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C nomowwto macHempouHo2o pacnviieHusi Komnosumuou Ni—C-muwienu Oviiu gvipauye-
Hbl mpu epynnsl naeHok ¢ omuowenuem C/Ni (vol.%) = 30/70; 40/60; 60/40. Memoodom
amomuou cunosou muxpockonuu (AFM) ycmanoenen knacmepmwiii xapaxmep ocajicoe-
HUSL NJIEHOK HA NOBEPXHOCMb NOON0JCKU. Penmeenocmpyxmypuviil ananus mpex epynn
NIEHOK NO3601UNL UCCLE008aMb GIUSAHUE MEMNEPaAmypbl NOOJONCKU HA CMPYKMYPY U
pazmep HAHOKPUCMALIUMOE HUKEIsl ¢ Y2lepOoOHOU 000104KOU, KOmopbvle hopmupyiom
naeHxy. MHOYyKmugHo-4acmomHtviM Memooom UMepena HAMASHUYEHHOCTHb HAChIUeHUs

4 Mg HuKkenesbIX HAHOYACMUY U U3YYEHA ee 3AGUCUMOCTb OM MeMnepamypbl HOOIONHCKU.
Ilokaszano, umo nieHKu ¢ MUHUMATLHOU KOHYeHmpayuel yenepooa nposasiaiom gheppo-
MAZHEMU3M YoHce NPU OCANHCOCHUU HA XOIOOHYI0 NOON0XNCKY. Tlnenku ¢ ygeruueHHviM co-
oeparcanuem y2nepooa nposasiaion MasHemu3m npu 0CancoeHuy moabko Ha copadue noo-
JIOJHCKU.

KaroueBble ciioBa: HAHOKJIACTCPbI, MArHECTPOHHOC OCAXKACHHUC, TPOLICCCHI 3apom,1me06—
pa3oBaHuA, HAMarHM4Y€HHOCTh HACBIIICHUA

3a donomocoro macnemponnozo posnunenus komnosumuoi Ni—C-miwieni o6ynu supoujeti
mpu epynu naieox 3 gionowenusim C/Ni (vol.%) = 30/70; 40/60; 60/40. Memodom amom-
Hoi' cunosoi mikpockonii (AFM) ecmanogneno kiacmepHuii xapakxmep 0caodiceHHs NAi8OK
Ha nogepxHio nioknaoku. PewmeenocmpykmypHuili ananiz mpvox epyn niiok 003607U8
docnioumu 6nIU8 memnepamypu niOKIAOKU HA CMPYKMYpy i po3mip HAHOKPUCALIMIE
HIKeNo 3 8yeneyesoro 0DO0NOHKOI0, AKI (hopMyoms NaieKy. I[HOYKmueHoO-vacmomuum me-
MoOOM BUMIDAHO HAMASHIYeHicMb HacuyenHs 47TMg Hikenlegux HAHOYACMUHOK | BUBUEHO
iT 3anexcnicmo 6i0 memnepamypu nioxknaoxu. Iloxazano, wjo niieku 3 MiHIMAIbHOK KOH-
yeHmpayieio 8y2neyio GUABIAIOMb (HepomacHemusm 8xce NpuU OCAONCEHHI HA XOJIOOHY
nionoxcky. Ilniexu 3i 30inbueHuM 6MIiCMOM 8yeneyio BUSBIAIOMb MACHEMUM NPU 0Cao-
JICEHHT MINbKU HA 2apsiui NIOKAAOKU.
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1. BBenenne

[Tocne OTKpBITHS YriaepoAHbIX (YriaepoA-a30THBIX) HAaHOMATepuajaoB (HaHO-
TPpyOOK/HaHOBOJIOKOH) MHOTOYHUCIICHHBIE UCCIIE0OBAHMS MOCBALIATUCH N3YUYEHUIO
UX pOCTOBBIX MexaHu3MOB [1,2]. C TeXHONIOrMUeCKON TOUKHU 3pEHUs OCOOBIN HH-
Tepec MPEACTaBIAIOT TPYyOKH, 3alOJIHEHHBIE PAa3IMYHBIMU BUJIaMH MaTEpUAIOB,
Cpear KOTOPBIX HanOoJee BaKHBIMHU SIBIIIIOTCS MarHWTHBIE METaUIBl. B aTomM
cilydae HaHOTpYOKa UrpaeT poiib 00OJIOUYKH IS METANIMYECKO HAaHOMPOBOJIOKH,
HaXOJsIIEeNcs B OTHOJJOMEHHOM MarHUTHO-YTIOPSIIOYEHHOM COCTOSIHUU.

OO0b1uHBIe METOBI [3—5] MosTyueHust yriepoAHbIX HAHOTPYOOK C HAIlOJTHEHUEM
aTOMaMHU NEPEXOJHBIX METAUIOB TPEOYIOT UCIOJIb30BAaHUSI METAJUIMUECKUX KaTa-
an3atopoB, Bbicokux (900—-1100 K) TemnepaTyp pocTa U TEXHOJIOTHYECKH CIOXK-
HOHW TIOCTPOCTOBOK 00pabOTKH.

B To e Bpems HeoOXo1uMast aKTUBALUs YIJIEpOAa U a30Ta MPH BBIPALIMBAHUI
TaKMX MaTepuajoB BO3MOXKHA M B HU3KOTeMIlepaTypHou Ia3me. [locnennee sB-
JsieTcs BaXKHBIM (DPAaKTOPOM JUIsl HAHECEHMs STUX MaTepuasioB Ha MOJIMMEPHl U
Inpyrre 00BEKTHI ¢ HU3KOM pabodeil TeMnepaTypoi, 4TO 3HAYUTENILHO PaCIIUpPSET
BO3MOXXHOCTH UCIOJIb30BAHUS OJOOHBIX MaTepHaIOB.

AJBTEpHATHBHBIM ITyTEM TIOY4YeHUS] HAHOCTPYKTYP, MOAOOHBIX HAHOTPYOKam/Ha-
HOBOJIOKHaM, MOXKET ObITh OecKaTaJuTHYeCKuil MeTon (OpMUpPOBaHHMS HAHOKOJIO-
HapHBIX IUIEHOYHBIX CTPYKTYp. B 4acTHOCTH, MarHeTpoHHOE pachblieHue (METOJ,
COBMECTHMBIN C MOJYIPOBOJHUKOBBIMU TEXHOJOTUSMHU) MPH ONPEAETIEHHBIX YCIIO-
BUSIX POCTa MO3BOJISIET MOJyyaTh HAaHOKOJIOHAPHBIE MACCHUBBI U3 Pa3/IMUHBIX Mare-
puanos (yriepon, Metamibl). OcOOEHHO MHTEPECHBIMH OOBEKTAMH SIBISIOTCS THO-
PHUIHbIE HAHOKOJIOHAPHBIE CTPYKTYpBI, COCTOSIIME M3 HAHOKIACTEPOB «SIpOo—000-
JouKay», Takue kak MarHuTHbIN Metamt (Ni, Fe, Co), nmokpeitelit yriepogom. CTpyk-
Typa W CBOWMCTBA 3THX MaTEpHaJOB WHTEHCHBHO M3Y4alOTCS B CBSI3H C MHOToo0e-
IIAIOIIMM MOTEHIMAIBHBIM IIPUMEHEHUEM. YTJIEPOAHOE MOKPBITHE CIIOCOOHO o0ec-
NEYUTh OMOCOBMECTUMOCTD U MPEIOTBPATUTD ACTPAIAlMI0 U OKUCIIEHUE METasTnye-
CKHMX HaHOYACTHILl BO BPEMs UX XPAHEHUs! WU MIPAKTUYECKOTO UCTIOIb30BaHHUS.

B 2010 r. Hamu ObUTa pa3paboTaHa HU3KOTEMITEPATypHAs TEXHOJIOTHS TOyde-
HUSI KOJIOHApHBIX HaHOCTPYKTYp cucteMbl C—N, KOTOpbIEe pacTyT MepreHIuKyJIsp-
HO TIOBEPXHOCTH TOJIOKKHU M HE TPEOYIOT IPHUMEHEHUST METAUTMYECKUX KaTain3a-
TOpoB. [laHHast TexHoMorus 0a3upyercs Ha MarHETPOHHOM PACIbUIEHUH YTIiieposa
B HU3KOTEMIIEpATypHOU Mia3Me npu Temneparypax nomioxku 150-200°C [6-8].
Bbuto ycTaHOBIEHO, YTO KOJIOHApHBIE HAHOCTPYKTYpPbI 00Pa3yIOTCsl MPU HU3KHX
(120-200°C) temneparypax MOJAJOKKH, KOHIIEHTpauusx azora 4—10 at.% u xu-
ciopona 2-3 at.%. JlanpHeiie uccieaoBaHus MOKa3ald BO3MOKHOCTh MOJTyde-
HUS B HHU3KOTEMIIEpAaTypHOM IUIa3Me METAJICOJEP/KalIMX HAHOKOJIOHAPHBIX
ctpyktyp cucteMbl Ni-C-N [9,10]. Onnako cienyer MOAYEPKHYTb, YTO CTPYK-
TypHOE U (a30BOE COCTOSIHUS HAHOOOBEKTOB CO CTPYKTYpPOHl METalIn4ecKoe si-
po—yrieposaHas 000JI04Ka U3y4yeHbl HEJOCTATOYHO. JTO CBSI3aHO B OCHOBHOM C
MHOr000pa3neM CrnocoOOB CHHTE3a, KaXAbli U3 KOTOPBIX BHOCUT CBOM OCOOEH-
HOCTH B CTPYKTYPY TaKUX KOMITIO3UTOB.
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Ilenp maHHOM pPabOTHI cOCTOsUIa B MCCIENOBAHUU CTPYKTYPhl MU MarHUTHBIX
CBOWCTB THOpUAHBIX TUIEHOK Ni—C, CHHT€3UPOBAaHHBIX IPH HU3KOTEMIIEPATYPHOM
MarHeTpOHHOM OCaKICHHUH HUKEIb-YITIEPOAHBIX KIACTEPOB.

2. JKCHepuMeHT

HanokonoHapHble 1m1eHOuHbIE CTPYKTYpbl cucTeMbl Ni-C—N moydanu MeTooM
MarHeTPOHHOTO PACTIBICHUSI KOMITO3UTHOW HHKENb-YTJIEPOTHON MHIICHH B aTMO-
cdepe aprosa u a3oTa Ha MOJJIOKKAX U3 KBApLIEBOTO CTEKIa pa3Mepamu 5 x 10 mm.
Hcnonp30Bany raHapHbBI MarHeTPOH MOCTOSIHHOTO TOKA C TUIOCKUM KaToJOM U
KOJIBLIEBBIM aHOJIOM. PaccTosiHue OT MMILIEHH [0 MOJUIOKKH cocTaisuio 2.0 cm,
JiepKaTeb MOAJIOKKHU 3a3eMiisics. MOIHOCTh pa3psiia MarHeTpoHa MpH MOJy-
yeHnH oOpa31oB He npesbimana 20 W. JlaBiaeHue raza BHyTpH pOCTOBON KaMme-
pbl paBHsioch 26 Pa. Temneparypy moanokek Ais pa3iudHbIX 00pa3loB Baphb-
upoBaiu B npezenax 30-320°C, BpeMst pocTa INIEHOK — B npeaenax ot 10 s (mpu
HCCJIEI0BAHMSX MPOLECcca 3apoblle00pa3oBaHusl HAa MOBEPXHOCTU MOJJIOKKH)
1o 10 min.

B kauecTBe MHINCHHM NPUMEHSIIM IBYXIHCKOBYIO CTPYKTYPY, B KOTOpPOW Ha
CIUTOIIHON TUCK U3 rpadura (ductoroi 99.9%) HakmaabIBalu HUKEIEBbIM AUCK C
OTBEPCTUSAMHU. BBUIH BBIpAIeHbl TPH CEPHH IUICHOK ToimuHOW 10 100 nm, pas-
nnyatomuecs: otHomeHuem aromoB C/Ni (vol.%) (4 — 30/70, B — 40/60 u C —
60/40).

Mopdoaoruio noBepxXHOCTH IJICHOK UCCIIE0BAIN METOIOM aTOMHOM CHIJIOBOM
MUKPOCKOIIUU TIPH TOMOIIM 30HI0BOM HaHojaOopaTtopun Ntegra Aura. Pentre-
HOBCKMI aHaJIN3 MOJTy4YEeHHBIX 00pa3noB mpoBoauwin Ha ycraHoBke JIPOH-3 B Co
Ky-m3nydennn. HamMarHMueHHOCTh HACBIMICHUS MaTepHalia IJICHOK HU3MEpSIH C
IIOMOIIBI0 MHIYKTHUBHO-YaCTOTHOM yCTaHOBKM IO M3MEHEHUIO PE30HAHCHOW 4ac-
ToThl AF oc AM = f(H) xonebaTenbHOro KOHTYpa, B KaTyIIKy KOTOPOro MOMeIia-
mu obpaser [11].

3. Pe3yJabTaThl U 00Cy:KAeHUE

MeTto0M aTOMHOW CHJIOBOM MHUKPOCKOIHUHM HMCCJIEAOBAIM MPOLIECCHI 3aPOJIbl-
1e00pa30BaHus U IUHAMUKY POCTa HAHOCTPYKTYPHBIX TUICHOK cucTeMbl Ni—C—N
Ha TOBEPXHOCTH TMOMJIOKKH. [l 3THUX 1eneil Mbl MCIOJNb30BaU MOIOKKU U3
MOJIMPOBAHHOTO KBAPIIEBOTO CTEKJIA C IIEPOXOBATOCTHIO Mopsaka 1 nm. ITo nano
BO3MOXXHOCTh KOHTPOJIUPOBAThH CIIOKHYIO MOP(OIOTHI0 MOBEPXHOCTH IMOIyYae-
MBIX 00PA3I0B ¢ TOYHOCTHIO, TAK)KE CpaBHUMOH ¢ 1 nm.

Ha puc. 1 mpeacraBnensl n3o0paxeHuss moBepxHOCTH Ni—C—N-HaHOCTPYKTYp
nocise 30 u 300 s pocta, MOTyYEHHBIE METOAOM aTOMHOW CHJIOBOM MUKPOCKOIIHH.
Kak BugHo, mocne 30 s pocTa BCsi MOBEPXHOCTh MOJIOKKH MOKPBITA KIacTep-
HBIMH JIEMEHTaMH pazMepoM ~ 10 nm. DTo Mo3BOJIAET 3aKIOYUTh, YTO MPHU HC-
M0JIb30BAHHOM METOJI€ MAarHETPOHHOI'O PACIBUICHHUS] UMEET MECTO KJIAaCTEPHBIN
XapakTep HaMbUICHUS TUICHOK cucTeMbl Ni—C—N: Ha MOBEPXHOCTh MOJTIOKKH
OCaX/1al0TCs yxke c(hOpMUPOBAHHBIE B IIa3M€E KIIaCTEPhl paclbUIIEMOro MaTepuaa
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Puc. 1. AFM-n300pakeHus TOBEPXHOCTH TMOPUAHBIX HAHOCTPYKTYPHBIX MIeHOK Ni—C—N
TIpU BpeMeHH pocTa, s: a — 30, 6 — 300

HAaHOMETPOBBIX pa3MepoB. BO3ZHMKHOBEHHE KJIACTEPOB, OYEBHIHO, OOYCIOBJICHO
JIOCTATOYHO OOJBIIMM JaBjieHueM OydepHoro rasa [12] (B Hamem citydae ~ 26 Pa).
OTO AaBlIeHHME TOYTH HA TOPSIOK BBIIIE OOBIYHO MCIOIB3YEMOrO B 3KCIIEPHMEH-
Tax MO0 MarHeTPOHHOMY pachblIeHWI0 Tpu HuU3KkoH (20 W) MomHOCTH MarHe-
TPOHHOH TUTIa3Mbl. B pesynbrare HeOombInas 00JacTh IUIA3MbI XapaKTEPU3yeTCs
BBICOKOM KOHIEHTpAILMEN paclbUIEHHBIX aTOMOB. biaromaps 3ToMy npu OTHOCH-
TEJIbHO HEBBICOKOW TEMIIEpaType HAYMHAIOT MPOTEKaTh MPOIECCHl CaMOOpPTaHU-
3anuu — 00pa3oBaHKE B IUIa3Me KIACTEPOB M3 MaTepHalia MUIIeHU U OydepHOro
raza. [Ipu aToM mocieqHUIl HEmpephIBHO NPOKAYMBAETCS 4YEPE3 30HY paspsaa
maraerpoHa. CkopocTb TeueHus: OypepHoro rasa majua Mo CpaBHEHHUIO C TEILIO-
BBIMU CKOPOCTSIMHU €r0 aTOMOB M aTOMOB MHILEHH M HE OKa3bIBACT BIMSHUS Ha
KOHIIEHTPAIUIO U PacIpOCTPAaHEHHUE PACTIBUIEHHBIX aTOMOB.

Jauublii pe3ynbTar TpeOyeT MEepeOCMBICICHHS MPOIECCOB POCTAa HAHOCT-
PYKTYPHBIX IJIEHOK METOJOM MAarHeTpOHHOTO PaCHbUICHUS U MOCTPOCHHS HO-
BBIX MOjIeNIel, B YaCTHOCTU MOJIENICH poCTa HAHOKOJOHH M3 3apsKEHHBIX Kia-
CTEpOB.

Ha puc. 1,6 npuBenensl 3D-u300pakeHus MOBEPXHOCTH IMJICHKH, MOTyUYCH-
Hoi mocye 300 s pocra. XOpoIlIO BUIHA «OCTpash» Hrojbyatras CTPYKTypa,
chopmMupoBaHHAS OTACITHPHBIMU TOHKUMU HAaHOKOJOHHaMU. [[s1 9TOW moBepx-
HOCTH XapaKTepHO HOpMajbHOE (rayccoBO) pacHpeiesieHHEe BBICOT HaHOKO-
JIOHH Ha BBIOpaHHOHN 00JACTU CO CPETHUM 3HAYCHUEM BBICOTHI, KOJICOTIOIUM-
ca ~ 50.9 nm. Onnaxo 80% pe3kux nepernagoB KOJOHAPHBIX 00pa3oBaHUil 3a-
KIIIOYeHBI B nuamna3zone BeICOT OT 30 mo 70 nm. Cpennss apudmernyeckas 1ie-
poxoBarocTh (1o ISO 4287/1) ans nmanHO# oOmacTu cocTtapisier Sa = 8.6 nm.
[Ipu sToM Qypbe-aHanu3 CTPYKTYPhl HE BBISIBUI OJIMKHETO TOPSAKA TaKOH
Mop(hoJIoTHH.

OcTtanbHble HCCIEI0BAHUS, KPOME IMPOLIECCOB 3apobliieo0pa3oBanusi, ObLTH
BBITIOJTHEHBI Ha IUIEHKAX YIOMSHYTBIX Tpex cepuid 4, B u C, KOTOpbIE OCaXIajlu B
tedenue 10 min. AHanu3 qudpakTorpaMm IJICHOK Cepuu A MOKazal, YTo MPUCYT-
CTBYIOT TOJBKO pediekchl, coorBeTcTBytonme (111), (200) u (220) mmockocTsm
I'K-pemerku nukens (puc. 2,a). [locTosinHas pemetku coctapuna 3.529 A, uto
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Puc. 2. Bnusiaue TeMnepaTypbl MOAN0KKH 15 Ha PEHTTEHOBCKYIO nudpakuuio (a: Ts, °C:
1-30,2-95,3-150,4—-200,5—300) u pazmep D (6: 0 —Ni (111), ® — Ni (200)) Ni-
HAHOKPHCTAJUIUTOB IICHOK TPYIIIBI A

ONM3KO K 3HAYEHWIO 11 oObeMHoro Hukens (3.56 A). Ormmume 3akmrodaercs
JMIIG B HEKOTOPOM YIIMPEHUU PEHTI€HOBCKUX PE(IIEKCOB. DTO CBUIETEIHCTBYET
O CpPaBHUTEIBHO MaJloM pa3Mmepe Ni-KpHCTAUIUTOB, U3 KOTOPBIX IOCTPOEHBI
IUIEHKU. B TO e Bpems Hanuumle B COCTaBe IJICHOK YIJIEPOAa CBUACTEIBCTBYET,
KaK 3TO MOKa3aHo B paboTtax [1,2], o CyIecTBOBaHUHU YTIEPOTHON 0OOJTOUYKH BO-
KPYT HAHOKPUCTAJUIUTOB HUKEJISL.

Ha puc. 2,6 mpuBeaeHbsl 3aBUCUMOCTH pa3Mepa DD HaHOKPUCTALTUTOB Ni HU-
KEJIb-yTJIEPOIHBIX TUICHOK ceprH A (OLEHMBAIM MO YIIMPEHUIO PEHTTEHOBCKUX
pedaekcos no popmyie [edas—Illeppepa) or Temneparypsl noanoxku 7. C mo-
BbIlLICHUEM 7§ pazmep D MJIaBHO yBEJIMYMBACTCS M MMEET Pa3JInUHbIe 3HAUCHUS
s peaexcos (111) u (200). Cnenyer OTMETUTH, UTO IIPU HU3KUX TeMIepaTypax
TaKOTO Pa3IMyus HET. DTO YKa3bIBAET HA TO, UYTO MPH HU3KUX TEMIEpaTypax oca-
KJ1aeMble Ha MOJUI0XKKY KJacTepbl UMEIOT chepruuecKyto popmy.

JudpaxTorpamMmsl miaeHoK cepuu B (puc. 3,a) MOKa3bIBAIOT, YTO MJIEHKHU, OCa-
KJIEHHBIE TIPU BBICOKUX TEMIIEpaTypax MOAJIOKKHU U COJepKalllie B CBOEM COCTa-
Be 40 vol.% yrnepoma u 60 vol.% wuxens, puxcupyror ['IIK-dazy wukens. [Ipu
Temneparypax noainoxku < 150°C naOmromaeTcst mosiBieHUE pediekCoB HOBOH
¢a3sbl, KoTOpas Obu1a uaeHTHGUIMpoBana Hamu Kak NiO.

MOXHO MpearnoaoKuTh, 4YTO MOBIIIEHNE KOHIIEHTPALUHU yIIepo/ia B IUIEHKAaxX
BBI3BIBACT M3MEHEHUE CTPYKTYPHI YIIIEPOJHOTO MOKPHITUS HUKEIEBBIX HAaHOKIIA-
CTEpOB. YBeJIMUEHHE KOHLEHTpAUK yriepoja B HaHokiacTepax Ni—C npuBoauT
K TOMY, 4TO YTJIEPOAHBIE O0OJOYKH BOKPYT HaHOKPHUCTAJUIUTOB METaylia HE SB-
JSIFOTCS. 3aMKHYTBIMH, @ COCTOSIT U3 HECOBEPILEHHBIX M30THYTHIX ()ParMeHTOB C
HaJm4reM 1op. BenencTBue 3Toro mpu B3auMOJIHCTBUN HAaHOKJIACTEPOB C aTMO-
cdepoil TpOUCXOAUT OKUCIEHUE HUKesd. PocT Temmeparypsl MOAJIOXKKU MPUBO-
JUT K YBEIMUEHHUIO TOJIIIMHBI YTIEPOJHON O0O0JOYKH U TOBBIIIAET CTETIEHb YIO-
PSIOYEHHOCTH HCKPHUBIICHHBIX YTJIEpOIHBIX (parmMeHToB M 3amumaer Ni-
KPHUCTAJUTUTHI OT OKHACIICHUSI.

106



®du3nKa 1 TEXHUKA BbICOKHX AaBJjieHuii 2015, Tom 25, Ne 34

NiO (200)

Intensity, arb. units

3 .
2 : !
1 ¥
45 50 55 60
20, deg
a o

Puc. 3. BousHue temnepaTypsl MOMIOXKKH Ts HA PEHTTEHOBCKYIO AM(PPAKIUIO TUIEHOK
rpymn B (a: Ts, °C: 1 —130,2-170,3 -320) u C (6: Ts, °C: 1 —210, 2 — 250, 3 — 265)

Judpaxrorpammel mieHok cepuu C (puc. 3,6) MOKa3bIBAIOT, YTO TUICHKH, OCAXK-
JICHHBIE TIPH TeMIIepaTypax Moanoxkku Hike 250°C u copeprkallue B CBOEM COCTa-
Be 60 vol.% yraepona u 40 vol.% nukens, pukcupyroT ['TIY-hasy kapOuma HuKes
Ni3C. Ilpu noBelllIeHUH TEMIIEPATYPBl IPUCYTCTBYIOT TOJNBKO pe(IeKChl, COOTBET-
ctByromue (111), (200) u (220) mmockoctsam 'IIK-pemetkn Hukens (cm. puc. 3,0).

Ha puc. 4 npuBeneHbsl 3aBUCUMOCTH pa3Mepa ) HaHOKPHUCTaUIUTOB KapOujaa
Hukens NisC ot temnepaTypsl mouioxku Ni—C-tuteHok cepuu B. C pocToM TeM-
nepaTypsl pa3Mep KpUCTAJUIUTOB YBEIMYMBAETCS, U CYLIECTBYET KpUTHYECKas
temneparypa ¢ nou10kKu okojo 80°C, HMKE KOTOPOM pa3Mep 4acTUL] HUKES
npubnmxkaercss K Hyno. Cienyer OTMETUTh, YTO MPHU TEMIIEpPAType MOJUI0KKH
130°C MmbI HaOMIO1aeM KPUCTALTUTHI OKUCH HUKeNs. Ha puc. 4 npuBeneHs! 3aBu-
CHMOCTH pa3Mepa HaHOKPUCTAUTMTOB B HampasieHuu (113) ot temmeparyps
nomoxku Ni—C-merok cepuu C. Ilpu moBwimeHun TemmepaTypsl oT 170 1o
250°C pa3Mep KpUCTAUIUTOB PE3KO YBEIMYUBAETCS, U CYIIECTBYET KPUTHUECKAS
temriepatypa T¢, momtoxku okosio 150°C, Huxke KOTOpoi pa3Mep dacTull Kapou-
Jla HUKEJsI TPUOIMKAeTCs K HyJIO.

Mcnonb30BaHue MHAYKTUBHO-4aCTOTHOI'O METOJIA MTO3BOJISET NPSIMO U3MEPUTh
HaMarHUYEHHOCTh HachieHus 4nMg deppomarautHoro obpasma [8,11]. Bos-
MOYKHOCTH MeToJia 00yCIIOBIICHBI IIIEHOYHOH (opmoii oOpasma. Ilpu 3Tom Hamu-
Yyle HEMarHUTHBIX NpUMecell (Hampumep, yriepoja) He HCKaKaeT pe3yJbTara
u3MepeHuil. HamMarHMueHHOCTh HACBIIICHUS BCEX OOpa3LOB OMNpEACIsUId MPH
KOMHATHOM TeMIrepaType.

Puc. 5 ¢ukcupyer BIMsgHUE TeMIepaTypsl MOAJIOKKU 15 BO BpeMs pocTa Iuie-
HOK Ha HAMAarHUYE€HHOCTb HAChIMEHUA 4nMg UX (eppoOMarHUTHOW COCTABIISIO-
mieit g Becex Tpex rpynn rieHok Ni—C. Kak Bunum, mieHku rpynnsl 4 ¢ Hau-
MEHBIIUM COJIEP’KaHUEM YIJIEpO/a MPOSIBIIAIOT (peppoOMarHeTU3M yke MpH OCax-
JICHUH Ha XOJIOJHYIO MOMJIOKKY. DTOT pe3yibTaT NOATBEPKIAECT JAHHbIE PEHTTe-
HOBCKOW Au(pakuuy, mpeacTaBlieHHbIe Bbllle Ha puc. 2, rae Ni-(aza ¢puxcupyercs
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Puc. 4. Biusiaue temnepaTypsl MOANI0KKH 1 Ha pazMep D Ni-HaHOKPHCTAIJIUTOB ILjIe-

HOK rpyni B () u C (A); By (®) — IUIGHKH TPYMITEL B MOCe OTKHUTa

Puc. 5. 3aBHCHUMOCTh HAMarHUYEHHOCTH HaCbhIIICHUS 4TEMS OT TEMIICPATYPhI MMOJJIOXKKHA

T nnst maenok rpynn 4 (m), B (8) u C (A) cuctemsl Ni—C; By, (¢©) — mieHku rpynmnst B
TI0CIIe OTXKUTA

YK€ JUIS CaMbIX HU3KHX TeMIepaTyp nouioxku. Hekotopoe yBenudenue 4nMy ¢
MIOBBIIICHHEM TEMIIEPATYPhI TIOIOKKN g TAKKE MOXKHO JIETKO OOBSICHUTD pa3Mep-
HbIM 3 exToM [8], CBSI3aHHBIM C POCTOM pa3mepa kpuctaumtoB D (puc. 2,0). an-
HBIE Pe3yJIbTAaThl XOPOIIO COTJACYIOTCs C MPEACTABICHUSIMU O TOM, YTO MPHU Ma-
JIOW KOHIIEHTpAaIMK yTiepoAa KIAcTepbl, OCAKIAIOMINECS Ha MOAJIOKKY, UMEIOT
cTpykTypy THna «Ni—siapo/C—obomoukay. Ilpuyem dopmupyrorcss oHu eme B
MarHeTPOHHOM TIa3Me IyTeM KPUCTAJUIM3AllMH aTOMOB HHKEIsS BHYTpU aMopd-
HOTO HUKEIb-yIIepoaHOro kiacrepa. C MOBBIIEHUEM TEeMIIEpaTyphl MOIOKKU
YBEIIMYMBACTCS pa3Mep HHUKEIEBOTO sAapa kKiactepa Omaromapst nuddy3noHHBIM
mpoleccaM Ha MOBEPXHOCTH MOAJIOKKH M PACTeT HAMAarHMYEHHOCTh HACHIIICHUS
4nMg xpuctannuToB. SIcHO, yTO Koraa pasmep Ni-KpUCTAJIIMTOB MPU TEMIEPATy-
pe Ts = 300°C gocturaeT MakKpOCKONMUYECKUX 3HaYeHUM, 4nMg npubimkaercs K
HaMarHMYE€HHOCTH 00BEMHOTO HUKEJIS.

B 10 xe Bpems mienku rpynm B u C ¢ OOJbIINM COJIEp>KaHUEM yTaepoaa mpu
OCaXJICHUH Ha XOJIOJHYIO MOJJIOKKY OKa3bIBAINCh HEMarHWTHeIMU. OHH Hauu-
HaIU TPOSBIATH (PeppoOMarHeTu3M IMPH OCAKICHHUM Ha HArpeThie IMOIIOXKKH.
[Mpuuem ¢ yBenmnuenumem otHomeHuss C/Ni pacTeT KpUTHYECKas TemIieparypa
BO3HUKHOBeHUs QeppomarHeTusma 7 npu C/Ni = 40/60 vol.% T, = 80°C, npu
C/Ni = 60/40 vol.% T, = 150°C. Obpamiaer Ha ceOsi BHUMaHUE U TOT (DAKT, YTO
10CJIe BO3HMKHOBEHHUS (hpeppOMarHeTH3Ma HAaMarHMYEHHOCTh BBIXOAWUT Ha HACHI-
IIEHUE M OCTA€TCSl HEM3MEHHOW B HEKOTOPOM JIMANa30He TeMreparyp. B nanbHeil-
meM npu 0oJiee BBICOKHUX TeMIIEpaTypax MOIJIOXKKH HAMarHWYEHHOCTb OCa)Kiae-
MBIX KJIACTEPOB OBICTPO paCTeT, MoKa npu Temmeparypax ~ 300°C He npubau3utces
K BEIMYMHE HAMAarHUYEHHOCTH 00bEeMHOro Hukess. Takoe moBeaeHue (eppomar-
HeTu3Ma MieHoK rpynn B u C MOXKHO OOBSICHUTH PAaCTBOPEHHUEM aTOMOB YTIIepoa
B HUKEJICBBIX KPUCTALTUTAX OCAXKIAEMBIX KJIACTEPOB MPU HATUYNH MArHETPOHHOM
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IU1a3Mbl ¢ 00pa3oBaHUEM CIIaA0OMAarHUTHOTO TBEPAOTO PAacTBOpa yriepoja B HUKE-
Je, a npu OOJIBIION KOHLEHTpAIMU yriepoja — 00pa3oBaHHMEM HEMarHUTHOM Kap-
OuaHOM (azbl. DTO NOATBEPIKAACTCS PE3yJIbTaTAMU PEHTTEHOBCKON TU(PPAKLIUH.

Puc. 3,a moka3piBaeT ymmpeHne U CIBUT B CTOPOHY MEHBIINX YTJIOB peduiek-
COB HUKeJeBOH (ha3bl A1 00pa3LoB U3 rPyNIbl B, MOTyUYeHHBIX PH HU3KUX TEM-
neparypax MoJJI0XKKU. DTO CBUJETENIbCTBYET, C OJTHOM CTOPOHBI, O MaJIOM pa3Me-
pe KpUCTAJUIUTOB HUKENIS, a C APYro — 00 yBEIMUEHUH MapaMeTpa KpUcTayinie-
CKOHM pemnIeTKr HUKENs M, 3HAYUT, 00 0clabJiecHUU OOMEHHBIX B3aMMOJICHCTBUH H
YMEHBLIEHUN HaMarHuueHHocTH. Puc 3,6 pukcupyeT rekcaroHanbHyio ¢a3y Kap-
6una Ni3C s o6pa3noB u3 rpynmsl C, Takke MOJYyYEHHBIX IPU HU3KUX TeMIle-
paTypax MOAJIOKKH.

OTMeTHM, YTO aHAJIOTMYHOE MOBeAeHUE (PeppOMArHUTHOIO MOMEHTa HaOJroa-
JIOCh HAMH B HUKEJb-a30THBIX MeHKax [13]. KpoMe Toro, HaMmarHn4eHHOCTh 3aBU-
CHUT OT pa3Mepa KpUCTAUIUTAa HUKEJIEeBOH (a3bl B LIEHTPE OCAXIAaeMOro KiacTepa.
CrioHTaHHBIN ()eppOMAarHUTHBIE MOMEHT BO3HHMKA€T TOJIBKO, KOIZa pa3sMep KpH-
CTJIUTA TNPEBBICUT HEKOTOPYIO KPUTHUYECKYIO BEIMUYHMHY [8]. MBI BuaUM, 4TO C
POCTOM KOHIEHTpALMK YIJIepo/ia MOBBIIIAETCS TEMIIEpATypa MOJI0KKH, ITPU KOTO-
poil ocTUraercss ynoMsiHyThli kpuTHyeckuil pasmep. [lomumo 3toro, ¢ yBenuye-
HUEM KOHILIEHTpPALMM YyTJIepoja HaMarHUYEHHOCTb YMEHBIIAETCS B TMOJIHOM COOT-
BETCTBUM C MOJIETIbIO, MpeArnoaratomieil oopazoBanie Bce 0ojiee HACHIIIEHHOTO
TBEPJIOTO PacTBOpa yriepoja B HUKeNe. B nanbHeieM ¢ MOBBIIEHHEM TeMIepa-
TYpbl HOIJIOKKH BHayajie MPOUCXOTUT KpUCTAIIM3AaLUs HHUKeNIeBOH ¢a3bl B OT-
JENBHBIX KJIacTepax M 4eM OoJbllie yIiepojia B COCTaBE OCAXIAEMOI0o KiacTepa,
TeM HM)KE€ HAMAarHMYE€HHOCTb HUKEJIEBOr0 KPUCTAJUIUTA U MEHbIIIe ero pasmep [13].
DTOT MPOIECC UMEET MECTO B JMara3oHe temreparyp nomioxku Is = 80—180°C
Jutst ToieHoK Tpynmbl B u 150-250°C — s menok rpymsr C. [lpu 6onee BEICOKUX
T, 6narogapst 1 dy3uOHHBIM IpoleccaM Ha MOAJIOKKE U BBIAEICHUIO YIJeposaa
U3 HUKeNeBOM (ha3bl, MPOMCXOAUT yBEITMUCHHE HAMATHWYEHHOCTH M CIUSHUE OT-
JENIbHBIX KJIACTEPOB C YBEJIMYEHHBIM HMKENEBBIM SAPOM M OOLIeH YTriiepoAaHOi
0005104KO0M. [[71 MOATBEpKICHNUS TAKOW MOJAEIH MbI BBIMOIHUIN SKCIIEPUMEHT 10
OTXKUry 00pa3LoB rpynmsl B. DKCIEPUMEHT MPOBOIMIN Ha BO3/AyX€ MPH TeMIiepa-
type 370°C B Teuenue 10 min. Pe3ynbTaThl SKCriepMMeHTa MPEICTABICHbI Ha pHC. 5
(kpuBas Bany). Kak Bugum, sTa KpuBas (puKCUpyeT yBeTHUCHHE HAMArHUIEHHOCTH
10CJIe OTXKHra Al 00pa3LoB, MOJYYEHHBIX IIPU HU3KUX TEMIIepaTypax MOJUIOKKH,
YTO MOATBEpKAaeT AU((y3NOHHBI MEXaHU3M pOcTa KPUCTALIMTOB HHKENS MpU
BBICOKHMX TeMmIepaTypax Mnoanoxku. O0 yBenudeHun pazMepa Ni-KpUCTaIIMTOB
CBHJICTEIBbCTBYIOT U PEHTTEHOBCKHUE JIaHHbIE JUI 00pa3IoB IPyIbI B, MOABEPrHY-
TBIX YIOMSHYTOMY OTXUIY (CM. pUC. 4, KpuBast Bypy).

[ToiydeHHbIe pe3yibTaThl MO3BOJSIOT CHAENaTh cieayromue BeiBoabl. [Ipu 0omb-
mmx otHomeHus X C/Ni ¢popMupyronyecs: B ia3Me HUKENIb-YIIEpPOAHbIC KIacTephl
MPECTaBISIOT co00i amopdHbIe oOpazoBanus B Buze cmecu atoMoB Ni u C. Ilpu
OCAKICHUM Ha XOJOJAHYIO MOJUIOKKY Takue KiacTepbl (POPMHUPYIOT HEMarHUTHBIC
wieHku. [Ipu Temneparypax moutoxku 7 HAYMHAIOT (POPMHUPOBATHCS HUKEIICBBIE
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(eppOMarHUTHBIE KPUCTAIIUTHI, IIpHueM 4yeM Bbiiie oTHowmeHue C/Ni, TeM Bblle
Tor. Cnemyer OTMETUTSD €11l IBe OCOOEHHOCTH, XapaKTepHbIe sl IVIEHOK Ipyn B u
C. IIpu manom pazmepe KpUCTAJUTMTOB HUKENS U HETUIOTHOW YTIIEPOTHON 000I0UKe
BO3MOJKHO IOJIHOE OKHCJIEHHE HEKOTOpOW WX uyacTd U mnosBieHue (aszpl NiO npu
BbIHECEHUU 00pa31oB Ha Bo31yX. MIMeHHO 3TO HabIroAaeTcs B IJIEHKAaX Ipymnsl B,
HOJyYeHHBIX Ipu TemmnepaType noioxku 130°C (puc. 3,a).

B mnenkax rpynmst C ipu temreparypax nomioxku 170-250°C 6narogaps BbI-
COKOMY COJIEp)KaHHIO YIJIepoJia B MAarHeTPOHHOM IUIa3Me B OCHOBHOM (hOpMHpY-
IOTCSl KJIACTEPBbI, CoJeprKalliie rekcaroHanbuyo ¢gasy kapouna NizC (cm. puc. 3,0),
a (peppoMarHUTHBIC KPUCTAILTUTHI HUKEIEBOH (Da3bl MMEIOT Majblil pa3Mep U XO-
POIIO 3allUIIEHbl YIIIepoaHoH obonoukoi. [Ipu Temneparypax MoJUI0KKH BbIILIE
250°C xapOu HHUKEIS pasllaraeTcs, U OCAKIAIOIINECS KIacTephl UMEIOT OOBIU-
HYIO CTPYKTYpY: KprcTamanueckoe Ni-sapo/yriepoHas 000J104Ka.

4. BoIBOIbI

Beipamenst Tpu rpynmnsl mwieHok cucteMsl Ni—C ¢ otHomeHneM C/Ni (vol.%) =
= 30/70 (rpymma A); 40/60 (rpynma B); 60/40 (rpymma C). ccnenoBanusi METO-
JIOM aTOMHOM CHUJIOBOI MHKPOCKOITMH MOKAa3ally, 4TO MPHU JaHHBIX YCIOBHUAX Mar-
HETPOHHOE OCWKICHUE TUICHOK HOCHUT KJIACTEPHBIM XapaKTep: Ha TOBEPXHOCTD
IOJUIOKKH OCAXKAAI0TCS yke chopMupoBaHHbIe B u1azMe Ni—C-kiacTepsl HaHO-
METPOBBIX pa3mMepoB. JludpakrorpaMMbl MIIEHOK rpynbl A GUKCHPYIOT a3y HU-
KeJsl, a C yBEJIMYEHHUEM TeMIepaTypbl MOJIO0KKH pacTeT pa3Mep KpUCTAJUIUTOB
Ni. {ns menok rpynmn B u C mudpakrorpaMMbl PUKCHPYIOT (ha3y HUKEIST TOJIBKO
IpY BBICOKUX TeMIIepaTypax MOI0KKH, HAa XOJIOIHBIX MOATIOKKAX (HOPMUPYIOTCS
IUIEHKU C HaHOKpucTauiuTamMu kapounaa Hukens Ni3C. MarHuTHble HU3MepeHHs
MOKa3aJii, 9TO 00paslbl TPynnbl A TPOSBISIOT (peppOMarHUTHBIE CBOMCTBA MPHU
OCaX/IEHUM Ha XOJIOJIHYIO TMOJJIOKKY, B TO BpeMs Kak [uid rpynn B u C ¢eppo-
MarHeTU3M BO3HHUKAET IPU JOCTHKCHUHU IMOJJIOKKOW HEKOTOPOW KPUTHYECKOU
temneparypsl ~ 80 u ~ 150°C coOoTBETCTBEHHO.
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LOW TEMPERATURE MAGNETRON DEPOSITION OF THE Ni-C
NANOSTRUCTURAL FILMS:
SYNTHESIS, STRUCTURE AND MAGNETIC PROPERTIES

Three groups of films with the ratio of C/Ni (vol.%) = 30/70; 40/60; 60/40 have been
grown up by means of magnetron sputtering of the composite Ni—C target. The cluster
nature of film deposition onto a substrate surface has been established by method of
atomic force microscopy (AFM). X-ray analysis of three groups of films has allowed in-
vestigating influence of substrate temperature on the structure and the size of the nickel

nanocrystallites with a carbon shell that form a film. Saturation magnetization 4ntMg of
nickel nanoparticles was measured by inductive-frequency method and its dependence on
the substrate temperature was studied. It is shown, that the films with the minimum con-
centration of carbon have ferromagnetism at deposition onto a cold substrate already. The
films with the increased concentration of carbon demonstrate the magnetism at deposition
only onto hot substrates.

Keywords: nanoclusters, magnetron deposition, nucleation processes, saturation mag-

netization

Fig. 1. AFM-images of hybrid Ni-C—N nanostructural films surfaces at growth time, s: a —
30, 6 —300

Fig. 2. Influence of substrate temperature 75 on X-ray diffraction mudpaximto (a: Ts, °C:
1-30,2-95,3-150,4-200, 5—300) and size D (6: o —Ni (111), ® —Ni (200)) of Ni-
nanocrystallites of 4 group films

Fig. 3. Influence of substrate temperature 75 on X-ray diffraction of B (a: Ts, °C: 1 — 130,
2-170,3-320) and C (6: Ts, °C: 1 —210, 2 —250, 3 — 265) groups films

Fig. 4. Influence of substrate temperature 75 on size D of Ni-nanocrystallites of B (&)

and C (A) groups films; By, (@) — B group films after annealing

Fig. 5. Dependences of saturation magnetization 4nMg from substrate temperature 7 for A4

(m), B (¢) and C(2) groups films of Ni—C system; B,,, (¢) — B group films after annealing
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