATEIIHBHOE
MarHMTOCOIIPOTUBIIEHHE B TpaHynupoBaHHbIX MmieHKax Co-Cu mopsaka 18% B
nossix 50 kOe u Temneparype usmepenus 5 K. Takum o0pa3om, aBTOphI MMOKa3aly,
yTo 3¢ dext [MC He orpaHUYMBAETCS MHOTOCIONHBIM IJIEHKAMU, U MOXKET OBITh
NOJY4YeH B TIpaHyJIMpoBaHHBIX cpemax [52]. bBompmoir sdpdexkr I'MC B
IPaHYJIMPOBAHHBIX IUJIEHKaX BO3HHMKAET W3 CIHMH-3aBUCHMOIO paccesHus Ha
rpanune pazaena [53]. Ilo cpaBHEHHWIO C MHOTOCIOWHBIMH CHCTEMaMHU
IPaHyJIMPOBAHHbIC TUICHKU MOJMYYUIN OOJbIlIee BHUMAHHUE y HCCIEN0BaTENCH U3-
3a MPOCTOTHl METOJIOB MPHUTOTOBJICHHS M T€OMETPUYECKOW H30TPOIMHOCTH, UYTO
ObUIO OYeHb BaXHO I MpakTHueckoro npumeHenusa. [locnenyromue
UCCIIEIOBaHMsI OBLIM COCPEJOTOYEHbl Ha W3YYEHHUH MAarHUTORJIEKTPUYECKUX
sa¢pdekroB B Co-Cu [54], Co-Ag [55], Fe-Ag [56] u mp., TOCKOIBKY KOMITOHEHTBI
He 00pa3yloT CTAaOMIBHBIX TBEPJIBIX PACTBOPOB, B oTiinuue ot Fe-Cr, motomy 4To
cBOOO/IHAs TIOBEPXHOCTHAsl DHEPrHs MaTepuaia TpaHyl OoJbine CBOOOTHOMN
MOBEPXHOCTHOM MaTepuana matpuilbl. PaccMarpuBas cucremy Co-Cu, cBoOoHas
nosepxHoctHass sHeprus Co (2.71 J/m?) B monTopa pa3a HPEBBILAET JTy KE
suepruro it Cu (1.93 J/m?), 4To cnocoOCTBYeT cerperanyuu KooanbTa B MEIHOM
matputie. Temnora oOpa3oBanust coeauHenuss u3 Co u  Cu  sBusercs
NOJOXHUTEIbHON BenuunHon (+13 kJ/g-atom), 4To HpensaTCTBYeT BOZHUKHOBEHHUIO

NPOYHBIX XUMHUYECKUX CBSI3€H MEXIy ITHMH dJieMeHTaMu [57]. OmgHako mpu ux
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OJTHOBPEMEHHOM  OCaXJEHMM  BAaKyyMHbBIMH  METOJaMH B  IHpoOLECcCce
nepeMeNIMBaHusl aJaToOMOB 0Opa3yloTcs MeTacTaOMIIbHBIE TBEPAbIE PACTBOPHI,
MOCKOJIBKY HecooTBeTcTBHe mapameTpoB pemetku s [IHHK Co u T'IK Cu
cocraBisier Bcero 2%. B oTauune OT MacCUMBHBIX OO0pa3soOB B IUICHOYHOM
cocrossiud Co B mNOpUCYTCTBUU Meau (OPMHUPYETCS HMMEHHO C Tako
KpUCTAILTMYECKOH perieTkoi [58, 59].

[Ipu HarpeBe MeTacTaOMIIbHBIE TBEPbIE PACTBOPHI PACIIA/IAIOTCS C BBIICICHUEM
KOOAIbTOBBIX TIpaHyi, aHamormyHo rieHkam Fe-Cu [50]. Ecmu Harpes
KPAaTKOBPEMEHHBIH M HE CJIMIIKOM WHTEHCUBHBIMA, HampuMep, B IIpoLecce
OCaXJECHUSA, TO KOOAIbT BBIACIAETCS B YJIbTPAAUCIEPCHOM (KJIACTEPHOM)
cocrossHud. Ecam mociie ocaXkaeHHs MPOBOAAT €IIe JOMOJHUTENbHBIA OTKUT
IJICHOK (JIBYXCTaJIuiiHas TEXHOJIOTHSA), TO TMPU ATOM B pe3ysbTaTe IMpolecca
NEPEeKOHIEH AU YacTh KOOAJIbTOBBIX IPaHysl YBEIMUUBAETCSA B pa3Mepe 3a CUET
Oonee Menkux coceneil. KoHeuHbI pasmep TrpaHyl 3aBUCUT OT oOen
KOHIIEHTpAalluu KoOaibTa B IUICHKE, TEMIEpaTypbl M JUIMTEIBHOCTU OTIKHIa.
BbeiOpanHblli  cocTaB IJIEHOK ©  METoA UX (OPMHUPOBAHUSA  OMNPEAEIIAIOT
pa3MEpHOCTh CHUCTEMBI M, COOTBETCTBEHHO, €€ MarHuUTHbIE CBOlcTBa. B pabote
[60] aBTOphl  moOKa3zamu, uTO ’rpaHyiupoBaHHbie  ciutaBel”  Co-Cu,
c(OpMHUPOBAHHBIE MO OJHOCTATUHHON TEXHOJIOTHH, ITPU KOHIIEHTPALUHU KOOaIbTa
6onee 40 at.% sBHsArOTCS (HEPPOMATHUTHBIMH, TIPU KOHIEHTpanuu KobanbTra 30
at.% OHHU MPOSBIISIIOT TapaMarHUTHBIE CBOMCTBA B nrana3zoHe temnepatyp ot 200K
M BBIIE, a TMpU KOHIEHTpauuu KobOambra wMeHee 10 at.% daBmsroTcs
napaMarHUTHBIMU MPU BCEX TemrmepaTypax. MarHUTOpe3UCTUBHbBIE HCCIIEI0BaHUS
mieHok Co-Cu, mnokaspiBaloT, uYto MakcuMyM AR/R  HaOmogaercs mnpu
coaepkanuu Co ~ 25 % [61]. PexxuMbl OTKHMra Takyke BIUSAIOT Ha MarHUTHBIC U
MarHUTOPE3UCTUBHBIE XapaKTepUCTHKU IeHOK CO-Cu, Hammydmuid pesynbrar
AR/R(toTk) mocturaercs npu temmnepatype omxura 400 °C [62].

MaxkcumanbHble 3HaueHus Ha 3aBUCHUMOCTAX AR/R(toTk) oTpaxaioT cocTossHUS
C ONTUMAJIBLHOW MHUKPOCTPYKTYypoi. OqHNM u3 Hanlosiee BaXXHBIX MapaMEeTpOB B

9TOM OTHOIICHHUHN SABJISACTCA INNIOTHOCTHL TI'paHyII. Ha naganbHBIX CcTaguAaXx OTXKUIa
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yBenuyenne I'MC B mepByro ouepeab CBSI3aHO C €€ POCTOM 3a CYeT pacmajaa
METacTa0MIBLHOTO TBEPJOTO pacTBopa. [Ipu BricOKOTEMIIEpaTYpHO TEPMUUYECKOM
00paboTKe TJaBHYIO pPOJb B CTPYKTYPHBIX NPEBpAIICHUSX HAYUHACT HUIPaTh
Koaryysinus rpanyi. Hekotopoe Bo3pacranune AR/R, mo-BuauMomMy, IpOUCXOAUT
BCJICZICTBUE YBEJIIMYEHHUS CPEAHEr0o pa3Mepa cyleprnapaMarHUTHBIX TpaHysl, Tak
Kak oHu Ooznee »dpdexTBHO HamMarHuumBarTca. OpHakKo B pe3yJbTare
HAOJIIOJJaeTCsl POCT CPEIHEr0 PACCTOSHUSA MEXAY TpaHylaMM, 4TO NPUBOJAUT K
YMEHBILICHUIO BEPOSITHOCTU IPOXOXKACHUS DSJIEKTPOHOB IMPOBOJAMMOCTH HE
UCTIBITHIBAIOIINX TETNIOBOTO PACCESHUS MKy MAarHUTHBIMU YaCTUIIAMHU.

st menok Co-Ag Hanuuue MakcuMmyMa Ha 3aBUcUMOCTSIX AR/R(toTx), kak u
Ha 3aBUCHUMOCTSAX OT KOHIIEHTpAlMu KoOayibTa, OOYCIOBIEHO aHAJIOTUYHBIMU
CTPYKTYpHBIMH OCOOCHHOCTSIMHU, NMPUBEIACHHBIMUA Ha pHUCYHKE 1.4, Te moka3aHbl
tunuunbie [19M u3obpakenne ToHkoi 1uienku Co-Ag [63] ¢ o0beMHOI mosei
kobanbpTa 9,6 % mocne ocaxaeHus U oTxura mnpu temmneparype 300 °C B Teuenue

gaca.

Pucynok 1.4. [19M uzo6paxenuss HTII Co-Ag B HCXOIHOM COCTOSIHUY (@) U TIOCTIe OTKHUTa

mpu 300 °C B Teuenue yaca (0) [63].

B cBexeocaxxaeHHOM oOpasiie (pucyHok 1.4, a) 4acTUIIBI HE MOTYT OBITh YETKO
BUJIHBI W3-32 O0Opa3OBaHMS OYECHb MEJIKUX KIACTEPOB W METAaCTaOMIIBLHOTO
TBepaoro pactBopa. Oxgnako nocie omkura npu 300 °C na [IOM uzobOpakeHUsIX
OTYETJIMBO BHUJHBI Topa3fo Oojiee KpynHbIe yacTuilbl (pucyHok 1.4, 0), d4TO
yKa3biBaeT Ha TO, 4To Co u Ag xoporto pasneieHbl. KoOamsToBbIe HAHOTPAHYIIBI

uMeIoT cdeprueckyro (GopMmy C pachpeneneHHeM Mo pasmepy oT 2 mo 6 nm.
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JlaHHBIE MHKPOCKONHMYECKHE OCOOCHHOCTH OYE€Hbh AHAJIOTHYHBI OOJiee paHUM
pe3ylbraTtaM ucciieoBanuii [64].

C TOYKM 3peHHs] METOAOB H3TOTOBJICHUS, MOJIYYECHUE JIaHHBIX MATEPUATIOB
JIOBOJIbHO MpocTO. OJIMH M3 CIOCOOOB - 3TO JABYXCTaAWiIHAs TEXHOJIOTHS, IO
KoTopoii moyuanu mienku Fe-Cu, Co-Cu, Co-Ag, uccienoBannbie B paborax [53-
64]. [lepBas cTaaus - OTHOBPEMEHHOE PACIbIICHUE IBYX KOMIIOHEHTOB, HAIIpUMEP
Kejne3a U MeAM, MarHeTPOHHBIX PACHbUICHUEM Ha MOJIOXKKY, OXJIAXKIACHHYIO 110
TEMIIepaTyphbl JKUJKOTO a30Ta, peke NpH KOMHATHOM Temreparype. Takum
oOpa3oM TOJlydaeTcss MeTAacTaOWJIbHBIM TBEpAbll pacTtBop. BTopas cragus
MpoIecca - TEPMUUYECKUN OTKHUI TMPU PA3NIMYHBIX TEMIIEpaTypax, B Pe3yibTaTe
KOTOPOTrO MPOUCXOJUT pacrhaj MeTacTabMJIbHOIO pacTBopa C 00pa3oBaHUEM
M30JIMPOBAHHBIX TPaHyNl XKeje3a, Ju00 KoOalbTa B MEIHOW, WM CepeOpsHOU
Mmatpuiie. [Ipu 3TomM pasmep rpaHyi, clieIoBaTeIbHO M CBOMCTBA IUICHOK OyAyT
3aBUCETh OT TEMIIEPATYPhI OTXKUTA.

Ecnu sxe KOMIOHEHTBI 00pa3yIoT CTaOUIIBbHBIN TBEPIbIN PacTBOP, HATPUMED KaK
Fe-Cr, TO wuCHoib30BaHME  OMNHUCAHHOTO  BBIIE  CHOCO0A  TMOJy4YEHUs
HAHOTPAHYJMPOBAHHBIX TUICHOK, JJISI TaKUX CHUCTEM HE MOAXOoauT. B gaHHOM
cllyyae TPUMEHSIOT apyrue crocoosl usrorosnenust HTII. Tak, nanmpumep, Xiong-
Zhi Wang u gap. [51] moaywasm HTII Fe-Cr wMeTomoMmM ocaxacHHS W
CaMOOpPTaHM3aIlMU JKEJIE3HBIX YACTHIl, MOKPBITHIX 000J0ukoil xpoma. [Ipu sTom
HAaHOTPaHyJIbl JKejie3a IMOJydalld METOAOM KOHAEHCAllUM W3 Ta30BOM cpeabl B
aproHOBOM IJIa3Me, 3aTEM YaCTUILIBI TOTOKOM aproHa MPOCEUBAIUCH Yyepe3 UibTp,
MOKPBIBAIMUCH O0OJIOUKOM XpOMa, PaCHbLIIEMOr0 MarHETPOHHBIM CIOCOOOM U
coOMpanuch Ha BpalIAIOUIYIOCS TMOMIOXKKY B TPaHYJIMPOBAHHYIO IUIEHKY. K
criocobam MOJydeHHs] rpaHyJIUpoBaHHBIX Fe-Cr miaeHOK MOXHO OTHECTH TaKKe
WOHHYIO MMIUIAHTAIUIO JKeJie3a B XPOMOBYIO TOJJIOKKY, Kak ObUIO CHENaHo B
pabote [65].

[Tomumo ¢pusmueckux croco6oB u3roropiieans HTII Ha ocHOBe MeTaITMUECKUX
MaTpHIl, MUPOKO MPUMEHSIIOTCS U XUMUYECKHe MeToAbl. Tak B pabortax B. M.

denocroka [9, 66, 67] rpanymupoBanHbie IieHkH CO-CU mojydyanw METOIO0M
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anleKTpoocaxaenus. Mcnomp3oBancs chaeayromuii coctaB anekrpoiautra B g/l
CuSO45H,0 - 30, CoCly6H,0O - 3,3, H3BOs - 6,6, MgSO,7H,O - 23,3,
CoSO47H,O - 10-30 [66]. CocrtaB wuCCIEAOBaHHBIX OOpPa3IOB 3aJ1aBajiCs
n3MeHeHneM kouteHTparuu CoSO, 7H,0 B anextponmte. OcaxaeHue BEI0Ch MPU
KucioTHocTU AekTponauta pH=6,0, Temneparype 20 °C u KaTogHOH MIOTHOCTU
Toka ix= 5 mA/cm?. IIpu stom >¢ppext ITMC nocturan 5 % mnpu 5 K u nomsax 12
k3. IlpeumyiecTBO JaHHOTO METOAAa - OSTO BO3MOXHOCTh HM3TOTOBJICHUS
HAHOTPAHYJIMPOBAHHBIX IJICHOK W3 IOJHOCTHIO PAacTBOPUMBIX KOMITIOHEHTOB. B
pabote [68] meromom snekTpoocaxacHus Obutn m3rotoBiienbl HTIT Co-Re,
KOMIIOHEHTBI KOTOPBIX MOJIHOCTHIO B3aUMHO PacTBOPHUMEI. J[J1s1 TOTydeHus TUICHOK

UCIIOJIB30BAIM  JJICKTPOIHT cienyromero coctaa B g/l CuSO,7H,O - 30,

CoCl,6H,0 - 3,3, MgSO,7H,0 - 23,3, NazCsHs07-5H,0 - 150, NaReO, - 0-10.

Pucynok 1.5. [I9M n3o0pakeHus: BBICOKOTO pa3pelieHus (a) 1 KapTUHAa MUKPOAU(PPAKIINH

(6) rurerku CospReso, MoydeHHON METOI0M dJIeKTpoocakaeHust [68].

[19M wuccnenoBanus mieHkn CosoResp (pucyHok 1.5) HarmsgHO MOATBEPKAALOT,
YTO TUIEHKAa HMEET TpaHyJUpOBaHHYIO CTPYKTypy. Da3oBbIil cocTaB IJIEHKH,
OTPEICIICHHBIN U3 TU(PPAKIIMOHHONW KapTUHBI (pUcCyHOK 1.5, 0), yka3pIBaeT Ha
cymectBoBanue AByx ['TIY pemieTok, mpuHaIIexaumx KoOAIbTy W PEHUIO, YTO

MOKa3bIBacT OTCYTCTBUE (hOpMUPOBaHHUs TBepaoro pacrsopa Co-Re [68].
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1.2.3. HaHorpaHyJJHpOBaHHbIe TOHKHE IUIEHKH HA OCHOBE OKCHIHBIX
MaTpull

[lepBoHayabHO TPaHYJIUPOBAHHBIE MAaTEPHAIIBI, COACPXKAIINE METATLTUYCCKUE
IpaHyJibl B OKCHIHOW MAaTpHIle, TAaKXEC H3BECTHBIC KaK METAJUIOKEPAMHUKH,
UCTIONB30BAJINCh B KAaueCTBE DJIEKTPUUECKHUX PE3UCTOPOB M3-32 WX BBICOKHUX
yIEIBHBIX COMPOTHUBIICHUI M HU3KHX TEMIIEPATYPHBIX KOA()(PHUIIMEHTOB yICIHHOTO
conpotuBiieHUs. [lepBbie pe3ynbTaThl B 00NACTH TOIYYCHHS] W HMCCIEIOBaHUS
HAHOTPAHYJIMPOBAHHBIX TOHKHX IJICHOK B OKCHUIHOW MaTpHIle OBUIH CHIETIaHbl eIIe
B 60-x rogax XX Beka. Hanmpumep, B. Abeles u np. [69] momyunnu HTIT Al-Al,Os
METOJIOM TEPMUYECKOTO HCIApeHHUs aJlOMUHUS B atMmochepe KUCIopoja, Npu
nasienny nopsaka 10 TOIT, ¢ HeNblo MOBBILEHUS TEMIIEPATyPhl KPUTHUECKOTO
nepexo/ia MPOBOJHUK-CBEPXMIPOBOAHUK. [Ipu 3TOM pasmep rpaHyd COCTaBIIsUI
nopsaka 40 A. B nocneacTsuu, ¢ NOSABIEHHEM M Pa3BUTHEM TE€XHOJIOTHMU MOHHOTO
¥ MarHeTPOHHOT'O PACHBLICHHS TOHKUX IUICHOK, OBLIH TMOJYYSHBI U UCCIICOBAHBI
IUICHKH DPA3JIMYHBIX COCTaBOB. IlepBas 0030pHass paboTa MO H3TOTOBICHUIO U
uccnenoBannio HTII, nanucannas B. Abeles u np. [70] natupyercs 1975 romom, B
KOTOPO# TPaHYIMPOBAHHBIE METAJUTMYECKHe IUIeHKH (Tommmuoi 50-200000 A)
ObUTH TIOJYYEHBI ¢ co-pachbuieHneM MetamuioB (Ni, Pt, Au) u uzonstopos (SiO,,
Al;0O3), Tie o0beMHast 1011 MeTasuia X u3MeHsuiach ot X =1 1o X = 0,05. ApTopamu
npeyIokKeHa KiIacCu(UKAIUS TICHOK 10 00bEMHOM J10JIe METAIUITMYECKHUX TPaHyI
X, KOTopas ompenenser (QU3NYecKue CBoWcTBa TUICHOK. CyIIECTBYIOT TpH
Pa3IMYHBIX CTPYKTYPHBIX PeKUMa B TPaHyIMPOBAaHHBIX METaJLIaX:

1. Meramimyeckuii peXuM: Korja oObeMHas JoJs MeTauia X BeJIuKa,
METAJIMYECKUE 3€pHA KacarTcs W 00pa3yloT METAUIMYECKUA KOHTHHYYM C
JTUDJICKTPUYECKUMH BKIIFOUCHUSMH. B METalIMUeCKOM pEeXUME COXPaHAIOTCS
SIBJICHUSI, 3aBUCSINNE OT TIepeHoca 3eKTpoHoB. Hanpumep, rpanyiupoBanHbiii Ni-
SiO, memoHcTpHpyeT 00BbeMHBINH (eppomarnetusm npu 0,7 < x < 1 [71, 72].
OnHako CBOWCTBA, 3aBHUCSIIUE OT AJIEKTPOHHOTO CBOOOJHOTO MpoOera, CHUIIBHO
U3MCHSIOTCSI W3-32 CHJIBHOTO pPaCCesIHHSI JJICKTPOHOB OT JIMAJICKTPHUYCCKUE

BKIIIOUCHHUA U I'paHUIBI 3CPCH. HaHpHMep, QJICKTPOIMPOBOJHOCTE YMCHBIIACTCA Ha
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MOPSAZOK OT €€ KPUCTAJUIMYECKOTO 3HAYeHHUs, a TeMIepaTypHbIil Ko3(@uuueHt
yaenbHoro comnpotusiienust (TKC), XoTs U MoJIOKUTENbHBIA, HAMHOTO MEHBIIIE,
9eM B YMCTBIX MeTaintax [70].

2. JIMDJIEKTPUYECKUM DPEXUM: CTPYKTypa IPaHyJHPOBAHHBIX IUIEHOK B 3TOM
pexuMe SBISIETCS MHBEPCHUEH METATMYECKOTO peXUMa B TOM CMBICIE, YTO
HEOOJbIINE H30JUPOBAHHBIE METAUIMYECKHE YaCTHUIIBI TUCHEPTUPYIOTCS B
JUAJIEKTPUUECKOM KOHTHHYYME.

3. IlepexoaHblii pexUM: 3TO PEXKUM, B KOTOPOM MPOUCXOAUT CTPYKTYpHas
WHBEPCHUS MEKIY METAIUTMICCKUM U JUAJICKTPUUECKUM pekuMaMu. B mepexomaom
peXKUME JTUAICKTPUUECKHE BKIIIOUEHHS] CTAHOBSATCS B3aWMOCBSI3aHHBIMHU IS
dbopmupoBaHUs ~ JTAOMPUHTHOM  CTPYKTYpbl, KOTOpas C  HOCIEIYIOIINM
YMEHBIIIEHHEM X TIOCTETICHHO pacrlajaeTcss Ha OTACIbHBbIE METATUTHUECKHE
YaCTHIIBI, JTUCTIEPTUPOBAHHBIE B JURIIEKTPUUECKOM KOHTHHYYME.
OJEeKTPONPOBOJAHOCT, B 3TOM peXUME OO0YyCJIOBIEHA TMEPKOJSAIUEH 1O
METaJUIMYeCKON TAOUPUHTHON CTPYKTYPE U TYHHEIUPOBAHUEM DIIEKTPOHOB MEKITY
M30JUPOBAHHBIMU MeTayumueckumu dactuiiaMmu. TKC meHsieT 3Hak (CTaHOBUTCSA
OTpUIIATEIBHBIM) TPH  KOMIIO3WIIMK M  TeMIeparype, Tae BKJIaa B
3JIEKTPONPOBOTHOCTb, 00yCIIOBIIEHHBIT TEPMUYECKU aKTUBUPOBAHHBIM
TYHHETTUPOBAHWEM, CTAHOBUTCS CpPaBHUMBIM CO BKJIAJJOM, CBSI3aHHBIM C
nepkossuei [70].

OcHoBHOe HampaBiieHue pabot B. Abeles u ap. B 60-70-x romax cBsi3aHO ¢
MIOMCKOM BBICOKOTEMITEPATYPHBIX CBEPXMPOBOJHUKOB, 1 UMEHHO B ITOM KIIIOUE
NPOXOJMJIM UCCIICIOBaHMS IPaHyIMPOBAHHBIX IJICHOK, OMKMCAaHHBIX B padote [70].
Opnnako marautHbeie HTII Takke cTanu akTUBHO MCCIIEA0BATLCS B 3TO Ke Bpems. J.
I. Gittleman u np. [72] BmepBbie HCCIICOBAIN SJICKTPUYCCKAE W MarHUTHBIC
xapaktepucTikd TuieHOK Ni-SiO,. Bputo mokasaHo, YTO IUIGHKH O0JIaaroT
MarHUTOCOIIPOTHUBIICHUEM TIopsisika 1% mpu KOMHATHOM TeMITepaType W BEITUUIMHE
MarauTHoro mois 270 Oe, HawIydImMMH TOKa3aTeIsIMU O0JalaroT IUJICHKH C

oobemuoi moneit SiO; mopsaka 50%. B pabote [73] BmepBbie 3aduKCHPOBAHO
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SBJICHHE CyleplapaMarHeTusMa B rpaHyiaupoBaHHbIX mieHkax Ni-SiO; u Ni-
Al,Os.

B 80-e rogel aktmBHO cranu wn3ydarb MarHutHele HTII ¢ xenesHpiMu u
KOOATbTOBBIMU TpaHyiamMu. B cratee S. Sarzilai m ap. [74] Obutm mcciemoBaHbI
MarHUTHBIE M TPAHCIOPTHBIC XapakTepuCTHKH IieHOK CO0-SiO, B auama3zoHe
00BEMHOH KOHIICHTpauu HaHOTpaHysn koOamsTa oT 20 mo 80 %. YcraHOBIEHO,
YTO TUICHKH UMEIOT OTPUIIATENIbHOE MAarHUTOCONPOTUBIICHHE HA ypoBHE 2,2% mipH
KOMHATHOW TeMmIiepatype U mnpuioxkeHHoM mojie 1 KOe mns oObemHO#M m0mm
rpanyn kobambTa 41% [74]. Temmeparypa OJIOKUPOBKM JUHEHHO 3aBHCUT OT
oO0beMHOW Jmonu rpaHyn B jguanazoHe oT 20 go 50%. OtpunareinbHO
MarHUTOCONpOoTUBIeHNEe oOHapyxeHo Takke U B HTII Fe-Al,O; [75], Benmnunna
ero cocraBmwia 2% mpu KOMHaTHOW TemriepaType. CTOUT TakkKe OTMETHTh (PakT
YBEJIUYCHUS KOIPUUTHUBHONW CHIIBI B TPaHYJUPOBaHHBIX IUieHKax Fe-SiO; mpwu
00BbEMHOM J0JIM TpaHyJl BOJM3HM MOpOra MepKoJAuu (00beMHast 0 KeJIe3HbIX
rpaHyn coctaBisuia nopsaka 50-55%), omucanHbli B pabote [/6], KoTopas
nocturaia 2,5 kOe mpu temnepatype 2 K u 500 Oe nmpu KOMHATHO# TeMIieparype,
Py 3TOM MaKCUMyM KOJPIIUTUBHOW CHWJIBI TIPH YMCHBIICHUH TEMIIEPaTypPhl
CMENaJICSs B CTOPOHY MEHBIIUX KOHIEHTpAIMil >Kele3HblXx Trpanyi. I[lopor
NEPKOJISIIUU HACTyTall IpH 00beMHOM JoJ1e jxene3a 60% [76].

B mocnennee Bpemsi, ¢ MOSBICHUEM HOBBIX MArHUTHBIX MaTE€pUAOB, a TAKXKE
METOJ/IOB X M3TOTOBJICHHUSI, MOTy4YeHbl U uccienoBanbl HTII pa3nuuHbIx cocTaBoB.
Matpunamu dame Bcero ciayxart SiO, [76-82, 104] u Al,O; [83-88]. Xota B
MOCJICTHUE HECKOJIBKO JICT MHTEPEC K TUIeHKaM Ha ocHOBe SIO; MaTpHIbl 3aMETHO
ocnad. Pexxe ucnone3yrores Ti0; [89, 90, 105], ZrO; [4, 5, 13, 91-94, 104-111], a
TaK)Ke MOJIYIIPOBOJIHUKOBBIC OKCHIBI, Takue kak ZnO [12, 95, 96] u In,0O3 [11, 97,
98]. B kauecTBe Marepwana s MAarHUTHBIX TPaHyJd HCIOJNB3YETCS JKENe30,
K0OaJIbT, HUKEJb, X TBepable pacTBopbl, Hanpumep FeCo [77, 90], FeNi [80] a
TaK)Ke TpOMHBIE coequHenus, Takue kak FeCoB [78, 79, 82], FeCoZr [83, 86] u mp.
HNHTepecHbIM Takke SBISETCS TOJYYCHHE W KCCICIOBAHUE TPaHyJIWPOBAHHBIX

IUICHOK JJI1 YCTPOWCTB BBICOKOIUIOTHOM MArHWUTHOM 3amuch. Marepuaibl B
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YCTPOMCTBaX MArHUTHOW 3allUCH  JIOJDKHBI  00JIajaTh ~ MAarHUTOXKECTKUMU
xapaktepucTukamMu. OTHUM U3 TaKUX KaHAWJATOB sIBIsieTcs cTpykrypa L1o-FePt.
HecmoTpss Ha TO, uyTO OOJBIIMHCTBO pabOT TMOCBsAIIEHO IUieHKaM FePt B
yraepoauoit marpuiie [99, 100], mockonbKy TpW TakKOM COCTaBe MOJIYYarOTCs
cambIe JIydIlIue pe3yabTaThl 0 MOHOIMCIIEPCHOCTH, pa3mepy FePt Hanorpanyn u
MarHuTHBIM ~ CBOWCTBaM (pUCYHOK 1.6) wuMmeroTcs Takke paboThl 1O
rpanyiaupoBaHHbIM icHKaMm FePt-SiO; [101] u FePt-TiO, [102]. Ha pucynke 1.6
npusegeHbl [I1OM uzobpakenne FePt-C ¢ oObemHol nmoneit yriepona 29 % u
KpYMBBIC HAMAarHWYWBAaHWS B IUIOCKOCTH TUIGHKH (KpacHas JIMHHS) U

NEPHEHANKYIIAPHO TUIOCKOCTHU TUICHKHU (YepHast JTUHUS).

g B
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Pucynoxk 1.6. [I1OM u3zobpaxenue (a) 1 KpuBast HaMarHu4MBaHus (0) HAHOTPaHYIMPOBAHHOM

wienku FePt-C [103].

Cpennuit pa3Mep HaHOTPaHYJ COCTaBIsIET Bcero 6,8 nm, mpu 3TOM pa3dopoc 1Mo
pasmepam He mpeBbimaer 4 nm (BcTtaBka Ha pucynke 1.8, a). Kpussie
HaMarHWYMBAHUS TIOKa3bIBAIOT, TO TUICHKA O00JaJaeT KOAIPLUUTUBHON CHUIION
mopsinka 4 Tn (40 kD) wMeeT SPKOBBIPAKEHHYIO TMEPICHIAUKYISIPHYIO
aHU3O0TPOIHIO, C JIETKOM OChbI0O HAaMarHUYMBaHMS, IEPIEHIUKYIISIPHYIO TJIOCKOCTH
rieHkH (pucyHok 1.8, 6). [Ipu 3ToM OTHOIIEHHE OCTAaTOYHON HAMAarHUYEHHOCTH K
HAMarHU4YeHHOCTH HACBHIIMICHUs] OJMU3KO K EIWHMIIC, YTO SBIISETCS XOPOIITUM

MOKA3aTeJieM JUId NPUMEHEHHs TaKuX CTPYKTYp B YCTPOWCTBaX MAarHUTHOMU
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3anucu. [IMOTHOCTH 3amucu [ TaKOM TIJIEHKHM MOXKET COCTaBUTh MOPSIAKa
T6ut/cm? [103].

[TockonbKy HacTosIass [AWCCEpTalUsi BCE JK€ IOCBSIICHA TOJYyYECHHUIO U
uccnenoBanusim HTIT Co-ZrO; u Co-Al;Os, To moapodHo paccMoTpumM paboTHI 1O
MCCJIEIOBAHUIO TAHHBIX TOHKOIUIEHOYHBIX MaTepUaJIOB.

Hanoepanynupoeannvie nnenxu CO0-ZrO, crainy akTUBHBIM TMPEIMETOM IS
u3ydeHus: ¢ Hayaina XX| Beka. AHanu3 JuTepaTyphl IOKa3au, 4TO JdaHHbBIC
CTPYKTYpBl HCCJIEIOBaIU TOJBKO HECKOJIBKO TPYMNN YYEHbIX, U IyOJHUKAIUH,
Kacaembix monydeHus u xapakrepusanuu HTII Co-ZrO; okono aaamatu. S.
Ohnuma wu ap. [94] BhepBble U3TOTOBWIM M HMCCIEIOBAIM  IUICHKH
npubmusuTenbHoro  coctaBa  Co0gpZrpO39, TMOTydEeHHBIE BBICOKOYACTOTHBIM
MarHeTPOHHBIM paclibliieHneM coctaBHOM mumiern C0-Zr B atmocdepe Ar + Os.
Ha pucynke 1.7 npuseneno [19M uzo0OpakeHune NoJydeHHON TIIEHKH, HA KOTOPOM
HaOJII0/IaeTCsl  HAHOTpaHYJIMpOBaHHAs  CTPyKTypa, dYactuubl Co, HMEIoT
OTHOCUTEIFHO HEOOJBIIIYIO0 TUCIIEPCHOCTH MO pa3MepaM € JUaMETPOM HECKOJIbKO

nm [94].

Pucynoxk 1.7. [I19M uzobpaxenune mienku CosgZr11031 [81].

[IneHku oOnagaii MarHUTOMSTKUMU CBOMCTBaMH, C TIOJIEM aHU30TPOIUU
nopsaka 150 Oe, kospiutuBHOM cuoit MmeHee 3 Oe 1 BRICOKON HaMarHU4€HOCThIO
Hachlenus 6osee 9 KG. VienbHOE 37IEKTPOCONPOTHUBIICHUE TUIEHOK COCTAaBJISIO
nopsiaka 1 mQ cm [94].

B 2003 romy B. J. Hattink u gp. [104] meTomoM HMITYyJbCHOTO JIa3epHOTO
OCaXJCHUS TMOJYyYW]IM IUICHKH, COCTOsIMEe W3 HaHOMeTpoBbix uacTtul Co,
BCTPOCHHBIX B H30JUPYIOIIyI0 maTpuily ZrO,, cTaOuau3upoBaHHYI 7 MOJ.%

Y,03. O0bemHas moisi koOanbra cocrtasiisuia 37%. [lociie ocakaeHus IUIEHKA
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omkuraiuch npu Ttemmeparype 575 °C. Pesymbratel [IOM  wuccinepoBanuit
OTTOXXEHHBIX IJICHOK Mpe/icTaBlIeHbl Ha pucyHke 1.8. [lnenka npencrasiser coooi
HAHOTPAHYJMPOBAHHBIM MaTepHa C BBICOKON OOBEMHOW JOJIEH YaCTHIl U MaJIOi
JUCTIEPCHOCTBIO X Pa3MepoB, H300pakeHHE BBHICOKOTO pa3pelieHus (BCTaBKa Ha
pucynke 1.8) mokas3pIBaeT UTO YACTUIIBI UMEIOT KPUCTALIUYECKYIO CTPYKTYpY,
Matpuiia - amopduyto. Cpenuuii pazmep rpanyn 17 nm. B ucxomHoM cocTossHUH

CpeaHul pa3Mep rpaHyJl COCTaBISLI 3 nm.

Pucynok 1.8. CetrnononsHoe [I19M n3o0paxeHne 0TOXKESHHOTO 00pasiia, 0ToOpakaroiee

pacnpenenenue yactuir Co B crabunmsupoBannoit Y203 marpurie ZrO2 [104].
ITo3xxe »TOM XKE prnHOﬁ dABTOPOB ObLIH MOJIYUYCHBI MW HCCICAOBAHBI
CTPYKTYpHBIC, MarHUTHBIE U OJJeKTpudeckue cBoictBa C0-ZrO; TmeHOK B
nuara3oHe 00beMHOM KoHIeHTpanuu kobansTa 0,06<x<0,67 [105-109].

Ha pucynke 1.9 npusenens! [19M uzobpaxkenus miaeHok Co-ZrO; mpu x = 0,25

Pucynok 1.9. II9M uszobpaxenwue mieHok Co-ZrO; mpu x = 0,25 (a) u x = 0,35 (6) [109].
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[Tpu xonmentpanuu kobambra x = 0,25 , cpeqHuil pa3Mep YacTHIl COCTABISIET
7,4 nm, 4yacTUIIbI UMEIOT OoJiee chepruueckyto GopMy U MEHbIlIee OTKIOHEHUE OT
CpeIHero pasMmepa, Mpu KOHIEHTpamuu Kobampta x = 0,35, cpemnuit pasmep
yacTui| coctaBisger 15,5 nm [109].

HccnenoBanusi dJEKTPUYECKUX CBOMCTB IUICHOK IIOKa3alo, YTO YJIEIbHOE
CONPOTUBJICHUE TAAAET C YBEIWYEHUEM TEMIIEpaTypbl NpH  OOBEMHOMU
KoHIeHTparuu kobanpTa 0,13<x<0,45, mpu 3TOM TemmepaTypHas 3aBUCUMOCTH
COMPOTHBIICHHS OMKChIBacTcs BeipaxkeHneM exp[2V(B/ksT)] mpu Temmeparypax
ke 220 K, roe B = 25,3 m3B mis x = 0,37 [104], B = 2,3 m3B nnsa x = 0,42 [105],
YTO COOTBETCTBYET TYHHEJIBHOMY PEXKUMY MpoBoauMOCTH. [lopor mepkossiuu
Hactynaer mpu X = 0,45 [106]. BenuunHa 351eKTpOCONPOTUBICHUS OT OOBEMHOMA
KOHIIEHTpauK KoOansTa usMensercs or p = 2:10° pQ-cm nmpu x = 0,13 10 p =
510 pQcm mpu x = 0,67 [106]. OcoGeHHOCTH TeMIIEPATyPHO-4aCTOTHBIX
xapakTepucThku IieHOK [104, 109] oOBSACHSAIOTCS C TMO3WUIUU KOHKYPCHIIMH
MEXIy CONPOTUBICHHUEM TYHHEIUPOBAHUSA MEXKIY YacTHUIAMU U E€MKOCThIO U
HEIJIOXO OIKCHIBAIOTCS MOJIETBI0 TpeXxMepHou ciydaitHoit cetn R-C uemeii, B
KOTOpO# R cooTBeTCTBYeET rpaHyam kobanbTa, a C - mpocmoitkam ZrO;.

HccnenoBanusi MarHUTHBIX XapaKTepUCTUK MIIeHOK CO-ZrO; OT KOHIEHTpAINH
KoOanbTa, mpeiacTaBicHHble B paborax [105, 107], mokaspBaloT, 4TO KPHUBBIC
OXJIQXKJICHUS B HYJICBOM TI0JIE IEMOHCTPUPYIOT XapaKTEepHbIE 0COOCHHOCTH Y3KOTO
pacnpenenenus yactull. [lonoxxenue nrka Ha KpuBbIX nepementaercs ot S K npu x
= 0,15 mo 36 K npu x = 0,42 [105, 107], npu strom npu x < 0,27 temneparypa
Kropu-Beiica Onm3ka K HyJIl0, 4YTO yKa3blBaeT Ha  HE3HAYUTEIbHBIC
B3aMMOJICHCTBUSI MEXKYy dacTulaMu, npu x > 0,3 uMeeT MOJOKUTEIIbHBIA 3HAaK,
YTO CBUJCTEILCTBYET O JOMHHHUPYIOIIEM aHTU(PEPPOMAarHUTHOM XapaKTepe
MEKYaCTUYHBIX B3auMoeHcTBUi. Takke IUICHKH 0071a1al0T OTPHUIATEIbHBIM
MarHuTocornpoTuBieHueM TyHenabHoro tuna (TMP). Makcumanbubiii 3ddext
TMP wna6momancs st mwieHok ¢ x = 0,37 Ha ypoBHe 6% mpu KOMHATHOU

temnepaTtype u mosisix 50 kD [107].
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B pabore [110] noka3aHO, YTO OTKHT MPHBOAUT K H3MCHEHHIO Kak
CTPYKTYPHBIX, TaK M DJJEKTPUYECKUX CBOMCTB IieHOK. Ha pucynke 1.10
IPHUBEICHBI pe3yibTarhl IN-Situ [IOM wucciaenoBaHUil IUICHOK INPU OTXKUTE B

KOJIOHHC MHUKPOCKOIIA.
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Pucynok 1.10. In-situ [I3M wuccrieioBanus MICHOK IPH OTXKUTE B KOJIOHHE MUKPOCKOIIA!
ucxoaHbIi oopaserr (a), omxur 300 °C (6), omxur 400 °C (8) [110].

Ob6bemHas gons koOanbra coctaBisiia 29%. ['mcrorpammsel pacnpeneneHus
(BctaBku Ha pucyHke 1.10) mokaspiBaroT, 4TO MPOM3OILIA CErperaiusi HOBBIX
MEJIKMX 4YacTHI[ M POCT paHee CYLIECTBOBABIIMX. JTU MHKPOCTPYKTYpPHBIE
M3MEHEHUS] UMEIOT pelllaroliee 3HaueHUe Il SJIEKTPUUYECKUX CBOUCTB IJICHOK Ha
MEPEMEHHOM TOKE: JUCIIEPCUOHHAsT 00JacTh MPOBOAMMOCTH CMEIAeTCs Ha Oojiee
BBICOKME YaCTOThI, & €€ HAKJIOH YMEHBIIAETCS C POCTOM TEeMIEpaTypbl OTKUTa
MOYTH 0 TMOJHOTO Hcue3HoBeHus. [IOM wuccienoBaHus MoKazaid, YTO OTXKUT
BBI3BIBACT TIOSIBJICHUE HEOONIBIINX OJU3KOPACIIONOKEHHBIX YacTHUIl, KOTOPBIC
CJIUIITKOM MaJIbl, YTOOBI 00ECIEYUTh EMKOCTHYIO TPOBOJAUMOCThL MEXIYy HUMH, HO
JIOCTATOYHO OJIU3KW JPYT K APYTYy Mg OOeCleueHHs] TyHHEIbHBIX KaHAJIOB MpPHU
TEPMUYECKU aKTUBUPOBAHHBIX HOCUTENEH 3apsiaa. A YMCIEHHOE MOJICITUPOBAHUE C
UCTIONb30BaHMEM  Mojenu  ciaydaiHbix  RC  memedt  BOCHIpOM3BOAMT
DKCIIEPUMEHTAIbHBIE PpPe3yJdbTaThl M obOecrmeurnBaeT (U3HUYECKUE TMapameTphl,
KOTOpPbIE COBMECTUMBI CO CTPYKTYPHBIMU OCOOCHHOCTAMHM, HAOIIOJAEMBIMHU C
nomorisio [19M [110].

Taxxe wuccnenoBanueMm IieHOK C0-Zr-O 3aHUManiChb W JpYyrue TPYIIbI

yuenbix. Hampumep, Yudin Sun u gp. [4, 111] aHamoru4yHo HCCIeAOBaHUSIM
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Ohnuma u ap. [94] MeToOM MarHeTpOHHOTO pacIbUICHUS B cMecH Ta3oB Ar+0,
coctaBHor wmumieHn CO0gsZris monyunnu 1ieHkn Co-Zr-O, olnagaromme Kak
MarHUTOMSITKUMH XapaKTEPUCTUKAMH C MarHUTHOM aHU30TPONHEN THIa Jierkas
MJIOCKOCTh (cM. pucyHOK 1.11, a) ¢ KOSPUUTHUBHON CHUJION HECKOJIBKO 3pCTEl U
nosieM aHuzoTrpornuu nopsjka 150 O€, Tak U TUIEHKU CO CTPaIoBON CTPYKTYpPOH,
KpUBbIE HAMArHUYMBAHMS KOTOPBIX NpuBeAeHBl Ha pucynke 1.11, 6. IIpu stom
IUJICHKH, 00JIaJaoliie MarHUTOMSTKUMHM CBOMCTBAMHU HMMENH TPaHYJIUPOBAHHYIO
CTPYKTYpPY, B TO BpeMs KakK IUIEHKHM CO CTpPaWIOBOM JOMEHHOH CTPYKTYpoOi
o0Jlafjaii TaKKe CTOJOYATOW KPUCTAUIMYECKOH CTpykTypoi [4]. Drtor dakr
NOATBEPKAAIOT  pe3ynbratel  pactpoBoit  [111], mnpocBeuwmBaromelr U

MarHUTOCHIIOBOM [4] MUKpOCKOIHH.
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Pucynoxk 1.11. KpuBsie HamarananBanus mieHok Co-Zr-O, moydeHHbIH TP HOPMaTbHOM
ocaxaenu (a) u moj yriom 55° (6) [4].

B pab6ore [111] mpenmonaraeMbie MPUUHMHBI BO3SHUKHOBEHHSI MAarHUTOMSTKHX
XapaKTEPUCTUK CBS3aHbI C PEKUMAMH M3TOTOBJICHUS IUIEHOK U KakK CJEACTBUE
Mopdosiorueir cTpykTypbl. B paGore [4] mokazaHO, YTO HAKIOH IMOJJIOXKKH
OTHOCUTEIHHO MUIICHU TPH TOJYYCHUH IUJICHOK MPUBOAUT K (HOPMHUPOBAHUIO
CTOJIOUATON CTPYKTYpbl U CJIEIOBATEIbHO MCUE3HOBEHHIO MArHUTOMSITKUX
XapaKTEPUCTHK C aHU3O0TPOIMEH THUIIA JierKasi TiockocTh. Omgnako, ecimu Co-Zr-O
CJIOW YepeloBaTh C TOHKUMU Mpocioiikamu ZrO, B TUICHKAX CHOBA MPOSIBIISIIOT
MarHUTOMATKHE CBOMCTBA, JaX€ MPU HANTbUICHUHU HA HAKJIOHHBIE MOJJIOKKH.

C TOukM 3peHus MPAKTUYECKUX MPUMEHEHUH, Ojarojapsi CBOMM MarHUTHBIM

xapakrepuctukaM Co0-Zr-O rpaHynMpOBaHHbBIE IUIEHKH HCIOJNb30BAIUCH MpHU
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co3nanun BbicokoyacToTHeIx DC-DC mnpeoOpa3oBaTeneii, pacCUMTaHHBIX Ha
OOJbIIME TOKU M HU3KHE HAMPSIKEHUS KaK MPOCIONKU JJIsl YMEHbBIIICHUS] BUXPEBbBIX
TOKOB [5].

Hanoepanynuposannvie naenku C0-Al,0;3 B otimume ot C0-ZrO,, aKTUBHO
uccienyorces yxe ¢ 80-x romoB XX Beka. [lepsrbie pabotsl [112, 113] mocssiieHb
U3YYCHUIO ONTHYECKUX CBOMCTB ImieHOK Co0-Al;O3, kak TepCreKTHBHOTO
MaTtepuana s GoToTepMUYECcCKUX IMpeoOpa3zoBarenet conHeuHoi sHepruu B UK
nuanazoHe. CTpyKTypHble  HCCIEAOBaHUS  IUICHOK, TPEJCTABICHHBIE B
BBIICYTOMSIHYTON pabore [113], mokas3amu, YTO IJICHKH COICPKAT YaCTHUIIBI
kobanpra [TIY (a3el, pasmepoM Heckoibko nm. Jlydiue CTPyKTypHbIE
XapaKTEPUCTHKN (PaBHOMEPHOCTh PACIPEACIICHUS] YaCTHUI[ B MaTpHIE U Pa3dpoc
YacTHUI[ TI0 pa3MepaM) TIOKa3ajdu IUICHKH C COACpKaHWeM OOBEMHON T0Jn
kobanbTa 30%. [lopor mepkoisIMU BO3HHUKAI MpPU OO0BEMHOM jojie KoOaibTa
nopsiaka 25-30 %, B TOo Bpems kak B pabore [114] moporoBoe comaepikaHHe
kobanbTa 15-20 %, npu 5TOM NPOBOAMMOCTh HOCUT TYHHEIIbHBIN XapaKTep.

Kak u Bce HTII ma ocHoBe okcuaHbix wMatpui IwieHKH Co0-Al,O3
XapaKTepPU3yIOTCsd HanmumdueM 3¢¢deKTa TYHHEIBHOTO MarHUTOCOTPOTHBIICHUS.
[TepBas pabota 1Mo uccieaoBaHuio gaHHoro 3ddekra Hanucana H. Fujimori u mp.
[6] mns mmenok (Coo75Al025)1-x0x X = 30 at. %, MOJNydeHHBIX METOIOM
BBICOKOYACTOTHOTO pacnblieHus mumeHed Cog7sAlo2s 1 CopsAlo, B aTMochepe
Ar + O, Ilpu xomHaTHOW Temmepatrype B mnoisix 12 KkOe, BeauunHa
MarHUTOCONIPOTUBIEHUS Aocturana 8 %, ynenbHOE COMPOTUBIICHHE TICHOK
coctapisulo  mopsaka  10°  pQ:em.  Ilpy  5TOM  IUIGHKH — IIPOSIBJIIMA
cyleprapaMarHUTHOS IIOBEJACHHWE C TojieM HacklimeHuss mopsaka 16 KOe,
HaMarHMYEeHHOCTHIO HackimeHus 610 emu/cm?.

MUKpOCTpyKTypa TaKuX IUICHOK, IpUBEJEHHAs Ha pucyHke 1.12, uccnegoraHa B
padote [115]. [TneHku mosydaan aHAIOTMYHBIM CIIOCOOOM, UTO U B padote [6], HO

pacnbuieHueM MullieHn coctaBa Cog72Alp 2s.



Pucynoxk 1.12. [19M uzo0paxenue mienku Co-Al-O (a), u n300paxkeHne BBICOKOTO

paspernienus Hanorpanyisl Co (0) [115].

Cpennuit pazmep yactuil nopsiaka 2-3 nm, paccTosiHUE MEXKIy yacTuliamu 3-4
nm. JludpakimoHHbIl aHanmm3 00pa3ioB nokazan Hanuuue kak ['TIY, tak u 'K
KoOaJbTa, a Takke okcuaa kobdansra C0O. B 6onee no3aueli padore M. Ohnuma u
ap. [7] mokasamu, 4yTO B 3aBHCHMOCTH OT COCTaBa 0Opas3IlOB HAOJIIOJAIOCH TPH
TUIIA TPaHYJUPOBAHHBIX MHUKPOCTPYKTYp: 1) TIpaHyIupoBaHHAas CTPYKTypa ¢
METaJUIMYECKUMHU YacTHIIaMU B OKCHJIHOM Matrpuile; 2) TpaHyJIUpOBaHHAs

CTPYKTypa C OKCHUAHBIMH BKIIOYCHHUAMHA B METaJINYECKOU MaTpHuIC, 3) X CMCChb.

MHuKpOCTpYKTypa IJIEHOK CXEMaTUYHO IpeICTaBlIeHa Ha pucyHke 1.13.
a)

CoAl and fcc/hep Co .

0% 7"
fee/hep Co

Pucynok 1.13. Cxematnueckoe n3o0paxeHue MUKPOCTPYKTYPHBIX OCOOEHHOCTEHN

wienok Co-Al-O ¢ pasaunuabsiMU cBOMCTBaMu [7].

Jlst mepBoro Tuna rieHok (pucyHok 1.13, a) xapakTepHO cymneprapaMarHuTHOE
noBesieHre, d(PGEeKT TYHHEIBHOTO MarHUTOCOMPOTHBIICHUS, AocTUraronmii 9%
it wieHok coctaBa CO046Al17037, yaenbHOE CONMPOTHBIIEHHE TaKHUX ILICHOK
nopsaka 10° puQ-cm. Bropoit tun mienok (pucyHok 1.13, 6) xapakrepusyercs
MallbIM YAEIbHBIM COIPOTHMBIEHHEM Hopsaka 102 pQ-cm, ¢gpeppoMarHMTHBIMU

CBOWCTBAaMU MHpH KOMHATHOM TeMIlepaType C KO3PUUTUBHON cuiioil mopsaka S0
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Oe, a Taxke MajbIM COJAEpKaHUEM KHUCIOpoAa. TpeTbeMy TUIy IJICHOK (PUCYHOK
1.13, B) mpucCyIy MarHUTOMSATKHAE CBOKWCTBA (KOIPILMTHUBHAS cuiia nopsaka 6 Oe),
HU3KOE yJIeTbHOE COMPOTUBICHUE MOPSIIKA HECKOJIBKUX COTEH 1LY CM.

B mnenkax Co-Al,O3, monydeHHbIX ocaxaeHueM kobanpra u Al,O3 Benmunnaa
MarHUTOCONPOTUBJICHUs nocturaga 5% B momsax 10 kOe mnpu komHaTHOM
temneparype u 8,5 % nipu 77 K [116]. YV nenpHOE CONpOTHBIICHHE TJICHOK ITOPSIKA
7:10° pQ-cm. BenuuuMHBI MarHUTOCONPOTHBIEHUS TOro e mopsaka (5-7%)
IOJIydeHbl B TOHKOILICHOYHBIX oOpasmax Co0-Al,Os, uccienoBaHHbIX B padoTax
[117-119]. Tlpm »>TOM MaKCHMaidbHBIE TIOKA3aTEIH MAarHUTOCOIPOTHBIICHHS
HAOMIOJAIOTCS B IUIGHKAaX C KOHLEHTpauued KoOanbra BOJM3M Topora
NEPKOJISIIUH, aHAJIOTUYHO IPYTUM THIIAM HAaHOTPAHYIMPOBAHHBIX CTPYKTYD.

Taxxe B paborax [88, 117] coobmaercs 00 3¢ @dekTe MOJI0KUTESIHHOTO
MarHMTOCOIIPOTUBIIEHUSI B ClaObIX MOJSAX, JOcTuraromero 3HaueHus B 1,5 %.
Takolt 3¢ ekt HadI0JaeTCs TOJBKO B Y3KOW 00JIACTM KOHUEHTpaluil koOanbTa
BOJIM3M MOpora NepKOJSIIUU. ABTOPHI NOJAralT, YTO MPUUKMHA JAHHOTO SIBJICHUS
CBSI3aHa C MPUCYTCTBUEM B CTPYKTyp€ NEPKOJSIUOHHBIX KOMIIO3UTOB KakK
KJIACTepOB, TaK W HW3O0JHMPOBAHHBIX TPaHyJ CO 3HAYHUTEIHHO Pa3THMYAIOIIAMUCS
BETMYMHAMU MArHUTHOW aHU3OTPONMM ¢ HAJIWYUEM  JUMOJIb-TUIIOIBHOTO

B3aMMOJICHCTBHS MEXK]y KJIaCTepaMH U OJMKaWIIMMU K HUM rpanyiamu [117].
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1.3. MeToabl nosty4eHusI TOHKOMJIEHOYHBIX HAHOTPAHYJIHPOBAHHBIX
KOMIIO3MTOB HA OCHOBE OKCHUIHBIX MATPHIL

B  Hacrosmee Bpems  pa3pabOTaHO HEMaJIO  METOAMK  MOJYyYEHHS
HAaHOTPAHYJMPOBAHHBIX IUIEHOK. YCJIOBHO METOABl MOXKHO pa3leliuTh Ha
xumudeckue U (pusnmyeckue. [log XUMHUYECKUMHU METOJAMU  TOJTYYEHUs
MO/IPAa3yMEBAIOTCS TAaKHWE METOJbI, B KOTOPBIX XOTS OBl HA OJHON W3 CTaguit
U3TOTOBJICHUSI TPOUCXOJAT XUMHUYECKHE peaKIMu C 00pa3oBaHUEM HOBBIX
BemectB. K XUMHUYECKMM METOJaM  MOJYYEHHUsT HAHOTPaHYJIMPOBAHHBIX
TOHKOIJICHOYHBIX KOMIIO3UTOB TPEXKJE BCErO OTHOCHTCA 30Jb-T€lb METO],
KOTOPBIN IIMPOKO HCIOJIB3YETCS JUIsl TOJNYYCHHUS HAHOKOMIIO3UTOB Pa3UYHBIX
COCTaBOB. MeHee U3BECTHBIE METOJBI 3TO CIPEU-NIMPOIIN3, MUKPOIMYIbCUOHHBIN
METO/I, AJIEKTPOOCAKICHHUE, COHOXUMHYECKNH CHUHTE3. CambpiMH
pacrpocTpaHeHHbIMU buznuecKuMu METO/IaMH MOJTyYeHUS
HAHOTPAHYJIMPOBAHHBIX IUICHOK SIBISIOTCS HWOHHO-IY4Y€BOE pAaCHbUICHHE U
MarHeTpOHHOE CO-OCaXKJeHHE. MeHee MOMyJISIPHBIMU SIBIISIIOTCS TEPMUUYECKOE
UCTIapeHUe, WOHHAs MMIUIAHTAIMSI, PEAKTHUBHOE pACIBUICHHE, a TaKXEe METO]l
JazepHor abnauuu (MMITyJIbCHO-Ja3epHOE oOcaxjeHue). B gaHHoOM pazjerne
pPacCMOTPEHO KpaTKoe ONUCAaHWE KaXJIOro MeEToAa, €ro JOCTOMHCTBA U
HefocTaTku. Takke OTAeNbHOE BHHMAaHHWE YAECJIEHO METOAYy IIJIaHApHOU
METaIOTEPMHUH, KOTOPBII MPUMEHSIICS TUTST W3TOTOBJICHUS
HaHOTpaHyIMPoBaHHBIX MIeHOK CO0-ZrO; u Co-Al;Os3, uccnenoBaHiO KOTOPBIX U

MOCBSIIIIEHa HAcTOosIas padbora.

1.3.1. ®uzuyeckne MeTOAbI MOJYYEHUS] HAHOTPAHYJIMPOBAHHBIX TOHKHX
IJICHOK.

Memoo cosmecmnoz2o ucnapenus 3aKiI04acTcs B OJHOBPEMEHHOM HCIIAPEHUU
MeTaJlyla M OoKcuaa JApyroro Meramwia. [lockosibKy OOJIBIIMHCTBO OKCHJIOB
TEPMOCTOMKHE, TO PE3UCTUBHBIA CIIOCOO MCHApeHUs IJIsl TaKUX MaTepuajioB He
MNOJXOJMT, T[O3TOMY MCHOJB3YIOTCS AJIEKTPOHHO-Iy4YeBble ucnaputenu. llo

JaHHBIM 3JICKTPOHHOW MHKPOCKOIIMH, IPUBEICHHBIM B padoTe [113], momyueHHbIe
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TaKUM CIIOCOOOM IUIEHKH MPEACTABIISIA COOO0W METaUIOKepaMHUYECKUI KOMITO3HT,
COCTOSIIIIMI M3 YacCTUI[ HAHOMETPOBBIX Pa3MEPOB PA3IUYHON, MPEUMYIIECTBEHHO
BBEITSHYTOW (POPMBI, CIIy9allHBIM OOpa3oM BCTPOCHHBIX B OKCHIHYIO MATPHILY.
OgHuM W3 CYHIECTBEHHBIX NPEUMYIIECTB JAaHHOTO  METOAAa  SBJISIETCS
HCIIOJIB30BaHKE OoJice BHICOKOTO BaKyyMa (JaBJIEHHE OCTaTOYHBIX TrazoB — 100 —
10 Torr).

OnHako TEPMUYECKOE MCHAPEHUE UMEET U HENOCTATKU, K KOTOPBIM OTHOCSITCA
HEJIOCTATOYHOE CIECTUICHUE IUIEHOK C TOMJIONKKOW, CIIOKHOCTh aJeKBaTHOTO
MepeHoca COCTaBa MHOTOKOMITIOHEHTHBIX MaTE€pPUaJIOB B IJICHKY U TPYJIHOCTU MIPHU
WCIIAPEHUH JUAJIEKTPUKOB, a TaKKE€ HEOJHOPOAHOCTh METAIUIMYECKUX YaCTHUIl MO
dbopme, paszmepy, UX arperanusi B Mpolecce OCaXACHUsA. Y Ka3aHHbIE HEAOCTATKU
HE CIIOCOOCTBOBAJIM IIMPOKOMY pACHPOCTPAHCHHUIO JAaHHOW METOJIUKHU JJIs
MOJTYYEHHS] HAHOTPAHYJIMPOBAHHBIX TUIEHOYHBIX CPE.

Hounnas umnaanmayus. Meton BBEAEHUSI aTOMOB IPUMECEN B MOBEPXHOCTHBIN
CIOW TUTACTMHBI WJIM HHUTAKCHAIBHON TIUIGHKH MyTéM OOMOapAUpPOBKH €Tro
MOBEPXHOCTH IMy4YKOM MOHOB ¢ BhIcOKOM 3Heprueit (10—2000 K»B), nonyuuBmimii
mupokoe paszButue ¢ 70-x romoB XX Beka U MPUMEHSETCS B OCHOBHOM JIJIsi
JIETUPOBAHUsl MOJYNPOBOJHUKOB, a TakKe€ B METALTypruu (a30TUPOBAHUE
noBepxHOCTH). OCHOBHOE MPEUMYIIECTBO JAaHHOTO METOJla - BO3MOXKHOCTH
BHEJIPEHUS JTIOOOTO 3JIEMEHTa MEPUOIUYECKON CHUCTEMBI MPAKTUYECKU B JHOOYIO
MaTpHUIy C KOHLIEHTPAIMEHW, 3HAYUTEJILHO IPEBBINIAIONIEH TEPMOJIMHAMUYECCKUN
IIOpPOT  pACTBOPUMOCTH  BHeApsieMoM  npuMmech. IIpeBblmieHne  mopora
pacTBOpUMOCTH  O0yclaBnuBaeT (OPMHUPOBAHHWE HAHOPA3MEPHBIX  YaCTHUIL
UMIUTAHTUPYEMOW TPUMECH B TOHKOM MPHUIOBEPXHOCTHOM CJIO€ OOJy4eHHOMU
nooxku [120]. Ha pucynke 1.14 npuBenensr [I9M n300pakeHUs MOMEPEUHBIX
CpEe30B HAaHOTPAHYJIMPOBAHHBIX CTPYKTYP, MOTYYEHHBIX UMIUIaHTaueld noHoB Ni*

u Co" ¢ sueprueit 40 k3B B momnoxky SiOs.
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Pucynok 1.14. II9M u3o0pakeHue nonepeyHblX Cpe30B HAHOTPaHYJINPOBAHHBIX CTPYKTYD,

nonydeHHbIX umiutantanuei nonos Ni* (a) u Co* (6) B nmomnoxkky SiO2. [10, 120]

Hanorpanynsl pacnpeseneHbl XaOTHUHO C OOJBIIMM pa30pocoM MO pasMmepy,
TaK)K€ Ha CHUMKaX IOJI CJIOEM HAHOTPaHyJ MOKHO 3aMETUTh 00Jiee KOHTPAaCTHBIN
MOJICJION, BEpOSITHEE BCErO0 COCTOSALIMH W3 CyOHAHOMETPOBBIX  YaCTHIL
UMIUTAHTUPOBAHHOTO MeTaia. [Ipu 3ToM JaHHBIE CTPYKTYpbl 00JaAal0T MII0XOU
TEPMOCTAOMIILHOCTBIO, OTKUI' MPHUBOJUT K CHJIBHOM arjioMepanuyd HaHOIpaHyJl
[121]. Takxe k HeHOCTaTKaM METOJa MOXKHO JIOOABUTh BBICOKOTEXHOJIOTUYHOCTh
000py10BaHuUs AJ11 MIOHHON UMILIaHTAL|H.

MarnerpoHHoe pacnbuIeHHe. OTO IENbId KJIAcC METOJOB, IOIYYUBIIUX
HIMPOKOE NPUMEHEHUE Ji1 CO3JaHUsl TOHKOIUICHOYHBIX TOKPBITUH B CHILY
IPOCTOTHl HCTOJIb30BAHUS, OTHOCHTEIIbHO HEBBICOKOM CTOMMOCTH, a TaKke
BO3MOXKHOCTH PacHbUICHHS MPAKTUYECKH JIFOOBIX KPUCTAIUTMUECKUX BEIIECTB.

[IpeniiecTBEHHUKOM  MarHETPOHHOIO  pAacClbUICHHS  SBJIAETCS  MOHHOE
pacnbUIEHHE MaTepuana MHILIEHH, KOTOpO€ MPOUCXOJUT B TICIOLIEM pa3psie
MHEPTHOTO rasza (Kak mpasuio, aprona) (masmenme 102 - 10* Torr). Ilox
JEUCTBUEM BBICOKOTO DJIEKTPUYECKOIO HANPSDKCHUS IIOJOKUTEIbHBIE HOHBI
aproHa yCKOPSIOTCSI B CTOPOHY COCTOSILIEN U3 PacIbUIIEMOr0 MaTEpUala MUILEHH,
KOTOpasi HMMEeT OTPULATENbHbIN 3JeKTpUYecKuid mnoreHuuan. bomOapaupys
MUIIEHb, MOHBI Ar BBIOMBAIOT aTOMBl MaTe€puana, KOTOPbIE OCAKIAKOTCS Ha

MOJIOXKKY.
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MeTon MOHHOTO pacHbLICHUS UMEET Psii HeAOCTaTOK: MpodiieMa CTaOHIBHOTO
yaepKaHUsS TIUIa3Mbl, MPOOJEMBbl PACHBUICHHUS IJIOXOMPOBOAAIIUX MHUIIEHEH,
3arpsiI3HEHHUE MOTYYaeMbIX IIJICHOK aproHoM. [[jist Toro, 4ToObl YMEHBIIUTH JaHHBIC
HeXenaTeNnbHble dP(GEeKThl He0OXOIUMO CHIDKEHHE pabodero AaBlieHUS ras3a ¢
OJTHOBPEMEHHBIM HCIIOJIb30BAaHUEM CHEIHMAIBHBIX MPUEMOB ISl TMOAJAEPKAHUS
YCTOMYHMBOTO TICIONIETo paspsaa. ONHUM U3 TaKUX MIPUEMOB SBIISIETCS BBEICHUE B
o0nacTh 3apsa MarHUTHOTO TIOJI, B PE3yJbTaTe YEro pealn3yeTcsi METO]
MarHeTpoHHoro pacmbsuteHus [28]. I[lpm 3ToM ycKoOpsroIee 3JICKTPHUECKOe
HaIpsHDKEHUE, MPUKIAbIBAEMOE K MHUIICHH, MOXXET ObITh, KaK MOCTOSHHBIM
(pactibuieHre Ha MocTosTHHOM Toke — DC), Tak U MepeMeHHbIM BbICOKOYACTOTHBIM
(paanouactoTHoe pacnblieHue — RF). Mcnons3oBanue nocneanen pasHOBUIHOCTH
Haubosee >pPEeKTUBHO, TaK KaK MPUMEHEHHE EPEMEHHOTO 3JIEKTPUUECKOIO OIS
CTUMYJIUPYET TOpPEHHE IUIa3Mbl U TO3BOJIIET PACHBUISATh JUAICKTPUUYECKUE
MUILICHH, CHUMAas C HHX OKPAHUPYIOIIMKA MOJOXKUTECIbHBIA 3apsa  [28].
Paccmorpum Bce paszHoBugHoctu nonydeHus HTII ¢ nmpumeneHneM MeTOAMK
MOHHOT'O M MAarHETPOHHOI'O PACTIbUICHUS.

Peaxmusnoe macnemponnoe pacnoinenue cniagnvix muuierneu . MeToa oCHOBaH
Ha PAaCHbUICHUU MHUILIEHHU, cOCTosIIeld u3 crutaBa, Hanpumep COAI, pasmudnoro
cocraBa B cmecu razo Ar + O,. Ilpu 3ToM Bapbupys COOTHOILLIEHUE KHCIOPOAa U
aproHa MO>XHO JOOUTHCSI CHJIBHOTO OKHCIJICHUSI aTIOMUHUS U CJIa00r0 OKHUCIICHHUS
KoOabTa B TPOIECCE OCAXKACHHUS IUIEHKH. Takum 00pa3oM MoJTydaercs
KOMIIO3UTHAsl IUJIEHOYHAs Cpela, COCTOosas W3 YacTUl[ KoOalbTa, OKCHIA
KoOanbTa B MaTpuile M3 aMOpP(HOro OKCHaa amoMuHusA. JlaHHBIM CIIOCOOOM
HOJIy4eHBl TUICHKH, HCClieayembie B padortax [6, 7, 94, 110, 115]. Tunuunbie

M300paKeHNEe MUKPOCTPYKTYPhI MPUBEICHBI Ha pucyHke 1.15.



Pucynoxk 1.15. [19M uzo0paxenus MUKpocTpyKTypbl mieHok Co-Al-O ¢

cyneprapaMaruuTHbiMU cBoiicTBamu (Cos2Al20028) (), peppoOMarHUTHBIMU CBOCTBAMU

(Co61Al26013) (6) u marauToMsirkuMmu cBoiicTBaMu (Cos3Al13024) (B) [7].

CBoiicTBa MOYyYEHHBIX IJICHOK OBUIM OmucaHbl Bhime. K HegocTaTkaM JaHHOTO
METOAa CTOUT OTHECTH YAaCTUYHOE OKHUCIIEHHE KOOaibTa, HEMOJHOE OKHCIICHHE
ATIOMUHUS B TPOIECCE OCAXKICHHS, HHU3KYIO IOBTOPSIEMOCTh pE3YJIbTaTOB,
CHenraIbHOE MUIIICHU TPEOYeMOro COCTaBa.

Mazcnemponnoe (uonnoe) pacnvinenue cocmaguvix (Mo3auumvix) MuueHel.
CyThb MeTOJ]a COCTOUT B PACHBUICHUU MHIIEHH, COCTOSIIEH U3 IUIACTHHBI OJHOTO
MaTepHuaa, Ha MOBEPXHOCTH KOTOPOTO PAaBHOMEPHO pacHojararoTcsi HeOOJbIIue
IUTACTUHBI  JIPYTOro KOMITOHEHTa. Takue MHINCHH WCIOJNB3YIOTCS Kak B
KOMITO3UIUSAX METAUI-METaJUl, TaK ¥ TMPH TNPUMEHEHUU PaIHOYaCTOTHOTO
pacIbUICHUS] B KOMITO3UIUSX METAUI-AUAICKTPUK, a ONPEIEICHUE HOMHHAIBHOTO
COCTaBa MUIICHU OCYIIECTBIIACTCS W3 COOTHOIICHUS IUIOMIAJICH PACHBLUISIEMBIX
noBepxHocTed. TakuM crocoOOM IUICHKH Pa3iIMYHBIX COCTABOB IOIYYalid €Ile B
70-x romax B. Abeles u nmp. [70] BBICOKOYACTOTHBIM HOHHBIM PACIBUICHHEM.
[locne ¢ mMHUPOKUM TOSBICHHEM MAarHETPOHHBIX CHUCTEM HAINbUICHUS, JTAHHBINA
METOA CTal OJHMUM W3 Hauboliee TOMYJISAPHBIX JUIS  W3TOTOBIICHHS
HAHOTPaHYJIMPOBAHHBIX cpen [28].

Memoo  oonospemennoco pacnwinenusi (copacnviienue) 3aKIOYaeTCS B
OJTHOBPEMEHHOM OCaX/ICHHH Ha TOJJI0XKY MAaTEpUaNOB M3 JBYX HCTOYHUKOB.
Xopomiee  TMEpeMENIMBaHWE  PACTBUIIEMBIX  MAaTEpPHajoB  OCYIIECTBIISETCS

6.]'[31“0,[[3[)5[ TOMY, UYTO JABa ATOMHO-MOJICKYJIAPHBIX IIOTOKa OT HWCTOYHHUKOB
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NIEPECEKAIOTCS €IlIe IO TOro, KaKk OHM MOMaayT Ha MOJUI0KKY. B paMkax JaHHOTrO
croco0a OTHOCHUTEIBbHOE HM3MEHEHHE CKOpPOCTeM  paclbUICHHS HMCXOJHBIX
MaTepUajoB MMO3BOJISIET BAPFUPOBATH COCTAB IJICHOK.

MUKpOCTpPYKTYpa U CBOMCTBA TUICHOK, TIOJy4aeMbIX KaK COPACIBUICHUEM, TaK U
paclbUICHUEM M3 COCTaBHOW MuIleHW waeHTHuHbl [117, 118]. OgHako MeTon
COpaCHbIJICHUS TO3BOJSET U3MEHITh KOHILIEHTPALMIO MaTepHuaia 0e3 HapyleHUs
BaKyyMa, a Tak)K€ M3rOTaBIIMBAaTh IUICHKA C TPAJMEHTOM KOHIIEHTpPAllMH, YTO
HEBO3MOXHO CJIeJlaTb C MO3anyHOM mumeHbto. Ha pucynke 1.16 mpuBeneHsl
CTPYKTypHBIe XapakTepucTuku IieHOK C0-Al;Os, monydeHHBIX copaclbUICHHEM

muieneit Co u Al,Os.

30 35 40 45 50
X (%)

Pucynoxk 1.16. II9M uzoopaxkenue Coso(Al2O3)s0 (a) 1 3aBUCUMOCTH CPETHETO pa3mepa

HAHOTPaHYJI OT KOHICHTpAIK MeTatndeckoit da3ssl (0) ruieHok Co-Al,0O3 [118].

Jlnst Bcex BbIIE TEPEYUCICHHBIX METOJOB MArHETPOHHOTO PAaCIbUICHHUS
XapaKTEPHO OCCIOPSAIOYHOE pacTpeeicHIe HAaHOTPaHY I B MaTPHIIC W UX MaJblid
pasmep. Ho, moxanyil emie OJHMM CEPbE3HBIM HEIOCTATKOM SBIISIETCA IIOXAs
TepMuYecKas cTaOWiIbHOCTH MieHOK. Ha pucynke 1.17 mpuBeneHsl pe3yiabTaThl
[1OM wuccnenopannii wieHok (FeCo)s3(Al203)s7 , B HCXOAHOM COCTOSIHMH M TOCIIE

omxkura npu Temneparype 300 °C [124].
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Pucynok 1.17. [19M uzobpaxenus mieHok (FeCo)sz(Al203)s7 , B HCXOTHOM COCTOSIHUU |
nocine orxura nmpu remmneparype 300 °C [124]. Ha BcraBkax NpuUBEACHBI COOTBETCTBYIOILITUE

KapTUHBI MUKPOAH(PPAKITIH.

AnHanu3 mzoOpaxeHuil (pucyHok 1.17) mokasplBaeT, 4TO OTKUT MPUBOJUT K
YKPYIIHEHHMIO U arJIOMEpalMi HAaHOTPAHYJ, a TAKXKE K KPUCTAJUIM3ALUA MAaTPULIbL,
YTO B CBOIO O4Yepenb INPUBOAUT K YMEHBIICHUID MAarHUTOCONPOTHUBIICHUS H
YBEIUYCHUIO DIIEKTPOCOIIPOTUBIICHUS] 1 HAMAarHUYeHHOCTH HachImeHus [124].

Ilocneoosamenvnoe pacnvinenue. llpuMeHeHNE pa3JeNbHBIX HCTOYHUKOB HE
OTPAaHUYMBAETCA TOJBKO OJHOBPEMEHHBIM paclblIeHHEM. Mcronp3yercs Takxke
MIOCJIEAOBATENBHOE OCAXKIECHUE PA3IMYHBIX MATEPUAIIOB HAa IOJIOKKY, YTO
o0ecnieunBaeT (QPOPMUPOBAHUE MHOTOCIIONHBIX HAHOIPAaHYJIWPOBAHHBIX IUIEHOK
[TockonbKy Mpu OYEHb MaJIbIX TOJIIMHAX (MeHee 1 nm) HambuIIeMbld MaTepHal
MMEET OCTPOBKOBYIO CTPYKTYpPY. B OCHOBHOM OCTPOBKOBBIE CJIOM CO3JAIOTCS U3
MarHuTHeIX 3d-MeTamioB, KOTOpbIE uepenyroTcsi ¢ 0ojiee TOJICTBIMH CJIOSMHU
JOVRJIEKTPUKA, OCAXICHHE KOTOPOrO IMPOUCXOMWT PABHOMEPHO IO BCEH
IIOBEPXHOCTH. B pe3ynbraTte OCTPOBKU-TPAHYJbl W3 MAarHUTHOIO Marepuala
OKa3bIBalOTCS OKPYKECHHBIMM HEMarHuTHOW Marpuied. [lomydaemble ciioucTeie
IUICHKKM  O0JIaaloT  TOBBIIIEHHOH  OJHOPOJHOCTBIO M OMNpPENEICHHON
YIOPSIOYCHHOCThIO B pacroyiokenuun rpanyn [125, 126]. Ha pucynke 1.18
npeacrasieHo [I9OM  u3o0pakeHne MHOTOCIOMHOW HaHOTPaHYJIHMPOBAHHON

rwieaku Co/Al,Os.
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Pucynok 1.18. [Tonepeynoe ceyeHne MHOTOCIOMHON HAHOTPAHYJIUPOBAHHOM TIJICHKHU

Co/Al,03 [125].

PerynupoBanue CTPYKTYpHBIX MapaMEeTpOB [aHHBIX CTPYKTYp BO3MOXKHO B
JOCTaTOYHO UIMPOKUX THpelenax 3a CYeT BapbUPOBAaHUS  COOTHOILEHUS
HOMMHAJIBHBIX M aOCOJIIOTHBIX 3HAYEHWM TOJIIUH, HANbUIAEMbIX MarHUTHBIX U
HEMarHUTHBIX CJIOEB.

Memoo umnynbcHo20 na3epHO20 ocadcOeHuss 3aKIIoYaeTcss B OOIyYeHUH
COCTaBHOM  MHIICHH  METAI-AUIJICKTPUK  HAHOCEKYHIHBIMUA  JIA3€PHBIMU
UMIYJbCaMHU, NPU KOTOPOM MPOMCXOJUT HCIapeHHe MaTepuana MulleHu. B
pabotax [4, 5, 107-111] ucnonap30BaJIMCh CICAYIOIIME MapaMeTPhl Jla3epa: AJIuHa
BONHBI 248 nm, BpeMs uMIyJbca 34 NS, IWIOTHOCT dHepruu 2 umn 3 J/cm?. Kak n
B Cllyda€ MAarHeTpOHHOI'O pAacCIbUICHUS, BapbUpysd COCTaB MHUIIEHHM MOXHO
perynupoBaTh COJAEp)KaHHWE MeTauTMueckoil (as3el B ocaxmaeMoil mieHke. Ha
pucynke 1.9 npusenensr [I1OM uzobpaxenus mienok Co0-ZrO, mpu pa3inuuHOMI
KOHIEHTpauu KobanpTa. CTpyKTypa IUICHOK (CpeqHHMIl pa3mep HaHOIpaHyll,
Xa0TUYHOCTh UX PACTpeeNIeHUs] B MAaTPHIIE) CXOKa C TUICHKaMH, TOTy4YeHHBIMU
METOJJaMU MarHeTPOHHOTO pacnbuleHus. [Ipu oTKure MIEHOK TakkKe MPOUCXOIUT
YKpPYITHEHUE M arjoMepanus HAHOTPaHyJl U YBEIUYEHHE TUAJIEKTPUUYECKON

MPOCJIONKHU MEXKy YacTUIlaMU MeTajuia (cM. pucyHok 1.9, 1.10).

1.3.2. Xumnyeckne MeToAbl MOJYyYeHUS] HAHOTPAHYJIHPOBAHHBIX TOHKHX
IJICHOK.
3onb-2enb memoo. VICTOPUUECKH «30JIb-T€JbY» METO/I, MOJIY4YHJl CBOE Ha3BaHUE

OT TPOLECCOB TMOJYYEHUS MAaTE€pPUATOB M3 MOJIEKYJSPHBIX MPEKYPCOPOB —
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ankokcuaoB MetawioB Me(OR)n myrem uX rujposnn3a U KOHJACHCAIMU 4Yepe3
cTaaiuv o0pa3oBaHUA 30Ji1 M Telsd, B KOHEYHOM MTOre NPHUBOJAAIINE K
0o0pa30BaHMIO MaTepuana, COJACP)KAIer0 MCKIIOUUTENIbHO CBSI3M MeETall -
kuciopon - metaii. CoBpeMeHHoe, u 0oJiee 0011ee, TOHUMAaHUE 30JIb-TeJIb METO/IA
paccMaTpuBaeT €ro Kak mpolecc oOpa3oBaHus TBepAoW ¢asbl, MPOTEKAIOIIUN
yepe3 CTaJuu 00pa3oBaHUsS 30JIs1 M Teis, HE3aBUCHUMO OT COCTaBa M IMPHUPOJBI
MCXOJIHBIX PEareHTOB.

[TonydyeHue MIEHOK 30JIb-T€Ib METOJIOM OCHOBAHO HA YIAJICHUH PAaCTBOPUTEIS
U3 TOHKOTO CJIOSl pacTBOPA, HAHECEHHOIO0 Ha MOJJIOXKKY. /[ moiyyeHus MmieHoK
MPUMEHSIOT HUCKIIOYUTEIBHO CTAaOWIIbHBIE 30JId, COCTOSIIIME W3 HAHOYACTHI]
TpeOyeMOro BEIIECTBA WKW MPOMEXYTOYHOTO MPOJAyKTa (Hampumep, TUAPOKCHAA
MpU TOJIYYEHUU IUJICHKU OKchja). Yaile BCEero IUICHKM HAHOCIT Ha TOJJIOKKY
HEeHTPUYTUPOBAHUEM UIIM BBHITATMBaHKUEM. [leHTpudyrupoBanue NpuMeHsIOT JJIs
HAHECCHUS TOHKUX IUICHOK Ha OTHOCUTEIBHO IUIOCKHE MOJJIOXKU. Karsa 30ms
HAHOCHUTCS Ha MOJIOXKKY, MOJIONKKA PACKPYUUBAETCS JIO BHICOKOM CKOPOCTH, MPHU
KOTOPOM 30JIb pAacTEKaeTcs IO IOBEPXHOCTH MOJJIOKKU. M3 TOHKOro cios
PacTBOPUTEIb UCIIAPAETCS, OCTABIISAS HA MOJJI0KKE TOHKUH ciior matepuana. CyThb
METO/1a TIOJYYEHUS TUICHOK BBITSITUBAHUEM COCTOUT B MOTPY>KEHUH TOJIOKKH JIJIs
IUTICHKH | TTOCIICAYIOIINM €€ BBITATMBAHUK ¢ KOHTPOJIMPYEMOKH CKOpOCThio [127].

[ToyyeHrne MarHUTHBIX HAHOTPAHYJIMPOBAHHBIX TJICHOK MO TEXHOJOTUU 30JIb-
reab omuicaHo B paborax [128-1130]. B kadecTBe mnpumepa HHXKE MPHUBEICH
nporiecc u3rotopienus Fe304-SiO; mrenok [128], coCTomuii U3 IByX 3TanoB:

1) Tloay4eHre KOJUTOMIHOTO PacTBOpPa MAarHUTHBIX HAaHOYACTHI[. MarHUTHBIC
HaHOYACTHUIIBI Tonydanu pactBopeHueM 1 g FeSO4-7H,O B 20 ml Bomer ¢
MOCJICAYIONUUM OBICTPHIM J0OaBJICHUEM MPH MHTEHCUBHOM IepemernBanund 5 mi
koHIl. NH3 (25%). CuiibHOILIEIOUHYIO CMECh TIEpEMEIINBAIM B TeueHHe | yaca Ha
BO3/yXe M 00pa30BaBIIMIiCS MarHUTHBIN ocaok (Mp) nmpombIBaaIn HECKOJBKO pa3
Bojoit. Jlanee ocamok cmermmBanu ¢ 40 ml xonun. NH3 (25%) u ocraBisiid B
TedeHue | daca, 1mocie 4ero ero OTaessuiv IeHTpudyrupoBaHueM. 3aTeM OCalloK

OKOHYaTeJIbHO aucrteprupoBain B 50 ml Boasl u nenrpudyruposamu npu 4000
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min? B Teuenue 5 min mus yAaJICHUS JTIOOBIX HEPACTBOPUMBIX dacTull. KoneuHbrit
IPOIYKT MPEACTABIST COOOM MPO3pavyHblii, TEMHO-KOPUYHEBBINA KOJIOUIAHBIN
pacTBOp MarHUTHBIX HaHoJacTuI] Marremuta (y-Fe;0s) ¢ kormenTpamwmeir 7 mg/mi
KOTOPBIN UCIOJIb30BAICA JIJISl OJTYYEHHS] HAHOTPaHYJIMPOBAHHBIX IJIEHOK.

2) Ionyuenue HaHOrpaHyJIHPOBaHHBIX MIeHOK Fe304-Si0,. Ha pucynke 1.19
NOKa3aHbl CTaJUM IOJYYEHUS] MAarHUTHOM HAHOTPaHYJMPOBAHHOM IIJICHKH.
[Tony4yeHHBIE IJIEHKU COCTOSIT U3 TPEX CJIOEB Ha CTEKIIIHHOW Mojjoxke. [lepBbiid
cJoi mpeacTaBisieT coboit cinoi Si02, KOTOPBINA ObUT MOJIYYEH MyTEM MOTPYKEHHUS
W3 pacTBOpa TETPAdTUIOPTOCUIIMKATA W MOCHIEAyroIero npoxkaimmsanus npu 400
°C Ha Bo3ayxe. Bropoil cioif Obul HOJy4YeH MyTeM OCaXKJIEHHUS Ha MOBEPXHOCTh
KOJUIOMJHOTO pacTBOpa MarreMuTa, mojay4yeHHoro B myHkre 1. O6pa3zen ocTaBisum
JUIS CYIIKM Ha BO3JyX€ B TEUECHHME TpPEX ITHEW C MOCIEIYIOIIMM HAHECEHUEM
TPETHETO cios METOJI0M MOTPYKHOTO MOKPBITUS pactBopa
TETPAdTUIIOpTOCHIIMKaTa. [IMeHKn cymmnm m 3aTeM mpokanuBaiu B TedueHue 10

min B mpoTouHo# atMmocdepe Ar mipu 500 °C.

dip-coating
alkoxide
o
solution % % % % E % g % % % 4007C
[ Glass substrate ] —> | Glass substrate ] —
v-Fe,03 dip-coating
nanoparticles alkoxide
solution
I Slavy s trake | = Glass substrate —_—

magnetic
nanoparticles

500°C
in Ar Sio,

—_ Glass substrate
Pucynok 1.19. Cxemarndeckas HILTIOCTPALKS MOJYYEHHS TOHKOW HAHOTPAaHyIMPOBAHHON

wienku Fe304-Si0; [128].

30JIb-T€b METOJ TMO3BOJIAET OCAXIATh IUIEHKM Ha TOBEPXHOCTH CIIOKHOMN
dbopMbl, ecii Ha HEW HeT OcTpbIX yriaoB. C TOYKH 3pEHUS TEXHOJIOTHH METO]
MO3BOJIAET CO3/JAaBaTh ITOKPBITUS OT CBEPXTOHKHX JO IOKPBITUM TOJILMHOW B
necsaTk MKM. CocCTaB IUIGHKM MOKHO WM3MEHSTh, BBOJAS B PAcTBOp TpeOyemble
N00aBKM, WM TPOMUTHIBAS TOPUCTYIO IUIEHKY pPacTBOPOM C HEOOXOAUMOM

100aBKOM.
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307b-T€NIb METOJ HAHECEHHWS IUICHOK 001alaeT TakkKe CyIIECTBEHHBIMU
Hejoctatkamu. [Ipexe Bcero 3To TpyaoeMKocTh mpoiiecca. [Ipumenenue 3Toro
METO/Ia B MPOM3BOACTBE TpeOyeT THIATENbHON pa3pabOTKH TEXHOJIOTHH HA CTaIuU
MIPOBENCHUSI UCCIIeNOBaHUNA. [[pUMEHIMOCTD 3TOTO METO/Ia BO MHOTOM 3aBUCHUT OT
TOTO, yJaercd U TMOJY4YUTh CTAaOWJIbHBIA 30Jb, COJEPXKAIIMNA HAHOYACTHIIBI
3aJJaHHOTO M BOCIPOM3BOAMMOTO pa3mepa. Kpome Toro, amkoKCHIbl MHOTHX
METaJIOB JOCTATOYHO JOPOTH U HE MPOU3BOASITCS B IPOMBIIIICHHBIX MacIlITa0ax.

Merton snexkmporumunueckoeo ocaxcoeHus COCTOUT B BBIICICHUH (OCaXICHUH)
KaKoro-i1m0o BemiecTBa (OOBIYHO METajula) M3 BJIEKTPOJIMTAa Ha DJIEKTPOJAE IpHU
MPOIYCKAHUH TOKA Yepe3 dJIEKTPOJIUT. JJaHHBIM cr1ocoOOM MOIy4YaroT B OCHOBHOM
rpaHyJIMpPOBAHHBIC TUIGHKH HAa OCHOBE MeTayuimueckux wmarpuil [9, 66-68, 131,
132], Tax:ke UMEIOTCS paOOThI O MOJYYCHHIO HAHOTPaHYIMPOBAHHBIX IUICHOK Ha
ocHOBe MoynpoBoAHUKOBEIX (ZNnSe) [133] u okcumubix (CeOz) [134] marpwil.
[IpeumytiecTBO METOJa - BO3MOYKHOCTH IMOJYYEHHUS TPAaHYJIHPOBAHHBIX IUICHOK,
KOMITOHEHTBI KOTOPBIX O00pa3yloT CTaOWJIbHBIE TBEPJIbIE PACTBOPHI, HANPUMEP
wienku Co-Re [68], a Takke BO3MOXKHOCTh PABHOMEPHOTO OCAXKJICHHS TUICHKHA Ha
OCHOBY a0COJIIOTHO JI000M Qopmbl. OJHAKO OCAXKIACHUE TUICHKH BO3MOXHO
TOJIBKO Ha AJIEKTPOIPOBOIAIILYIO MOJUIOKKY J100 mojacion. K Hegocratkam Takxke
MO’KHO OTHECTH IIJIOXYIO TEPMUYECKYIO CTAOMIBHOCTD TICHOK.

Memoo naaumapuoii  memaniomepmuuy, OCHOBAaHHBIM Ha HCIOJIb30BAHUU
METaJUIOTEPMUYECKUX PEeaKIfii (BOCCTAHOBIEHWE METANIOB W3 UX COCIWHEHUU
IPYTUMU  METaJITaMH, XWMHWYECKH 3HAYHUTEILHO 00Jiee AaKTUBHBIMH, YEM
BOCCTaHABIIMBAaE€MbI€, TTPH MOBBIIIEHHBIX TEMIIEpATypax ), M3HAYAIHHO MPUMEHSIICS
B TPOMBIIUICHHOCTH TP TPOU3BOJICTBE HEKOTOPHIX META/UIOB, CBApOYHBIX
paboTax, a Takke B BOCHHOM IPOU3BOJCTBE ISl MU3TOTOBICHUS 3aKUTaTEIhHBIX
cHapsnoB. Hampumep, MetamiorepMudeckas peakiiisi BOCCTAHOBIICHUS Kejie3a u3
ero okcuaa (peakuus [ogpammuara, 1898 rom) Fe,O3; + Al — AlLO; + Fe
u3BecTHa Yyxke Oomee 100 5er W aKTHBHO TPUMEHSETCA IS CBapKu
Kene3HoopokHoro monoTHa [135, 136]. TepMmuTHbIE CMECH - IIMPOKHH KIIAacc

OHCPIreTUYCCKUX MATCpUualioB, KOTOPLIC COACPKAT MCTANNIMYCCKOSC TOIIIINBO
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(mammpumep, Al, Mg u B) u okucmurens (Fe,Os, MoOs, CuO, BiO3 u WO3). Ot
CMECH pearupyroT ¢ BHICBOOOXKIEHUEM OOJIBIIIOIO KOJIMYECTBA TEIUIa, U PeaKiuu
BOCCTAHOBJICHUSI MOTYT TMPOXOAUTh B AaBTOBOJHOBOM pEXHUME. THUIMUYHBIC
TEPMUTHBIE CMECH, COJIEPIKAIINE YACTUITLI MUKPOHHOTO pa3Mepa, UMEIOT CKOPOCTh
BOJIHBI ropeHus nopsaka 0,01-20 m/c [135, 136]. B HaHOKOMITO3UTHBIX TEPMHUTAX
(Takxe Ha3bIBAEMBIX HAHOCTPYKTYPHBIMU MeTacTaOMIHbHBIMA
MEXMOJICKYJIIPHBIMU KOMITO3UTaMU WJIM HAHOTEPMHUTAMH, B KOTOPBIX pa3Mmep
YacTHUI] HAXOJUTCS Ha HAHOMACIITAOHOM YpPOBHE) CKOpPOCTh BOJHBI TOpPEHUS
YBCIIMYUBACTCS Ha JBa-Tpu Topsaka, jgoctmras 1000 wm/c  [137]. B
HAHOCTPYKTYPUPOBAHHBIX METACTAOMIIBHBIX KOMIIO3UTaX B BHUJIE MHOTOCIOHWHBIX
¢doser cKkopocTh BOJHBI peaknuu Menbme 0,5-15 m/c [138, 139]. /s manboiee
PEaKIIMOHHOCTIOCOOHBIX CIIOMCTBIX TOHKOTUICHOYHBIX CHCTEM, TBepaodaszHas
peakius MeXy ciosiMu HaunHaetcs B pexkume CBC TonbKO BbIIIE TEMIIEpaTyphbl
uHunupoBanus Typ U co ckopocThio HarpeBa Oosiee 20 K/c. Hampumep, mis
nByxcioiHbIX mieHoK Ni/Al [140] temnepaTypa HHHIIMAPOBAHUS COCTABISIET T yp
(Ni/Al) ~ 220 °C. BaxHO OTMETHTb, YTO TIPU CKOPOCTH Harpera mopsaka 20 K/c,
ckopocth CBC peakinu B Ni/Al, HaHECEHHBIX Ha CTEKJISTHHBIC MOJIOKKH, Ooee
4yeMm Ha 2-3 mopsijaka MeHblle, 4yeM Juist (osbr U coctaBisger okojio 0,5 cM/c mpu
TEeMITepaTypax, HECKOJBKO TMPEBBIMAIMUX Tyy, HO TPHU STOM 3HAYUTEIHHO
BO3pACTaeT C YBEJIMYCHUEM TEMIEpaTyphl MOMJIOXKKH. ITO O3HAYaeT, YTO
MO/JIOKKA TIPENICTABIsAeT COOOM TEIMIOO0TBOA, KOTOPHIA 3HAYUTEIHHO CHUKAET
CKOPOCTh (DpOHTA PEaKIIUH.

Tak nepBast paboTa, o MOJYYECHUIO HAHOTPaHYJIUPOBAHHBIX MAarHUTHBIX TUIEHOK
METOZIOM IIJIAHAPHOW MeTaJloTepMuu onyonukoBana B 2003 romy [141], B
KOTOPOH HMCXOIHBIMH TOHKOIUICHOYHBIMH CIIOMCTBIMH PEarceHTaMH OBLUIA OKCH]T
xene3a Fe;03 u Al, mosydeHHbIE METOIOM MarHETPOHHOTO PACTbIICHUS MHUIIICHEH
Fe,Os3 u Al, a npoaykToMm peakiiuu HaHorpaHy/upoBaHHas IieHka Fe-Al,Os, Ha
YTO YKa3bIBaJlM DJICKTPUYECKHE W MArHUTHBIC CBOMCTBA TMOJYYEHHBIX IUICHOK,
XapakTepHbIC NJIsi TPaHYJUPOBAHHBIX cpell. BrmocnmeiacTBuu MaHHBIA MeETOJ ObLI

YCIICIIIHO OMpPOOOBaH ISl JPYT'MX TOHKOIUICHOYHBIX cucrteM [11-13, 142].
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HcxognsiMu peareHTamMu ObUTH JBYXCIOWHBIC MJICHKU, COCTOSIINE U3 CIIOSI OKCHIA
dbeppomarautHoro Metamia Fe,O; mu6o CoO , MoaydeHHOTO TEePMUYECKUM
OKHCJICHHUEM Kene3a (KoOambTa) B BO3AYIIHOM cpele, W CJIOS MeTajuia-
BoccranoButens (Ti, In, Zn, Zr). 3aTeM IUICHKHA TOJABEPIajuCh CTYICHYATOMY
BaKyyMHOMY OTxKury ¢ marom B 50 °C B Teuenue yaca. [lociie kaxmoro omxura
IPOBOJMIOCH KOMIUIEKCHOE HCCIEJOBAHUE CTPYKTYPHBIX U MAarHUTHBIX CBOMICTB
IUICHOK,  pe3yJbTaTOM  KOTOPOTO  OBUIO  OMpeAelieHHEe  TeMIepaTypbl
WHULMAPOBAHUS PEaKIUU |y KOJIMYECTBO BOCCTAHOBIIEHHOTO (eppOMarHeTHKa,
HaJIM4KME MPOMEKYTOUHBIX M MOOOYHBIX MPOJYKTOB peakiuu U T. 1. B mobom
cily4yae MPOAYKTOM peakluu ObUTM TUICHKH, COJEpKalllie€ MarHUTHBIE TPaHYJIbI
OKpY>KEHHbIE OKCHMIHOM Marpuued. Ha pucynke 1.23 nmpuBeneHsl 3J€KTpPOHHO-
MHUKPOCKOTIMYECKUE N300paKeHUsI HAHOTPaHYJIMPOBAaHHBIX MIeHOK Fe-1n;O3 [11] u
Fes0s-ZnO [12], momyuenHbix MeTamuioTepmuein u3 Fe,Os-In u FeyOs-Zn

HBYXCHOﬁHBIX TOHKHX IIJICHOK.

Pucynoxk 1.20. (a) [I9M uzobpaxkeHnue HaHOTpaHyIMpoBaHHO# miieHku Fe-1n203 [11] u (0)

POM wusobpaxenue HaHOrpaHyupoBaHHO# miienku Fe304-Zn0 [12].

Ha wu300pakeHHSIX OTYETIMBO BHJIHO, YTO IIOJYYEHHBIC TUICHKH HWMCIOT
TPaHYJIUPOBAHHYIO CTPYKTYpPY, CTPYKTYpHbIE ¥ MArHUTHBIE HCCIICOBAHUS
MOJIYYCHHBIX TIJICHOK MOATBEPIKIAIOT, YTO TPaHYJIbl COCTOSAT U3 YHCTOTO Kejie3a (B
mwienkax Fe-1n,O3) u marneTtura (B mienkax Fe;04-Zn0).

OcCHOBHOE TPEUMYIIECTBO METOJAa - XOpOoIlas TepMUUYECKas, XUMHUYECKas H
BpEMEHHAsl CTaOMJIBHOCTh IUICHOK. [IOCKONBKY METaNIOTEPMHYECKUE DPEaKIIuN
MPOXOJISAT MPHU BBICOKUX TeMIlepaTypax (BbIlIe KOMHATHOH), MOJyYEHHbIE TUICHKU

HaxogATCsad B OoJtee PaBHOBCCHOM COCTOAHHHM, 4YEM HAHOI'PAHYJIMPOBAHHLIC
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IJICHKY, TIOJIYYCHHBIC, HANPUMEpP, MarHETPOHHBIM PACTBUICHUEM, TJ€ OTKUTH
naxe mpu HeOonbmux Temmneparypax (200-300 °C) cyiiecTBEHHO BIHSIIOT Ha
XapaKTEPUCTHUKNA HAHOKOMITO3MTOB. K mpemmyiecTBaM TakKe MOXHO OTHECTH
XOpOUIYI0 TOBTOPSAEMOCTh PE3YJIbTATOB OT CEPUM K CEPUH, OTHOCHUTEIHHO
MPOCTYI0 TEXHOJOTUYECKYIO IOCIeA0BATENbHOCTh. [loaTOMY pa3BuUTHE MeTona
IJIAHAPHOM METa/VIOTEPMUM B IUJIaHE MPUMEHEHHUS] €ro K HM3rOTOBJICHUIO
HaHorpanynupoBaHHbiXx C0-ZrO; u Co0-Al,O3 mieHOK H HCCACIOBaHUS HX
CTPYKTYPHBIX, MATHUTHBIX U 3JICKTPUUYECKUX XaPAKTEPUCTHK, a TaK:Ke pa3paboTKa
TEXHOJIOTHYECKHIX MIPUEMOB, MTO3BOJISOIIINX W3TOTaBJINBATh
HAHOTPAHYJMPOBAaHHBIC IUICHKH C 3a/IaHHBIMU TIapaMeTpaMM SIBIIIETCS BeChMa

aKTyaJIbHOM 3a7avyeH.
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I'naBa 2. MeToabl NOJIy4YeHHs U UCCIIE0BAHUS 00pa3oB

B manHOW rnaBe oOmMMCaHBI TEXHOJIOTHS TOJYYEHUS HAHOTPAHYIMPOBAHHBIX
IUICHOK W METOJbl HCCIEAOBaHUs OO0pa3loB, BKJIOYAs ONHCAHWE HAyYHOTO
o0opyaoBaHUs, HA KOTOPOM BBITIONHSIUCH MCCIIEIOBAHUS, PE3YIbTAThl KOTOPHIX
MIPE/ICTABIICHBI B JABHEUINNX TIaBax

2.1. Metoabl mosy4eHnusi 00pa3mnoB

Bce o0pasubl HaHOrpaHy mMpoBaHHBIX IeHOK CO-ZrO; u Co-Al,O3; momy4eHb
METOJIOM IIJIAaHAPHOW METa/NIOTEPMUU TMPH BAKYYMHOM OT)KHIE HCXOJHBIX
CIIOMCTBIX TOHKOIUIEHOUHBIX CTPYKTYp C0304/Zr m Co304/Al cooTBeTCTBEHHO.
VcxomHbIE CIOWUCTBIE IUICHKH TIOMydYadd JBYMS Ppa3IMYHBIMH CIIOCOOAMH,
OTJIMYAIONIUMHUCSA KaK METOJOM OCKJEHUS IUICHOK, TaK M TOJYYCHHEM CIIOS
OKCHJIa KOOaJIbTA.

Memoo mepmuueckoeo oxucienus (PUCyHOK 2.1) COCTOMT B TOJyYEHUU
BaKyyMHBIM TEPMUYECKUM HCIAPEHUEM TOHKOW IUICHKH METALNTHYECKOTO
koOanbTa (unctora 99,99 %) mpu Temmeparype 250 °C ¢ moclenyromum ee
okucieHueMm mnpu temneparype 350 °C B BO3AyIIHON cpele B TEUCHHE dYaca.
BepxHuuii cioii Mmeramia-BoccranoButens (Zr 99,95%, muoo Al 99,95%) ocaxnanu
TaK)K€ BaKyyMHBIM TEPMHUYECKUM HCIIAPEHUEM NP KOMHATHON TeMmIepaType s
MPENOTBPAIICHUST TPEXKIECBPEMEHHON pPEaKlMd MEXKIy CIOSIMH BO BpeMms

HaIIbIJICHU.

Co t°, 0 Co0304 Co304

IHoanoxka ::> IHoanoxka ::> IHHonnoxka

Pl/lcyHOK 2.1. Cxema MOJIYYCHHUA HCXOAHBIX CJIOMUCTBIX TOHKOIINICHOYHBIX p€arcHTOB METOAOM

TEPMUYICCKOT'O OKHUCIICHUA
[TomydyeHrne TOHKOIUIEHOYHBIX CIJIOEB MPOBOJWIOCH HA YCTAHOBKE BAKYYMHOIO
HanbuieHus YBH-2M-1, kotopast ocHalieHa uCrapuTeIs MU PE3UCTUBHOIO TUIA U

TUTEIbHBIM HCIApUTEIIEM C KOJbIEBBIM KaTogoMm [143], paGouee maBieHue B
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kamepe nopsaka 10° Torr. TonmmuHa MIEHOK KOHTPOJIMPOBANACH C IIOMOIIBIO
KBapIIeBOr0 pe30HATOPA, PACCTOSIHUE OT TUTJIA 10 MO 10Kk 30 cm.

JlaHHBIM CITOCOOOM TIOJYYEHBI MCXOJHBIE JIBYXCJIOWHBIE TOHKOIIJICHOYHBIC
peareaTel C0304/Zr u Co0304/Al, ams wW3roToBineHWs HAHOTPAHYIUPOBAHHBIX
mwienok C0-ZrO; u Co-Al,O3, pesynbTaThl HCCICAOBAHUNA KOTOPBIX OINKCAaHbBI B
ri1aBax 3 ¥ 4 HACTOSIIEH IuccepTaluu.

MeTon TEpMHUYECKOTO OKHMCIIEHUS JIOBOJIBHO TMPOCT B pealM3aluu, OJIHAKO
UMEET CYIIECTBEHHOE OrpaHMYEHHE: TaKHUM CIOCOOOM MOKHO TOJIy4aTh JUIIbh
JBYXCIOWHBIE TOHKOIUIGHOYHBIE pEareHThl, ¢ OKCUAHBIM cioeM C030,,
PAaCIOJIOKEHHBIM CHU3Y.

Memoo  peakxmueno2o  MacHemMpOHHO20 — pachvlieHus  TOHKOIUICHOYHBIX
pEareHToB, CXEMAaTUYHO MPUBEACHHBIM HA PUC. 2.2, COCTOUT B MOJYYEHHUH CIIOS
C030, BBICOKOYACTOTHBIM PEAKTUBHBIM MAarHETPOHHBIM PACHbLICHUEM MHUILIECHU
MeTaJTnYecKkoro kodanbTa (uuctora 99,99 %) B cpeze, cocTosie u3 cMecu ra3oB
Ar (70 %)+ O (30 %) mpu KOMHATHO# TemmepaType. B oTiuune ot npeapiayIiero
crioco0a, MIeHKa OKcHjia KobOalbTa (popMHUpyeTcs HEMOCPEJICTBEHHO B IIpoIiecce
HAITBUICHHUSI, YTO TTO3BOJISICT 3HAYUTEIIPHO COKPATUTh BPEMS M3TOTOBJICHUS TOHKHX
OKCHIHBIX TuIeHOK. [locnmemyrommii  cimoit  meTamta-Boccranoutens — (Al)
OCXJIAJCI MAarHEeTPOHHBIM pACTBIJICHUEM aTIOMHHHCBOW MUIICHH B Cpeic

qUCTOTO (99,999 %) aproHa.

Ar

ArT O a0

Co0304 Co0304

[Topnoxka ‘:|l>' [Topnokka

Pl/lcyHOK 2.2. Cxema MOJIYYCHHUA HCXOAHBIX CJIOMUCTBIX TOHKOIINICHOYHBIX p€arcHTOB METOAOM

PECAKTUBHOT'O MAarH€TpOHHOT'O PAaCIbIJIICHUA

ToHKOMIEHOYHEBIE pe€arcHTbel I10Jy4dYaJii Ha YCTAHOBKC MAIHCTPOHHOI'O

pacneiiernst  VSE-PVD-111, o6GopyaoBanHo#i  BbicokodacTOoTHbIM  (BY)
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MarHeTpOHOM M MarHeTPOHOM TMOCTOSHHOTO TOKa C ()YHKIMEW HHU3KOYaCTOTHOM
Moayisiiun  (HY) ©M  HMOHHBIM  HCTOYHMKOM  JUISI  YHUCTKH  TOJJIOXKEK.
TexXHOJOrnYeCKHe YCIOBUS OCaXJCHHS IUICHOK: JaBJIEHUE OCTAaTOYHBIX ra3oB B
kamepe mopsaaka 5-10° Torr, masnenue aproma 2,6:10° Torr. Ilapamerper BU
MarHeTpoHa MpH HambUICHUU: mpoxoasimas MouHocTh 100 W, otpaxkenHnas 5 W,
napameTpbl HU Marnerpona npu HanbuieHuu: Tok 100 MA, Hanpsbxkenue 470 V.
TonmmHa ocaXJaeMblX IUICHOK KOHTPOJUPOBAJIACh KBAPIEBBIM PE30HATOPOM,
paccTosiHUE OT MUIIEHU 10 ToaIokek 10 cm.

JlaHHBIA METOJl MOJyYeHUSI UCXOJHBIX TOHKOIUJICHOYHBIX PEAareHTOB MO3BOJISET
HE TOJBKO COKPAaTUTh BPEMS M3TOTOBJICHUS IIJIEHOK, HO TAK)KE MO3BOJISIET MEHATH
MeCTaMH peareHThl, U3roTaBIMBATh MHOTOCIOWHBIE CTPYKTYPHI, MOJIy4aTh MICHKU
HAa OCHOBE HUTPUIHBIX U (PTOPUIIHBIX MATPHIl, YTO B CBOIO OYEPEIb MOMKET
pacImpuTh obnacTtu MIPUMEHEHUS HaHOTPaHYyJUPOBAHHBIX IJICHOK,
U3TOTOBJICHHBIX  METOJOM  IUIAHAPHOM  METAIOTEPMUU  (KaTaIUTHYECKUE
MOKPBITUS, MaTe€pual C BBICOKUM KOI(PPUIMEHTOM MarHUTOCONPOTUBIICHUS,
matepuan 111 CBY ¢unsTpoB u mp).

MeTon0oM peakTUBHOIO MArHETPOHHOI'O PACHBUICHUS MOJIYYEHBI JBYXCIOWHBIC
npekypcopsl C0o3O4/Al u Al/Co30,4, a Takke MHOIOCIOHHAS TOHKOIUICHOYHAs
crpyktypa moioxka/(CozO4/Al)1p, W3 KOTOPBIX TMOIYYCHBI MHOTOCIIONHBIC
HaHorpanynupoBanHbie  mieHkn — C0-Al,Os. PesympTaThl  MCCIIeAOBaHMM
MOJIYYeHHBIX 00Pa3II0B MPEACTABICHBI B TJIaBE 5 HACTOSIICH THUCCEepPTAIUH.

BakyyMHBIN OTXKUT TIJICHOK JIJISl TIOJIyYEHHUSI HAHOTPaHYJIMPOBAHHOW CTPYKTYPHI
MPOBOJIMJICS HA YCTaHOBKE BakyymHoOro HambuieHus YBH-2M-1 mpu ocrarounom
naBieHuH B kamepe mopsaka 10° Torr mocpemcTBom Harpea 00pasloOB [0
OTIPENICICHHOM TEeMIIepaTypbl U BBIAEPKKU TIpU JaHHOM Temmeparype. Kak
YIOMHHAJIOCh B TiaBe 1, myHkT 1.3.2 Hacrosmed auccepralyy, OCHOBY METOJa
COCTaBIJISIET META/UIOTEPMHUUECKasi Peaklus MEXAY OKCHUIAOM (PepOMarHUTHOTO
MeTaJlJIa U METAJIJIOM-BOCCTAHOBHUTEJIEM.

VYpaBHEeHUST METALIOTEPMUYECKUX PpEAKUUNA [Js  HAHOTPAHYJIUPOBAHHBIX

wieHok Co-ZrO; u Co-Al,O3; 3anuchIBalOTCs CIeIyOIMIM 00pa3oMm:
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s Co-ZrO; TOHKUX IJICHOK:
C0304 + 2Zr — 3Co + 2Zr0O,
(2.1)

st Co-Al,O3 TOHKMX IIEHOK:

3C0304 + 8Al — 9Co + 4Al,03 (2.2)

YcnoBreM caMOIpOU3BOIBHOTO TTPOTEKAHUS PEAKIINH SBIIICTCS OTPUIIATEIIHLHOEC
3HaueHue wu3MeHeHuu osHepruum [uboca (AGpeaaun < 0), KOTOpOE MOXHO
paccuuTaTh Kak pa3HOCTh CyMMapHoOW »Hepruu ['mb66ca oOpa3oBaHMs MPOAYKTOB
peakiuu U cymMmapHo sHepruu ['mbOca oOpa3oBaHUS HMCXOJHBIX BEIIECTB C
Y4E€TOM CTEXMOMETPUYECKUX KOJTMYECTB BEIIECCTB!

AGpeaxunn = AanonyKTm - AGpeareHTm (23)

AHaJOrM4HO  OmpeAensercs 3HaueHue HHTaIbNUU  peakuud  AHpeacmm.
Crangapthele SHepruu ['n66ca obpasoanus AG%s, M cTaHmapTHBIC SHTAIBIUHU
obpazoBanust AH%g, peareHToB M npoaykToB peakuud (2.1) u (2.2) npu
temriepatype T = 298 K u HopmanbHOM aTMOC(EpHOM JIaBIICHUU MPECTABICHBI B
tabnuie 2.1.

Ta6nuua 2.1. Ctangapthble sHTanbMMU 00pasoBanus AH g, , cTanmapTHBIE

suepruu ['u66ca oopasosanus AG%s, peareHToB 1 IPOAYKTOB peakiu [144, 145]

BemectBo Al Al,O3 Co C0304 Zr ZrO,
AGOo6p1
K3/mol 0 -1582,3 0 -774 0 -1039,7
AH006p1
kJ/mol 0 -1675,7 0 -891 0 -1097,5

Wcxos u3 BBIMICTIPUBEACHHBIX TaHHBIX:

st peakimu (2.1) AGpeaann = -1305,4 KJ, AHpeaann = -1304 KkJ;

st peakiyu (2.2) AGpeaann = -4007,2 KJ, AHpeaun = -4029,8 kJ.

[TonydeHHbIE BEIMUYMHBI IMOKa3biBalOT, uTo peakumun (2.1) u (2.2)
9K30TEPMHUUECKHE M MOTYT IPOTEKaTh CaMOIPOU3BOJIBHO, CJEI0BATEILHO
peareHThbI BBIOpaHbI MPABUIIBHO.

PacueT TONIIMH TOHKOIUICHOYHBIX PEArcHTOB TMPOBOAMICS  CJCIYIOIIUM

obOpazom:
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1) ITo ypaBHenusim peakuuid (2.1) u (2.2) ompenensyiach Macca peareHTOB ¢
y4€TOM  CTEXHOMETPHUYECKMX  KOJMYECTB  BEIIEeCTB  (MoJisipHAs  macca,
MMOMHO>KEHHAs Ha KOJTMYECTBO MOJIEH COTJIACHO YPaBHEHUSM PEaKITi):

Jis peaxiuu (2.1):

m(Co30,4) =241 g, m(Zr) = 182,4 g, m(Co) = 177 g, m(ZrO,) = 246,4 g;

Jis peakiuu (2.2):

m(Co30,4) = 723 g, m(Al) = 216 g; m(Co) =531 g, m(Al,O3) = 408 g;

2) CooTHoIllIEHUE TONIIUH CJIOEB OMPENEISUIOCh KaK COOTHOIIEHUE OOBEMOB,
MOCKOJIbKY IUIONIAAh HalbUIeHUs ofauHakoBas. OObeM peareHTa V ompenessuics
KaK OTHOIIEHHE MacChl M, pacCUYMTaHHOW B 1.1, K TJIOTHOCTH p, B3ATOH U3
CIPaBOYHBIX JaHHBIX [144].

Jns peakuuu (2.1):

[Ipu nonyueHnn okcuia KoOaIbTa TEPMUUYECKUM OKHCICHUEM:

©(Co)/t(Zr) = V(Co)/V(Zr) = (m(Co)/p(Co))/(m(Zr)/p(Zr)) = 0,71

Jns peakuuu (2.2):

[Tpu nonyueHun okcuia KOOaIbTa TEPMUYECKUM OKHCICHUEM:

1(Co)/t(Al) = V(Co)/V(Al) = (m(Co)/p(Co))/(m(Al)/p(Al)) = 0,75

[Tpu nonyueHun okcua KoOanbTa peaKTUBHBIM MAarHETPOHHBIM PACTIbLIICHUEM:

1(Co304)/t(Al) = V(Co304)/V(Al) = (M(C0304)/p(C0o304))/(m(Al)/p(Al)) = 1,5

OCHOBHBIM TEXHOJIOTUYECKUM napameTpoM npu U3TOTOBJICHUH
HAHOTPAHYJMPOBAHHBIX TUICHOK SIBJISIOTCS TEMIIEPATYpPHBIE YCIOBUS BaKyyMHOTO
OT)KWATA CIIOMCTBIX TIUICHOYHBIX pearcHToB. HadamoM TnpoTekaHwWs peaKiuu
CUMTAETCSI TOSABJIICHUE HEHYJIEBOTO MAarHUTHOTO MOMEHTa o0O0pasila, a TaKkxke
PE3KUM HM3MEHECHHEM €r0o DJIEKTPUYECKOTO COIMPOTHBIICHHS, CBSI3aHHOTO C
OKHCIIEHHEM MeTaJlJIa-BOCCTAHOBUTENS, U3MEHEHHEM (ha30BOTO COCTaBa ILICHKH.
[ToaToMy nmst ompeznesneHusl TEMIIEpaTypHBIX YCIOBUNM BaKyyMHOTO OTXHUTa, a
TaK)Ke I HWCCIACAOBAHHMS OCOOCHHOCTEH TPOTEKAHWS METAUIOTEPMHUYCCKUX
peakmumii (2.1) u (2.2) (TemnepaTrypa MHHIIMUPOBAHUS, TEMIIEpaTypa 3aBepIICHUS

peakiuu  (TeMmmeparypa, Hpd  KOTOPOM  MPOUCXOAUT  MAKCUMAJIbHOE
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BOCCTAHOBJICHHE METAJUIMYECKOro KobaibTa), oOpa3oBaHHE MOOOYHBIX U
IPOMEXYTOUHBIX IPOAYKTOB PEAKIIMH ) UCIIOJIB30BAIUCH CIEAYIOLIUE U3MEPEHUS:

a) Hszmepenue macHumHo20 ~ MomeHma  JJIA  ONPENEIEHUS  CTENECHH
BOCCTaHOBJIEHUS KoOanbTa. [Ipu nmoixyyeHuu ciiosi okcuaa KooajlbTa TEPMHUYECKUM
OKHMCJICHUEM H3MEpSUICST MAarHUTHBII MOMEHT IUIEHKH KoOajabTa A0 M IOCHE
okucieHuss. IIpy MHOJTHOM OKHCIEHMM MAarHUTHBIA MOMEHT PaBHSJICA HYIIIO.
CrerneHb BOCCTAHOBJICHUS OIPEACIIACH KaK OTHOIIEHHE MAarHUTHBIX MOMEHTOB
oOpasia 10 OKUCIEHUs K0OaabTa U MOCIIe BAKYYMHOTO OTXKUTaA.

[Ipu mosyueHnn okcuaa KoOanabTa PEaKTUBHBIM MArHETPOHHBIM PACIbUIEHHEM
MarHUTHBI MOMEHT 00pa3ia paBHsJICS HyIIO0. 110 M3BECTHBIM reOMETPUUYECKUM
napameTpam mieHkn C03O04 ompenensiack €€ Macca U U3 ypaBHEHHsI peakiuu (2.2)
omnpeensuiach 00beM KoOaiabTa, KOTOPBII MOXET BOCCTAHOBHUTBCS B XOJE
peakuuu. [lo MarHuTHOMy MOMEHTY oOpa3la Mocjie OT>KUra ONpelessuid 00beM
MarHuTHOU (a3bl (kKoOanbTa). CTENeHb BOCCTAHOBIICHMSI PACCUMTHIBANIACH KaK
OTHOILIEHHE 00BbEMa BOCCTAHOBJIEHHOTO KOOAIbTa K MAKCUMAJIbHO BO3MOXKHOMY.

OOpa3upl 11 MarHUTHBIX M3MEPEHHUH TOTOBWIM Ha TMOMJIOKKAX U3
TEPMOCTOMKOTO CTEKJIa pazMepoM 1x1 cm, oTkuranu, HaunHas ¢ Temneparypsl S0
°C ¢ maroM B 50 °C B teuenue 4daca. [Io MOsIBICHUIO HEHYJIEBOIO MAarHUTHOTO
MOMEHTa, MOXHO CyIuTh 00 O00pa3oBaHWM METALIMYECKOTO KOoOambTa.
OTCcyTCcTBHE YBEIMYEHUS MAarHUTHOIO MOMEHTAa C MOBBIIICHUEM TEMIIEPaTyphl
OT)KWTa CBUIETENBCTBYET O 3aBEPIIECHUU METauIoTepMudeckoil peakuuu. Ilocie
ATOTO JaTbHEUIINNA OTXKUT 00pa3lloB MpeKpaIaim.

MarauTHelii MOMEHT H3MEPSUIM C TOMOLIBI0 TOPCHOHHOTO MAarHUTOMETpA.
[TpuHIMN M3MepeHusl U XapaKTepPUCTUKU OOOPYIOBaHUSI MPUBEIEHBI B M. 2.2.4.
«MarHuToMeTpruuecKiue METOIBI.

0) In-situ usmepenuss snexkmpuueckoeo conpomueieHus om MmemMnepamypol
MPOBOJMIN YETHIPEX KOHTAKTHBIM METOJIOM OT KOMHATHOM Temmeparypsl [0
TEMIEPaTyphbl, OMNPEAEICHHON H3 MAarHUTHBIX HW3MEpeHui (Impu KOTOpOH
IPOUCXOAUT MAaKCUMallbHOE BOCCTaHOBIEHHE KobOaibTa). CKOpPOCTh Harpesa

coctarisia 4 °C/min, ckopocTh oxiaxkacHus ~ 3 °C/min. [{nst TemnepaTypHbBIX
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U3MEPEHUI HCXOJIHBIE CIOHCTbIE OO0pa3lbl OCAKIANM Ha TMOMJIOXKKH U3
CUTAJUIOBOTO CTEKJIA, IOCKOJBKY OHU 0OJiE€ NMPOUYHBIE U BBIIECPKUBAIOT J1aBJICHUE
NPWKUMHBIX KOHTakTOB. HenpepblBHOE H3MEpEHUE 3IIEKTPOCONPOTUBICHUS
MO3BOJISIET TOYHO OLEHUTH TEMIIEPATypy MHULMHPOBAHUS METATIOTEPMUYECKOU
peakuuu, TaKkKe [0 XapakTepy TEMIEpAaTypHOH KPUBOW MOXHO CYIUTh U O
(da30BBIX MpeBpalIeHUsIX B Ipoliecce HarpeBa oOpasua. [lpuHnun uzMepeHus u
XapaKTepUCTUKN O00OpyAOBaHUSA TpuUBENEHbl B M. 2.2.5. «DIeKTpUueCKHe
U3MEPEHUS.

0) Penmeenocmpykmyphbviti anaiu3 TPOBOIWUIM AJI1 ONpeleneHHus (a30BOro
cocTraBa 00OpasloB, C LIEJIbIO0 YCTAHOBJICHUS HAJIWYMS B HUX MPOAYKTOB PEAKIUU
(MeTauIMYecKoro kobanpTa M OKCHJIA LUPKOHMS, JUOO OKCHUAA AIOMHHUSA), a
TaKkK€ OCOOCHHOCTEH NpOTEKaHWs peakuuu (oOpa3oBaHHWE NPOMEKYTOUHBIX U
noOOYHBIX  MPOAYKTOB  peakUuMu) TpU  BaKyyMHOM  omxkwure.  Jlus
PEHTIE€HOCTPYKTYPHBIX MCCIIEIOBAaHUN HCHOJB30BAIA T€ K€ 00pasllbl, UTO U IS
U3MEPEHHsI MAarHUTHOrO MOMeEHTa. [IpuHOWI H3MepeHus M XapaKTEPUCTHKHU

o0opy0oBaHUs TPUBEACHBI B I1. 2.2.3. « PEHTreHOCTPYKTYpHBIN aHATHU3».
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2.2. MeToabl ncciie1oBaHns 00pa3ioB

2.2.1. lIpocBeunBaromas 3JIeKTPOHHASI MUKPOCKONMS

Ha cerogusiminuii eHb npocBeYMBaroias 31eKTpoHHass Mukpockonus (II9M)
ABJIIETCS. OJHUM W3 OCHOBHBIX MPSAMBIX METOJOB U3YUYEHUSI CTPOEHUS MaTEPHATIOB
BIUIOTH JI0 aromMHoro ypoBHsS [146-153]. Metoaer IIDM  ocHoOBaHBI
B3aMMOJICUCTBUM  DJIGKTPOHHOTO Iydka C OOBEKTOM HCCIEIOBAHUS IPHU
IIPOXOXKIEHUN 4Yepe3 Hero. Pe3ynpTar 3TOro B3auMOAECHCTBHS - LIEJIBIA KOMIUIEKC
U3NydeHuit (pUCyHOK 2.3), aHaiIM3 KOTOPBIX IIO3BOJSIET CHAENaTh BBIBOABI O
CTPYKTYpE HCCIEAYEMOT0 O0bEKTA.

Tlaaarowme 3NEeKTPOHLI

O6patHo oTpaxeHHbIe
XapakTepucTtuueckoe

peHTreHoBCKoe U3nyueHue B'ropuquIe 3NeKTPOHBL

Oxe 3neKTpoHbI

BraEMBIH cCBeT

O6pasev

/ Heynpyro paccesHHbIe

/ 3NeKTPOHSI
Ynpyro paccesaHHbIe 3NeKTpoHLL /

~——Tok Ha o6pasue

IIpomenmmue 3JeKTPOHBI

Pucynoxk 2.3. TUIIBI CHTHAJIOB ITPH B3aWMOJICHCTBHUHU DJIEKTPOHHOTO My4ka ¢ oopasitom [153].

Teopus noctpoenuss [IOM wuz00pakeHus, MPUHIHUIBI pabOThI, YCTPONCTBO,
METO/IbI UCCJIEOBAHUS U aHAJIN3a TTOJTYy4aeMbIX PE3YIbTATOB MOJAPOOHO OMMCAHBI B
pabotax [146-153]. [IpuBeaem nuiib KPaTKOE OMUCAHUE METOIOB MCCIECAOBAHUS U
KOHCTPYKIIMHU ITPOCBEYUBAIOIIETO JIEKTPOHHOTO MUKPOCKOTIA.

B tabnuue 2.2 nmpencrtaBieHa Kparkas uHGOpMaIMs O NPUMEHEHUU TEX WIH
WHBIX CHUTHAJOB, MCXOMSIIUX OT oOpasia (pucyHoK 2.3) Juisi MCCIEIOBaHUS €T0

METOdJaMH SHCKTpOHHOﬁ MHKPOCKOIINH.
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Tabauua 2.2. Hudopmanuss o0 oOBbekTe, moiayyaemas C MOMOIIBIO 3JIEKTPOHHOU

MHUKPOCKOIIUH.

Twun curgana

[Tonyuaemass uHdopmanus o0 0OBEKTE
UCCIIEIOBaHMS (METOBI UCCIIECIOBAHMS)

[Ipomenmme 31€KTPOHBI

BHyTpeHHSAS CTpyKTypa (M300pakeHHe
B CBETJIOM MOJIE)

Ypyro-paccessHHbIE 3JEKTPOHBI

Kpucrannmuueckas CTPYKTYpa,
BHYTPEHHSII CTpPYKTypa (nudpakuus
AJIIEKTPOHOB, HW300paKEHHWE B TEMHOM
oJie)

He ynpyro-paccessHHbIE 3J€KTPOHBI

DNeMEeHTHbI  aHanu3, BHYTPEHHSSA
CTPYKTypa (CnexTpockonus
XapaKTEPUCTHYECKUX TOTEPh HSHEPruu
AJIIEKTPOHOB)

Tox oOpa3siia

OneMeHTHbI  aHaiu3  (pacTpoBast
AIEKTPOHHAS MUKPOCKOIIHUS)

Oxe-dNeKTPOHBI

Penbed 1mOBEpXHOCTH, DJIEMEHTHBIN
aHanu3 (Oske-CreKTPOCKOIHs)

BTopr4HbIE 2IEKTPOHBI

Penved  moBepxHoctu  (pactpoBas
AIIEKTPOHHAS] MUKPOCKOTIHS)

OO6paTHO OTpaKEHHBIE AIEKTPOHBI

Kpucrannuueckas CTPYKTypa
(pacTpoBasi MHUKpPOCKOIHUS, Iu(pakius
00paTHO OTPAKEHHBIX JIEKTPOHOB)

XapakTepucTUIECKOe
U3JIyYEHUE

PEHTTEHOBCKOE

DNeMEHTHBIN aHan3 (OHepro-
JIACTIEpCUOHHAS u BOJIHO-
JIMCTIEPCUOHHAS CIIEKTPOCKOTIHS)

BuaguMmeiil cBeT

KaTtonomtomunecueHms (pactpoBas
ANEKTPOHHAS MUKPOCKOIIHS)

JIns  ucclieioBaHUi HaHOTpaHyIupoBaHHBIX IIeHOK CO0-ZrO, u Co-AlLO;

HCIIOJIB30BAJIMCH CIICAYIOINUC METOANKH UCCIICAOBAHUA:

a) Peowcum ceemnoco nonsi MO3BONSET HATJSAHO ONPEACIUTh HAIMYUE, pa3MeEp,

dbopmy, pacnpeneneHue HaHOTpaHysl B obOpasmax. KoHTpacT Ha CBETIIONMOJIBHBIX
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[1OM wu300paskeHUAX CUIBHO 3aBUCUT KaK OT aTOMHOM Macchl, TaK U OT YIPyTroro
paccesiHUSI DJIEKTPOHOB (OCOOEHHO TPH NPOCMOTPE B MPOXOASIIEM ITyuKe).
[Tockonpky aToMHasi Macca koOanbTa OOJbIIEe CpelHEeld aTOMHOM Macchl OKCHIa
ZrO; u Al;O3, To Ha 3MEKTPOHHO-MHKPOCKOIIMYECKHX H300pPaKEHUSIX TUICHOK
HaHOTpaHyJibl CO BBITJISIAT KOHTpPAcTHEE (TEMHEE), OKPYkKaIolel UX MaTpPHUIIbI.

0) Memoo ougpaxyus saekmponos (BKiIouas In-Situ  mudpakIMOHHBIC
UCCJIEIOBAHUS TIPU OTXKUIe 00pas3la B KOJOHHE MHUKPOCKOIA) MPUMEHSJICS IS
onpeneneHus (a3zoBoro cocraBa 00pasloB. B cioydae ucciieqyemMbix 00pasioB
nu(dpakiMoHHasl KapTUHA MPEACTaBIAeT co00il HAOOp KoJiell, paauyc KOTOPBIX
COOTBETCTBYET OIPEACICHHBIM MEXIUIOCKOCTHBIM paccTOsHUAM. PaccumrtaB Bce
MEXIIJIOCKOCTHBIE PACCTOSIHUSA U CPABHUB UX CO CIIPABOYHBIMU JAHHBIMH, MOYKHO
clelaTh BBIBOJ O MPUCYTCTBHM B oOpasue Tex uiu uHbIX (¢a3. Pacmmdpoka
TUQGPAKIUOHHBIX KapTHUH IPOU3BEIECHA C IOMOIIBI0 CHEUAIN3UPOBAHHOIO
nporpaMMHoro komiuiekca Gatan Digital Micrograph [154], a takke 6a3 maHHBIX
Kkpuctaunieckux crpykryp: ICDD PDF 4+ 2014 [155].

B)  OHepeo-OoucnepCuoHHblil — awaiu3 ~— TPUMEHsUICS U1 HarjsaHOTrO
NOATBEPKIAEHUSI TOro (pakTa, YTO HAHOTPAHYJbl ACHCTBUTEIBHO COCTOST W3
KoOaJbTa, a OKpyXarouias uX MaTpula - OKCUJ] IMPKOHUS, JINOO OKCHUJI aJTFOMUHUSL.

B o0uiem cinyyae npocBEYMBAIOIINMA 3JIEKTPOHHBIM MUKPOCKOI COCTOUT U3 TPEX
OCHOBHBIX YacTEW: KOJIOHHA MHKPOCKOIIA, BAaKyyMHas CHCTEMa M CHUCTEMa
BBICOKOBOJIbTHOTO TpaHC(OopMaTopa U UICTOYHUKA MUTAHUSI.

Kononna mukpockona (pucyHok 2.4) sBiseTcss HauOoyiee BaXHOM YaCThbIO
MHUKpPOCKOIIa. JTa CUCTEMa COCTOUT U3 CIEAYIOUINX YacTel (CBEpXy BHU3):

1. DnekTpoHHas MyllKa, B KOTOPOU U3Ty4aroTCs 3J€KTPOHBI.

2. CucreMa JHMH3 OCBEUICHHS, KOTOpas YNpaBl€T SAPKOCThIO H
nepeMeleHIEeM 3JIEKTPOHHOTO JIyya ¥ pa3MepoM 00JIaCTH HaOIIOICHNUS.

3. Pabouas xamepa, B KOTOpoi oOpasel] pacrojiaraeTcs U MOXKET OBbITh
nepeMeleH BepTUKaIbHO/TOPU30HTAIBHO, TOBEPHYT HJIM HAKJIOHEH.

4. CucrtemMa JIMH3 BH3yalW3allid, B KOTOPOM  yBEIUYUBAETCS

M300paKeHUEe WU DJCKTPOHHAS TU(paKkTorpamma.
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5. Kamepa nabmroneHusi, B KOTOpOl YBETHYEHHOE H300paxKC€HHE WU

aNeKTpoHHas audpakrorpamma Habmogaercs ¢ nomoiibio CCD kamepsl.

HuTb HakanueaHua

JNeKTpPoHHAA NYLUKA ———

L __—— Karywka ocesoii roctuposkm
"

. [TlepBas KoHAeHCOPHAR NKH3A

Cuctema
oCBelleHUs KoHpeHcopHas —"

anepTypa -~ Bropas koHaeHcopHas NuH3a

Tpetba koHaEHCOPHAS NUH3A
Pa6ouas kamepa ~ BRoK 3neKTPoMarHUTHOrO OTKIOHEHUs

~—=— (O6beKTUBHAA NOABUXHAA anepTypa

Cuctema O6beKTUBHAS NUH3a
BU3YAnNM3aLAU L4
i y . Tlepeas NpomexyTouHasa NH3a
OrpaHuuuearo | -—
Lwas aneptypa | —_— Bropas npomexyTtouHas nuHza
—_
e
- . Tlepeaa npoekuvoHHas NuHsa
T,
e —
Kamepa Bropaa npoekumoHHaa nuHsa
HabnropeHus

——— @nyopecLeHTHLIA 3KpaH

——

———= Kamepa qoTtoannaparta
-

Pucynox 2.4. Koncrpykuus konoHHbI [I9M.

IMoaroroBka o00pa3uwoB SBISETCA KIIOYEBBIM (HAaKTOPOM K IOJYYEHUIO
kauecTBeHHbIX [IOM mu3o0paxkenuit. [lockoapky onTUManibHasi TONIIKMHA 0Opasia
ans [I9OM uccnenoBanuii He JopkHa mnpeBblath ~100 nm, TO TIUICHKH
HEOOXOJIMMO OTAENSITh OT MOJJIOKEK, HA KOTOPHIX OHHM ObLIM Toy4deHbl. CaMblii
MPOCTON CImoco0 - WCIMOJIB30BaTh BOJIOPACTBOPUMBIC TOJIOKKH, TaKHE Kak
moHokpuctanaeckuii NaCl, KC|I u np. Mertoauka NTpHUTrOTOBICHHS TaKUX
00pa3IoB clieayromas: oopa3el pa3MepoM Mopsaka 3x3 mm MeICHHO OIMyCKaroT
B JUCTWUIMPOBAHHYIO BOJAY IUICHKON BBEpX, IO MEpE MOTPYKCHHUS ITUICHKA
pacTBOpPSIETCS M BCIUIBIBAET Ha IMOBEPXHOCTh, OTKYy/a €€ JIETKO BBICAJAWTHh Ha
CHIEIUATBHYIO IPOCMOTPOBYIO CETKY JUTSI JIEKTPOHHOW MUKPOCKOIIHH.

Jlnst ompeneneHusl pacIioNioKEHUsT HAHOTPAaHYJ B 3aBUCUMOCTH OT TEPEMEHBI
CJIOUCTBIX peareHToB, a TaKKe HCCJICIOBAHKE MHOTOCJIOMHBIX
HAaHOTPaHYJMPOBAHHBIX TUICHOK (TJIaBa S5) OBUIM IMOJYYCHBI MOTICPEYHBIC CPE3bI
(cross-section). CymiecTBYIOT pa3Iu4HbIC METOAUKH HPUTOTOBICHUS MOTEPEYHBIX
Cpe30B: Kiaccuueckas wid Meton ckieiiku [153, 156] u coBpemeHHBIH MeTOn

npurotoBieHuss [19M o0Opa3oB, B TOM 4uCIE U MOMNEPEUYHBIX CPE30B - METOJH C
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UCIIOJIb30BaHUEM CHCTEMBI (Pokycupyemoro nonHoro myuka (@UII), koTopsiii u
MCIIOJIb30BAJICS JJIsI IPUTOTOBJIEHUS MOMEPEYHBIX CPE3OB IIJICHOK.

Meroauka noAroToBKM cross-section oopasuos ¢ nomoumbro cucrembl OUIL.

Cucrema ¢dokycupyemoro wuoHHoro mydka (DUII), Taxke wu3BecTHas B
3apyOexHoN Jsmteparype, kak FIB, oueHp MIMPOKO HCHOJB3yeTCS B
NOJIyIPOBOJHUKOBOM MIPOMBIIUIEHHOCTH, HayKe O MaTepuasax M OCOOEHHO B
oOnacTu OWOJOTUMU Ui JIOKAJIbHOTO aHaliM3a OOBEKTOB, OCAXKIEHUS, JHUOO
pacubuieHus marepuaiioB. Ilo cBoent koHcTpykumu cucrema OUII ananormyna
pacTpoBOMY 3JIEKTPOHHOMY MUKpockomy (POM), ¢ Toil jumis pasHuUled, 4To
BMECTO C(OKYCHPYEMOIO Iy4yKa 3JIEKTPOHOB ISl IMOJIyY€HUS H300pakKeHUs Hu
TpaBiaeHuss oOpasua B DHUIle wucnonb3yercs HOHHBIA my4dok. HaumbOoiee
pacrpoCTpaHeHbl HMCTOYHHMKU >KUJIKoMmeTaumueckoro ramwmwms (LMIS). B
TaJJTUEBBIX HMOHHBIX ITyIIKaX METaul HAXOJMUTCS B KOHTaKTe€ C BOJb()paMoBOM
uTIJION M momorpeBaercs [157-159]. Pa3zorpeTsiil rajumiii cMadnBaeT UTOJIKY U Ha €€
KOHIIE, 3a CYET CHWJI IIOBEPXHOCTHOIO HATSKEHHS M JJIEKTPUYECKOro IOJIA,
oOpasyeT karuto mapadonndeckoit (opmbl, HazbiBaeMyto KoHycoM Tetinopa [160].
Pannyc 3akpyrieHus, KOTOPOro COCTABIAET MOPSAKA 2 nm. DIEKTPUUYECKOE OJIE B
0o0JaCTH KaTo/la BBHI3BIBAET HMOHMU3AIMIO U JalibHEWINee W3IyYeHUEe TaJuIus.
WonHbI# mydok pasronsercs 1o sHeprun 1-50 keV u pokycupyercs mocpeacTBoM
CUCTEMBI 3JIEKTPOCTaTUUECKUX JIMH3 Ha 00pasLe.

[lymiku, BeIMOTHEHHBIE 1O TexHOoioruu LMIS, cmocoOHbI TPOM3BOIUTH
BBICOKOOHEPreTUYHbIE TYYKH MOHOB C OYE€Hb MaJIbIM pa3z0OpocoM Mo 3Hepruu. Yo
JaeT BO3MOXKHOCTh IOJIy4aThb TOKM IIydyKa B JECATKM HAHOAMIIEP C pa3MEpPOM
ISITHA B HECKOJILKO HaHOMeTpoB [161].

Kpome ToOro, cymectBylOT Tak Ha3biBaeMble nByiyueBbie (Dual-Beam)
cucteMsbl, ucnoib3ytomue 1 POM u OUII ogHoBpeMeHHO 7151 BEIOJTHEHHS OoJiee
CJIOKHBIX 3aJ1a4 10 TPOOONOATOTOBKE M UCCIIEAOBAHUIO OOPa3IIOB.

Kak mokazaHo Ha cxeme (pUCYHOK 2.5), HNEPBUYHBIA MYyYOK HOHOB TaJUIUA
MomaaaeT Ha HeOOJIBIIION yU4acTOK MaTepualia 00pasiia U pacibUIsieT €ro, BhI3bIBas

IIpA OTOM BbIXOA IIOJOXHUTCIBbHO 00 OTPULATCIIBHO 3apsKCHHBIX HWOHOB



63

paspyiiaeMoro Marepuana U HEHTpaJbHBIX aTOMOB BemiecTBa. Kpome toro, mpu
B3aMMOJICHCTBHM TICPBHYHOTO Tydyka C MaTepuajoM o0pasma, MPOUCXOIUT
OMUCCHUS BTOPUYHBIX DJIEKTPOHOB. B 3aBHCHMOCTH OT THIIA HCIIOIB3YEMOTO
JneTeKkTopa, uHpOpManMs B TOYKE pacTpa coOHWpaeTcs IMOCPEICTBOM
JNETEKTUPOBAHUSL AMUTUPYIOIIMX U3 obmactu oOpasua yacTtull. OOBIYHO
UCITOJIB3YETCSI IETEKTOP BTOPUYHBIX JIEKTPOHOB.
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PI/ICYHOK 2.5. Cxemarndeckoe I/1306pa)I(CHI/Ie KacCKaJa CTOJIKHOBCHUSA, ITOPOKIAACMOI'0O HOHOM

Ga" npu B3aumoeicTBIM ¢ 00pasiom [162]

C nomompro OUII MOXHO BBINONHATHE HE TOJIBKO (hpe3epHble padOThl B
HaHOpPa3MEPHOM MaciTade, HO U JIOKJIbHO ocaxath matepuaisl (Pt, W, C, Si0O,,
Au ¥ 1p) U3 Ta30BOI CMecH OpraHudeckoro mnpekypcopa [162]. IporucxoauT 3TOT
mpoliecc  cleayromuMm — obpazoM. B kamepy momaercs, OCpPEACTBOM
VHXEKIIMOHHOM CUCTEMBbI, CMECh OPraHUYECKOIr0 rasa-IpeKypcopa C 4acTULAMHU
HEOOXOIMMOro IS OcCaxIeHuss wmarepuana Jlamee, moa BoO3JEHCTBUEM
Y3KOHAIPaJIECHHOTO My4YKa UOHOB TaJiIus, JTMOO AJEKTPOHOB BHICOKOU TJIOTHOCTH,
OpraHuYecKass COCTAaBIIIOLIAS pa3jaracTCsi W  BBITATUBACTCS W3  KaMepbl
MOCPEJCTBOM BaKyyMHOM CHCTEMBI YCTpPOMCTBA, a HEOOXOIUMBIA DJIEMEHT

OCXKJAETCS B TOUKE (POKYCHUPOBKH MydKa (pUCYHOK 2.6). O4eHb 4acTO OCaxICHHE
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TaKHuX JJICMCHTOB, KaK IIJIaTHMHA WJIH BOJ'H)(i)paM HUCIIOJIB3YCTCA JJIA CO3ddHHA
MACKHPYIOIICTO CJI0sA IICPCa CCIICKTUBHBIM TPABJICHUCM 06pa3ua HOHHBIM ITYYKOM,

d TaKKC IJII HAIIBIJICHUS IIPOBOAAIINX KOHTAKTOB B MUKPO- U HAHO- 3JICKTPOHHUKE.

ion beam is

scanned over

substrate , . .

volatile reaction
€ products
precursor
molecules
deposited film

substrate

PucyHnok 2.6. CxeMa JIOKaJbHOTO OCaXICHUs MaTepraia B cucteme OUIT [162].

bmaromaps  Bo3moxkHOCcTH ~ coBpeMeHHbIXx ~ OUII  cucrem  momydars
HU3KOAHEPTUTUYHBIE TMYYKH TIEPBUYHBIX HOHOB, METOJ CTAaHOBUTCS MEHEe
pa3pylIUTEIbLHBIM M CIIOCOOEH JaBaTh MPOCTPAHCTBEHHOE pa3pelieHue a0 5 nm.
[Ipu Oosiee BBICOKMX TOKAaX TMEPBUYHOTO Iy4YKa, METOJ] CTAHOBUTCA MEHEe
JIOKaJIbHBIM U 00Jiee pa3pylIMTENIbHBIM B IJIAHE TPABJICHUS MaTepualia oOpaslia
npu  OOJy4YeHUH, 4YTO TIO3BOJISIET TMPOU3BOJAUTH (pe3epHble pabOThl Ha
CyOMHKpPOHHOM U JIayke HaHO- MeTpoBoM MaciiTabax [160-162]. bonee Toro, ®UII
CUCTEMbI, 00JaJarolMe BBICOKUM MPOCTPAHCTBEHHBIM pa3pelIeHUEM, IHUPOKO
UCITIOJIB3YIOTCS JJIsSl IPUTOTOBIICHUS 00PAa3IIOB JJIsl TPOCBEUYHMBAIOIIEH AIEKTPOHHOMN
MUKPOCKOIIHH, TPEOYIOMIUX TOCTATOYHO MaJioi ToMuHBI (MeHee 100 nm).

be3ycnoBHO, y 3TOM CHUCTEMBI €CThb M CBOM MHUHYCHI, TAKHE KAaK pa3pylICHUE
(amopduzarus) maTepuaia 0opas3ia HOHHBIM ITyYKOM TIPU CKAHUPOBAHHH, a TAKXKE
MMIUIAHTAIUSl MOHOB TAJUIMS B IPUMOBEPXHOCTHBIM CJION MCCIETyeMOTO 0OBEKTA.
C mnoBpexAcHUSIMU TMOAOOHOTO XapakTepa OOpIOTCS TOHMKEHHEM JHEPTUU
MEPBUYHOIO My4YKa U CO3JAaHWM 3aUIUTHOTO CJIOS MYTE€M MEPBUYHOTO OCAXKICHUA

AJIEKTPOHHBIM ITYYKOM BBICOKOM MI0THOCTH [163].
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IIpouecc mpuroroBjeHusi Cross-section o0Opa3moB ¢ NMOMOLIBIO CHCTEMbI
dpoxycupyemoro nonnoro nyuka (®UII)

[TpuroroBneHue Cross-section oOpasioB npoBoaWiIoCch Ha ycTaHoBke DUIIT
FB2100 (Hitachi, SImonus). OcHOBHBIC XapaKTEPUCTUKH YCTAHOBKH:

M cTOYHUK MOHOB: )KUJIKOMETAJUIMYECKUIN TaJUIUM;

Yckopsiroree Hanpspkerue: 10-40 KV,

JlokanpHOE OCaX/IeHHE MaTepuasa: BoJb(ppam;

MakcuMalbHbIe pa3Mepbl HCXOAHOTO obpasna: 10x6x1 mm;

[ToCcKOJIbKY yCTaHOBKA COJIEPKUT B ceO€ JIMIb HMOHHYIO NYIIKY, TO MEpea
MPUTOTOBJICHHEM 00pa3ipl MOoKpbiBalOT cioeM Ge tommmuoi 200-300 nm Ha
YCTAaHOBKE TEPMHUYECKOTO BaKyyMHOTO HAIBUICHHUS, ITOCKONBKY (€ jerko
pacmbLIsieTcsl, CTPYKTypa IUICHKM Onm3ka K amopdHoi. IIpum oTHOCHUTEIHHO
HEBBICOKOM BaKyyMe€ B KaMepe YCTAaHOBKH TEPMHUYECKOTO HambUICHUS (MOpsAKa
10° Torr) Ge 4acTUYHO OKMCISIETCSl, YTO MOBBIIAET CONPOTHUBIISIEMOCTD IJICHKH K
pa3pyLICHUIO O MOHHBIM MY4YKOM M TaKOW CIIOW J1a€T MEHBIIWKA KOHTPAcT Ha

[15M cHuMKax, yem yucThiii Ge (pucyHok 2.7)

MOJI0KKaA IVICHKA

Pucynoxk 2.7. CHUMOK NONIEPEYHOr0 CEUEHUS, TOKA3bIBAIOLINI pa3HUILY B KOHTPACTE MEXKIY
Ge, IoNydeHHBIM MarHeTPOHHBIM OCAXKICHHEM B cBepXBhicokoM BakyyMe (10 Torr) u Ge,

TIOJTyYeHHBIM TEPMUUYECKHM OCAKIEeHHEM (0cTaTouHoe AaBienue 107 Torr).
[TpuroroBnenue obpasiia (JiaMenn) BKIOYAET B ce0s CIACAYIONINE ITAITBI:
1) Bwibop ummepecyioujeco yuacmka o0pazya u 0CaxcoeHue 3aujumHou
gonvghpamosoti macku. Paszmepsl Oynayuiell jamenu OINPEAeNsIoTCs pa3MepaMu
mackd. [lockonbKy B OONBIIMHCTBE CIIydaeB JOCTATOYHO OOJACTH MPOCMOTpa

NOpsJIKa HECKOJIBKUX LM, JJIMHA MAaCKH COCTaBJIsIeT 5-7 um, mupuHa nopsaka 0,3-
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0,4 um. Macka ocaxmaercs 1o My4YKOM Majol WHTEHCUBHOCTU ¢ HomepoM 40-0-
80, rme mepBoe 4HcCIO - yckopstomiee HanpspkeHue (KV), BTopoe 4uciio pesxum
pabotel mepBoro konaeHcopa (1 - pexxum TpaBienus, 0 - pexuM MPOCMOTPa),
TPEThE YHCIIO pa3Mep KOHJEHCOpHOW muadparmbl (um). Bpems ocaxaeHus 5-7
MUHYT, TpPUA HTOM TOJIIMHA MAacKu Tosydaercss mnopsaka 1 pum. CHUMOK

MOBEPXHOCTU 00pa3iia ¢ 3alMTHOW MacKO# MpUBEJEH Ha pUCYHKE 2.8.

Pucynok 2.8. Ocaxaenue 3aluTHOTO CI0s BoJb(ppama.

2) Tpasnenue 0bpazya uoOHHLIM nyuKoM (svipesanue aamenu). Ha naHHOM dTare
C TpeX CTOPOH OT BOJHL(OPAMOBON MAaCKH BBIPE3AIOTCS KAaHABKU TMOJ KIIUH
rIyonHOM mopsaka 5-6 um (pucynok 2.9) Homep myua mist rpy6oii pesku 40-1-
300, BpeMs JaHHOW OmMEpaIfK B 3aBUCUMOCTH OT MaTepuiia MOJUI0KKHA U pazmepa

obpasia 4-20 MUHYT.

Pucynok 2.9. TpaBiieHrne KaHaBOK U "Mojipe3anne HIKHEH YacTH JIaMeJTH HOHHBIM ITyYKOM.
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Jlanee oOpazer; HakinoHSIOT Ha 60° m "moape3aroT" HIKHIOK YacTh JaMEIH
(pucynok 2.9). Homep mnyua 40-1-300. Ilocne nanHOW omeparu oOpaserr
BO3BPAILAIOT B HCXOAHOE MOJIOKEHUE.

3) Voanenue namenu uz maccusa MPOU3BOAUTCS MUKPOMAHHUITYISITOPOM C UTIION
Ha KOHIle. MUKPOMaHUNYJSATOP MOABOJAT K KParo JaMEIH 0 COMPUKOCHOBEHUS C
Hell. [locie yero uriy mpumanBaroT K JaMmeld BOJIb()paMoBOi MacKoi, OTpe3aroT
JIEBYIO TEPEMBIUKY U H3BJIEKalOT Jiamelnb (pucyHok 2.10). Jlyuy mist ocaxkaeHus

BosibGpama 40-0-80, myu ansa tpaBneHus nepembruku 40-1-300.

Pucynok 2.10. Kperuienne uriibl MUKpOMaHUITYIJISITOPA M U3BJICYCHUS JIAMEITH M3 MacCHBa

4) Kpennenue namenu x oepocamenio-noaykonavyy ois [IOM. Tlocie u3BneueHus
JaMenu, JIep)kKareidb ¢ MAacCHUBHBIM O0OpaslloM M3BJICKAIOT M3 KaMEpbl M CTaBAT
JiepKaTeNlb ¢ MOJIYKOJIBLIOM JJIsi KpeIuleHus jamelnedl u mpocmorpe ux B [IOM.
Oo6paszer KpersT K 60KOBOI CTEHKE BBICTyIA AepKaTelsi BOIb(PPaMOBOl MaCKOH H
OTpe3al0T MUKPOMaHUIYJATOp (pucyHok 2.11). Jlyu mist ocaxkaeHust Bosib(ppama

40-0-80, myu st TpaBieHruss MUKpoManuysitopa 40-1-150.



Pucynok 2.11. Kperuienue namenu K MoyKoJbIy-aepxxateinto 1 [IOM u orpesanue

MUKPOMaHHUITYJISITOPA.

5) Vmonenue namenu 0o 50-100 nm. OuHATHHBIM ATAIOM MOJITOTOBKH 00pa3iia
- yTOHeHue Jiamenu. B 3aBucuMocTtu oT Tuma odpasia (MaccuB JUOO0 MOMEPEUHBIM
Cpe3 TOHKOM IIJIEHKH), €ro pa3Mepa W UCCIEI0BAaTEIbCKON 3aJayl HyXHa
KOHEYHAasl TOJII[MHA Jiamenu. J[Jig MonepedyHoro cpe3a TOHKUX IUIEHOK TOJIIHUHY
JamMen MOXKHO ToiyuyuTh MeHee 40 nm BOJM3UM MOBEPXHOCTH (3aBHCHUT OT
COTPOTHUBIIIEMOCTH MaTepHalia IUJICHKH M TIOJUIOKKH BO3JCHCTBUIO HOHHOTO
nyudka). J[Jisg maMenu MacCMBHOIo oOpasiia pazMepamMu 6X6 pum cpeaHssi TOIIMHA
coctapisieT nopsanaka 80-100 nm, 4To BHONHE TpHEMIIEMO ISl TUGPAKIIMOHHOTO,
AJIEMEHTHOTO aHallM3a U MOJYYCHHIO Ka4YeCTBEHHBIX CHUMKOB C YBEJIMYECHHUEM [0
60-80 Teic. kpar. IlpeaBaputenvHoe yToHeHHE (pucyHok 2.12 crnesa)

npousBoauTcs 10 Toamuabl 200-300 nm sydom 40-1-150.

PucyHnok 2.12. ®uHabHOE YTOHEHHUE JIaMeTH 10 TomuHbl 40-50 nm.
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dunuiHOoEe yTOHeHHE (puUcCyHOK 2.12 cmpasa) mpousBoautcs sydom 40-0-40
JUISL TaMeJied TorepeyHbIX cpe3oB, 1uoo 40-0-80, 3atem yxe 40-0-40 nis mameneit
MacCUBHBIX 00pa3ioB. [Ipu sToM oOpasubl rayOuHON Oosiee 2 pm cleayer
HAKJIOHATh Ha HeOoJbloN ~1,5° yrol K HMOHHOMY Iy4YKy, YTOOBI MOJIYYHTb
OJIMHAKOBYIO JIAMEJIH I10 BCEHl MITyOUHE.

[TpurotoBnenne oOpa3OB JaHHBIM METOAOB TpeOyeT HAaMHOTO MEHBIIE
BPEMEHHU 110 CPABHEHMIO C KJIACCUUECKUMHU "CKIIEHKaMHU'", K TOMY K€ MOHHBIN Ty
pacnbUIsSeT J000W MaTepuan, B TOM YMCI€ U canupoOBbIE MOAJIOXKKH, KOTOpbIE
YpE3BBIYAMHO CJI0KHO TMOJATOTOBUTH METOAOM 'CKJIEHMKH' W3-3a BBICOKOH
TBEpAOCTH MOMIOKEeK. K Hejmocrarkam [JaHHOW METOJMKM MOYKHO OTHECTH
amop(du3zanuo 00pasloB, BHECEHHUE AEPEKTOB M JOKAIbHOCTh MeToaa. OmHako
UCTIOJIB30BaHUE JIOMIOJHUTEIHHON IMOJMPOBKA HOHaMu A" ¢ HU3KOH DHEprucH,
N03BOJIAET yOpaTh Nepeoca)xIeHHbII MaTeprall U pa3pyLIEHHBINA CIOM.

Bce 31eKTpOHHO-MUKPOCKOIUYECKUE HWCCIEAOBAHUS, BKIIOYas MOATOTOBKY
nonepeunbix cpe3oB  meronoM @OUII, mnpoBeneHbl JWMYHO aBTOPOM, 34
VCKIIFOUEHHUEM CIIEIMAJIbHO ONOBOPEHHBIX Ciiy4aeB. VccienoBanus npoBeeHsl Ha
IIPOCBEUMBAIONIEM JJIEKTPOHHOM MuKpockore HT-7700, Hitachi, ocnamennoM
CKaHUPYIOIIEH TPUCTABKOHM M SHEPro-IUCIIEPCUOHHBIM criekTpomeTpoM Bruker X-
Flash 6T/60 B nentpe komwiekTuBHoro mosnp3oanus GUL KHIT CO PAH.

2.2.2. ATOMHO-CHJIOBasi MUKPOCKOIIHS

Hns monydenust Oonee moapoOHOM wWHGOpPMAUM O penbede MOBEPXHOCTH
HaHOTpaHyMPOoBaHHBIX IIeHOK CO0-Al,O3, TOMyYeHHBIX U3  JIBYXCJIOHHBIX
ctpyktyp C0304Al u Al/C0304s B COBOKYMHOCTH C METOJAMHU DJICKTPOHHOMN
MUKPOCKOIIMY ObLJIa MCIIOJIb30BaHA W aTOMHO-CHIIOBas Mukpockomus (ACM). B
ocHoBe paboTel ACM JEeXUT B3aMMOJIEUCTBUE MEXIY 30HIOM M MOBEPXHOCTHIO
uccieayeMoro oOpasia, s pPEerHuCcTpaldd 3TOTO CHIIOBOTO B3aWMOJCHCTBUS
UCIIONIB3YIOTCSl  CHELMalbHbIe JAaTYUKW, MNPEACTABIAIONIME COO0O0M  yHpyryro
KOHCOJIb, Ha KOHIIC KOTOPOH pacroiaraercs oOCTpblii 30HA (pucyHok 2.13).
Peructpupys BenuunHy u3ruba KOHCOJIH, BOZHHMKAIONIETO O JACHCTBUEM CHIIHI,

HAaMpaBJICHHON CO CTOPOHBI MOBEPXHOCTU HA 30H]I, MOKHO KOHTPOJIUPOBATH CUITY
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B3aMMOJICHCTBHUSL 30HJAa C TOBEPXHOCTHbIO. Perucrpamms wu3ruOOB KOHCOIU
MPOU3BOJAMUTCS €  TMOMOIIBIO  YETHIPEXCEKIIMOHHOTO  TOJYyHIPOBOAHUKOBOTO
dboToaroaa, KOTOPHIM MCIONB3YETCS B CUCTEME B KadecTBE (POTOUYBCTBUTEIBHOM
00JacTd TO3UIMOHHO - YYBCTBUTENHHOTO (DOTONPHEMHHKA, rAe (opMuUpyercs
CUTHAJI 0OpaTHOM CBsI3U, KOTOPAsi MOAJIEP)KUBAET U3TUO KOHCOJIM B ONPE/IETICHHOM
MOJIOKEHUH. Perucrpupyemble ONTHYECKOM CHCTEMOM MAapamerpbl - 3TO
nedopmali u3ruda KOHCOIU MO JEHCTBUEM Z-KOMIIOHEHT CUJI MPUTSKEHUS WA
ortranikuBanuss (FZ) u nedpopmamuu KpydeHHsT KOHCOJM TMOJ JCHCTBHEM

naTepalibHbIX KoMnoHeHT cui (FL) B3auMoaeiicTBus 30H1a C MOBEPXHOCTHIO.

Jlazep

dortomion

Pucynok 2.13. Cxema paboThl aTOMHO-CHIIOBOTO MUKpOCKoma [164]

[Ipn sTom, mpocTtpaHcTBeHHOE paspemenne ACM omnpenensercs paaunycom
3aKpYIJIEHUS 30HJA W YYBCTBUTEIBHOCTBIO CHCTEMBI, PETUCTPUPYIOLIEH
OTKJIOHEHUSI KOHCOJIM. B Hacrtosimee BpeMsi peann3oBaHbl KOHCTpyKuuu ACM,
KOTOpBIE IMO3BOJSIOT MOJy4aTh AaTOMapHOE pa3pellieHHEe MpU MPOBEACHUU
UCCIICIOBAHMI TOBEPXHOCTH 00BEKTOB [164].

ACM wuccnenoBanus nposeaeHsl Ha ycranoBke Nanolnk DPN5000 JlykbsiHeHKO
A. B. (;maboparopust PCO Uuctutyra ¢uzuku GULL KHIT CO PAH).

2.2.3. PEHTIeHOCTPYKTYPHBIN aHAJIU3

JlaHHBIM METOJ UCCIEeNOBAHUS KPUCTAUIMYECKOW CTPYKTYpbl OCHOBAaH Ha

SABJICHUH AUQPPAKIIUA PEHTTEHOBCKHUX JIyded OT IIJIOCKOCTEM KPUCTAUITMYECKOU
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peIIeTKHU UCCIeayeMbIX 00pa3ioB. UHCI0 XMMHUUECKUX 3JIEMEHTOB OIPaHUYEHO, B
TO BpeMsi KakK CIIO)KHBIE BEIIECTBA, OOpa3yloUIUEecs B PE3yJIbTaTe COCTUHEHUS
AJIEMEHTOB MEXIYy COOOM, NCUUCIIAIOTCS MHOTUMHU COTHSIMH ThICSAY. DTH CJIOXKHbBIC
BelIecTBa 00JaJal0T CaMbIMH Pa3HOOOpa3HBIMH CBOWCTBAMHU, MPHUEM pazIUdHe
ATUX CBOMCTB OOYCIOBIMBAETCS PA3IMUUSIMU KaK XMMHUYECKOTO COCTaBa, TaK U
pa3iuuMsMd  BO B3aMMHOM DAcMOJOXEHHUH aToMoB (cTpykType). Jlumb
Tu(dpakIMOHHBIE  METOAbl  (PEHTIC€HOBCKUW, HEUTpoHOTrpaduyYeCKUud  WIH
aNeKTpoHOTrpaduueckuii) o0Magal0T  YHUKAJIBHOM  BO3MOXKHOCTBIO  J1aBaTh
XapaKTepUCTUKY KpucTauimueckuM ¢azam. [lonsitue kpuctammueckas ¢asa
OIpe/eNsieT MPOCTPAHCTBEHHO OJHOPOJHOE, PaBHOBECHOE COCTOSIHME BEILECTBA,
XapaKTepU3yeMoe ONpeCICHHBIM 3JIEMEHTHBIM COCTAaBOM H CTPYKTYpo# [165].

OCHOBHBIE ~ TPEMMYLIECTBA  pPEHTreHOCTpyKTypHoro  aHamuza  (PCA)
3aKJIIOYAeTCs B TOM, 4YTO MCCIEAYeTCs caMO TBEpPAOE TEJIO B HEU3MEHHOM
COCTOSIHUM W Pe3yJbTaTOM aHallh3a SIBIISETCS HETMOCPEICTBEHHO OTpeeIICeHNe
BEIIECTBA WJIM €r0 COCTaBISIOUMX. PEHTreHOBCKHME JIyuyd HCCIEAYIOT KpUCTall,
T.€. CAMO COEIMHEHHUE; 0oJiee TOro, B CiIy4ae MOIUMOP(HBIX TEJ PEHTI€HOBCKUE
Jy49d AAIOT BO3MOKHOCTH Pa3IMYUTh OTIEIbHBIE MOIU(DUKAINHA, CBOWCTBEHHBIC
naHHOMY BemiecTBy [165]. B otnuume ot audpakuuu snekrpono B [1OM PCA
SBIIIETCS. MHTETPAILHBIM METOJIOM, IIOCKOJIbKY HWHGOpMaIlMs TOCTyMaeT ¢
OOJIBIION MIoIaay (HECKOILKO mm?).

®dusnyeckuii TpUHUUIT pabOThl PEHTI€HOBCKOTrO IU(paKkTOMETpa OCHOBAaH Ha
YHUKaJIbHOCTH CTPOEHHUSI KPUCTAINIMYECKON PEIIeTKU Kaaoro marepuana. Jlroboe
BEILIECTBO B KpUCTANIMYECKON (popMe XapaKkTepusyeTcsl onpeneaéHHbIM HabopoM
MEXIUIOCKOCTHBIX paccTosiHui d. Korma MoHOXpomMaTH4ecKuid PEeHTre€HOBCKUI
My4YOK C JUTMHOW BOJHBI A TIOMAJAeT HAa CHUCTEMY KPHCTAJUIMUECKUX TIOCKOCTEH
noj yriom 6, To coriacHo ycnoButo bparra 2-d-sinf = n-A Habmomaercs siBIeHUE
T paKIIi pacCesTHHBIX (POTOHOB, T1I€ N — MOPSIA0K MaKCUMyMa.

Camplii pacnpocTpaHEHHBIA BUA ITU(PPAKTOMETPUIECKUX HCCIIEIOBAHUNA — ITO
KayeCTBEHHBIA M KOJIMYECTBEHHBIH aHANMU3 (a3zoBoro cocraBa oOpasua. B ocHoBe

PEHTIEHOCTPYKTYPHOTO aHAJIM3a JIeXkKaT CIAeAyIolie mpuHIuib! [ 165, 166]:
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® IOpOLIKOBas AM(PPAKIMOHHAS KapTUHA SIBISAETCS WHAMBUYaJbHOM
XapaKTEPUCTUKON KPUCTAILIMYECKOTO BELIECTBA;

e Kaxaas KpucTaluiMueckas (¢asza JaeT Bcerga  OJMHAKOBBIMA
TG PAKIIMOHHBIN CIEKTP, XapaKTePU3YIOUTUICS HAOOPOM MEKIITOCKOCTHBIX
paccrosiuii  dhkl w cooTrBercTByromux wuHTeHCHUBHOCTEeW suHUK lhkl,
IPUCYIIUM TOJIBKO JAHHON KPUCTAJUIMYECKOH (a3ze;

® pPEHTreH-IU(PaKIUOHHBIN CHEKTP OT CMECH HHAWBHUIYaIbHBIX (a3
SIBIISICTCS CYTIEPIO3UIIMEN UX TU(DPAKIIUOHHBIX CIIEKTPOB;

e 10 AU(QPAKUUOHHOMY CIIEKTPY CMECH BO3MOXHAa KOJIMYECTBEHHAs
OLICHKA COOTHOIIECHHS KpUCTAUIMYECKHX (a3, MNPUCYTCTBYIOIIMX B
u3y4aeMoM 00paslie, T.€. COOTHOIIEHHE HHTEHCUBHOCTEN MPUCYTCTBYIOIIUX
B KOHKPETHOM oOOpaslie KpHUCTAJUIMYECKUX (a3 MpONOpPLUUOHATIBLHO
COJIEp>KaHMIO ATUX (a3 B HEM.

OKCIEPUMEHTAIBHO PEHTIE€HOIPAMMBI HCCIEAYEMbIX OOBEKTOB MOTYT OBITH
HOJy4YEHbl C NMPUMEHEHHEM pPAa3IUYHBIX PEHTTEHOBCKUX KaMep C perucTpanuei
JU(PAKIIMOHHON KapTUHBI TPU MOMOIIM JE€TEKTOPOB PEHTIE€HOBCKOTO U3TYyUYEHUSI.
CoBpeMeHHbIe TU(PAKTOMETPHI MO3BOJIAIOT MOJIYYUTh AUPPAKIUOHHBIN CIIEKTp B
nuamnazone yrioB 20 or 6-8° mo 140-160° ¢ marom A(20) = 0.1-0.05°. B
pe3ynbTare MpPOBEIEHUS HCCIEAOBaHUN Ha AUPPAKTOMETPE  IMOIY4YaeTcs
nudpakTorpaMma (peHTreH-IupaKuOHHbIN CIIEKTP, pEHTI€HOIpaMMa).

PentreHoBckuii 1upakToMeTp COCTOMT M3 MCTOYHHMKA HM3IYUYEHHUS, CUCTEMBI
(GOKYCHpPOBKM JTyya, CUCTEMBl PETYJIUPOBKH IMOJIOXKEHUS M OpUEHTaluu olOpasla,
CUCTEM JETEeKIMH U aHanu3a. [I[puHuunuanbHas cxema npe/icTaBlIeHa Ha pUCYHKe
2.14. O6pa3zeln moMeIaeTcs Ha MPEAMETHBIN CTOJIMK TOHUOMETpPa (KOTOPBIA MOXKET
BpalllaThCsi BOKPYT CBOEHM OCH), a JIaTYMK MEPEMEIIAETCs MO OKPY>KHOCTH TaKUM

00pasom, 4ToObI Ha HETO GoKycupoBasics TUpparupoBaHHbIH ay4 [ 166].
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Pucynok 2.14. Cxemaruueckoe u3o0paxkenue ycraHoBku bparra-bpenrano [166].

PentrenoBckoe U3IIy4YCHHE MOJIy4aroT B3aUMOJIEUCTBUEM
BBICOKODHEPIeTHYECKOTO JJIEKTPOHHOTO IMy4yka ¢ MeTaumnueckor (oObraHO Cu)
MUIIEHBIO B BaKyyMHOM TpyOke. Takue peHTreHOBCKHE TpYOKH H3IydaroT
IIUPOKUM CIEKTp JUIMH BOJH, BBIIIE HEKOTOpoWl MuHUManbHOW. Ha ¢done
HENPEPBIBHOTO 0€JI0ro H3JIydyeHuss HaOMIoAaercs psl y3KUX U HMHTEHCUBHBIX
MIAKOB, Ha3bIBAEMBIX XapaKTepUCTUYECKUMHU (pucyHoK 2.15, a).
XapaKkTepuCTUYECKU PEHTTeHOBCKUM  (OTOH HW3IydaeTcss TMpU  TMepexojie
AJIEKTPOHA Ha HE3allOJIHEHHYI0 BHYTPEHHIOI 000si0uky Haunbonee sipkue nuHuU
npuHamiexat K-cepuu, B cocraB kotopoit BxoasaT imuuu Kaol, Ka2, KB1, KB2 u
Ap.

JInsi pEeHTreHOBCKUX MCCIEIOBAHUN HCIOJNb3YIOT MOHOXPOMATHUYECKOE WM
Ooenoe wuznmyuyeHue. MOHOXpOMATHUECKOE H3JIyYE€HHE MOJIy4aroT M3 Oenoro c
MOMOIIBIO (PUIBTPOB M3 TOHKOM (POJBIH, CHIIHHO TOTJIOMIAONIEH [f-KOMIIOHEHTY U
HE TMOMJIONIAKNICH «a-KOMIOHEHTY (pucyHok 2.15, 0). YrtoObl wu30ekaTh
(GIIOOPECIICHTHOW paJualliid W CHU3HWTH TMIOTJIONICHHE, OOBIYHO BBIOMpPACTCS
PEHTIe€HOBCKOE M3JIyY€HHE, JJIMHA BOJHBI KOTOPOrO HEMHOrO BbIIIE Kpas

MIOTJIONICHUS UCCIIEyeMOro 00pasia.
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PucyHok 2.15 (@) HenIpepbIBHBII CIEKTP OSIIOr0 PEHTT€HOBCKOTO U3JIYYEHHsI C HA00OpOM
y3kux xapakrepucriuyeckux mukoB Ko, KB; (6) — usnyuenne CuK ¢ ocnadbnennsiv Kf-nukom ¢

nomorsio Ni ¢puiastpa [166]

PeHTreHOoBCKMl CHEKTp OOBIYHO PErUCTPUPYIOT IYTEM BpalllEHUs IETEKTOpa
pEHTreHa OTHOCUTENIbHO oOpa3ua. ['oHnoMeTp MO3BOJIsET NOBOpaunBaTh 00Opasell
OTHOCHUTEJIbHO OJHOM WJIM HECKOJbKUX oceil. IlepBuunyro wunHpopmanuo o
COCTOSIHUM BELIECTBA MOYKHO IIOJIYYUTb M3 BHEIIHEIO BHJA PEHTTEHOBCKUX
CIIEKTPOB. XOpOWIO OKPUCTAUIM30BAHHBIM M OJHOPOAHBIA II0 IapameTpam
pelIeTKH Marepuan JaeT y3KHEe W BBICOKHME JU(PPAKIMOHHBIE MHUKH, IJIOXO
OKPUCTAJUIN30BaHHBIN, HEOJHOPOHBIA MaTepHuall — IIUPOKKUE U HU3KUE. TUNNYHAsA
nugpakTorpaMma MoJIMKpHUCTAILIA MPEACTABISIET COOOM CepUIo MUKOB Ha TIABHOU
auHuM  ¢oHa. Kaxknplil muk sBisercs OTpakeHUEM N-TO TOpsAIKa OT CEepHUH
mwiockocteit (hkl) ¢ mexmmockoctHbiM pacctosaueM dng. Ero momoskenue Ha
pentreHorpamme (yros 6) mpu perucTpalud peHTreHOrpaMMbl Ha M3IYyYEHUU C
JUTMHOW BOJIHBI A oTipesienseTcs 3akoHoM Bynbda-bparra.

PeHTreHocTpyKTypHbIE UCCIIEI0BaHUS MPOBOAWINCH Ha Tudpakromerpe J[POH-
4007 (CuKa-uznyuenue) bonmapenko I'. H. (MHCTUTYT XUMUM U XUMHYECKOU

texnonorun GUL] KHI] CO PAH).
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2.2.4. MarHuToMeTpU4eCKHUe METO/AbI

[Ipy wHccienqoBaHMM MAarHUTHBIX CBOWCTB OOpa3lOB HCIOJIb30BAIU  JIBE
MarHuTOMETPUYECKHE METOAUKH (Iprubopa):

1. Memoo kpymsawezo momenma  (KPyTWIBHBIH  MarHHTOMETP)
PUMEHSIICS KakK AKCIIPECC-METOANKA OTIpeIeTICHUS CTETIeHU
BOCCTaHOBJICHUS] METAINTUYECKOTO KOOANIbTA;

2. Unoykyuonnwviii memoo (BUOPALIMOHHBIM MarHUTOMETp) Aisi Oosee
JIETATBHOTO U3yUYE€HUSI MATHUTHBIX CBOMCTB IICHOK.

Metox kpyrsaimero MomeHTa. J[aHHBIH METOJ OCHOBAaH Ha W3MEPEHUH
3aBHCHMOCTH KPYTSIIET0O MOMEHTa JIEHCTBYIOIIET0 Ha 0Opasell, OT HaIlpaBJICHUs
HAMarHWYEHHOCTH HACBHIIIEHUS OTHOCUTENbHO Jierko ocu. Hccnemyemblit
oOpazeln, MOJABEHICHHBI Ha BEPTUKAJIbHOW TOPCUOHHOW HUTH, MOMEMIAIOT BO
BHEIITHEE OJJHOPOJHOE MAarHUTHOE TOJI€ U U3MEPSIOT YroJl 3aKPYyUYUBAHUS HUTH TIPU
pa3IMYHON OpHEHTalMM TMOJs OTHOCUTENbHO oOpasua. /Jns omnpenenenus
WU3MEHEHHUSI TIOJIOKEHUSI ITUIGHKH CIYXXUT KOMOWHAIUS 3epKaja ¢ OTCYETHOU
mkanoi. Eciou Ha oOpasel neicTByeT BHeIIHee MaruuTHoe nosie H mox yriom W k
JeTKOW OCHM HAaMarHW4YMBaHUS, TO BEKTOP HAMarHWYeHHOCTH  3aiiMeT

MIPOMEKYTOUHOE 3HAYEHHE U COCTaBUT yroJl ® c¢ HanpaBieHueM nojist H (pucyHOK

2.16).

Pucynok 2.16. Cxema pacrnonoxeHusi 00pasiia OTHOCUTENBHO

BHEIITHET0 MarHUTHOTO 1moJist [167]

[Ipn ycioBuM paBHOBECHs M MalbIX 3HauyeHUsX yrioB W m ©® cnpaBeminso

BBIPAXKEHUE:
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R4 A (2.4)

Lipyr  MsV 2K,V

rae K, - KoHCTaHTa NepreHIMKYIIpHOM aHU30Tponuu, Mg — HAMarHU4€HHOCTh

Haceluenus, V — 00beM MarHMTHOTO MaTepuana B 00pasue, L,y — KPyTAMIUM

MOMEHT, KOTOPBI onpenensercs no Gopmyie:
Lipyr = MsVH sin® (2.5)

[To momy4yeHHBIM NAaHHBIM KPYTSIIETO MOMEHTA, W CIPABOYHBIM JaHHBIM O
HaMarHM4EeHHOCTH HachlmleHus: kobansra (Ms® = 1400 emu/cm?®) ompenensiercs
ero oobemHas 7ot B oOpasie. OHAKO JaHHBIM METOJ XOPOILIO MOAXOIUT st
MCCJICIOBAaHUI OJTHOPOJHBIX MarHUTHBIX MJICHOK, TOCKOJBKY B TPAaHYJIMPOBAHHBIX
MarHUTHBIX Cpefax, IMOJIE€ HACHIIEHUsS NPEBBIIIAECT MOJE AHU30TPONHUH, HO MJIs
KaueCTBEHHOMW OIIEHKM BOCCTAHOBJICHHS KOOAJIbTa OH BIOJIHE TPUEMIIEM.

W3mepeHne cTeneHd  BOCCTAHOBJIEHUS ~ METAJUIMYECKOro  KobOanpTa B
UCCIENYEeMbIX IUIEHKaX METOJOM KpYTSIIEro MOMEHTa TPOBEJIEHbI Ha
marHetoMetpe B moysax g0 10 kOe Msrkoeiv B. I'. (;taGoparopus OMII
Hucruryta ¢puszuxu OUL] KHI[ CO PAH).

NHayKIHOHHBII MeTOJ OCHOBAH Ha SIBICHUW JJIEKTPOMArHUTHOW HHIYKIIUU
(Benmrmunna DJIC MHAYKIIMU TPOMOPIMOHATFHA MAarHUTHOMY MOMEHTY o0pasia),
BO3HUKAIOIIEH B OOMOTKax M3MEPUTEIbHBIX KaTylleK BUOPALIMOHHOTO
MarHeToMeTpa MnpH KojJebaHusix oOpasla, MOMEUNIEHHOr0 B OJHOPOJHOE
MarHutHoe 1nosie. CurHan  M3MEpPUTENbHBIX  KaTyIIeK yCHJIMBaeTcs U
JNETEKTUPYETCS] CUHXPOHHBIM JETEKTOpoM. TakuM oOpa3oM u3MepsieTcs KpUBas
HAMarHWYUBaHUS, TEMIEPATypHbIE  3aBUCHMOCTH OT  HaMarHMYEHHOCTH.
JIOCTOMHCTBOM TakOro METOJA HM3MEPEHUS SABJSACTCS IIUPOKHN JTUHAMHYECKUI
nuanason 5-107° = 100 G-cm?, nosBounsromas NpoBOIUTE H3MEPEHHS Ha 00pasIax

(dbeppoMarHuTHLIX MaTepuanoB maccoi menee 0.01 mg.
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Pucynok 2.17. YporieHHas cxema BUOPAIIHOHHOTO MarHeTOMETpa.

B o0mem ciayyae BuOpauuoHHbii maruutometp (Pucynok 2.17) cocrout u3
BUOpaTopa, K KOTOPOMY KpEHNUTCA IITOK C H3MEPAEMbIM  OOpPa3IOM.
OJEeKTpOMarHuT Cco3JaeT OJHOPOJHOE Iojie B palloHe o0pasla, KOTopoe
U3MepseTCs JaTIMKOM XoJiuta. PsamoM ¢ 00pas3iioM pacmosioKeHbl H3MEpUTEIbHbIC
KaTyIIKH, CHUTHAJI C KOTOPbIX, COBMECTHO C CHUTHAJOM OT JaTuyMka XoJjuia
MOCTYMaeT Ha M3MEPUTENbHBIN OJIOK M Jajiee Ha PEeTUCTPUPYIOIIUK Mpuodbop, TIe
BOCIPOU3BOAMUTCS 3aBrcuMOcTs M(H).

W3mepenne KpUBBIX HaMarHMYMBaHUS BBIIOJHEHbl Ha BHOPAIMOHHOM
MarHUTOMETPE aBTOPCKOW pa3pabOTKU C DIEKTPOMArHUTOM KOHCTpyKuuu [ly3es B
noisix g0 10 kOe Benukanoseim 1. A. (mabopatopus PCMB UuctutyTa Qusuku
®UIL KHLL CO PAH).

2.2.5. DiieKTpHYEeCKUE U3MEPEHUs

MertannoTepMrU4YecKie peakiiuu B TOHKUX IJICHKaX MOTYT MPOTEKaTh B TCUCHHE
KOPOTKOT'O MPOMEXKYTKAa BpeMEHH. /[l ompenesieHns] TaKuX XapaKTEePHUCTHK, KaK
TeMreparypa WHUIMUPOBAHMS PEaKIuu, CKOPOCTh HarpeBa oOpasia, CKOpOCTh
(bpoHTa peakiui NpU aBTOBOJHOBOM PEXHMME M Ip. UCHOJIb3yeTcs MeTon IN-Situ
W3MEHEHHS DJICKTPUUECKOTO COMPOTUBICHUS W TEMIIepaTyphl 00Opasiia BO BpeMs

BAKYYMHOI'O OTXHUTIQ, KOTOpBIfI OBI1 BBINIOJIHEH Ha aBTOMaTH3HpOBaHHOﬁ
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aBTOPCKOW yCTaHOBKe, paspaboranHoii beikoBoit JILLE. (;maGoparopuss MJ]
Uucturyra ¢uzuxku OUL[ KHI[ CO PAH). CrpykrypHas cxema yCTaHOBKHU
npuBeAeHa Ha pucyHKe 2.18. M3MepuTenbHbld KaHal, COCTOSIIMN U3 TepMONnapbl
(xpomenb-amomenb) TII m ycumurens YC mNo3BOJSIET U3MEPSTH TEMIIEPATYpPY
HarpeBa rieHouHoro oopasna. B quamazone temneparyp 0 1o +1000 °C TouHOCTH
m3mepenusa +3 °C. B mmanazone temnepatyp oT -200 go +1000 °C TOuHOCTH
m3mepenus =5 °C. 3MepuTenbHblii KaHAI — NOJIynpPOBOAHUKOBBINA AaTuuk [TITT
n ycunurenb YC u3MepsieT TeMmmepaTrypy OKpYXKarolled cpeabl s BBEACHUS
NOMNPaBKA Ha CBOOOAHBIE KOHLBI MPU U3MEPEHUU TEMIIEpaTyphbl TEpMOMapoi.
JlaTyuK BBITIOJHEH HA MOJIYIIPOBOAHUKOBOM P-N MEPEXOJIE, B KAYECTBE KOTOPOIO
MCNoJIb30BaH nonynpoBoaHuKoBbid auoa K/[103A. B aguanazone temmneparyp 0 +
100 °C Tounocts m3mepenus +0,5 °C. M3mepuTenpHbIM KaHaj, BKIIOYAIOIINI
uctounuk toka WT, ycunurens YC u  mnenHoussli oOpasen [1O mo3sBoiser
U3MEPATHh COINPOTHUBICHHE O00pa3la 4YeTbIpeX 30HIOBBIM METOAO0M. TOUYHOCTH

u3mepenus +0,2 %.
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Pucynok 2.18. YcraHoBka u3aMepuTebHas aBToMaTu3upoBantas [168].
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V3mer KY, AIll, KYC BeimonHEeHB! B BHUAE IUIATHI BBOJAA W 0OpabOTKH
aHAJIOTOBBIX CHTHAJIOB B pEajbHOM MaciliTabe BpEeMEHHM B cTaHjapTe ImuHbl [SA
IBM PC 286/386/486/Pentium. Ilmata pacmonaraercs B CHCTEMHOM OJIOKe
komneiorepa IBM  PC u coemuHsieTcss C  HM3MEpUTEIBHBIMU  OJIOKaMU
COEJIMHUTETLHBIM Ka0eleM U3 BUTHIX Map.

XapakTEepUCTUKU TLIATHI:

- YUCJIO BXOAHBIX aHanoroBeiX guaui 8§ (0-10 B win -5 - +5 B),

- YHUCJIO BXOAHBIX TUPpoBBIX auHuM 5 6ut TTJI,

- YUCJIO BBIXOJIHBIX HU(PpoBbIX uHui 1 Oout TTJI,

- nporpammupyemsblil KouTposuiep KS580BBSSA,

- nporpammupyemsiid yersmrens Kyce 1,10,20,30,40,50,60,70,

- ALIII 10 paspsgnoe K111311B1,

- Bpems mpeoOpazoBanust usmepenus 40 ps.

VYnpasnsiromags nporpamma  HanudcaHa Ha o a3bike  [lackanb.  JlaHHBIE
3aMKUCHIBAIOTCS B (paiiil JaHHBIX B pabodyeM KaTajore B MOJKATAJIOT C UMEHEM
DAT, xoTopblil co3maercst caMm Mpu MEepBOM Mycke mporpammbl. Popmar daiina
JAHHBIX - TEKCTOBBIM ¢ pazaenuteneM “mpoOen”, ynoOHBIM i1 BBOJA B
porpamMMy 3JIEKTPOHHBIX TaOJUIl N1 00paOOTKM MOJYyYEHHBIX PE3yJIbTaToB. |
CTOJIOCI COACPKUT UH(DOPMALIMIO O BPEMEHU U3MEPEHUS, MOCIEYIONINE CTOJIOIbI
(ot 1 1o 8) - pe3ynpTar H3MepeHus. BpeMs 0JIHOro oTcuera MEHSETCS OIepaTopoM
OT 6 MWUIMCEKYH]I /0 HECKOJbKUX CEKyHI. Jlnsd BHU3yaJIbHOTO KOHTPOJIS
U3MEPSIEMbIX TPOIIECCOB HMH(OpMaIus B TpaUUECKOM PEXKHUME BBIBOJIUTCS Ha
JIUCILIEW KOMITBIOTEPA.

TemnepaTrypHble HU3MEPEHUS DJIEKTPOCONPOTUBIIEHUS BBITIOJHEHBI DBBIKOBOM

JLLE. (ma6opatopuss PCMB Uncturyta puzuku GUL KHL CO PAH).
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I'maBa 3. CTpykTypa, MATHUTHBIE M JJIEKTPHUYECKHE CBOMCTBA

HaHOTrpaHyJupoBaHHbIX C0-ZrO2 TOHKHUX MJIEHOK.

B HacTosAmeld rnaBe OPUBOAATCS PE3YyJbTaThbl HUCCIEIOBAHHUS TOHKHUX
MarHuTHBIX TIeHOK C0-ZrO;, MOJyYeHHBIX METOJOM IUIaHAPHOW METAJIOTEpPMUU
IBYXCIOWHBIX — TuIeHOK — C0304/Zr.  U3yueHBl  PEeXUMBI  WU3TOTOBIICHUS
HAHOTPAHYJMPOBAHHBIX IIJIEHOK C TMOMOIIBI CTPYKTYPHBIX, MArHUTHBIX U
ANEKTPUUECKUX H3MEPEHUH U OCOOCHHOCTH NPOTEKAHHUS METALIOTEPMHUYECKON
peakiuu MEXJIy TOHKOIUIGHOYHbIMU ciosimu C030s u  Zr. HcecnemnoBaHsl
CTPYKTYpHbIC, MarHUTHBIE U DJIEKTpUUYEeCKUe xapakTepucThuku CO0-ZrO, TOHKHX
IUICHOK.

3.1. U3roToBjienne HAHOTPaHYJIMPOBaHHBIX C0-ZrO2 TOHKHUX MJIEHOK

HcxoHble CIIOMCThIE TOHKOIUICHOYHBIE pEareHThl OBbUIM TOJYYEHBl MyTEM
TEPMUUECKOTO OCAKJICHUS CJIOSI METAINTIMYECKOT0 KoOanbTa mnpu Temmneparype 250
°C na NaCl (001) 1 XMMHYECKH YHCTBIC CTCKJISTHHBIC MOIOXKKH, TomuHomn 0,18
MM B BakyyMme npu ocraroudoM gapieHuu 10° Torr. Ilepen HambLieHHEM
MOJIIOXKKHU AerasupoBain B Bakyyme mpu 350 °C B teuenne yaca. [Inenku Coz04
OBLIIM TIOJTyYEHbI TEPMHUUYECKUM OKHCIICHHUEM B BO3IYIIHOW cpeie mieHok Co mpu
temneparype ~ 350 °C. Bepxuuli ciioi Zr ocaxaanu TEPMUYECKUM HAIbUIICHUEM
Ip¥ KOMHATHOW TeMIeparype A mpenoTBpaiieHus peakuun Mexay Zr u Coz0q
BO Bpemsi ocaxjaeHus. COOTHOIIEHHWE TOJIIMH CJOEB JUIsl BceX 00pa3LoB
coctaBysuto npubausutensHo Co:Zr = 2:3. HanbuteHue ciost Zr 6oJbIiie TOYHOTO
CTEXHMOMETPUYECKOTO COOTHOIICHHUSI, PACCYMTAHHOTO B riaBe 2 u paBHoro Co:Zr
= 0,71 00yCJIOBJIEHO HEKOTOPHIM OKHUCIEHHEM IIMPKOHHUS B TIPOIIECCE HAIBUICHUS
13-3a HE UJI€aJIbHOCTH TEXHOJIOTHYECKUX YCIOBHIA.

[Tnenku Co304/Zr na momnoxke NaCl (001) cymmapHoi#t TommmHo# nopsiaka 50
NM, ObUIM NOATOTOBIEHBI JJIA HCCIEJOBAaHUN METOAaMH IPOCBEYUBAIOLIEH
DJIEKTPOHHOW MHUKPOCKONHH, BKIrOuas IN Situ audpakiumonusie usmepenus. B
OCTaJIbHBIX 3KCIEPUMEHTAaX HCIHOJIb30BAIMCHh TJIEHKH HA CTEKJISTHHBIX MOMJIOKKAX

oOwielt TonmuHou nopsiaka 300 nm.
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Ocaxennsle mieHkrn Co MMeNnM HaMarHUYeHHOCTh Hackimenus (Ms® = 1400
emu/cm?), paBHYI0 HAMAarHMYEHHOCTH HACBILECHHMS OOBEMHBIX 00OpasmoB. Iloce
OKHUCJICHHS B BO3AYIIHOM Cpejie IUICHKH CTAaHOBWJIMCH TapaMarHUTHBIMHU, YTO
CBUJIETEIHCTBOBAIO 00 00pa3oBaHUM OKCHIAa KOOAbTA.

CrerneHb BOCCTAHOBJICHUS KOOAbTa, KaK (DYHKIUS OT TeMIepaTyphl OTKHUIra
7(T) ompenensnach Kak OTHOLIEHHE MarHUTHOTO MoMeHTa (M = Ms®-V, roe Ms®
- HaMarHMYEHHOCTb HACHIIICHHS KoOaimbTa, V - 00beM MarHuTHOW (a3bl)
nByxcioiHoi 1ieHkn C0304/Zr x MarHuTHOMYy MOMEHTy tuieHkH Co 10 ero
OKHUCJICHHS:

7(T) = Ms®-V(T) | Ms°-Vo = V(T)/V, (3.1)

rae V(T) - o0beM BOCCTaHOBIEHHOTO KOOAIbTa MOCJE OTXKUTa IIPU TEMIIEpaType
T, Vo - 00beM KOOaIBTa 10 OKUCIICHHUS.

HccnenoBaHusi MarHUTHBIX, AJEKTPUUYECKUX W CTPYKTYPHBIX XapaKTEPUCTUK
NPOBOJAMJIUCh, HA  JBYXCIOWHBIX TOHKOIUIEHOUHBIX peareHTax Co0304/Zr,
oToxCKeHHBIX mpu Temriepatypax ot 50 u 500 °C ¢ unreppaiom 50 °C. Ob6pa3iibi
BBIJICP>KMBAIIM TIPU Ka)XJ0W TeMIiepaType B TeueHue 4aca. Bee obpasusr Co-ZrO,
ObUIM TONydeHbl npu gaBnenun 10° Torr. In-situ m3mepenus smekTpudeckoro
COMPOTHUBJICHUSI O0pa3llOB TakKKe TMPOBOJUIM B UWHTEpBAJEC TEMIEpaTtyp OT
komHaTtHOM 110 500 °C. BenmumHa KOHEUHOM TemmepaTypbl oTxura, paBHas 500
°C, Obula YCTaHOBJICHA SKCIEPUMEHTAILHO KaK TeMIeparypa, MpH KOTOPOM
BOCCTaHABIIMBAETCS MAaKCUMAJIbHO BO3MOKHOE KOJIMYECTBO KOOabTa. Pe3ynbpTaTsl
JTAHHBIX UCCJICTOBAHMM MMPUBEICHBI HIDKE.

In-situ [I9M skcreprMeHTHI TPOBOIAMIN MyTeM oTxura mieHok C0304/Zr B
KOJIOHHE TMPOCBEUMBAIOIIETO AJIEKTpoHHOTO MuKpockona JEM-2100 (JEOL) ¢
UCTIONb30BaHUEM JepxkaTelss 00pa3oB € BO3MOXKHOCTBIO KOHTPOJIHPYEMOTO
HarpeBa OT koMHaTHOUM Temmeparypsl A0 1000 °C (momenp Gatan Model 652
Double). Kaptuabsl Mukpoaudpakiiuid 3JICKTPOHOB, CHUMAJIKNCh HEMPEPBIBHO C
yKazaHHeM TeMmIiiepatypsl obOpasia. Mcxomusie mienkun C0304/Zr otaensnm ot

NaCl (001) moanoxku u momemniany Ha MonubaeHoByI0 [1OM certky. In-situ [19M
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sKcIepuMeHThl TipoBeneHbl JKapkoBeiMm C. M. (7a0. KOTEPEHTHOW ONTHUKHU

Hucruryra puzuku OUL KHI[ COO PAH).

1 —
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Pucynok 3.1. I'padux 3aBUCUMOCTH cTeneH! BoccTaHoBieHUs: Co OT TeMIiepatypsl oTxura 7'
st ieyxcioitHoit Co304/Zr mnenku (a). ['paduk TeMneparypHOit 3aBUCUMOCTH 3JIEKTPHYECKOTO
compoTuBiieHus: aByxcioinoi C0304/Zr mnenku, Harperoit g0 500 °C. Ha BctaBke mokasaH

rpaduk In R ot T s o6pasua Co-ZrO, npu oxnaxaennu ot 250 °C 1o 25 °C.
Ha pucynke 3.1 mpexacraBieHbl  pe3yiabTaTbl  U3MEPEHHsS]  CTENECHU
BoccTaHoBieHus: koOanbTa #7(T) u anexrpuueckoro compotuBieHuss R(T) B
3aBUCHUMOCTH OT TEMIEPAaTypbl OTKMra 1T Uil JBYXCIOMHBIX TOHKOIUIEHOYHBIX

peareutoB C0304/Zr. Jlo 250 °C HaMarHMYE€HHOCTh HACHIIIEHUS IIJICHOK
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ocTaBasach paBHOUN HYIO (7 = (), 4TO yKa3bpIBaJIO HA OTCYTCTBHE PEAKLUU MEXIY
cinosmu Zr u Co030,. Ilpu yBenmueHnum temmeparypbl oTxura Bbime 250 °C
CTENEHb BOCCTAHOBJIEHUA 7 PE3KO Bo3pocia 10 65 % mpu TeMmieparype OTKHra
300 °C u 3areMm 11aBHO gocTuria Makcumyma 4 ~ 0,8 mpu Temriepatype oTKura
500 °C (pucynok 3.1, a). Otcroa cieayer, 4YTO METAUIOTEpMUYECKasl peaKius
(2.1) umeer temnepatypy unuimupoBanus Tyny ~ 250 °C u 6Gonee 80% Co
BOCCTAaHOBWJIOCH ITUpKOHMEM U3 okcuja. Ha pucynke 3.1, 6 npuBeaeH rpadux
3aBUCUMOCTH AJICKTPHUECKOTO COMPOTHBIICHUS OT TeMiiepatypsl omxura R(T) mist
JIBYXCIIOMHBIX TOHKOIUIEHOUHBIX peareHToB C0304/Zr, koTopbie OBLIN HATPETHI CO
ckopocthio 4 °C/mun no temneparypsl 500 °C u oxJlaxaalivuch 10 KOMHAaTHOMN
TEMIIEPATYPHI CO CKOpocThio ~ 3 °C/min. IToBsimeHue Temnepatypsl Boie Ty ~
250 °C mpuBeno K pe3KOMYy YBEIWYCHHUIO DJICKTPHYECKOTO COMPOTHUBIICHUS, UTO,
HECOMHEHHO, OBLJIO CBS3aHO C MHUIMUPOBAHUEM METAITIOTEPMHUYECKON peakluu
(2.1) mpu naHHOW TemmepaType. YBEIMYCHHE DJIEKTPUUYECKOTO COMPOTHUBIICHUS
ObUIO CBsI3aHO C oOpa3zoBaHueM wusoaupytouieil ZrO, matpuupl. B auanasone
temneparyp ormxkura or 300 °C mo 400 °C >IeKTpHUYECKOE COMPOTUBIICHHE
YMEHBIIHIOCh, YTO CBSI3aHO C PA3BUTHUEM METAJUIOTepMHUUYECKoi peakiuu (2.1) u
poctom HaHorpanysn Co, 4TO B CBOIO OY€pelb MPHUBEJIO K YBEIMUEHHUIO OOIIeH
npoBoaAMOCTH o0pasia. [Ipu TemmepaTtypax omkura B auamnazone 400 °C - 500 °C
AIIEKTPUYECKOE COMPOTHUBIIEHUE CJIa00 3aBUCUT OT TEMIIEpaTypbl OTXKHUTA, U
npeanoiaraercs, yro peakius Mexay Zr u Coz04 6b11a 3aBepiena mpu 500 °C.
[To mepe oxnaxaeHuss Hwxke temneparypsl 500 °C, oOpasipl cTajld MpPOSBIATH
MeTajuinueckoe noBefeHue. CHuKaromeecs 3JIEKTPUYECKOE COIPOTHUBIICHHUE,
CKOpee BCEro, CBsi3aHO ¢ pocToM 3epeH Co, 4TO B KOHEYHOM HUTOT€ MPHUBEIO K
(bopMHPOBaHUIO NEPKOJILIMOHHOIO KiacTepa B AUdJEKTpuueckoil ZrO, marpule.
[To wmepe Ttoro kak oOpasmer C0-ZrO; oxjaxmaiuch 10 TEMIEpaTyphl
uHunmupoBanus Tpyg ~ 250 °C, mocT-peakiMoHHbIE MPOIECChl CIOCOOCTBOBAIN
u3omsiiuu HaHodactull Co B matpunie ZrO; u, Kak CJEICTBHE, YBEITUYCHHUIO
AJIEKTPUUECKOTO compoTuBieHust obpasna. [lpu oxmaxaenun Hiwke 250 °C no

KOMHATHOM TEMIIEPATYpPhl COMPOTUBIICHUE MPOSABISIO CUIBHYIO TEMIEPATYPHYIO
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3aBHCHUMOCTh, W Tpenmnonaraerca, uyto mieHku C0-ZrO; HaxomsTcs B pexXume
U30JIPYIOIIEH TPOBOAUMOCTH. J[JI1 M30IUPYIOMIETO pEXHMa B METALIHYECKHX
HAHOTPAHYJIUPOBAHHBIX TUIEHKAX YAEIHHOE COMPOTUBJICHHE R B 3aBUCMMOCTH OT
temneparypbl T onrcbiBaeTcs ypaHeHuem (3.1) [169, 170].
R(T) = Ro exp[(To/T)"] (3.1)

[me n = 1 yka3plBaeT Ha TEIUIOBYK) AKTHUBAIUMIO IMPOBOAMMOCTH, N = 1/2
TYHHEJIMPOBaHUIO U N = 1/4 npbbKKOBas MPOBOAMMOCTh. ONTUMANbHAS TIOATOHKA
OKCIIEPUMEHTATBHBIX NaHHBIX i mieHKku C0-ZrO; mmeer mokaszarens N = 1 s
IBYX TemmepaTypHbix oosacreii: 20 °C - 110 °C (T, = 560 K, Ea; = 0,048 eV) u
110 °C - 250 °C (To = 320 K, Ea, = 0,0275 eV). I'paduk 3aBucumoctu InR ot T
NpUBEIAEH Ha BCTaBKe pucyHkKa 3.1, 6. B o0oux ciydasx AOMHUHHPYIOLIUM
MEXaHU3MOM  TPOBOJMMOCTH  SIBISIETCS ~ TEPMHUYECKH  aKTUBHUPOBAaHHAs
mPOBOAUMOCTh. OJHON W3 BO3MOXHBIX MPUYUH HHU3KOW DHEPrUHM aKTUBAIUU
AIIEKTPUYECKOTO COIMPOTUBICHUS SBISETCS PE3yNbTaT MEPEKPUCTAIUIM3AIUN U
ykpynHeHus: 3epeH Co u ZrOz, KOTOpble MOTYT BO3HHMKATh B TEMIIEPATypPHOM
untepBaie 110 °C - 250 °C. Ilocne cTpykTypHO#l penakcanuu miaeHku Co-ZrO; B
unTepBaine temmnepatyp 110 °C - 20 °C umenn 3HEpPTUIO aKTUBAIIUH, XapaKTEPHYIO
JUTS METAJUTMYECKUX TPaHYJIMPOBAHHBIX IUICHOK TPH 3TUX TemmepaTypax [170].

3aBucumoctu  cternieHn  BocctaHoBienuss  #(T) (pucynok 3.1, a) w
anektpudeckoro comnporuBieHus R(T) (pucynok 3.1, 0) yKka3pBalOT Ha
CYLIECTBOBAHHME CTPYKTYPHBIX OCOOEHHOCTEH, T.€. 00pa30BaHUE MPOMEKYTOUHBIX
MIPOYKTOB Peakiiuy B nHTepBaje Temmneparyp ot 250 °C mo 400 °C.

Jlns BBISABICHHS JaHHBIX OCOOCHHOCTEH NPOTEKAHHWS METAIOTEPMHUYECKOM
peakuuu  (2.1), TPOBOAWIM  PEHTTEHOCTPYKTYPHBIH  aHAJW3  HMCXOJHBIX
JIBYXCIOWHBIX TUIGHOK TOCJE€ HambUICHUS © OTKUTAa TPH  Pa3iIMYHBIX

TEMIICPATypax, a TAKXKC MCTO/IbI HpOCBC‘II/IBaIOHJ;ef/‘I BHGKTpOHHOﬁ MHUKPOCKOIINH.

3.2. CTPyKTypHBbIe U MATHUTHBIE HCCJIEJOBAHUS
Penmeenocmpyxmypuvie uccneooeanusi. KapTuHa peHTT€HOBCKOM IU(ppakuuu

UCXOAHBIX  ABYXCIOWMHBIX IIeHOK C0304/Zr comepUT OTpakeHHs  OT
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MEJKOAUCTIEPCHBIX ToymKpuctamaeckux ¢a3 Zr u Co304 (pucyHok 3.2, a).
[Tocne orxura npu temmneparype npu 300 °C cnadwie pediiekcol oT (azpr C0304
ucyesnu, u chopmupoBaiics HOBBIM MUK (111) oT BeICOKOTEMIIEpaTypHOU (ha3bl
kyomuaeckoro (c-ZrO) mimu terparonanbHoro (t-ZrOz)okcuia MUPKOHUS (PUCYHOK

3.2, 6).

I m-7r o- c/t-ZrO
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Pucynox 3.2. PertrenorpamMmbl ucxoqHo#M aByxcioitHoi C0304/Zr mueHku (a), OTTOKEHHON
npu Temneparype 300 °C (6) u 500 °C (B).

[TockonbKy caMble HWHTEHCHUBHbIe oOTpaxkenus (a3 c-Zr0; u t-ZrO;
PacIoJIOKEHBI TOCTATOYHO OJIM3KO, U OJHO3HAYHO PA3IMYUThH 3TU (Pa3bl JaHHBIM
METOIOM HE yaaeTcsi, TO aajiee Oyaer odiiee obo3Hauenue nanHbix das (C/t-ZrOy).
MoxHO Takxe MpeArnoyiokuTh U odpazoBanue ¢azpl CoO (cm. pucyHok 3.2, 0),
MOCKOJIBKY IIUPKOHHUM YaCTUIHO OKHUCIWJICS, a pu HarpeBaHuu CozOsnepexonut B

¢dazy CoO c BeIICIICHHEM KUCIIOPO/Ia.
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HenocraTouHass WHTEHCHUBHOCTh pe(dIEKCOB OT METAIMYECKOro KoOambTa
MoJIpa3yMeBaeT, 4YTO Ha HadajdbHOM »JTane peakiuu Co NpuUCYyTCTBOBal B
HaHOKpuctayuinueckom Bune. Ilocme omxura npu  Temmeparype 500 °C
peHTrenorpamma coxaepxkanu pediexce (111), (200), (311), (400) ot c/t-ZrO, da3
u (111), (200), (220) orpaxenus: BbicokoTeMmiepaTypHoro I'IIK-Co. [Ipu stom
NUKA OT HU3KOTeMIepaTypHbiX (a3 rexcaronanbHoro I'TIY-Co 1 MOHOKIMHHOTO
m-ZrO, orcyrctByioT (pucyHok 3.2, B). Pa3Huila B SHEprusx cBs3u KoOajibTa B
IeKCAarOHAJIbHOM M KyOM4eckodl MoAudUuKalMsIX HE3HAYUTEelNbHA; MOITOMY B
TOHKHUX TUIEHKaX 1 HaHOCTpyKTypax (aza ['TIK-Co yacTo crabuibHa.
PeHTreHOCTpyKTYypHBIE HCCleIoOBaHUs (pPUCYHOK 3.2) HE Jdalud OJHO3HAYHOTO
OTBETa Ha OCOOEHHOCTU MPOTEKAHHS METAJUIOTEPMUYECKOM peakuuu (2.1), B cuiry
TOT0, YTO UHTEHCUBHOCTH OTPaXE€HU HAa peHTreHorpamme (pucyHok 3.2, 6) oueHb
ciadeie. [loaTomy st 0JHO3HAYHOTO BBIsABICHUS 0Opa3zoBanus CoO, mubo apyrux
MIPOMEKYTOUHBIX WM MMOOOYHBIX MPOAYKTOB METANIOTEpMHUUSCKON peakmuu (2.1),
a TakkKe JUIsl HarjsgHOTO TOJATBEpXAeHHUS (akTa oOpa3oBaHUsS HAHOTPAHYI
KoOanbTa ObUIM TpoBeneHbl [IOM wuccienoBaHus HMCXOAHBIX JABYXCIOWHBIX
C0304/Zr mpekypcopoB u C0-ZrO; miaeHok u in  Situ  gudpakuroHHBIC
uccienoBanuss C0304/Zr maeHOK mpH UX OTXKUIE B KOJOHHE MHKPOCKOMA OT
KOMHAaTHOH Temnepatypsl 10 500 °C.

IIOM  uccneoosanusi. Ha pucynke 3.3, a mokazaHa TunuyHas Qororpadus
MHUKPOCTPYKTYPbl HCXOAHOH aByxcioiHoi C0304/Zr, u3 KOTOpOW BHIHO, YTO
KPUCTAUNTMYECKUNA pa3Mep 3epeH JOBOJBHO Man (<5 NM). DTH JaHHBIC TaKKe
MOATBEPKIAIOT PEHTTEHOCTPYKTYPHBIC UCCIIEIOBAHUS, PACCUMTAHHBIC TIO IIIUPUHE
orpakenus (100) ot Zr (pucynok 3.2, a) mo ¢opmyne Illeppepa. Pacumdpopka
KapTUHBI TUPPAKIKUU JIEKTpoHOB (pucyHok 3.3, 0), mpuBencHHAs B Taduuie 3.1
noaTBepauiaa cocymectBoBanue ¢a3z o-Zr u Co30; B wmexomHbix C0304/Zr

IIJICHKAax.
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Pucynok 3.3. DIIeKTpOHHO-MHKPOCKOITUIECKOE N300paKCHUE UCXOTHOM JBYX CIIOHHOM

C0304/Zr nnenkw (a) 1 KapTUHA MUKPOIU(PAKIMU JICKTPOHOB, CHATAs ¢ oOiacT 1 pm (0).
Ha pucynke 3.4 nokazano tunuudoe [IOM uzoOpakenue u kapTuHa AUGpaKIuu

anekTpoHoB mieHkn C0-ZrO; mocie omkura CozO4/Zr TuIeHKH Tpu TeMIiepaType

500 °C.

Tab6auua 3.1. PacuudpoBka qudpakiimoHHoi kapTulsl (pucyHok 3.3, 6)

Ne xonba C0304 a-Zr
1 (111)
2 (220) (100)
3 (311) (101)
4 (400) (102)
5 (422) (110)
6 (511) (103)
7 (440) (112)
8 (622) (202)
9 (711)
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[Tockonbky cpeanee atoMHoe uucio anst (pasel ZrO; HUXKE, YeM aTOMHOE YHCIIO
Co, paccesnue 31ekTpoHOB Ha ZrO, Menblie, ueM Ha Co, mostomy obsactu ZrO,
Ha [IOM wu3obpaxenun (pucyHok 3.4, a) BHITISAAT cBeriee yem obnacth Co.

Temubie o01acTu cOOTBETCTBYIOT 3epHaM Co, cBeTible obnactu marpuie ZrO;.

dmean(Co) 20 nm '

llL.

Number of particles

10 15 20 25 30 35 40
Size of particles (nm)

Pucynok 3.4. DnexTpoHHO-MUKpOCKonrueckoe nzodpakenune Co-ZrO; ruieHku (a) 1 KapTHHA

MUKPOAU(PAKIIUK FITEKTPOHOB, CHATAs ¢ obsnactu 1 pm (6).

AHanmu3 SIEKTPOHHO-MUKPOCKOIIUYECKUX HW300paKeHH TMOKa3bIBAeT, YTO
HaHoTpaHylbl Co WMEIT OKpyriayio (HopMy W PaBHOMEPHO paclpeicicHbl B
OpOAYKTE peaknuu. AHanu3 audpakimoHHONW KapTuHbl (pucyHok 3.4, 0)
MOKa3bIBaJI, YTO KOHEUHBIM MPOYKTOM peakiuu aBistoTcsi Hanorpanysl ['T[K-Co
u I'TIY-Co, BCTpoeHHBIC B MOJHMKPUCTALINYECKYI0 MaTpuity m-ZrO; u c/t-ZrO,
(trabmuna 3.2). U3 pucynka 3.4, a cieayer, 4to cpeaHuil quamerp Hanorpanyn Co
coctaBiger 20 NM, YTO COMOCTAaBUMO C CYyIEpIapaMarHUTHBIM KPUTUYECKUM
pasMepoM, Kotopeiii coctraBiusier 20 nm  musg  Hadoudactunr Co. OpHako
HAaHOTpaHyJibl pazMepoM MeHee 10 NM He yYUTHIBAIOTCA Ha THUCTOIPaMME,
MIOCKOJIBKY IS TUICHKU TONIUHON mopsinka 50 nm To4YHAast HASHTU(UKAINAS TAKUX
MaJIbIX YacTHI] 3aTPyJHUTENbHA. DTO TOBOPUT O TOM, 4TO Bce oOpasipl Co-ZrO,

coZiepKaT HEKOTOPOE KOJIMYECTBO CyleprapaMarHuTHbIX HaHoyactul Co.
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Jlis HarnsAHOTO MOATBEpXKACHUS (akTa HaIW4yusl KoOanbTa B 3€pHax ObLI
NpOBE/ICH AJIeMeHTHbIN aHamu3 ucxomHod Co0304/Zr crpykryper u Co0-ZrO;
TUIEHKH. Pe3ynbTaThl aHanu3a B BUJIE JIMHEHHOTO CKaHUPOBAHUS MPE/ICTABICHBI Ha

pucyske 3.5.

mm CoO [——4 = O

Pucynok 3.5. Pe3ynbpTaTsl 2ieMEHTHOTO JTUHEIHOTO ckanupoBanus 1o Co, Zr u O ans
C0304/Zr (a) u Co-ZrO2 (0) miaeHoK.

B ncxomHpIX MmIeHKax HAOMIOAAOTCS KOJIeOaHus B COACP)KaHUU AJIIEMEHTOB, HO
B oOmem Co, Zr u O pacnpeeneHsl JOBOJILHO PaBHOMEPHO (BCTaBKa Ha PUCYHKE
3.5, a). Pe3ynbTaThl 3JIEMEHTHOTO CKAHUPOBAHUS BJIOJIb HAHOTPaHYJIbl (BCTaBKa Ha
pucysnke 3.5, 0) 4eTKO yKa3bIBalOT Ha PE3KOe YBEIMYECHHE KoOajahbTa B YACTHUIIC.
Kucnopon u nupkoHuii pacrpeneneHbl paBHOMEPHO U MPUCYTCTBYIOT TAKXKE M HA
gacThile KobdanbTa. ITOT (DaKT yKa3blBaeT Ha TO, YTO KOOATHTOBBIE HAaHOTPaHYJIbI
pacnoyiararoTcs Mo CJI0eM JUOKCUIA LIUPKOHUS.

BaxXHbIM MOMEHTOM SIBJISIETCS TO, YTO THCTOTpaMMa MPEICTaBICHA I IUICHKH
tomuHoi 50 NM, 1 pazmMepsl HAHOTPaHyJI B ieHKax TomuHoi 300 Nm, KoTopsie
WCMOJIB30BAINCH I PEHTTCHOCTPYKTYPHBIX, MAarHUTHBIX M JJIEKTPUYECKUX
U3MEPEHUN, MOTYT OTJIMYAaTbCAd OT pPa3MEpOB HAHOTPaHyJd B IUIEHKAaX,

ucnoas3yeMbix st [I9M uccnenoBaHuii.
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Tabmuua 3.2. PacimdpoBka nudpakiMoHHON KapTHHBI (PUCYHOK 3.4, 0)

Ne kompua m-ZrO; c/t-ZrO; I'TTY-Co | TIHK-Co
1 (-111) (111) (111)
2 (200) (002) (200)
3 (113) (100)
4 (002) (111)
5 (024) (101)
6 (122) (221) (202) (220) (200)
7 (213) (312) (311)
8 (023) (321)
9 (041) (004) (400) (110) (220)
10 (-232) (114)
11 (-313) (420) (201)
12 (242) (421) (311)
13 (511) (222)

Maznumnvie ceoticmsa. 1locne orxura npu 500 °C B HaHOrpaHYJIHPOBAHHBIX
Co-ZrO, nnenkax 6s110 BoccTanolieHo 6omee 80% Co. KpuBas HamarHuuuBaHus,
nosnyyeHHass ¢ C0-ZrO, ImIeHOK IMOKa3bIBa€T, UYTO IUICHKHM O00JIaJlal0T BBICOKOU
HAMarHM4EeHHOCTHIO HacklmeHus (~600 emu/cm®) u kospumTuBHON cumoi ~ 130

Oe, 4TO XOPOIIIO COTIACYETCS ¢ pe3yJIbTaTaMu Ipyrux paodot [4, 111].

800
E 400
S
£ 0
Q
o -400
>
_800 lllllll--I----l-...
-1000 -500 0 500 1000

H (Oe)

Pucynok 3.6. Iletns ructepesuca, nonyyennas ¢ Co-ZrOz miieHok.

[letns rucrepesuca mocturaet HacwimeHuss npu Hs ~ 800 Oe, uro B passbl
oompire ko3puuTrBHOM cuitbl He ~ 130 Oe. Takoe moBeneHne HAMAarHUYCHHOCTH B
OONBIIMX TIOJIAX, XapaKTepHO JUISl TPaHYJUPOBAHHBIX MArHUTHBIX IIJICHOK.

OTtHomeHne OCTaTOYHON HaMarHUYEHHOCTH Mr K HAMaroHmd4cHHOCTHU HAaACBIIICHUA
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Ms, paBaoe 0,62, yka3piBaeT, 4To HaHOTpaHyidbl CO MPEACTABISAIOT COOOM
CIIy4aitHO OPUEHTUPOBAHHBIE  PABHOOCHBIE  3€pHAa  C KyOudeckomn
MarHATOKPHUCTAJUTHYECKOM aHu3oTpormed [171].

In situ ougparxyuonnvie IIOM uccredosanusi memariomepMuUYecKol peaKyuu 6
C0304/Zr monkux nnenxax. B ucxomuom cocrosiuuu mwieHkd Co304/Zr coneprxanu
cion a-Zr u Co0304, o uem cBugerensctByer I[IOM wu30obpaxkenue u
COOTBETCTBYIOIIAs KapTHHa MHKpoaudpakiuu (pucyHok 3.3 m Tabmuma 3.1).
CTpyKTypHBIE HW3MCHCHHMS B HCXOAHOHM aByxcionHoi tieHke C0304/Zr u
oOpazoBanne HaHokommo3uta C0-ZrO; moka3aHsl Ha JUPPAKIIMOHHBIX KapTHHAX,
NpUBEJACHHBIX Ha pucyHke 3.7. PacmmdpoBka IU(pPaKIMOHHBIX OTPaKEHUN

npuBeneHa B Tabmuie 3.3.

51/nm 300 °C 51/nm 500 °C

Pucynoxk 3.7. Kapruna mukpoaudpaximu 351eKTpoHoB C0304/Zr mieHKH NoTyYeHHas TPU
300 °C (a) u 500 °C (0).
AHanu3 kapTtuH MUKpoudpakmuu mokassiBas, yTo (a3zel CoO u amopdHbIH

ZrO, HaunHaoT GpopmupoBaThcs mpu 260 °C. JlaHHbIN pe3ybTaT JOKa3bIBAET, YTO
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Temrneparypa uHunuupoBanus Tym peakuuu Mmexay Zr u Co304 O6bi1a HIKE 260
°C. IIpu nossimenun Temneparypsl 10 300 °C orpaxenus or Co30,4 mocreneHHo
ucuesnu. JlanpHelee yBenudeHue temneparypsl okura Boie 400 °C mpuseso
K (hOPMHUPOBAHUIO MOJUKPUCTAIUIMYECKUX OTpaxkeHuil oT ¢a3el ['TIY-Co. Ognaxo
cymectBoBanre [TIK-Co He MOXkeT OBbITh HCKIIOUEHO M3-3a TEPEKPHITUS €ro
OCHOBHBIX JudpakiuoHHbix orpaxkeHuit ot ['TIY-Co. Pednekcer ot dazer CoO
nosHocThio ucye3dnn npu 500 °C, u nudpakimoHHas KapTUHA CcoOJepKala
orpaxenus ot ¢a3z I'TTY-Co, I'lIK-Co u m-ZrO,, c/t-ZrO, (pucysok 3.7, 6 u
tabnuua 3.3, 6). OxnaxaeHue oopasia 10 KOMHATHOW TeMIlepaTypbl HE U3MEHUIIO
(da3oBbIi cOCTaB MJICHKU, KOHEYHBIA MPOAYKT peakuuu coaepxan ['TIY-Co, I'IK-
Co u m-ZrO;, c/t-ZrO,. DTOT pe3ynbTaT XOpOIIO COIJIACyeTcs ¢ KOHEYHBIM
IPOIYKTOM peakuuu s o0pazuoB TEM, nonydeHHbix myteM oTxura npu 500 °C

(pucyHok 3.4 u Tabauia 3.2).

Ta6auna 3.3. PacmudpoBka nudpakunoHHON KapTHHBI (pUCyHOK 3.6, 0)

d
Ne komnbpna m-ZrO; c/t-ZrO; CoO
1 (111)
2 (-111) (111)
3 (200) (002) (200) (111)
4 (200)
5 (213) (312) (311) (220)
6 (023) (321)
7 (041) (004) (004) (400) (311)
8 (242) (421) (400)
9 (511) (331)
10 (422)
0
Ne konbla m-ZrO» c/t-ZrO; I'T1y-Co I''IK-Co
1 (111)
2 (-111) (111)
3 (200) (002)
4 (002) (111)
5 (101)
6 (122) (221) | (202) (220) (200)
7 (213) (312) (311)
8 (110) (220)
9 (314) (420) (103)
10 (422) (004) (222)
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Xots In Situ sKCHEepUMEHTHI MO0 JUQPPAKIIUK IJICKTPOHOB M PEHTTEHOBCKHUE
UCCJIeIOBaHMs ToKa3anu oOpaszoBaHue Metaumueckoro CO mpu Temmeparypax
Bbiie 400 °C, marHuTHbIE U3MepeHUs (pUCyHOK 3.1, a) OJTHO3HAYHO MOKAa3bIBAIOT
obopazoBanne Co, HauMHas C TemmepaTypsl uHULIUMUpoBaHus Tyy ~ 250 °C.
Bepostraee Bcero, npu Temmeparype uHuimupoBanus Tyg ~ 250 °C u o 400 °C
KOOAIbT HAaXOOUTCS B YJIbTPAMEIKOAMCIEPCHOM, JTHUOO aMOp(HOM COCTOSIHHH,
KOTOpOE€ TPYIHO OAHO3HAYHO HACHTU(PUIIMPOBATH C MOMOIIbIO PEHTICHOBCKON U
AIEKTPOHHON AUPPAKIUY.

Takke CTOMT OTMETHTh, UTO B oOpasmax ToamuHor 50 NM (MOArOTOBICHHBIX
it [I19M wuccnenoBanuit u in Situ qudpaknuonasix [I19M ucciieoBanuii) ObLIH
copMupoBaHbl HU3KOoTeMepaTypHble cTadmibHbie Pa3el [TIY-Co u m-ZrO,, HO B
oOpasmax JJisT MarHATHBIX M 3JIEKTPUYECKUX HccienaoBannii ¢ Toammuaorn 300 nm
ob  chopmupoBanbl  BeicokoTeMiiepaTypubie  (daspl [TIK-Co wu  c/t-ZrO,,
MEeTacTa0WIbHbIE TIPU KOMHATHOW Temmeparype. Bo3MOXHOW NPUYMHON
obpazoBanus a3 ['TIY-Co u m-ZrO; siBnsieTcs penakcanys HanpsHKeHUH B TOHKUX
CJIOSIX, CO3Jaromiasi ONaronpusiTHbIE YCJIOBHUS JJiE PAaBHOBECHOTO 0Opa3oBaHMS
HaHokacTepoB ['TIV-Co n m-ZrO,. OgHako B TOJCTBIX CIOSIX PEAKIUS BHI3BIBACT
HE3HAUUTETHHYIO PeaKCalluio U CAEepKUBaeT BhicOKoTeMIiepaTypHbie (azer ['TIK-
Co u c/t-ZrO,, xoTopble SABISIOTCS MPOAYKTOM METAIOTEPMUYECKON PEaKIuu
(2.2).

W3 in situ skcriepuMeHTOB 10 AU(PAKIUK IEKTPOHOB CICIYET, YTO MEXaHU3M
peaknuu BKIro9aeT oopasoBanue CoO B uaTEepBasie Temmepatyp 260 °C - 500 °C
(trabmuma 3.3, a) U, CleIOBaTeIbHO, CYIIECTBOBAHUE MPOMEXKYTOUHBIX pPEaKIU
(3.2) u (3.3):

2C0304 — CoO + O, (32)
2Co0 + Zr — 2Co + ZrO; (3.3)

[TpoMexyTOUHBIE pEaKIIMK 9acTO COMPOBOXKIAI0T OCHOBHYIO PEAKITHIO B Pa3HBIX

TEPMUTHBIX CMECSIX, BKJIIOYAs KIACCUYECKYI0 METANIOTEPMUUYECKYIO PEaAKIUIO

mexay Fe,O3 m Al (peakuumss Tompammuara) [136]. CTouT OTMETHTH, YTO
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MPOMEKYTOUHBIE ~ PEAKIMU  TakKe  MPUCYTCTBYIOT  TPH  TMOJyYEHUHU
HAHOTPaHYJIMPOBAHHBIX IJICHOK Fe-ZrO, B peakiuu mexay Fe,Os u Zr [13].
3.3. BbiBoabI K 1i1aBe 3

1. Meramtorepmuueckass peakius (2.1) Ha Ha4yaJbHOM 3Tane MPOTEKAET C
oOpazoBanneM oxcuaa kobampra C0O, Kak MPOMEKYTOYHOTO MPOAYKTA
pEaKIMU, KOTOPHIA B CBOIO OYEPE/Ib BOCCTAHABIMBACTCS JI0 METAIUTHYECKOTO
KoOasnpTa:

2C0304 — CoO + 0O,
2Co0 + Zr — 2Co + ZrO,

Peaxmust (3.2) MHTEHCHUBHO MpoTeKaeT B uHTepBasie Temmneparyp 250 - 300
°C, peakuus (3.3) mpotekaetr B untepBaie temmnepatyp 250 - 500 °C. o
temnepatypel 400 °C  koOanbT HaxoauTcs B aMopdHOM 10O
HAaHOKPHUCTAJUIMYECKOM COCTOSIHMH, TIOCKOJIBKY TIICHKA TIPOSBIIICT BBICOKYIO
HaMarHW4eHHOCTh (BOCCTAHOBJIEHHE KoOanbTa gocturaeT moutd 80 %), a
SIBHBIE pe(IECKCH METAUTMYECKOTO KOOAIhTa OTCYTCTBYIOT.

2. [lo pamaeiM  IIOM  wucciemoBaHWid  TIOJNYYCHHBIC IUICHKH —COJEpKaT
HaHorpany’sbel kobanbra I'IIK u TTIY ¢a3 co cpeanum pazmepom 20 nm
pPaBHOMEPHO pachpesieiieHHble B MaTpuile okcuja mupkonus ZrOp,
COCTOSIIIEH W3 BBICOTEMIIEPATYPHBIX (KyOWYeCKuid, TUOO TeTparoHaIbHBIHN
c/t-ZrO;) ¢da3 u HU3KOTEMIIepaTypHOH MOHOKJIMHHON (a3el. CoriiacHo
PEHTTEHOCTPYKTYPHBIM JaHHBIM B IUIeHKax TommmHon 300-400 nm
npucyTtctByeT Tojibko ['IIK ko0anbT M BeIcOTEMIIEpaTypHbIie (Pa3bl OKCHIa
UAPKOHHS.

3. Ilnenku Co-ZrO; obmanatot peppomarautHbiMu cBorictBamu (He = 130 Oe,
Ms ~ 600 emu/cm?®), xapakTepHBIMH /I TPAHYJIMPOBAHHBIX Cpell. XapakTep
nernu rucrepesuca U [IOM wuccnenoBaHus MNOKa3bIBAIOT, YTO TUICHKU
colepKaT  HEKOTOpPOE  KOJIMYECTBO  CyNeplapaMarHUTHBIX — YaCTHIL.
Pe3ynbTaThl M3MEpeHHs SJIEKTPOCOMPOTHBIICHHS YKA3bIBAIOT, YTO TUICHKU
XapaKTEPU3YIOTCSI TEPMUYECKH aKTUBUPOBAHHBIM PEKHUMOM TPOBOAMMOCTH
c sHepruel aktuparuu Ea; = 0,048 eV B TemmneparypHom auamnaszone 20 -
110 °C u Ea, = 0,0275 eV B B TemneparypHom auamnaszone 110 - 250 °C.
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I'maBa 4. CTpykTypa, MArHUTHBIE M JJIEKTPHUYECKHE CBOWCTBA

HaHOTrpaHyJanpoBaHHbIX C0-Al203 TOHKHX NJIEHOK.

JlanHas T7aBa TOCBAIIEHA HMCCIIEIOBAHUIO TOHKMX MAarHUTHBIX TUIEHOK CO-
Al;O3, moNydeHHBIX METOJOM IUTAHAPHOM METAIOTEPMUU W3 JIBYXCIIOHHBIX
wieHok Co0304/Al. TlpencraBiaeHbl pe3yabTaThl CTPYKTYPHBIX, MarHUTHBIX U
MEKTPUUECKUX H3MEPEHHM, C TIOMOIIBI0 KOTOPBIX W3YYEHBI OCOOCHHOCTH
MPOTEKaHUSI METALIOTEPMUUYECKON PEAKIUU MEXIY TOHKOIJICHOUYHBIMU CIIOSMU
Co0304 m Al wm wuccrnenoBaHbl CTPYKTYpPHBIC, MAarHUTHBIC, W JJICKTPHUYCCKUE
xapakTepucTuku COo-Al;0O3 TOHKHX TICHOK.

4.1. Moayyenue HaHOrpanyaupoBaHHbIX CO-Al2O3 TOHKHX MJIEHOK

JIJ1s M3roToBJICHHUS HaHOTpaHy IMpoBaHHBIX MIeHOK CO0-Al,O3, n uccnenoBanus
0COOEHHOCTEH ero NpoTeKaHus, HCXOHbIC TOHKOIIEHOYHBIE CTPYKTYphl C0304/Al
MOJTy9aJTd METOJIOM TepMudeckoro ucnaperust CO, ¢ moCIeTyoNuM TePMUICCKAM
OKHCJICHHEM KOOAIBbTOBOW TUICHKH B BO3IYIIHOW cpene M ocaxkacHueMm cios Al
TaK)Ke€ METOJOM TEPMUYECKOTO UCTIAPEHUSI.

Ocaxnennsle mieHkn Co MMeNu HaMarHUYeHHOCTh Hachimenus (Ms® = 1400
emu/cm®), coBHAamalOUIyI0 ¢ HAMATHUYEHHOCTHIO HACBHILEHHS OOBEMHBIX
obOpasmoB. Ilocie oxucieHHss B BO3AYIIHOW Cpele IUJICHKHM CTAaHOBWJIMCH
napamMarHUTHBIMU, YTO CBHUJETEIBCTBOBAIO 00 00pa30oBaHUM OKCHAA KOOasbTa.
Jns moaTBepkaeHus 3Toro (akra mpoBoauauch Takke [IDOM wucciaegoBaHus
OKHCJICHHBIX TUICHOK KoOanbTa. Kaptuna mukpomudpakiuu (pucyHoxk 4.1, a)
comepkut Toibko pediekcel (azpl C030,. IIOM  m300pakeHUs BBICOKOTO
paspemieHus (pucyHok 4.1, 0) MOKa3bIBAIOT, YTO CPEJAHHN pa3Mep KPUCTAILIUTA
COCTaBJISICT Mopsaka 15 nm.

Uto0w1 n3bexath mpexaeBpeMeHHon peakiuu mMexay Al u C0304, ucxomaHbIe
cioii Al ocaxnmaincs ©Ha 1uieHky C030; npu  KOMHATHOW —TeMmIlepatype.

HamarandaeHHOCTh 00pa3IioB MOCie OCakIeHUs ciios Al He yBeIuYMBaach.
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—C030s (511)
Co0304 (422)

—Co0304 (400)
—Co0s0s (311) |
—Co0304 (220)

—Co0304 (111) £

-

Pucynok 4.1. Kaprtuna mukpogudpaxiuu (a) u [I9M nzobpakeHue BBICOKOTO pa3perieHus

(6) Tonkoit mieHku C0304, MOTYyYEHHON METOAOM TEPMHUECKOTO OKUCIeHHs IieHku Co.

Omnpenenenre mnapaMeTpoB U ocobeHHocter monydenus Co0-Al,Os3 ToHKHX
IUICHOK TMPOBOAMIM Kak ex-Situ, Ttak wu in-situ meromamu. IlapameTpsr
METAJUIOTEPMUYECKON PEAKIINU - 3TO TEMIIEpATypa UHUIIUUPOBAHUA PeaKuuu Ty,
T.e. TeMIeparypa, IpU KOTOPOM HAYMHACT MPOUCXOJUTh BOCCTAHOBJIICHUE
METAJJTMYECKOr0 KOOaibTa, W TeMIepaTrypa 3aBeplICHUs peakiuu Tom (Opu
JTAHHOM TeMIIepaType BOCCTAHABIMBACTCS MAKCUMAIBHOE KOJTMIECTBO KOOAIbTa U3
OKCHJA, W JAJbHEWIIEE YBEIMYCHUE TEMIIEPATYypbl OTKHUIA HE NPUBOIUT K
OonpuIEMY  €ro BOCCTAHOBJICHMUIO. K 0COOEHHOCTSIM IIPOTEKAHMS
METaJUIOTEPMHUYECKON peakiuu (2.2) OTHOCHUTCS HAJIMYKUE TMPOMEKYTOUYHBIX U
MOOOYHBIX TIPOYKTOB PEAKITUH.

K ex-situ MeTomaM OTHOCSITCS METOJ M3MEPEHUSI MATHUTHOIO MOMEHTA IUICHKH
npu cryneHuatoM BakyyMHOM oTxkure C0304/Al TOHKMX IUIEHOK, a TaKxke
PEHTIEHOCTPYKTYPHBIA aHAJIN3, Pe3yJIbTaThl KOTOPOro npuBeneHsl B m. 4.2. K in-
Situ MeromaM - W3MEpPCHHE DJICKTPOCONPOTHBJICHHS IUICHKHM B TpoIecce
BAKYYMHOI'O OTXKHMIa, IIOCKOJbKY OKHUCJIEHHE CJIOS QJIOMHHUS IIOBJIMSIET Ha
CONPOTHUBIIEHUE TUIEHOYHOT0 00pa3ia.

s n3MepeHuss MarHUTHOIO MOMEHTAa M PEHTIEHOCTPYKTYPHBIX MCCIIENOBAHUMN
obutn mpuroroBiieHbl C0304/Al tenku Tonmmuoi 300 nm Ha MOIUIOKKE U3
TEPMOCTOMKOTO CTEKJIa, /i IN-SitU M3MEepeHHid 3IEKTPUYSCKOTO COMPOTHBIICHHUSI

INICHKH OCaXXJaJIMCh Ha ITOAJIOXKKH M3 CUTAJIJIOBOI'O CTCKJIA.
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CrereHb BOCCTAHOBJICHUS KOOANbTa, KaKk (DYHKIUS OT TeMIEepaTyphl OT)KHTa
7(T) omnpenenanack Kak OTHOIIEHHE MarHUTHOrO MoMeHTa (M = Ms®-V, rne Ms®
- HAMAarHMYEHHOCTh HACBIICHUS KoOaibTa, V - 00bEM MAarHWTHOW (ha3bl)
neyxciorHor 1uieHkn CO0304/Al x marautHOMY MomeHTy ImieHkn Co 10 ero
OKHUCJICHHUSI:

7(T) = Ms“°-V(T) / Ms“ Vo = V(T)/Vo (4.1)

rjae V(T) - 06beM BoCCTaHOBJIECHHOT'O KOOAJIbTA TIOCJIE OT)KUTA MPU TeMIIEpaType
T, Vo - 00beM KOOaJIBTa 1O OKUCIICHHUS.

Ha pucynke 4.2, a noka3aH rpaguk 3aBUCUMOCTH CTETICHU BOCCTAHOBIICHUS 7]
metaummueckoro Co ot Ttemmepatypol. Jlo Temmnepatrypsl omxkura T ~ 500 °C
HaMarHMYEeHHOCTh HachimeHuss Ms aByxcioniHoi C0304/Al muienkn ocraBanach
paBHOI HyJO (17 = 0), YTO yKa3bIBA€T Ha OTCYTCTBHUE PEAKIIMKU MEXY cioamMu Al u
C030s4. Ilo mepe Toro, kak Temmeparypa oTxkura Bo3pacrana Beie T; ~ 500 °C,
CTETICHb BOCCTAHOBJICHHUS 7 Hadajla MEIJICHHO YBEIMYMUBATHCS O TEMIIEPATYpPHI
550 °C, 3arem pe3ko Bo3pocina A0 T2 ~ 650 °C u mimaBHO JOCTUTIIA MAKCUMYMa 7] ~
60% npu temneparype 700 ° C. U3 moiy4eHHBIX pPE3yJIbTATOB CIEIYET, YTO
METaJUIOTEPMHUYECKast peakus (2.2) uMeeT TeMrepaTrypy WHUIMUPOBAHUS Tyy =
T1 ~ 500 °C u Temmeparypy 3aBepiieHus peakiud To ~ 700 °C, mpu sToM B
MPOIIECCe PEaKIIMU BOCCTaHABIMBAETCs mopsaka 60% MeTamumieckoro Kooanbra.

Ha ocHOBaHMM TIOJIyYEHHBIX [IaHHBIX O TEMIIEpaType WHUIMUPOBAHUS W
TeMIepaType 3aBeplieHus peakuuud (2.2) mpoBeAeHbI IN-SItU  M3MepeHUs
TEMIIEPATYPHON  3aBUCHMMOCTH  JJIeKTpuyeckoro  compotuBienus  R(T)
nsyxcioiaoit C0o304/Al TieHkn mpu HarpeBe OT KOMHATHOM Temrepatypsl 10 700
°C co ckopocteio 4 °C/mMin ¥ MOCIEAYIOMIEM OXJIAXJICHUHA J0 KOMHATHOM

TEMIIepaTypbl co CKOpocThio 3 °C/Min, mpuBeacHHON Ha pucyHke 4.2, 0.
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Pucynoxk 4.2. I'padhuk 3aBUCUMOCTH CTENIEHH BOcCTaHOBIEHUS! CO B 3aBUCUMOCTH OT
temrneparypbl oTskura T s nByxcioitnoit Co304/Al mnenku (a). 'paduk TemmeparypHoit
3aBUCHMOCTH 3JIEKTPUYIECKOr0 conpoTuBieHus aByxcioinoi C0304/Al renku, HarpeToit 10
700 ° C. Ha BcraBke nokasas rpaduk In R ot T qnsa o6pasua Co-Al,O3 mocne oxnaxaeHus ot
700 °C no 25 °C.

[Tpu Temnepatype Boime T1 = Tyy ~ 500 °C mpoucxoaut pe3koe yBeaHueHHE
AJIEKTPUUECKOTO COMPOTUBIEHUsT 10 Temmepatypel 550 °C, cBsizaHHOE C
OKHUCJICHUEM QIIOMUHUSA TPU WHUIAUPOBAHUUA METALUIOTEPMUYECKON PEAKIIUU
(2.2), 3arem tutaBHoe yBenuuenue 10 T, ~ 650 °C, BEeposATHO CBSI3aHHOE C POCTOM
HaHOT'pAaHYJI KoOajabTa 1 PE3KOC YBCINMYICHHUC SJICKTPOCOIIPOTHUBIICHUS B MHTCPBAJIC
temnepatyp 650 °C - 700 °C, cszanHoe ¢ oOpa3oBanueM usosmpyromiein Al,O3
matpuilbl. HemonoToHHBIH xapaktep KpuBod R(T) ykassiBaeT BO3MOXKHOE

o0pa3oBaHUE MPOMEKYTOUHBIX MPOJYKTOB METAINIOTEPMHUYECKON peakiuu (2.2).
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Beimie 700 °C 3neKTpUYECKOE CONPOTHBIEHUE W CTENEHb BOCCTAHOBIIECHUS
NPaKTUYECKU HE  HU3MEHSUINCh, UYTO  CBUJICTEIBCTBYET O  3aBEPIICHUU
MeTaiorepmuueckoi peakius mexay Al u CosO04 mpu 700 °C.

Jlis BbISBIACHHUA JAHHBIX OCOOCHHOCTEH MPOTEKAHHUS METaIOTEPMUYECKON
peakuuu (2.2) ObUI TPOBEACH PEHTTEHOCTPYKTYPHBIA aHAU3 HUCXOJHBIX
JBYXCJIOWHBIX IUJICHOK TIIOCJI€ HAMBUICHUS W OTTOKEHHBIX MPHU Pa3TUYHBIX
temmneparypax. JudpakiuoHHas KapTHHA HCXOAHBIX IBYXCIoWHBIX CO0304/Al
IJICHOK coJiepkana oTpaxkeHus oT mnojukpuctaumueckux Al m Co030s das
(pucynok 4.3, a). Ilocne omkura npu Temmeparype 450 °C HMHTEHCHBHOCTH
pednexkcoB Al u Coz0s4 ymMeHbIIMIIUCH U OOpa30BaUCh HOBbIE TUKU NSl (Da3wl
CoO (pucyHok 4.3, 0), 4TO CBHJECTCIBCTBYET O PA3IOKCHHHM OKCHJIAa KOOaabTa
Co030..

2C0304 — 6C00 + O3 (4.2)

JlaHHbIA pe3ynbTaT coryacyercs: ¢ kpuBoir R(T), moka3siBaromeii HEMMHEHHOE
YBEJIIMYEHUE COMPOTHUBIICHUS IpPHU JAHHBIX TeMIlepaTypax, CBSA3aHHOE IO BCel
BUJMMOCTHU C OKHCIIEHUEM HEKOTOPOTO KOJIMYECTBA aJTFOMUHUSI.

[Tocne omxwura mpu temmneparype 600 °C peduekcer ot daszbr C0o304 ncuesnu u
o0Opa3zoBaiuch HOBbIC oOTpakeHHss KyOuueckoit ¢asel I'IK-Co (111) u (200)
(pucyHnok 4.3, B). HesnauntenbHoe yBenuueHue mHTeHCHMBHOCTH nuka Al (200)
MOJKET OBITh PE3yJIbTaTOM MEPEOPUEHTALINN CTPYKTYphI 3epeH Al 10 opueHTauuu
(200) B mpomecce omxura. OrcyrctBue peduiekcoB ot C0304 CBUACTEIBCTBYET O
pa3IOKEHUN JAHHOTO COCIWHEHHsI COMJIACHO ypaBHEHHIO peakiuu (4.2).
YMenbiieHne HHTEHCUBHOCTH oTpaxkeHuid oT Al m CoO ¢ ogHOBpeMEHHBIM
nosisneHueM pedaekco ['TIK-Co cBUAETENBCTBYIOT O METALIOTEPMHUUYECKON
Peakiuy MEXKy aTlOMUHUEM B okcuoM kobanbta (I1):

3Co0 + 2Al — 3Co + Al,Os (4.3)

[Tocne omxura mpu temmneparype 700 °C pentreHorpamma (pucyHok 4.3, T)
conmepkuT Tosbko oTpaxkeHus (111) m (200) ot BeICOKOTEMIIEpaTypHOU (a3sl
['MIK-Co, sBHBIX MHUKOB OT HU3KOTEMIIEpaTypHO# rekcaronansHoi ¢aser ['TIY-Co

u Al,O3 He nadmomaercs. Kak u3BectHo, MeTactabuiabHas (aza ['IIK-Co yacto
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CTaOMIM3UPYETCS B TOHKUX TUIEHKAX M HAaHOCTPYKTypax. OJHAKO CyIIECTBOBAaHHUE

['TIY-Co He MoOXkeT OBbITh HMCKIIOYEHO M3-3a MEPEKPHITUA C TU(PaKIIMOHHBIMU

orpaxxenusimu ['IIK-Co. OtcyrcrBue peduiekcoB ot Al,O3 das3sr MoxkeT cBsi3aHO ¢

MIPUCYTCTBHEM €€ B COCTOSTHUH, OJIM3KOM K aMOop(pHOMY.

Intensity (arb. units)

0-Co0s0, &-A

- CoO A -fce-Co
(a) o (311) o0 °

as prepared

O (440)

42200 2061

4
(6) 0 (311) 50 C
e(111) @ (200)
0(220) A (200 A (220)
. ((400)) (220)® ) (440

(B) A (200) 600 C
(118 1110 (400)

® (220)

(r) A (111) 700

30 40 50 60 70

26 (deg.)

Pucynok 4.3. Perrrenorpammbl ucxoqHo# aeyxcioiHoit Co304/Al renku (a), OTTOXEHHOM

npu temneparype 450 °C (6), 600 °C (8) u 700 °C (r).

Kak  ynomunamoch  Bbllle, OBICTPOE  YBEIMYEHHE  IJIEKTPUUYECKOTO

conpoTuBiieHUs (pucyHOK 4.2, 0) OBLJIO CBSI3aHO ¢ 0Opa30BaHUMEM H30JIUPYIOIICH

Al;O3 maTpuIlel, 3T0 JOKa3bIBacT, 4TO 00ObeMHAs J0Js MeTamndeckor (aszsr Co

HIKe mopora nepkossnun. Beie 700 °C anexkTpudeckoe COnmpoTUBIEHUE €Iabo
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3aBHCHUT OT TEMIEPATyphl OTXKUTA, U MPEANONAraeTcs, YTO KaK peakuus Mexay Al
u C0304, Tak u peakuus mexay Al u CoO 6w 3aBepiiensl mpu 700 °C. Ilo mepe
TOro, Kak Temreparypa cHuwkanack ¢ 700 °C 10 KOMHAaTHOM TeMIiepaTyphl,
conpoTuBienne R yMmeHbmanocs Hemmuehno. I'paduk 3aBucumoctu INR or T
NpPUBEJACHHBIM Ha BCTaBKe pucyHKa 4.2, O TOKa3bIBaeT, YTO Jorapupm
3JIEKTPUYECKOTO CONPOTHBIICHUS 00pasla JuHeiHo mponopuuonaneH T mpu
temneparypax 230 - 20 °C. 3aBucumocts R(T) Ha maHHOM TemmepaTypHOM
WHTepBaIe nmoauuHsercs 3akoHy (3.1) ¢ mapamerpamu To = 385 K, E; = 0,01 »B.
JlaHHBINA pe3ynbTaT MOKa3bIBa€T, YTO B IUIGHKAX Mpeo0ianaeT TEePMHUYECKU
AKTUBHPOBAHHBI MEXaHU3M MPOBOJUMOCTH, XapaKTEPHBIA Jisd OOJBIIMHCTBA
METAJUIMYECKUX TPAaHYJIUPOBAaHHBIX IUIGHOK TMpH JTHX TeMmmeparypax [169].
OTKJIOHEHHE OT JIMHEWHOW MPONOPUUOHAIBHOCTH B TEMIIEPATYPHOM IUAINA30HE
700 °C - 250 °C, ckopee Bcero, SIBIIETCS PE3YyJIbTaTOM MPOJOJHKEHUSI MOCT-
PCaKIMOHHBIX TporieccoB B oOpasmax Co-Al,Os.

VYBenuueHue xKe HMHTEHCUBHOCTHM M yMeHblieHue pediexcoB ot ['TIK-Co
(pucynok 4.3, 1) cBuaeTenbcTBYeT o pocre 3epeH CO, mociie oTxUra mnpu
temneparype 700 °C, wu, Takum 00pazoMm, TOTOBBIE NPOAYKTHI pPEaKIHU
OPEJICTaBISIIOT  co0OM  M30JMpOBaHHblE — MoJUKpucTauinyeckue CoO-3epHa,
BCTpOcHHBIC B amopdHyto maTpuiry Al,Os.

Hcxons u3 moy4eHHBIX PE3yJIbTaTOB, MOJyYE€HUE HAHOTPaHYIMpoBaHHBIX CO-
Al;O3 mieHOK MpoTeKaeT ¢ 00pa3oBaHUEM MPOMEKYTOUHBIX MPOJAYKTOB PEaKIIUH,
O YeM KOCBEHHO CBHJCTEIbCTBYyeT XapakTep kpuBoi R(T) mpencraBieHHol Ha
pucynke 4.2, 6. IudpakirioHHbIN aHAIN3 MO3BOJUI YCTAHOBUTH TOYHYIO CXEMY
NPOTEKaHUsI MeTauIoTepMuIeckoi peakiuu. [locie omkura mpu temmeparype 450
°C mudpakius peHTTeHOBCKUX JIydeil mokaszana odpazoBanue CoO (pucyHok 4.3,
0) uz-3a peakuuu (4.2) u Boime 550 °C C0304 monHOCTRIO TpaHCchOpMUpyeTcs B
CoO (pucynok 4.3, B). Ciie10BaTeIIbHO, BBIIIC TEMIIEPATYPbl HHUITUUPOBAHUS Tyy
~ 500 °C nmpemraraeMplii  MEXaHW3M pEAKIMHU TPEACTABISIET  COOOM
OJTHOBPEMEHHOE CYIIIECTBOBaHME KOHKYpHpYOIUX peakuui (2.2), (4.2), (4.3) rae

peakiusa (4.2) sBusercs nomunupyromeit. I[losromy mnporecc 00pa3zoBaHMs
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n3onmpyromerd mMatpunibl Al,O3 B xome peakmmii (2.2) u (4.3) HECyIIeCTBEH B
untepBaie temmneparyp 500 °C - 600 °C, 4yTo ¥ NPUBOAUT K HE3HAYUTEIHHOMY
POCTY DJIEKTPUYECKOTO COMPOTHBIICHUS B JaHHOM TEMIIEPATypHOM HHTEpBae
(pucyHok 4.2, 0). Pe3kuii pocT 3IEKTPUYECKOTO COMPOTUBIICHUS W CTETICHU
BoccTaHoBIeHUs Co (pucyHOK 4.2) yKa3pIBalOT HA TO, 4TO peakuus (4.3) sBusercs
JOMUHHUpYIOLIEH peakuued mpu Temreparype otrxkura Bbime 600 °C.
[IpoMexxyTOUHBIE pPEAKIMHW YacTO COMPOBOXKIAIOT OCHOBHYIO pEaKIUI0 B
pa3IMYHBIX TEPMUTHBIX CMECSX, BKJItouas peakiuio Mmexay CosO4 u Al [172, 173].
[IpoMexXyTOUHBIE pEAKIIUU TaKXKe TPUCYTCTBYIOT TPH METALIOTEPMHUYECKON
peakuuu Mexty HaHocnosimu C0304 u Zr (rnaBa 3).

Kak wW3BeCTHO, TOHKOIUIEHOYHBIE TBEpAO(A3HBIE PEAKIUU XapaKTEPU3IYIOTCS
TeMIiepaTypoil ”HUIUMUpoBaHus Tyx U nepBoi (a3oii, BOZHUKAIOLIEH HA TPaHULIC
paszena IIeHKH, Koraa temmnepatypa oopasua Tomx npessimaet Tun (Torx > Tumn)
[174, 175]. Korma HayWHAeTCs peakiUs, MHOTHE XapaKTCPUCTHKH HAYMHAIOT
paguKaIbHO MEHSTHCS, MOATOMY Typ JIETKO OMPENeIuTh, WUCIONb3YS METOIUKH
U3MEPEHUs DJICKTPUUYECKOTO COMPOTUBIICHUS] 00paslia, €ro HaMarHU4eHHOCTb,
MIPO3PAYHOCTH | T. 1. B 3aBUCUMOCTHU OT TeMIiepatypsl. B Hamem cioyyae Tyy Obuta
UJACHTUGUIIMPOBAHA METOJIOM HM3MEPEHUSI DJIEKTPUUECKOTO  COMPOTUBIICHUS
TOHKOIJIEHOYHOTO 00paslia M CTerneHH BoccTaHoBJIeHHs CO B 3aBUCHMOCTH OT
TeMIiepaTypbl oTxkura (pucyHok 4.2). B HaHO’HepreTHUecKux MaTepuanax,
HAXOJIAIIUXCS B BUJIE HAHOMOPOIIIKOB, TEMIIEPATypPbl MHUIIMUPOBAHUS MOTYT OBITh
ompeesieHbl o KpuBbIM U depeHunanibHoro Tepmudeckoro ananusa (ATA) u
muddepennuansuoit  ckanupytomei  kamopumerpun  (JICK) B kaudectBe
TEMIEPaTypbl, C KOTOPOH HayMHAeTCs TeIUIOBbIIeIeHHe. [l HaHOTEMHUTOB
C0304/Al 3nauenne Ty ~ 500 °C, nmomyuennoe u3 rpaduxos ATA u JICK [172-
173], xopomio cornacyeTcss ¢ Temmeparypoid uHunmupoBanHus ITuyg ~ 500 °C
peakuuii (2.2) u (4.3) (pucynok 4.2). I3 aroro ciemyer, 4To Ha HAaHOMACIITAOHOM
ypoBHE Temmeparypa uHunmupoBaHus Iygy ~ 500 °C sBnsercs xapakTepHOU
TeMIepaTypoil Hadaina oopazoBaHus HaHOKOMIIO3UTOB Co-Al,O3 1 He 3aBUCHUT OT

METOJI0B U3TOTOBJIEeHUs, MOopdoaoruu u pazmepa ucxoaubix Al/CozOspeareHTos.
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4.2. CTPYKTYpHbIE 1 MATHUTHbIE XapPAKTEPUCTHKH HAHOTPAHYJIMPOBAHHBIX
Co-Al,O3 TOHKHX IUIEHOK

Cmpyxkmypnvie xapakmepucmuxu. Ha pucynke 4.4 nokazano tunuyHoe [1OM
n3o0pakenue noixyuernon Co-Al;O; menku nocne orxura CozO4/Al cTpykTypsI
npu 700 °C u COOTBETCTBYIOIIAs KAapTUHA MUKPOAU(PPAKIUU DIEKTPOHOB.
[Tockonbky cpemHsis aromHas macca st ¢asel Al,O; MeHbIIe aTOMHOH Macchl
koOanmbTa, T0 obmactu Al,O3 Ha IIOM H300pa)keHHH BBIMJISAAT CBETJICE, YeM
HaHOTpaHy/nbl KoOambTa (pucyHok 4.4, a). Anamusz [IDM  wu3o0pakeHMid
MOKAa3bIBACT, YTO HAHOTPaHYIBI CO UMEIOT MPEUMYIIECTBEHHO BHITIHYTYIO (hOPMY
c pazmepoM 3epeH 20-120 nm u Gosiee MeHee OAHOPOJHBIM pacHpe/IeICHUEM B
MaTpHIlE OKCHIA ATIOMUHHUSA. M3 THCTOrpamMMBblI CIIETyeT, YTO CPEIHHHA IUAMETP
HaHorpanys Co cocraBisier ~ 40 nm (BctaBka Ha pucyHke 4.4). BaxHo umets B
BU/JTY, YTO HEKOTOpPOE KoJudecTBO HaHovacTuil Co umeroT pasmepsl meHee 20 nm,

KOTOpble He HabmonaroTes Ha [IOM u3zo0pakeHuu.

25 50 75 100

Size of particles (nm)
T Al R £

Pucynok 4.4. [I19M uzobpaxeHue (a) 1 COOTBETCTBYIONIAS KapTHHA MUKPOIU(PPAKLIUU

anektpoHoB (6 ) Co-Al,O3 mieHku.
PacmmudpoBka audpakunoHHON KapTUHbI (pUCYHOK 4.4, 0) mpencTaBleHHAs B
tabnuie 4.1 yka3zpiBaeT Ha Hamuune, nomumo oxunaembix ¢az I'TIY-Co, I'IIK-Co

u a-Al,Os, pediekcos pomonaureasHol (azel CoAl,O4 mmuHETLHOrO THIIA. ITO
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noJITBepkIaeT HeroysiHoe BoccraHoBiieHne Co (~60 %) amoMuHEEM BO BpeMs
peakiuu (2.2).

Ta6auua 4.1. PacmdpoBka qudpakinoHHON KapTUHBI (PUCYHOK 4.4)

Ne xonbia a-AlO3 I'TTy-Co I'lIK-Co CoAl>04
1 (220)
2 (104) (100) (311)
3 (113) (002) (111) (400)
4 (101)
5 (024) (200)
6 (116) (422)
7 (211) (511)
8 (214) (440)
9 (1010) (110) (220) (533)+(622)
10 (220) (444)
11 (201) (311) (642)

Pe3ynbpTaThl TMHEHHOTO 3JEMEHTHOTO KapTHUPOBAHUSI 10 KOOAIBTY, ATFOMUHUIO
u kuciopony (pucyHok 4.5) W DJIEMEHTHOTO CKAHMPOBAaHUSA BJOJb JIMHUH,
(pucyHok 4.6) cAeTaHHBIC C TOMOIIBIO JHEPrOJUCIICPCHOHHOIO aHaIu3a
noATBepxkAaoT (akT oOpazoBaHUsl rpaHyn KoOanbTa (pucyHOK 4.5, 0), OJHAKO
HeOoJIbIIas 4acTh KOOAJlbTa pacroJiaraeTcsi TakKe W MaTpulle, aIIOMUHUN U

KHCJIOpOJ paCHpeﬂCHGHBI B ITJICHKEC paBHOMepHO.

Map data 199
STEM MAG: 40.0kx HV: 110kV

O

Map data 189
STEM MAG: 40.0kx HV: 110kV

Pucynok 4.5. CII1OM uzobpaxenue (a) 1 COOTBETCTBYIOIINE KapThl paclpeieeHus

koOanbTa (0), amromunus (B) 1 Kuciaopoaa (T).
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B cBoro ouepenp pe3ynbTaThl TMHEHHOTO CKAaHUPOBAHMS, KOTOPHIC SIBIISIOTCS
0onee TOYHBIMHU, IOCKOJIbKY BpEMs HAKOIUICHHS CHUTHAJla B JaHHOM CJydae
oonbmie, (pucyHok 4.6, 0) Takke YyKa3blBAlOT HAa BO3MOXHYK YaCTUYHYIO
B3auMHyt0 nuddysuto mexay Co u Al,Osz, koTopas u oOpa3yeT TBEpIbIii pacTBOP

CoAl,O, mmnmuHeIpbHOro TUIA.

= N W b OO D
o O O o o O

Intensity (arb. units

o

0 50 100 150 200
Position (nm)

Pucynok 4.6. CIIOM uzobpaxenue (a) u npoduin HHTEHCUBHOCTU paclpeaecHus
xapakrepuctudeckoro uanyuenus suauii Ko Co, Al u O BIoab JTHMHUM, TPOXOISIICH Yepes3

3epHO KoOanbTa (0).

ATOMHBIE NEPErpyNIUPOBKM MOTYT UMETh MECTO BO BpEMs NPOLECCa OTKUTa
npu 700 °© C nmns obneryeHust obpasoanus obomouku CoAl,O, Ha Tpanuie
Co/Al;,03. Oanako, crout oT™MeTHTh, uTo pedackcsl o COAlO, u Al,O3 da3 He
BUJIHBI Ha peHTreHorpamMmax (pucyHok 4.3, B, T). Bo3aMoxHO cocTosiHuE 3TUX (a3
OMM3K0 K aMopdHOMY, TakXke MOXKET HUrparb poib U (AKT BTOPUYHOU
PEHTTeHOBCKON  (uroopecrieHIMy, JU00 Hajguuue JTux (a3 sBiasercs
OCOOEHHOCTBIO HMMEHHO TOHKHMX IUIEHOK (ToimuHa mnopsaka S50  nm),
npurotoBieHHbIX it [IOM, Torma kak njsi PEeHTTEHOCTPYKTYPHOTO aHajIn3a
WCIIOJIb30BAIUCH TJIEHKH ToNuHOM 300 nm.

Maenummusvie ceoticmea. Tlocne omxura npu 700 °C B HaHokommo3utax Co-
Al,O3 6b110 BocctaHoBieHo Ooisee 60% Co, IUIEHKM MMEIOT HaMarHUYEeHHOCTH
Hacelmenus ~ 220 emu/cm?® (pucynok 4.7). BO3HUKHOBEHME IIETIIM THCTEPE3UCA
HOJTBEpXkIaeT, uyTo pasmep HaHouactuir Co B tuieHkax Co-Al,Oz Oosblie, yem
cymnepriapaMarHUTHBIM KpUTHYECKHI pasmep (ropsiaka 14 nm) mis Hanodactuir Co

[176]. XapakTep u3MepeHHOW METIU TUCTepe3uca CXok ¢ kpuBoit CToHepa-
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Bonwdapra, KoTOpas omHMCHIBaeT TETIIO TUCTEpe3nca JUIsd  CIIy4aiHO
OpraHU30BaHHOTO aHcamoIs HEB3aUMO/ICUCTBYIOIINX OJIHOJIOMEHHBIX
(dbeppOMarHuTHRIX YaCTUI[ C OJHOOCHOW AaHU3O0TPONHMEH W HMEET OTHOIICHUE
M/Ms = 0,5 (rme M, - ocTtaTouHas HaMarHMYEHHOCTh, Ms - HaMarHUYEHHOCTH
Hachienus) [177]. Iletau rucrepesnca HaHOrpaHyIHpPOBaHHBIX TUIeHOK CO-Al,O3
uMeroT otHomeane M{/Ms ~ 0,3, a HaMarHMYEHHOCTh JOCTUIAET HACHIICHUS
TOJIbKO B MIPHJIOKEHHBIX MoJisix mopsaka Hsat ~ 1,5 kOe (pucynok 4.7). Takoit Bua
NEeTJIM THCTEepe3rca yKa3blBaeT Ha MPUCYTCTBUE B 00pa3lax cymneprnapaMarHuTHBIX
HaHouactury, Co u QpycrpupoBanHbix cnuHOB CoAl;Os, 4TO B CBOIO oOuepenb
CIIOCOOCTBYET  yYMEHBIIEHUIO OCTATOYHOW HAMArHUYEHHOCTH U CHUJIBHO
YBEIIMYUBAET MAarHUTHOE rmosie HacwimeHus Hsat (Hsat >> Hc ). I'pybas onenka
pa3mMepa gactuil o [19M m3o0pakeHunto (BcTaBKa Ha pucyHKe 4.4, a) MMOKa3bIBacT,
YTO OTHOCUTEJbHAs JOJsl CyleprapaMarHUTHBIX HaHowyacTul Co cocTaBiser
MeHee 10%. BaxkHbIM MOMEHTOM SIBIIIETCA TO, UTO THCTOTpaMma IpEICTaBIICHA
JUTSL TUIEHKHW TOJIIMHOM 50 NM 1 MOXET OTAUYaAThCS OT TUCTOTpaMM ISl TOJIIUH
wieHok TonmmHoW 300 NM, KOTOpble MCHOJB30BAIUCH [JISl HMCCIEIOBAHUN

MArduTHBIX XapPaKTCPUCTUK M SJICKTPUUCCKOI'O COIIPOTUBIICHUS.

300 -
200 |
100

0
-100
-200
-300

M (emu/cm®)

H (kOe)

Pucynok 4.7. KpuBas HamaranuuBanusi, noinyuentas ¢ Co-Al>Os mieHok.

JlnnHa 0OMEHHOTO B3aMMOJCHCTBHS B KoOaibTe corimacuo [178] ~ 2 nm, uro
NPAaKTUYECKH Ha IMOPSI0K MEHBIIE MEKUYACTHUHBIX PACCTOSHUMN 1151 OOIBIINHCTBA

Hanouactuir Co, HaOmogaemMbix Ha pucyHke 4.4, a. Takum 0Opa3om, MarHUTHBIE
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UCCIICIOBaHMsI MOATBEPKIa0T ToT ¢akt, uro mieHkn CO0-Al,Oz mpencraBisior
coboif aHcamMOlIb HeB3amMOJCHCTByromuX HaHodacTul] Co, BCTPOCHHBIX B
n3onmpyrorryio Matpuiry Al,Os.

B 3akmtoueHue creayeT TakkKe OTMETHTh, YTO CCTPYKTYPHBIE W MAarHUTHBIC
CBOWCTBA HAHOTPAHYJUPOBAHHBIX IUICHOK HE M3MEHWINCHh B TEUCHHE T'0OJia MOCIe
WX W3TOTOBJICHHSI, YTO MPEJIOJIATaeT XOPOIIYI0 XUMUYECKYI0 cTabmibHOCTh Co-
Al;0O3 00pa3ioB nmpu KOMHATHOW TeMIIEpaType.

4.3. BoiBoabI K riiase 4

1. BHCpBBIe METOAOM HHaHapHOﬁ MCTAJUIOTCPMHUHU COTTIACHO PpCAKIINHN
3C0304 + 8Al — 9Co + 4Al,0;

MOJYYCHbl ~ HAaHOTpaHyJUpOBaHHbIC  MaruutHbele TieHKH  Co0-AlOs.
MertamnoTepMuyecKasl peakuus UMEeT TeMneparypy nHunuupoBanus ~ 500
°C, Temneparypa okonuanus peakiuu ~700 °C. IIpu 3ToM, JaHHAsA peakuus
OpoTeKaeT B JBa dTama, ¢ oOpa3oBanueM CO0O, Kak HPOMEKYTOUHOIO

IPOJYKTa PEAKIIMH:
2C0304 — 6C00 + Oy
3Co0 + 2Al — 3Co + AlL,O4

Peakumst o6pazoBanus CO0O MHTECHBHO MPOTEKAET B MHTEPBAJIEC TEMIEPATyp
Beimie 450 °C - 600 °C, peakuusi oOpazoBanusi Meramumueckoro CO

ABJISIETCS] IOMUHUPYIOIIEeH B mHTepBasie Temrepatyp 600 - 700 °C.

2. [lo pgamaeiM  TIDM  wuccmemoBanmii  Co0-Al,O3 mimenku — comepikat
M30JIMpoBaHHbIe HaHOTpaHybl koOanbra ['IIK u T'TIY da3 co cpennum
pazmepom 40 nm paBHOMEPHO paCHpEACIICHHbIE B MAaTpHUIlE OKCHUJA
amomuuus o-Al,O3. Kpome BeilenepeunciieHHbIX (a3 oOHapyKeHa TaKKe
daza CoAl,O4 co CTpyKTYpO#i MIMUHEH, TPEAOI0KATEIHPHO BO3ZHUKAOIIIAS
Ha TpaHuIle Mexay 3epHoM kobOambTa U 0-Al,O3 marpumeii. CormacHo

PEHTITEHOCTPYKTYpPHBIM ~ JaHHBIM B IUIeHKax ToamuHoM 300 nm
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npucytctByeT Toibko ['LIK dasza xobanpTa, siBHbIE MHUKH OCTaJbHBIX (a3
OTCYTCTBYIOT, YTO YyKa3blBa€T Ha COCTOSHHE MAaTpUIBl, KaKk OJU3KOoe K

aMmophHOMY.

Xapakrtep nernu rucrepesuca u [I9M wuccienoBaHusi MOKa3bIBalOT, 4YTO
IVIEHKA  TOPEACTaBISIIOT  co0OM  aHcaMOiab  HEB3aMMOJEHCTBYIOLIUX
(beppOMarHUTHBIX HAHOTPAHYJ C MPHUCYTCTBUEM HEKOTOPOTO KOJMYECTBA
CyneprapaMarHUTHBIX YacTUll. Pe3ynpTaTbhl HM3MEpEeHHs DICKTPUYECKOTO
COIMPOTUBIIEHUSI OT TEMIIEPATyphl YKa3bIBAIOT, IJICHKU XapaKTepU3YIOTCS
TEPMHUUYECKH aKTUBUPOBAHHBIM PEXUMOM MPOBOAMMOCTH C HHEpPruei

aktuBanuu Ea = 0,01 eV B remneparypaom auamazone 20 - 230 °C.
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I'maBa 5. CrTpyKTypHble MW  MATHUTHBIE OCOOCHHOCTH
HaHorpanyaupoBaHubix Co0-Al2O3 mnieHOK, H3roTOBJEHHBIX M3
AByxcJaoiHbIX #®  MHorocaoiimbix  C0304/Al  mpekypcopos,

MNOJYYCHHBIX MATHETPOHHBIM PaACIblIJICHUEM

B nanHO#l TyaBe MpeACTaBIICHbl PE3YJbTAaThl CTPYKTYPHBIX M MAarHUTHBIX
UCCIIC/IOBAaHUI HaHOTpaHyIMpoBaHHBIX MWieHOK CO-Al,Os3, dhopMmupyromuxcs u3
TOHKOILIEHOYHBIX CIOUCTHIX C0304/Al cTpyKTYyp B mpoIiecce BaKyyMHOTO OTXKHUTA,
ycioBusi kotoporo omnpeneneHbl B TiaBe 4. Ilnenku Co0304/Al momydeHsr
MOCJIEAOBATEIbHBIM  PEAKTHUBHBIM  MArHETPOHHBIM  PACHBUICHHEM  MUIIECHU
METaJUTMYeCKOro KoOanabTa B cpeie, coctosmeid u3 cmecu razoB Ar + O; m
MAarHeTpOHHBIM PACHBUICHHEM AIIOMUHHEBON MHUIIEHU B CPEIE YHCTOrO aproHa.
[lokazaHo, YTO TakKOW MOJAXOJ TMO3BOJSET IOJYy4aTh TOHKHE OJHOCIOWHBIE W
MHOTOCJIONHBIE ~ HaHOorpaHyiupoBanHbie 1uieHkn  Co0-Alb,O3 ¢ xopomro
KOHTPOJIMPYEMBIM pa3MEPOM MArHUTHBIX TPaHYJd U HUX pPacCOpeAcICHUEM IO
TOJIINHE TUICHKH.

5.1 TexHoJsioruyeckne 0COOEHHOCTH U3rOTOBJIEHHS TVIEHOK

st uccnenoBaHuil CTPYKTYPHBIX XapakTEpPUCTHK ((Pa30oBbIi cocTaB, pa3Mmep,
dbopma, MIOTHOCTh paclpeeieHuss MarHUTHBIX TpaHyJ KoOalibTa) OT TOJIIUHBI
ucxonnoro cios Co304 Ha MoHOKpHcTaTUueckux nopiokkax NaCl (001) Obiia
usroronjicHa cepus TuieHoKk C0304/Al ¢ Tommuuamu cioeB okcuaa kobaabTa 10
nm, 15 nm, 20 nm, 40 nm, 60 nm, 80 nm u 100 nm, COOTHOIIIEHHE TOJIILMH CJIOCB
C030,4:Al = 1:0.8. ITocite HamblUIEHUS IJICHKH Pa3feluiv Ha aBe mapTud. [lepsas
nmapTus oTKMranach B Bakyyme 10 Torr mpu temneparype omxura 550 °C (mpu
Oonbiieir Temmnepatype omkura NaCl HauMHaeT WHTEHCHMBHO HCHAPATHC H
OCaXX/IaThCsl Ha CTEHKaX Kamephl) B TEUEHUE 4Yaca. 3aT€M IUICHKU OTACISUINCH OT
MOJJIOKEK B JAUCTUUIMPOBAHHON BOJAE M BBICAKUBAIMCH Ha TMOJJICPKUBAIOIINE
CETKH JJISI MPOCBEUYHMBAIONICH AJIEKTPOHHON MUKPOCKONUU U CHOBA OTKUTAJUCH B
Bakyyme 10° Torr mpu  Ttemmeparype 700 °C  gana  3aBepLieHHS

MeTayuioTepMuueckoil peakuuu (2.2). Ilnenku u3 BTOpoW mapTHUH cpasy moclie
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OCAXKACHHS OTHCISIINCh OT TOIJI0XKEK, BBICAKHBaIuch Ha IIOM ceTtku u
oTxkuranuck B Bakyyme 10 Torr mpu remneparype 700 °C. JlaHHBIH SKCIIEpPUMEHT
MPOBOAWIICS ISl TIPOBEPKU BIMUSHUS TOJJOXKKA TPU OTKHUIEe HA CTPYKTYpPHbIC
0COOCHHOCTH MOTYYaeMbIX MJICHOK.

[lonyyeHne peakTUBHBIM MAarHETPOHHBIM pachbuieHHeM IuieHOK C0304
noATBEpXKAan (GakT OTCYTCTBHSI MArHUTHOTO MOMEHTa B TIUICGHKE TIOCIE
OCaXJECHUS, a TAKIKE JIEKTPOHHO-MUKPOCKOIIMYECKNE UCCIEN0BaHUS MOJYyYEHHBIX
mwieHok. Ha pucynke 5.1, a mnpuBeiaeHa KapTUHAa MHUKPOAUGPAKIHUU C
pacmdpoBKOH, CBUACTENBCTBYIOMAas 00 oOpazoBanun (a3zer C030s co
CTPYKTYpOU IIMUHENIH, U300pa’keHHUE BBICOKOTO pasperieHus (pucyHok 5.1, 0)

TIOKA3bIBAET, YTO CPETHUN pa3Mep KPUCTAJUIMTA COCTABIsET nmopsiaka 8-10 nm.

-~

Pucynok 5.1. Kaptuna mukpoaudpaxiuu (a) u [I9M n3obpakeHue BbICOKOTO pa3perieHus
(0) Toukoii urenku C0304, morydeHHO# MeTo10M BU peakTHBHOTO MarHeTpOHHOTO

PpacClblICHUA.

Jnis u3ydeHus BIAMSHUS MOCICI0BATESIBHOCTH YePEIOBaHHS CIIOCB B MCXOIHBIX
JIBYXCJIOMHBIX TOHKHX IUIGHKAaX HA CTPYKTYpHbIE M MarHUTHBIC XapaKTePUCTUKU
mwieHok Co0-Al,O3, na mommoxkku NaCl (001) u cuTaymoBoro crekia ObuH
ocaxxaensl twieHkn Coz04/Al u Al/C0304 ¢ TommmHON ciios okcuaa kodansra 20
nm, ciosg amoMuausg 30 nm. YBeauueHHE TOIIIMHBI CJIO0S OKCHJIA aTIOMUHUS
[I03BOJIAET JOOMTHCI MAKCHMAaJIbHO BO3MOYKHOM CTENEHM BOCCTAHOBJIEHHS, a
TaK)Ke HCCIIeA0BaTh IUICHKM Ha MpeaMeT OoO0pa30BaHUS JOMOJHUTEIbHBIX

MPOAYKTOB peakiuu (CoeAMHEHUNH KoOaJlbTa C aJIOMUHUEM, JIMOO TPOMHBIX
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COCNMHEHMM KoOanmbTa, aMOMUHUSA W Kuciopozaa). [locie ocaxaeHus TUICHKU
TaKKe OTKUTAINCh B Bakyyme 107 Torr mpu temneparype 700 °C B TeueHue yaca.

JIJIS W3rOTOBIICHUS MHOTOCJIOWHBIX HAaHOTPaHYJIUPOBaHHBIX MIeHOK CO-Al,Os
Ha KPEMHUEBYIO TOJJIOKKY TOCIenoBaTeabHO ocaxknanu ciion C03O4 TommmHON
15 nm u Al tommmuo#i 12 nm, IS MOJydYeHHsS] TOHKOIUICHOYHOW CTPYKTYPBI
Si/(Co304/Al)19, xOTOpas mojBepragach BaKyyMHOMY OTXKHUTY IIPH TEeMIIepaType
700 °C u ocrartounom nasnenuu 10 Torr B Teuenue yaca.

5.2. OpnHocioiinble  HaHorpanyiaupoBanHble  C0-AlO3  mueHku:
CTPYKTYPHbIE H MATHUTHbIE XapPaAKTePUCTHKH

Cmpykmyphnvie uccinedoganus. Ha pucynke 5.2, a mnpuBegeHo [I1OM
nzoopaxenue mieHkH Co0-Al,O3; ¢ Tommmuoi ucxomnoro cios Coz0s 15 nm.
[1neHka comepKUT HAHOTPAHYJIBI KOOAbTA, MPEUMYIIECTBEHHO KPYTI0H (hOPMHI,

PaBHOMCPHO PaCIIpCACICHHBIC B MAaTpUIC OKCHUAA A IFOMUHUA.

L & A
dmean(CO) —

.

15 20 25 30 35 40 45
Size of particles, nm

— . = - — *',‘-."

NN
S

= -

S

W LW A S x o N
Number of particles, %
o

o — """J : g X Ty 5
200 nm 20 nm
Pucynok 5.2. [1DM uzobpaxenue (2), kapruaa mukpoaudpaxiwu (b) u [I9M uzobpaxenne

BbIcOKOT0 pasperienus (C) Co-Al,O3 mieHku.

[ToBepxHOCTHAs 10 rpaHyl coctapisieT nopsiaka o =~ 0.32 +0.05. Ha BcraBke

pucyHka 5.2, a mnpuBeAeHa THCTOIpaMMa pPaclpeleieHusl IMPOLIEHTHOIO
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colepKaHusl KOOAJIbTOBBIX YAaCTHUIl OT HMX pa3Mepa, M3 KOTOPOM BHUAHO, UTO
pacnpeneneHne HOCUT HOPMaJbHBIA XapakTep, a CPeIHUN pa3Mep 4YacTHl] PaBeH
25 nm. Ha pucynke 5.2, b mpuBenena kapruHa Mukpoaudpakiuy 3JIEKTPOHOB,
nojsyuyeHHass ¢ obnactu guamerpom 10 um. PacmmdpoBka mudpakunoHHON
KapTuHbl (Tabnuma 5.1) mokaszana Haluyue BBICOKOTEMIIEPATYpHBIX (a3 OKcuia
amomuuus y-Al,O3 merammmueckoro (-C0o, a Takke cliadble OTPaXEHHS OT (a3bl

okcuaa kooanpra CoO.

Taoauua 5.1. Unaexcanus tudpakiimoHHON KapTUHBI (PUCYHOK 5.2, 0)

Ne kosbIta y-Al,03 S-Co CoO
1 (111)
2 (220)
3 (311)
4 (200)
5 (111)
6 (400)
7 (200)
8 (511)
9 (220)
10 (440)
11 (220)
12 (444)
13 (311)

Ha pucynke 5.2, ¢ npuBeaeHo IIOM wu3o0pakeHHE BBICOKOIO pPa3pelieHHs
wienku Co0-Al,O3, Ha KOTOPOM OTYETIMBO BHUIHO, YTO YACTHIIBI OKPY>KEHBI
o0osioukoit TommuHoM 2—3 nm. [TockoapKy KOHTpAcT OT 000JOYKH TEMHEE, YeM
oT HaHokpuctaunuecko Al,O3 MaTpuIlpl, TO CpeHUH aTOMHBIH BeC 000JIOYKU
oonbiie yeM y Al,Os, uTo ykaspiBaeT Ha MPUCYTCTBHE KOOallbTa B €€ COCTaBe.
Hudpakuonnas kapTuHa conepkuT cinadsie pednexcet CoO  (das3pl, MOXKHO
3aKJIIOYUTh, YTO 00OJOYKAa BOKPYT YaCTHIl COCTOUT M3 HAHOKPUCTAIUTHYECKOTO
Co0O. Amnanoruusble pe3yibTaTbl HAOMIOJAINCh B  OCTAJNBHBIX IUICHKAX,
OTJMYAJIUCh IUIEHKH TOJIbKO pa3MepoM (opMON 3epeH U  XapaKTepoM
pacnpeneneHus, TOJMIIMHA O000JI0YKM He mpeBbimana 4 nm. Ha pucynke 5.3
npuBeneHbl [I1OM n300pakeHUs] TUICHOK W COOTBETCTBYIOIIME MM JAHATrPaMMBbI
pacrpeiesieHds pa3MepoOB YacTHI] B MJIEHKaX ¢ TOMUHOM npekypcopa C0304 10 -
100 nm.
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Pucynok 5.3. ['ucrorpaMmel pactpesielieHus pa3MepoB KOOAITBTOBBIX HaHOTpaHy u [I9M

M300paKeHUS TUICHOK, C TOJITMHON UCXOIHOTO CJI0s okcuia kobamsta 10 — 100 nm.
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[Tnenku, nomydeHHsle u3 ToHKHX cioeB (10-20 nm), umeroT OoJiee Kpyrible
YacTUIlbl, U Mallblii pa3Opoc mo pa3mepam HaHorpanyil. llo mepe yBenuueHus
TOJIIIIMHBI TPEKYPCOPOB BO3PACTAECT TUCIIEPCHOCTh HAHOTPAHYJI, IPU TOJIIWHAX OT
80 nNm Bo3HHMKaeT OMMOIAIBHOCTH pacipeneieHusi OOyCIOBICHHAs Pa3TUYHON
CKOpPOCTBIO POCTa HaHOTpaHyN, a opMa YacTUI[ CTAHOBHUTCS Ooyiee BBITSHYTOM.

OI[HaKO PasMCPBI 4aCTHILl OCTAIOTCA B IIPEACIIaX OAHOIO ITOPAJaKa

s
£100| yr
3 ,-f'
.E 80_ ' nm
2 "
£ 60+ s
g- /'/
% 40+ g
]
- e |
) L
s 20 ;
°
o 0

0 20 40 60 80 100
Co0304 layer tickness (nm)

PucyHnok 5.4. I'paduk 3aBUCHMOCTH CpeTHETO pa3Mepa HAaHOTPAHYJI KOOAIbTa OT TOJIIHHBI

ucxonuoro cios Cos0q,

Ha pucynke 5.4 npuBeneH rpaduk 3aBUCUMOCTH cpenHero pasmepa Co gactui
ot TtoimuHbl Tpekypcopa C0304. Toukamu 0003HAaYEHBI AKCIEPUMEHTAJILHBIC
JaHHBIE, ITPUXITYHKTUPHAS JIMHUA - annpokcumanus. [logyyeHHble pe3ynbTaThl
MOKa3bIBAIOT, UTO XapaKTep 3aBUCUMOCTH OJIM30K K JINHEHHOMY.

Boeibopka nnst ructorpamMm M rpaguka cocrosijia He MEHee, YeM U3 MOJyTopa
THICSY YacTHUI] JJIs Kaxkaoro oOpasua. YacTuupl, coaepxkaHue KOTOPBIX ObLIO
Menee 0.5 % He yYuThIBaJIuCh B pacueTax.

OtmeTuM, yTo Ha pa3Mep U GopMy 00pa3yOIIUXCS] HAHOTPAHYJI MOTYT BIIUSSTh
TakXkKe U JIpyrue (HakTopbl, TAKUE KaK TEIJIONPOBOJHOCTD U CTPYKTYpa MOJIOKKH,
TEeMIlepaTypa, BpeMs OTXKHUIA, CKOpOCTb HarpeBa M np. Tak, Hampumep,
HKCIIEPUMEHTHI IO OTXKUTY IUICHOK, OTAEJICHHBIX OT TMOJUIONKEK cpa3y IMocie
OCAKJEHUS, MOKA3aJIM PE3KOE YBEJIIMYEHUE CPEIHEro pa3Mepa M JUCIEPCHOCTH

KOOaJbTOBBIX HAaHOTpaHyJ (pucyHOK 5.5). IIpu 3TOM rHcTOrpaMMbl MOKa3bIBAIOT,
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YTO XapaKTEP pacHpeleseHUss HOCUT HHUCIMAJAIOIINNA XapaKTep, pa3Mepbl 3€peH

Ko0OaabTa B INICHKU OTINYAIOTCS 60.]166, 4YEM Ha IMOPAOOK.

...
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Pucynoxk 5.5. [IOM u3zo0paxeHnue 1 JuarpaMMa pacipeesieHus pa3MepoB KOOaIbTOBBIX
HAHOTPAHYJI JUIS IJICHOK, C TOJIIIMHON UCXOIHOTO CJIosi okcria kobansTa 10 nm (a) u 60 nm (0)

JUISE 00pa3IoB, OTTOKEHHBIX 0€3 IMOIJIOKKH.
['padux 3aBucHMOcTH cpennero pasmepa CO 4acTHIl OT TOJIIMHBI UCXOTHOTO
cinos C030; (puCyHOK 5.6) HOCHT BO3pPACTAIOIIMKA, HO HEITWHEHWHBIN XapakTep.
MO0KHO 3aMEeTUTh, YTO 3aBUCHUMOCTb IOCTPOEHA TOJBKO JO TOJIIMHBI HUCXOJIHOTO

ciosg Co304 60 nm.

z 140
5120 N
5100
g 80
& 60
§ 40
= 20
= 0
g 10 15 20 40 60

Tommuna cnog Co304, am

Pucynoxk 5.6. I'paduk 3aBUCUMOCTH CPEAHETO pa3Mepa HAaHOTPaHyJ KOOaIbTa OT TOJIIAHBI

ncxomHoro citog Co3O4 I IIIEHOK OTTOXKEHHEIX 0€3 MTOII0KKH.
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DTO CBS3aHO C TeMm, uYTo mpu Ooapimux ToimuHax (80 nm u Goiee)

dbopmMupyeTcss NPaKTUYECKH CIUIONIHAs IUIGHKa KoOanabTa C JIAOMPUHTHOM

CTPYKTYpOi (pUCYHOK 5.7).

Pucynok 5.7. [I9M uzo0paxkeHne MUKPOCTPYKTYphI IieHOK CO-Al203, mony4eHHbIX mpu

TOJIIIIUHE UCXOTHOTO ¢Jiost okcraa kobanpTa 80 nm (a) u 100 nm (6).

OTtmernM, 4YTO HaHorpaHynupoBaHHble IUIeHKH CO0-Al,O3, pesynbrarhl
UCCIIEIOBAaHMI KOTOPBIX OMHKCaHbI B Ti1aBe 4, coaepxkanu ¢asel a-Al203, a-Co, f-
Co u CoAl;O4, pazmepbl 4acTUI] OTIUYATMCH HA TOPSIOK, TOJIIMHA MCXOIHOTO
ciosi kobambra coctaBmsuia 20 nm (mm 30 nm B mepecuere Ha C0304).
Pe3ynbrarhl, mpuBeNeHHbIE B HACTOSIIEM HCCIICIOBAHWHU, TOKA3bIBAIOT JIy4Illee
KaueCTBO IUICHOK, YTO CBUIETEIHCTBYET O IBHOM MPEUMYIIICCTBE MOTYUCHUS CIIOS
okcuaa (GeppoOMarHUTHOTO METayla METOJAOM MAarHETPOHHOTO PACHbUICHUS, 10
CPaBHEHHUIO C TEPMUYECKUM OKHCJICHHEM METAJUIMYECKON TUICHKU KOOalbTa B
BO3/YIIIHOM Cpefe.

Ha pucynke 5.8, a mnpuseneno IIOM wu3o0pakeHHe NOMEPEYHOTO Cpes3a
ucxonuoir tieHkn Co0304/Al, Ha KOTOPOM OTYETIMBO BHIHBI CIIOM OKCHjA
KoOajbTa aJIOMHHHUSI C YETKUM HHTepdericoM 0e3 NMPU3HAKOB MepeMelInBaHUS.
N300pakeHrne TMOMEpPeyHoro Ccpe3a OTOM K€ IJICHKU TI0CJIEe OTXHUTa TMpHU

temmneparype 700 °C nokazaHo Ha pucyHke 5.8, 6. OT4eTIMBO BUIHO 0Opa30BaHUE



117

AITUTICOUIHBIX HAHOTPAaHYN KOOalbTa, YACTUYHO MOTPYKEHHBIX B MOMAJOXKKY U

okpyxxeHHbIX Al,O3; MaTpuriei.

(@) (b)

protective layer

protective layer

strate (sitallglass) 50 p;y  substrate (sitallglass) 50 nm

pc = o) .
Pucynoxk 5.8. [I9M u3obpaxenus mornepednoro cedenust mieHku Co304/Al B ucxoaHom

cocrosiauu (2) u Co-AlxO3 ienkwu (6).

Pesynbrarel [I9M wuccienoBanuii mieHok Al/Co304 B reoMeTprs MOMEPEIHOTO
CEYEHHUd JI0 U TOCJe OTXKHUTIa MpeAcTaBleHbl Ha pUCyHKe 5.9, a u pucyske 5.9, 0
COOTBETCTBEHHO. B MaHHOM ciyyae HaHOTpaHyJbl KoOanbTa (POPMHUPYIOTCS Ha

IMOBCPXHOCTHU CJIOA OKCHUAA aJIFOMHUHUA.

(a)

protective layer

-

5 protéctive layér

C0304
Al

substrate (sitall glass) 20 “subs:
nim ‘ =5

Pucynok 5.9. II9M uzobpaxkenwus mornepednoro cedenus mieHku Al/Co3z04 B ncxomHom

COCTOSTHUH () ¥ MOCJIe MEeTaIOTepPMUIEeCKOr peakiuu (0).

CpenHuii pasMep HaHOTpaHYJ B O00OMX Cllydasx OJMHAKOB, OJHAKO OH
HEeCKOJIbKO Ooubiie (mopsika 40 nm) yem y rtuieHOK, monydenHbix Ha NacCl
NoI0kKKe (PUCYHOK 5.4), paziauuuii B (ha30BOM COCTaBe MJICHOK HE HAOJI0AaI0Ch.
Bokpyr yactuil Takke HabogaeTcs 0osee cBeTyias 000J04Ka TOIIIMHOM TOopsiaKa

2 nm, XOTsA WU HC TaKasA SPKO BBIPpAKCHHAs, KdK B INUICHKAX, IMPHUIOTOBJICHHBIX Ha
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NaCl nomtoxke. OTCyTCTBHE YETKOTO KOHTPACTa OOOJIOUYKH MOXKET OBITH CBS3aHO
c o0pa3oBaHUEM pa3pYLICHHOTO CIJIOSI B MPOIECcCe MPUTOTOBICHUS MOMEPEYHBIX
Cpe30B, KOTOPBIA MOXKET JocTUTaTh ~ 20 nm [162].

Ha pucynke 5.10 mpuBenenst ACM mn3o0paxkeHus: OBepXHOCTH TieHOK CO-
Al;O3, wmsrotoBnennsix u3 C0304Al  (pucynox 5.10, a) u Al/Cos0,

(pucynok 5.10, 6) IBYXCIIOWHBIX TOHKOIIJICHOYHBIX CTPYKTYP.

Pucynok 5.10. ACM wuzo0paxenus mienok Co-Al203, usroronennsix u3 Co304/Al (a) u

Al/C0304 (0) IBYXCIIOMHBIX IJICHOK.

[Tony4yeHHbIe AaHHBIC MOITBEPKIAIOT HAJTIMYUE HAHOTPAHYJ HA TMOBEPXHOCTH
mwieHkn (pucyHok 5.10, ©6), paBHOMEpPHO pacHpeiesieHHbIe 10 o0pasily.
[ToBepxnoctHas goist dactur, o~ 0.31 %+ 0.05. Bo3MOXHOCTh H3TrOTOBJICHUS
MJICHOK C HAaHOTPaHyJIaMH, BBIXOASIIMMU HAa TTOBEPXHOCTh MO3BOJISET PACIIUPUTH
00JIaCTh  MOTEHIMATBLHOTO TMPUMEHEHUS HAHOTPAHYJWPOBAHHBIX IUICHOK B
KaueCTBE KATAJIUTHUYECKH AKTUBHBIX MOKPBITUM B PEAKIUSAX THIAPUPOBAHUS U
BoccTaHOBIeHUS [179], mnbO Kak KaTaJIUTHYECKH aKTHBHBIC IICHTPHI ISl pOCTa
maccuBa HaHOTPYOOK [180]. TlockonbKy 4YacTHIIBI MPOYHO CBSI3aHBI C OKCHIHOMW
OCHOBOW, TO TaKue€ TMOKPBHITHS OynyT o0jgagaTe OOJBIION TeMmepaTypHOu
CTaOMIILHOCTHIO M U3BHOCOCTONKOCTHIO.

Maenumnole  uccnedosanus. Ha pucynke 5.11 mpuBeneHB  KpUBBIC
HamaranunBanus, cHATeIe ¢ CO-Al,O3 mirenok, nsrorosieHHslx u3 Al/C030,4. s
ieHoK, noay4eHHbIX U3 C0304/Al cTpykTyp, pe3yabTaThl MArHUTHBIX M3MEPEHHIMA

NICHTUYHBI. I/I3Mep CHHC BCJINYHNHBI HaMaroHn4cHHOCTH HaCbIIICHUA
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HAHOTPAHYJIMPOBaHHBIX  (pucyHOK  5.11) MO3BOJSET  OIEHUTH  CTENCHBb

BOCCTAHOBJICHUS YMCTOr0 KoOaIbTa.

1500
r — 00
1000 ¢ (P d
¢ =90
500 + 1200,
10 kOe
S 0 HsoN, "
E' O
=500 p= 1100
osoL_ .,
-1000 0,00 0.02 0,04
H™, kOe¢™
-1500 . - : L 4 - !
-10 -5 0 5 10
H, kOe

Pucynox 5.11. KpuBbie HaMarHU4MBaHUsI HAHOTPaHY IMPOBaHHBIX IeHOK CO-Al2Os, cHsThIC

B IUTOCKOCTH IIeHKH (@ = 0°) 1 mepneHaukysapHo mwieHke (¢ = 90°).

Benmnunna HaMarHWYEHHOCTH, BBIYHCIICHHAs TPUBEICHUEM MAarHUTHOTO
MOMEHTa K MOJHOMY 00beMy KoOaiabTa B oOpasie (B mpenmnosioxeHuu, yto Co
npenacrasieH Toabko B Buae 'K ¢a3zbr), mpubdimxaeTcss K HACBIIIEHUIO COIIACHO

3akoHY AKyJoBa (BCTaBKa K pUCyHKY 5.11):

M=M,- (1 - (a ”)2) (5.1)

MsH

rac K — koHCTaHTa AHU3O0TPOIINH I'PAHYJIBI, MS - HAMarHm4CHHOCTDb HACBIIIICHH A,

Y2 nans omHOOCHOI

a — xoddpdunuent, npuHuMarmommi 3Hauenue (1/15
anmzotpormu . (2/105)Y2  nma tpexocmoit  [181, 182]. Benuuuna
HaAMarHMYEeHHOCTH HACBIIICHUS B JaHHOM ciydae coctaBmina Ms = (1160 £ 20) G
(BctaBka Kk pucyHky 5.11). 3aHWKEHHOE 3HAUYE€HHE B CpPAaBHEHHH C
HaMarHn4eHHOCThE0 Hackimenuss uyucroro ['LIK Co (Ms tc = 1400 G) moxHO

WHTEPIPETUPOBATh KaK pe3yJbTaT HEMOJHOTO BOCCTAHOBJIEHUS KOOalbTa, B

pe3ynbraTe 4ero Ms = Ms tcc'#7 TA€ # - cTeneHb BOCCTAaHOBJIEHUS. TakuM o0pa3oM,
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CTENCHb BOCCTAHOBJIEHUS MOXXHO OIEHUTh Kak # = Ms/ Ms g =0.83 + 0.02.
OcrtaBmuiics K0OadbT BEPOATHEE BCETO HAXOAUTCA B OOOJOUYKE TpaHysd, TIe
oOHapykuBaroTcs cienbl daszpl CoO.

[TomryueHHOE 3HAYEHHE 7] XOPOIIO COTJIACYETCSI C OILICHKOW HAa OCHOBE aHAJIM3a
[19M m3o0paxenuii. J{ns rpanyn B popme mapa, 00beMHast 105151 000JIOUKH:

oV = (Vo - V)/Vo = (R03 - RS)/RO3 (52)

rae V u R - 06bem 1 pagnyc rpanynsl 6e€3 o6onouku, Vo U Rp - 00beM u paauyc
qacTullbl ¢ 00omoukoi. Micxons u3 ganubeix [19M wuccnenoBanuii (pucyHok 5.9, 0)
MPUHUMAEM PaJNyC TpaHyibl 0€3 000JI04KH paBHBIM 20 nm, TOJIUHY 000JIOYKHU 2
nm, COOTBETCTBEHHO Rp=22 nm, mnonydaem 3HaueHue oV =0.25. U3
coornomenusa muortHocteii CoO (6.45 g/cm®) u merammmueckoro I'LIK koGanbra
(8.9 g/cm®) MOXHO BBMHCINTH HOMIO KOOAIbTa, HAXOMAIIErOCS B OO0OJOUKE
oVco = 0.18. CnenoBarenbHO, J10Jis1 KOOajabTa, HAXOJSIIETOCS B siApax TpaHysl
coctaBisieT 7' = 1 - 6V¢o = 0.82, 4TO coryacyeTcs ¢ MoJTy4eHHOM OLIEHKOM CTEeHH
BocctanoBnenus 7 = 0.83 = 0.02.

Koapduuuenr a B 3akoHe AKyJa0Ba MOXKeT ObITh BeIOpaH paBHbIM (1/15)Y2,
Jlaxke B 9TOM  cioydae OIIGHKa KOHCTAaHThl ~ aHWU3O0TPONUU  TPaHyJIbI
K=~2910°erg/cm®  3HAaumTenbHO  NpPEBHIIAECT  BEJAMYUHY  KOHCTaHTEI
MarauTokpuctammyeckoit anmsorpormmu T1IIK Co (K co = 108 erg/cm?) [183-
184]. Takas cuTyarusi XapakTepHa JJIsi HAHOYACTHII, MarHUTHAs aHW30TPOITHS
KOTOPBIX onpezaensercs dpdekrTaMmu MoBepXHOCTH (HETOCPEICTBEHHO CBA3aHHBIMU
c TunoM matpuibl) U (hopmoit wactuipl [185-188]. Temmeparypa OIOKHPOBKH

YaCTHII, OIlEHEHHas 10 opmyJie:

KV
Tp = 5o ~ 1400 K (5.3)

rie K - KOHCTaHTa aHM30TPONHMH IpanyJbl, V - 00beM rpanyisl, Kg - mocTosHHAS

bonbumana. axe s HanOonee menkux rpanyn (D =15nm) T 3HaunTennHO
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NPEBHIIIAET KOMHATHYIO TEMIEPATypy, TakuM 00pa3oM, MarHWTHbIE CBOWCTBA,
IIPEACTABICHHBIE B pab0OTe, MOTyT pacCMaTpUBaThCS BHE CBS3M C IpOIECCAMU
TEIIOBOM pENaKCalrH.

[IneHKn XapakTEpU3yIOTCS MAarHUTHOM aHWU30TPOIIMEH THUIIA JIETKas INIOCKOCTH
(pucyHOK 5.11), 00yCIOBICHHOMN MAarHUTHBIM JUIIOJIb-IUTIOJIBHBIM
B3anUMOJEeHCTBUEM rpaHyi. KoHcTaHnTa 3TOM MarHMTHOW aHU30TPONWHU, OLICHEHHAs
U3 DKCIEPUMEHTAJbHBIX KPHUBBIX HAaMarHMYMBAHHUA KaK pasHUla padoT TIo
HaMarHU4MBaHUIO BJIOJIb JIBYX Pa3JIMYHBIX HAIIPABICHUM:

K, = f(M(H)J_ — M(H))dH (5.4)

COCTaBJISICT K1 = - (2.04+0.05)10° erg/cm?. VYuursiBas, 4TO B
IrpaHyJINPOBAHHBIX IUICHKAX MArHUTHAs AaHW30TPOIMS, CBS3aHHAA C JAUIOJIb-
JUTIOJBHBIM B3aMMOJICHCTBUEM, ONpeAessieTcss 0OObeMHOM JoJie TrpaHyn (v) u
BeIMUMHON HamaramueHHocTd: K = -27Ms?v [189-191], MBI MOXEM OLIEHHUTH
v=0.24 £ 0.05. [lonyyeHHOE 3HAUYECHHME HEILIOXO corjiacyerca ¢ AaHHbiMH [IOM

(pucyHok 5.2, a) u ACM (pucyHok 5.10, 6) MUKPOCKOTIHH.

5.3. CrTpykrypa ¥ MArHUTHbIE XapPaKTePUCTHKH MHOTOCJOHHBIX
HaHorpanyaupoBaHHbIX C0-Al>O3 mieHok

Ha pucynke 5.12, a mnpeacrtaBieHO 3JIEKTPOHHO-MHKPOCKOIUYECKOE
U300pKEHHUE TIOMEPEYHOT0 CEUEHUST MHOTOCIOWHOW HaHOTPaHYJIMPOBAHHOMN
wienku Co-Al,O3, monyuenHoi u3 ciaouctoit cTpykTypbl Si/(Co304/Al)10 MeToTOM
IUIaHApHOM MeTaimioTepMud. lloilydeHHass IJIEHKa COCTOMT M3 JECATU CJIOEB
KOOAJbTOBBIX HAHOTPAHYN, pPAa3JeiCHHBIX MPOCIOWKONW OKCHUIA aJIFOMUHUS,
tomuuHa tiaeHkun ~ 240 nm. Ha pucynke 5.12, 0 mnpuBeneH yBEIUYECHHBIN
(dbparMeHT IMJIeHKH, TOKA3bIBAIOIIMM, YTO CPeIHUI pa3Mep dactull nopsiaka 20—25

nm, a cpeaHee paccrosiHue Mexay Humu 5-10 nm. [lo mepe ynaneHus ot
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MOJIIOKKH YaCTHUIBI TEPSAIOT chepuyecKkyro (Gopmy, HX pa3Mep yBEIMUHUBAETCH,
0COOEHHO B MOCIJIEAHUX JBYX CJOSX, YTO, CKOPEE BCErO, CBA3aHO C YMEHbIICHHEM
OTBOJIa TEIJIa MOJIOKKONW B 3THX CJOSX, YEM B CIIOSIX, PACIIOJIOKEHHBIX OJIMKE K

ITOJITTOKKE.

B-Co (311)
B-Co (220)
7-AL203 (440)

substrate (silicon)

Pucynok 5.12. (a) [I9M uzo0pakeHre mornepeyHoro CeYeHnst MHOTOCIOHHON

HaHorpanyiupoBanHoit C0-Al;O3 muenku. (0) YBenudeHHbld GpparMeHT u3oopakenus (). (B)

Kaptuna mukpoau¢pakiumu, COOTBETCTBYIOIIAA ().

Dnektponorpamma (PucyHok 5.12, B), mosiydeHHas € IOMNEPEYHOrO Cpe3a
wieHku coaepxut yetkue pedexcel 'K daszer kobanbTa u otpakenue (440) ot
y-Al,0; Matpuibl. Pa3MbiThie ramo Ha JuGPaKIMOHHOW KapTUHE - CJIEICTBUC
amopu3alud KPEMHHUEBOM TOJUIOKKM B Tpoliecce MPUTrOTOBIEHUS oOpa3ua
WMOHHBIM TiydkoM [162]. Tlpu cheMKe KapTHHBI MHKPOIU(PPAKIHH CEJICKTOpHAs
nuadparmMa ycTaHaBiIMBaldach TakKUM oOOpa3oM, 4YTOOBl MOJIYYUTh MHUHHUMYM
CUTHaJIa OT KPEMHHUEBOM MOJI0KKH, IPU 3TOM 00pa3el] HAKJIOHSIICS TOHUOMETPOM
Ha OoyplmIoW yroal OT KpucTaulorpaduyeckoro HampasieHus <110>.
Unentudukanus apyrux ¢asz (CoO, mub6o Co0Al,O4) HEBO3MOXKHA MO MpPUYUHE

o0OpazoBanusi aMOpP(HU3UPOBAHHOTO CIIOS.
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Pe3ynpTaThl peHTI€HOCTPYKTYPHOIO aHalu3a, NMPUBEJIECHHbIE Ha pHUCYHKE 5.13
HE Jlajay JONOJHUTEIbHOU MH(OpPMAIMK O KPUCTAUIMYECKOW CTPYKTYpE IJIEHOK,
MOCKOJIBKY HACHTU(ULIMPOBAIUCH JIUIIL PEPIEKCHl OT KPEMHHUEBOHM MOJUI0KKHU
Si(111) u Co(111).

50

Si (111)

i
o
[

(8]
o
T

Co (111)

o
[a]
I

Intensity, abr. units

0 L | L | s | L |
20 30 40 50 60

20, deg

Pucynok 5.13. Pearrenorpamma, rmoxydeHHasi ¢ 00pasia MHOTOCIOHHON

Ha”orpanynupoBanHoi C0-Al2O3 mienku

Takoit pe3ynbTaT OOYCIIOBIICH YJIBTPAJUCIIEPCHBIM COCTOSTHUEM MATPHIIBI, a
TaK)K€ SIBIICHUEM BTOPHUYHOTO XapaKTEPUCTUUECKOTO HW3JIYYCHHS OT JJIEMEHTOB,
YHEPTreTUYECKUM CTIEKTP KOTOPBIX, HAXOJIUTCS B 00JIACTH C MEHBIIIMMH YHEPTUSMU,
yem CuKa [167].

Benvunna HaMarHW4eHHOCTH MHOTOCIIOWHOTO TPaHYJIMPOBAHHOTO 00pasiia,
TaKK€ KaK M JJIs OJIHOCJIOWHOM TUIGHKH TPUBEICHHAs K IOJHOMY OOBeMy
KoOanbTa OKa3ajiach MEHbIIIE 4YeM B OAHOCIOWHOM oOpasue (Pucynok 5.14).
CrerieHb BOCCTaHOBJICHUS B TaHHOM ciyJae COCTAaBJISIET
7n=Ms/Ms tc=050%0.05. Menee >PpPekTHBHOE  BOCCTAHOBICHHE IO
CPaBHEHHIO C pe3yJbTaTaMH, MOJyYeHHBIMU J1J1s1 ogHOCIOMHBIX CO-Al,O3 meHok,

MMo-BUAMMOMY, CBA3aHO C HCAOCTATOYHBIM KOJIMYCCTBOM QJIOMHUHHA B JdHHOM
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MHOTOCJIOMHOM 06pa3ue, au00 €ero 4YacTUYHBIM OKHCJICHHEM B mpouccce

OCAKIICHHSL.
800
600
400
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0

-10 K. 0 5 10
H, kOe

Pucynoxk 5.14. KpuBble HaMarHU4MBaHUS MHOTOCJIOMHBIX HAHOTPAHYJIUPOBAHHBIX TVIEHOK

Co-Al203, cusaTbie B II0CKOCTH MUIeHKH (¢ = 0°) u nepneHauKyIspHo mwieHke (¢ = 90°).

MHoOrocnolHple  T'paHYJUPOBAaHHbIC  TUIEHKH  TAaKXKE€  XapaKTEPU3YIOTCA
MAarHUTHOM AaHW3OTPOIMEN THIIA JIETKas IJIOCKOCTh, HO B JAHHOM CJy4ae OHa
BbIpaKEHA OoTYeTIMBee. KOHCTaHTa JaHHOW MarHUTHOW aHU3OTPOIMH, OLICHEHHAS
W3 KPUBBIX HAMAarHMYMBAHMS TAKXKE KaK W JJISI OJHOCJIOMHOMW MJIEHKH COCTAaBJISIET
Ky =-(1.58+0.04):10° erg/cm?. Drta BenuumHa HKUXKE, Y€M B OJHOCIONHOM ILICHKE,
TaK KaK HaMarHUW4eHHOCTb 3TOro oOpasma MeHblne. OpHako, oObeMHas A0S
rpaHyJy, OLUECHEHHAasl TaKXe KaK 3TO JEJIAJIOCHh BBIIIE JJISI OJHOCIOMHOW IUIEHKH,
cocraBisier v =0.58 + 0.05. D10 00BsCHSIET OOJBIIYIO BEIMYMHY OCTATOUHOMN
HAMAarHMYE€HHOCTU MPU HAMArHWYMBAaHUU BJOJIb IUIOCKOCTH IUIEHKH, MOCKOJIBKY
OombIIasi CTEMEHb 3aloJHEHWs TpaHyJaMd JIOJDKHA TPHUBOJUTH K OOJbIIEH

MNpAMOYT'OJIBHOCTH IICTIIM TUCTCPE3HCA.
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5.4. BoiBoabI K I71aBe 5

1. [IpensioxkeH cnoco0  MOMYYEHUST HCXOAHBIX  TOHKOIUIEHOYHBIX
Co0304/Al mpexkypcopoB JuIsi M3TOTOBIICHUS HaHOTpaHyaupoBaHHBIX CO0-Al,O3
IJICHOK, COCTOSIIMH B TOCTEAOBATCIIbHOM PEAaKTHUBHBIM MarHETPOHHOM
pacnbUIEHUH MUIIIEHH METAINTMYECKOTO KoOajabTa B CpeJie, COCTOSAIIEH U3 CMECU
ra3oB Ar + O 1 MarHETPOHHBIM PACIIBUICHHEM ATFOMUHUEBOW MHIIICHHA B CPEJIC
yucToro aprosa. llocne mpoBeneHHs METaUIOTEPMUYECKON peakiMH IUICHKH
collepkayii  u3oJupoBaHHble HaHorpanyinbl ['1IK koOanbTa, OKpy>KEHHbBIE
ToHKOW 0Oomoukoit C0O, ¢ mambiM pa3dpocoM MO pa3MepaM W PaBHOMEPHO
pacnpeneiensie B y-Al,O3 matpure. JlaHHbIH cIOco0 MO3BOJSET M3TOTABIUBATh
wieHKd ¢ TpaHynamu CO, pacrojgoKEHHBIMH Ha TIOBEPXHOCTH, a TaKXKe
MHOTOCJIOMHBIE TPaHyJIMPOBAHHBIE CTPYKTYPHI.

2. BrnepBele ¢ MOMONIBIO  METAJUIOTEPMUYECKOM  peakuud U3
JBYXCJIOWHOW TOHKOIUICHOYHOW cucTeMbl 1oioxkka/Al/C0304/ m3roToBieHBI
HaHorpanynupoBanueie C0-Al,O; ¢ rpanymamu CO, pacrmoyioXKeHHBIMH Ha
MOBEPXHOCTU. Pe3ynpTaThl MarHUTHBIX HW3MEPEHHUM  TMOKa3bIBAIOT, YTO
BOCCTAHOBJICHHE KoOajdbTa B OJHOCIOWHBIX IUIEHKAX, HE3aBHCHMO OT
pPAaCIoOJIOKEHUSI TpaHyJ, cocTaBisieT mnopsiaka 83 %, Npu 3TOM  IUJICHKH
XapaKTEePU3YIOTCS AHW30TPONHMEH THIA JIeTKas IUIOCKOCTh C BEIWYHMHOM
KOHCTaHThI aHuzoTpormu K = - (2.04+0.05):10° erg/cm® kotopas mossonser
olleHUTh 00BeMHyI0 noito rpanyn 0.24 +0.05, yro xoporo cormacyercs c
pesyapraramu  [IOM u  ACM MHKpOCKONHMHM, HCXOAS W3 KOTOPBIX
noBepxHocTHas AoJis rpanyn = 0,3+ 0.05.

3. YcraHoBeHO, 4YTO B HaHorpanynupoBaHHbIX C0-Al,O; mieHkax
CpEeIHHN pa3Mep KoOaJbTOBBIX HAHOTPaHYJ, (DOPMUPYIOIIMXCS B TIpoliecce
OT)KUTA MPEKYPCOPOB, TUHEHHO 3aBUCUT OT TOJIIUHBI UCXOAHOTO ciost C0304 B
nuara3one Toiama 10-100 nm;

4, Bnepele ¢ NOMONIIBIO TEPMUTHOM pEAKIUMU U3  CIOUCTOU
toHKomieHouHOM  cucteMbl  (C0304/Al);p  modydeHBI ~ MHOTOCIIOMHBIC

HaHorpaHynupoBaHHbie IIeHKH CO0-AlOs, cocrosiimue w3  gecstd  CloeB
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HaHOTpaHyn KobOanbra, oOkpyxkeHHbIX Al,O3 mpocnoiikamu. Bemnunna
HAMarHM4eHHOCTH JIa€T OIICHKY CTENEHHM BOCCTAHOBJICHHUS  KOOaibTa
0.50 £ 0.05, 3aHmkeHHOE 3HAYEHHE CBI3aHO C YACTHYHBIM OKHCJIEHHUEM
QTIOMMHHUSL B IpolLecce ocaxacHusA. V3MepeHne MarHuTHOM aHHU30TPOIIHH
rpaHyaupoBaHHbIX MieHok K= - (1.58+0.04)'10° erg/cm® mo3BonseT oreHuTsH

o0weMHyto0 oo rpanyia 0.58 + 0.05.
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OcCHOBHBbIE BbIBOJIbI

1. B pesymnprare METaTIOTEPMHUYECKHX peakmumii Mexay HaHociaoeM Co30a,
MOJyYEHHBIM TEPMHUYECKHM OKHCcIeHHeM IieHkn Co M HaHOCIOeM MeTaluia-
BoccraHoButens (Zr, Al) momydeHpl HaHOTpaHYTUPOBaHHBIE (HEPPOMATHUTHBIC
wieHkun Co0-ZrO; u Co-Al;O3; comeprkanue HaHOTpaHY/IBI KOOAbTa B OKCHIHOW
marpuiie (ZrO; mu6o a-Al,O3). BoccTaHoBieHHBIH KOOANhT XapaKTepU3yeTCs
nByxasznoit ctpykrypoit I'LIK + I'TIVY.

2. Tlpennoxen crnoco0 MOJyYeHUsI UCXOTHBIX TOHKOIUICHOYHBIX MPEKYPCOPOB
JUISS  W3TOTOBIICHUS HAHOTPAHYJIMPOBAHHBIX IUIGHOK METOJIOM  IUIaHAPHON
METaJUIOTEPMHUH, COCTOAIIMNA B TOCJIEAOBATEILHOM PEAKTHUBHBIM MAarHETPOHHOM
pacnblIeHHH KoOayibTa B cMech Ta3oB Ar + O; W MarHETPOHHBIM pacHbLICHHEM
ATIOMUHUSA B CpEJie YUCTOTO aproHa. J[aHHBIA cOocoO MO3BOJISIET U3rOTABIMBATH
OMCIOMHBIN MpeKypcop B pasnuuHoi mociemoBatenbHocTH C0304/Al mubo Al/
C030,, a Taxxe mMHOTOCHOWHBIH Tpekypcop (Co304/Al),. HanorpanynupoBaHHbIE
wienku Co-Al,O3 monydeHHbIE U3 TaKUX MPEKYPCOPOB COJEPKAT H30JIHMPOBAHHBIC
HaHorpanysiel ['TIK koOanmbra ¢ ManmbiM pa3zdpocoM IO pa3MepaMm OJHOPOJHO
pactipenenensie B Marpuie p-Al,Os. brarogaps mpemiokeHHOMY  CIocoOy
BIIEPBBIC METOJOM IUTAHAPHOW METAIIOTEPMHUHN TOJYYCHBl MHOTOCIOWHBIC
Ha"orpaHyympoBanHbie wieHku (Co- AlLOs3)n.

3. Meramnorepmuueckas peakius Mexxay HaHocioeM Co3O4 u croem Merasia
BoccranoButens (Zr, Al) nmporekaer ¢ odpasoBannem C0O Kak MPOMEKYTOUHOTO
npoaykta peakinuu. CTpPyKTypa W CBOWCTBA IUICHOK OOJagalOT BBICOKOM
TEPMUYECKOM W BpEeMEeHHOW cTabwibHOCThIO. @DopMma rpaHyn Onm3ka K
chepudeckoil, cpeTHui pazMep MPUOIU3UTEIIBHO PABEH TONIIMHE UCXOIHOTO CIIOS
C0304, a camu rpaHyJibl pacipeiesieHbl B OJJTHOM MJIOCKOCTH.

4., OOmer 0COOCHHOCTbIO HAHOTPAHYJIUPOBAHHBIX IUICHOK HW3TOTOBJIEHHBIX
METOJIOM TUUJIAHAPHOW METAIJIOTEPMHH SIBIISIETCS TEeMIIepaTypHas 3aBHCHMOCTH
DIIEKTPUYECKOTO COMPOTHUBJICHHUS TOIYMPOBOAHUKOBOIO THIMA C TEPMUYECKU
aKTUBHPOBAHHBIM PEKUMOM IMTPOBOUMOCTH, UYTO CBUACTCIBCTBYET 00 OTCYTCTBUHU
AIIEKTPUYECKOTO TPOTEKAHUS MO METAUIMUECKUM rpaHynam. [lmeHku obOmamaror

BBICOKOM HAMAarHWYE€HHOCTBHIO U KO3PLIMTUBHOMN CHJIOH.
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