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Mony4eHbl KOMNAaKTHbIE HUTPUAbLI HNOBUSI METOAOM OKUCIIUTENBHOrO KOHCTPYMPOBaHUSI TOHKOCTEHHOW
kepamukm (OKTK) c 3agaHHbIM ha3oBbIM COCTaBOM B BuAe roToBbIX msgenuin. MsyyeHo nameHeHuve
a3oBoro coctasa obpasLoB C pas3NMYHbIMK PEXMMaMU BbIAEPXKKU TemnepaTypsbl.

Knroyeeble cnoea: kepamuka, HUTpUA HMOGKSA, KkomnakTHble HUTpuAbl, OKTK, pe3ancTuBHbIN Harpes.

Oxidative constructing of thin-walled ceramics (OCTC) has been used for preparation of compact
nitrides of niobium in the form of an end-product. The change of phase composition of samples prepared
using different temperature/duration modes was studied. As a result, compact niobium nitrides with pre-
determined phase compositions were prepared by the OCTC method.

Keywords: ceramics, niobium nitride, compact nitrides, OCTC, resistive heating.

BBenenne

Bnarogaps cyIecTBeHHBIM ycniexam, JOCTUTHY ThIM
B TIOCJI€THUE TOJIbI B TEXHOJIOTHH MOTYYEHHST HUTPUIHBIX
MaTepHasoB, MOSBUIACH pealbHas BO3MOXHOCTh UX
HCTIONIb30BAaHMS B KaU€CTBE 3JICKTPOHHBIX KOMIIOHEHTOB
npuOOpPOB U YCTaHOBOK, 00ECIIEYMBAIOIINX JKCILTya-
TallMOHHBIC TPEOOBAHMS, BBITCKAIONINE U3 YCIOBUIH
paboTh1 060pyIOBaHUs. Y UYUTHIBAs (PUZUKO-XUMUIECKHE
CBOMCTBA (TYTOIUIaBKOCTh, BEICOKAs TBEPIOCTD, CTPYK-
TypHas yCTOMYMBOCTh MPU BBICOKMX TeMIIEparypax,
BBICOKHE TEIJIONPOBOJHOCTh U TEPMOCTOHKOCTb,
BBICOKAsl XUMHUYECKasi CTOHKOCTH), HUTPUI HUOOUS
ABJIAETCS MEPCIIEKTUBHBIM MaTEPHAIOM IS COBpe-
MEHHOM 3JIEKTPOTEXHUKH, a TAKXKE JJII XUMUYECKOU
MIPOMBIIIUIEHHOCTH [ 1, 2].

Hawubonee mupokoe npuMeHeHHe MOy M CIIeTy-
IOIIME METOBI IOTY4YEeHHUS HUTPUIOB: IPOKATMBAHUEM
OKCHJIOB METAJIJIOB C YIJIEM B TOKE a30Ta WJIM AMMHAaKa,
A30TUPOBAHME MOPOIIKOB METAJUIOB MM THIPHUIOB
METaJIJIOB a30TOM WJIM aMMHAaKoM, OOMEHHOE pasio-
JKEHHE XJIOPHUJIOB MM OKCHUXJIOPHUIOB METAIIOB B
atMocdepe aMMHaKa, BbIICICHUE U3 T'a30BOU (a3bl
(meton HapamuBaHus) [3]. Bce 3T MeToabl nar0T
MOPOIITKA HUTPHUAOB, U3 KOTOPHIX 3aT€M CIIEKaHUEM
MOJIy4arT TOTOBbIE M3Jenus. MHOTOCTaAUuMHOCTh
mporiecca ¥ OTPaHUYCHHOCTh JU3aHHOB MOIy9aeMBbIX
W3AETINI MTOCTABUIIM 3a/1auy IOJyYEHHsS] KOMITAKTHBIX

HUTPHIIOB B BUJIE N3AEIUH OHOCTAUHHBIM METOJIOM.
BnepBeie ofHOCTaAMHHBIM METOJOM KOMIIaKTHBIE
HUATPHUIBI MOATPYNIIBI TUTAHA OBUIN MOJYYEHBI C
npumeHenneMm noaxoga OKTK B [4], Takxe Oblau
pa3paboTaHbl METOOUYECKUE OCHOBBI MOJYUYCHHS
MOHOJIUTHBIX HUTPHIIOB.

Llens HacToOAIIEH paOOTH — MMOy4YEeHHE HUTPHIOB
MOATPYIIIBl BaHAJAUS OTHOCTAIUWHBIM METOIOM C
npumenenrem noxxona OKTK u nsyuenwe ero azoBoro
coCTaBa.

3KCHepI/lMEHTaJIbH asi yaCTb

JUs oy4eHus] MOHOJIMTHOTO HUTpHIa HHOOWS
HCTIONB30BAJH CIEIHAIEHO pa3pad0TaHHYIO YCTaHOBKY,
MO3BOJISIIOIITYTO ITPOBOANTH CHHTE3 NIPH TTOIEPKaHUT
MIOCTOSTHHOM 3aJaHHOM TEMIIEpaTyphl U IABJICHUH a30Ta.
OO0pa31p! oABeprajiv pe3uCTUBHOMY Harpesy. Ilox-
poOHOE onrcaHne YCTaHOBKH AJIsl CHHTE3a HUTPHIOB U
MPUHIUIEL e¢ padoThHl mpuBeneHs! B [4]. B skcmepu-
MEHTax MCI0JIb30BalIN ra3000pa3Hbli a3oT Mmapkun OCY
(I'OCT 9293-74), ounIaeMbIil OT CIIEAOB KUCIOpOJIa
MIPOITyCKaHHEM Yepes3 Iedb, 3al0JIHEHHYI0 IUPKOHHE-
BOM CTpy»KKoii, HarpeToi 1o 450 °C.

OO0pa3tibl, MoIBEpraeMble HUTPHIU3ALIH, Oy JaITH
13 HHOOMEeBO# npoBoioky Mapku Hb-11m1 muamerpom
0,86 mm 1 ymmHOM 270 MM. IIpoBosIOKY pOMBIBaIU B
yabsTpa3BykoBol BanHe Y3/IH — A, 3areM B TeueHue 2 1
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MPOBOAMJIM BaKyyMHBIH OTXHUI IpPH TEMIIepaType
0,6 T, O6pa3Lbl U3roTaBIMBAlY B BUIE CIUpaiel ¢
BHYTPEHHMM anameTpoM 8 MM. Hosxkn ipedpopmbl st
o0ecIIeueHus! IIOCTOSHHOTO HJICKTPHYECKOTO KOHTaKTa
3aKpeIUIsUIM B METHBIX TOKOBOJAX HA TIIyOMHY 8 MM.
[pedopmy B Tewennu 2 — 3 ¢ narpesam 10 700 °C, 3atem
CO CKOpOCTHI0 Harpesa 50 rpaji./MUH HarpeBau 10 TeM-
TepaTypsl CHHTE3a. BTN ITPOBEICHBI ONBITHI B HHTEP-
Baze treMnepatyp ot 1300 go 2300 °C ¢ marom 100 °C.
[pu remnepatypax 1600, 1800, 2100 n 2300 °C 6b111
TIOJTyYeHBI HUTPUABI CTEXHOMETPHIECKOT'O COCTABA.
J171s1 pa3HBIX PEKMMOB BPeMsI BBIIEPKKU COCTABIISIIO
ot 20 1o 1800 MuH npy JaBIIEHUH a30Ta B PEAKLIMOHHON
kamepe 152 kI1a. B pe3ynbrare ObU1H HOITyYeHBI 00pa3Ibl
HUTPHIOB HHOOHS, PAa3INYHBIE 110 Ja30BOMY COCTaBY 1
¢u3mueckuM cpoiictBaM. PeHTreHo(ha3oBbIi aHAMN3
(P®A) mopoIkoB, MPUTOTOBICHHBIX U3 (ParMEHTOB
KOMITAKTHBIX HUTPHJIOB, TPOBOMIIN HA AU(paKTOMETpe
XRD-6000 ¢upmsr “Shimadzu” B mHTEpBase YIIIOB
20 = 20 — 80 ° B MmoHOXpoMaTH3upoBaHHOM CuK,-
usnyuennn A = 1,5417 A. Unenruduxanmio mudpakro-
rpamm npoBoawH 1o 6anky JCPDS (nHTepHanmoHab-
HBII OaHK MOPOIIKOBHIX JH(PPaKINOHHBIX CTAaHIAPTOB
2003 r.). PacTpoByt0 3IEKTPOHHYIO MHUKPOCKOITHIO
(POM) nomnepedHBIX CKOJIOB M 3JIEMEHTHBIN 3HEpPro-
JUCTIEPCHOHHBIN aHAJIN3 TPOMU3BOIWIN Ha Mpubope
TESCAN VEGA II SBU. 13mepeHne MUKPOTBEPAOCTU
MOJTYyYEeHHBIX 00pa3loB HUTPUIOB IPOBOIMIN Ha
nipubope Micro — hardness tester DURAMIN 1.

Pe3yabTaThl U UX 00CyXKIeHHE

HpH IMMPOBCACHUU PCAKIINU HUTPUAU3AITUN B TEMIIC-
patypHom uHTepBaie 1300 — 2100 °C u BpeMeHH BbI-
JepKKH cBbItIe 20 MUH U BceX 00pa3IioB HaOI0aIN
HC3HAYUTCIIbHOC YBCIMYCHUEC OTUaMETpa HCXO}IHOﬁ
ripeopmsi (2 —4%) IPH TOJTHOM COXPAHCHUH HCXOIHON
TeOMETPHUH U pesibedha €€ TOBEPXHOCTH (CIIeIbI TPOTSHKKU
ot ¢unsepsl). [Ipu poBefeHNH CUHTE3a MPU TEMIIe-
patype 1600 °C 3a Bpems meHee 180 MUH HUTpHUIU3AIIHS
oOpasiia mpoxoauiia He Ha BCio niryouny. Ha puc. 1a, 6
npeacTaBicHbl MUKpodoTorpadhun 0oOpasios ¢ Bpe-
MmeHeM cuHTe3a 60 m 120 MHH, COOTBETCTBEHHO.
Buennuii HUTpUAHBIHA ciolt coctout u3 a3 NbyN; n
Nb,N, TonmuHa ClI0sI KOTOPBIX BO3PACTaeT C YBEIH-
YEHHUEM BPEMEHHU BBIAEPXKKU. BHyTpeHHUN cioi
TMIPE/ICTaBIIsIET COOO TBEPIBIH PACTBOP a30Ta B HUOOHH.
IIpu MexaHWdecKOM BO3JICHCTBUM Ha Takue 00pa3Ilbl
MIPOUCXOIUIIO OTCIIAUBAaHUE HUTPUAHOTO cJI0s1. [10BBI-
meHue Temnepatypsl cuaTes3a 10 1800 °C u BpeMeHu
BBIIEPKKH 110 120 MUH IPUBOAUT K 00pa30BaHUIO CMECH
uHutpunos NbyN; u Nb,N no Bcemy ceuenuro odpasna,
II03TOMY Ha CKOJIE HEBO3MO)KHO OOHAPY>KUTh FPAaHHUILY

200 MrM
| I |

Bos

Puc. 1. POM ckosioB HUTpUAQ HIOOMSI TIPH PA3HBIX TeMIIepa-
Typax CHHTe3a M BpeMeHax Boiiepkkn: a — 1600°C,
60 mun; 6 — 1600°C, 120 mun; 6 — 1800°C, 120 mMum.
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Puc. 3. PenrrenorpaMMbl BHEITHETO HUTPUIHOTO cJos (a) u
BHYTpeHHell Bugon3MeHeHoil Matpuiist (6). 7 — NbyN,
2 — Nb4N3, 3 — Nb.

ME>K/Ty HUTPHUAHBIM CII0EM ¥ METAIIMIECKOM MaTpuieit
(puc. 16). IIpu noctmxenun temneparypst 2300 °C u
BEIIIIe HaOmomamu cyonmumanmro ¢aser NbN, xotopas
TIPE/ICTaBIIsLIA COOO0H YePHBIN XIIOBEBUIHBIN ITOPOIIOK
(puc. 2).

AHanu3 peHTreHorpaMM 00pa3IoB, CHHTE3UPO-
BaHHBIX Ipu Temmneparypax or 1600 go 2100 °C,

I, orn.en.
3000F 4 .
2000F * u ° 2
oo, N A s
300016
2000F
s
30001 6
2000F
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T T T A T T
3000 2
2000F
1000F

34 36 38 4

0 0/20, Tpan.

Puc. 4. PentreHorpaMmbl 06pa3iioB HUTPHIA HUOOUSI, COIEP-
skamux dasst NbyN (7) u NbNj (2) npu remmeparypa
cunrteda 1800 °C, pa3HbIX BpeMeHaX BBIIEPKKU: d —
60 mun, 6 — 120 mun, 6 — 180 mun, 2 — 300 Mun.

MOKA3bIBACT, YTO B Hayaje Mpolecca HUTPHUIU3ALUN
Marepuall IOKPbhIBAE€TCSl TOHKOHN INIEHKOW HUTPUIA,
TOJIIIFTHA KOTOPOT'O C yBEITUIEHHUEM BPEMEHH BBIIECPIKKU
pactet. HutpuaHsiii kepaMu4ecKui CIoM MpecTaBiseT
coboit cmech a3 NbyN; u Nb,N. Merannnueckas
MaTpuIla HACKIIIEHA a30TOM JI0 COCTOSIHHSI TBEPAOTO
pacTBOpa a30Ta B HHOOUH ¢ BKIIOUeHUIME (ha3bl Nb,N,
YTO MOATBEPIKIECHO SKCIEPUMEHTAIBHBIMU TaHHBIMHU
P®OA noBepXHOCTHOTO CIIOS CHHTE3UPOBAaHHOTO 00pasiia
(puc. 3a) ¥ BUTOM3MEHEHHOH B X0/1€ CHHTE3a MeTaJlIH-
yeckoit mpedopmsl (puc. 36). I{ns oOpas3nos, cuH-
Te3npoBaHHBIX Ipu Temieparype 1800 °C B Teuenue
60 — 300 MuH, C yBeTTHUEHHEM BPEMEHH CHHTE3a COOT-
Howenue a3 Nb,N; u Nb,N cmemaercst B CTopoHy
yBeJIIeHNs KommdecTa ¢assl NbyN;, uTo moaTBepx-
JlaeTcsl PeHTTeHOrpaMMaMH, MPEICTaBICHHBIMA Ha
puc. 4. V3meHeHune cooTHomeHus ¢pa3 OT BpeMEHHU
BBIJICPKKHU CXEMaTHYHO MIPECTABICHO Ha pHC. 5 .

Ha ocHOBe MaccrBa 3KCIIEpUMEHTAIBHBIX JaHHBIX
MOJXHO CJIeJIaTh BBIBOJ, YTO HACHIIICHHUE a30TOM
METAJITMYECKOTO HHOOUS UICT IO CIexyromeil cxeme
Nb - TtBepmslil pactBop — Nb,N — Nb,N;. IIpote-
KalolIe B XOJ¢ peaKIMu HUTPUIU3AIUU (pa3oBbIe
MIPEBPAILCHUS IPUBOIAT K HETIPEPHIBHOMY H3MEHEHHIO
obmero conpotuBieHus obpasia. [lokazarenem okoH-
YaHWS CHHTe3a OBLIO MIPUHATO OTCYTCTBHE H3MEHEHUI
BOJIBT — AMITEPHBIX XapaKTEPUCTHK CUIIOBON yCTAHOBKHU
B TeueHue 20 muH. Hanmpumep, nmst o6pasnos, HUTpHU-
nu3yembIx pu Temiieparype 1800 °C B euenne 300 Mmun
nocie 20 MUH NP TOCTOSHHBIX HANPSDKEHUH U TOKE,

IIEPCIIEKTHBHBIE MATEPHAJBI 2012 Ne3 89



A. B. lLlokodkko, J1. U. LLisopHeea, A. C. YepHsieckul, K. A. ConHues

100t 1
80t
60t
40t
20t
1] 2

0 50

Copaepxxanue ¢asel, Mace.%

100 150 200 250 300 350
BpeMsi BEIEpKKH, MIH

Puc. 5. 3aBucnmocts naMenenust cootronrennst das NbyN (7)
1 Nb,N; (2) B 06pasiax 0T BpeMeHH BbIJEPKKU.

P®A nokazano Hanuuue eanHCTBEHHOH (a3bl Nb,N,
(puc. 5e).

W3 nutepatypHbIX AaHHBIX [5], OMUCHIBAIOIIMX
OTJINYHBIE OT OKHCIUTEIHHOTO KOHCTPYHUPOBAHHUS MO~
XOJIBI TIOJTyYEHHSI HUITPUIOB, U3BECTHO, YTO 00PA3LIBI C
MaJIBIMH BPEMEHAMH CHHTE3a MPOSBISIIOT HEOTHOPOI-
HOCTh MEXaHHYECKHUX CBOMCTB, YTO MOKET OBITH CBA3aHO
C DHEPreTHYECKOH HEOTHOPOTHOCTHIO MOBEPXHOCTH
MeTaJuia (BBIXOAaMH Je(EeKTOB Ha IIOBEPXHOCTD). A30T
OpIcTpee ancopOupyeTcs Ha aKTUBHBIX yJacTKax II0-
BEPXHOCTH METaJIa, HA 3TUX )K€ YIaCTKaX BO3HUKAIOT
3apOJIBIIIN, & 3aT€M U OCTPOBKH HUTPHIHBIX (a3 [5].
Jubddysus a30ta o rpaHULiaM 3epeH MPOXOAUT ropasio
ObICTpee, YeM 1Mo 00bhEMY 3epHa, 4TO BEeIeT K oOpa-
30BaHMIO TBEPJIOTO PacTBOpa a3oTa B HUOOMH U (a3bl
Nb,N, 4T0 1 IPUBOAUT K HEOTHOPOJHOCTH MEXAHUIECKHX
cBoiicTB. [loslyueHHBIE HAMU 3KCIEPUMEHTAIBHBIE
JTAHHBIE O MEXaHUYECKONH HEOAHOPOTHOCTH COTTIACYIOTCS
C INTePaTypPHBIMU HCTOYHUKAMH, B KOTOPBIX OTMEHaeTcs,
YTO IPH MaJbIX BpeMeHax HuTpuau3ammu (10 — 20 mux)
MIPOLIECC MPOTEKAET HECTAOMIBHO U TJIOXO BOCHPOU3-
BOJMM [6].

Tabauna 1

PeBy]H)TaTI)I 9HEPro/IUMCIEPCUOHHOTO aHaJr3a

Ne o6pasua/
BpeMs Crnektp [N, macc. % | Nb, macc. % | Utoro, %
BBIICPKKH
1/60 mMun 1 7,52 92,48 100,00
2 6,83 93,17 100,00
3 3,09 96,91 100,00
2/120 mMuu 1 10,65 89,35 100,00
2 6,90 93,10 100,00
3 5,53 94,47 100,00
3/180 mun 1 11,97 88,03 100
2 9,75 90,25 100
3 6,65 93,35 100
4/300 mun 1 11,60 88,40 100
2 12,20 87,80 100
3 11,43 88,57 100

Taonuna 2

ITapameTpbl MUKPOTBEPAOCTH

Ne ob6pasua/Bpems | PaccrosiHue ot moBepxHocTH | TBEpaOCTD,

BBIJIEPIKKU JI0 TOYKH H3MEPEHHS*, MKM Kre/mMm?
1/60 mun ~ 50 1264,75
~ 215 415,80
~ 430 307,93
2/120 mMun ~ 50 2054,40
~ 215 2472,80
~ 430 1968,90
3/180 mun ~ 50 2218,20
~ 215 2317,80
~ 430 2340,00
4/300 mun ~ 50 2001,80
~ 215 2082,50
~ 430 2142,60

*M3MepeHue paauaibHO MO CEYEHHUI0 o0Opasua

O06pa31s! ¢ MaJIBIMHE BPEMEHAMH BBLIEPKKU XapaK-
TEPU3YIOTCS] HEOJTHOPOTHOCTBHIO COCTaBa [0 CEYCHUIO,
KOTOpOE IMOATBEPIKAaeTCA NaHHBIMH 3HEpProAucCIIep-
CHOHHOTO 3JIEMEHTHOTO aHaJIM3a U 3HAUYCHUSIMU
MHUKPOTBEPAOCTU. MI3MepeHne mpoBOAMIIN B Tpex
obnactsax Mukponunda: ~ 50 MKM OT MOBEPXHOCTH
o0pasiia, B 4eTBepTH ceueHus (00J1acTh Ha PACCTOSIHUU
~ 215 MKM) U B TEOMETPHUYIECKOM LIEHTpe. Pe3ynbrars
SHEProAMCIEPCUOHHOTO aHaJIN3a MPEACTABICHBI B
Tabn. 1, B Tabn. 2 — pe3ynsrarhl U3MEPEHHUsI MHUKPO-
TBEPIOCTH.

Pe3ynerars! ncciaen0BaHus SHEPTOAUCTIEPCHOHHOTO
aHaIM3a coracytoTcs ¢ pesyasratamu POA.

BoiBoabI

BriepBrle nomy4eH KOMIIAKTHBIN HUTPHUI HUOOHS B
BHUJI€ TOTOBOTO M3/ICTIHIS.

beumn YCTaHOBJICHBI ONITUMAJIBHBIC ITapaMETPhI
CHHTe3a Kepamuueckux o0pasios B cucreme Nb — N ¢
3aJaHHBIM (a30BBIM cocTaBoM. I[oka3zaHa BO3MOYKHOCTh
MPUMCHCHUA IMOAX0Ada OKUCIHUTECIBHOIO KOHCTPYH-
POoBaHUsA IJIA ITOTYYCHUSA KOMITAKTHBIX HUTPHUJIOB HHUOOMS.

Paboma svinonnena 6 pamxax @LII “Hayunvie u
HayuHo-nedazozuieckue Kaopvl UHHOBAYUOHHOU
Poccuu” na 2009 — 2013 20061 (ecockonmpaxm
02.740.11.0126).
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