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MeTogaMy aHATMTUYECKOI ITPOCBEYNBAIOIIEN SIIEKTPOHHON MUKPOCKOIINH, JIEKTPOHHON MUKPOCKOITUNA
BBICOKOI'O paspelleHus, IM(pakMOHHOIO aHaaM3a IIPOBEIEHO UCCIIEIOBAaHME BIUSHUAS YCIOBUI HaIbI-
JieHusl (TOJIIUHBI TUIEHOK) Ha CTPYKTYPY MAarHUTOMSITKUX TJIEHOK Fegy_7Z1 0N o_|2, TOJYYEHHBIX peaK-
TUBHBIM MarHETPOHHBIM HaIlbJIEHUEM Ha MOIOXKY M3 KapOoIpoOYHOro crekia. ITpouecchl 3Bomouu ¢a-
30BO-CTPYKTYPHOTO COCTOSTHUS TUIEHOK W TIPUTPAHUYHOI 00JIaCTH TUIEHKA—ITOMIOXKKA TIPH OTKUTE B MH-
tepBajie temieparyp 200—650°C mpoaHaaIu3upoBaHbl C YYETOM TEPMOIMHAMMYECKUX, KMHETUUECKUX,
CTPYKTYPHBIX (PaKTOPOB ¥ OCOOEHHOCTEN HAHOKPUCTAJUINYECKOTO COCTOSTHUS.
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BBEJIEHHE

MarHuTtomsirkue njaeHku cuctembl Fe—ZrN c Ha-
HOKOMIIO3UTHOU CTPYKTYPOM, COCTOSIIEN U3 HAHO-
pa3MepHbIX 3epeH (heppOMarHUTHOM (a3bl HA OCHO-
Be a-Fe, nucrnepcHo yrpoyHeHHO HaHOYacTUIIaMU
HeMarHuTHOU TBepaoi ¢asbl ZrN, Mo3BOJISIOT obec-
MEeYUTh HEAOCTUTHYTBIM Ha IPYruX TJICHOYHBIX Mare-
puaiax yHUKaJIbHbIA KOMIUIEKC MAarHUTHBIX M MEXaHU-
YeCKMX CBOMCTB [ 1, 2], TpeOytonuiics st IpUMEHEHMSI
IUICHOK pPa3WYHON TOJIIMHLBI B MHUHUATIOPHBIX
YCTPOMCTBAX MUKPORJIEKTpOHUKU. CTpyKTypa HaHO-
KOMMO3UTa (OPMUPYETCS MPU OTXKUTE TIJICHOK, TO-
JIyYEHHBIX METOJIOM MarHeTpOHHOIO HamNbLIEHUS C
amMopdHOI MK cMellaHHOoi (aMopdHast + HAHOKPHU-
cTajuimyeckast) cTpykrypoii [3]. da30BoO-CTPYKTyp-
HOE COCTOSIHME TUIEHOK, MOJYYEHHBIX MarHeTpOH-
HbIM HambUJIEHWEM, 3aBUCUT OT YCJIOBUM HaTbLJICHUS
(PHepreTuyeckue MapaMeTpbl MarHeTpoHa, TeMIle-
paTypa No[IOXKHU, PaCCTOSTHUE OT MUILIEHU 10 IO~
JIOXKKU, BpEMsI PACITbUIEHUS U psif Ipyrux [4]) v Biu-
sIeT Ha CTPYKTYPY, POPMUPYIOLLYIOCS IPU MOCIENYIO-
IIeM OTXUTIe, ONpenessisi TeM CaMbIM MarHUTHBIC
CBOICTBa IJIEHOYHOTO MaTepuaia. B aToii cBsI3u u3-
yUYEeHUE BIUSIHUS YCJIOBUM HaINbUIEHUST Ha POpMUPYIO-
IIIYIOCSI CTPYKTYPY 1 €€ 3BOJIIOLIUIO MIPU TTOCIEAYIOIIEM
OTXXUTe TIO3BOJISIET MOTyYaTh JaHHBIE 115 1ieJieHarpaB-
JIEHHOTO yIpaBJIeHUs MPOLIECCOM HaMbUIEHUS U MOTY-
YeHUsl TUICHOYHOro MaTepualia ¢ 3adaHHOM CTPYKTY-
poii. s mreHok Cr, Cu, Ti moka3aHo, 4To B IIpoliecce
MarHeTpOHHOTO HaIllbUIEHUSI TeMreparypa TOBepX-
HOCTHOTO CJIOSI 3HAYUTEIBLHO BbIlIE (HA COTHU Tpamy-

coB Lenbcus, Briaoth o 300°C), yuem TemIiepaTypa
nomanoxku [5]. IIpu 3ToM BOZHMKAET TpagueHT TEM-
nepaTypsl B TIONIEPEYHOM CcedeHWU TuteHKu. Ilo-
CKOJIBKY TpaaMeHT TeMIlepaTypbl M OTTOK Terljia
MeHbIIIe B 0oJjiee TOJICTBhIX IUIEHKAaX, TO B Mpoliecce
HaITbIJIEHUsI BEICOKOTEMIIEPATYPHOE COCTOSTHHE CO-
XpaHsEeTCs NOJIbIIe. DTO MOXKET IMMPUBOIUTD K CYIIe-
CTBEHHBIM Pa3IUuUsIM B CTPYKTYpe IUICHOK pa3HOi
TOJIIIIMHBI U JaXe K POPMUPOBAHUIO PA3TUUYHBIX T10
(hazoBOMY cOCTaBY CJIOEB B TUICHKAX C MaJIbIM TeMIIe-
paTypHBIM rpagueHToM [6]. TakuMm o6pa3oM, a3oBo-
CTPYKTYPHOE COCTOSIHME TUICHOK TOCJIe HaIlbUIEHUS C
pPa3IMUHBIM  TeMIIepaTypHbIM T'PaAUEHTOM JOJIKHO
pazmmyatbes. MccemoBaHye BIVSTHUAS TOMIIMHEI Mar-
HUTOMSITKMX TUICHOK, TOJYYeHHBIX MarHeTPOHHBIM
HarbLUIeHUEM, Ha (pa30BO-CTPYKTYPHOE COCTOSTHUE SIB-
JISIETCSl BAXKHBIM 3TarioM MCCJIe0OBaHUI TAKUX MaTepH -
aJIOB, TIOCKOJIEKY MarHUTHBIE CBOMCTBA Ype3BBIYATHO
YYBCTBUTEJIGHBI K MaJIEUIITUM M3MEHEHUSM CTPYKTY-
pol. Hacrosiiast padorta mocBsileHa UCCaeI0BaHUIO
METOAOM aHaJUTUYECKON TPOCBEUMBAIOLIEH BJIeK-
TpoHHOI MUKpockonuu (AIIDM) u saeKTpoHHOI
MUKPOCKOITMU BbICOKOTO paspeincHust (DMBP) Biu-
SIHUSI TOJIIWHBI TUIEHOK (BpeMEHU MarHeTpPOHHOTIO
HanbuteHus) Fegy_ 73721 No_,, TOJIy4YEHHBIX Ha TTOAI-
JIOXKKaX M3 XapoIpoOYHOIO CTeKJla, Ha {a3oBo-
CTPYKTYPHOE COCTOSTHME M €T0 M3MEHEeHUE TP T10-
CJICAYIOIIEM OTKUTE.
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Puc. 1. Crpykrypa mwieHoK Fe—ZrN B ucxomHoM coctosiHum: TI1-n3o6paxkeHue MIeHKHW TOJIIMHON 1.8 MKM (a); MUKpoIu-
¢ pakiIMOHHbIE KAPTUHBI TJIEHOK ToNIIMHON 0.7 MKM (0) 1 1.8 MKM (B).

MATEPHAJIBI U METOJbBI NCCIIETOBAHWA

Inenku cocraBa Fegy_75Z1,oNo_;2 MOJIYYEHBI Me-
TOZAOM BBICOKOYACTOTHOTO PEaKTUBHOI'O MarHeTPOH-
HOTO HanbUieHUs B atMocdepe Ar + N, Ha TOAJIOXKKY
M3 XKapoIPOYHOTO CTeKJIa ToMmuHoi ~1/5 mMm. Tlo-
cJie OTKauMBaHUS BaKyyMHOM CUCTEMBI MarHeTpOHa
no P=1 x 107 I1a cuctema HaIoJHSLIaCh CMEChIO At
u N, 10 P(Ar + N,) = 6.65 x 107! [1a, npu 3T70M nap-
LIMaJIbHOE JaBJIEHUE a30Ta COCTaBsio Py, = 3.3 x
x 1073 I1a (0.5% ot P(Ar + N,)). MOLIHOCTb Ha KaTo-
ne coctasistia 150 Br, Bpemst Haneutenus ¢ = 100 MuH
(tonummHa miaeHok 0.7 MkMm) U 250 MuH (TOJILIMHA
wieHoK 1.7—1.8 Mxm), pa3mep obpasoB ~10 X 10 M.
OTXUT TTOTYIEHHBIX 00pa3I0B ITPOBOIMIIN TIPU TEM-
nepatypax 200, 500 u 600°C ¢ BelmepkKoit 1 4 B Ba-
Kyyme 1.33 x 107 IMa.

CTpyKTypHBbIE HCCJIeIOBaHUSI TMpPOBEIEeHbl Ha
SJIEKTPOHHBIX MHMKPOCKOTIAX ITOCIIETHETO TTOKOJIe-
HUsI, KOTOPBIE 3HAYMTETHLHO PACIIMPHUIIN IO CpaBHEe-
HUIO C peHTTEHOBCKMMU HUCCAEA0OBAHUSIMU BO3MOX-
HOCTU BU3YyaJIM3ALIMU TaKUX CJIOXHBIX JJISI UCCIIEN0-
BaHMSI OOBEKTOB, a TAaKXKe ITO3BOJIMJIM IIPOBECTHU
aHaJiu3 TIPOLECCOB, MPOUCXOASAIINX Ha TpaHUle
TUIEeHKa—TOJIOKKA, MPOTEKAIOIIUX MPU MOBbIIIEH-
HBIX TeMmIlepaTtypax oOTXwura. IlpocBeumBaromast
ayieKTpoHHast Mukpockonust (ITOM), DMBP, sHep-
ronucnepcuoHHbIt aHanu3 (DJIA), crieKTpocKomnus
XapaKTePUCTUIECCKUX TIOTEPh SHEPTUU 3JIECKTPOHOB
(CXIIDD), nudpakKlIMOHHBINA aHAJIU3 BBITTOJHEHBI C
TMOMOIIIBIO TPOCBEUYNBAIOIINX JIEKTPOHHBIX MUKPO-
ckoroB FEI Tecnai G230ST npu ycKOpSIOIIEM Ha-
npsckennn 300 kB, FEI Tecnai F20 Twin ¢ Gatan
Tridium 863 GIF u HAADF-geTekTopoMm Tpu ycKo-
psroiieM HanpstkeHuun 200 kB u FEI Titan 300-80 ¢
KOPPEKTOPOM abeppallrii MpU YCKOPSTIOIIEM HaIpsi-
xenun 300 xB.

OO0pa3upl 111 3JeKTPOHHO-MUKPOCKOITUYSCKUX
HMCCIEAOBAaHUI TOTOBWJIM B BUJE ITOIEPEYHBIX Cpe-
30B. YTOHEHUE MPOBOIWIN C UCIIOJIb30BAaHUEM CIIe-
LIMaJIBHBIX T1aCT, CIIpeeB, a TaKXKe MOHAMU aproHa C

sHeprueit 3—5 k3B u yrinom mageHust 3°—5° B ycra-
HoBKe Gatan PIPS 691. O6paboTKy 1 aHaJIN3 1300~
pakeHUi1, MMOIYYEHHbBIX B 3JIEKTPOHHOM MUKPOCKO-
e, MpOBOIIIIM C MCITOIb30BaHMEM IporpamMm Digital
Micrograph, JEMS, TIA u Image Scope.

PE3VJIBTATBI SKCITEPUMEHTA

Hcxoonoe cocmosinue. TeMHOIOJIbHOE U300paxe-
HUE CTPYKTYPbl U MUKPOAUGPAKIIMOHHbIE KAPTUHBI,
MOJy4eHHbIE OT IUIEHOK B MCXOJHOM COCTOSHUM,
npeacTaBiaeHbl Ha puc. 1. Kak mokasanu mucciieqona-
HUSI U CTATUCTUYECKMUI aHAIU3, B TJICHKAaX TOJIIU-
Hoit 0.7 MKM IIPUCYTCTBYIOT KPUCTAJUIMTHI OT 1 mo
5 HM (cpemHuii pazmep 3.02 HM), a B IUIEHKAX TOJIIIIM-
Hoit 1.8 MKkM — oT 1 go 13 HM (CcpeaAHUM pa3MepoM
4.24 um). I[1pu 3TOM CpemHMiA pa3Mep KPUCTAJIJINTOB
B IJIEHKaX TOJIIIMHOMN 1.8 MKM yBEJIMUMJICS TTOYTU B
1.5 paza 1o cpaBHEHHIO ¢ TOHKMMM TuieHKaMu. [Tpu
JIOCTaTOYHO PaBHOMEPHOM pacIlipelieIeHU OCHOB-
HOM 4aCTU KPUCTAJUIUTOB BUIHBI CTOJI0YATHIE CKOM-
JIeHUsI, OOHapy>KMBalOIIMe TEHACHIMIO K TIperuMy-
1LIECTBEHHOMY DPacMHOJIOXEHWIO B HaIlpaBJIeHUU PO-
cra wieHku (puc. la). Cnemyer OTMETHTH, YTO B
TUICHKaX TOJIIIMHOM 1.8 MKM TaKuX CKOIUICHUI 3Ha-
YUTEJIbHO OOJIbIIIE.

DNeKTpOHOTpaMMBbI, MOJyYeHHbIE OT TIJIEHOK, CBU-
JIETEJILCTBYIOT 00 00pa30BaHMM CMEILIAHHON CTPYKTY-
pbl. Ha puc. 16, 1B HaGmomaeTcss pa3MbITOe KOJIbIIO
c1aboii MHTEHCHMBHOCTH, COOTBETCTBYIOIllee amMopd-
HOM WJIN, CKOpee BCEro, KJIaCTepHOI cTpyKType. du-
(pakIIMOHHBIE KOJbIIa COOTBETCTBYIOT MEXKILIOC-
KOCTHBIM PACCTOSIHUSIM, 3aMETHO IPEBbIIIAIOIIUM
(dyyy = 2.06—1.47—1.21 A) Taxkossle a1 o-Fe (2.027—
1.43—1.17A). Kaxk 6p110 MTokaszano B [7], uneHTndM-
KallMl0 MEepBOTO KOJblla B TUJICHKAX TOJIIWHOM
0.7 MKM B CWJIy €ro Majoii MHTEHCUBHOCTH U CUJIb-
HOM pa3MBITOCTU IIPOBECTU HE IIPEACTABIISIIIOCH BO3-
MOXKHBIM (puc. 1B). B mieHkax ToamuHoi 1.8 MKM
aHaJIOTUYHOE T10 PaCIIOIOKEHUI0, HO 00Jiee MHTEeH-
CUBHOE KOJIBIO (puc. 10) CBUAETEIHLCTBYET O IIPUCYT-
crBuu I'IK-da3er ZrN ¢ MeXII0CKOCTHBIM PaccTo-
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Puc. 2. DMBP-u300paxeHne CTpyKTypbl INIEHKU TOJIMUHOM 1.8 MKM B UCXOIHOM COCTOSIHUU (a); M300pakeHe KPUCTAILIH -
toB OLIK-a3bl Ha ocHOBe o-Fe nociie punsrpanuu u coorBercTBytoniast ¢pypbe-audpakrorpaMma KpUctajia ¢ OCbio 30HbI
[111] (6); cxema cTpyKTypbl TIeHOK: 1 — ckoruieHust KpuctauutoB OLIK-da3sl Ha ocHoBe a-Fe, 2 — obnacTu, conepxkariue
KJ1acTepbl U KpucTauIUThL ZrN (B).

sHueM d,,, = 2.64 A. O6pasoBanue Hutpuna ZrN B
TaKWX TUICHKaxX TIOATBEpKAAeTcsl pe3ybTaTaMu
PEHTIEHOBCKUX U 3JEKTPOHHO-MUKPOCKOIMMUECKUX
nccaegoBanuii |3, 7]. Takum o6pa3om, yKe B UCXOM-
HOM COCTOSTHUU B TIJICHKAX MPUCYTCTBYIOT KPUCTAJI-
JIUTHI U/ WJU KJIacTepbl ABYX (ha3: mpeobaagaroniasi rno
KOJIMYECTBY U C OoibmuM pazmepoM 3epHa OILIK-
daza Ha ocHoBe o.-Fe u 'IHK-uutpug ZrN.

Y4yacTku MOBBILIEHHOU SIPKOCTU Ha KOJbllaxX, CO-
otrBeTcTBYIOLIMX OLIK-dase, cBUIETEIHCTBYIOT O Ha-
JIMYUU TIPEUMYIIECTBEHHOU OpMEeHTallMu ee Kpu-
CTANIMTOB. DTO MOATBEPXKIAETCA MOJyYeHHbBIMU Ha
TaKWX TUIEHKAaX peHTTeHOBCKUMU JaHHBIMU [3], CBU-
JIETEJIbCTBYIOIIMMHU O HAJIUYMU B MJIEHKAX CMEIIaH-
Hoit TekcTyphl (110) 1 (200) OLIK-da3sr Ha ocHOBe
a-Fe.

Ha puc. 2a nipencraBaieno DM BP-u3o0paxkenne
ydyacTKa TIOMEepeYyHOro cpe3a IUIEHKU TOJIIWHON
1.8 MxMm. Cremyer OTMETWTh, 4TO aHanmm3 DMBP-
M300pakKeHUI MMO3BOJISIET BU3YAJIM3UPOBATh OTACIIb-
HbIE KPUCTAJIUTHI U PACCUMTATh MEXILIOCKOCTHBIE
pacCTOSHUSI UX KPUCTAJUIMYECKMX PEIISTOK, Torma
KaK MX MPUCYTCTBHE M3-3a MAJIOTO KOJIMYECTBA €IIe
He OOHapyKMBaeTCs Ha 3JeKTpoHorpaMmax. Ouib-
Tpauust DMBP-u3o6paxeHuii 1o3BoJIMIa BBIICINTh
otnenbHBIe KpucTtaumuTel OLIK-da3sr Ha ocHOBe
a-Fe (puc. 20) u mokasaja, 4To pa3HO3EPHUCTOCTHIO
XapakTepusyeTcsi UMeHHO 5Ta (dasza. Takke aHanm3
OMBP-n306paxkeHuii mokas3ajl, YTo B HaOJII0JaeMbIX
JIOKanbHBIX 00beMax TuieHKH 3epHa OLLK-da3sl co-
MPUKACAIOTCS OPYT C IPYroM 6€3 aMOpP(MHBIX IPOCIIO-
eK. CxeMa CTpyKTypbI IpeJCTaBlIcHa Ha pUC. 2B.

Omocue npu memnepamype 200°C. st TIIEHOK
TomurHOK (.7 MKM IO TEMHOIIOJIBHBIM M300paxe-
HUSIM YCTAHOBJICHO, YTO MOCJIE OTXKMTra HabJIIoJaloT-
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Cs1 KpUCTAJIUTHI pa3MepoM 1—8 HMm (puc. 3a). Cpen-
HUM pazMep KpUCTAJIJIUTOB YMEHBIIWIICS MO CpaBHe-
HUIO C MCXOIHBIM cocTtossHUEM oOT 3.02 mo 2.85 HM,
YTO CBUIETEIBCTBYET O ITOSIBICHUM HOBBIX MEJIKUX
00pa3oBaHUil B MpolLiecCce OTXKMUIa, B TO BpeMsl KakK
pa3MepHBl yXKe MMEBIIUXCS YBEJIMYWINCH HE3HAUYM-
TenabHO. Kak 1 B UICXOMHOM COCTOSTHUHM, HAOJII0AaI0T-
Cs1 CTOJI0YAThIe CKOTUIEHUST KpUCTAIUTOB. ndpak-
LUOHHBIE KapTUHBI, MOJyYeHHbIE OT IJICHKU B HC-
XOAHOM M oToxkeHHoM mpu 200°C cocTosgHuM,
paznmnyaroTcsa. B OTOXCKEHHOM COCTOSIHUM TIE€pBOE
KOJIBIIO, KOTOPOE OBUIO Pa3MBITBIM B UICXOTHOM COCTO-
SIHAM, 9€TKO C(hOPMHPOBAHO, €T0 MHTEHCUBHOCTD YBE-
JMYWIachk. B uHTEpBaje MaibiX YIJIOB MOSIBUIOCH J0-
MOJIHUTENIbHOEe KOJbllo. Kosblia, COOTBETCTBYOILINE
OLIK-daze Ha ocHOBe - Fe, xapakTepusytoTcst HepaB-
HOMEPHOI MHTEHCHUBHOCTHIO (puc. 30).

PacueT nudpakilMOHHOM KapTHHBI MOKa3aj, Y4To
KOJIbI[a COOTBETCTBYIOT MEXKIUTOCKOCTHBIM PacCTOsI-
HUSM d),; = 2.61; 2.28 1 1.62 A u npuHauiexar rioc-
koctsim (111), (200) u (220) ZrN (T'LIK-pewerka,

np. rp. Fm3m). B oTiinune oT UCXOAHOTO COCTOSHUA
Koublo (220) 4eTKO IIPOSIBIISIETCS Ha 3JEKTPOHO-
rpaMmme.

Omorcue npu memnepamype 500°C. Mukponu-
¢pakuMoHHAs KapTUHA, IIOJydYeHHasl OT IUICHOK
TomuuHOM 0.7 MKM, CBUZIETEIILCTBYET O (h)OpMUPOBa-
Huu npu 500°C nByxda3Hoi IMOJIMKPUCTATIINYECKON
ctpyktyphl: OLIK o-Fe u I'lIK ZrN. MexmiockocT-
Hble pacctosinusl OLIK-da3bl cHUXKa0TCS U MpaKTU-
YEeCKM COOTBETCTBYIOT MEXILIOCKOCTHBIM PacCTOSI-
HUSM o0beMHOTo o-Fe. CpegHuii pasmep 3epeH, U3-
MEPEHHBI 110 TEMHOIIOJbHBIM U300paXKEeHUSIM,
cocTaBiisieT 2.95 HM, IOSIBWINCH €AMHWUYHBIE KPH-
CTAJUTUTHI pa3MepoM 1o 8—9 um. Ha mukpoaudpak-



330

KNTAJIMHA u np.

IJICHKa

ITOJJIOKKa

100 um
L |

5 1/aM
L |

Puc. 3. Ctpykrypa ienku Fe—ZrN: TI1-, [IDM-usob6paxeHue ruieHKu ToamurHomi 0.7 Mkm mociie orxxura npu 7'=200°C (a),
MUKpo3JjieKTpoHorpamma (6), TII-uzobpaxeHne MOMEepevHOro cpesa IIEHKW TOJMIMHON 1.8 MKM mocjie oTXura npu
T = 500°C (B), cOOTBETCTBYIOIIAsT MUKPOAU(DPaKIIMOHHAsT KapTUHA (T).

LIMOHHON KapTWUHE TJICHOK TOJIIMHON 1.8 MKM IO
CPaBHEHUIO C UCXOMTHBIM COCTOSIHUEM YBEJIMUUBAET-
CSl UHTEHCUBHOCTD KOJIELl, COOTBETCTBYIOILIUX HUT-
puny nupkoHust ZrN: 2.64 A (111), 2.29 A (200) u
1.62 A (220). CTpyKTypa XapaKTepHu3yeTcs: CHIbHOI
pa3zHo3epHUCTOCTBIO (OT 1.8 mo 18.5 HM), cpenHMit
pa3Mep KpUCTALIUTOB cocTasisier 4.95 A (puc. 3B,
3r). OT™MEeTHM, YTO CTPYKTYypa IUIEHOK ToanHomi 0.7
n 1.8 Mxm, cdhopmuposasuiasics npu 500°C, coot-
BETCTBYET CTPYKType HAHOKOMIIO3UTa, B KOTOPOI
CcpeIy KPUCTA/UIMTOB (DEepPOMArHUTHON MAarHUTO-
msarkoit OLIK -da3er Ha ocHOBe o.-Fe pacrnoararorcs
HaHOpa3MepHbIE YaCTUIIbI TBEPAOil, TEPMOANHAMM -
yecku ctabuiabHol (a3l (ZrN) [1, 2]. T1pu 3TOoM 06-
pa3yloTCsT CKOTUIEHUSI KPUCTAJUTMTOB (pa3bl Ha OCHO-
Be o-Fe 61mn3koii opieHTUPOBKHU, a HA U300pakKeHU -
SIX HEKOTOPbIX U3 HMUX 3aMeTeH I10JIocuaThIi
KOHTpACT.

Omorcue npu memnepamype 650°C (0.7 mkm) u
600°C (1.8 mkm). B CTpyKType IIJIEHKUA TOJILMHOMN
0.7 MKM, OTOXXeHHOU nipu 650°C, TIpOU30IILITA U3-
MEHEHMS 10 CPABHEHUIO C MCXOMHBIM U OTOXKEH-

HbIM T1pu TemIiepatypax 200 u 500°C cocTosTHUSIMU.
CraTucTuyeckuii aHaJIu3 U TMCTOrpaMMbl pacripeie-
JIEHUsI 3epeH TI0 pa3MepaM IoKazaau, YTO CPpeaHUA
pa3Mep KpUCTaJUTUTOB YBEIMIMIICS A0 3.36 HM, BO3-
POCIIO KOJIMIECTBO KPUCTALIATOB pa3MepoM 3—6 HM,
B TO BpeMsI KaK MeJIKMe KPUCTALIUTHI pa3MepoM 1—
1.5 HM mpakKTUYECKU OTCYTCTBOBaIU. DTO CBUIC-
TEJILCTBYET O TOM, UTO MpPOliecC 00pa30BaHUsI HOBBIX
3epeH IpeKpaTUJICs, a MPOUCXOAUJ TOJbKO UX He-
3HAYMTEJIbHBIN POCT. B Gosbllieli cTeneHu BbhIpaxkeHa
HEOJHOPOJIHOCTh CTPYKTYPBI, TIPOSIBJISAIONIASICS B BU-
JIe CTOJIOUATHIX CKOTUIEHWI KPUCTAJUIUTOB BBICOTOM
yxe 10 200 HM (0003HaYeHBI TOHKUMM CTpeJIKaMH1 Ha
puc. 5a), obpasyroluxcsl BOJU3U T'paHUIIbl C MOMA-
JIOXKKOH M OPUEHTUPOBAHHBIX MEPIEHAUKYISIPHO K
Helil. KpoMe Toro, BIOJIb TpaHUIIEI C TTOIOKKOM pac-
nmoJjaraJuCb KOHIJIOME€paTbl KPpUCTAJIMTOB pa3Me-
poM 10 40—50 HM (0003HAYEHBI TOJICTHIMU CTPEJIKa-
MU Ha puc. 4a). Oopadorka DMBP-uzobpaxkeHuit
obJlacTeil MJIEHKU, PACIOJOXEHHBIX BOJM3U MEX-
(hazHOl IrpaHUIIBI MIEHKA—MNOMIOXKA, C TTOMOIIbIO
naketa nporpamm Digital Micrograph BeIsIBUIa Ha-
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IJICHKA

N

MOJTOXKA 100 am 51/am
L

TIJICHKa

Puc. 4. Crpykrypa rmieHk# rnocie orxkura npu 7= 600—650°C: TTI-u300pakeHHE MOMEPEYHOrO CEUEHUSI IIJIEHKU TOJLIUHOMN
0.7 mxM (a); MUKponudpakIMoHHas KapTUHA TUIEHKH ToMuHON 1.8 Mkwm (0); CIT-u3006paxeHne CTpyKTypbI TIJIEHKHU TOJIIN-
Hoit 1.8 MkM BOIM3U Mexba3Hol rpaHuLibl (B); DM BP-uzobpaxenue kpucramnioB Fe 61M3koit opueHTUPOBKY Ha rpaHULIe C
MOIJIOXKKOM (T).

)

. TIEHKA

v € on Y M i
3 HO,['UIO)!(KE_I'
y et ke
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Puc. 5. CtpyKkTypa riieHKu ToaiuHoi 1.8 Mkm nociie otkura ripu 7'= 600°C: DM BP-u306pakeHue KpUCTAIUTOB B TPUTpa-
HUYHOM 061acTH (a); GUIBTPOBAHHEIE M300PAXEH NS 06JIACTH ¢ MEXIITIOCKOCTHBIM paccTosiHueM 2.53 A (6) u kpucramna
o-Fe (B).
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JIMIME MEXIIOCKOCTHBIX PACCTOSTHUI, KOTOPBIE CO-
OTBETCTBYIOT HecKoJibkMM ¢pazam. Haumbosee yacto
BCTPEYATNCh KPUCTAIUTUTHI € djy; = 2.00—-2.01, dyy =
=2.08—2.10u d);; = 2.62 1 2.29 A (ZrN). Mexiutoc-
KOCTHbIe paccTosiHus d,, = 2.00—2.01 A HecKoJIbKO
MEHBIIIe, YeM TaKOBBIE 11 00beMHOTO U MUKPOKPH -
cranmueckoro o-Fe (2.0268 A). Uto kacaercs d,y, =
= 2.08-2.10 u 2.62 A, o0, MO-BUAMMOMY, HAIN4YNE
9TUX MEXIIJIOCKOCTHBIX PACCTOSTHUI CBUAETEIBCTBY -
eT 00 obpazoBaHuu HUTpUaa xenesda Fe,N, Tak kKak
CIJIBHOE TIPECHIIIIEHNE PEIeTKU Kejie3a a30TOM M
IIMPKOHUEM TIOCJIE BHICOKOTEMIIEPATYPHOTO OTKUTA
MaJIoBEpOsSITHO. YepHo-0eblii KOHTPACT Ha CBETJIO-
MOJIbHBIX U300pakeHUSIX HAHOKPUCTAILJIOB 3TUX (a3,
BEPOSITHO, CBSI3aH C BBICOKMM YPOBHEM JIOKAJIBHBIX
BHYTPEHHUX HaTIPSIKEHU.

B mnenkax TommmHoM 1.8 MKM oTxkur npu 1 =
= 600°C TakKke NpuBeJ K Ka4eCTBEHHOMY M3MEHe-
HUIO ($a30BO-CTPYKTYPHOTO COCTOSTHUSI MO CpaBHe-
HUIO C UCXOOHBIM M OTOXKeHHBIM Iipu 1" = 500°C.
Ha mukponndpakiimoHHOI KapTHUHE, MOJy4eHHOM
OT 00JIaCTel MOIePeYHOro CeYeHUs! TJICHKU, TIOMU-
Mo ¢a3 a-Fe u ZrN mosBuIMch KOJblla, COOTBET-
crBytonme d,,; = 2.08, 1.80, 1.27 u 1.08 A, koTopsie B
TOYHOCTH COBMNAJAIOT C MEXKIUIOCKOCTHBIMU PacCTO-
SIHUSIMU, XapakTepusytowmumu dazy y-Fe. OtmeTum,
4TO KOJIblIa, COOTBETCTBYIOIIME 3TOI HOBOI hase,
O4YeHb (pparMEeHTUPOBAHBI, YTO CBHUIAETEIBCTBYET O
OoJiee KpPYITHBIX pa3Mepax ee KpUCcTalJioB (puc. 40).

CpenHuii pasMep KpPUCTALUIMTOB B IUIEHKE He-
CKOJIBKO CHU3WJICI U cocTaBua 4.53 HM, IpU 3TOM
YCUJIWJIAaCh Pa3HO3ePHUCTOCTh: MUHUMAIBHBIN pa3-
Mep KPUCTAJIJIOB cOCTaBWI | HM, a MaKCUMaJIbHBI
20 am. I[IDM-n300paxkeHns MoKa3aiu, YTO KpUCTa-
JIUTBl MAaKCUMAJIbHBIX Pa3MeEpPOB, XapaKTEePU3YIOIII -
ecsl rmojocyaToii AeeKTHOM CTPYKTYpOM, pacIiojia-
raloTcss B OCHOBHOM Yy TpaHMIIbl pasjelia TjieHKa—
nojtoxka (puc. 48). OHU 00pa3ylOT KOHIJIOMEPAThI,
pAcCIIOJIOKEHHBIE BIOJIb TPaHULIbI TIEHKA—TIOIJIOX -
Ka, U MpeCcTaBJIsIOT co00i KpucTaibl o.-Fe ¢ manoi
pazopueHTalue, y KoTopbix uiockoctu (110) ma-
paieabHbI IIOBEPXHOCTH MOJIOXKY (pHc. 41, 5a, 5B).

Anammz OMBP-u3o00paxkenunit  mmpurpaHNIHON
obJtacTu U ux pypbe-audpakTorpaMM BhISIBUJT TAKXKE
HaJluuyue KPUCTALIMTOB pa3MepoM A0 2 HM C MEX-
IUIOCKOCTHBIM paccTosiHueM d,,; = 2.53 A. Cpemu
Bcex (a3, oOpa3zoBaHMEe KOTOPBHIX MOXKHO MpeaIroaa-
raTb B JaHHOUM cCHUCTEME, TaKOe MEXIIJIOCKOCTHOE
paccTossHUE BCTPEYaeTCsl TOJBKO y OKCHAA LUPKO-
HUs co crexuoMerpueit ZrO, u, cienoBareyibHO, B
JIAaHHOM CJly4yae MOXeT SIBISITbCS OTJIUYUTETbHBIM
Mpu3HaKoM 3Tolt dasel (puc. 5 a, 5B). UTo Kacaercs
das3er HUTpUIa Fe, To ee mmeHTNGUKAINS T10 DJICK-
TpOHOrpaMMe OYE€Hb 3aTpyJaHeHa M3-3a €ro Majoro
KOJIMYECTBA U COBNAACHUS CUIbHBIX TMHUN C TUHU-
MU Apyrux (a3, ogHaKO BEPOSITHOCTU €€ MPUCYT-
CTBUSI B TOJICTOM TIJICHKE HEJIb35T UCKITIOYATh.

Dazoeo-cmpykmypHoe cocmosiue mexcghazHoll epa-
HULbL NAeHKA—noonoxcka nocie omcuea npu 600°C 6
naenke moawuroil 1.8 mxm. JJaHHbBIE O COCTOSTHUU MEX-
(hazHoii rpaHullbl MIeHKa—NomIoxkKa (SiO,), nomiy-
yeHHbIe MeTonoM DA u CXI1D3D, cBUIETEIHLCTBYIOT
O HEOAHOPOJHOM pacHpeleeHUM Kee3a, LIUPKO-
HMSI, a30Ta, KMCIIOpOoAa W MPOTeKAaHWU IIPU OTKUIE
Ha Mexda3HoM rpanuiie 1M @Gy3MOHHBIX ITPOLIECCOB
B MHOTI'OKOMITOHEHTHOM cucteMe Fe—Zr—N—O-Si,
OPUBOISAIINX K OOpa30BaHUIO CJIOXKHOTO MHOIO-
cioriHoro nnd@y3moHHoro ciios. I1pu cpaBHeHUN 1
HaJIOKeHUM KapT pacrnpeaeeHus] XMMUIECKUX BJie-
MEHTOB Ha0II0JaeTcsl clieaylonias KapTuHa (puc. 6a,
60). A30T U3 IUIEHKU YXOOUT B MOMJIOXKY, 00pa3ys y
caMoii rpaHuIbl TU(OY3UOHHBIN CJTON C MOBBILIEH-
HBIM COZIEpKaHMEeM €I0 aTOMOB TOJIIUHOM 20—25 HM
(puc. 6a). YxoI a30Ta U3 INIEHKHU COTJIACYETCS C MOy~
YeHHBIMU paHee JTaHHBIMU O CHUXKEHUU COASPKAHUS
N B Takux mjeHkax mocje orkura npu 7 = 400—
500°C [3]. KonueHTpauus N B HOMIOXKE YMEHBIIIA-
€TCsI OT MakKCUMMaJbHOUW B cjioe ToidmuHOU 10 HM
(puc. 60), mpuiieraiolIeM K TpaHULIE, 1O HYJIEBOM 3a
npeaenaMu 1Ud@y3MOHHOTO CII0S.

A30T, ocTaoluiics B IUJIEHKE B 3HAYUTEIHLHO
MEHBIIIEM KOJINYECTBE, YEM B ITOJIOXKKE, BBISIBIISICT-
cs, KaK BUJHO Ha puUc. 60, B BUJIEe 00JIaCTeil pa3sMepoM
~3 X 10 am. ConocraBieHue 3TUX JaHHBIX ¢ [IDM-
n300paKeHUSIMHU TIJIEHOK IMMOKa3bIBACT, YTO 3THU 001a-
CTH PaCoI0XKEHBI MEXIY CTOJI0YATHIMU CKOTIJICHUSI-
MU KPHUCTAJUIUTOB, OPUEHTUPOBAHHBIX B HaIIpaBJIc-
HUU pOCTa IUICHKU.

HupkoHunii 13 IpUIeramiero K rpaHulle CJIOos
TJICHKU TOJIIIUHOMN OKOJI0 1 HM Takske MpaKTUYEeCKU
BeCch TUPPYHOAUPYET B IIOMIOXKKY, 0Opa3ysl B HEil He-
MOCPEACTBEHHO y TpaHUIIbl Zr-ComepKalluii CIoK
MPUOIU3UTEIBHO TaKOW XK€ TOJIIWHBI, B KOTOPOM
KpoMe Zr IpUCYTCTBYeT KHciaopon (puc. 6a). ITocie
yxoma Zr U3 TOHKOTIO CJI0sI IUIEHKM B HEil ocTaeTcs
cJIoii, oboralleHHbIH xKejie30M. TakiuM 00pa3oM, U30bI-
TOK aTOMOB KeJle3a M a30Ta pacItojaraercs Ha “mHe”
wieHKH. [Ipu 3TOM 00J1aCTh N30BITOYHOI KOHIICHTPA-
UM Keje3a, KaK M a30Ta, cocTaBiisieT okoyio 10 HM
(puc. 60).

B HMXHE# yacTy TJIEHKY HaJ CJIOeM C TTIOBBIILIEH-
HBIM COJIep>KaHMEM JKejle3a U a30Ta 00J1acTu, odbora-
IIIEHHbIC IIMPKOHUEM U KMCJIOPOAOM, COBIIAAAIOT 110
pacrionoxeHuio (puc. 6a), T.e. B IJICHKE B MecTax,
oOoramieHHBIX UPKOHUEM, IIPUCYTCTBYEeT N30BITOK
atroMoB Kucjaopoja. CorocTaBieHUe 3TUX JaHHBIX C
TemMHomnoJibHbiMU [TPOM (HAADF STEM)-u3o06pa-
KEHUSIMU TUIEHKU MOKAa3bIBaeT, YTO OOJIACTH C LIMpP-
KOHMEM U KMCJIOPOAOM, KaK 001aCTU C IUPKOHUEM U
a30TOM, MOTYT UMETb BBITSIHYTYIO (DOpMY U pacriofia-
raThCsl MEXKIY CTOJIOUATBIMU CKOIUICHUSIMU KpUCTa-
JINTOB, YTO CBUAETEILCTBYET O 3aME€HE aTOMOB a30Ta
aroMaMH KHUCJIOpOJIa B COCAMHEHUM C LIUPKOHUEM.
Huxe, B momioxke, pacriojaralorcsi cjiou, obora-
IIEHHBIE a30TOM, KOHIIEHTpAIlMsI KOTOPOro YObIBAaeT
10 Mepe MPOABMXKEHUST B TIyOb Moanoxku. Cxema,
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Puc. 7. Cxema CTpYKTYpPBI TJICHKU B TIPUTPAHUYHOM 00J1aCTU TUIEHKA—TIOIIOXKA.

WUTIOCTPUPYIOLIAST  pacIipele/ieHrue XUMHYECKHX
3JeMEHTOB, HalpaBliecHNe nx TUdy3nn 1 pacIioao-
>KeHue (a3 B IpUrpaHMYHOM 00J1acTH MO 00€ CTOPO-
HBI OT TPaHMIBI IJIeHKA—IIOMJIOXKA, IIpelIcTaBIcHa
Ha puc. 7.

OBCYXAEHWE PE3VYJILTATOB

®Da30BBIl COCTAaB MOJYYCHHBIX MarHETPOHHBIM
HambUIEHUEM IUJIEHOK MpeAcTaBieH AByMsl (a3aMu.
OpnHa u3 Hux kpuctamanueckasi OLIK-¢a3za Ha ocHO-
Be a-Fe ¢ mapameTpoM KpUCTa/LIMYECKON PEIIeTKHU,
3HAYMTEJIbHO TIPEBBIIIAIOIIUM TIapaMeTp pelIeTKU
obbeMHoro o.-Fe; Bropast — kinactepHasi, odoralieH-
Has Zru N (B 1uieHKe TomuHoM 0.7 MKM), TN KpH-
cramundeckas HUTpuaHas gasza ZrN ¢ I'lIK-penrer-
KoMl (B mieHKe ToJirHou 1.8 Mkm). M3BecTHO, UTO
paBHOBeCHAasI pacTBOPUMOCTL Zr ' N B 0OOBEMHOM
MUKpOKpucTaindeckom Fe uype3BbluailHO Maja
(N —0.4ar. % npu T =590°C; Zr — 0.1 ar. % ipu
T = 925°C) [9]. [lomydyeHHBIC B HACTOSIIEH paboTe
3HaueHus d,, = 2.06 u d,,, = 2.05 A B ruleHKax ToJ-
muHou 0.7 1 1.8 MKM COOTBETCTBEHHO CBUJIETEIb-
CTBYIOT 00 00pa30BaHUM II€PECHIILIEHHOTO TBEPAOIO
pactBopa Zr n N B a.-Fe. O6pa3zoBanne nepechImeH-
HOI'O TBEPAOTro pacTBopa Zr B o.-Fe Habmonanu npu
3JIEKTPOHHOMUKPOCKOITMYECKUX  KCCIeI0BaHUSIX
OBICTPO3aKAIEHHBIX U3 paciuiaBa JeHT FegyZr,, [10],
a TEepechIlIEHHOro TBepaoro pactsopa N — mpu
PEHTTEHOBCKOM M 3JIEKTPOHHOMUKPOCKOMUYECKOM
ncciaegoBaHusx mwieHok Fe—Zr—N [3, 7, 11]. Como-
craBisis 3HaueHust d,;, = 2.06 u d,;p = 2.05 A mis
OIIK-da3zsl B tuieHkax TommuHou 0.7 u 1.8 MKM co-
OTBETCTBEHHO, MOXKHO MoJaraTh, 4YTo B 00Jiee TOHKUX
JIeHKax pactTBopuMocThb Zr n N B o-Fe Breiire. 3toT
¢dakT, a Takke oOpa3oBaHME KjIacTepHOU a3kl B
rieHkax 0.7 MKM U Kpuctajuindeckoit ZrN B IIeH-
Kax 1.8 MKM CBUIETEIBCTBYIOT O TOM, YTO MIPU HAIlbl-
JICHUH B IIPOIIECCE POCTA TNICHOK TOJIIMHOM 1.8 MKM
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COXPaHSJIOCh 00Jiee BHICOKOTEMIIEPATYPHOE COCTOSI-
HHe, obecIieunBalolee yCaoBHs IS OoJiee TTOJTHOTO
npoTekaHusl AUMPy3MOHHBIX MPOILIECCOB, YEM B
TUIeHKax ToamuHoi 0.7 MKM.

CorjlacHO MOJeIM pocTa IJIEHKU [5], B mpoliecce
MarHeTpOHHOIO HaIllbLICHUSI TeMIeparypa ee Io-
BEPXHOCTM 3HAYMTEJILHO (B HECKOJIBKO pa3) BBIIIE
TeMIlepaTypbl MOAJIOXKHN. TakumM obpa3oM, B mome-
peYHOM ceueHUu ¢opMUpYIOIIEHCs TIJIeHKU ycTa-
HaBJIMBAeTCsl TPaIUMEHT TeMIeparypbl, YTO MOXKET
MIPUBECTU K (DOPMUPOBAHUIO CJIOEB, Pa3INYaIOIINX-
s IO CTPYKTYpe 1 (ha30BOMY cocTaBy. B ccienoBaH-
HBIX TIeHKaX TomuHou 0.7 u 1.8 MKM, KOTOphIe Ha-
neutsin 100 1 250 MuH, cTpyKTypa (popMuUpyeTcs B
Pa3IMYHbBIX YCIOBUSIX: B TNIEHKAX TOIMHOMN 0.7 MKM
rpaaveHT TeMrepaTypbl ObUI 3HAUYUTEIbHO OOJbIIIE,
T.6. CKOPOCTb OXJIAXIEHUS MaTepuasia B Mpoliecce
pocTa ObUIa BBIIIIE, YeM B IVIEHKAX TOIIIAHOM 1.8 MKM.

Pasnuiia ¢a3oBoro coctossHUs TUICHOK, BhI3BaH-
Hasi pa3HbIMU TeMIEPATYPHBIMU YCIOBUSIMU (DOPMU-
pOBaHMS IPU HAITBUICHUM, COXPAHSIETCS U IIOCTIE OT-
xura npu 7= 200°C: B ruienkax 0.7 MKM oGpa3syeTcs
HeCcTeXUoOMeTpruYecKuil HUTpua Zr, N, _ . C MEXIUI0C-
KOCTHBIM paccTosiHueM d,,; = 2.61 A, Torma xak B
IIeHKax 1.8 MKM yxXe B mmpoliecce HallbUIEHUST oOpa-
3yeTcs cTexuoMmeTpuueckuit Hutpun ZrN ¢ d; |, =
=2.64 A. TloBbllIcHHE TeMIIepaTypbl OTXKMUIa 10
T = 500°C npuBoguT K GOPMUPOBAHUIO B 00eUX
TLIEHKAaX IByX(pa3HOM! MOJIMKPUCTATIANYECKOMN
ctpykTypbl (OLIK a-Fe u I'lIK ZrN), a Takke K CHU-
xkeHuto koHeHTpauuu N u Zr B OLIK-TtBepmom pac-
TBOPE, O Y€M CBUICTEIbCTBYET YMEHbBIIIEHNE IEPUO-
a pereTku 31oit dassl (d;;, = 2.027 A) mo cpabHe-
HUIO C VICXOOHBIM U OTOXCKeHHBIM Ipu 1 = 200°C
COCTOSIHUSIMU. B 3TOM cOCTOSIHMM IUIEHKU OOHapy-
>KMBAIOT HAMJTYYIIIe MarHUTHO-MSITKIe cBOiicTBa [1].

Otxur npu 7 = 600—650°C 1o ganubiM [1DM
NPUBOIUT K (popMHpOBaHUIO TTOMUMO o-Fe u ZrN



334

HUTpuaHoi (asbl co crexuomerpueii Fe,N. Cornac-
HO PEHTIe€HOBCKMM JaHHBIM [3], B IUIEHKax, OTO-
sokeHHBIX Tipu T = 600°C, obpasyetcst daza Fe,N.
Takum oOpa3oM, B ILJIGHKE B HEMOCPEICTBEHHON
OJIM30CTH K MexXX(a3HOM IPaHUIIE CYIIECCTBYIOT (pa3hl
a-Fe, ZrN, ZrO,, y-Fe n Fe N.

®dopmupoBaHue 1UPOY3MOHHBIX CJIOCB Ha MEX-
¢a3Holi rpaHulle MIEHKAa—IMOMJIOXKA, KaK U OCTaJlb-
HbIe TIpoliecchl Pa3000pa30BaHUs B UCCIAETOBAHHBIX
IJIEHKaX, OTPENeseTCs] HECKOMbKUMU (haKTOpaMu:
TePMOAUHAMUYECKUMU, KUHETUYECKUMU U CTPYK-
TypHbIMU. [Ipy 3TOM HEOOXOAUMO YYUTHIBATH, UTO
TUIEHKU, TTOJTy4Y€HHbIE METOJIOM BbICOKORHEPTeTUYE-
CKOTO CUHTEe3a, HaXOMSTCSI B METAaCTaOMIBHOM CO-
CTOSIHUM, UMEIOT HAHOKPUCTAJUTUUECKYIO CTPYKTYPY
C OY€Hb 0OJIbIION MJIOIIAAbIO TPAHULL pa3aeia U Jie-
¢dexToB KpuUcTajuimdyeckoro crpoeHusi. Hamo otme-
TUTb 1 B3aUMOJIeICTBUE C MOJIOKKOM, KOTOpasi, Kak
n3BecTHO [12], urpaer odeHb OOJIBIIYIO POJb MPHU
(hopMUPOBAHUU CTPYKTYPHI JTIOOBIX MJIEHOK. B Takmx
ycioBUsIX AM(b@OY3MOHHBIE MPOLIECChl TPOTEeKaloT
3HAYUTEIILHO OBICTpEE.

Bonpime 3Ha4eHUS SHEPTUT 00pa30BaHMUS OKCH-
la UUPKOHWS W HUTpuaa kpemHus (ZrO, =
= 1100k Ix/monb u SizN, = 750 k/Ix/ Monb) [13]
omnpeaensior Tot ¢axT, uto npu 7 = 600°C uget ak-
TuBHasg 1P dy3uss N U3 IJIeHKH B TOAJIOXKY, COAeP-
xKatyto Si, u BctpeuHas nuddy3us O U3 MoII0XKKU
B TUIEHKY, coaepxaliyo Zr. OTMETUM, YTO UMEHHO
mdGy3noHHBIE TTPOIIECCHl MEXAYy TNIEHKOW M IO -
JIOXKKOM MPUBOASAT K o0pa3zoBaHuio ¢a3sl ZrO, B 00-
JIaCTU TUIEHKM, Tpujeraroleil K rpaHule TieHKa—
OOMIOXKKA. Y4uThiBasd Ou(pGy3MOHHbBIE IIepeMellle-
HUS1 aTOMOB B IPUTPAHUYHOM 00J1aCTU, MOXKHO pac-
cMmatpuBaTh (pa3zoobpaszoBaHUe B TIPUTPAHUYHOM
clioe ¢ U30BITOUHOM KOHIIEHTpallMen xeje3a u a3oTa
B COOTBETCTBMM C AMarpamMmoin coctossHusi Fe—N,
XOTS$I HeJIb3s1 UCKJTIOYaTh TOT (baKT, YTO B HEpaBHOBEC-
HOM COCTOSIHUM BC€ MpeBpalleHNs] MOTYT IMPOXOIUTh
B HECKOJIBKO MHBIX TEMIEPATYPHBIX U KOHIIEHTPALIU-
OHHBIX WHTepBaJiax. CorjacHo CcTaOWIbHOW aua-
rpamme coctossHus1 Fe—N, nutpun xenesa Fe,N mo-
SIBJISIETCSI TIpU cofepkaHuu azora MeHee 0.05 at. %
npu 7'< 200°C, a y-Fe — BbIl1e TeMmepaTypbl 9BTEK-
TougHoro npespaiieHus 7= 590°C [9]. Temnepary-
pa orxura 7 = 600—650°C u conepxaHue a3zora (1o
12 aT. %) MO3BONSAIOT 3aKJIIOYNUTh, YTO 0Opa3oBaHUE
HutpuaoB Fe,N u y-Fe B ucciienoBaHHBIX IJIEHKaX
BO3MOXHO.

B cooTBeTcTBUM C AUarpaMMoOii COCTOSTHUS Zr—N
B IIMPOKOW 0O0JIaCTH TeMITepaTyp M KOHICHTpaIWit
obpasyeTrcsl enuHCTBeHHas1 ¢aza ZrN (Fm3m). Pac-
TBOPUMOCTb a30Ta B LIMPKOHUM 3HAYUTEIBHO CHU-
XaeTcs IpU YBEIMYSHUN TeMIepaTyphl (peTporpasi-
Hasi pACTBOPUMOCTbD), T.€. IIPU YBEJIUUYEHUU TEMIIepa-
TYypBl OTXHWIa a30T BBICBOOOXIAETCSI, YXOIs W3
peiretku ZrN, a CTEXMOMETPUYECKOE COeOUHEHUE
IpeBpallaeTcs, o-BUAMMOMY, B HECTEXMOMETpUYE-
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ckuii HUTpua Zr,N ¢ yMEHBIIIEHHbIM COepXaHUeM
a30Ta B KPUCTAJUIMYECKOU PELIETKE, KOTOPBIA B TPU-
TpPaHUYHON 00aCTU 3aMelllaeTcsi aToMaMu KUCJI0-
pona.

I1o pe3ynbraTam BEIOJTHEHHBIX CTPYKTYPHBIX MC-
cJieIOBaHU MOXHO c/ie1aTh 3aKJII0UeHUE, YTO nepe-
pachpeae/ieHrue U CHUXKEHME KOHLIEHTpaluy a30Ta B
mineHkax FeZrN npoxomuio B Tpu atamna. Ha mepoMm
atane (1o 7= 200°C) B 0CHOBHOM INPOUCXOAUIIO BhI-
JIeJIeHre a30Ta u3 peneTku o-Fe, Kak ObLIO IToKasa-
HO B [1], u obpazoBanue Hutpuaa ZrN. Ilpu stom
MOYTH BeCh a30T OcTaBajicsl B IJieHKe. Ha BTopom
ararte (mo 7 = 500°C) cHMXeHHe KOHIEHTpaluu
a30Ta CBSI3aHO C €T0 BBIXOJIOM U3 IJIEHKHU B Mpoliecce
orxwura. Ha tpetbem stane (7 = 600—650°C) gacTb
aszora AU yHIMpYeT B NOMIOXKY M HAYMHACTCS
CTaausl aKTUBHOIO B3aWMOIEMCTBUS C TTOAJTOXKOM,
9TO KOCBEHHO MOATBEPKIACTCS OYE€Hb XOPOIIIEe aj-
re3veil TJIEHKM, BO3HUKAIOIIEH MOCe BbICOKOTEM-
nepaTypHOro oTKura. B ucXxomHoOM COCTOSIHUM U MO-
clie TepMOoOOpabOTKM IIpM HU3KHUX TeMIlepaTypax
TUIEHKY JIETKO OTCJIaMBAJIMCh U OTIEJISIJIUCH OT MO/ -
JIOXKKH B IIPOLIeCCe IIPUTOTOBIEHUS 00pa31ioB.

OO0pazoBaHu1o ¢asbl y-Fe ¢c napameTpom pelieTku
I'LUK-da3sl (@ = 3.645 A), HAMHOTO MPEBBIIAIOLINM
napamerp OLIK-da3sl (@ = 2.866 A), oueBuaHoO crio-
coOCTByeT (DaKTOp COOTBETCTBUSI MEXITJIOCKOCT-
HBIX PACCTOSIHUM B KPUCTANIMUECKUX pelieTKax
710, /y-Fe. Henb3s TakKe HEe MPUHSTh BO BHUMaHUE
TOT (akT, 4TO Mpouecchl obpazoBaHus y-Fe moryt
CTUMYJIMPOBATh PacCTITUBAIOLINE HATIPSIKEHUS, 10-
crurarome 3HadeHus 1500 MIla, Bo3HuKaoomue B
mwieHke mocie orkura npu T = 600—650°C wu3-3a
pa3HULbl KOG OUIUEHTOB TEMIIEPATyPHOTO pacll-
peHns TUICHKW W moajtoxXku. B [1] moka3zaHo, 9To B
WCXOJHOM COCTOSIHUM B IUIEHKE MPUCYTCTBYIOT 3HA-
YUTEJbHbIE CKUMAIOIIME MaKPOHATIPSKEHUS, KOTO-
pble MEHSIIOT CBOI 3HAaK Ha MPOTUBOIIOJIOXHEIN IIpHU
T'=475°C. Ilpuuem B 6oJiee TOHKO TIJICHKE 3TU Ha-
MOpPsDKeHUsT TOCTUTal0OT MaKCUMAaJbHBIX 3HAYeHUIA
npy MeHbIlel TemriepaType oTxura. CienoBarelib-
HO, IPUCYTCTBUE OTHOCUTEIBHO OOJIBIINX KPUCTA-
JUTOB (hasel y-Fe ¢ GonblIMM MapaMeTpoM peleTKU
B IpUTPaHUYHOI 00J1aCTH, OOHAPYKEHHBIX METOAOM
2JIEKTPOHHON MUKPOCKOIIMM, BIIOJIHE ONpaBAaHO.
Takum oOpa3zoM, 061acTh, C(POPMUPOBABIIASICS OKO-
JIo Mexk¢a3HOM TpaHUIIbI TIJIeHKA—TMOMIOXKA, TIpe-
CTaBJIeHa cieaylomnuMu cioaMu. Co CTOpOHBI TUIEH-
KU — ciioit ¢ pazoBbiM cocTaBoMm a-Fe, ZrN, ZrO,,
v-Fe u Fe N, 3arem cioii, rae npeobjaaaioT HaHO-
pa3mepHble 3epHa y-Fe, a-Fe, Fe N, Henocpen-
CTBEHHO TMPUMBIKAIOLIUKA K CYILLIECTBOBABIIEH 10 OT-
kura MexdaszHoit rpanuiie. Co CTOPOHEBI ITOAI0X-
KM — CJIOM TOJIUMHON ~1 HM, NIPUMBIKAIOLIUNA K
MexX(da3HOUW TpaHMIIE, COCTOSIINI, IO-BUANMOMY,
U3 KJacTepHbIX (a3, oOpasylolIuxcsl B CUCTEME
Zr—N—0O [14], a TakxKe CJON TOJIIMHONH OKOJO
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20 M, comepxaiuid Si, N,O 1 He UMEIOLIMI IBHO
BBIPAXKEHHOM KPUCTAJJIMYECKOM CTPYKTYPHI.

CTpyKTypa ucclielOBaHHbBIX MJIEHOK TpecTaBiie-
Ha HaHOpa3MEepPHBIMU 3epHAMU 00pPa3yIOIIUXCS KpU-
CTaJUIMYecKuX a3, UMEIOIIMX TEHACHIIUIO K pacrojio-
JKeHWIO B HalpaBJeHUU pocTta ieHKU. C yBeTnyeHrueM
TOJIIIMHBI TJIEHKU U TIOBBILLIEHWEM TEMITepaTyphbl OT-
JKUra KOJMYECTBO CTOI0YATHIX CKOTIJIEHU KpUcTa-
JIMTOB U WX MPOTSLKEHHOCTh yBeauuuBatotcs. Cpef-
HUI pa3Mep 3epeH B IJIEHKAaX OYeHb MaJl U MEHSIeTCs
B Iipeaesiax 3—5 HM (puc. 8), Iipu 3TOM B TeMIepaTyp-
HoM uHTepBajie T'=200—650°C pa3mep 3epHa U3Me-
HsIETCS HE3HAUYUTEBHO.

Habmonatorcs paznuuus B AMHAMUKE POCTa Kpy-
CTAJJIMTOB B IJIEHKAaX pa3IMuHOU TOMIKUHbL. CHUXeE-
HUE CpeIHEero pa3Mepa 3epHa Mpu YBEJIUYEHUU TeM-
nepaTtypbl OTXKWIa B IUIEHKE TOJIIMHOW 0.7 MKM
(puc. 8) MpoMCXOaUT M3-3a 3apOXKIEHUS HOBBIX KpU-
CTaJUIUTOB, B TOM YMCJIE€ KPUCTAIUTOB (pa3bl ZrN. B
TUIEHKE TOJIIMHOM 1.8 MKM y>Ke B UCXOJTHOM COCTOSI-
HUU chOopMUPOBAJIACH MPAKTUYECKHU TTOJHOCTHIO
nByxda3zHasg KpucTtamaudeckas cTpykrypa (OLIK
tBepAblii pactBop a-(Fe-ZrN) u I'lIK ZrN). C no-
BBILLIEHUEM TeMIMEepaTypbl OTXWUra MPOUCXOOUT He-
3HAUYMTEJIbHBI POCT 3€pHa HapsAy C U3MEHEHUEM
XUMUYECKOro coctaBa ¢as. [lpu aToM 11T Bcex co-
CTOSIHUM (MCXOJHOE, OTOXKEHHOE MPU Pa3HbIX TEM-
rneparypax) pa3Mep KpUCTaUIUTOB B TJIEHKax TOJI-
muyHoit 1.8 MkMm B 1.5 pa3a Gosblile, YeM B IJICHKaX
tonmuHoM 0.7 MKM (puc. 8a). @opMupymolasics Ha-
HOKpUCTaJUIMUecKasi CTPYKTypa XapaKTepu3yeTcs
Pa3HO3EPHUCTOCTHIO, KOTOPAsi C TTOBBIIICHUEM TEeM-
rnepaTtypbl OTXWUTa YCUJIMBAETCS U TIPOSIBJISIETCS B
OoJibllield CTENeHW B TJIEHKaX TOIIIMHON 1.8 MKM
(puc. 806). Pa3HO3epHUCTOCTb CTPYKTYPhI TUIEHOK U
MpeuMyIIECTBEHHAsI OpUEHTALIUsI CTOJIOUAThIX CKOII-
JIEHUII KPUCTAJIJIOB BJIOJIb HATIPaBJI€HUs pOCTa IJIeH-
KM, TIO-BUAUMOMY, BbI3BaHa, C OAHON CTOPOHBI, Ha-
JIMYMeM IpaiMeHTa TeMIepaTypbl Py HAIlbLIEHUU, C
JIpPYTOil CTOPOHBI, OOYCIOBJIEHO HAYaJIbHBIMU YCJIO-
BUSIMU (pOPMUPOBAHUS TUIEHKH Ha IMOIIOXKe [6, 15].

HaGmomaemble B MccieqoBaHHBIX IUICHKAX 3¢-
(beKThl 3HAUUTEIBHOTO YBEJIUYECHUST PACTBOPUMOCTU
Zr u N B a-Fe, yMeHbllIeHUsI BeIUYUHEI ITapaMeTpa
kpuctamuueckoi OLIK-pemetku o-Fe cBsizaHbl ¢
HaAHOKPHUCTAJUVIMYECKUM COCTOSIHMEM MaTepualia, B
KOTOPOM OCHOBHYIO poJjib B (D)OPMUPOBAHUM CBOMCTB
M CTPYKTYpPhI UTPAIOT 3epHOIpaHUYHBIC oOnacTtu. B
[15, 16] onuceiBaeTcs pusndeckas npupoaa apdek-
Ta 00pa30BaHUS TBEPIbIX PACTBOPOB B HAHOKPUCTA -
JIMYECKMX CIIJIaBaX, KOMIIOHEHTEI KOTOPBIX B CIydac
MUKPOKPUCTATUINIECKOM CTPYKTYPhl MMEIOT OYEHb
HE3HAYUTEJbHYI0 B3aMMHYIO PacTBOPUMOCTb WU
OHAa BOOOIIE OTCYTCTBYET. DTO SIBJICHUE OOBSICHSIETCS
o0pa3oBaHMeM Ha rpaHuLIax 3epeH, pa3inyarolIuxcs
10 XUMUYECKOMY COCTaBY 3JI€KTPOCTATUYECKU 3apsi-
XeHHbIX obaacTeli. [IoCKONIbKY 371€KTPOHHOE CTpOe-
HHUE BTUX O0JacTel OTIMYAETCS OT 3JIEKTPOHHOIO
CTPOEHUS JIEKTPUUYECKU HEUTpaJIbHOrO MeTajia, B
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Puc. 8. 3aBucuMOCTb CpeHero pasmepa 3epHa D oT TeM-
nepaTypbl oTkura 7' ISl TUIGHOK pa3HOI TOJIIIWHEI (a);
rucTorpaMMa pacrpezesieHusi 3epeH Mo padMepam st
IJICHKW TOMIIUHON 1.8 MKM Tocne orxkura mpu 1 =
= 600°C (0).

3THUX 00JIACTSIX MOXKET peaan30BaThCs B3aMHAas pac-
TBOPUMOCTD 3JIEMEHTOB ciuiaBa. [Ipu ycnoBum, Ko-
rga pasmep 3epHa COCTaBJISIET HECKOJIBKO HAHOMET-
pOB, 3TU 3epHOTPAaHMYHBIE O0JIACTM MOTYT COCTaB-
a1k 50% u 6oiiee OoT 00IIEro 0ObeMa MaTepuaia, a
X CBOMCTBa OyIyT OIpeAesIsiTh CBOMCTBA BCETO MaTe-
puana. D¢pEPeKT yMEHbILIEHUS 10 CPABHEHUIO C MUK~
POKPHUCTAJUIMYECKUM COCTOSIHUEM IlapamMerpa Kpu-
CTAJUIMYECKOI pEeIIeTKM METAaJlJIOB ¢ HAHOKPUCTAJI-
JINYECKOM CTPYKTYpOIi B [16] 0OBSICHSIETCSI HA OCHOBE
Tex Xe GU3NYeCcKUX MpeacrapieHuii. Bmecte ¢ Tem
JUUTST ICCJIENOBAaHHBIX B HACTOSIIEH paboTe HAHOKPU-
crajyimueckux IeHok Fe—ZrN, mojaydeHHBIX Mar-
HETPOHHBIM HaIIbVICHUEM, MOXHO IIoJlaratb, 4TO
MEHbIIIagd, YeM B MHUKPOKPUCTAIUTUMYECKOM COCTOS-
HUM, BEJIWYMHA TapaMeTpa KPUCTAJIMYECKOUW pe-
1IeTKM o- Fe MoXeT OBITh OOBSICHEHA TaKXKe CICIYIO-
M. ITpy KoHaeHcanuy njaeHKU Ha MOAI0XKe BO3-
MOXHAa MOHU3auus atoMoB Fe mo cocrostnus Fet?
BMeECTO cocTosiHUS Fet?2, xapakTepHOro mjsi oobeM-



336

HoTro MUKpokpucTaynmdeckoro Fe. Kpome Toro, kak
OBLIO TIOKA3aHO PEHTIEHOBCKMMU MCCJICTOBAHUSIMU
9TUX IUICHOK, IIPY HANTbJICHUH B TUIEHKAX (DOPMUPY-
IOTCSI OOJIBIIIME CXXUMAIOIINE MaKpOHAIIPSKEHUS
(1500 MITa) u BO3HUKAIOT OOJbIINE MHUKpoaedop-
MalluM KPUCTAJIMYECKON pelieTku (BIJIOTH 1O
2.5%) [1]. D™ daKTOPHI TAKKE MOTYT MPUBOINUTH K
YMEHBIIIEHUIO TTapaMeTpa pPeIeTKU.

OO6pa3zoBaHue HeMarHuTHbIX (a3 (Zr0O,, Fe N,
ZrN, v-Fe) B npouecce TepMoodpadOTKU, C OJHOM
CTOPOHEI, IIPUBOAUT K CHIDKECHUIO MarHUTOMSTKUX
CBOMCTB IJICHOK, C IPYrOi CTOPOHBI, YKa3aHHbIE Ha-
HOo(da3bl (OKCUIBI U HUTPUIBI) YIYUIIAIOT MEXaHUYe-
CKHE XapaKTePUCTUKU IJICHKU, IIPUBO/S K MOBHIIIIE-
HUIO €€ MIPOYHOCTU U M3HOCOCTOMKOCTH, YTO OYEHb
BaXXHO MPU UCMHOJb30BAHUU 3THUX TUICHOK, HaIpu-
Mep, IJISI TOJIOBOK MAarHUTHOM 3aITMCH.

SAKITIOYEHHME

IIpoBeneH 371eKTPOHHO-MUKPOCKOITUYEKU I aHAIN3
CTPYKTypooOpa3oBaHus MieHOK Fegy_77Z1,,No_[; TOJ-
myHou 0.7 m 1.8 MKM, TOJIY4eHHBIX pEeaKTUBHBIM
MarHETPOHHBIM HAIbLJICHUEM, U €TI0 3BOJIOLUU TTO-
cire orxura ipu 7= 200, 500, 600 1 650°C ¢ BelaepXK-
Koi1 1 4. @a30BbIil COCTAB IUIECHOK MOCJIe HATIBIJICHUS
MpeACTaBIeH TePEChIIIEHHBIM TBEPAbIM PACTBOPOM
Zr u N B a-Fe ¢ OLIK-pelnierkoit 1 B raeHKax TOJ-
mHoi 1.8 MM, HuTpunoM ZrN ¢ I'lIK-perreTkoit,
a B TIeHKax ToauumHou 0.7 MKM — KJlacTepHas ¢aza
cocraBa ZrN. IIpu 3ToM B 1UteHKe TommmHoi 0.7 MKM
KoHIeHTpauus Zr 1 N B TBepIOM pacTBOpPE BhIIIIE.

YcTaHOBIIEHO, YTO IIPU OTXKUIE C MOBBILIEHUEM
TeMIlepaTypbl YMEHBIIIAETCS CTeNEeHb MEePECHIIIEHUS
TBEPIOTO pacTBoOpa, IIpU 3TOM LUPKOHUIL 00pasyeT
coemmHenue ZrN (200, 500°C), a azor — Fe N (600,
650°C) 1 mndpdyHIUpYET B MOWLIOXKKY. TakuM obpa-
30M, CHM2KCHNEC KOHLCHTpPAaLUMHM a30Ta B IIJICHKE IIpU
BBICOKUX TeMIIepaTypax CBS3aHO C B3aMMOACUCTBU-
eM C IOIJIOXKKOI 1 00pa3zoBaHUEM IIpU 3TOM TN Py-
3UOHHOTO CJIOSI C TIOBBILIEHHOW KOHLEHTpPalueun
3TOrO 3JIeMEHTA.

BbisiBI€HO, UTO B IUIEHKAaX, OTOXCKEHHBIX MpU
600°C, BcrmencTBue BcTpeuHoU muddy3uu a3oTa u3
IJICHKU B TIOUIOKKY M KHUCIOpOAa W3 TIOMJIOXKU B
IUIGHKY Ha TpaHulle TUIeHKa—IOmI0XKa oOpa3yeTcs
00J1aCTh, COCTOSIIAS M3 HECKOIBKUX TU(MDY3MOHHBIX
CJIOEB pa3IMIHOTO (Pa30BOro cocTtaBa, GOPMUPOBAHUE
KOTOpBbIX BO3MOXHO B cucteme Fe—Zr—N-Si—O. B
MPUTPAHUIHONM O0JIACTH TUICHKM TOJIIMHON 1.8 MKM
obHapyxeHbl daszbl a-Fe, ZrN, ZrO,, y-Fe u Fe N.

ITokazaHo, 4TO CTPYKTypa MCCACIOBAHHBIX ILJIe-
HOK IIpeJcTaBjieHa HaHOpPa3MEPHBIMU 3€pHAMHU CO
CpeaHUM pa3MepoM 3—5 HM, YaCcTb KOTOPBIX 00pa3y-
€T cToJ0YaThle CKOIUIEHUS, (DOPMUPYIOILIMECS B Ha-
TIpaBJCHNM POCTa IJICHKU, U XapaKTepU3yeTcs pa3-
HO3epHUCTOCThI0. CpeTHUll pa3Mep 3epHa, CTeNeHb
Pa3HO3epPHUCTOCTU U KOJIMYECTBO CTOI0YATHIX CKOII -
JICHU OOJIBIIIE B MJICHKAX ToJIIUHON 1.8 MkM. TTomy-

KUTAJIMHA n np.

YeHHBIE PE3yJIbTaThl CBUACTEJILCTBYIOT O TOM, 4YTO
HaOJIIoJaeMbIe pa3Indusl CTPYKTYPHI U (pa30BOro CO-
craBa 1uieHOK 0.7 1 1.8 MKM B MICXOTHOM COCTOSIHUU
M TI0CJIe OTXWIa B OCHOBHOM OOYCJIOBJIEHBI CYIIIE-
CTBOBaHMEM U pa3HULICH TeMMepaTypHOTo rpaarueH-
Ta, BO3HUKAIOIIIETO B Ipollecce HambUIEHUs U obec-
MEeYMBAIOIIETO YCIOBUS IS 00JIee IMOJIHOIO IIPOTEeKa-
HUS TUPPY3MOHHBIX MPOILECCOB B 00Jiee TOJCTHIX
TUIEHKAaX.

PaboTa yacTU4YHO BBINIOJIHEHA HAa 00OpPYAOBAaHUU
HKII “CrpykrypHas nuarHoctuka marepuaioB” UK
PAH B pamkax ®KII “UccneqoBaHust 1 pa3paboTKu
1O TIPUOPUTETHBIM HAIpaBJICHUSM Pa3BUTHUS Hay4d-
HO-TeXHUYECKOTO Komiuiekca Poccum Ha 2007—
2013 ronpr”.
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HAADEF STEM

IInénka

Puc. 6. PacnipefeneHre XMMUYECKUX JIEMEHTOB B IPUTPAaHUYHOM 00J1aCTH IIeHKa—IomIoxKa: DIA-kaptel u [IPOM
(HAADF STEM)-uzo6paxenue (a) u CXI1DD-kapTtsi (0).
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