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CAMOPACI'IPOCTPAHSIIOI.I.!,I/IVICSI
BbICOKOTEMIMEPATYPHbIN CUHTE3
HATPUOA UNPKOHUA U3 JIEMEHTOB

[Toka3aHkl PE3yNbTaThl UCCIENOBAHUN II0 MOMYYEHUIO IIOPOIIKOB HUTPHUMA ITUPKOHUS B PEXKUME TOPEHUS B
1abopaToOpPHOM PEAKTOPE U3 371eMeHTOB. OMpeaeieHbl ONTUMAaJIbHEIE YCIIOBHUS CHHTEe3a HUTPHU/IA IIUPKOHUS 0
TAKUM ITapaMeTpaM, KaK COCTaB IIUXTH ¥ HayaJlbHOE HaBJIeHKWe a30Ta. 3TOTOBIIEHE OMBITHEIE 00PA3IIE II0-
POIIKOB HUTPU[IA IUPKOHHUS C COmepKaHNEeM OCHOBHOI'0 BelriecTBa 10 99,5 %.

KnioueBble cnoBa: camopacnpocmpaHamu,ulica evilcokomemnepamypHbuiil cunmes (CBC), nopowok

HumMpudad YUPKOHUS, UMNOpPMo3ameu,eHue.

BBEAEHUE

nOPOLHOK HUATpUJA LUPKOHMS Oraromapsi CBOUM
VHUKQJIbHBIM CBOMCTBaM (BBICOKMM TBEPAOCTH,
HU3HOCOCTOMKOCTH, TEPMOCTOMKOCTH) HaIllell IINPO-
KOe TpUMeHeHVe B KaueCTBe KOMITOHEHTa TPy TIO0JTy-
YeHUY METaJZIOKEPaMUKM U [JIS CO3MaHusA 3allUT-
HBIX U3HOCOCTOWKHX WU OEeKOPATUBHBIX IOKPHITHM
Ha MeTaje, rpaduTe 1 OpyTuXx enei. B HacTosdmee
BpeMsi B MHUpPe OOJIbIIas 4acTh MOPOIINKOB HHUTPHUOA
OUPKOHUS MPOU3BOAUTCS MEYHBIM CIIOCOOOM. ITOT
METO[I SIBJISIETCSI OUeHbh SHEPTOeMKUM U UMeeT IJIH-
TeIbHBIM TEXHOIOTHYEeCKHU IIUKI. Bo3pocuine Tpe-
00BaHMS K KEpAaMHYECKMM MaTepuaiaM yKeCTOuH-
i TpeOOBaHWS K KayeCTBY HCXOOHLIX IIOPOIIKOB,
YTO, B CBOI0 0Yepe[s, IOTPeboBajio Pa3BUTHUS CYIIe-
CTBYIOIIIMX METOMNOB ¥ Pa3pab0TKU HOBEIX CIIOCOOOB
MIPOM3BOMCTBA.

MeTop caMOpacIpOCTPaHSIONUIETOCS BEICOKOTEM-
neparypHoro cuHTe3a (CBC) HeopraHWYecKux coe-
OVHEHUU SIBIISETCS MePCIEeKTUBHLIM HallpaBIIEHUEM
B pa3paboTKe TEeXHOJIOTHH IPOU3BOACTBA KepaMude-
CcKux mopomkoB [1, 2]. [To cpaBHEHUIO C CYLIECTBYIO-
My criocobamu Meton CBC skoHOMHUYecKHu Gosiee
BBRITOJIEH 3a CYEeT BBICOKOM ITPOM3BOAUTEIHHOCTH,
THOKOCTH MPOM3BOACTBA M IMPOCTOTH TEXHOJIOTHYE-
ckoro 1tukna. Meron CBC no3BonsgeT IPOBOAUTD CUH-
Te3 B IIMPOKOM [Uara30He TeMIIePaTyp U AaBIeHUH.

B npenaraeMoil cTaThe IIOKa3aHHB Pe3yIbTaTH
HUCCJIeIOBAHMH, BRITTOTHEHHBIX II0 IIPOrpaMMe HM-
TIOPTO3aMellleHH s, TI0 TIOJTYYeHUI0 ITOPOIIKa HUTPU-
Oa nupkoHus MmetogoM CBC 13 371eMeHTOB B PeaKTO-
pe o6bemoM 8 1.

<

B. B. 3akopxkeBCcKui
E-mail: zakvl@ism.ac.ru

METOAUKA NPOBEREHNA SKCNEPUMEHTOB

OKCIIEPUMEHTH IIPOBOAVIM B JIaOOPaTOPHOM peak-
Tope CBC-8. VicxonHEbIe TOPOIIKY TUPKOHUS CYIIUIIN
npu 50-70 °C B TeueHue 24 4. KOMIIOHEHTH IITUXTEI
HOO3UPOBAJIA C TIOMOIILIO 3JIEKTPOHHBIX BECOB (TOU-
HOCTB +2 T) ¥ cMelnBaiy B 6apabaHe U3 Hep:KaBelo-
IIedt CTajid eMKOCTHI0 3 11 6e3 UCTI0Ih30BaHUS MEITo-
IIUX TeJl.

PeakIlMoHHYI0 JIOMOYKY IOKPHIBAIU CJIOEM W3
MIOPOIIKa HUTPUOA LUPKOHUS, KOTOPHIM BHIIOJIHSI
GYHKIIMIO TEIIOM30JISITOPA ¥ 3al[UTHOTO Gaphepa OT
IPSIMOT0 KOHTAKTa IMUXTH ¢ Tpadutom. Ha nomouky
3acChINaNy MIUXTY U Pa3paBHUBAJIM €€ CJI0eM TOJIIIN-
HoU 20-30 MM. 3aTeM NIOJOUYKY C IMUXTOHN IOMeINanu
B peakTop. PeakTop repMeTU3upoBany, IPOAyBau
a30TOM [Ji yAaleHHus KUCIoporma U3 o0beMa peak-
TOpAa, a 3aTeM 3aT0IHSAHA a30TOM 10 HeoOXOmUMOT0
IaBJIEHUs, [ajiee OCYILIECTBIAIN HHUIIMUPOBaHue. B
mpoliecce CUHTEe3a (PUKCUPOBAIM BPEMS T'OPEHUS U
u3MeHeHMe OaBlieHus B peakrope. [locie oxmaxkme-
HUS CIIeK M3BJIEKA/IM U3 peaKkTopa ¥ IOofBePraiu 3a-
YUCTKe, OPOOJIEHNIO U U3MeNbYeHHI0. M3MenbueHre
mpoBoounu B GapabaHe W3 HEpP:KABEIOIIEH CTau C
KCII0/Ih30BaHMEM IIAPOB U3 KapOuma BojabhpaMa.

Mopdonoruio MOPOIMIKOB HUTPUAA IUPKOHUS
M3y4Yaly C IIOMOIIbI0 3JIEKTPOHHO-CKaHUPYIOLIETO
mukpockomna LEO 1450 ¢pupmer «Carl Zeiss SMT AG
Company». Pertrenodas3oBriii ananui (POA) opo-
BOOuIX C moMmormibio mudpaktomerpa [TPOH-3M,
u3nyyenne Cu K,. PacnpeneneHnue 4acTuil mo pas-
MepaM ONIpefesid C TOMOIILIO JIa3ePHOTO CeNu-
MeHTOrpada «MicroSizer 201».

XAPAKTEPUCTUKA CbiPbA

[Inst mpoBegeHusT UCCIEeNOBaHUN ORITA MCIIONTh30Ba-
HBI IIOPOIIKY IIUPKOHUS [BYX Mapok: Mapku ITITpK-1
mo TV 48-4-234-84, monydeHHBIM METOOOM Kallb-
UUTEPMUYECKOTO BOCCTaHOBNEHUS Zr0,, U MapKu

56 HOBBIE OTHEYROPbI 1SSN 1683-4518

Ne 9 2016



HAYYHBIE HCCNELOBAHKA W PA3PABOTKH

Tabnvua 1. OCHOBHbIe XapaKTePUCTUKU NOPOLLKOB LIUPKOHUS

Mapxa CopepxaHue 31eMeHTa, Mac. % Pa3mep CopepxaHnue
zr | o | F | cCa cl C 9aCTHL, MKM ZrH,, %

TLpK-1 (TY 48-4-234-84) 96,4-97,6 0,9-1,2 0,04-0,05 0,05 0,001 0,01 <50 12-13
TLI3-3P (TY 95259-99) 99,8 0,1 0,01 0,01 0,003 0,01 <700 ~2
MI3-3P mo TY 95259-99, mony4eHHHIH METOHNOM 13,5+ a
9JIEKTPOXUMHUYECKOT0 ocaxpaeHus. [1o manHeIM POA, SN
B noporke nupkoHus Mapku [I1pK-1 npucytcTyet g
BTOpMuHasa ¢asza rugpupa uupkonus ZrH,, comep- ;1215_
KaHHe KOTOPOM OTHOCUTENBbHO MHTeHCHBHOCTH 100 IS
%-HOro nuKa NUpKoHus cocrasnser 12-13 %. B no- ;;12,0-
poike 1upkKonus Mapku I1113-3P ¢daza rumpupa nup- 2
KOHUS IIPUCYTCTBYeT Ha YpoBHe GdoHa (~2 %). £ 11,54 D/E\n\cI

OCHOBHBEIE XapaKTEPUCTUKU IIOPOLIKOB LIUPKO- éll 04
HUS TpencTaBineHsl B Tabm. 1. HaubGomee 4uCTHIM é‘ '
SIBIISTETCS TMOPOINOK Mapku [1113-3P. Oco0eHHOCTRIO 10,54
3TOTr0 TMOPOLIKA SABJISETCS KPYIHEIM pa3Mep YacTHll. T S T T T s 8 e e o Tho

CopepxkaHue Zr B uxTe, Mac. %

BJINAHUE COCTABA LLUUXTbI HA CTENEHb 13,5

A30TUPOBAHNA KOHEYHOIO MPOAYKTA

[Ins ompeneneHUs ONTUMaJIbHOTO COCTaBa IIHUXTEI
OBLITM ITPOBEIEHH 3KCIIEPIMEHTHI 110 CHHTE3Y HUTPHU-
Oa UUPKOHUSI C Pa3HBIM COMep:KaHWUEeM IMPKOHUS.
Copmepxanue nupkonus Mapku [1LpK-1 usmensanu
ot 30 go 100 mac. %. HauanwHoe maBieHue a3oTa
50 aT. YcTaHOBNEHO, YTO IIPU CHUKEHUY [OJIU IOPOII-
Ka IUpKOHUSA B 1muxTe oT 60 go 50 Mac. % cogepxaHue
a30Ta BO3PACTAET M JOCTHUTAeT MAKCHUMAJIbHOTO 3Ha-
yeHud 11,6 mac. % mpu cogepKaHUU IOPOIIKa IINPKO-
Hud B muxTe 50 Mac. %. IIpu ganpHeueM CHUKeHUN
OONY LIUPKOHUS B IMTUXTE COlepiKaHUe a30Ta CHUXKa-
etcs u nipu 30 Mac. % NOpOIIKa NUPKOHUS IUXTa He
BocmaMeHsieTcd. Takum oOpa3oM, Haubojee OMTH-
MaJIbHOM SIBJISIETCS IIUXTA C COOEpPXKaHWEM II0pPOIIKa
uupkoHus 50 Mac. % (cm. puc. 1, a).

Il11s1 oITpeneNIeHnst ONITUMAJIbHOT'O COCTaBa WX THI
Ha OCHOBe IIOPOINKa UXPKOoHUS Mapku [1113-3P BBumy
KPYITHOTO pa3Mepa YaCTHI[ CUHTE3 ITPOBOOUIIU IIPH
nasneHuy 80 aT, a Ha4uaIbHOE CoflepKaHue IUPKOHUS
B muxTe cocTtaBnano 100 mac. %. YcTtaHOBIEHO, YTO
yBeNIMYeHNe COepKaHus a30Ta B IPOAYKTe CUHTE3a
MTPOUCXOTUT IIPYU CHUKEHUH [IOJTU TI0POIIKA ZT B IIHX-
Te. MakcuMaJIbHOe cofepxkanue a3oTa 13,1 Mac. % Ob1T0
OOCTUTHYTO IIpH cofepkaHuu Zr 60 mac. %. ITpu gamns-
HeWIIeM CHUXKEHUH ZI' B IIIUXTe [0 55 Mac. % mpoliece
TOpPEHUs He MHUIIMUPOBAJICS, YTO O0BSICHSIETCS KPYII-
HBIM pa3MepoM dacTull (cM. puc. 1).

BJINMAHUE HAYAJIbHOIO OABJIEHNA A3OTA
HA CTENEHb A3SOTUPOBAHUA

st n3y4eHust BIUSHUS HAYaIbHOTO JaBJIEHUS a30-
Ta Ha CTeNeHb a30TUPOBAHUS OBIIM MCIIOIb30BAHEI
COCTaBBEI C ONTHUMAJIBHBIM COflepPXKAaHWEM IIOPOIIKa
UUpPKOHUs. HavanbHOe [aBjleHHe a30Ta H3MeHS-
nu oT 30 go 80 ar. IKCIEePUMEHTH OKa3aad, 4YTo
C yBeJMUeHUWEM HaydaJIbHOTO MaBJIEHUS a30Ta CTe-
MIeHb a30THPOBAHUS BO3pacTaeT. MaKCHMallbHOE
copepxkaHue a30Ta B ZrN, MOIy4YeHHOM U3 IOPOIIKa
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Puc. 1. 3aBucumMocTh cofepKaHus a30Ta B HUTPULE IIUPKO-
HUSI OT COCTaBa IMMXTH (@) ¥ HAYaJIbHOTO [aBJIEHUS a30Ta
(6): [0 — noporok mpkonus Mapku [TLpK-1; O — mopoiiok
IUpKoHUA Mapku I113-3P

uupkonusa mapku IILpK-1, coctaBumno 12,0 Mac. %
IIpU Hava/IbHOM [faBlieHUM cuHTe3a 80 aT. Makcu-
MaJIbHOEe cofepzKaHue a3oTa B ZrN, OJIy4YeHHOM U3
TopoIlKa nupkouusa Mmapku [1113-3P, coctasumo 13,1
Mac. % IpHu TOM ke maBiaeHuu (puc. 1, 6).

ONPERENEHUE ONTUMAJIbHON
ANUTEJIbBHOCTU USMEJIBHEHUA

Cneku HUTpHUAa UUPKOHUS, [IOJIyYyaeMble Ha CTaguu
CUHTE3a, COCTOSAT U3 CIIEKIINXCS YacTHUI] pa3MepaMu
0,5-1 mMMm. [Ins monydeHuUs: mOpoIKa ¢ TpebyeMbIM
pa3MepoM dacTui] (<50 MKM) IPOBOOUIN IOMIOITHHU-
TeJlbHOE M3MeJIbYeHre B IIIapOBOM MeJbHUllE, IPef-
CTaBIISIIONIEH co00i cTambHOM Oapaban o6bemom 10 11,
(dbyTepoBaHHHI ITaCTUHAMH U3 KapOuma BombhpaMa
(cnna BK6). Memomue Tenma — mapsl U3 KapOuma
Bonbdpama (crinaB BK8) muamerpom 10 MM, ©3MeIb-
YaeMbIM MaTepual — KpPOIIKa HUTPHUAA LUPKOHUS
¢ pasMmepoM yactuil okojo 0,5 mMM. CooTHOIeHuE
mIapHl : Kpomika 5 : 1, Macca mapos 20 KT. I1uTesns-
HOCTb M3MeJbueHus uaMeHsau or 1 mo 8 u. Ilocie
KaxX[aoro Iepuofa H3MEJbYeHUs aHaIu3UpOoBaIn

Ne 9 2016

HOBBIE OTHEYROPbl  ISSN 1683-4518 57



HAYYHBIE HCCNEOBAHKA W PA3PABOTKH

550

o
S
IS
o -

'S
o
=)

400 -

o wu
(=]

Pa3mep yacTul dy;, MKM
o
o

=R NN W W
o w wul
o o [=}

A

I:I—-—-[ — T o

[l
o

o

2 4 6 8
HJ’[HTGHBHOCTB HU3MeJIb4YeHusI, 4
Puc. 2. 3aBucHMOCTE pa3Mepa 9acTull dy; OT AJTUTEIEHOCTH

HU3MeJIbYeHusa

o

Puc. 3. Mopdomnorus 4acTuli IopoIika HUTPUIa IUPKOHUS.
I nuTenbHOCTh 3MeNbueH s 8 4

TPaHyJIOMETPUYECKUN COCTAaB MTOPOILKA C TOMOIIBIO
Ta3epHoOro ceguMeHnTorpacda. B kauecTse penepHoOU
TOYKYM (UKCUpPOBaIu pa3Mep dacTull dy;. Ha ocHo-
BaHWM IONTYYEHHHIX HAHHLIX OBINIa IOCTPOEHA KPH-
Bas U3MeNIbueHus (puc. 2). MUHUManbHas OIUTENb-
HOCTb u3MesbueHus 6 4. [loJydeHHBI MOPOIIOK
¥MeJ IOJIUAUCIIEPCHOE pacupenesieHne U 0CKOJIoY-
HyI0 popmy gactun (puc. 3).

CPABHUTEJIbHASl XAPAKTEPUCTUKA MNMOPOLLI-
KOB ZrN, MOJIYHEHHbIX U3 PA3HOIO CbiPbA

CpaBHUTEIbHBIN aHalIW3 MOPOIIKOB, MOJTYYEHHBIX
B ONITUMAaJIbHEIX YCJIOBUAX, [I0 TAKUM IlapaMeTpaM,
KaK cofepXkaHHe a30Ta, IpUMech KHUCJIOpoma U
($a30BEIY COCTaB, TOKa3aJll, YTO MOopouok ZrN, 1mo-
JIYYeHHBIM U3 MIOPOIIKa HUPKOHUS Mapku I1113-3P,
“MeeT HawlIyullue oka3aTenu. ComepxkaHue a3o-
ta 13,1 mac. %, kucnopoga 0,35 mac. %; BTOpUYHEIE
da3el OTCYTCTBYIOT (puc. 4, a). B To Xe BpeMs Hau-
JIYYIINY TOpPomoK ZrN, MOonydYeHHHH U3 MIOPOIIKa
uupkoHusa Mapku IIIIpK-1, comepxur 12,0 mac. %
azora, 1,84 mac. % Kucnopoma, BTOPHUYHYIO (asy
Zr0, B konuuecTBe 8,5 % (puc. 4, 6), 4To 06yCI0B-
JIEHO YHUCTOTOM MCXONHHIX KOMIIOHEHTOB. Hauanb-
HbIE YCJIOBUS CUHTE3a U XapaKTEepPUCTUKYU MPONYK-
TOB CUHTe3a IIPUBENEeHEH B TabJI. 2.

3AKJIIOYMEHUE

ZrN
6 ZrN

ZrN

e

Zr0, Zr0,

B paMkax ¥MMIOpPTO3aMeIleHUs BHIION-
HEeHEl UCCIIE[0BaHUs, Kacawlluecs CUH-
Te3a HUTpuOa UupkoHUsI MetomoMm CBC.
OnpepeneHsl ONTUMAJIbHBEIE  YCIJIOBUS
CHHTEe3a HUTPHUAA UUPKOHUS U3 IOPOII-
KO0B 1[upKoHUSA Mapok I11pK-1 u TII13-3P.
PaspaboTraHa MeTonvKa IMOJIYyYEHUS IIO-

ZrN

ZrN
ZrN

ZrN

pOIllKa HUTpUAa UUPKOHUsA. M3roToBie-
HBEl ¥ HCCIIEIOBAHEI OIBITHHIE 0OPa3IIHL.
[Topoiiky HUTPUa HUPKOHUS, IOy 4YeH-
HBEle MeTogoM CBC, mo 4yuCTOTE IIpEBOC-
XOOAT paHee HCIOJIb3yeMble MOPOIIKYU
ZrN JloHeLKoro 3aBofa XMMUYECKHUX pe-
AKTHBOB.

ZrN

it

A

Bubnuorpaduyeckuin cnucok

10 15 20 25 30 35 40 45 50 55 60

65 70

20, rpan 1. Mepaicanos, A. I. TIponecch ropeHus u

Puc. 4. Pertrenorpamma nopomxka ZrN: @ — IOPOIIOK IONIy4eH U3 MUX-
THI HAa OCHOBE IIOPOIIKa IMPKOHM Mapku I1L[9-3P (60 mac. %); 6 — mopo-
IIOK TIOJTy4Y€H B ONITHMAJIBHAIX YCJIOBUSIX M3 IIMXTHL HA OCHOBE IOPOINKA

uupkonust Mmapku ITIpK (50 mac. %)

Tabnmua 2. CpaBHMTEIbHAA XapaKTepUCTUMKA NOPOLUKOB HUTpUAA

LUPKOHMA, NOJTYy4YEHHbIX U3 Pa3HOIo CbIPbA

CcuHTe3 MarepuanoB / A. I. MepocaHos. —
Yeproronoska : UCMAH, 1998. — 512 c.

2. Borovinskaya, 1. P. Nitride Ceramics:
Combustion Synthesis, Properties and
Applications/I. P. Borovinskaya, V. E. Loryan,
V. V. Zakorzhevsky ; ed. by A. A. Gromov, L.
N. Chukhlomina. — Wiley-VCH Verlag GmbH

HauanbHoe | XMMHYECKUIH o
Mapka moporka nasnemie | coctas, mac. % Bropuunas (1)3380— & Co. KGaA, 2015. — 360 p. m
IUPKOHUS MHTEHCUBHOCTD, %
a3oTa, aT N | o

ILIpK-1 80 12,0 1,84 Zr0, —8,5%
ML9-3P 80 131 035 Zr0; — 0% ©B.B3 HOﬂyq%H% 2}51-07-16
ZrN JIOHEIKOTr0O IleyHoi 10,6 1,05 7r0, — 2,5 % . b. SaKopitcescKuu, b. 3. JIOpPsiH,
3aBOfIa XMMUYECKUX croco® Zr—3,0% H. II. BoposuHckasa, A. B. Kupuaios,
PEaKTHBOB C. H. CanHukoesa, 2016 e.
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