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HCCJEIOBAHME BJIUSHUS COCTABA IINXTHI HA ®A30BLIN COCTAB
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MHOJYYEHHOI'O METOAOM CBC
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HcenenoBan (a3oBbIif cOCTaB IPOAYKTOB U ITApaMeTPhI B3aHMOAEHCTBHS HAHOIHMCIIEPCHOTO TIOPOIIKA MOJIHO-
JICHA, OTy4YCHHOTO ICKTPUYCCKUM B3PHIBOM HMPOBOAHUKA, U HIIEMCHTAPHOI CEPhI B PEIKUME CaMOPACIIPOCTPaHs-
forerocst Beicokoremmeparyproro cunresa (CBC). [pencTtaBiensl TemiiepaTypHas 3aBUCHMOCTb H (poTorpaduu
mporecca TOPeHUsI CTeXHOMETPHIECKOH CMeCH MeTajlIa ¢ CepOl, MCCIEN0BAaHO BIHMSHNE MU30BITKA CEphl B INXTE
(ot 0 mo 20% Mac.) Ha CKOPOCTb ¥ MaKCHMAaJIbHYIO TeMIepaTypy TOPEHHs 00pa3loB IPH MOCTOSHHOM JaBICHHUH.
VYeTaHOBICHO, UTO YBEIHYCHHE M30BITKA CEphbl CHIDKACT ckopocTh ropenus ¢ 0,8 mo 0,41 cM/c 1 MaKCHMalIbHYIO
TeMneparypy ropenus. [loka3aHo, 4To IpH FOPEeHHN CTEXHOMETPHYECKOH CMECH HPOIYKT MpPEICTaBisieT coOoi
cmech cynbpunos mommbaena: 2H-MoS,, 3R-MoS u Mo,S,. CornacHo pesynbrataMm peHTTeHO(a30Boro aHamsa,
TIPH YBEIMYEHUH COZIEPKAHHs CEPBI B IMXTE pedrekchl (paspiMo,S, ncuesaror u mpu u30bITKE cepbl Gonee 15%
Mac. OCHOBHOI! (ha30ii B IPOIYKTE SIBIISIETCS] TeKCArOHAIBHBINH JUCYIb(GHIT MOIHOACHA.

cocTraB

STUDY OF MIXTURE COMPOUND EFFECT ON PHASE COMPOSITION
OF NANOLAMELLAR MOLYBDENUM DISULFIDE PRODUCED
BY SELF-PROPAGATING HIGH TEMPERATURE SYNTHESIS

Irtegov Y.A., An V.V,, Korobochkin V.V.

National Research Tomsk Polytechnic University, Tomsk, e-mail: irtegovu@gmail.com

Product phase composition and molybdenum nanopowder obtained by electrical explosion of wire and el-
ementary sulphur interaction parameters were studied. Synthesis was self-propagating high temperature synthesis
(SHS). Temperature curves and stoichiometric mixture combustion process photographs were represented. Effect
of sulphur excess in reaction mixture (from 0 to 20 wt%) on combustion rate and temperature was studied under
constant pressure. It was found that sulphur excess increasing decreased combustion rate from 0,8 to 0,41 sm/s and
also maximum combustion temperature. It was shown, that product of stoichiometric mixture combustion was the
mixture of molybdenum sulfides: 2H-MoS,, 3R-MoS, u Mo,S.. According to XRD peaks of Mo,S, phase disap-
peared with sulphur content increasing and under sulphur excess 15 wt% product had hexagonal molybdenum
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KuoueBble ciioBa: aucyabua MoaudieHa, caMopacnpocTPaHsIOUIMIiCH BLICOKOTEeMIIEPAaTyPHbIil CHHTE3, (pa30BbIi

disulfide as the main phase.

Keywords: molybdenum disulfide, self-propagating high temperature synthesis, phase composition

Cpenn  AMXaNbKOTEHUIOB  MEPEXOTHBIX
MetayuioB VI rpynmsl aucynspun MonubaeHa
SIBIISIETCSl HanOosee W3y4eHHBIM H, Omaropa-
P CBOMM YHHUKAJIBHBIM CBOWMCTBaM, IIMPOKO
MIPUMEHAEMBIM B pa3IHUHBIX oOmacTsax. Kpo-
M€ TPaJWIIMOHHOTO HCIONB30BAaHUS KpPYITHO-
JIUCTIEPCHOTO TOPOIIKa B Ka4eCTBE TBEPIOro
CMa304HOr0 MaTepuaja M KaTajusaropa ce-
poodncTKH He()TH B COBPEMEHHBIX paboTax
WCCIIEyeTCs BO3MOXKHOCTh MPHMEHEHUS Ha-
HOPa3MEPHBIX YaCTHI] JUCYIb(HUIa MOTHOIC-
Ha B Ka4eCTBE AJIEKTPOAA JIUTHUH-HOHHBIX Oa-
Tapeit [6] U B CMa30YHBIX KOMITO3UIIMOHHBIX
Matepuanax [7, 8]. Takxke u3yuaroTcst aHTH-
(pUKLIMOHHBIE TMOKPHITHA Ha OCHOBE MoS,
C HOBBIMH TPHUOOJIOTHYECKHUMH CBOWCTBAMHU
[10]. BomBIIMHCTBO W3 W3BECTHBIX METONOB
MOJTyYeHHsI HAaHOPa3MEPHBIX U HAaHOCTPYKTYp-
HBIX YacTHIl JUXAJIbKOTEHHUJOB MEPEXOTHBIX
METaJJIOB, TaKUE KaK TMIpOTepMallbHbIN [12],
Cynb(pUIUpOBaHIE NCXOIHBIX HAHOYACTHIL Me-
TaJIa uiu okcuna Metasia [11], 30mb-rens [9]
U ApyrHUe, 00IaaaroT HU3KOH MPOU3BOIUTEINb-
HOCTBIO U BBIXO/IOM IIPOAYKTA, 3a4acTyio Tpe-

OyroT TepMHueckol 00pabOTKH ISl TIOJHOM
KpHCTAUIM3alKy AnXajbkorenuaa. He cromb
PacIpoCTPaHEHHBIH METOJI CaMOpaclpoCcTpa-
HSIIOIIETOCS] BBICOKOTEMIIEPATyPHOTO CHHTE3a
(CBC) Taxxe MOXET OBITh IPUMEHEH IS TI0-
JIy4eHUsI HAHOCTPYKTYPHBIX YaCTUL] JUCYJIb-
¢dbuna Bonmbhpama u MonubaeHa[ 1] u obamaeT
psznoM mpeumyinecTB. B panHux paborax [2,
5], mocesmenHeix CB-cuHTE3y HaHOpa3Mep-
HOTO AUCyabhuaa MOMUOIeHa, OBIIIO UCCITeN0-
BaHO BIIMSHUE NapaMETPOB CHHTE3a U COCTaBa
IUXTHI HA XapaKTCPUCTHUKU T'OPEHUSA U COACP-
JKaHMe CBOOOIHOM cepbl B IpojaykTe. Bmecte
C TeM BIHMsIHUE Ha (ha30BbIC CBOHCTBA MaTepu-
aya ObLTO U3YYCHO HEOCTATOUHO.

TakxuMm 06pazom, HeJbI0 HACTOSIICH pabo-
TBI SIBIISICTCS WCCIICIOBAHUE BIUSTHHS COJEP-
JKaHUs Cephl B IIUXTE Ha (a30BbIi cOCTaB Ha-
HOCJIOMCTBIX YaCTHUIl JUCYIb(pUIa MOIUOICHA,
nonyuyeHHoro merogom CBC.

MaTepI/Ia.TlI)I U METOAbI UCCTICAOBAHUA

Hanocnoucteie yactuipl mucyibduaa mMonndacHa
ObUIN CHHTE3UPOBAHBI 1O cieayrouei meroauke. [lomy-

B OVYHJIAMEHTAJIBHBIE UCCIEJOBAHUS Neg,2013 W



622

YEHHBIH 3JIEKTPUYECKHM B3PHIBOM IPOBOAHHKA H 3aTE€M
MIaCCHUBHPOBAHHEIN B TeUeHHE 24 4acoB Ha BO3IyXe Ha-
HOTIOPOIIIOK MOJMOJCHA CMENIMBAJICS C dJIEMEHTapHOM
Cepoit MapKH «0Cwy», MPEIBAPUTEIBHO ITPOCESHHON yepe3
CHUTO C pa3MepoM stuen B 45 mxm. CpenHuii pasmep va-
ctui MonmbaeHa coctaBisil 110 HM. 3areM muXTy mpec-
COBaJIM B IWIIMHJpHUYeCcKHue 00pasmpl quamerpoM 30 MM
u Maccoit S0r. CBC nmucynbduia npoBoauin Ha ycra-
HOBKE, CXeMa KOTopoil moapoOHo onucana B [1]. CunTe3
TIPOXOAMII B PEaKTOpe, MPEACTaBIAIONEeM co00ii repMe-
THYHYIO Kamepy o6bemMom 10 1m?, B KOTOPO MOXKHO CO3-
JlaBaTh AaBieHue pabouero rasa go 5 Mlla. IlpeccoBan-
HBIE IUIMHIPUYECKHE 00pa3Ibl MOMEIAINCh B PEaKTOp
Ha CIICIMAJIBHBINA JiepKaTellb, CBEPXY yCTaHABIMBAIACh
HUXPOMOBasl CIIHPajb, COCANHEHHAs! C NCTOYHUKOM MO-
CTOSIHHOI'O TOKa U OGCCHeqHBalOU_laSI WHUIUHUPOBAHUEC PEC-
aKnuu. [ perucTpanuy TeMnepaTrypsl B HIDKHEH 4acTh
TaOJIeTKN TIOMeIIanach TepMoIlapa, H3TOTOBICHHAS W3
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MIPOBOTHUKOB BOJIb(paM-peHUEBBIX criaBoB BP-5 u BP-
20. B peaktope Takxke HMEIOCh CMOTPOBOE OKHO, Uepe3
KOTOpPOE OCYIIECTBIIACH (POTOPETHCTpalysl Ipolecca
ropenus. V3MeHss COOTHOLIEHHE KOMIIOHEHTOB Mo:S,
MCCIIeOBANCH CKOPOCTh M MaKCHMallbHas TEMIIEpaTypa
ropeHust. Pa3oBbIiA COCTAB IS OMYyYSHHBIX MTPOIYKTOB
OTPEEISUICSIC TOMOIIbI0  TUdpakTomMeTpa Shimadzu
XRD-7000S, ckopocTh CKaHUpOBaHUs 1 Tpaj./MUH C I1a-
rom 0,02°. Pacmm¢ppoBKy AaHHBIX MPOBOIHMIN C IIOMO-
IbI0 0a3bl TaHHBIX PEHTTeHOBCKOH nudpaxmmu JCPDS.

Pe3yabrarhl HccieoBaHus
U UX 00Cy:KIeHne

XapakrepHas TepMorpaMma Iporiecca

B3aUMOJICHCTBUSI CTEXMOMETPUUYECKON CMecu
HAHOAMCIIEPCHOTO MOJIMO/IEHA C cepol Mpe-
CTaBJICHBI Ha puC. 1.

8 10 12 14
Bpems, ¢

Puc. 1. Tepmoepamma copenus cmexuomempuuecxou cmecu Mo + S (P = 3 Mlla)

Kak BuaHO M3 TepMorpammsbl, MpOIECC
TOpeHHsl HAHOIOPOIIKa MOJUOJCHA C Cepoil
COIMPOBOXKJAETCSI  CTPEMHUTEIBHBIM  POCTOM
TeMIleparypbl, Ipu 3ToM B paiione 840-860°C
Ha KpHUBOI HaONIONAeTCs «CTyNEHbKa» C IO-
CTOSIHHOHM TEMIIEPATYpPOil, KOTOPYO MOKHO OT-
HECTH K (hazoBoMy Tiepexoay S — S B BOJIHE
ropeHus. JlaHHOe 3HauU€HUE UHTEPIOINPYETCS
CO 3HA4YEHUs TEMIIEpPaTypbl KMUIIEHUS CEPBI ITPU
paznuyHoM naBieHuu [4, 5]. MakcumanbHas
TEMIIEpaTypa B3aUMOJAEHCTBUS HAHOIOPOIIKA
MOJHO/IEHa C IIEMEHTApPHOM Cepoil COCTaBIIs-
et 1740°C, uro KoppenupyeT ¢ pe3yabraTaMu
pa6otsl [2]. [opeHMEe B KOHICHCHPOBAHHBIX
CHCTEMax C JITKOIUIABKUM PEareHTOM ObLIO
ormrcaHo B [3] ¥ MOXeT OBITH BBIPAXKEHO dJie-
MEHTApPHOI MOZENbI0 TOPEHUs] BTOPOrO pofa.
B takux cucremax B BOJHE TOPEHHS JIETKO-
IUIABKUH PEareHT IUIaBUTCS, | 00pa3yercs
[MOBEPXHOCTH, pa3lelisionas o0IacTu C KHIIs-
LIIMM U pacIjIaBJICHHBIM peareHToM. JlaHHas
[IOBEPXHOCTh XapaKTEPHU3yeTCs HEMOIHOTOMH
IIPEBPALLEHNS] HCXOIHBIX BELECTB U TEMIIepa-
TypOH, paBHOM TeMIeparype KUIIEHUS JIETKO-

TUTaBKOTO pearenTa. JlopearnpoBaHue BEIIECTB
UeT 3a (POHTOM TOPEHHUSI B 30HE, KOTOpas
COOTBETCTBYET «IUIATO» Ha TepMOIrpaMme
Mo + S B uHTEpBaje BpeMeHU ropeHust 2—4 ¢
Ha puc. 1.

®dotorpadun mporiecca TOpeHUs] MPEcco-
BaHHOTO IIMJIMHAPUYECKOTro 0Opasiia U3 CTeXHOo-
METPUUECKON CMECH 3JIEKTPOB3PHIBHOIO HaHO-
MOPOILIKAa MOJMOJACHA C AJIEMEHTapHOH cepoi
npu aasiaeHun aprona 3 Mlla nmpencraBnenbl
Ha puc. 2. 3a HavapHyt0 cTaauto (¢ = 0 ¢) OpiIa
MIPUHATA CTaaWs HarpeBa oOpasiia C IMOMOIIBIO
HUXPOMOBOH CITMpaIM, Ha KOTOPYIO MOJaBaJii
HaIpsHKEHHUE, TIPH 5TOM Ha (JOTOCHUMKAX BUJICH
ee cBeTsmuiics koHTyp. Ha cinenyromem cHUM-
ke (Ne?2) 3amedarsieHbl MOMEHTBI 3aXKHUIAHHS
BEPXHHUX CJIOEB LMIMHAPUYIECKUX O0Opa3sLoB,
CONPOBOXKJIAIOUIUXCS SPKOM BCIHBILIKOH, pac-
TUTaBIIEHUEM 3JIEMEHTApHOM cephl B MOBEPX-
HOCTHOM cJloe U ee ucrnapenuem. [locne ctanun
MHULUHAPOBAHUS CIEAYET CTaAMs MPOTEKaHHS
BBICOKOIK30TEPMHUUCCKOH  peakuuu  (Kalpsl
No 3-8) manomoporka ¢ cepoit. [locne momkun-
ranust cucreMbl Mo + S ¢poHT Topenust pac-
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MIPOCTPAHACTCA B OCEBOM HAIIPABJICHUN BHU3,
a IPOAYKTBI TOPCHUA TMPAKTUYCCKU HE pacClIn-

PSIFOTCSI, T.K. YPOBEHb BEPXHEro ciios o0pasia
OCTaCTCA ITIOCTOSIHHBIM.

"
1 2 3 Bl

t=0c t=072c t=185¢c t=222c

5 6 7 8
t=251¢c t=285c t=319¢c t=3.26c¢c

Puc. 2. @®omoepaghuu npoyecca 2openusi cmexuomempuieckoll cmecu
HAHOOUCNepCcHo20 nopouika moauboena c cepou (P =3 Mlla)

Ha ocHoBe nosty4eHHbIX (hoTorpaduii u u3-
BECTHOTO JHMaMeTpa CMOTPOBOTO OKHa ObIa
paccunTaHa CKOPOCTh TOPEHUS HAHOITOPOIITKA
MoJinb/ieHa. BiausiHue n30bITKa cephbl Ha Mak-
CHUMAaJIbHYIO TeMIIepaTypy TOPSHUS U CKOPOCTh
TOPEHHUs U3ydajoch Ha o0pa3iax ¢ U30BITKOM
pearenta ot 0 nmo 20% mac. c marom 5 %.

1,04

0,9 }\\‘

0.6 <

CHOpOCTE rOpenns, cmic

0,4

0.3

N ﬁ |

\\

VYBenuyeHne u30BITKA CEPbl B PEAKIIMOHHOM
cmecu Oomee 20% BemeT K 3HAYUTEIHHOMY
YBEITMYCHHUIO CONEPKAHUS CBOOOTHOM CEpBI
B MIPOJyKTE€, WHTEHCHBHOMY €€ HCIapCHHEM
Y OCAXJICHUIO HA XOJIOJHBIX CTEHKaX PEaKTO-
pa. Pesynbrarhl uccieqoBaHus NpeACTaBICHbBI
Ha puc. 3.

b= 1750

k- 1700

- 1600

Temnepartypa. “C

1550

o 5

WMabuiTok cepel, % Mac.

Puc. 3. 3asucumocmov ckopocmu u MaxCUMAanbHOU memMnepamypubl 20petus.
om uzdbLIMKa cepuvl 8 cmecu ¢ HaHonopouikom monuboena (P = 3 Mlla)

ComracHo puc. 3, TpH yBEITHNICHNN N30BITKA
Cepbl B CMECH C HAHOIUCIIEPCHBIM TTOPOIIKOM
MonnOIeHa HaOIOMAeTCsl CHIKEHUE CKOPOCTH
ropenust oopasua c 0,8 mo 0,41 cm/c u makcu-
MaJlbHOW TeMneparypsl ropenust no 1600°C
ipu u30bITKe 20 % Mac. Habmomaemble 3aBucH-
MOCTH OOYCIIOBJICHBI PacXOJOBaHHEM TETIOTHI
OCHOBHOH peaknuu o0pa3oBaHus TUCYIb(HIa
MOJIMOJIeHa HA HArpeB, IUIABJICHUE W KUIICHUEC
M30BITOYHON CEPhI B MIUXTE W OOIIUM TOPMO-
JKEHHUEM CKOPOCTH PacipocTpaHeHus (GppoHTa.

Hannsie POA nponykToB cuctemsl Mo + S
MTOKa3aJM, 9TO B Pe3yJAbTaTe B3aHMMOACHCTBUS
HaHOTIOPOIIIKa MOJIMOIEHA C cepoii 00pasyeTcs
cmech cynbhuaoB (puc. 4), OCHOBHOHU (ha3oii
B KOTOpOH siBysieTcss MoS, ¢ rekcaroHaibHOM
KPUCTAINIMYECKOM pENIeTKOW, KpOMe TOro,
HPUCYTCTBYIOT (aza pomOosapudeckoro MoS,
u (asa Mo,S,. Hamuumne daser Mo,S, B npo-

JIYKTE MOKET BHITh CBS3AHO C TIOBBINICHHBIM

YHOCOM I'a3000pa3HOM cepbl U3 30HbI PEAKLHH.
W3 penTtreHorpaMM BHIHO, YTO C yBEIWYCHH-
eM M30BbITKa Cepbl B IIMXT€ HHTEHCHBHOCTD
¥ KONIMIeCTBO pediexcoB dasel Mo,S, cuu-
xKaercsi U B obpasue ¢ 15% W3GBITKOM cepal
ee He HaONoIaeTcs, YTO TOBOPUT O IOJIHOTE
HPEBPALICHUS] UCXOAHOW CMECH B AMCYIb(UA
moimonena. Pazmep OKP mns mannoro obOpas-
11a COCTaBISIET 78 HM, UTO KOPPEJIHPYET C pas-
MEpPOM YaCTHIl HCXOAHOTO MOPOIIKa MOJIHO/Ie-
Ha. YBeIM4YeHHE N30bITKa CEphl B IIUXTE Ooliee
15 % wmac. He u3MeHsieT TU(PaKIUOHHYIO Kap-
TUHY IPOAYKTA.

HccnenoBanne MOpGOIOTUH YACTHUI[ TI0-
Jy4eHHOTO aucynbpuaa MonubaeHa, Mpo-
BEJICHHOE C MOMOILBIO CKAaHUPYIOIIErO 3JeK-
TPOHHOTO MHKPOCKOIA, I[OKa3ajo, 4TO OHHU
NPEACTABISIOT COOOM armoMeparsl CIOMCTBIX
YacTUL Y UMEIOT IOJMIUCIIEPCHBIH COCTaB.
Ha puc. 5 npencrasinena mukpodororpadust
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oOpasma, TOIy9eHHOTO TPH H30BITKE CEpPbI
15 % mac. BuaHo, 9T0 OHU UMEIOT HETIPABUITb-
Hy10 (OpPMYy U BBIPAKEHHYK) MHOTOCIIOWHYO
CTPYKTYPY, TOJIIMHA OTICIIbHBIX YaCTHI] JIO-

» (002)

S SO ¥ N S R |

CTUraeT HECKOJIbKUX JIeCATKOB HAHOMETPOB.
[IpoBeneHnpie paHee TPUOOIOTHUECKUE HC-
CJIEJIOBaHUsl TOKa3aJd BBICOKHE XapaKTepu-
CTHKH UCCIIEyeMOr0 MaTepHaa.

« 2H-MoS,
* 3R-MoS
o M0253

2

20%
i ___.J' i

15%
__J' PR .
10%
_.JA.A_LAA_M- L o

WMHTEHCHBHOCTL, OTH.e4
g:l
S—

5%

20, rpaa.

Puc. 4. POA npodykmog cunmesa npu paziuiHom uzoulmie cepbl 8 UCXOOHOU CMeCU ¢ HAHOOUCHEPCHBIM
nopouikom moauboena (P =3 Mlla)

100nm

—_

Puc. 5. Muxpogomozpaghus MoS, (uséeimox cepvi — 15 % mac.)

BuiBoabl
VYBeauueHue COACpKAHUS CEphbl B IIHUXTE
IIPH CHHTE3€ HaHOCTPYKTYPHOTO IUCYIb(duIa
MOJIMOJICHA CHIIKAET CKOPOCTh M MAaKCHMallb-

HYI0 TemIiieparypy ropenus. llpum stom mpu
n30bITKE cepbl Oonee 15% mac. B IpoIyKTe
HaOIr0MaeTCsl B OCHOBHOM (haza TeKCaroHallb-
HOTO JUCYIb(HIa MOIUOACHA, IPH MEHbIIEM
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CONIEP’KaHUH Cephl 00pasyeTcsi MHOTO(a3HbII
nponykT. Takum 00pa3oM, COIVIACHO pe3yllb-
tataM P®OA, onTUMalbHBIM COAEp)KaHUEM
AJIEMEHTAPHOM CEephbl B UCXOJHOW CMECH C Ha-
HOTIOPOIIKOM MOJUOJICHa SIBISIETCS U30BITOK
cepsl 15 % mac.

Paboma evinonnena 6 pamxax Dedepanv-
Hotl yenegou npozpammul « Hayunvle u nayuno-
nedazozudeckue Kaopvl uHHosayuonHou Poc-
cuu 6 2009-2013 200ax» (2ocyoapcmeeHmbiil
xoumpakm Ne I11042 om 31.05.2010 2.). Ana-
JUmMuYecKue Uccied08anus Ovliu npogedeHsl
HA 000pYy00sanUU HAYYHO-00PA308AMENLHO20
UHHOBaYUOHHO20 Yenmpa «Hanomamepuansi
u Hanomexnonoeuuy T11V.

Paboma  ewinonnena 6 pamxax — eocy-
dapcmeennozo 3adanus «Haykay no meme
3.2702.2011.
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