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JAUCHEPI'HPOBAHUME CJOUCTBIX TUXAJTBKOI'EHUI0B
MOJIMBJAEHA 1 BOJIb®PAMA U ITIOJIYYEHHUE TOHKHUX
MJIEHOK U3 UX KOJUIOUJHBIX JUCHEPCUM

B cratbe mpuBeneHbl NaHHBIE SKCHEPHUMEHTAIBHBIX HCCICIOBAHUN 1O XUMHUYECKOMY PpAaCILEIICHHUIO
CIIOUCTBIX JMXaJbKOreHUA0B MoiuOneHa u Bonbppama MQ, (M = Mo, W; Q = S, Se) ¢ obpa3zoBanrem
KOJUIOMIHBIX AWUCIEPCUN B OPraHMYECKUX pacTBOpUTeNsiX. [ucnepcuu ANXaibKOreHHI0B UCTIONb30BaHbI
JUIS TIONMy4YeHHUs TOHKUX TUIEHOK. Bce MaTepuainbl 0XapakTepru30BaHbl pa3nuYHbIMUA (GU3HUECKUMHU METO-
Jamu. Pa3paOoTaHHBIH MeTOA MO3BONSET MONy4YaTh AUXANbKOTEHHIbl MONMOAEHAa U Bonb(pama Kak B
BU/JIE TUICHOK, TIOKPBITHA, TaK U B BUJE 00bEMHBIX HAHOMAaTEPHUaJIOB.

KnroueBble cji0Ba: TuxaibKoreHUAbl MoiauOAeHa U BoJdb(ppamMa, CHHTE3, AUCIIEPTUPOBAHUE, KOJI-
JIOUAHBIE PACTBOPBI, TOHKUE IIJICHKH.

Co3naHne HOBBIX YCTPOMCTB ISl TBEPAOTEIbHOW MUKPO- U HAHOAJIEKTPOHUKH
B OOJIBIION CTENEHH 3aBUCUT OT TEXHOJOTHMYECKOIO YPOBHS MPUTOTOBICHUS pa3-
JUYHBIX CIIOUCTBIX MATEPUAJIOB, TJIaBHBIM 00pa3oM B BUJE TOHKHUX IUJIEHOK, C TOJI-
IIMHAMHU OT HECKOJbKUX HAHOMETPOB JI0 AECSATKOB MHUKpoMeTpoB. IlogoOHbie
CJIOMCTBIE CTPYKTYPbI IPUMEHSIIOTCSA B AKYCTUUYECKOM, MUKPOBOJIHOBOM, ONTOAJIECK-
TPOHHOM TEXHOJIOTMU U APYrux obnactsx. JJis yCHEemHOro UCMOIb30BaHUS ITHX
MaTepuagoB U pacliupeHus o0jacTed X MPUMEHEHUs HEOOXOAUMO BECTU MOUCK
HOBBIX CHCTEM C Pa3JIMYHBIMU CBOMCTBAMHU — METAJUINYECKUMH, MTOTYTPOBOJHUKO-
BBIMHU, JUAJIEKTPUUECKUMHU, MATHUTHBIMU U Jp. B TO e BpeMs (pyHKIHOHATbHbBIE
CBOWCTBAa TEXHUYECKUX YCTPOMCTB MOTYT 3aBHCETh HE TOJBKO OT MPUPOJBI TAKUX
MaTepuaoB, HO TAKXKE OT UX CTPYKTYPHBIX XapaKTepUCTHUK. Tak OUYE€Hb TOHKHUE
CJIOM Marepuana MOTYT JIEMOHCTPUPOBATh YJIYUYIIEHHbIE CBOMCTBA MO CPABHEHUIO
C KOMIAKTHBIM TPEXMEPHBIM MaTepuanioMm. B kadecTBe SpKOTO mpumepa MOKHO
npuBecty rpadeH, cinoil rpaduta TOJIIMMHON B OJWH aTOM, KOTOPBIM SBISIETCS
CTPYKTYpHOU equHulIel rpaduTa: rpadeH o0siaiaeT psSaoM YHUKAIbHBIX CBOWCTB,
HE MPUCYUIUX T'paduTy — BBICOKOH AIEKTPONPOBOJIHOCTHIO U MOJIBUKHOCTBHIO HO-

CHUTEJICH TOKa, TSILIOMPOBOIHOCTHIO, MEXaHHUECKOH MPOYHOCTHIO [1].
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B nocnennee Bpemsi Ha BoJiHE «TIpa)€HOBON JTUXOPAIKU» MHOTOKPATHO BO3-
pOC WHTEpEeC K JAPYTMM HU3KOPAa3MEPHBIM HEOPTAHWMYECKUM MaTepuajiaM, B Tep-
BYIO OuU€pe/lb, K CIOUCTHIM coeAuHEHUsAM. OJHUM U3 HanboJiee BaXKHBIX KIACCOB
CIIOUCTBIX COCTUHEHUN SBJISIOTCS AUXATBKOTCHUABI TEPEeXOMHBIX MeTamuioB MQ;
(M =Ti, Zr, Nb, Ta, Mo, W; Q =S, Se, Te) [2 - 4].

WX 37eKTpOHHBIE CBOMCTBA BAPBUPYIOTCS OT METAUTMUECKUX 10 TMOJIYIPO-
BOJITHUKOBBIX; B HMX HaOJI0/1aeTcsi 0Opa3oBaHUE BOJIH 3aps0BOM MIOTHOCTH, OHU
JIEMOHCTPUPYIOT MEPEXO/IbI THITA METAIII-TUAIIECKTPHK.

JInxXaabpKOTeHUIBI MTEPEXOJHBIX METAUIOB MOTYT HCITOIh30BATHCA B XHUMHYC-
CKMX MCTOYHUKAX TOKA, COJTHEYHBIX OaTapesiX, B KaueCTBE KaTaJlu3aTOpPOB, CyXOu
CMa3Ku U B APYTUX 00JaCTX.

HenasHo ObUTO MOKa3aHO, YTO WHAMBHUAYyaldbHBIE MOHOCIOM MOS; mmerot
MpUEMIIEMbIC 3HAYCHUS YHEPTreTUUYSCKON eI W MOABMKHOCTH HOCHUTEJICH TOKa,
9TO MOXET OBITh HCIIOJIB30BAHO JUIsI M3TOTOBJICHUS TOHKOCIIOWHOTO IIOJIEBOTO
tpan3ucropa [4, 5]. JlanHble HU3KOpa3MepHbIe HaHOMATepHUajbl, OJarogaps CBOUM
3aMedaTeIbHbIM (PYHKITMOHAIBHBIM CBOWCTBAM, MPECTABISAIOT OOJBINION HHTEPEC
JUISL UX UCIOJIb30BAaHMS B KAUECTBE Pa3HOOOPA3HBIX PJIEMEHTOB COBPEMEHHOW Ha-
HODJICKTPOHUKHU.

B cBs13u ¢ mepcniekTHBaMu MPAKTUIECKOTO MPUMEHECHHSI HAHOMATEePHAIOB Ha
OCHOBE XaJIbKOT'€HHUJIOB BCTAET BOMPOC O CHOCO0AX MOIYUYEHHS] UX MaJOCIOMHBIX
CTpYKTYp. MI3BeCTHBIC MEXaHUYECKUE METO bl (BKITIOYAsl CKOTU-METO) paciierie-
HUs KprcTaioB MQ, Ha MOHOCIIOHN SIBJSIOTCS MAaJOMPOU3BOAUTEIBHBIMUA U MAJIO-
MPUTOTHBIMH JIJIS1 TEXHOJIOTHICCKUX MPUMEHCHU.

B Hacrtosiee BpeMst MOIYYHII ITUPOKOE PACTIPOCTPAHCHUE XUMHUYCCKHUI Me-
TOJ — IUCTIEPTUPOBAHKE CIOUCTHIX MAaTEPUAIOB B PA3IUYHBIX PACTBOPHUTEISX MPU
MOMOIIM YyJIbTPa3ByKa ¢ 00pa30BaHHEM KOJUIOUJIHBIX PACTBOPOB; MOCIEAYIOIIUM
(GUIBTPOBAHUEM WIIM PACTIBIIICHUEM TOJYYCHHOTO KOJUIOMIHOTO PacTBOPA MOYKHO
MOJTy4aTh TOHKHE TUICHKU MaTepuaia [6].

JlanHas paboTa TOCBAIIEHA HM3YYCHHUIO TPOIECCOB JUCIICPTHPOBAHMS [U-
XaJIbKOreHU 0B MouOaeHa 1 Bobppama MQ, (M = Mo, W; Q = S, Se), noayue-
HUIO TUICHOYHBIX MaTEPHAIOB M3 KOJJIOUIHBIX JUCIIEPCUN 3TUX COCTMHCHHUHA U WC-
CJICIOBAHUIO CBOMCTB TOHKHX TIJICHOK.

CTpoeHne TUXaJIbKOTeHHI0B MOIUOIeHA U Boib(ppama

JluxanpkoreHuapl MonuOaeHa W Bodbhpama MQ,, Kpuctammmsyorcs B
cTpykrype monubaenuta 2H-MoS,. CtpykTypa mpencraiseT coboii OeckoHed-
HBbIE TpexaTOMHbIE clon-coHaBUYN Q-M-Q, B KoTOpBHIX atrombl MeTamuia M Haxo-
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ASTCSI B TPUTOHABHO-TIPU3MAaTHIECKOM OKPY>KEHHUU aTOMOB Xajbkorena Q. Bayt-
pH MOJMMEPHOTO CJIOS aTOMBI CBSI3aHbI IPYT C APYTrOM MPOYHBIMU KOBAJIEHTHBIMU
CBA3SIMH, HO MEXJY 3THUMHU CIOSMH HMEIOT MECTO TOJBKO cjadble BaH-Iep-
BaaJbCOBHI B3auMoercTBus [3].

Ha puc. 1 mpusegena crpykrypa 2H-MO0S;, THnu4HOrO mpeAcTaBUTENs Ce-
MENCTBA CIOUCTHIX XaJIbKOI'€HUI0B METAJIIIOB.

Puc. 1 — Ctpykrypa rekcaroHanbHoi Moaudukanuu qucyiabduaa moimbdaena 2H-MoS;

CuHTe3 IUXAJbKOTeHU/10B MOJIN0AeHa U Boibpama

Huxamskorenuasl MoS,, MoSe;, WS,, WSe, Obuti CHHTE3MpOBaHBI BHICOKO-
temneparypabivu (800 — 1000 °C) peakuusiMH CTEXHOMETPHUYECKUX KOJIHUYESCTB
MPOCTHIX BEIIECTB B 3alassHHBIX KBAPIEBHIX aMITyJIax.

JUisi MpUrOTOBJICHUS MOHOKPHCTALIOB MOS, mpenBapuTeNbHO CHHTE3UPO-
BAaHHBI MOPOUIOK JUCYJIb(PHUAA M HEOOJBIIOE KOJIMYECTBO CEPHI MOMEIIAIN B
KBapLEBYIO aMITyJly, aMITyJy OTKauMBaJIM MOJl BAKyyMOM, 3allauBaJId U OMEIAIN
B JIBYX30HHYIO AekTprueckyto neus (T1= 1250 °C / T,=1300 °C) na 3 cyToK; mo-
CJIE YEro aMITyJLy OCTYXaJIH C ME€YbI0 10 KOMHATHOM TeMIIepaTyphl.

[Tonyuenusie MoHOKpHCcTaLbl MOS; (poto, puc. 2) nmenn THIMHIHYIO Pop-
My TOHKUX OJECTSIIMX IeKCaroHaJbHBIX IUIACTUHOK C MaKCUMaJlIbHBIMH pa3Me-
pamMu OKOJIO 2 X 2 MM.

XuMH4YecKasi UACHTHY-
HOCTbH MOJyYEHHBIX JUXallb-
KOI'€HUIOB  IMOATBEPK/ICHA
METO/IaMH AJIIEMEHTHOTO
agHanmm3a (EDAX), PODC,
KP-cnekrpockonuu,  Kpu-

CTaJUIMYECKas CTPYKTY-

Puc. 2 — MoHOKpuCTaIBl TUCYThPHUAA MOJUOACHA
2H-MoS; Tu(PaKTOMETPHH.

pa — METOAOM IOPOLIKOBOU
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IMosyyeHne KOJUIOMIHBIX JUCTIEPCHii

XUMUYECKUH MOIX0A K PacCIaMBaHHUIO CJIOUCTBHIX MaTEpPHaOB OCHOBaH Ha
00pa30BaHUM KOJJIOWIHBIX TUCIICPCUM, MPHU YCIOBUHU, YTO HCIOIB3YETCS TMOIXO0-
JSIIANA paCTBOPUTEINb, CIIOCOOHBIA MPEO0JICTh CHIIBI BaH-JCP-BaalbCOBBIX B3aH-
MOJICHCTBUH, YICPKUBAIONIUX WHIUBUAYAJIbHBIC CIOW B KOMIIAKTHOM CIIOMCTOM
MaTepuaie.

[Tpu ynbTpa3ByKOBOW aKTHBAIMU MPOIECCa KOMITAKTHBIA MaTepral paciier-
JSIETCSI BIUIOTH JIO OTICIBHBIX CIIOEB, 00pa3ys KOJUIOUIHBIC nucniepcun. OuibTpo-
BaHUEM KOJJIOMHBIX PACTBOPOB Yepe3 MHUKPOMOPUCTHINA (DUIBTP MOYKHO TOJYYUTH
TUTCHKH JKEJTAeMOM TOJIIIUHBI.

Takoii moaxo ObUT YCIEIIHO HMCIIONh30BaH ISl MMPUTOTOBJICHHS HaHOMATe-
puangoB Ha OCHOBE rpad)eHa U IPYyTUX CIOUCTHIX MaTepuanoB — HUTpuAa 6opa BN,
psia TUXaabKOTEHUIOB MEPEXOIHBIX METAJUIOB, TeJUTypruaa Bucmyta BiyTes [6, 7].

JlucrieprupoBaHue MPOBOJIWIA B CPelie MOJSIPHBIX OPraHUYECKHX PacTBOPH-
TEJICH, TAaKUX KaK H-METHIITAPPOIHIOH HIH TUMETHIPOPMaMUI U Jp.

B Hammx sKCHepHMEHTax TUIUYHAS TPOIECIypa MPUTOTOBJICHUS KOJIJIOWI-
HBIX TUCTICPCUH TUXaTBbKOICHHUI0B MOJIMOICHA U BOJIb(paMa COCTOSIIAa B CICIYIO-
mieM: ~1 r Topomika XaJbKOTCHHJa METalla MOMEMIATH B KOJOY EMKOCTBIO
250 mu1, no6asisuin 200 M1 BEIOpAaHHOTO pacTBOpUTEIIS — anleToHuTpu (g = 37.5),
mumetundopmamua (¢ = 36.7), stanon (¢ = 24.3), wmsompomnanon (¢ = 26),
N-metrnmuppomuaon (¢ = 32.2) — u conupoBar B Y3 BaHHE (MOIIHOCTBIO
200 BT) B Teuenue 7 4acos.

[Tomydyennast mucriepcusi OTcTanBajiach B TedeHUe 12 wacoB, mocie 4dero eé
uentpudyruposanu (2500 06/Mun) B Teuerue 20 MuH.

Jlucriepcuu pa3HbIX COCIMHEHUN B PACTBOPUTEIIAX PA3HOTO TUIIA XapaKTepH-
3YIOTCS pa3JIMIHBIM I[BETOM W TPOSBISIOT A ekt Tunnans (puc. 3).

XapakTepu3anus KOUIOUIHBIX Aucnepcuii MQ,

JIs KOJUIOUIHBIX AUCIepcHit cHuManu 3nekTpornbie UV-VIS criekTpbl B 00-
nactu 200 — 1100 am. M3ydenne pacmpeaesieHusi YacTHIl TI0 pa3MepaM MPOBOIIN
MeTosoM (hoToH-KOoppensnuonHoi cnektpockonuu (PKC) u aToMHO-CHIOBOM
mukpockonuu (ACM).

DNEeKTPOHHBIE CIEKTPhl, 3alUCAHHbIC [JISl JUCIIEPCUN HU3YUYECHHBIX IUXab-
KOT'CHHIOB MOJIMOIeHa 1 Bosib(hpama (puc. 4) HMEIOT CIICIYIOIINE TTOJIO0CKI MOTJI0-
menusd. MoS, — 610 u 670 am; MoSe, — 417, 688 n 803 am; WS, — 410, 450, 520,
630 um; WSe, — 289, 400, 561 (m1eyo), 761 M.
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3HadeHust u3MepeHHbIx mMetojiom PKC ruja-
POAMHAMUYECKUX AUAMETPOB YACTHUI] B JUCIIEPCU-
X JIJISL pa3HbIX 00pa3IoB KoJIeOJIETCA B UHTEPBAIe
100 — 300 aMm.

Onpenenenue JatepaibHbIX pPa3MEpPOB 4ac-
THII, a TAKXKE UX TOJIMHBI, B AUCIEPCUIX AUXAIb-
KOreHugoB MetogqoM ACM mNoATBEPKAAET NPU-

CYTCTBUC HNOBOJIbHO TOHKO PACCIOCHHBIX IIJIACTH-
Puc. 3 — ®ororpaduu nuc-

nepcuit M0oS; u MoSe; B JIMOA
nocje HeHTPU(yrupoBaHUs

HOK ¢ ToamuHamMu ot ~ 1 aM mist MoSe, u ~ 2 um
it MoS; (puc. 5). JlatepanbHble pa3Mepbl dTHX
YaCTUI[ HEBEIUKA — B CPEIHEM pa3Mephl KoJjieO-
moTcs B mipeaenax oT ~ 65 g0 ~ 300 M, uro moareepxkaaeT nanasie ®KC. Mox-
HO OTMETHUThH, YTO JIaTEpaJIbHBIC pa3Mephbl YaCTHIl TUXATBKOTCHHIOB MOJHOICHA U
BOJIb()paMa HAMHOT'O MEHBIIE TI0 CPABHCHHIO C BICOKOPACIICIITICHHBIMU TpaduTa-
Mu uiH aucrepeusmu h-BN.

Il1eHKH CJOUCTHIX TMXAJBLKOTEHHI0B, MOJyYeHHbIEe U3 UX KOJJIOHIHBIX
aucIepcui

J1J1s MpUTOTOBJICHUS TUICHOK MCTIOJIB30BAJN JIBA METO/IA "

1). ®unbTpoBaHME KOJUIOMIHBIX JUCHepcHid depe3 MemOpany “Whatman
anodisc” ¢ pasmepom mop 0.02 Mxm;

2). HambuteHrne KOJUTOMIHBIX JMCIIEPCHA HA HArpeTylo IMOJIOKKY (Spray-
METOJT).

B mepBoM MeTone TONIMMHY TUICHOK MOKHO JIETKO PETYIHpPOBaTH 00HEMOM
OT(UIBTPOBAHHOMN >KHUJIKOW AUCHEPCUU C WM3BECTHOW KOHIEHTpauueil. B nammx
HKCIIEPUMEHTAaX TOJIIIMHBI TUICHOK BapbupoBasiachk B uaHTEepBasie 1 — 10 mxwm. Tocme
bunbTpoBanus TieHKH MQ, TpPOMBIBaIM ATAHOJIOM U CYIIWIW B CYIITWIHHOM Ba-
kyymMHOM mikady. [lomydeHHbIC TICHKA OBLTM M3YYEHBI METOJAMHU ITOPOIIKOBOM
TG PAKTOMETPHUH, CIIEKTPOCKONINA KOMOWHAIITMOHHOTO PACCESHUS M ONTHYECKOUN
Mukpockonuu. [lo maHHBIM peHTreHorpaduu Bce HaleHHBbIE pedieKChl HA JTH-
bpakrorpammax mieHOK MQ, OTHOCATCS K CTPYKType reKcaroHaJIbHOTO MOJIHO/Ie-
Huta 2H-M0S; (puc. 6). BaxxHOo OTMETHTB, YTO TUPPAKTOTPAMMBI TUXATLKOTCHH-
0B MonMOjeHa W BOJb(paMa MEMOHCTPUPYIOT BBICOKYIO CTENEHb TEKCTYPHUPO-
BaHHOCTH, KOTOpas OOHApYXKHBACTCS MO MPHCYTCTBHIO CHIIBHBIX peduiekcoB 00I.
Taxoit apdexT He ABIIETCS HEONKUIAAHHBIM, T.K. OYCBUIAHO, YTO TUIACTHHKHU IH-
XaJIbKOTEHUIOB TIPH (PMIIHTPOBAHUU JOJKHBI OPUCHTHUPOBAHHO JIOKUTHCS HA TUIO-

CKYIO MIOBEPXHOCTh (PUIIbTpA.
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Puc. 4 — DnekrponHsble ciekTpsl aucnepcuit MoS,, MoSe;, WS, u WSe;.
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KP—CH@KTpBI INICHOK ITOJIHOCTHIO COBIIAJAIOT CO CIICKTPAMH MCXOAHBIX ITOJIH-
KPpUCTATININYCCKHUX o6pa3u013 ANXAJIIBKOTCHU/I0B, YTO HOATBCPKAACT XUMHNYCCKYIO
HHINBUAYAJIbHOCTD INICHOYHBIX MATCPUAJIOB.
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JducneprupoBaHue CJIOUCTHIX AUXAIbKOTeHHAOB MOJHMOJeHa M BoJbdpaMa M moJydyeHHe
TOHKMX IUIEHOK W3 HUX KOJUIOWAHBIX aucnepcuii /| B.E. @EJ/OPOB, I0.B. MHPOHOB,
C.B. APTEMKHHA, E.J1. TPAH®EP |/ Bicaux HTY «XIII». — 2013. — Ne 57 (1030). — (Cepist: Ximis,

XiMigHa TexHooris Ta ekosoris). — C. 169 — 176. — Biomiorp.: 7 Ha3B.

V craTTi npUBeAEHi AaHi eKCIIEPUMEHTAJIbHHUX JIOCHTIKEHb 110 XIMIYHOMY PO3LIEILTIOBAHHIO IIapy-
BaTHX JAMXaJIBKOTeHiiB Monioneny i Bombppamy MQ, (M = Mo, W; Q = S, Se) 3 yrBopeHHSIM KOJIOTTHHX
JMCTIepCiii B OpraHiuHMX pO3UMHHUKaX. Jucnepcii auxajabKoreHifiB BUKOPUCTaHl il OTPUMAaHHs TOH-
KX IUTIBOK. YCi Marepianyd OXapakTepu3oBaHi pisHUMH (i3MYHMMHU Merogamu. Po3pobieHuit merox
JI03BOJISIE OTPUMYBATH AUXAIBKOreHiAM ModiOaeHy 1 Bonb(paMy SIK y BUIIISAL IJTIBOK, OKPHUTTIB, TaK 1y
BUTJIA1 00'€eMHUX HAaHOMATEpPiaiB.

KirouoBi cioBa: nuxanbkoreHinu mMomniOaeHy 1 Bomb(dpamy, CHHTE3, OUCIEpryBaHHS, KOJIOimHI
PO3YHMHH, TOHKI IUTIBKH.

This paper presents experimental data on chemical exfoliation of layered molybdenum and tung-
sten chalcogenides MQ, (M = Mo, W; Q = S, Se) in organic solvents resulting in the formation of colloi-
dal dispersions. The dispersions are used to form thin films. All materials are characterized by a set of
physical methods. The developed method allows to obtain molybdenum and tungsten dichalcogendies as
thin films and coatings as well as bulk nanomaterials.

Keywords: dichalcogenides of molybdenum and tungsten, synthesis, exfoliation, colloid solution,
thin films.

ISSN 2079-0821. Bicauk HTY «XTIII». 2013. Ne 57 (1030) 175



