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IlokazaHo, 4T0 00paOOTKa HHUKEJIEBOW MHIIEHHM HOHAMHU a30Ta COIPOBOXKIA-
ercsi oOpa3oBaHMEM KPHUCTAUIMYECKOro HuTpupa TpuHukenas NisN Ha XOJI0mHBIX
MOBEPXHOCTSX, OKpYyXalommx MuimeHb. OCOOCHHOCTBIO CHHTE3a SIBIISIETCS HU3Kast
TeMIepaTypa HpOBEICHHs Ipolecca M oOpa3oBaHUE EAMHCTBCHHOW KpUCTaJUIMYe-
cKoii (opmbl HUTpuAa Hukessd. ITpomyKThl MCCIICOBAIMCH METONAMHU 3JICKTPOHHO-
30H/IOBOT'O, PEHTTEHOCTPYKTYPHOTO ¥ MarHUTHOTO aHAJTM30B.

PACS: 81.15.Gh, 52.40.Hf, 81.15.Jj, 81.10.-h

HM3BecTHO, 4TO IIpoIieccy CMHTE3a HUTPUAOB U3 AJIEMEHTOB MPEHATCTBYET
0oJBIIasi MPOYHOCTH CBSA3M ,,a30T—a30T“. HUTpUIB! HUKEIS MOTydaloT 00bIY-
HO 00paboTKON TOHKOOHWCIEPCHOTO IOPOLIKA HHUKEJsl B MOTOKE aMMHAaKa
Opy TOBBIICHHBIX Temneparypax [1]. Ilpum Temmeparypax 450—500°C
oOpasyeTcsi YepHO-Cepblil IOPOLIOK MMapaMarHUTHOTO HUTPHAA TPUHUKEIS
(NisN). Topomok NizN Takke MOXeT OBITb MOJIy4eH B YCJIOBHSIX CaMo-
pacmpocTpaHsomerocs: Beicokoremieparypsoro cuaresa (CBC) [2].

Cunre3 1wieHOK HaHOKpuctasummdeckoro NisN ommcan B pabore [3).
ABTOpBI MOJTyYaJll METOIOM HMMITYJIbCHO-IIJIA3MEHHOTO HAIbUICHUS IUICHKU
HUKeJI ToImUHON 45—70nm Ha CTEKJISHHBIX IOJUIOMKKAaX, UMEIOLIUX Ha-
yanbHylo Temmnepatypy 20°C. Ilnenku nuxens mmenu I'TIY crpykrypy u
He obJsiagamu (eppoMarHUTHBIME cBoHcCTBaMu. I1o yTBepiKIeHUIO aBTOPOB,
B NIPUCYTCTBHM a30Ta ¢ maByieHHeM 10 1.3 Pa mpoucxommio obpasoBanue
HuTpuna Hukens ¢ opmysoit NizN, I'TIV cTpykTypoit u HysleBoit Hamarau-
YEHHOCTBIO.

Hamu obHapyxen poct NisN m3 rasoBoii ¢assl B Bume o0Opa3oBa-
HHUf Pa3/MYHOrO rabuTyca Ha XOJIOQHBIX YacTsX, OKPY:KAIOIUX MHILIEHB,
KOoTOpas 0OJIy4yasach HMOTOKOM HOHOB a3oTa. Cxema 3KCIEePUMEHTAJIbHOMI
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Puc. 1. Cxema 5KCepHMEHTaIbHOM yCTaHOBKYU. /| — WCTOYHUK HOHOB MM-4-0.15;
2 — NOTOK MOHOB; 3 — 1103aTOp IOTOKA a30Ta; 4 — pabovas Kamepa; J — JIMHUA
OTKaYKM; 6 — IOOBEMHBIA CTOJIMK; / — HHUKeJIeBas MHUIICHb, 8 — CTEKJIHHAas
IUIACTHHA; 9 — HUKEJIeBOe KOJIBLIO.

yCcTaHOBKH MMoKa3aHa Ha puc. 1. Mcrounnk monos MU-4-0.15 , Pamuxan/
CO3MaBaJl aKCUAJIbHO-CHUMMETPUYHBIN ITydoK 2 (CpPemHHil THaMeTp BBIXOTHON
kosblieBoit mestn 100 mm). Ta3000pasHelil a30T MogaBajcs 4Yepes [03aTop
noroka 3 B TOJIOCTb, TI€ B CKPEUICHHBIX 3JICKTPMYECKOM M MarHUTHOM
MoJIAX B paspsae, Bo30YKTaeMOM MEXIy aHOIOM M KaTOIOM, 00pa3yloTcs
noHbl. B paboueil kamepe 4, BakyyMupyeMod uyepes JIMHHUIO OTKadKd J, Ha
MIOObEMHOM CTOJIMKE 6 pacrojiarajach MUIIeHb / U3 Hukesisgs mapku HII-0
B Bujie Aucka aumaMeTpoM 180mm u Toimuuoit 0.5 mm. Paccrosnue ot
BBIXOTHOM INEJIN YCKOPHUTEJIS 10 MUIIEHH C ITOMOIIBIO TIOABEMHOTO CTOJIMKA
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ycraHaBiuBajioch paBHbIM 130 mm. OOJydyeHHe MPOM3BOOWIOCH MPH HOH-
HOoM Toke OT 10 mo 30mA, paspsmgHOM HampspkKeHUH B UcTouHuKe 4kV
U [aBJICHNM OUHAMHIYECKOro paBHOBecHs B paboueil Kamepe B AMana3’oHe
4-1072—1- 10! Pa. MakciMyM MHTEHCHBHOCTH HOHHOTO TOKA Ha MHIIICHH
HabJmoascsd B KosiblieoOpasHoi obstactu pagmycom 30 mm. Temmepartypa
MUIIICHH, Pa30rpeBaeMoil HOHHBIM IMy4koM, He mpeBbimaia 90°C.

[IpoBenensl Be cepud OOJyYeHHWiA C TNepepblBaMH M HAKOIJICHHEM
MIPOAYKTOB cHHTe3a. Ha MoBepXHOCTH MUIIECHH 7 M OKPY)KAIOLIUX €€ 9acTaX
YCTaHOBKH MOKHO OBUIO HaOJIIONATbh POCT KPUCTAIMYECKUX 0Opa3oBaHMIl
B BHJIC BEPTUKAJIbHBIX WIJI, BOJIOKOH M Yenryek. [Ipum momemeHnn BOKpYT
MUIICHN BEPTHUKAJIBHBIX CTEKJIIHHBIX IUIACTHH &8 MPOMCXOAUT HallblJICHHE Ha
HUX 3€pKaJIbHO OTpakalollel CBeT uepHoil IieHku. [1o Mepe mponomkeHus
00paboTKl B 00JIACTSAX, PACHOJIOKEHHBIX OJIDKe K HHUKEJICBOW MHIIICHH,
HAWJIET NPEBPAIAeTCA B PHIXJIBIA CJIOH, JIETKO OTHEJSAEMBIA OT CTEeKJa.
PBIXJTBII HAJIET MOSIBIISIETCS TaKXKe W HA TIOBEPXHOCTH HUKEJIEBOTO Kojblia 9,
3aKpEIJICHHOr0 HAIlPOTUB TOBEPraeMoil HOHHOMY TPaBJICHHIO MUIICHM.

[ToBepXHOCTh HHKEJICBOM MHILIEHN COXPaHsUIa MPUCYLIMI METaJUTy LBET
u Osteck. TeMHasi TIeHKa HUTPHIOB HAa MIOBEPXHOCTH MUILICHH BHU3YyaJIbHO HE
oOHapyKUBaJIack, 4TO, MO-BUAUMOMY, OOBSCHACTCS TPABJICHAEM IIPH HOHHOM
obpaboTke.

IIponykThl cuHTe3a HOCJIE IPOBEIECHNUS CEpUU OOJIydeHHs COOMpaCh U
U3Yy4aJIUCh CHavaja BU3yaJbHO C IPUMEHEHHEM ONTHUYECKOrO MHKPOCKOIIA.
OcHOBHasi 4acTb OOBEKTOB, COOpaHHBIX C MUIIEHH, IpEeICTaBjsiaa COOOM
WUTOoJIbYaThle WM BOJIOKHUCTBIE oOpaszoBaHus mymHONW 50—150 um, omnako
HEKOTOpPBIE M3 HHUX OOCTUTAIM UIMHB 2—3mm. Yemyidku U TOJOCKH
BHIIUISAAT (hparMeHTaMy IHMJIMHAPHYECKUX TIOBepXHOCTeil. Bce OOBeKTH
MUMEIOT YEePHBIN [IBET U OJIECTSIIIE TTOBEPXHOCTH.

ITpomyKThl cCHHTE3a HE B3aMMOJICHCTBYIOT C BOJIOH M ITPAKTUYECKH HE B3a-
HAMOJICUCTBYIOT C pa30aBJICHHBIMH KHCJIOTAaMU HPH OOBIMHOI TeMmeparype.
CryneHyaThle OT)KUTH Ha BO3AYXE C KOHTPOJIEM YacTHIL[ ITOJ MHUKPOCKOIIOM
I0KAa3aJI4, YTO BHEIHUI BUJ He u3MeHseTcs mpumepHo 1o 600°C. ITponykTsl
00J1aJal0T OCTAaTOYHO BBICOKOMH 3JIEKTPOIPOBOIUMOCTBIO B CIIPECCOBAHHOM
Buge. DTO COIJIacyeTcsi CO CBOMCTBAMU HHUTPUIOB NEPEXOAHBIX METaJUIOB,
00JIaJa0IIMX TPEUMYLIECTBEHHO 3JISKTPOHHON POBOIUMOCTBIO.

W3 Bo3Mmo:kHOTO HabOpa MPOMYKTOB CHHTE3a (hepPPOMArHUTHBIMH CBOW-
ctBamu obsagaoT Hukesab u HUApuA NigN. Hurpuner NizsN, NizN, mapamar-
HUTHBL. YacTHUIIBI TPOTYKTOB CHHTE3a, IOMEIICHHbIE Ha TPEMETHOE CTEKJIO
MHUKPOCKOTIa, He 0OHapYKUBAJIM SIBHOTO (heppOMarHuTHOro noseneHus. OHu
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Puc. 2. CHuMOK NpOIYKTa CHHTE3a, BBHIIOJHCHHBII Ha 3JICKTPOHHO-30HIOBOM
PEHTTeHOBCKOM MHKpoaHanu3aTope. Pasmep no ropusontam 400 um.

Jbo coBCeM He pearupoBajli Ha W3MEHEHUs HEONHOPOZHOIO MAarHUTHOIO
110714, MO0 OPUEHTUPOBAJIUCH 110 IOJII0, He COOUPAsACh B KOHITIOMEPATHL
Ha puc. 2 npencraBieH CHUMOK MPOMYKTa, CACJAHHBIA Ha 3JIEKTPOHHO-
30HIOBOM PEHTTeHOBCKOM MHKpoaHaim3arope. OObEKTH B BUC BOJIOKOH
AMEIOT TonepedHble pa3Mepsl oT 3 1o 20 um. DJIeMeHTHBII KOJTMYeCTBEHHBII
aHaJM3 IPOU3BOMMJICA Ha IOBEPXHOCTU MIJI M demyek. [Ipubop umen
HU3KYIO 1yBCTBUTEJIBHOCTD 10 a30TY, II09TOMY JaHHBIE IO BEIECTBEHHOMY
COCTaBy CJIClyeT paccMaTpHBaTh C IONPABKOH Ha OTCYTCTBHE B pacyere
asora. B crmekrporpamMMax MNpPUCYTCTBYIOT JIMHHH XapaKTePHCTHYECKOTO
nm3nmydenuss Ni > 94%, Fe < 4.5 u Cu < 1.7%. llosBnenne ymHUI Menn
0OBsICHSETCS BJIUSIHUEM MaTepHasa JepikaTesisd MpoObl, a JIMHUK Xkejle3a —
pacHbUIeHHeM fieTajleil HIOHHOTO UCTOYHUKA U PEaKI[MOHHON KaMephl.
MarunutHble cBoiicTBa npongykra Obimn u3Mepensl Ha CKBU/I-marauTo-
MeTpe Mapku MPMS ¢upmer Quantum Design B uHTepBasie TeMIepaTyp
1.84—300K. OOpasen mnpenBapuTeIbHO B3BEHIMBAICS Ha BJIEKTPOHHBIX

Mucbma B XKTD, 2008, Tom 34, Bbin. 2



94 A.J1. KysHeuos, I.I. YrogHukos, U.E. @unatoB

MUKpoBecax. YacTb HACHITHOI MPOOBI MIPEACTaBIIsAET OO0l MapaMarHUTHBIC
00BEKTHI (Ha YTO YKa3bIBACT CHIIbHBIA HU3KOTEMITCPATYPHBIA Mapamporecc),
a 4acTh (C KOHLeHTpauueil 18 BeCOBBIX MPOLEHTOB) — IMPOSIBIISIET MArHHUT-
HBIC CBOICTBa, IPUCYIIE METALTMYECKOMY (heppOMarHUTHOMY HHKEIIO.

PenTreHoCTpyKTYpHBIH aHAJIU3 NIPOBOAMIICA Ha Tpex oOpaslax, coOpaH-
HBIX C pasHbIX 4YacTeil BHYTPEHHEH KaMepbl YCTaHOBKH. [lisi aHaymsa
KPHUCTJUTMYECKO CTPYKTYpHI Hcnosb3oBaics: apromudpaxromerp STADI-P
¢upmbr STOE, ocHaleHHBII MO3UIIOHHO-IYBCTBUTEIBHBIM JIETEKTOPOM C
yriiom oxBaTa 7°. CpeMKa Ha mpormyckanue nposonmiack B Cu K, m3myde-
Huu ¢ maroM 0.02°. [{nsa unenTudukarym ucmnosp3oBand ,,Powder diffraction
file JCPDS ICDD — PDF2“ (Bepcusi 2004 ICDD). Ilepssiii obGpa3seir
cofiep>kajl MaTepuas, coOpaHHbIi ¢ MumeHd. C IOMOIIbIO IOCTOSHHOIO
MarHuTa U3 Hero ObUIM y[laJIeHBl YaCTHUIIbI, BTATUBAIOIINECS B HEOIHOPOTHOE
MarHuTHoe mosie. Bropoit obpaser comep)kan BbIIEJICHHBIE celapanuei
MarHUTOAKTUBHBIE YAaCTHULBEI, BUI KOTOPHIX B I0JI€ 3PEHUS MHKPOCKOIA He
OTJIMYAeTCsl OT HEMarHWTHHIX. B TpeTpem o0paslie — NperMynIeCTBEHHO
TIPONYKT CHHTE3a B BHJIC PBIXJIBIX, JIOMKHX IICHOK. Marepuan o0pasnoB
IUIST YMEHBIICHHS BJIUSTHAST TEKCTYPBI MPEABAPUTEIBHO UCTHPAJICS B CTYIIKE.

Bce Tpu obpasua 006J1agaloT KpUCTA/UIMYECKOH CTPYKTYpOH, CBOICTBEH-
HOM HUTPUIY HUKENA cTexuoMmerpuueckoro cocraBa NizN, a Bo BTopoM —
MAarHATOAKTHUBHOM — 00paslie IOIMOJHUTEIBbHO OOHapyxeHbl 11.8 BecoBbIX
TIIPOLIEHTA HUKEJs B METAUIAYECKOM COCTOSHMM  (TPaHENeHTPUPOBAHHAS
KyOudecKas penreTka, napamerp staeiiku a = 3.53 A).

OKCnepuMeHTaJIbHbIC MapaMeTphl PeIIeTKH I'eKCaroHaJIbHOM (ha3bl HUT-
puma mukenss NisN  (m3octpykrypen FesN, HPOCTPAHCTBEHHAsT [Py
P6322) cuenyrommue. Ilepsoiit obpaser; a = 4.7107A, ¢ = 4.3157 A; Bro-
poit obpasew: a =4.63A, ¢ =4.30A; tperuii obpaser: a=4.7181A,
¢ =4.3181 A. Hamm nmaHHBIE HE MPOTHBOpEYAT pe3yJbTaTaM 3IKCIIEPHMEH-
TOB M KPUTHYECKOI'O aHajM3a JIMTEPaTypHBIX [aHHBIX, NPOBEICHHBIX B
cratbe [4] mnst yrounenust mapamerpoB pemetku p'—NisN. [To MHeHu0
aBTOPOB CTaThH (4], MO-BUAMMOMY, HE CyWIECTBYET HUTPUI C MAapameTpamMu
staeiik @ = 2.65 Au ¢ = 4.33 A, npuBOIMMBIMU HE TOJIbKO B pabote [3], HO
¥ BO MHOTHX JPYI'HX CTaThsIX, MOHOIpadUsX U CIPaBOYHHUKAX.

Temmeparypa MHIIEHH W APYTHX IOBEPXHOCTEH, Ha KOTOPBIX KOHIEH-
CHpOBAJINCh M KPUCTAJUIN30BAIMCh MPOXYKTHl CHHTE3a, HEJOCTaTOYHA ISt
aKTUBaIMy (@ y3HOHHBIX NPOIECCOB U KPUCTAIIIIMYECKOTO YIIOPSIOYCHUSL.
B ycnoBusix nepeoxyiaxkieHuss MOXXHO OBUIO OXKHJIaTh ITOSIBJICHUST TEPMOIU-
HaMHUYECKH HEpaBHOBECHBIX aMopdHBIX (a3. Hammume enuHCTBEHHOTO CTe-
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xuomeTpudeckoro coenuHeHnss NizN, OTCyTCTBHE MPOSBIICHUI Cymneprapa-
MarHeTu3Ma, XapakKTepHOIro IJIsl OYeHb MaJIbIX 00bEMOB HHKeEJIsl, BOSMOXKHO,
OOBSCHAIOTCS JIOKAJIbHBIM HA'PEBOM PACTYIINX KPHCTAJUIOB IOTOKOM HOHOB.

MOXHO TpPEeIoNIOKUTh, YTO TIEPBOHAYAIILHO HAa MHIICHH U3 IapOBOI
(ha3bl IPOUCXOOUT POCT 3aTpaBok Hukess. ITo Mepe ynanenus ¢poHra pocta
OT MHILICHHA '€OMETPUYCCKUE U TEeMIIepaTypHBIE YCJIOBHS CTAHOBATCA OJaro-
MPUATHBIMU [J151 HapanmBaHus HuTpraa NizN. Jlpyroit BapuaHT 0ObsCHEHUS
MIPUCTYCTBUS B MPOIYKTE CHHTE3a HUKEJISA B JeppOMAarHUTHOM COCTOSTHUM —
JIOKaJIbHBII Pa3orpeB POCTOBOIO KOHLIA BOJIOKHA, YNAJEHHOIO OT MecTa
3aKpeIUICHNs] Ha MHWIICHH, Pa3jIoKeHHe HUTPH/IA U KPUCTAJIMYECKOE YIIO-
psilOYeHNE B METAJLTITYECKOM HHUKEJIE.

Pabora mpoBogmiack B pamkax [ocymapcTBeHHOro KOHTpakTa ¢ (erie-
paJIbHBIM areHTCTBOM IO Hayke U MHHOBauuaM Ne 40.030.11.1123.

ABTopsl BeipaxkaioT 6starogapaocts B.IL 3yokoBy u A.Il. TioTioHHHKY 32
MPOBEICHNE PEHTIeHOCTPYKTypHOro aHaimm3a U A.B. KoposeBy 3a m3mepe-
HUSI MAarHATHBIX CBOWCTB.
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