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AHHoTanus. B paboTe u3yueHo BIMsIHHAE TeMIlepaTypbl Ha (ha30BbIii COCTaB TOHKHX CIIOEB, 00pa3y-
IOLIMXCS] HA METAJUINYECKUX IIACTHHAX MOIMOJCHA IIPH IIEPEHOCE NAPOB CEPhI F'a30M-HOCHTENIEM
aproHOM M3 HU3KOTEMIIEPATYPHON B BBICOKOTEMIIEPATYPHYIO 30HY peakTopa (ABYyXTeMIIepaTypHbINA
cuHTe3). Pe3ynbraTel ncciaejoBaHNs METOIAMH PEHTTCHOBCKON AN(PAKIINN U CKaHUPYIOIIEH JJIeK-
TPOHHOH MUKPOCKOTTHHU 00pa3oB JUCYIbQUI0B MouOieHa MoS , TTIOTyYeHHBIX Ha METAJTTHYECKUX
IUTaCTHHAX MOJIMO/ICHA TIPH Pa3JIMuHBIX TEMIIEpaTypax, MOKa3bIBAIOT, YTO PH BBICOKUX TEMIIEpa-
Typax cuHTe3a B uHTepBaie 8§00—1000 °C Ha rutacTuHaX MoJHOIeHa 00pa3yroTCs AUCYITb(OUIbI
MOJIMO/IEHa Pa3HbIX MOIM(PUKALMH/ONTUTUIIOB: rekcaronanbHoi P6,/mme npu 800 °C 1 pom60371-
pudaeckoit (TpuroHansHON) R3m mpu 1000 °C. IIpu Temmepatype 1000 °C nmpoucxoaut hopmMupoBa-
HHE MEKPOKpHUCTa/IIOB MOS, ¢ OrpaHKoH, COOTBETCTBYIOIIEH poMboonpraeckoi pase R3m.

KaioueBble ciioBa: JByXTeMIlepaTypHbI CHHTE3, METANIMYECKUN MOINOCH, AUCYab(ua MoIro-
JICHA, TIOJIMTHITBI, TeKCArOHAIbHAS MOAN(DHKALMSL, POMOOdApHYECKast MO (pUKAIIHS.
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BBEJEHMUE

JlnxanbKOTeHUIBI MEPEXOIHBIX METAJUIOB KPHUC-
TaJUIN3YIOTCS B BUJIE CIIOUCTBIX CTPYKTYD [1, 2]. OToT
KJIACC COEAMHEHUH OYeHb NHTEPECEH M3-3a Pa3Ho00-
Pa3HBIX CBOMCTB: KBa3UABYMEPHBIC CTPYKTYPHI IIIH-
POKOTO AMara3oHa MEKTPUIECKUX CBOMCTB, HAYMHAS
OT TOJIYPOBOJAHMKOBOIO M Y€pe3 MEeTAIIIMUYECKoe K
CBEPXIIPOBOISIIEMY COCTOSIHUIO TIPU JOCTATOYHO HH3-
KO TeMIlepaType; a TakiKe ClIOCOOHOCTH HEKOTOPBIX
W3 3TUX COCAMHEHUN K MHTEpKAIMpOBaHUIO. Bosb-
IIMHCTBO CyNb()UI0B METAIOB, B TOM 4ucie MoS,,
KCIIONIB3YIOTCSl B OMTOAJICKTPOHUKE MPU U3TOTOBIIC-
HHUW COJTHEUHBIX AnteMeHToB (CO) [1, 2]. M3-3a cuib-
HBIX B3aUMOJICHCTBHI MY (-3JICKTPOHAMHU aTOMOB
MEPEXOHBIX METAIJIOB, d — COCTOSTHUS MOJIMOJIeHA
PaCHICTUISIOTCS Ha ABE TIOJOCHI, U3 KOTOPBIX HUKHSIS
JHEpreTudeckas d-30Ha B OCHOBHOM MMEET XapaKTep
d z*. SIBnAeTCs T TAaHHBIH MaTepHal MOIYIPOBOIHHI-
KOM WJIM METaJUIOM, 3aBUCHUT OT CTETIEHHU 3all0JTHEHUS
3toi nosockl d z2. CoeuHeHnE MoS2 SIBJIISIETCS 110-
JYIPOBOJHUKOM, TIOTOMY YTO €ro d z? 30Ha MOJHO-
CTBIO 3aMOJIHEHA.

DTO0 coeMHEeHNe, KaK U APYTUE TUXATHKOTCHUIbI
MoHO/ieHa 1 BoJb(pama, KpUCTaITU3yeTcsl B CIIO-
HCTOU CTPYKTYypeE, TAKOH, YTO aTOMBI XaJIbKOT€Ha pac-
TTOJIOKEHBI B TIOTHOYTTAKOBAHHBIX T€KCArOHAIBHBIX
CJIOSIX, @ aTOMBI NTEPEXO/IHBIX METAJJIOB UMEIOT IlIec-
THUKPATHYIO TPUTOHAIBHYIO IPU3MATHIECKYFO KOOPTH-
naruio. CymectByet nBa nmonutumna: 2H u 3R, u3-3a
Pa3HBIX MOCIEI0BATEILHOCTEH B PACIONOKEHNH CIIOCB
[3, 4]. [Tomutum 2H mMmeeT 1Ba CI0st B JIEMEHTAPHON
sTYeKe, YI0KEHHOW B F€KCaroHajJbHOM CUMMETPUH B
rocienoBaTennbHOCTH AbA / BaB B ceuennn [1120] u
NPUHAUIEKHT K TIPOCTPAHCTBEHHOMU rpymine P6,/mmc
(D?,). Bepxnuii peructp mocienoarensHOCTH OyKB
0003HayaeT aToOMbI XaJbKOreHa, OYKBBI HHYKHETO pe-
THCTpa MCTIONB3YIOTCS JUIsl aTOMOB NEPEXOIHBIX Me-
TaJIJIOB, Y 3HAK / 0003Ha4YaeT cwibl Ban-nep-Baansca
MEX]Ty IBYMS CJIOSIMA aTOMOB XaJIbKOT'€Ha, puc. 1.

[Mommuru R3m (3R) mMeeT Tpu citost B a7ieMeHTap-
HOM sTUelike B HApaBICHUH NTapaMeTpa ¢ (Hampase-
aue [0001]) B poMOosIpHuiecKoil CHMMETPHH C TTOCIIe-
noBatenbHOCThIO AbA / BeB / CaC B ceuennn [1120]
1 NPUHAUIEKUT K MIPOCTPaHCTBEHHOW rpynmne R3m
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OCOBEHHOCTH ®OPMUPOBAHM TOHKHUX CJIOEB JIMCYIIb®UJA MOJIMBAEHA MosS....

e Mo

Puc. 1. Cxemarndeckoe npecTaBIeHne CTpyKTypbl MoS,: MoHOCIO¥ (a), 2H-monuTun (b) reKaroHaabHON CTPYKTYPHI
u 3R-nonuTHIl (¢) poMOOIIPUIECKOil CTPYKTYPbI 00bEMHBIX JAHUCYIB(GHUI0B MonubaeHa [3]
[Fig. 1. Schematic representation of the structure of MoS,: monolayer (a), 2H-polytype hexagonal structure(b) and 3R-
polytype rhombohedral structure (¢) of bulk molybdenum disulphides [3]]

(C,.). lloBepXHOCTb KPHCTAILIOB, TIEPTIEHMKYJISPHAs
K IapameTpy ¢, OObIYHO HA3bIBAETCSI IOBEPXHOCTHIO
Ban-nep-Baansca. CunibHass aHU30TPOIUST KPUCTATI-
JMYECKON CTPYKTYpPBI 3TUX COCIMHEHUI NPUBOAUT K
JIETKOMY PACILEIUICHUIO CJI0€B IO IUIOCKOCTSM CIIaid-
HOCTH, IEPIIEHIUKYJSIPHBIX K TTApaMETpPy ¢ KPUCTaJlIa.
[ToaTomy u (u3HHIecKre CBOWCTBA ATUX COCTMHEHUH
JIOJDKHBI OBITH OY€Hb aHU30TPOIHBIMU. ToIIKMHA Of-
HOTO MOJIEKYIISIpHOTO ¢j10s MoS, paBHa 6.25 A.

Iensro HAcTOsMIEH pabOTHI OBLUIO IMOKA3aTh BIIH-
SITHAE TEMIIEpaTypbl ra30TPaHCIOPTHOTO CHHTE3a Ha
KPHCTATIMYECKYIO CTPYKTYPY CIOEB AUCYIIb(pHIA MO-
mbaena MoS,, chopMUPOBaHHBIX Ha IJIACTUHAX Me-
TAJJIMYECKOT0 MOJNHOJCHA.

METOAUKA NNOJYYEHUSA JUCYJIbOPUIOB
MOJIMBIEHA MoS,

Jucynbdun MonmrbaeHa moryvaii B OKCTIepUMEH-
TaJBHOW yCTaHOBKE, KOTOpasi COCTOsUIa U3 TepMETH-
3MPOBAaHHOW KBapIIEBOW TPYOBI, CPEIHSS YacTh KOTO-
poii HarpeBaach 10 HeoOXoaUMBIX TeMmeparyp 300—
1000 °C ¢ momomipto »neKkTpudeckoit neun. B cpen-
Hell BBICOKOTEMIICpaTyPHOH YacTH KBapIIEBOH TPYObI
pa3meranach MOJIUOIEHOBas (POJIbra, MpeABapUTEIIb-
HO OYHINIEHHAS OT OKHCJIOB B COJISTHOM KHCIIOTE U 3aTeM
IIPOMBITAs B JUCTUIIMPOBAaHHOW Boze. Uepes repme-
TU3UPOBAHHYIO KBaPIEBYIO TPYOY IPOITYCKAJICS TIOTOK
aproHa BbICOKO# YHCTOTHI € pacxogoM 15-20 cm’/MuH.
B kBapueBoii TpyOe co cTOPOHBI BX0OJa aproHa B TeM-
rrieparypHoii 30He 150 °C 6b11a pactookeHa KepaMu-

4eckasi JioZlouka ¢ cepoii kBanmgpukarnuu OCY. O0pazy-
IOIIHUECS AP CePhl IEPEHOCHIIUCH TOTOKOM aproHa B
BBICOKOTEMIIEPATypHYIO 00JIacTh TPYOBI M TaM B3aUMO-
JISCTBOBAITH C TIOBEPXHOCTHIO MOJIMOICHOBOM (DOIIBTH.
B pesynbrare 31010 B3auMoJIeHCTBUS Ha TOBEPXHOCTH
MO0 IeHa 00pa30BBIBAJICS CIIOW TUCYTb(HIa MOITHO-
JICHA, MIIOTHOCTh, MOP(OJIOTHS U CTPYKTYpa KOTOPOTO
3aBUCENIa OT TEMIIEPaTyphbl CHHTE3A.

ITepeueHb 0Opa3IoOB, MOMYUYCHHBIX OMUCAHHBIM
METOJIOM Ta30TPAHCIOPTHOTO CHHTE3a IyTeM OCaxk-
JICHUSI TIApOB CEepPhl Ha METaJUNIMYECKUX IUIACTHHAX
MOJIHOJIEHa TIPH Pa3HBIX TEMIIEpaTypax B HHTEpBaJe
ot 300 1o 1000 °C, xoTOpbI€ B NadbHEUIIEM MBI HC-
CJIeZIOBAJIM METOZOM PEHTreHOBCKoW mudpakmnu (P1I)
Y CKaHUPYIOIIEeH 3JIeKTPOHHOM MuUKpockonui (COM),
npuBeseH B Taom. 1.

Pentrenodaszoserii ananmmn3 (PDA) momydeHHBIX
o0pasuoB npoBoauiics Ha nudpakromerpe JPOH-4
¢ Co Ka-u3nyyeHuem B peKUME MOLIAroBOro CKaHU-
pOBaHUsI.

Mopdonorus MoBepXHOCTH 00pa3IoB HCCICT0-
Bajiach Ha CKaHUPYOIIEM 3JICKTPOHHOM MHKPOCKOIIS
JXA-840 LIKIT HO BI'Y.

1. PentrenogasoBblii coctaB 00pa3inos
AUCyIb(pua0oB MondIEeHA MoSz, MOJIy4eHHbIX
METO/0M OCaKIEHUs NMAPOB cepbl
HAa MeTAJUIMYeCKHX IUIACTHHAX MoJu0aeHa
B Pa3JIMYHBIX T€XHOJIOTHYECKUX YCJIOBHAX

B Ta6n. 2 mpusenens! pesynasrarsl POA onHOM U3
METAJUINYECKUX TUIAaCTUH Mo, Ha KOTOPBIX MPOU3BO-
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Taoauna 1. OO6pasis! cynbhunoB MomubdaeHa B cucteMe Mo-S, morydeHHbIe 0CaXICHHEM ITapoB Cepbl
Ha METAJUIMYECKUX IUIACTHHAX MOJMOAEHA NPH Pa3HBIX TeMIIepaTypax

[Table 1. Samples of molybdenum sulfides in the Mo-S system obtained by depositing sulfur vapors
on molybdenum metal plates at different temperatures]

Howmep obpasma
[Sample number]

Temmieparypa noJry4eHus CyIb(GpHUI0B
Ha IJIaCTHHAX METAJUIMYECKOrO0 MOHOIeHA
[Sulphides obtaining temperature on molybdenum metal plates]

1

Mo mnactuHa (KOMH. TeMIiepaTtypa)
[Mo plate (room temperature)]

2 Mo + S 300 °C
3 Mo + S 800 °C
4 Mo +S 900 °C
5 Mo +S 1000 °C

Ta6auua 2. 3HaueHUs MEKIUIOCKOCTHBIX paccTosHuit d (A) W OTHOCHTENBbHBIX MHTEHCHBHOCTEH JM(PaKIMOHHBIX
JMHUI 00pa3ua MeraiMdeckol miactuibl Mo (o6pazer; 1)

[Table 2. The values of the interplanar distances d (A) and the relative intensities of the diffraction lines of the
sample of the metallic Mo plate (sample 1)]

MeXMI0CKOCTHOE HNurencus- Mo d (A) (00- 1, %
Ne VYron 26° [onymmpuna | paccrosinue, d (A) HoCTb. 1, % 004-0809) [5] (hkl) [5]
[No.] [Angle 26°] [Semi-wide] [Interplanar [Relative [Mo d (A) (00- [I,%
spacings, d (A)] |intensities /, %] | 004-0809) [5]] (hk1) [5]]
1 31.100 1.0800 3.3390 1.36
2 47.300 0.4270 2.2314 2.59 2.225 100 (110)
3 61.950 0.3360 1.7392 3.74 Mo KP
4 69.250 0.3780 1.5753 100.00 1.574 21 (200)
5 78.200 0.2690 1.4193 1.33 Mo KP
6 88.200 0.5020 1.2862 20.81 1.285 39 (211)
7 127.950 0.9340 0.9961 1.59 0.995 17 (310)

JJICS CHHTE3 Cyb(HI0B MOJIMOAeHA B apax cepbl. Ha
puc. 2 IpUBEACHBI TUQPPAKTOTPaMMBI BceX 00pa3IioB,
MepEeYHCIICHHBIX B Ta0M. 1, B TOM yncie u AupaKTor-
pamma Mo miacTuHbl. AHAJIN3 JAHHBIX TOKA3bIBAET, UTO
KPHCTAJUTUThI METAITMYECKON TJIACTHHBI UMEIOT ITpe-
HMMYILECTBEHHYIO OpUEHTAlUI0 B Hanpasienuu [ 100],
MOATOMY CaMO€ MHTEHCHBHOE OTpa)KeHHE Ha TU(paK-
Torpamme (puc. 2) narot mwiockoctu (200) d=1.5753 A,
MepIEeHANKYIISPHBIE STOMY HAITPABIICHUIO, B OTIINIHE OT
MOPOIIKOBOTO 00pa3ia MexKTyHapOIHOH 0a3bl JAHHBIX,
kaprouka PDF Card 2012 (00-004-0809) [5] ¢ cambim
MHTeHCHBHBIM oTpakenueM (110) d=2.225 A. Pesyns-
TaThl MPAKTHYECKU HE M3MEHSUIUCH U TIPU OTXKHUrax Mo
miactud 10 1000 °C, cooTHOIIEHHE HHTEHCUBHOCTEH
JTUPPAKITUOHHBIX JIMHUH 0CTABANIOCH ITPEKHHM.

C yd4eToM 3THX Pe3yJbTaTOB OCYHIECTBIISLIACH
uJaeHTU(DHUKAUS OTPAXKEHUH BCEX MOCIEIYIONUX
I pakTorpaMM OT 00pas3IoB CO CIOSMH JUCYITb(H-
na moymmbaeHa, chOpMUPOBAHHBIME Ha TIACTHHAX
MOJIMO/EHA.

Jlanee B Tabn. 3—6 mpUBENCHBI 3HAYCHUS MEXKII-
JIOCKOCTHBIX paccTosiHuil d (A) u 0THOCUTENBHBIX UH-

TEHCUBHOCTEH MU(PAKIIMOHHBIX JIMHUI 111 00pa3IoB,
MTOJTyYEHHBIX TIYTEM OCAKICHHS TTapOB Cephl Ha Me-
TaJUTMUECKUX TUTACTHHAX MOJIOJICHA TPY Pa3HBIX TEM-
reparypax, CIiCOK KOTOPBIX MpuBesieH B Tadn. 1. Ha
mudpakrorpamme oopasiia Mo + S (300 °C), monyueH-
HOTo Ipu camoi Hu3Ko# Temnepatrype 300 °C cynb-
(bunnpoBaHus TIIACTUHBI MOJIMOJICHA B TOpsTYe 30HE
(puc. 2), BCe TMHUU TPUHAIICHKAT METAILUTUICCKOMY
Mo, KkpoMe 01HO# OdeHb crraboi mann (d = 3.8695 A;
1=1.66 %), koTOpast MOKET IPUHAIIICKATH OTHOMY U3
MHOTOYHCIIEHHBIX OKCHI0B MouOieHa. Ho pu saTom
camasi HHTEHCHBHAs JTMHUS MonroaeHa d =2.225 A o
nmanabM kapTouku PDF Card 2012 (00-004-0809) [5]
Mexynapoanoit basbl JlaHHBIX TOSIBISIETCS B 3TOM
obpasiie B Bujie caboro orpaxenus d = 2.2314 (A),
1=3.66 % (o6pazen 4), (cm. puc. 3 u Tadm. 3). Takum
oOpasom, ipu Temreparype ropsiueii 3oub1 300 °C 00-
pazoBaHus CyabGUIOB MOIMOICHA HE TIPOUCXOTUT, &
MOJIMO/ICHOBAS TNIACTHHA OCTAETCS MO-TIPEKHEMY TEK-
CTYPUPOBAHHOM.

Janee B Tabn. 4 1 Ha pHC. 2 TIPEICTABICHBI pe-
3yJBTaThl PEHTreH0(a30Boro aHamu3a oopasua Mo +S
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L MoS, F——o6p.3-800 "C+5
1.5804 06p.2-300 °C+S
2500 | P X
: 06p.5-1000 "C+S
r Mok 0o6p.1 (Mo)
2000 |
y Mo
g_) ft’;;d . 0.9953A
MiAe TR MoS,
5 1500 Al MoS, | s,
oy 1.3691A
[ MoS, 243A-7 Mos,
6.2007A _ 142A 10354
1000
500
1 L 1 4 1 4 1 " 1 " 1

20 40 60 80 100 120
2theta, deg

Puc. 2. ludpaxrorpamma MeTasuimaeckoil mactuasl Mo (obpasery 1) BMecte ¢ qudpaxkrorpammamu o0pa3noB Mo+S,
MOJyYEHHBIX B pe3yJIbTaTe CyIb(UANPOBAHMS IUIACTHH MOJIHO/CHA B ropsiueii 30He KBApLEBOH TPYOBI P TeMIIepaTy-
pax 300, 800 u 1000 °C
[Fig. 2. Diffractograms of the pure Mo plate and of Mo + S samples obtained as a result of the sulfidation of
molybdenum plates in the hot zone of the quartz tube at temperatures of 300, 800 and 1000 °C]

Tabauua 3. 3HaueHHe MEKIIOCKOCTHBIX paccTostHuil d (A) M OTHOCHTENbHBIX MHTEHCHBHOCTEH AM(PaKIHOHHBIX
nuHAA 00pasia, nomydennoro mpu 300 °C (obpazer 2)
[Table 3. The value of the interplanar distances d (A) and the relative intensities of the diffraction lines of the
sample obtained at 300 ° C (sample 2)]

MesxkmnockoctHoe | Mutencusrocts | d (A) 2012 (00-
Ne Vron 20° | TMomymmpuna | paccrosuue d (A) L% 004-0809) Mo 1, %; (hkl) Mo
[No.] | [Angle 26°] | [Semi-wide] | [Interplanar spacings [Relative [d (A) 2012 (00- | [Z, %; (hkl) Mo]
d (A)] intensities /, %] | 004-0809) Mo]
1 26.750 1.4060 3.8695 1.66 MoO
2 47.300 0.4710 2.2314 3.66 Mo 2.225 100 (110)
3 62.000 0.3630 1.7379 3.72 Mo KB
4 69.300 0.4100 1.5743 100.00 Mo 1.574 21 (200)
5 88.250 0.5250 1.2857 4.04 Mo 1.285 39 (211)

Taéauua 4. 3HadeHHUS MEKIUIOCKOCTHEIX paccTosHUH d (A) M OTHOCHTENBHEIX HHTEHCHBHOCTEH AM(PAKIMOHHBIX
nuHui obOpaszna Mo +S 800 °C, momydernoro mpu 800 °C (obpaszerr 3)

[Table 4. The values of the interplanar distances d (A) and the relative intensities of the diffraction lines of the
sample Mo + S 800 °C, obtained at 800 °C (sample 3)]

d () MoS, (00- (hkl), 7, % MoS
MexmiockocTHoe  MIHTEHCHBHOCTH 006-0097) 2
o (00-006-0097)
No Yron 20 [onymmpuna  paccrosinue d (A) L% P6, mmc [(hKl), I, %
[No.] [[Angle 20°] [Semi-wide] [Interplanar spacings [Relative [d(A) MoS, (00- MoS (60208 6-
d (A)] intensities 7, %] 006-0097) 2
0097)]
P6./mmc]
1 16.600 0.6030 6.2007 1.68 6.150 MoS, (002) 100
2 38.350 0.9330 2.7252 9.31 2.737 MoS, (100) 16
3 62.050 0.3490 1.7367 4.19 KB Mo
4 69.300 0.3950 1.5743 100.00 1.574 Mo (200)
5 88.250 0.4680 1.2857 3.34 1.285 Mo (211)
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Tabauna 4. 3Ha4eHUs MEKIUIOCKOCTHBIX PacCTOSHUHN d (A) 1 OTHOCHTENBHBIX MHTEHCHUBHOCTEH NH(PAKIIMOHHBIX
muEAi 00pasma Mo + S 800 °C, momyuernoro mpu 800 °C (obpazer 3)

[Table 4. The values of the interplanar distances d (A) and the relative intensities of the diffraction lines of the
sample Mo + S 800 °C, obtained at 800 °C (sample 3)]

MexmiockoctHoe | IHTEHCHBHOCTB (O%fé()) 6%%8927) (hkl), 7, % MoS,
o paccrosuue d (A) L% (00-006-0097)
Ne | Vroa26® - Homymmpitiia | Ty ar [Relative P6, mme [(hkl), I, %
[No.] | [Angle 26°] | [Semi-wide] P . . [d (A) MoS, Ny
spacings intensities (00-006-0097) MosS, (00-006-
0

d (A)] 1, %] P6, mmc] 0097)]

1 16.600 0.6030 6.2007 1.68 6.150 MoS, (002) 100

2 38.350 0.9330 2.7252 9.31 2.737 MoS, (100) 16
3 62.050 0.3490 1.7367 4.19 Kp Mo

4 69.300 0.3950 1.5743 100.00 1.574 Mo (200)
5 88.250 0.4680 1.2857 3.34 1.285 Mo (211)

800 °C (obpa3zer 3), MOTYIEHHOTO B PE3YIBTATE CYIIb-
(buanpoBaHNs TUTACTUHBI MOJHOEHA B TOpSYEH 30HE
KBapueBoii TpyOs! ipu Temneparype 800 °C. Pe3ynb-
TaTbl CPABHEHUsI TAOJIMYHBIX AAHHBIX C KapTOUKaAMH
MexiyHapoHoi 6a3bl ganHbix PDF Card 2012 (00-
004-08090) mrs momubaena [S] m PDF Card 2012
(00-006-0097) auist TeKCArOHANBHOTO CYNb(UIA MO-
nmbaena MoS, [6] TOKa3bIBAKOT, YTO U3 NMATH AU(paK-
LMOHHBIX JINHUM, [TOJy4eHHBIX Ha AU(paKrorpamme
(puc. 2), ABe MEPBBIX TUHUU PHHAATICHKAT CAMbIM WH-
TEHCHBHBIM OTPAKEHUSIM IEKCAroHanbHOM (asbl MoS,
P6, mmc ¢ napamerpamu: a =3.16 A nc=12.295 A.

Tpu cremyromye JUHANA TPUHAIICKAT TUTACTHHE Me-
TAJUTMYECKOTO MOJIHOJICHA, Ha KOTOPO 0OpazoBajcs
ToHKMH cioii MoS, npu Temneparype 800 °C B pe3yib-
TaTe peaxIuy ¢ mapamu cepsl. [lpu aTom crienyer oT-
METHUTh TOJIHOE OTCYTCTBUE Ha JAU(paKTorpamme ca-
MOH MHTEHCHUBHOM JTUHUU MeTainmuaeckoro Mo (110)
¢ d=2.225 A [5], sBnsromeecst e ICTBHEM TEKCTY-
PHUPOBaHUS €€ CTPYKTYPBI.

[anee B Tabm. 5 mpenCcTaBICHBI pe3yIbTaThl PEHT-
rerogasoBoro aHaimza oopasia Mo +S 900 °C (obpa-
3e11 4), TOTy9eHHOTO B pe3yibTaTe Cyab(UaNpPOBaHUS
IUIACTUHBI MOJTO/ICHA B TOPSUEH 30HE KBapLIEBOH TPy-

Tabauua 5. 3HaueHUs MEXIUIOCKOCTHBIX paccTosHuit d (A) U OTHOCHTENBbHBIX MHTEHCHBHOCTEH JU(PAKIMOHHBIX
muani 00pazma Mo+S 900 °C, momyuennoro mpu 900 °C (obpaszer 4)

[Table 5. The values of the interplanar distances d (A) and the relative intensities of the diffraction lines of the
Mo + S (4) 900 °C sample obtained at 900 °C (Sample 4)]

d (A) MoS
Mesxmnockoct- | IHTEHCUBHOCTH 2
HOE PacCTOsIHUE 1, % pOMO0IIp. d(A) MoO,
No VYrom 26° | [Tomymmpuna d(A) [Re’lative (00-017-0744) (00-005-508)
[No.] [Angle 26°] | [Semi-wide] . . [d (A) MoS [d (A) MoO
[Interplanar intensities 2 3
spacings d (A) | 1, %] rhombohedral (00-005-508)]
(00-017-0744)]
1 27.250 0.6510 3.7998 4.52 3.810
2 30.250 0.3580 3.4305 100.00 3.463
3 43.200 0.5090 24315 14.48 2.34
4 58.250 0.3560 1.8391 3.89 1.889
5 62.500 0.5630 1.7254 11.92 1.755
6 63.050 0.4060 1.7119 23.52 1.733
7 69.300 0.3470 1.5743 42.88 1.581
8 71.400 0.6130 1.5339 6.89 1.529
9 79.200 0.4650 1.4043 4.17 1.403
10 94.800 0.5970 1.2160 4.96 1.214
11 103.300 0.4920 1.1414 4.25 1.179
12 111.200 0.6770 1.0848 4.11 1.099
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on1 ipu 900 °C. Pe3ymbraThl cCpaBHEHUS TaOTUIHBIX
JAHHBIX C KAPTOUKaMU MEKAyHAPOITHOH 0a3bl JAHHBIX
PDF Card 2012 (00-017-0744) nyst poMO03ApHYECKOTO
cynbuna monubaena MoS, [7] u PDF Card 2012 (00-
005-508) my1st TpHOKCH 1A MOJIUO/ICHA MoO3 OKa3bIBa-
0T, 9TO 13 12 AU pakinOHHBIX JTHHAN, TTOTYYEHHBIX
Ha audpakTorpamme, 9 TMHAN TpUHAIEKAT OTpaxKe-
HUSAM pOMOO3IprYECcKoi (asel MoS, ¢ mapameTpamu:
a=3.16 Auc=18.33 A, npoctpancrsennas rpynmna
R3m. Onnako ocTanbHbIE TPU OTPAKEHUS, B YUCIIE KO-
TOPBIX caMas MHTeHcHBHas muHus d =3.4305 (A), npu-
Ha/JIeKaT OJHON U3 MHOTOYHMCIIEHHBIX MOTU(HUKALIUI
OPTOPOMOMYECKOTO TpHOKCHAA MoOiena MoO, [8].
Takum o6pazom, npu Temneparype 900 °C Hapsay ¢
TpHOKcHI0M MoiOiena MoO, obpasyercs poM60a-
pudeckas MonupuKarms MoS,, OTIMYAroIIasCs OT rek-
caroHaJbHOM (ha3bl OOJBIINM MTAPAMETPOM C.

W, makonerr, B Taba. 6 U Ha TOM e pHC. 2 Tpe-
CTaBJICHBI Pe3yJbTaThbl PEHTICHO(A30BOT0 aHaIU3a
obpasma Mo +S 1000 °C (o6pazer 5), momydeHHOTO
B pe3yJibTaTe cyib(puaupoBaHus MIacTUHBI MOIHOIe-
Ha B TOpsTYei 30HE KBApIIEBOI TPYOBI IPU CaMOU BbI-
cokoit Temrieparype 1000°C. Pe3ynbraTsl cpaBHEHHUS
TAOIMYHBIX JAHHBIX C KAPTOUYKAMH MEXIYHApOIHOM
0a3bl MaHHBIX I MoHOAeHa [S] U Ayt poMOoIIpH-
4€CKOro aucyabQuaa moaubaena MoS, [ 7] nokasbisa-
0T, 9TO U3 8 MU(PAKIMOHHBIX JTUHHMA, TOITYYSHHBIX
Ha audpaxrorpamme (puc. 2), MIeCTh JUHUHN MTPpUHA-
JIEKAT OTPAKEHUAM pOMOOIpUIeCcKoi pasb MoS,.
U Tonbko 2 caabbix auHnm: d =3.441 A, d=2.431 A,
MIPUHAAJIEKAT OAHOW U3 MHOTOUYHCICHHBIX MoAU(DU-
Kauui Tpuokcuaa Momudaena MoO, Takum o6pasom,
npu Temreparype 1000 °C oGpazyercst poM603apH-
geckas Momudukanus MoS,. OTcyTcTBUE NIPU 3TOM

caMoro nHTeHCcHBHOTO oTpaskeHus (003) 3Toit (as3sr ¢
d = 6.090 A MoxeT ObITh BBI3BAHO MPEUMYIIECTBEH-
HOW OpHEHTalMel HaHOKPUCTAJIOB poMOo3apHyec-
Koii (ha3bl B1OJIb HarpasiieHus [110].

Takum 00pazom, pe3yabTaTsl, IPEACTaBICHHBIC
Ha puC. 2 C COBMEHICHHBIMU AudpakTOrpaMMaMu
00pa3uoB, MOJyYEHHBIX B PE3yNbTaTe CyabQUINPO-
BaHM IUIACTHH MOJMO/AEHA B Topsiueil 30He KBaplie-
BOM TpyOBI ITpH pa3nuuHbIX Temneparypax: 300, 800,
1000 °C, B cpaBHEHHHU ¢ AU(DPAKTOrPAMMOI YUCTOH
TUIacTHHBI Mo, HaTIISIHO MTOKA3bIBAIOT, YTO IPU  pas-
HBIX BbICOKMX TeMiieparypax 800 u 1000 °C na mac-
THHAX MOJHOACHA 00pa3yroTcs Cyab(OUIBI MOTHOIEe-
Ha PasHbIX MOIU(UKAIMIA: rekcaronanbHas P6,/mme
ripu 800 °C u pomOo3npuueckas (TpuronanpHas) R3m
mipu 1000 °C.

2. CxkaHuMpyomasi 3JJeKTPOHHAS MHKPOCKONHUS
o6pa3suos cyiabpuaos moandaena MoS,,
MOJYYeHHBIX HA METANIUYECKHX TMJIACTHHAX
MOJIM0IeHAa MPU Pa3IuYHBIX TeMIepaTrypax

B aToMm pasnere mociaemoBaTebHO PeACTaBICHEI
pe3yNbTaThl CKaHUPYIOUIEH 3JIEKTPOHHON MUKPOCKO-
rmuu (COM) minacTHHBI METaUIMYECKOTO MOJIHO/IeHA
Mo, HaKOTOPOM CHHTE3UPOBAJIHCH CYTb(PHIBI MOTHO-
JieHa ra30TPaHCIIOPHBIM OCAXKACHNUEM IapoB CEPBI, U
00pas1oB cynb(puaoB MosubaeHa MoS,, momy4eHHbIX
Ha METaJUIMYeCKUX TUIACTHHAX MOJHOeHa MpHu paz-
JUYHBIX TeMIIeparypax.

Ha puc. 3 cneBa npezacrasiens! pe3ynsrarsl COM
TUTACTHHBI METAJUIMYECKOT0 MonubaeHa Mo, Ha KOTo-
POM CHHTE3MPOBAIHCH CYIb(HUIBI MOTHOIECHA Ta30T-
PaHCIIOPHBIM OCaXKJIEHUEM MapOB Cephl, KOTOPHIE I10-
Ka3bIBAIOT Ha OTCYTCTBHUE SIBHO BBIPAKEHHBIX MUKPO-
Je(eKTOB MMOBEPXHOCTH IUIACTUHEIL. TeM He MeHee, Ha

Tabauna 6 3HaueHHe MEKIUTOCKOCTHBIX PacCTOSHUHN d (A) 1 OTHOCHTENBHBIX MHTCHCHUBHOCTEH NH(PPAKIINOHHBIX
muHAA 06pasma Mo +S 1000 °C, nmorydennoro npu 1000 °C (obpazert 5)

[Table 6. The value of the interplanar distances d (A) and the relative intensities of the diffraction lines of the
sample Mo + S 1000 °C, obtained at 1000 °C (sample 5)]

Mexruiockoct- | MaTeHCHBHOCTE | d MOS, poMO031p.
2 o -
o HOE PACCTOSTHHE L% (00-017-0744) (hkD), 1, % (00
Ne VYromn 26 [onymmpuaa A . 017-0744)
o L d(A) [Relative [d MoS, o i
[No.] |[Angle20°]| [Semi-wide] . i [(hkl), 7, % (00
[Interplanar intensities rhombohedral 017-0744)]
spacings d (A)] 1, %] (00-017-0744)]
1 30.150 0.5300 3.4416 6.57 MoO
2 38.200 0.8800 2.7355 19.02 2.710 (101) 70
3 43.200 0.3110 24315 2.87 MoO
4 61.650 0.7270 1.7468 4.24 1.755 (018) 30
5 68.850 0.8030 1.5833 100.00 1.581 (110) 70
6 82.100 1.2000 1.3630 3.69 1.363 (021) 20
7 88.250 0.4070 1.2857 6.98 1.283 (205) 10
8 120.200 1.8680 1.0325 7.39 1.031 (211) 5
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M300paKeHNH IIPOCMATPHBAIOTCSI HAKJIOHHO-TIONIepEY-
HBI€ SKBHIMCTAHTHBIC TIOJIOCHI, CBUICTENILCTBYIOIIIUE
0 BO3MOYKHOH TEKCType 00pasiia, KOTOPYO Mbl M 00Ha-
PYKWIIU Ha PEHTTEHOBCKOM T (PPaKIIMK STHX IJTACTHH.
Pe3ynbrarsel MUKpoaHann3a ¢ TOUHOCTBIO 110 1. 84 %
MIOKa3aJIi OTCYTCTBHE 3aMETHOTO KOJIMYEeCTBA IpUMe-
ceil B MeTaJuIM4ecKol TiIacTHHE MOJIHO/IeHa.

Jlaee Ha TOM ke pHC. 3 CIIpaBa IPEICTaBICHEI pe-
3ynbTartel COM 00pasiia rekcaroHajaIbHOTO JUCYTbhu-
namonubaena MoS,, oty 4eHHOro ra3oTpaHCIoOpHbIM
OCaXJICHUEM [TApOB Cepbl HA METAITTMYECKOH IJIaCTH-
He MonubzaeHa rpu temrieparype 800 °C. Mukpodo-
Torpadust 3TOro 00pasia MoKa3hIBaeT Ha U3MEHEHHE
MOP(OIOTHHU TOBEPXHOCTH METAJUIMYECKON IIIacTH-

\

SEl  20kV

WD10mm. 5821

SEl - 20kV

HBI B pe3yJbTare Cyab(QUINPOBAHUS €€ IOBEPXHOCTH
1 HacianBanus Cynbpuaa momubaena MoS, rekcaro-
HajbHON Moaudukanuu. Ha Mukpodotorpaduu sto-
ro o0pasia MpoCMaTPUBAIOTCS TPEYTONbHBIC U Tpe-
YTOJIBHOMOO0HBIE TOMEHBI, CBHJICTEIbCTBYIOLINE O
TeKCArOHAJILHON CTPYKTYpe MOIyYEHHBIX TUCYIb(QUI-
HBIX CJIOEB, KOTOPBIE JIETKO OOHAPYKUBAIOTCS B OJTHO-
CJIOMHBIX CTpyKTYypax MoS, [9].

K coxanennto, MeTo]] MUKpOaHalin3a He MO3BOJIsI-
eT OOHAPYKUTb HAJIMUUE Cepbl B 00paslie, TAK KaK ro-
paszo Oosiee uHTEHCHBHAS Mo LG~ THHUS MOJIUOICHA
HakJaapBaecs Ha S Kd- u S K3- IMHUM cepbhl.

W, HakoHen, Ha puC. 4 IPEACTaBICHBI PE3YJIbTAThI
CKaHMPYIOIIEH 3JIeKTPOHHON MHUKPOCKOIIUH TUCYJIb-

WD10mm - $521

M

. x10,000  —

Puc. 3. Muxpodortorpapun COM noBepXHOCTH IUTACTHHBI METAJUINYECKOTo MonnoaeHa Mo (cieBa) 1 rekcaroHajIbHO-
ro aucynbhuna monubnena MoS, (cripasa) no1y4eHHOr0 Ha METAILIMYECKOI IIIACTHHE MOIUG/ICHA [IPH TEMIICpaType
cuntesa 800 °C
[Fig. 3. SEM microphotographs of the molybdenum metal Mo plate surface (left) and hexagonal molybdenum disulfide

2

MoS, (right) obtained on a metal plate of molybdenum at a synthesis temperature of 800 °C]

- 3 - T o m

Puc. 4. Muxpodororpadpuun COM pomO0o3apudeckoro ucyibhuaa MoaudaeHa MoS, nomyueHHOro Ha MeTaTHYECKON
IUTAaCTHHE MOJIHOIeHa rpu Temreparype cuare3a 1000 °C
[Fig. 4. SEM microphotographs of rhombohedral molybdenum disulfide MoS, obtained on a molybdenum metal plate at
a synthesis temperature of 1000 °C]
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(puna Mmonmbaena MoS,, mory4eHHOro Ha METaTAYEC-
KO 1y1acTuHe MojiubieHa npu Temreparype 1000 °C.
OHHM MOKA3bIBAIOT OUEBUJIHBIC U3MEHEHUST MOP(OIIO-
TU MMOBECPXHOCTHU METaJINYECKON TUIaCTUHBI B pe-
3yJabTaTe pOCTa Ha e MOBEPXHOCTH MUKPOKPHUCTA-
7108 ucynbduna mosmbaena MoS, pom6osnpuuecKoi
Momudukanyu R3m.

Takum 00pa3zoM, pe3ynbTarhl UCCICOBAHHS Me-
TonoM COM 006pasios cynbhunos monubaena MoS,
(puc. 3 u puc. 4), MONTYyYSHHBIX HA METATHYCCKUX
IUTACTHHAX MOJIMO/IeHA TIPH Pa3INYHBIX TEMIIepaTypax,
MOKAa3bIBAIOT, YTO TOJNBKO npu Temneparype 1000 °C
HPOUCXOAUT (POPMUPOBAHKUE MUKPOKPHUCTAILIOB MOS,
C OTPaHKOH, COOTBETCTBYIOLIEH pomMOOdapHUYECKON
(TpuronaneHOif) daze R3m.

3AK/IIOYEHHUE

IIpoBenennsie ucciaenoBaHuss merogamu POA u
CODM mpouecca hopMUpoBaHus CYIbPUIOB MOTUO-
JIeHa TIpH TIEPEHOCE MapoB CEPhl Ha METAITHYECKHE
IUIACTHHBI MOJIMO/ICHA ITPU PA3IHYHBIX TEMITEpaTypax
CUHTE3a B TOpSYCH 30HE KBapIIEBOTO PEaKTOpa MOKa-
3BIBAIOT, YTO TPH BBICOKHX TEMIleparypax CHHTE3a
B unTepBaie 800—1000 °C Ha rutacTuHax MoauOe-
Ha 00pa3yroTcs TUCYIbMOUIBI MOTHOIEHA Pa3THIHBIX
MO (DUKAIUI/TIOJINTUITOB: TEKCArOHAIBHOM P63/mmc
ipu 800 °C 1 pomMOosApHYECKOl (TpUroHanbHOM) R3m
mpu 1000 °C.

dopmMHUpOBaHKE MUKPOKPHCTAILIOB MOS, ¢ orpan-
KO, COOTBETCTRBYIOIIEH poMOo3aprdeckoii pasze R3m
B IpEeUMYLIECTBEHHOM HarnpasieHuu [110], mpoucxo-
nuT npu temmeparype 1000 °C.

Paboma evinonnena npu noodepoicke Munobpna-
yxu Poccuu 6 pamxax cocydapcmeennozo 3a0a-
Hus BY3am 6 cgpepe nayunoii desmenvrocmu Ha
2017-2019 2o0vw1. [Ipoexmor Ne 3.6263.2017/BY u
Ne 16.8158.2017/8.9.
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SPECIFICS OF THE FORMATION OF THIN LAYERS OF MOLYBDENUM
DISULFIDE MoS, ON METAL MOLYBDENUM AT DIFFERENT
TEMPERATURES
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Abstract. MoS, is classified as a transition metal dichalcogenide. They crystallize as layered structures
of various modifications. The strong anisotropy of the crystal structure of these compounds leads to
the easy splitting of the layers along the cleavage planes perpendicular to the parameter ¢ of the
crystal. Therefore, the physical properties of these compounds are very anisotropic.
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The aim of the paper is to show the influence of temperature on the phase composition and crystal
structure of thin layers formed on metal molybdenum plates during gas transfer of sulphur vapours
to the hot zone of the reactor. Molybdenum disulphides were produced in a sealed quartz tube, the
middle part of which was heated to the necessary temperatures in the range of 300-1000 °C. In this
high-temperature part of the quartz tube, molybdenum foil was placed, which was purified of oxides
in advance. In the quartz tube, from the side of the entrance of the argon gas, in the temperature zone
of 150 °C, there was a ceramic boat with sulphur. The resulting sulphur vapours were transferred by
a flow of argon to the high-temperature region of the tube and there interacted with the surface of the
molybdenum plate. As a result of this interaction, a layer of molybdenum disulphides was formed on
the molybdenum surface, the density morphology and the structure of which depended on the syn-
thesis temperature.

The results of the X-ray diffraction and scanning electron microscopy samples investigations of
molybdenum disulphides MoS, obtained on metal Mo plates at different temperatures show that at
high temperatures of gas transport synthesis in the range 800-1000 °C, molybdenum disulphides of
various modifications/polytypes are formed: the polytype of 2H hexagonal syngony P6./ mmc at 800
°C and the polytype 3R of rhombohedral (trigonal) syngony R3m at 1000 °C.

At the temperature of 1000 °C, MoS, microcrystals with a facet corresponding to the rhombohedral
phase of R3m are formed.

Keywords: two-temperature synthesis, metallic molybdenum, disulfide molybdenum, polytypes,

hexagonal modification, rhombohedral modification.
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