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N306pereHne OTHOCUTCS K CIIOCOOY TOJTyUeHHUS
TOHKMX MAaTHUTHBIX HAHOTPAHYJIMPOBAHHBIX IJIEHOK.
Crnioco0 BKJTIOYAET IMOCIeIOBATEIBHOE OCAXKICHUE
Ha TEPMOCTOMKYIO IIOJIJIOKKY TOHKOM IIJICHKU OKCUZA
(beppoMarauTHOTO MeETalTa W CIOS MeTalla-
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JIBYXCIIOMHOM IJICHKU. Crnom OKcUaa
dbeppomarautTHoro MeTajia HAHOCST
BBICOKOYACTOTHBIM MArHETPOHHBIM PACHBUIEHUEM
MeTaITHIECKON KOOAThTOBOM MHUIIICHU B aTMOC(hepe
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M3 CMeCH ra3oB, cocrosueit u3 70% aprona u 30%
KUCTIOpOAa TIpu KOMHATHON Temieparype. Ha
IIOJIYYCHHBI  CIIOM B  KaudecrBe  MeTajula-
BOCCTAHOBUTEIS  OCAXIAIOT CIIOH  aJIFOMUHUS
METOJOM  HM3KOYACTOTHOTO  MArHeTPOHHOTO
pacIblUIeHHs B aTMOChepe uicToro, He MeHee 99,99%,
aproHa, Iocjae Yero OCYLIECTBJISIOT BaKyyMHBIN
OTXKUI IIOJIYyYEHHOW [BYXCIIOMHOW IUIEHKU IIPU
temnepatype 700°C. Texnuueckuii pe3yabTaT
3aKJII0YAETCS B YIIPOILLIEHUY TEXHOJIOTUU MTOJTYYEHUS
IUVIEHOK, OTCYTCTBYET arjioMEpauuss MarHUTHBIX
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(57) Abstract:

FIELD: technological processes.

SUBSTANCE: invention relates to a method for
producing thin magnetic nanogranular films. Method
comprises sequentially depositing a thin film of a
ferromagnetic metal oxide onto a heat-resistant substrate
and a layer of reducing metal at room temperature,
followed by vacuum annealing of the resulting two-
layer film. Layer of ferromagnetic metal oxide is applied
by high-frequency magnetron sputtering of a metal
cobalt target in the atmosphere from a mixture of gases
consisting of 70 % argon and 30 % oxygen at room
temperature. On the resulting layer, a layer of aluminum
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is deposited as a reduction metal by the method of low-
frequency magnetron sputtering in an atmosphere of
pure, not less than 99.99 %, argon, after which vacuum
annealing of the resulting two-layer film is carried out
at a temperature of 700 °C.

EFFECT: technical result consists in simplifying
the technology of film production, there is no
agglomeration of magnetic nanogranules, providing the
ability to synthesize films with magnetic nanogranules
of a given size from one to hundreds of nanometers
with a small dispersion of magnetic nanogranules.
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M3006peTeHre OTHOCUTCS K TEXHOJIOTUSIM TTOJTYYeHUSI TOHKOTUICHOYHBIX MaTepHAajIoB,
COCTOSIIIIUX U3 HAHOTPaHYJI peppOMArHUTHOTO METAJIIa, BHEIPEHHBIX B OKCUIHYIO MAaTPHILY,
1 MOKET MPUMEHSITHCS 171 pa3pa00TKH HOBBIX (DYHKIMOHAIBHBIX 3JIEMEHTOB B CIIMHTPOHUKE,
HAHOTEXHOJIOTMH, a TAKXKe AJIS CO3AaHUs DJIEMEHTOB MArHUTHOM ITaMSITH U KATAJIMTUUSCKU
AKTUBHBIX TOKPBITHH.

W3BecTHBI pa3IMUHbIC CIIOCOOBI MMOTYYEHUS MATHUTHBIX HAHOT PAHYJIMPOBAHHBIX
(HAHOKOMITO3WUTHBIX ) TOHKUX IUIEHOK, COCTOSIIIIMX U3 MATHUTHBIX HAHOYACTHUL, PACITPEACTIEHHBIX
B HEMArHUTHOW MaTpHUIIE.

CyiecTByeT METO/ TOTYYEHUSI MATHUTHBIX HAHOKOMITO3UTHBIX MATEPUAJIOB ITyTEM
OCQX/ICHUS Ha MOJI0KKY U30JIMPOBAHHBIX KJIACTEPOB MATHUTHBIX HAHOYACTHUIL] U ITIOKPBITUS
KJIacTepOB u3oJmpyrommm ciioeM [mateHnt US 8273407 B2, MIIK B0O5D 1/12, BO5D 1/36,
ony06u1. 25.09.2012].

OCHOBHBIM HEJOCTATKOM JAHHOT'O U300 PETEHUS SIBJISIETCS CIIOKHOCTb TEXHOJIOTHH,
BKJIFOYAIOIEH B ce0sl CriequaIbHYI0 TPYAOEMKYIO MTOJATOTOBKY MOJIOKEK, & TAKKE
WCTIOJIb30BaHUE METOAMK XMMHUYECKOTO U (PU3UUECKOT0 ITapo(a3HOro oca1eHusl, TPUBOISIINE
K BBICOKOI ce0eCTOMMOCTH JAHHOT'O METO/IA.

N3BecteH criocob moyueHrss HAHOTPaHYJIMPOBAHHBIX MATHUTHBIX IJIEHOK [maTeHT US
7060374 B2, MIIK HO1F 10/00, HO1F 10/32, omty6:1. 13.06.2006] MeTOA0OM OTHOBPEMEHHOI'O
MAarHeTPOHHOT'O pacHbUIeHUs1 MeTajundeckoi (Hampumep, Co, Fe, Ni) 1 okcugHoM
KepaMU4ecKor MullieHu (Harpumep, Al,O3, MgO). [Tpu aTtom popmupyetcs

HAaHOTPAHYJIMPOBAaHHAS TJICHKA C pa3MepaMU MAarHUTHBIX TpaHyI 10 10 HM U OKCHITHOM
npocnorkon 0,5-1,5 HM Mex1y HUMMU.

K HemocTaTkaM M300peTeHHs MOKHO OTHECTH MaJIbIM TUATia30H pa3MepOB MOIyYaeMbIX
HaHOT'PAHYJI U HU3KYIO TEPMHUUECKYIO CTAOMILHOCTh MaTepHasa, POSsBIISIIONIYIOCS B
arJoMepanyy HaHOTPaHYyJI IIPHU HAaTPeBe.

Hawnbonee 0113KUM aHATIOTOM, IIPUHSATHIM 3a IPOTOTHII, SIBJISIETCS CIIOCOO MOJTYYCHUS
TOHKHUX (heppOMarHUTHBIX TIEHOK Co-ZrO, ¢ TOMOIIBIO TEPMUTHOMN PeaKIUA MEXTY

OCQXKJICHHBIMU HA TEPMOCTOUKYIO MOJIOKKY CJIOSIMUA OKCH1a KoOanbTa u nupkoHus [V.G.
Myagkov, V.S. Zhigalov, L.E. Bykova and others. Thermite sinthesis and characterization Co-
710, ferromagnetic nanocomposite thin films. - Journal of Alloys and Compounds, 2016, 665,

¢.197-203.]. HegoctaTkoM 3TOTO CI10co0a SIBISIETCS CIIOKHASI TEXHOIOTUS ITOJIyUYEHUS IIJIEHKU
OKcuaa (heppOMArHUTHOTO METAJIJIA U €ro OoJiee HU3KAsl PeaKIMOHHAS! CIIOCOOHOCT,
CBsI3aHHAs C OOJIBIIIMM Pa3MEepPOM 3epHa, 00PA3YIOUIMMCS [TPU TEPMUUYECKOM OKHUCIICHHH.
3aayeit, Ha pereHue KOTOPOY HaIIpaBJIeHO U300peTeHUeE, IBIIsETCS pa3paboTka crnocoda
[IOJIYYEHUSI TOHKUX MAarHUTHBIX HAHOI'PAHYJIMPOBAHHBIX INIEHOK € 3aJaHHBIM pa3MepoOM
MAarHWTHBIX HAHOTPAHYJI, PABHOMEPHO PACIIPEIEICHHBIX B OKCUIHON MATpPULIE.

TexHUYeCKHM pe3ysIbTaTOM JAHHOT'O U300PETEHUS ABIISIETCS CIIOCOO MOIYUYEHUSI TOHKUX
MATrHUTHBIX HAHOTPAHYJIMPOBAHHBIX INIEHOK, B KOTOPOM YIIPOIIAETCS TEXHOJIOT U IOy YEHUS
IJIEHOK, OTCYTCTBYET arjIoOMepanys MAarHUTHBIX HAHOTPAHYJI, CYIIECTBYET BO3MOKHOCTD
CUHTE3a IUIEHOK ¢ MArHUTHBIMU HAHOTPAHYJIAMU 3aJAaHHOI0 pa3Mepa OT €AUHUIL 10 COTHU
HAHOMETPOB € MaJIOH JUCTIEPCHOCTHI0 MATHUTHBIX HAHOTPAHYIL.

TexHuueckuit pe3yabTaT JOCTUTAETCs TEM, UTO B CIIOCOOE MOJTyUYEeHUSI TOHKMX MAarHUTHBIX
HAHOTPAHYJIMPOBAHHBIX IJICHOK, BKIIOYAIOIIEM IIOCIEA0BATEIBHOE OCAXKIACHUE HA
TEPMOCTONKYIO MOJIOKKY TOHKOM TUIEHKH OKCUAA (DepPOMATHUTHOTO METAJIJIA U CII0A
METa1a-BOCCTAHOBUTEIIS IPU KOMHATHOM TEMIIEPATYPE U IMOCIEAYIOIIMIA BAKYYMHBIA OTKUT
MOJTyIE€HHOM IBYXCIIOMHOM TJIEHKH, HOBBIM SIBJISIETCS TO, UTO CJION OKCHIIa (PeppOMArHUTHOTO
MeTaJljla HAHOCAT BICOKOYACTOTHBIM MarHETPOHHBIM PACIBUICHUEM METAJUIMYECKON
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KOOaJIbTOBOM MUIIIEHH B aTMOC(epe CMecH ra3oB, coctosieit u3 70% aprona u 30%
KHMCIIOPOAA, ITIPY KOMHATHOHN TEMIIEPATYPE, HA ITOJIyYEHHBIH CJIONM B KAYECTBE METaJlla-
BOCCTAHOBUTEIISI OCAXKIAIOT CJION A TFOMUHUSI HI3KOYACTOTHBIM MATrHETPOHHBIM PACTIBLIIEHUEM
B aTMOc(epe uucToro, He MeHee 99,99%, aproHa, mocje 4ero BAKyyMHbINM OT)KUT TIOJTyYeHHOM
JIBYXCJIOMHOM TIJIEHKH BBITIOJIHSIOT ITpu TeMrepatype 700°C.

ConocTaBUTENBHBIN aHATIU3 C TPOTOTUIIOM ITO3BOJISAET CAENIATH BBIBOJ O TOM, YTO
3asBIISIEMOE U300PETEHNE OTIIMYAETCS] OT U3BECTHOTO TEM, YTO CJIOM OKCHAA PepPOMATHUTHOTO
MeTaJljIa HAHOCSIT IPU KOMHATHOM TEMITEPATYPE METOJIOM BICOKOUACTOTHOI'O MATHETPOHHOT'O
PaCIbUICHHUST METAJUIMYECKOM KOOAIHTOBOM MUIIICHU B ATMOC(EpPEe CMECH Ta30B, COCTOSIIIEH
u3 70% aprona u 30% KucI0po/ia, U MOJIYYEHHbIN ABYXCIIOMHBIN 0Opa3ell oaBepraeTcs
BaKYyMHOMY OTXUIy npu Temriepatype 700°C.

[Tpu3zHaku, OTIMYAIOIIKME 3a5BIIIEMOE PEIIEHUE OT TPOTOTHUIIA, 00ECTIEUMBALIOT 3a5IBIIIEMOMY
TEXHUYECKOMY PELLIEHUIO COOTBETCTBUE KPUTEPHUIO «HOBU3HA».

ITpusHaku, oTIMUAIOIIKE 3aBIISIEMOE PELICHUE OT TPOTOTUIIA, HE BBISBIICHBI IIPU U3YYEHUH
JIPYTUX U3BECTHBIX TEXHUUECKUX PELICHUM B TaHHON 00JIACTH TEXHUKH U, CIIEIOBATEIBHO,
00€CneynBaloT €My COOTBETCTBUE KPUTEPUIO «U300pETATEIbCKUN YPOBEHb».

N300perenue nosicusgercs purypamu. Ha ¢ur. 1 npeacraBiena mukpodoTtorpadus u
rUCTOrpaMMa pacrpeiesieHus] pa3MepoB HaHOTpaHyJ1 KobanbTa s rmieHku Co-Al,O5 ¢

TONIIMHOMN UcxoaHOTO citost Coz04 15 HM. Ha ¢ur. 2 - muxpodoTorpadus u rucrorpamMma
pacrpeneieHus pa3MepoB HAHOTpaHyJI Kobanbta s ieHku Co-Al,O3 ¢ TOMIMHOMN
ucxogHoro cios Coz0y4 80 HM.

CyIHOCTh U300peTEeHUS 3aKIIF0YAETCS B IMIPOBEACHUN METAINIOTEPMUYECKOM peaKIy B
TOHKHUX JBYXCIIOMHBIX TUICHKAX, COCTOSIIMX U3 CITOSI OKCHIa peppOMAarHUTHOTO MeTallIa
(Fe»03, Co304, NiO) u cnost Metamna-socctanoBurens (Al, Zr, In, Mg, Ti u ap.), XuMU4eCKH

3HAYUTENILHO 00Jiee AaKTUBHOTO, YeM BOCCTAHABIMBAEMbII METAJLI, ITPU MOBBIIIIEHHBIX
teMriepaTtypax. Ciioi okcuaa (peppoMarHuTHOrO MeTaJljIa MOJTyYaroT IyTeM PEaKTUBHOTO
BBICOKOYACTOTHOI'O MATHETPOHHOI'O PACIBUIEHUSI METAJUIMYECKON MUIIIEHN B CMECH T'a30B
aproH (70%) + xkucnopo (30%) npu komHaTHOM TeMiiepaType. Ci1oi MeTallj1a-BOCCTAHOBUTEIIS
TaKXKe OCAXKIAIOT METOJOM MAarHETPOHHOTO PACIIBIIIEHUS, HO B aTMOC(epe UUCTOr0, HE MEHee
99,99%, aproHa nipyu KOMHATHOM (WJIM HUXKE) TEMIIEPATYPE IS IPENOTBPALIECHUS
MPEXKIEBPEMEHHOTO UHULMMPOBAHUS PeAKIUU MeX Ay c10IMU. COOTHOIIECHUS TOJIIIUH
peareHTOB OMpeIeseTCs CTEXHOMETPpHUel XuMHuueckoi peakuuu. CuHTes
HAHOTPAHYJIMPOBAHHBIX INIEHOK OCYLIECTBIISIETCS METOOM BAKYYMHOI'O OT>KUI'a ITOJIyYEHHON

JIBYXCIIOWHOM IJIEHKY ITPU OCTATOYHOM JaBJICHUM B KAMEPE HE HUXKE 10°° Topp u TeMmiepatype,
MIPY KOTOPOI BOCCTAHABIIMBAETCS MAKCUMAITBHO BO3MOYKHOE KOJTMUECTBO (DePPOMAarHUTHOTO
MeTaJjlla B BUe HaHOTpaHy1. JJ1s KaX10ro TUIa MarHUTHBIX HAHOTPaHYJIMPOBAHHBIX ITICHOK
TemnepaTtypa oTkura Ty MHIMBUAYaIbHA U TOAOUPAETCS SKCIIEPUMEHTANIBHO B IIPOLEcce

UCCIIEJOBAHUS peakLUuu (Hanpumep, A1 ieHok Fe-In,O3 Tomx=250°C, Fe-ZrO,
Torx=500°C, Co-Al,O3 ToTx=700°C). Bpems otxura cocrasisier 60 MunyT. [1pu 3TOM

pa3Mep MarHUTHBIX HAHOTPaHYJI, GOPMUPYIOITUXCS TP BAKYYMHOM OTXKHIe, HAIIPSIMYIO
3aBHCUT OT TOJIIIIMHBI HCXOTHOTO CJIOS OKCHIa (peppOMArHUTHOTO MeTaiuia. Bapeupys
TOJIIIMHY MOKHO CUHTE3UPOBATh HAHOTPAHYJIMPOBAHHBIE INIEHKH C PA3MEPOM MAaTrHUTHBIX
TpaHyJ OT €IUHMIL IO COTHA HAHOMETPOB.

[Tpumep ocyiiecTBiaeHUs

ITonyyenre HaHOTPaHYJIMPOBAHHBIX TOHKMX MAarHUTHBIX INIEHOK Co-Al,O3

Tonkue meHku Co-Al,O3 U3roTaBIMBAIUCE B CIEAYIOLIEH TEXHOIOTUYECKOM
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MOCJIE0BATEIbHOCTH:
1) moy4yeHue TOHKOM miIeHKH okcnaa koodanbra Co304: ToHKad miieHka Coz04 oayvyaercs

MMyTE€M BBICOKOYACTOTHOI'O MATHETPOHHOT'O PACHBUIEHUSI METAJIIMYECKONM KOOAIThTOBOM
MMIIIEHU B cMecH ra30B aproH (70%) + kucinopon (30%) nmpyv KOMHATHOM TeMIIEpaType,

JIABJICHUU I'a30B B KaMepe MopsIKa 3x1073 Topp, momHocTr 100 BT 1 ckopocTH HanbUIEHUS
nopsiaka 1,3-1,4 HM/MuH. B kauecTBe MOI7T0KKHA MOYKET MCTIOIB30BAThCS JTFOOO0M TEPMOCTONKUMN
MAaTepUaJl, HE BCTYITAIOLIMIA B PEAKLMIO C MATEPUAIIAMU TUIEHKH (ITOJIMKPUCTAIUIMYECKUI OKCH/T
AJIFOMUHUS, KBAapll, TEPMOCTOMKHKE cTekia, MgO);

2) ocaxKJIeHUE CII0S1 AIIFOMUHMS NTOBEPX IIeHKU Co304 IyTEM HU3KOYACTOTHOTO

MarHEeTPOHHOT'O pacHbUICHUS B aTMochepe YucToro (99,99%) aprona mpu KOMHATHOM

TEMIIEPATYPE, JaBJIEHUH aproHa B KaMepe MopsaKa 3x107> Topp, Toke 0,1 A u ckopocTu
HAIIBUJICHUS ITOPSAAKA 7 HM/MUH;
3) BAKYYMHBIH OT>KMI ITOJIyYEHHON ABYXCIIOMHOM ruieHku Co304/Al ipu Temnepatype

700°C B Teuenue 60 MUHYT IIPU OCTATOYHOM JABJICHUM B KaMepe MopsiaKa 10°° Topp,
HEOOXOAUMBIH ISl IIPOBeaeHUs: TepMUTHOM peakuuu: 3Co304+8Al — 9Co0+4Al,03.

[ToyyeHHBbIE TOHKHME MATHUTHBIE TUICHKHU, COJIEpKAIllMe HAHOTPAHYJIbl KOOAIbTa,
BHEAPEHHbBIE B MATPUILLY U3 OKCU/IA ATTFOMUHUS U3yYaJIMCh HA MPOCBEYMBAIOLIEM 3JIEKTPOHHOM
mukpockorie HT-7700 Hitachi mpu yckopsiromem Hanpsikenud 100 k3B, Ha ¢ur. 1 BugHo,
YTO MOJIYYEHHbIN MaTEepUal COJICPKUT HAHOTPAHYJIbI KOOAIbTA, CPEAHUN pa3Mep KOTOPBIX
20 uM, Ha ¢ur. 2 - cpeAHMIt pazMep HaHorpaHy1 150 HM. YacTuibl paBHOMEPHO pacipeieeHbI
B OKCUJHOW MaTpHUIIE.

(57) ®opmyna u300peTeHUst

Cnoco0 nostyd4eHus TOHKMX MarHUTHBIX HAHOI'PaHYJIMPOBAHHBIX IIJIEHOK, BKIIIOUAIOIIUI
IIOCIIE0BATEIIBHOE OCAXKICHNUE HA TEPMOCTOMKYIO ITOJIOKKY TOHKOM IIJIEHKH OKCUIIA
(dbeppOMarHUTHOT O METAJLIA U CII0SI MeTaJlla-BOCCTAHOBUTEIS TPU KOMHATHOM TEMIIEpaType
Y IIOCJIEAYIOIIMNN BAKYYMHBIN OTKUT IMOJIYYEHHOM JIBYXCIIOMHOM IJIEHKU, OTJIMYAFOIIUNACS TEM,
YTO CJIOM OKCHIa (heppPOMATHUTHOTO METAJIa HAHOCST BHICOKOUYACTOTHBIM MAarHETPOHHBIM
pacnbUIEHUEM METANIMYECKOM KOOATbTOBON MUILIEHU B aTMOC(hepe CMecH ra3oB, COCTOSILEH
u3 70% aprona u 30% xuciaopoa, Ipyu KOMHATHOW TEMIIEPATYpE, HA IMOJYUYEHHBIN CII0M B
Ka4yeCTBE METAJIJIA-BOCCTAHOBUTESL OCAXKIAIOT CIIOW aJTFOMUHUS HU3KOYACTOTHBIM
MAarHEeTPOHHBIM PACHBbUICHUEM B aTMOC(Epe YUCTOro, He MeHee 99,99%, aproHa, 1ocJje 4ero
BAKYYMHBII OT)KUT TTOJTyYEHHOM IBYXCIIOMHOM IJIEHKHU BBIMOJIHSIOT pu TeMrepatype 700°C.
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