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ITokazaHo BIMSIHUE YCIOBUI TMAPOTEPMATBLHOIO CHUHTE3a HAa KPUCTANIUYECKYIO CTPYKTYpY U Mopdo-
Jorvto yactuil MoS;. CorjacHo pe3yJibTaTaM CUHXPOHHOTO TePMUYECKOro aHau3a, MpU KOHIEHTpa-
MY KaTHOHOB MoymoaeHa 0.05 MoIb/7T pOCT IINTEIBFHOCTH TUAPOTEPMATBHOM 00pabOTKHU IMIPUBOINUT K
YMEHBIIICHUIO CYMMapHOI IToTepr Macchl (Am), a yBenmaeHue ¢(Mo) — K CYIIIeCTBEHHOMY POCTY 3TOM
BeIUYUHBI. OIpeneneHa 3aBUCUMOCTD IOJIOKEHMS MaKCUMyMa 9K303(deKTa, OTHOCSIIETOCS K OKUCTIe-
Hu0 MoS, ¢ obpazoBaHueM MoQs, ot yciaoBuii cuHTe3a. [1o tTaHHBIM peHTreHO(pa30BOTO aHaIu3a, IMpU
MUWHUMAaJIbHBIX 3HAUEHMSIX KOHLEHTpaLUuu Mo 1 BpeMeHU TepMooOpaboTKu odpasyercs daza 1T-MoS,;.
VYBenuueHue IUTETbHOCTA TePMOOOPaOOTKY MPUBOAUT K TpaHcdopmanuu 1T-da3el B 2H-MoS,;. [1pu
yBeamueHnu ¢(Mo) 2H-¢da3za mepexomut B 1T-MoS, u ganee B 1T/2H-MoS,. Tparncdopmaiinst CTpyKTy-
peI M0S; TakKe M3y4eHa ¢ IIOMOIIBIO CITIEKTPOCKOITNY KOMOMHAIIMOHHOTO paccessHus. M3 pe3yasraToB
pacTpoBOIi 3MEKTPOHHOI MUKpockonuu (POM) cienyet, 4To Bce 00pa31bl MPEACTaBISIOT COOOI 1IBET-
komnoao0HbIe (flower-like) HAHOCTPYKTYPbI, COCTOSIIIIME U3 U30THYTHIX HAHOJUCTOB. I1o JaHHBIM MpOCBe-
YUBalOIIEN 3JI€KTPOHHON MUKPOCKOINU, TTOCIIE NeJJaMUHALIMY YacTULL AUCYIbduaa MonudaeHa popMu-
DPYIOTCS OTAEJIbHBIE HAHOJUCTBI MPOTSKeHHOCThI0 50—500 HM. MUKpPOCTPYKTYpa MOJTYYEHHO! TJIEHKHU
MoS, uzydeHa ¢ noMmoipo POM 1 aTOMHO-CUIOBOM MUKPOCKONUM. AHAIN3 TIOBEPXHOCTHU IUIEHKU Me-
tonoM KeTbBUH-30HI0BOI CUJIOBOM MUKPOCKOITMH ITOKAa3aJ, YTO MaTepHrall 00JIagacT BEICOKOM 3JeKTPO-
MMPOBOIHOCTHIO, PACCYMUTAHO TAKXKE 3HAUCHHE PA0OTHI BBIXOJA JIEKTPOHA C ITOBEPXHOCTH TIJICHKH.
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BBEJIEHUME

B xome cTpeMMTENbHOrO pa3BUTUS MUKPOSIJIEK-
TPOHMKM TadapuThl COBPEMEHHEIX YCTPOMCTB CTa-
HOBATCA BCE€ MCHBLIIIC, B TO BPEMA KaK HMX HOTpC6—
HOCTh B 2JICKTPOSHEPTUM (B TOM YHUCJIC IJIMTEIIb-
HOIT aBTOHOMHOM paboTe) BO3pacTaeT, YTO 00yCI0B-
JINBAeT MOBHIIIEHHEIN CIIPpOc Ha 3(P(PEKTUBHBIE CH-
CTEeMbI XpaHEHUSI SHEPTUM, CIIOCOOHbBIE MOIIEePKI-
BaTh BHICOKYIO INIOTHOCTh MOIITHOCTH, a TaKxke 00ec-
MeYNBaTh BHICOKME CKOPOCTH 3apsiia IIpU coOXpaHe-
HUM KOMIIAKTHBIX pa3Mepos [1, 2]. Pemenuem 060-
3HaYCHHOM IIPOOJIEMBI MOTYT CTaTh CYIIEpPKOHACHCA-
TOPBI — YCTPOMCTBA, 3aHMMAIOIIIME TPOMEXYTOUHOE
MMOJIOXKEHNE MEXAY TPaaIUuIMOHHBIMU (3JIEKTPOJIH-

TUYECKMMHU) KOHACHCATOpaMU M JIMTUM-MOHHBIMU
aKKyMyJIITOpaMH, JEMOHCTPUPYIOIIE MOBBIIIEH-
HbIe 3HAYEHMS IUIOTHOCTH SHEPIUH 110 CPaBHEHUIO
C TIEpBLIM TUIIOM YCTPONCTB U 60Jice BLICOKUE BEIM-
YUHBI YASIHbHONM MOIITHOCTH II0 CPABHEHUIO CO BTO-
PBIM TUTIOM. B KauecTBe JOMOIHUTEIBHBIX IIPEUMY-
IIECTB CYIIEPKOHAEHCATOPOB CTOUT OTMETUTH BBICO-
KYI0 KYJIOHOBCKYIO 3P eKTUBHOCTH (85—98%), cKo-
pocTh 3apsima—paspsiaa (0T HECKOJBKUX CEKYHI 10
HECKOJIBKMX MUHYT), JUIMTSIbHBINA CPOK 3KCILIyaTa-
uun (mo 500 000 paboumx LIMKIIOB), a TaKXke IITH-
POKUI AMaIta3oH pabo4yMx TeMIIepaTyp C COXpaHe-
HUEM 3asBJICHHOM BEJIUYUHBI YAECIBHOM E€MKOCTU
(ot =50 mo 50°C) [3]. B nmocnegHue roabsl HabJIO-
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JaeTcsl yCTOMYMBasl TEHICHIINS K MUHUATIOpU 3N
yKa3aHHBIX YCTPOMCTB XpaHEHUSI DHEPIUU C LEbI0
CO3JaHMsI MMKPOCYIEpKOHAeHcaTopoB [4, 5], 4To
MOXET CIIOCOOCTBOBATb JOMOJIHUTEILHOMY pa3BU-
THIO TIOPTATUBHON JIEKTPOHMKH, B TOM YHCJIE THO-
KO M HOCUMOI [6—8], pelmnB mpobieMy IMOMCKa
KOMIIPOMKCCa MEXIY MacCOi, pa3MepaMy 1 MOIII-
HocTbhlo ycTpoiictBa [9, 10]. HecMoTpst Ha 3Ha4u-
TeJbHbIEC YCIIEXW B JAaHHOI 00JIacTH, Ha CeTOMHSIIII-
HUI JIeHb IIOMCK U CO3IaHKe 3JIEKTPOIHBIX MaTepra-
JIOB CYTIEpPKOHAEHCATOPOB SIBJISIIOTCST aKTyaIbHOM 3a-
Jadeil 9JIeKTPOXUMUYECKOIO MaTepHaJIOBEICHUS B
CBSI3U C BaXKHOCTBIO JAHHOTO KOMIIOHEHTa C TOY-
KU 3peHUsT pab0OYMX XapaKTepUCTUK BCETO YCTPOI-
ctBa B neaoMm [11, 12]. Tak, apdekTuBHBIE 3K~
TPOIBI CYIIEPKOHIEHCATOPOB JOJIKHBI 00j1agaTh BBI-
COKOM 3JIEKTPONPOBOIHOCTHIO, BEICOKOU YAETBHOM
TUIOIIAIBIO TTIOBEPXHOCTU, OKUCIUTEIBHON CTOMKO-
CTbIO, TEPMUYECKOI ¥ XUMUYECKOI CTAOMIBLHOCTHIO,
a TakKe CMauylBaeMOCTbIO BHIOPaHHBIM TUIIOM 3JIEK-
TposmTa. TOKCMYHOCTh ¥ CTOMMOCTh pa3pabdaTeiBae-
MBIX 2JIEKTPOIHBIX MaTEPHaIOB TakKKe TOIKHBI ITPU-
HUMAThCS BO BHUMaHue [13, 14].

HHtepec wuccnemoBareiieli K HCIIOJIb30BAHUIO
CJIOUCTBIX MaTepuajoB B KauyecTBe IepCIeKTUB-
HBIX 23JIEKTPOIOB YCTPOMCTB XpaHEHUS 3SHEPIUU
HEYKJIOHHO BO3pPACTaeT, OTPaxXasiCb B €XErogHO
pacTyilieM KOJWYeCTBe NyOJIMKaluii Ha JaHHYIO
Temy [15]. B mepByto ouepeab 3TO CBSI3aHO C TEM,
YTO TPU JeJaMUHALIMKU TOAOOHBIX MaTepualioB U
(opMUPOBaHNUM OTHO- WJIM MAJIOCITOMHBIX CTPYKTYP
Ha MX OCHOBE, TOJIIIMHA KOTOPBIX MOXET JIeXaTb
B CyOHAaHOMETPOBOM JMAalla30HE, IIPOSBIISIOT-
Ccsl  HEeOoObIYHbIE (CYLIECTBEHHO OTJIMYAIOLIMECS
OT CBOMCTB MCXONHBIX OOBEMHBIX MaTepHAJIOB)
¢u3uKo-XxuMUUecKre cBoiicTBa. B 4yacTHOCTH,
U3MEHSIOTCS MX 3JeKTPOHHBIE CBOMCTBA (IIMpHHA
3alpeIIeHHON 30HbI, MOABMXKHOCTh U KOHILIEHTpa-
LIUsI HOCUTEJIel 3apsiga), 3HAUYUTEJIbHO BO3pacTaeT
yIOeabHas IUIOLIAOb IIOBEPXHOCTH, OOecIeurBast
HaJIn4yye OOJIbIIETO KOJNUECTBA aKTUBHBIX LIEHTPOB
IJIST B3aMMOJEUCTBUS C PA3IMYHBIMU KAaTHMOHAMM,
HarpuMep C JUTUEM M HaTpUeM, a TakKKe MpoTeKa-
HHE OKHUCJINTEIbHO-BOCCTAHOBUTEIBHBIX PEaKIINIA;
coKpallaeTcsl MyTh 2JeKTporepeHoca u auddysumn
HOHOB, CIOCOOCTBYS BBICOKOH ITOTHOCTH MOIII-
HOCTU OaTapeil U CynmepKOHIEHCAaTOPOB Ha OCHOBE
takux 2D-marepuanos [15—17].

Cpeu IIMPOKOTo CIEKTPa CJAOMCTHIX MaTePUAIOB
HEOOXOIMMO BBIIEIUTH KJIACC TNXaIbKOTEHUIOB I1e-
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PEXOAHBIX METaJJIOB (C 0OIeil CTPYKTYpHOU (op-
Mysoit MX,, rne M — clioil TiepexogHOro mera-
JIa, PacIIOJIOXEHHBIN MEXIY IBYMS CIOSIMA aTOMOB
XaJbKoreHa X), U3 KoTopblx MoS,, MoSeX,;, WS,
n WSeX, a9BISoTCs HanboJjiee BOCTpeOOBaHHBIMU C
TOUYKU 3pEHUS YCTPOMCTB HaKOIUIeHUs aHepruu [ 18].
JlaHHBIe COeIMHEHMST UMEIOT TPM OCHOBHBIX CTPYK-
TypHbIx noauTtuna: 1T, 2H u 3R, roe 6ykeel T, H u R
03HavyaloT TPUTOHAJbHYIO, TeKCAarOHAJIBHYIO I POM-
003 IPNIECKYIO0 KPUCTAINIMYECKHE CTPYKTYPBI COOT-
BETCTBEHHO, a yucia 1, 2 u 3 oTBevalT Kojuye-
cTBy Mo0S,-ClIoeB B 3JIEeMEHTApHOM KpHUCTaUIMIe-
ckoii peurerke. B ciiyyae 2H- u 3R-nonutumnoB me-
TaJUT IMeeT TPUTOHAJIBPHYIO IIPU3MAaTHIECKYIO KOOp-
JUHALMIO, 4 CAMU CTPYKTYPBI XapaKTepu3yloTCs MO-
JIyIIPOBOTHUKOBBIM TUIIOM ITPOBOAMMOCTHU. B oT/mm-
yue oT HUx 1T-cTpykTypa He BCcTpeuyaeTcsl B Mpu-
pome U AEeMOHCTPUPYET METAIMYECKYIO IPOBOIU-
MOCTB, a aTOMEI MeTajlla B HEll HAXOMSITCS B TPUTO-
HaJIbHOM aHTUIIPU3MATUUYECKOI KoopauHauuu [18].
Kak OBLI0 OTMEYEHO BHIIIE, MPOILECC paccilanBa-
HUS IMCYIbduaa MoIrubaeHa JaeT BO3MOXHOCTD U3-
MEHSATh €ro 30HHYIO CTPYKTYpPY (CMeIaTh TpaHMIIbI
BaJICHTHOI 30HBI U 30HBI ITPOBOJUMOCTH), TIpeBpa-
asi UCXOMHBIN HETPSIMO30HHBIN MOJYIIPOBOTHUK
MoS, (mmpuHa 3anpeleHHon 30Hbl E, cOCTaBIIs-
er ~1.29 5B) B npamoszonHblii (E, ~ 1.8—1.9 3B)
npu mepexofe K MoHocsiosMm [15, 19]. Kpome To-
ro, MOHOCJION OUCYJb(uIa MOJIMOIeHA XapaKTepu-
3YIOTCSI BHICOKOW MOABMXKHOCTBIO HOCUTEJIEH 3apsi-
na (~700 cm? B! ¢!, 3HaUMTEIBHBIM MTOTIOIIEHN -
em uannyuenus (107 m~! B BumuMom nuamnasone) [15],
a Takke NEeMOHCTPUPYIOT MHTEHCUBHYIO (hOTOJIO-
MMHECIICHIINIO, YTO Ae/aeT yKa3aHHbIe MaTepHalIbl
MepCHeKTUBHBIMUY KaHAUJATaMU Ha POJib (DYHKIIMO-
HaJIbHBIX KOMIIOHEHTOB YCTPOMCTB MUKPO- U OIITO-
BJIEKTPOHUKHU, B YACTHOCTHU, COJIHEYHBIX 3JIeMEH-
ToB [20], poTomerexkTOpoB [21], cBeTOmMOmOB [22] 1
dororpaH3ucTopos [23].

B HacTosiiee BpeMs il MojydeHUs] HauOoliee
MMPAaKTUYECKM 3HAYMMBIX KpucTammdeckux 1T- u
2H-da3 nucynbpuga MoaubAaeHa CyLIEeCTBYET PSi
MMOIXOOB KaK “cBepXy BHU3”, TaK 1 “CHU3Y BBepX .
K mepBoii rpymre OTHOCITCSI METOAbl MeXaHWde-
CKOI'O paccioeHMs (4allle BCero ¢ MCIIOJIb30BaHU-
eM cKoTuya [24]), XuMuyecKkoil xuakoda3Hoil ne-
nmamuHanuu [18], a Takke M3MeJIbUeHUE C TTOMO-
LILIO IIApOBOM MeJbHULIBI [25], KO BTOpOii — Hau-
bosiee BoCcTpeOOBaHHBIE THAPO- [26] U CONMbBOTEP-
MaJibHBIN [27] MeToabl, a TakXKe razoda3Hble METO-
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IUKW CMHTE3a: XMMHIECKOe OCaXIeHNE U3 Ta30BOM
da3nl [28], aToMHO-Cc10eBoe ocaxaeHue [29], oca-
KIEHNE METAIIOOPTaHMIECKUX COCTMHEHNI 13 ra-
3000pa3Hoii ¢a3nl [30]. B pamkax maHHOII pabGOTHI
IpeUTaraeTcss KOMOMHUPOBATh MIPEUMYIIECTBA THI-
poTepMalbHOTO MeToda, a TakXke MeToda XUMuue-
CKOM IeJITaMMHAIIMY TIPY TTOTYIeHUM aHU30TPOITHBIX
HaHOCTPYKTYp Aucyibpuna moaudaeHa. K mpeumy-
IIECTBaM TUIPOTEPMAJIbLHOIO CHHTE3a MOXKHO OT-
HECTHU BBICOKYIO BOCIIPOM3BOAMMOCTh METOMAA, BO3-
MOXHOCTb (DOPMUPOBATh Pa3IMYHbIE TUITEI HAHOMA-
TEpUaJioB, a TakKXKe 3agaBaTh TpeOyeMylo KpHCTai-
JIMYECKYIO CTPYKTYPY U CTEIIEHb MUKPOCTPYKTYPHOI
caMOOpraHM3aIMy 1IeJIEBOro IIPOAYKTa 3a CYET Ba-
pbupoBaHMs MapaMeTpoB cuHTe3a [31—33]. Kunko-
dasHag meraMUHAINS TIPEICTABISIET CO0O0I ymo0-
HBIII METOH, TO3BOJISIIOIINNA 32 OTHOCUTEIBHO KO-
POTKOE BpeMsI OCYIIIECTBIISITh PACCIOCHUE UCXOTHBIX
CJIOUCTBIX MaTepUaioB Npu (POPMUPOBAHUU OTHO-
WJIX MaJIOCJIOMHBIX HAHOCTPYKTYp M0oS, ¢ mocraTtou-
HO BBICOKOW MPOU3BOAUTEBHOCTHIO [34, 35].

Llenbp HacTosIell pabOThl — M3YyYEHUE BIUSIHUS
YCJIOBUII THUAPOTEPMAIbHOTO CHHTE3a Ha KpHCTal-
JIMYECKYIO CTPYKTYPY, MOPGOJIOTHIO 1 XapaKTep ca-
MoopraHusauuu yactul, MoS,, a Takxxe pa3pabot-
Ka 3 (PEKTUBHOTO MOAX0Ja K UX JeJIaMUHALIAM IS
(opMUpOBaHUS YCTOMYMBBIX OUCIEPCHBIX CHUCTEM
Ha OCHOBE aHU3OTPOITHBIX HAHOCTPYKTYP IMUCYJb-
dupa MmonubaeHa. JlonoaHUTEILHO Oblla pacCMOT-
peHa BO3MOXHOCTb MTPUMEHEHUSI MOJy4eHHBIX AUC-
Tepcuii Iisi HaHeCEHMSI IUIEHOK MoS; ¢ IIpuMeHe-
HYEM MeTOoja BpallleHUsI TOII0XKKU.

OKCIHEPUMEHTAJIBHAA YACTb

TTonyyeHrie HAHOMOPOILLKOB AUCYJIb(p KA MOJUO-
JIeHa TIPOBOIMIIM B TUAPOTEPMaJbHBIX YCI0BUsIX. Ha
MepBOM 3Tale ObLIM MPUTOTOBJIEHBI BOIHBIE peak-
LIMOHHBIE cucTeMbl (TabJ1. 1) Ha ocHOBe ITapaMoIno-
mara amMoHUsT ((NHy)gMo070,4) 1 THOMOYEBUHBI
((NH>,),CS), kaxayio 13 KOTOpbIX 00beMOM 12 M

3arpyajd B CTaJbHOM aBTOKJIAB C Te(JIOHOBOI1
BCTaBKOU (00beM 25 Mul) Uil TIPOBEAEHMST TMAPO-
TEpMaJIbHOTO CMHTE3a 1IeJIEBOTO IIPOAYKTa IIPH TEM-
nepatype 220°C (ckopocTb Harpesa 2.5 Tpaia/MUH),
IIPH 3TOM JIJIUTEILHOCTh TEPMOOOPAOOTKH BaphbUPO-
BaJlach OT 2 10 6 4, a KOHLIEHTpallUsl KATHOHOB MO-
mmboneHa — ot 0.05 mo 0.40 mons/11. [Toce 3Toro 06-
Pa30BaBIIMIACS OCANOK OTHC/ISIIN U HECKOJIbKO pa3
IPOMBIBAIM TUCTUJUIMPOBAHHOM BOIOM MyTEM ILIUK-
JINYECKOTO0 LIeHTpU(PYTrupoOBaHus, a 3aTeM CYILIIN B
pexxrMe KOHBeK1uuy rmpu Temiepatype 50°C B Teue-
Hue 3.5 4.

TepMudeckoe IOBeACHME HAHOIIOPOIIKOB M-
cynbduaa MoaudaeHa, CcGOPMHUPOBABIIUXCSI B
Ipoliecce CHUHTE3a, MHCCIEO0BaId C IIOMOIIBIO
CUHXPOHHOI'O TEPMHUYECKOro aHajiu3a B XOAe Ha-
rpeBa B nmamaszoHe Temmepatyp 25—700°C (co
ckopoctbio 10 rpaa/MuH) B ITOTOKE CYXOro BO3ayxa
(250 M51/MHMH) ¢ UCITOJIB30BAaHUEM TEPMOAHAIN3ATO-
pa SDT Q-600.

Kpucrammyeckyo CTpyKTypy IOJyYeHHBIX 00-
pa3loB M3yYaJu C TOMOIIBIO PEeHTreHOo(a30BOro
aHalu3a B AuarnaszoHe yrjoB 20 5°—80° Ha gudpak-
tometpe Bruker D8 Advance ¢ CukK,-u3nyyeHueMm
(. = 1.5418 A, Ni-dunstp, E = 40 koB, I = 40 MA)
u paspeiieHuem 0.02°, BpeMsi HaKOIUIEHMSI CUTHajIa
B Touke 0.3 c.

CrieKTpbl KOMOMHAIIMOHHOIO PacCesHUsI TOJIy-
YeHHBIX HAHOIIOPOIIIKOB OBUTH 3aIIMCaHBI C YCIIOJIb-
30BaHMEM KOH(MOKAJILHOTO paMaHOBCKOIO MUKPO-
ckona Confotec NR500. SOL Instruments (mmmHa
BOJIHBI M3JIy4eHUs Ja3epa 532 HM, MUKPOOOBEKTHB
40 x NA-0.75). C meanio penoTBpaIieHAsT OKMCIIe-
HUSI aHAIM3UPYEeMBbIX 00pa3lioB MoS,; npu JioKkaab-
HOM MOBBIIIIEHUX TeMIIEPATypPhl IO BO3IECHCTBUEM
JIa3€pHOTO U3TYYEHUST MOIITHOCTH Jla3epa MPU CheM-
Ke 00pa3uoB He npeBbiaia 1 MBT.

1St mojlydeHusl yCTOMUMBOM IUCTIEPCHOM CUCTe-
Mbl OBLT BBIOpaH oOpasell 5, XxapaKTepu3yIoluiics
OINTUMAaJIbHBIM COOTHOILLIEHUEM MUKPOCTPYKTYPHBIX
CBOWICTB U IIPOU3BOIUTEIBHOCTH UCITOIb3YeMOI Me-

Taomma 1. YcnoBus npoBeAeHUs THAPOTEPMaIbHOTO cuHTe3a MoS,

Ne o6pasua
ITapameTp
1 2 3 4 5 6
c¢(Mo), Monb/n 0.05 0.05 0.05 0.1 0.2 0.4
¢((NH;),CS), monb/n 0.5 0.5 0.5 1 2 4
JTATENBHOCTD, 4 2 4 6 6 6 6
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Tomuku cuHTe3a. C 3Toil 1iejblo ObLIa IIpoBeAcHA
XuakodaszHas JejlaMUHaLIMs yKa3aHHOro MaTepura-
J1a. B kauecTBe MIUCIIEPCHOHHOM CPeIbl MCITOIb30Ba-
JIU CMECh AUCTUUTUPOBAHHOM BOABI U AUMETUIICYJIb-
doxcuna (¢ 10%), tne gucTieprupoBaM HEOO-
XOJIMMYI0 Maccy o0pasua sl JOCTHXKEHUST KOHLIEH-
TpaluM 4acTull TBepaoi ¢assl ~5 Mac. %. IIpouecc
JeJaMUHALIMK TIPOBOIMIIM B TeueHne 40 MUH ITyTeM
yIbTpa3BykoBoil (Y3) o0paboTKM ¢ TTOMOIILI0 ¥Y3-
ycranoBku MJ1100-6/1 (pabouast MoniHocTh 315 BT),
OCHAILIEHHOM MOTPY>KHBIM TUTAHOBBIM BOJTHOBOIOM
nuaMeTpom 25 mM. ITocie 3Toro ¢ moMoublo IKUK-
JIMYECKOTO LIEHTPUDYTUPOBAHUS OTIECIISLIN TBEPAYIO
(azy, IpoMBIBaJI MaTepHUal STUJIOBEIM CITUPTOM, a
3aTeM AUCIEPIUpOBaJIM €ro B cpele H-IpoIaHoja.
[lomydyeHHYIO TMCIIEPCHYIO CHCTEMY MCIIOIb30BAIN
JIJIsT HAHECEHUSI COOTBETCTBYIOIIEH TJIEHKU Ha TMO-
BEPXHOCTb CTEKJISTHHOM TOMJIOXKH C IIOMOIIIBIO Me-
TOJa BpallleHUsI MOMJTOXKKH.

MUuKpOCTPYKTypHBIE OCOOCHHOCTH IIOJTyYECHHBIX
MaTepuaJioB ObUIM M3y4Y€HBI C ITOMOIIBIO PacTpo-
BOIi (OBYJy4eBOU pPacTPOBBIM 3JeKTPOHHO-UOHHbIN
mukpockorn FIB-SEM Tescan Amber, yckopsiolee
HanpsikeHue 2 KB) u mpocBeunBaloniein 3J1eKTpoH-
HOI MUKPOCKONUU (IIPOCBEUMBAIOLIUN 3JIEKTPOH-
HBII MuKpockoIt Jeol Jem-1011 ¢ mudposoii poto-
kamepoit ORIUS SC1000W; yckopsiioliee Hampsixke-
Hue 80 kB).

Mop®oJIoTHI0 MOBEPXHOCTH TUIEHKU TUCYIbhU-
J1a MOJIMOIeHa, HaHeCEHHO Ha IIpeAMETHOE CTEKIIO
METOAOM BpallleHUs MOUIOXKKHU, U3ydalu METOIOM
aTOMHO-CHJIOBOII MUKPOCKOITMH C ITOMOIIBIO MUK-
pockona Solver PRO-M (NT-MDT, 3eneHorpan,

(a)
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Puc. 1. Pe3ynbraTel CHHXPOHHOTO TEPMUYECKOTO aHAIM3a
HyMepauuio o0pa31oB cM. B Ta0II. 1.
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Poccust) B monykoHTakTHOM pexume. C mpuMeHe-
HMEM JIBYXITpoXoaHO! KeabBUH-30HI0BOM CUIIOBOIA
MMKPOCKONMHK OBLIA ITOCTPOCHBI KapThl pacIipene-
JIEHUSI TIOBEPXHOCTHOTO MOTEHIIMAaJIa MO TTOBEPXHO-
CTU CYIb(MUIHON IVIEHKHY, a TAKXe pacCYUTaHO 3HA-
YyeHUe padoTHl BBIXOAA DJEKTPOHA C MOBEPXHOCTHU
Marepuana. Bce naMepeHus MpoBOAMIN Ha BO3IyXe
¢ ucnoan3oBaHueM 3oHaa cepuu ETALON c npo-
BOISIIINM TTOKpBITUEM Ha ocHoBe W,C (ScanSens,
Bremen, Germany) ¢ painycoM CKpPYIJIEHUSI OCTpUSI
<35 HM, pe3oHaHCHas yacToTa coctapisita 210 ki1,

PE3VJIBTATBI 1 OBCYXIEHUE

IlomygernHsle mopomku MoS, Ha mepBOM 3Tare
OBUIM U3yYeHBI C TOMOIIBI0O CHHXPOHHOTO TepMMUYEe-
ckoro aHanu3a. 3 kpusbix TTA (puc. 1a) BUgHO, 4TO
[IpY HarpeBaHUU ITOPOIIKOB B AUAaria3oHe TeMIIepa-
Typ 25—700°C B TOKEe BO3IyXa BCE OHU XapaKTepU3y-
IOTCSI OMHOTUIIHBIM ITOBEICHUEM: MMEETCSI IISITh CTY-
MeHel IMTOTEPU MacChl B TEMIIEpaTypPHBIX MHTEpBajIax
25-200, 200—300, 300—400, 400—450 1 450—700°C,
MOJIOXKEeHNE KOTOPHIX HECKOJIbKO CMeIlaeTcsl B 3a-
BUCHMOCTH OT YCJIOBUI cMHTe3a MaTtepuaiioB. Ilep-
Basl CTYIEHb MOTEPU MAcChl CBA3aHA C yAaJeHUEM
OCTaTOYHOTO PAaCTBOPUTEIISI M COPOMPOBAHHBIX aT-
MochepHBIX Ta30B C IOBEPXHOCTH MOPOIIKOB. Han-
MEHbIIIas BeJIMIMHA Am B JAHHOM TeMIIepaTypHOM
MHTepBaJie OTHOCUTCS K 06pasiy 3 (2.2%), moaydyeH-
HOMY IIpU MaKCUMaJIbHOM JUIMTEIbHOCTY TUIPOTEP-
MaJIbHOM 06paboTKH (6 4) 1 MUHUMAJILHOM KOHLIEH-
Tpauu KatnoHoB MojinoaeHa (0.05 monn/i). Obpa-
3ell 5 xapakTepusyeTcsl HanOOJbIIeH IToTepeil Mac-
cbl B obsactu 25—200°C (6.2%). Bropas (3—8%) u

(6)

Tenaosol norok

"~
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o 100 200 300 600 100

MOJYyYeHHBIX MopoukoB MoS, ((a) — TIA, (6) — ACK);
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TpeThs (6—9%) CTYIEeHU MOTEPU MACChl, BEPOSTHO,
CBSI3aHBI ¢ yaajgeHueM (yHKIIMOHATbHBIX TPYIII, 00-
Jiee TIPOYHO CBSI3aHHBIX C IIOBEPXHOCTHIO CYIb(UI-
HbIX yactull. B unrepnane 400—450°C mist Bcex 00-
pa3iioB HAOIIOZAeTCS Pe3KOe YMEHBIIEHNE MacChl
(Ha 6—8%), conpoBOXIaeMOe MHTEHCUBHBIM Bbljie-
JeHneM sHeprum (puc. 10), 94TO CBSI3aHO C OKHC-
JIeHueM Aucyiabduga MoiaubdaeHa U oOpa3oBaHUEM
MoOs3. Takoe TepMUuecKoe IMOBEACHUE MCCIIeaye-
MBIX IIOPOIIKOB XOPOIIO COINIACYEeTCS C JIMTepary-
poit [36] 1 KOCBEHHO TOATBEPXKIAET 0Opa3oBaHME
MoS, B BBIOpaHHBIX YCJIOBHUSIX TMUAPOTEPMAIbHOIO
cuHre3a. g obpasia 6, moay4YeHHOTO C UCIOJIb30-
BaHMeM HamOoJiee KOHIIEHTPHMPOBAaHHOTO pacTBOpa
peareHToB, IPU JajbHEMIIIeM HarpeBaHU M BILIOTH 10
510°C nabmogaetcs npupocT Macchl Ha 0.4%, cBu-
JETETBCTBYIONINIA O TIPOAOIKEHUU MTPOIECCa OKKC-
JICHUsI KaTHOHOB MOJIMOJEHA, YTO IIPOSBIISIETCS U B
MMOSIBJICHUU IIjIeda Ha COOTBETCTBYIOIIEM TEIUIOBOM
adpdekTe. [Mo-BuauMoMy, Mpu HarpeBaHMU JAaHHOTO
nopoiika B ooaactu 400—450°C dhopmupyercst KoM-
nmo3ut MoQO,/Mo0Oj3, a mpoliecC OKUCIeHUST MaTe-
pHaa 3aBepiraeTcs Ipu 0ojiee BBICOKHMX TeMIIepa-
Typax. [lomo6HOe moBeaeHUE AUCYIb(pUIA MOIUO-
JleHa HaOJ101a10Ch U aBTOpaMu paboThl [37], XOTs
npupocT Macchl Ha KpuBoii TTA B ux ciiyyae Ha-
ypHacsa mpu 300°C, a 3aBepiraics mmpu 0ojiee BbI-

CUMOHEHKO u gp.

cokoii temnepatype (~550°C), 4To MOXET O0BsIC-
HATbCS Oosiee HU3KOM Temrieparypoit (200°C) unu
OoJiee IINTEBHBIM IIPOIIECCOM THAPOTEPMAIbHO-
ro cuHTe3a (21 4), a Takke OTIMYAIOIIMMCS COCTa-
BOM PEaKIIMOHHOM CUCTeMBbI (MCIIOIb30BaHUE B Ka-
yecTBe UcTouyHMKa MojaubdaeHa NayMoO, - 2H,0 u
JTobaBIeHNE TMMOHHOM KNCIOTHI). CpaBHUTETBHBIN
aHam3 MoTy4eHHBIX pe3ynbratoB TTA/JICK nmo3Bo-
JIMJI YCTAHOBUTDH 3aBUCUMOCTb CYMMAapHOM MOTepU
MACCHI ¥ TIOJIOXKEHUST MaKCMMyMa 3K30TepMUIECKO-
ro 3¢ dekra, cBI3aHHOTO ¢ OKHUcIeHueM MoS,, oT
ycinoBuii cuHTe3a (puc. 2). Kak BUOAHO U3 pUCYH-
Ka, IPpU KOHUEHTpaLuKu KaTuoHOB MojuoaeHa 0.05
MOJIb/JI POCT JUINTEJIPHOCTU THAPOTEPMAIBbHOI 00-
pabOTKM peakIIMOHHOM CUCTEMBI ¢ 2 10 6 4 mpu-
BOIUT K YMEHBIICHUIO CYMMAapHOI IIOTePH MAacChl
¢ 26.3 10 20.7%, 4TO MOXET CBUIETEIBLCTBOBATH O
CHIDKEHMH KOJIMYECTBA ITOBEPXHOCTHBIX (DYHKIIH-
OHAJIBHBIX TPYIII, COpOMPOBAaHHBIX HA ITOBEPXHO-
CTHU MaTrepuraja aTMOC(HEepHBIX ra30B U OCTaTOYHO-
ro pactBoputes. [lomoOHbIe M3MEHEHMS TAKKE MO-
I'YT OBITH CJIeACTBHEM (hOPMUPOBAHUS MaTepUaIoOB
¢ 0oJiee pa3BUTOM ITOBEPXHOCTBIO IIPU YMEHBIIICHUN
JIUTUTEIbHOCTU TUAPOTEpMaIbHON 00paboTKU. YBe-
JINYCHNE Xe KOHIIEHTpaIlMi KATHOHOB MOJIMOIeHA B
cocTaBe peaklMoHHO# cucteMsbl B 8 pa3 (¢ 0.05 mo
0.40 MoB/1) TIpM COXpaHEHUH YCIIOBUI THAPOTEP-
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Puc. 2. BenmmunHa cyMMapHO TOTepH MacChl U TTOJI0XEeHNE MaKCUMyMa 3K30TepMUUYeCKOTo 3¢ deKTa, CBI3aHHOTO C
okucaeHneM MoS,, It 06pa3oB, OJIYYSHHBIX IIPU pa3HBIX YCIOBUSIX CHHTE3a; HyMEpaIInio 00pa3IioB CM. B Ta0I. 1.
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TUIPOTEPMAJIbHBI CUHTE3 MUEPAPXUYECKU OPTAHM30BAHHOI'O MoS,

MasibHOM 00paboTku (220°C, 6 4), HAPOTUB, TIPU-
BOJUT K CYIIECTBEHHOMY POCTY 3HAYEHUs CyMMap-
Holi motepu Macchl ¢ 20.7 1o 30.9%. Takum o6pazom,
POCT JJIUTEJIbHOCTU TUAPOTEPMATIbHOM 00pabOTKU U
KOHIIEHTpAILIMY ITapaMoJIn0aaTa aMMOHUSI, BEpOsIT-
HO, UMeeT MPOTUBOMNOJOXHOE BIMSTHUE Ha KOHLIEH-
TpaLMIO TIOBEPXHOCTHBIX (PYHKIIMOHAIBHBIX TPYIII,
a TakkKe Ha MUKPOCTPYKTYPY M COpPOIIMOHHYIO aK-
TUBHOCTB (POPMHUPYEMOTO OUCYIb(pUIa MOJTUOIECHA.
B pesynerate MUHMMAaNIbHOE 3HAYEHUE CYyMMAapHOM
MOTEePU MACChl UMEET MeCTO IPY HarpeBaHUM 00pas-
ma 3. Ilpu paccMOTpeHUM ITOJ0XKEHUS MaKCMMyMa
9K303(ddeKTa, oTHOCAIIETocs K oKuciaeHuo MoS,
¢ obpazoBaHreM MoQ3;, Takxke MOXHO HaOJI0aaTh
HEJIMHEWHYIO0 3aBUCUMOCTb ¢ MUHUMYMOM JJIs1 00-
pasiia 5, xapakTepu3yIoIerocss MaKCUMaJIbHOM 1o-
Tepeil Macchl Ha TMepBOM CTyMeHM (B 00JacTU TeM-
nepatyp 25—200°C). Tak, ¢ pocTOM IJIUTEIHLHOCTU
TUAPOTEPMAIbHOM 00pabOTKY peaKIIMOHHOM cucTe-
MBI C 2 10 6 U ¥ TOBBIIIICHUEM KOHIICHTPAIMU Ka-
toHOoB MonubaeHa ¢ 0.05 mo 0.20 Monb/n1 Makcu-
MYM COOTBETCTBYIOLLIETO TeIjIoBoro addekra cMme-
11aeTcsl B 001acTh 0ojiee HU3KUX TemIiepaTyp (c 425
10 401°C). I1oBbllLIeHWE KOHLIEHTPpALMU MOJIMOAeHA
1o 0.40 Mo/ (0Opa3selr 6), Kak BUIHO M3 PUCYHKa,
MPUBOIUT K CMELLIEHUIO MAaKCUMyMa 5K303¢deKTa B
o06acTb 0osee BeIcOKnX TeMIiepatyp (mo 408°C). Ta-
KMM 00pa3oM, IpU BapbMPOBAHUU YKA3aHHBIX YCJIO-
BUIi CMHTE3a MOXHO B JOCTaTOYHO IIMPOKOM IHa-
[Ma30HEe BapbUpPOBAaTh TEPMUUYECKYIO YCTOMUMBOCTH
dopMupyeMoro Iucyabpuaa MOJIMOaeHA.

Kpucraammyeckass CTpyKTypa TOTYYEHHBIX TI0-
POIIKOB ObLJIa U3yYeHa METOIOM PEHTreHO(a30BO-
ro aHaJIM3a, B pe3yibraTe OOHapyKeHa ee HarjIsmHast
3aBHCUMOCTD OT YCJIOBUI I'MAPOTEPMAILHOTO CUHTE -
3a (puc. 3). Kak BumHO u3 peHTreHorpaMm, Ha ¢a-
30BBIIl COCTaB MPOIYKTa BIAUSIOT KaK YCIIOBUS THII-
poTepManbHO 00pabOTKM PeaKIMOHHON CHUCTEMBI
(ITMTETLHOCTD TIpoIiecca), TaK M KOHIIEHTpaILs TTa-
pamoauomata aMmMoHus. B wacTtHocTu, mist oOpas-
ma 1, moay4eHHOTo TP MUHUMAJTBHOM KOHIIEHTpa-
MM KatuoHoB monubaeHa (0.05 monp/n) u Hau-
MEHBIIIEH TTNTETLHOCTH TePMOOOpadoTKM (2 4), Ha-
omromaercsl Habop pedeKCcoB, PacCHOI0KEHHBIX 10
ocu 20 npu 9.6°, 18.3°, 33.2° u 57.7°, KoTOpHIE CO-
OTBETCTBYIOT KPUCTAJLUIOrpadMIeCKIM IIOCKOCTSIM
(002), (004), (100) u (110) da3mr 1T-MoS,. Ma-
JIOMHTEHCUBHEBIN pediteKc okojo 29.0°, BeposITHO,
Takke OTHOCUTCS K yKa3zaHHoM (aze [38]. YBenu-
YyeHWe IIMTEIBHOCTA TUAPOTEPMAaTbHOM 00padboT-

KYPHAJI HEOPTAHUYECKOW XUMHW U
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Puc. 3. PeHTreHorpaMMbI OJTy4eHHBIX TTOPOITKOB MoS);
HyMepauuio oopasioB cM. B Tab1. 1.

k1 10 4 4 (o6pasen 2) u 6 4 (obpazeu 3) npu-
BOIMUT K ToOCTeneHHol TpaHcdopmaiu 1T-daszbl
¢ obpa3zoBaHMeM TeKcaroHajmpHOU (a3el 2H-MoS,
(JCPDS Ne37-1492), 4ro COIPOBOXOACTCSI CME-
meHueM pedaekcoB (002), (100) u (110) B 00-
Jlacth 06sbIMX yriaoB (mo 14.2°, 33.4° u 59.0° co-
OTBETCTBEHHO), a TaKXXe MCYe3HOBEHUEM pediekca
(004) [39]. Kak MOXHO BUAETb, MOBBIIIEHUE KOH-
LEeHTpalK ITapaMoJInbdaaTa aMMOHMUS B COCTaBe pe-
aKIIMOHHON CHCTEMBbI OKa3bIBACT IIPOTUBOIIOI0XKHOE
BJIMSTHUE — TIPY YBEJIMYECHUU KOHLIEHTpaLM1 KaTHO-
HoB MoymbaeHa ¢ 0.05 (oopazernr 3) mo 0.20 momb/1
(obpazen 5) umeet Mecto nepexoa ot 2H-¢a3pr K 1T-
MoS,, 94T0 MposIBISETCS KaK B CMEIIeHNN pedieK-
coB (002), (100) u (110) B o61aCcTh MEHBILIUX YIJIOB,
Tak 1 B nosiBineHun orpaxkenus (004). lanpHeiee
MOBBIIICHNE KOHIEHTPAllM KaTMOHOB MOJIMOIeHA
1o 0.40 monb/n (obpa3ert 6), BepoSITHO, TIPUBOJIUT K
obOpazoBanuo THOpuaHOil dasel 1T/2H-MoS,, Tak
KaK HaOJloJaeTcss CMellleHre IIIMPOKOoro pediexkca
(002) oo 10.4° u 3HaUUTENBbHOE CHUXXKEHUE €T0 MH-
TeHcuBHOCTH, a curHaibl (100) 1 (110) HaxomaTcs
okoJji0 33.2° u 56.9° [40]. Ha peHTreHorpamMme aaH-
HOTro 00paslia TaKXe MPUCYTCTBYIOT Y3KUe pediek-
cel ipu 10.4° (coBImamaeT ¢ MAKCMMYMOM IITUPOKO-
ro curHaia) u 38.0°, KOTopble MOTYT OTHOCUTBHCS K
(bpakny KpymHOKPUCTALTMIECKOTO I O0BEMHO-
ro (bulk) MoS,. Takum o6pa3oM, moaydeHHasl 3aB1-
CUMOCTb KPHUCTAJUIMYECKON CTPYKTYPhI ITOPOIIKOB
IUCYTb(uUIa MOINOIEeHA OT YCIIOBUI CUHTE3a JOCTa-
TOYHO XOpPOIIIO CoTjacyeTcsl ¢ pe3yJbTaTaMu CUH-
XPOHHOT'O TEPMHUYECKOTO aHajIr3a. Tak, mpu yBeIu-
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YeHHUH IJIUTEIbHOCTH TUAPOTEPMAIbHOM 00paboTKI
¢ 2 10 6 4 IpY KOHIIEHTPALIM1 KaTUOHOB MOJIMOIe-
Ha B peakiimoHHoM cucteMe 0.05 Moib/71 mMeeT Me-
cro nepexon ot 1T- k 2H-MoS, ¢ yMeHbIlIeHUEM
CyMMAapHO# ITOTepPU MacChl IPU HarpeBaHUU 00pas3-
o jgo 700°C. Ilepexon 2H-da3wl B 1T-MoS; ¢ po-
CTOM KOHIIEHTpaIuu KaTHoHOB MojmomeHa ot 0.05
10 0.20 MoJb/11 (TTpY ATUTENBHOCTH TUAPOTEPMAITb-
HOI1 00pabOTKK ~6 4), HAIIPOTUB, COMTPOBOXKIAETCS
POCTOM BEIMIMHBI CYMMapHOIi Am. B cirydae o6pas-
11a 6, U1 KOTOPOTO XapaKTepHa CTPYKTypa TMOpuI-
Hoi1 ¢a3bl 1T/2H-MoS,, cymmapHast motepsl MaccChl
SIBJISIETCS MAKCUMMAaJIbHOM MO CPaBHEHUIO C OCTalb-
HeIMU oOpasimamu. C y4eTOM 3TOTO MOXHO IIpem-
MOJIOXUTh, YTO OOJIee BHICOKOE 3HAUEHUE CyMMap-
Hoi1 motepu Maccel st 1T- m 1T/2H-MoS, nipu ux
HarpeBaHUU MOXET CBUIIETEILCTBOBAThL 00 UX Oosee
BBICOKOI CITOCOOHOCTH K MHTEPKAISIIMA UOHOB U3
PEaKLUMOHHOW CUCTEMbl U COPOLIMM aTMOC(hEpPHBIX
ra3os.

TpaHchopMalisi KpUCTAUIMYECKON CTPYKTYpbI
IUCynbduIa MOIMOaeHa TP BapbUPOBAaHUU YCIIO-
BUIA TUAPOTEPMAJIBHOTO CUHTE3a TaKkKe KOHTPOJIU-
poBajlach C MOMOIIBIO CIIEKTPOCKOIIMU KOMOMHA-
LHMOHHOro paccessHust (puc. 4). Tak, crekTp 00-
pasua 3, MoJy4yeHHOro MpY HauMEHbIIe KOHIIEH-
tpaumu (NH4)6Mo070,4 U IIATEIBHOCTU THUAPO-
TepMaJIbHOM 00pabOTKU 6 Y, CONEPXUT JBE MO-
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Puc. 4. CiekTpbl KOMOMHAIIMOHHOTO paccesiHUsI o0pas-
oB 1 u 3.
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JIbI: Eég (mIockocTHBIE Koslebanus, in-plane) u Ajg
(BHEIUIOCKOCTHBIE KojiebaHus, out-of plane), pac-
nonoxxeHHble Tpu 382 u 409 cM~!' cooTBeTCTBEH-
Ho. JlaHHBIIF HaOOp CUTHAJIOB COOTBETCTBYET (pase
2H-MoS; [38], 4TO XOpOoIIIO coracyeTcs ¢ pe3yib-
TaTaMu peHTreHoda3oBoro aHaiauza. Kak ObL10 1Mo-
KazaHo aBTopamu [41], MO pa3HOCTH MEXIy pac-
MTOJIOXKEHHEM MaKCUMYMOB YKa3aHHBIX ITOJI0C MOX-
HO OILIEHUTHb KOJIMYECTBO CJIOEB, U3 KOTOPBIX COCTO-
ST 00pa3oBaBlIMecs HAHOCTPYKTYpbl MoS,. B yka-
3aHHOM paboTe OTMeuYaeTcsi, YTO IS MOHOCJIOEB
IUCYyTb(puIa MOIMOAeHA NaHHAS BEIWYMHA ITOJIK-
Ha uMeTb 3HaueHue < 20 cm~!. B Hamewm ciyuae
17151 oOpasiia 3 pasHMIIa MeXITy MAaKCUMyMaMH1 yKa-
3aHHBIX MOJ COCTaBJsieT 27 cM™!, 4TO CBUAETENb-
CTBYeT O (pOpMUPOBAHUM CTPYKTYpP, COCTOSIIINX U3
3—4 cnoeB aucyabbuga MmoauodbaeHa [42, 43]. Ilpu
pacCMOTpeHUHM CreKTpa obpasna 1 MOXHO BHMIETH
curHaBI oKoso 156, 239 u 341 cm~!, otHOCsIIIMECS
K mojgaM Ji, Jo» 1 J3 COOTBETCTBEHHO. [laHHEBIE ITO-
JIOCHI SIBJISTIOTCS XapaKTe pUCTUYHBIMU 11T (pa3bl 1T-
MoS,, 4yTo TaKKe coracyeTcs ¢ pe3yjabraTaMu PeHT-
reHoazoBoro aHanu3a. [IpucyTcTByIOmast B CIIeK-
tpe nipu 287 cm~! mMona E 1, Takxe otHocutcs K 1T-
daze nucyabpuga MoaubAeHa U CBUACTEbCTBYET 00
OKTa3JIpUYeCKOl KOOpIMHALMK aTOMOB MOJUOIE-
Ha [39]. CinenyeT OTMETUTD, YTO B CIIEKTpe oOpas-
ua 1, Kak u B criekTpe obdpasiia 3, IpUCyTCTBYIOT MO-
IIbI Eég n Ajg, XapakrepuctuyHsle 111 2H-MoS,. Ta-
KMM 00pa3oM, MOXHO TMPeANoJOXUTb, UYTO B COCTa-
Be yKa3zaHHOTro obpasua momumo 1T-dassr mpucyr-
ctByeT paza 2H-MoS,, KoTopas He ObL1a 3apuKcr-
pOBaHa METOJIOM PEHTIeHO(ha30BOro aHaIN3a.
MUuKpOCTpYKTypa ITOIYICHHBIX CYJIb(GUIHBIX I10-
POILIKOB ObLJIa U3y4yeHa C IOMOILbIO PACTPOBOI BJIeK-
TpoHHOI MuKpockoruu (PO®M) (puc. 5, 6). Kak
BUIHO M3 PUCYHKOB, Bce 0O0paslibl IpeacTaBisi-
10T OO0 MepapXUIeCKN OPTaHN30BaHHBIE IIBETKO-
noxo6Heie (flower-like) HAaHOCTPYKTYpbI pazMepoM
0.5—5.0 MKM, cocTosIIe M3 M30THYTHIX HAHOJM-
CTOB, YTO XapaKTEePHO IS TUCYIbduaa MoInOacHa,
(opMUpyeMOro TMIPOTEPMaIbHBIM METOAOM IPU
B3aMMOJICICTBUM IlapaMojI0OaaTa aMMOHMS W THO-
MoueBUHBI [44]. [1pn u3ydyeHUU BIUSIHUS Ha MUK-
POCTPYKTYPY MaTe€pHUaJIOB IJIUTEILHOCTH THIPOTEP-
MaJILHOTO CUHTe3a (pUC. 5) yCTAHOBJIEHO, UTO B TeUe-
HuUe 2 4 (puc. 5a) IpU KOHLEHTPALUU KATUOHOB MO-
nuoaeHa 0.05 MoJib/J1 OPMUPYIOTCS OTHOCUTEIBHO
IUIOTHBIE arjioMepaThl, COCTOSIINE M3 HAHOJIHMCTOB
npoTskeHHOCThIo 100—200 HM, 00pa3ylolX MexX-
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TUIPOTEPMAJIbHBI CUHTE3 MUEPAPXUYECKU OPTAHM30BAHHOI'O MoS, 1697

Puc. 5. Mukpoctpykrypa o6pasios 1 (a), 2 (0) u 3 (B) mo manHbIM POM.

ny coboii opsl giauHoi 50—200 HM ¥ IIMPUHON OT  XapaKTepU3YIOIIUXCs 0oJiee IIUPOKUM UX pacIipe/ie-
20 1o 150 uM. B cocTaBe armomMepaToB Takke Habmo-  JieHneM 1o npoTsekeHHoctu (50—300 aMm). Copep-
JAlOTCS HYJIb-MEPHbIC YaCTULIBI THaMETPOM ~50 HM.  XKaHWe HyJIb-MEPHBIX YaCTHUII IJIs JaHHOTO 00pasiia
[Ipu yBenMYeHUM IJIUTEILHOCTH TEPMOOOPAOOTKM  SIBJISIETCS MUHUMAJIBHBIM IO CPAaBHEHMIO C OCTaJIb-
110 4 9 KOHLIEHTpaIs Hy/Ib-MEPHBIX YaCTHUII YBEJIM- HBIMHU IIOPOIIKAMHM, ITOIYyYeHHBIMU npu c¢(Mo) =
yuBaeTcs (puc. 56), UTo MOXKET OBITh ¢BA3aHO ¢ 00- = 0.05 monb/n (puc. 58). PocT KOHIIEHTpaLlMu Ka-
pasoBanueM cMmecu 1T- u 2H-MoS,. JanpHelimmit  TMoHOB MoymbOneHa 10 0.10 Monb/1 mpu coxpaHe-
POCT JUTUTEJIBHOCTH TTpoliecca CUHTe3a (0 6 1) MpU-  HUM YCJIOBMII TUIPOTEpMabHO 00pabOTKM MTPUBO-
BOINT K (DOPMUPOBAHNIO OOJIee OMHOPOMHEIX arjio-  IUT K (OPMUPOBAHMIO MaTepHaja ¢ Hambosee of-
MepaToB, COCTOSIIMX U3 00Jiee TOHKMX HAHOJMCTOB, HOPOIHOM MUKPOCTPYKTYpoil (puc. 6a) — MpakTu-
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200 um

Puc. 6. Muxpoctpykrypa o6pa3ioB 4 (a), 5 (0) u 6 (B) mo maHHbIM POM.

YeCKU OTCYTCTBYIOT HyJIb-MEPHBIE YACTUIIBI, a CPEI-
HSIST TPOTSKEHHOCTh HAHOMMCTOB pacteT 10 300 HM
(MakcumanbHasg — 10 1 Mxm). I1pu aTOM ¢ yBeanye-
HYEM KOHIIEHTpaluu KaTuOHOB MonuoaeHa 1o 0.20
(puc. 66) u 0.40 monb/1 (puc. 6B) IPOUCXOIUT I10-
cJieNoBaTeJIbHbI POCT IIJIOTHOCTU arjoMepaToB U
YMEHBIIIEHNE TPOTSKEHHOCTU CYIbMUIHBIX HaHO-
JmctoB 10 200 1 150 HM cooTBETCTBEHHO. TeM He Me-
Hee IIpY KOHILIEHTPAIluy MOJIMOAeHA B COCTaBe peak-
LIMOHHOI cucteMbl B auamna3oHe 0.10—0.40 mMonb/a

KYPHAJI HEOPTAHUYECKOW XUMUWUU

(GopMUPYIOTCS TTOPOIIKH, TPAKTUYECKH HE Comep-
Kalllie IpUMeCh HYJIb-MEPHBIX YacTHUIl, KOTOPHIE
HabJII0aMMCh B COCTaBe BCeX 0OpasloB, MOJy4YeH-
HbIX TIpu ¢(Mo) = 0.05 monb/1. Kpome ToTO, yBeIN-
YeHHe KOHILIEHTPAIlUM PearcHTOB IO3BOJISIET CYIIe-
CTBEHHO MOBBICUTb TTPOU3BOIUTEIBHOCTD Mpoliecca
CHUHTE3a.

JucriepcHast cucTeMa, MOJlydeHHasl ¢ IpUMeHe-
HUEM 00paslia 5, xapaKTepu3yIolerocs OnTUMab-
HBIM COOTHOILIEHUEM MUKPOCTPYKTYPHBIX CBOMCTB

ToM 69 Ne 12 2024
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-5

-

Puc. 7. MuxpoctpykTypa yactuit MoS, (o6pa3zer 5) rmociie neaMuHaIm Mo TaHHbM [1OM.

U TPOU3BOIUTEIBHOCTH METOIUKM CHUHTEe3a, OBbI-
JIa UCIIOJIb30BaHa Ij1s 00Jjiee MOAPOOHOT0 U3yYeHUS
MUKPOCTPYKTYPHBIX OCOOEHHOCTE! YaCTHUII TBEPAOit
(a3sl ¢ TOMOIIIBIO ITPOCBEYNBAIONIEH JIEKTPOHHOM
Mmukpockonuu (puc. 7). Kak BugHO M3 MUKpPOdO-
Torpacdmii, Mocie MPOBeICHUS IIPOLEAYPHI AeTaMU-
HallMM MHOTOCJIOMHBIX YaCTULL AUCYIbdpraa MOIN0O-
JIeHa B COCTaBe YCTOMYMBOM (PpaKIIM MPUCYTCTBY-
IOT OTAE/NbHBIE HAHOJIUCTHI, IIPOTSZKEHHOCTh KOTO-
poIx BapbpupyeT oT 50 mo 500 aM. [Tpu paccMoTperHnmn
OTAEJbHBIX HAHOJIUCTOB M0S) MOXHO TakxKe 3aMe-
TUTh, YTO 3a4aCTyI0 OHM CBOpPAYMBAIOTCS IO Kpa-
SIM, TIOBTOPSISI MUKPOCTPYKTYPY MCXOIHBIX HAHOJIM -
CTOB, M3 KOTOPBIX COCTOSIIA ILIBETKOIOMOOHBIE ar-
JioMepathl. TakuM 00pa3oMm, pe3yIbTaThl MUKPOCKO-
MUY TTO3BOJIWIN TTOATBEPAUTD 3(h(PEeKTUBHOCTD MTPO-
1ecca JeJaMUHALMK YaCTULl JUCYJIbhHIa MOIUOIe-
Ha ¥ COXpaHEHME XapaKTepa MUKPOCTPYKTYPBI IS
OTIEIbHBIX MOHOCJIOEB.

TTosepxHOCTb IIEeHKU M0S,, HAHECEHHO Ha MO-
BEPXHOCTb CTEKJISIHHOW MOIJIOXKU C IPUMEHEHU-
€M ITOJTyYeHHOM NMCIIepCHOI CUCTEMbI, TAK:Ke ObLIa
MU3y4yeHa C ITOMOIIIbIO PACTPOBOM JIEKTPOHHOM MUK~
pockonuu. Kak BUmHO 13 puc. 8, B COCTaBe MaTepra-

KYPHAJI HEOPTAHUYECKOW XUMUU  Tom 69

JIa MIPUCYTCTBYET HEKOTOPOE KOJIUIECTBO arjomMepa-
TOB pa3MepoM 10 2 MKM, HO OCHOBHAs 4acTb IJICH-
KU COCTOUT U3 OTAEIbHBIX HAHOJMCTOB AUCY/Ibhuaa
MOJIMOIeHA MPOTSIKEHHOCThIO B cpeaHeM ~150 HM,
YTO COIMOCTAaBUMO C MUKPOCTPYKTYPHBIMU XapaKTe-
PUCTUKAMM HMCXOTHBIX HAHOJIMCTOB, OPTaHM30BaH-
HBIX B OTHOCUTEJIbHO IJIaTHBIE chepruecKue arjio-
Meparthbl. [1o pesynsraTaM aHaam3a IIOJIyYeHHOTO Ma-
Tepuaia, HaHeCeHHas IJIeHKa mepekpbiBaeT ~90%
MMOBEPXHOCTHU IMOUTOKKHY (HAOJIOMAIOTCSI OTKPBITHIE
YYaCTKHY MOIJTOKKU AUaMeTPOM 110 1 MKM), 4TO obec-
MeYyrBaeT KOHTAKT MeXIy yacTuiiaMmu MoS,; o Bceit
romany. MoxHo 3aMeTUTh 00JTaCTH, TIIe CYIbDUI-
HbI€ YaCTUIIbI HaHEeCeHbl B 1 CJI0if, HO HA OCHOB-
HO IJTOIIAAM TJIeHKAa UMeeT MHOTOCJIOMHYIO CTPYK-
Typy — B CpelHEM MOXHO HaOJI0naTh ~5 CJIOEB U3
HAHOJUCTOB AUCYyabduaa MoaubdbaeHa. nst popmu-
poBaHUs 0oJiee CIIONTHON U paBHOMEPHOI 1O TOJI-
IIMHE TJIEHKH, II0-BUINMOMY, 1IeJIeCO00pa3HO CHU-
KEeHME KOHLEHTpallMU TBEpAoii (pa3bl B cOCTaBe UC-
MOJIb3YEMOM OMCIIEPCHOM CHCTEMBI, a TAKXKE Ha-
HECeHME HECKOJIbKMX CJI0€B MaTepuayia, 4YTo Oymer
CIIOCOOCTBOBATH PACITOJIOKEHUIO HAHOIMCTOB MoS,
TUTOCKOIApaJUIeIbHO MOBEPXHOCTH MOJIOXKH.
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Puc. 9. MukpocTpykTypa HaHeCEHHOI Ha MOBEPXHOCTh CTEKJISTHHOM MOAJI0XKU TJIeHKH MoS,; ((a), (6) — 1o 1aHHbIM
ACM) 1 cOOTBETCTBYIOIIIAs KapTa pacipeneJeHus MoBepXHOCTHOro noteHuuana ((B) — K3CM).

Pesyasratei ACM  MOBEepXHOCTM HaHECEHHON
ieHKu MoS, coriacyiorcsl ¢ JaHHBIMU PacTPOBOM
5JIEKTPOHHON MMKPOCKOIIMU: MaTepual chOopMHU-
POBaH M3 HAHOJUCTOB MPOTSKEHHOCTbIO ~200 HM,
YacTh M3 KOTOPBIX PacIoNoKeHa BEPTUKAIbHO WU
MOJ YIJIOM K IUIOCKOCTU MOIJIOXKKH, OTOOpaxasich
Ha MHKpodoTorpadmsxXx KakK YaCTUILI BHITSHYTOI
dopMbl (puc. 9a, 96). JlaHHbIe O mepenaae BLICOT
Ha W3YyYEHHBIX y4yacTKax TakKXKe YKa3blBalOT Ha
BepTUKAJIIPHOE IIOJIOKEHNE MHOTHUX HAHOJIMCTOB,
TaK KaK MaKCUMaJIbHbII Mepenaa BbICOT COCTaBIsIeT
~250 HM Ha y4acTKe IUIOLIAAbIo 25 MKM? U GIN30K
K BEJIMUMHE MPOTSKEHHOCTU HAHOJIMCTOB. AHAIN3

KYPHAJI HEOPTAHUYECKOW XUMUWUU

nmoBepxHocTu IieHKU MeTogoM K3CM mosBosua
YCTAaHOBUTB, YTO IOJYYEHHBIA MaTepuas objamaer
OTHOCHUTEJIBHO BBICOKOW 3JIEKTPONPOBOIHOCThIO:
MMOBEPXHOCTHBIN MOTEHILIMAJ paclpelneeH AocTa-
TOYHO PaBHOMEPHO MO IUIOLIAAM MCCIEA0BAHHOIO
yJacTKa, a pa30dpoc B 3HAUYCHMSIX MOTECHIMAIa
cocraBisgeT Bcero ~80 MB mpm MakcuManabHOM
nepernane BeicoT 120 HM (puc. 9B). Kpome Toro, Ha
MMOBEPXHOCTH MaTepHayia OTCYTCTBYET CTaTUYECKUIA
3apsAm, TaK KaK MpW e€ro HaJIMIWKW HaOIIogaInch
OBl 3HAYUTEbHO OOJbIINE 3HAYEHUS MOTEeHIMAA,
a TaKxe pas3bpoc B ero BelnmuMHaX. I1OCKOJIBKY
CTEKJISTHHASl TIOMJIOKKA SIBJISIETCS OMBJIEKTPUKOM
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M CTaTWYEeCKUE 3apsabl He MOIYT CTeKaThb C Hee
npu nposegeHun K3CM, oueBUMOHO, 4TO 3aps
CTeKaeT HEeIOCPEICTBEHHO ¢ caMoll IUIleHKu MoS,.
CrekaHue 3apsga C IUICHKU IPOMCXOAUJIO 4epe3
MMOABEICHHBINA K MCCIEAYyeMOMY MaTepraay MeTal-
JINYECKUI 3a3KUM, IPUUYEM COOTBETCTBYIOIIAST 30HA
KOHTaKTa HAxXOJWJIACh Ha 3HAYUTEIBHOM (~5 MM)
yOAJeHUM OT MeCTa CKAaHHMPOBaHUS B peXUME
K3CM. CienoBarenbHo, IUIEHKA TakKe o0JamacT
JOCTATOYHO XOPOIIMM KOHTAaKTOM MEXAY CYib-
duaHbIMU yacTuaMu. C UCITOIb30BaHUEM JAaHHBIX
K3CM 65b110 paccunTaHO 3HaUeHKUE padOTHI BhIXOAA
3JIEKTPOHA ¢ MOBEPXHOCTU IJIEHKM MoS,, KoTopoe
coctaBuyio 5.08 3B, uro cornmacyercsl ¢ JaHHBIMU
[45, 46], roe yKa3aHHBIM ITapaMeTp BapbUpYyeT B IHMa-
maszone 4.53—5.5 3B. B pa6ore [45] moka3aHo, 4TO
BeJIMYMHA pabOThI BbIXOAA BO MHOTOM OIpeaesisieTcs
colepXaHMeM B MaTepuajie BaKaHCHil 1o cepe. Tax,
paboTta BbIxoda dJieKTpoHa misi MoS, yBeanuuBa-
€TCsS C POCTOM KOHIIEHTpalMX JaHHBIX Ne(heKTOB.
Takum o00pa3oM, MOXHO IIPEIIOJIOXUTb, 4YTO B
HallleM ciay4yae AOUcyiabpuia MoJubOaeHa objagaeT
3aMETHBIM KOJIMYSCTBOM BaKaHCHIA T10 cepe.

SAKIIIOYEHUE

B xone mccnemoBaHUs MOKAa3aHO BIMSIHUE YCIIO-
BUII TUAPOTEPMAIBHOIO CHHTE3a Ha KPUCTaJUIMIe-
CKYIO CTPYKTYPY, MOP(OJIOTHIO 1 XapaKTep caMoop-
raHm3aluu yactTuil MoS,. B yacTHoCcTH, ycTaHOBITE-
Ha 3aBUCMMOCTD YKa3aHHbBIX XapaKTepPUCTUK OT KOH-
LIEHTpalMK ITapaMoJInOaaTa aMMOHMS U IJIUTEIbHO-
ctu Tepmoodpadotku. PesynbraTel TTA/JCK moxa-
3aJI1, YTO ITPY KOHLIEHTPAIX KAaTUOHOB MOJIMOIeHA
0.05 MoIBb/T1 POCT IINTEIBHOCTU TUAPOTEPMAIBHOMI
00pabOTKM peaKIIMOHHON CUCTEMBI ¢ 2 1o 6 4 IIpU-
BOIWT K YMEHBIIEHUIO CYMMAapHOI ITOTEPH MacCCHI C
26.3 10 20.7%, 9TO MOXET CBUIETEIHCTBOBATH O CHU -
>KeHUM KOJIMYECTBA IOBEPXHOCTHBIX (PYHKIIMOHATb-
HBIX TPYIIT, COPOMPOBAHHEIX HA ITOBEPXHOCTHU MaTe-
puana aTMOCGEpHBIX Ta30B U OCTATOYHOTO PacTBO-
puress. YBennuyeHre KOHIEHTPAIUY KAaTUOHOB MO-
JMbaeHa B COCTaBe peaKIIMOHHON CUCTEMbI B 8 pas
(c 0.05 mo 0.40 Monb/71) TIpX COXpAaHEHUU YCIOBUIA
rUapoTepMaibHOM 06paboTku (220°C, 6 4), HaTpo-
THUB, IPUBOIUT K CYIIICCTBEHHOMY POCTY CYMMapHOI
norepu Maccel (¢ 20.7 mo 30.9%). C poctoM miu-
TEJIBHOCTH THIPOTEPMATIbHONM OOpaOOTKM peaKIlr-
OHHOI CHUCTEMBI C 2 10 6 U U ITOBBIIIEHUEM KOH-
LeHTpaluu KatnoHoB momumbaeHa ot 0.05 mo 0.20
MOJIb/JI MAKCUMYM 3K303(deKTa, OTHOCSIIETocsT K
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okuciieHuto MoS, ¢ obpazoBanuem MoQOj3, cmela-
eTcs B obJjiacTh Ooyiee HU3KUX TemIiepaTyp (¢ 425
1o 401°C), a npanbHelillee MOBbILIEHNE KOHLIEHTPA-
uuu MojauoaeHa a0 0.40 mMoib/J1 IPUBOAUT K CMe-
IIEHUI0 MaKcUMyMa 3K303¢¢ekTa B 00acTh Oojee
BbIcOKMX TemItepatyp (10 408°C). ITo nanHBEIM PDA,
IIPY MUHUMAJIPHON KOHIIEHTpAllMM KaTUOHOB MO-
JMOaeHa U HAaMMEHbIEe TTUTeIbHOCTH TepMOOoOpa-
b6oTku Habmomaercst obpasoBanue ¢assl 1 T-MoS,;.
VYBennueHue IINTEIbHOCTH THAPOTepMAalbHOM 00-
paboTKY 10 4 1 6 4 IPUBOAUT K MOCTEIIEHHOM TpaHC-
dopmanuu 1T-da3bl ¢ 0OpazoBaHUEM IeKCaroHajab-
Hoii 2H-MoS,. IloBblllIeHNEe KOHLIEHTPALIMK T1apa-
MouOngaTa aMMOHMSI B COCTaBe PeaKIIMOHHOM CH-
CTeMbl OKa3biBaeT MPOTUBOMOJOXHOE BIUSHUE —
IIpY YBEJIMYEHNN KOHIIEHTPAIIY KaTUOHOB MOJIMO-
neHa ¢ 0.05 no 0.20 MoJb/1 UMEeT MECTO Mepexol OT
2H-da3er K 1T-MoS,, a pocT mTaHHOTO TTapaMeTpa 10
0.40 MomB/11, BEpOSITHO, IPUBOAUT K 00Opa30BaHUIO
rubpunHoit ¢as3er 1T/2H-MoS,. Tpanchopmalius
KPUCTAJUIMYECKON CTPYKTYPHI TUCYIb(UIA MOJINO-
JleHa TIpYM BapbMpPOBaHUU YCJIOBUI TMIPOTEPMasb-
HOTO CHHTe3a TaKKe ObLIa MOATBEPKIEeHA C ITOMO-
IIbI0 CIIEKTPOCKOMUM KOMOWMHAIIMOHHOTO paccesi-
Hus1. 3 pesynsratoB POM crienyer, uTo Bce 00pa3iibl
MPEJCTaBISIOT COOOI nepapXuyeckKu OpraHM30BaH-
HbIe 11BeTKOoTogo0HbIe (flower-like) HAHOCTPYKTYPEI
pazmepom 0.5—5.0 MKM, cOCTOSIIIIME U3 U3OTHYTHIX
HAHOJIMCTOB. YCTAaHOBJIEHO, YTO POCT KOHIIEHTpa-
LMY KaTMOHOB MoJin6aeHa 1o 0.10 Mosb/J1 TpUBOAUT
K (hOpPMHMPOBAHMIO MaTepuaja ¢ HauboJjiee OMHOPOI-
HOI MUKPOCTPYKTYPOIl — IIPAKTUYECKU OTCYTCTBY-
10T HyJb-MEpHbI€ YaCTULIbI, a CPEAHSIST TPOTSKEH-
HOCTh HaHOJUCTOB pacTeT A0 300 HM (MakcuMajb-
Hast — 1o 1 mxm). [1pu yBe1uyeHUU KOHIIEHTpALMU
KaTroHOB MoauoaeHa 1o 0.20 u 0.40 Momb/m mpo-
HUCXOIUT MOCJIEA0BAaTEIbHbBIN POCT IUTOTHOCTHU arjio-
MepaToB M YMEHBIIIEHNE TIPOTSLKEHHOCTH CYIbDUI-
HbIX HaHOJIUCTOB 10 200 1 150 HM COOTBETCTBEH-
Ho. Ilo manupiM [IDM, mocie mpoBeneHUST TIPO-
Lieayphl AeJaMUHALUWU MHOTOCIOMHBIX YacTULL AW~
cynbduraa MOJMOIeHA B COCTaBe YCTOMYMBOM (hpaK-
LIUY IIPUCYTCTBYIOT OTIEIbHbBIC HAHOIMCTHI, IIPOTSI-
KEHHOCTh KOTOpBIX BapbupyeT oT 50 mo 500 HM.
Pesynsratel POM a1 nmonydeHHOU 1ieHKU MoS,
MoKa3aJii, YTO OCHOBHAsl 4acThb MaTepuaja COCTO-
AT U3 OTHEJIbHBIX CYIb(MUIHBIX HAHOJIMCTOB IIPO-
TSKEHHOCTBIO B cpenHeM ~150 um. Hanneie ACM
IJIST MCCIeMyeMOM IUICHKM YKa3bIBalOT Ha BEPTU-
KaJIbHOE TI0JI0KeHe MHOTHMX HAHOJIMCTOB, TaK KakK
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MaKCHUMaJlbHbIH epenaj BbICOT cocTaBisieT ~250 HM
Ha yyacTKe IUIOLIambio 25 MKMZ M OJIM30K K Be-
JIMYMHE TIPOTSKEHHOCTH HAHOJIMCTOB. AHAJIU3 TO-
BepXHOCTH IIeHKU MeTogoM K3CM no3Bosuni ycra-
HOBHTb, YTO MOJYIeHHBIA MaTepuraj 001agaeT OTHO-
CUTEJbHO BBICOKOI 3JIeKTponpoBoaHOCThIO. C uc-
MTOJIb30BAaHMEM ITOJIYIeHHBIX JAaHHBIX OBLIO paccyi-
TaHO 3HaYeHHE pabOTHI BHIXO1A JIEKTPOHA C MTOBEPX-
HOCTHU IJIeHKU MoS,, coctaBubiee 5.08 3B, uto co-
JIacyeTcsl ¢ JIMTepaTypHBIMM JAHHBIMU, COTJIACHO
KOTOPBIM YKa3aHHBIN MapaMeTp BapbUpyeT B Auarna-
30He 4.53—5.53B.

OMUHAHCHUPOBAHUWE PABOTbI

A.A. 3eMIISHYXxMH BbIpaxaeT 0arogapHOCTb
®oHIYy CONEWCTBUS pPa3BUTUIO MajbiX (opm
MNpeanpusITUii B HaydyHO-TeXHUYECKOW cdepe 3a
(UHAHCOBYIO TTOIIEPKKY.
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HYDROTHERMAL SYNTHESIS OF HIERARCHICALLY
ORGANIZED MoS; AND THE FORMATION OF FILMS
BASED ON IT

T. L. Simonenko® *, N. P. Simonenko?, A. A. Zemlyanukhin“,
Ph. Yu. Gorobtsov’, E. P. Simonenko*

2 Kurnakov Institute of General and Inorganic Chemistry of the Russian Academy of Sciences,
Moscow, 119991 Russia

*e-mail: egorova.offver@mail.ru

The influence of hydrothermal synthesis parameters on the crystal structure and morphology of
MoS, particles has been shown. The results of synchronous thermal analysis showed that at the
concentration of molybdenum cations of 0.05 mol/L, the increase in the duration of hydrothermal
treatment leads to a decrease in the total mass loss (Am), and the increase in c(Mo), on the contrary,
results in a significant increase in the total Am value. The dependence of the exo-effect maximum
position, related to the MoS, oxidation with the formation of MoQOj3, on the synthesis conditions
was determined. According to X-ray diffraction analysis (XRD) data, the 1T-MoS, phase is formed
at minimum c¢(Mo) and duration of heat treatment. Increasing the time duration leads to the
transformation of 1T-phase into 2H-MoS,. With increasing ¢(Mo), the 2H-phase transforms to
1T-MoS; and further to 1T/2H-MoS,. The transformation of MoS, structure was also analyzed
by Raman spectroscopy. From the results of scanning electron microscopy (SEM), all samples
represent flower-like nanostructures consisting of twisted nanosheets. According to transmission
electron microscopy data, individual nanosheets with a length of 50-500 nm are formed after
delamination of molybdenum disulfide structures. The microstructure of the obtained MoS, film
was studied by SEM and atomic force microscopy. Analysis of the film surface by Kelvin-probe
force microscopy allows to establish the material has high electrical conductivity, and the work
function value of the film surface was calculated.

Keywords: hydrothermal synthesis, molybdenum disulfide, nanosheets, hierarchical structures,
films, substrate rotation method, electrode, supercapacitor
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