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(3) &71 (2)dA e ZaE<] g2y HESE =B ol E[(NH):MoS,] 24S 30T ]
H| E2HE] &2 Hoo] o] E [ (NH,) MoS, ]

[0040]
[0041]



[0042]

[0043]

[0044]

[0045]

[0046]

[0047]

[0048]

[0049]

[0050]

[0051]

[0052]

[0053]

[0054]

[0055]

[0056]

[0057]
[0058]

[0059]

[0060]

[0061]

[0062]

SIHSd 10-2023-0080762

ol el Z(Diethyl ether) Fo] A&k shif o] d& of&ste] AH gt

(5) 271 (HAE AR 4w HEDEH =B H o] E[(N):MoS,] 2AHS g A=A

A7) AzdAE sk g2 FAAS eSSl slEAE HESE LS B E[(NM)MoS, 1S T

(1) A7 AldAA A9 drng HEZE BB o E[(NH)MS, 1S o]l (Deionized water; DI)ol
FHste] Aoz EdEANS A=

A7 dRng HEZE LEHB Y E[(NH)MoS,] : Bo]&4(Deionized water; DI) = 0.5~1 : 12~209] F&H]

(2) 71 (DA ZapEQ] TGl =2kl B =g 2elo] =(NMCHE H7Fsto] wnk 3 wkeA

a

471 (DEAe] 2daed EF89 @ = ExslEzg2elol=(NHC) = 25~30 ¢ 0.5~12] T3]

m
s

A7) FEER Red|E2F 2ol E(NMCHE 97% F5 2E Aol uhA s},

(3) 271 (2)aA AxEQ s|=gAF HEZELEH o E[(NM;)MS,] AHEE WFHE oA o]AZ
23S (IPAF e el Z(Diethyl ether) 59 FHol% 3h o] A4S o] &&lo] A& 3T},

(4) 371 )EAE AZ sl =i g HEHE e ad ol E[(NH;)MoS,] 2AHS & A=A

A7) ArdAE sk 22 FAHY sAS T8 dRE HESE LH O E[(NH)NS]E FEE 5 dot.

(1) = WEr2H Ol E 43k= [(NH) N0y - xH:0]& Bolell a7 F2wl 7w g8 =t

A7) dmE et 2EHOE 23S [ (NH)HN10s - xH0] : ol &5=(DI) = 0.5~1 @ 1~29] F&H] T Fn)

(2) 7] W=dl 7k E9k-8-ofol] aherR-8-o [(NH),S - H01S H7Feto] awtgiet,

3 38 gtk H8 N[ (NHy),S - HO] = 0.6~0.8 : 1~1.59] Z8kH]

t
il
e
£
=
fet
(ot
o
i)

(4) 2471 A ZAIAgES d8Fo] Yol 3~5A1 Tt WA oz dRF HEZELHAHOE
[(NHpWS,] 23S o

5) A7l (WHFAE B3 dojd d=FE HEHEQYAHOE[(NHNS,] 2HES AFZE Wl oAz zds
(IPA) 3} toleoH|Z(Diethyl ether) &9 Hok sl o] 48 ]85t A3},

(6) 471 5O)HAIE AR Ud2F HEZE LEHHOE[(NH)NS,] ZAHS AF AZRAH.

A7) AzdA= sk 22 AR 3AE Sl sl E HESE QHEHOIE[(NH)NSIE FEE 9

e
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[0063]

[0064]

[0065]

[0066]

[0067]

[0068]

[0069]

[0070]

[0071]

[0072]

[0073]

[0074]

[0075]

[0076]

[0077]

[0078]

[0079]

[0080]

[0081]
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(1) 7471 A1gAdA T8 &dEw HEHE S 2o E[(NH)NS,]E ol (Deionized water; DI)oll F¢
sto] galA o2 E3hgds A=t

A7) o RgE HEZE LY 2] E[(NH) NS, © Bo]2&4(Deionized water; DI) = 0.3~0.5 : 3~52] FT&H] &=

= ouaue 239 5 o
Az

)
mu
M
%
oo
2
o
ol
[
)
)
a1
&
1"
fu
ultl
fu
L3
_H
z
.'II
O

g A7kstel kL gl

A7) (DAY AaERl E3H8 @ o] Buesleedmeto]=(NHCl) = 12~15 : 0.2~0.59] 34| &

vyuE £9% 5 Ak,

rr

o

7] g 2

I
of
[t
fru
iy
fu
)
I
z
jam)
(@]

.
O
=

o
=
tlo
>~
>
oo
il
S
jur]
=)
®
N
gg
i)

(3) 271 (2)dAe AFH=E]] =gt w HEZDH LG ZHOE[(NH)NS,] 28-S Wy oA o] AZZ
= (IPA) 3} HolldolHZ(Diethyl ether) ¢ A olk sii} oS o] &afe] A X3},

(4) 271 B)EAE 713 sl=etA g Bl EGE LY 2H Ol E[(NH)NS,] 288 g Az,

Fzxahd, 2l glof MoS (=eHlststE) 7wk Soje Alxsty] A9 AomA, sl=dAE HE
°]  ATAE sk Al1dAsH, A7 AldAE i G d
Gete AAE At ez NoS, 7IHh FAatANkE [7)8et ZejE Alxshs A2dAlE EI

oA, &7 sl=etAlE EEHE e Bl E[(NH)MoS, ] ¢ w&5%ste dA7AE ddshe AldA= ¢
&

oM FaEd SRS A7|Ee Huld a5dstE (g BddstE v NS ol gster FEd

7104, 7] A2eA A= 100~400T o] =270l A 30~90% F<t EA e ete] uhghAsitt.

%28 FESW, 47 oS, VW FRBAWS AY8e Folo] BAARE TS F AN dAGPoA ¥

d

A 7o w Sujo) Jes wo] Axshs A3HAES TG

71 A], A7) ASBA A E 100~400TC 2] SEZ7 A 40~1008 59+ Fx]g o] ulA s},

T 38 Az, B oabgo)] glo] WS (H2ustslE) 7uk 2ujE A xsly] 3 Ao v I=dfAF HEDE
L

QHAHOE[(NHs) NS0 5&33te A7AS ddsks Al1dAek, A7 A1dAs 3 d9

APAE AAAFOZA NS, VW FRUANS A5 FuE Axshe AzeAE EFe,
oA71A, 47] SEetAE HEE e 2Hol E[(L)AS,]0) F5FE ATAE FHSHE A1GAE F&
Fauiry Q7159 Eue FERAB(IANGHE S PAPRL o8I HET LUsS T8

o7Vl A, A7) 29k Al A& 200~600TC 2] 2=Z71o A 30~90% F<F A g dto] vlekzl s},
T 45 Fxepd, 471 WS, 7IRE AN Ad7|Eker FHuld gAsE £ T AA dAFoEM 5T

A 7IRke® Fujo] es o] Axshs A3EAE I



[0082]

[0083]

[0084]

[0085]

[0086]

[0087]

[0088]

[0089]

[0090]

[0091]
[0092]

[0093]

[0094]

[0095]

[0096]
[0097]

[0098]

[0099]

[0100]

[0101]

[0102]

[0103]

[0104]
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AR W7)ske Fu = WS, 79 FALAERE 758 S A EE
A F£E23E ATA 50~90F Fhol A 10~50F Fo= vigtslo] uhgA s},

Hop FAHeR As &4 2L a2 58S A8 adPE 10-305F%, BAU=FHE 20-505%%, JHREHS
10~20%2%7}F vker2lslct.

o17ell A, 7] Y AEA) E(G0)= sh7lek 2 FAARl Ao Alzd Ad 4 U

(1) 320 ZAET 2 AANUEF(NaN0y) S Zeh20] FY3E Aol 200~300rpm Z710lA 1-2A417F &

-

A7 (DEAANA = F4HHS0,) 60~80mlol] Wil SAEE 1~3g 2 ALY EF(NaNO;) 1.5~5g8 FY ).

(2) A7 (DEAE AR Z8 235 olo]Au|~A(ice bath)o] ¥& AejollA A3t 7+24-5 (KMn0,) S H7ste]

71 2)GAd A = A HAE (KMn0,) 5~20gS H7hgit).

(3) 271 2)GAE AR EFLAES 40~60TolA 12~24A13F &<+ 7k sto] vEgA|XITH

(4) 271 )AE A g ETEEqel vty wrk 235k A Zol2= (DS H7bske] g SAbe|=
(GO)E Alx3t}.

A7) (D)aAME o] (DS 100~150ml & FH7}3kc),

E3h, A7) @2 AASAI = (r60) = 719 A2 ARl sAH e Az Ad 5 dn

(a) 471 (DA WA (DEAE Fel Aze TAHASAI=(G0)E Dol (DD HAAA LA SA o] =
(G0) d=HNE vb=T)

7] (a) DAl A E 15~30mg/ml¢] FEE 2He A SALO =(60) 10~20m1 S 2ol 2= (DI) 20~30mlell HAkA 7]

(b) 771 2eHBEARI=(G0) dEeol gdAlE H7EEE §-, 20~30TolA 12~24X)3F &<t nivksto] gkl
AR =(rG0)E AlZ=gHTE

A7 (D) @A A E 400~500mge] SLAS A7 s,
7] BPAE L-ofA2F 2B AHL-A) S AFEgo] alehzslt),

(c) 7] S asA el =(rGo)ell thall 2271 E olg3ste] 2ol2+(DDE Ao 5, Zo]&4(DI) &

A

471 (@AM = 10mg/ml FE=e] &ol&=(DI) &rfol AR

olE T3, ¥ WA IOmA/cmiz-O/] AFEZoA 120~200mVe] 9 = 40~70mV/deC71Q e} (Tafel) 71
7% WSS Mos, 71 EE IS, V1N nAe] Fauaus 47189 ZulE golaA Ax 2 dFow ¥

@3, olstell M= By FAAR] AAldE Fall 2 2ol d AAd NS (EBREstE) YNk e gE A

A WS (R 2w 3b) Z|nklel] m& saldnks dA7]8kst SulE Alzsigian, o2 Azd Fadgnte
Zujol] i3t A FAE FIFsAer, ® 5 A E 368 Fxde] A B4 2 o A9E AdYsrE @
(A ATel)

1. gEg HEZE L Ee B H o] E[(NH)MoS,] A

3531g9] %],'E}é‘ %E]EEHO]E E‘"EE}—B‘]’O]EE’” ] (NH4)()MO7OZ4 4Hg0]%‘ 15m19] E]E—O]HQ:ZI:(DI) ‘;’l 5m19] OELE'_L]
o}R-oN(28~30%) ¥ =33 EFES A gMo] Aojd wzkx mukEgtl. o] AS 70TCY S Yuj oA 55ml
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[0105]

[0106]

[0107]

[0108]

[0109]

[0110]

[0111]

[0112]

[0113]

[0114]

[0115]

[0116]

[0117]
[0118]

[0119]

[0120]

ZIHSdl 10-2023-0080762

o] Z3lAd B FEEA[(NH),S - H01& 7kt nNkslglth, T8-S 70Tl 1A13F &<k WA H Y. S =
A A AA[(NH)MoS,J0] E3E = ol5 25T 2 W4sta A-FHE oA o] AZ 232 (IPA) E toed

Z(Diethyl ether)Z AFstglom, olF AAS eolA dxA7]a BEste] Bas3iv.

2. 3 =gAw HEZHEQ EH o] E[(NH;).MoS,] A

0.65g2] 4E HEZHE QL EZ B E[(NH)MS, ]S 15mle] Zol&4=(DD)oll &ajAA #23 &AS A},
T ovhe 0.685g9) dl=ehr] RwsERIRatol=(NICHE & Hrksha wnkekd 3
AEAL 2 28 AFDE A o] AZTRRS(IPA) 2 oo H=s AHegon, o]5S 3
713 BEE 9o A Bastltt.

3. ¢2F HEHEHXH | E[(NH,)-NS,] ¥4

X
A
BN
>

Zgiﬂ O]'D-E— UﬂE}-Eq/\Eﬂ ]E ﬂ—%[(NH_@)GHngquO ' XH?O = 4m1.4 El—o] )7]' 9)\’15‘ 100m1 %E}iﬂoﬂ %EH}\]
AT 2w % 10n1e] BT EEOIOM).S - BOIE B7Fhn WSt £ felEZAMRHA Qi
odujzo] 60Tl 30412F Ft TG, HEe® FAs 4Lt §

[(NH)NS ] AAdstlon, ol

ul

eaze] Wol oAxa A4

0.348g2] ¢t H|EZIE] QEAE O] E[(NH)NS,]E 3mle] ©o]2=(DDol SalA At 19 o 0.274g9] 3]
il Rresleg I gdto] E(NMCHE ool H7bskar wwkargivk. (N6 NS, Aol FAPEAL o] A4S
AFHAE S AFE3lo] o] AT RS (IPA) 2 tddog 22 AHa5itt. o]5S MFolA AxA7]| DEE 7
A7l BT

O

5. MoS, =& WS, 718t FAUrAu-S-(HER; Hydrogen Evolution Reaction) Zuje] A=

NoS, FEXE WS,i= oFE(Ar) ZRa9)7] % 5T/ming] £ FuIE 2= Bmold SmebAE AT A [H):MoS,
EEL (NZH )ZWS/l i‘—r\ﬂ o:]ﬂ?ﬂo]-oﬂﬁ}

olwj, =gAF HEZEQEYBHE AFA[ (NH)MoS, 1 100~400Col A 1217 FoF G188t o, 3
=4 HEZGE " 2H O E A [(NHs) WS, 1= 200~600Coll A 1A &< A2 aqltt.

6. ZYPHLA|=(G0) 2 YT HASAL] = (rGO)
JYPAZA)=(G0)E  60ml  HS0, 5 1.0g9] SR 2 1.6g2] NaN03(99.0%)E d-fste  ZehaAd
A7 eATE. ol AE 250rpmoll Al 90 &<t wRESIATE. o R FEAAE ofolauX(ice bath)oﬂ i
KMnO, 5.0gS 15% ZoF A3 A7k, 2 the, £NS 40TCol|A 24A]7F E9F 7Fdst9c), vk w1
gl gk S 100mle] Eol24(DDE &= H7Isgth. o]gA Az agASAoltes 345 AFS 9
3 20mg/ml -§XEo] 24 ujo]de]| R FAESTE.

o,
é,

)

JYPALZA = (rG0) = 20mg/ml ] FEE ZHe 2T ZALOI=(G0) 10mlE 20mle] Eol4=(DI)ol #AHAIA
detd s TrE of, AR 400mge] L-ot~FE2HAHL-AA)S dE Qo] @i 25T A 2447F 5 wRHksESd
o Yo R FAITPA KA E(rG0)E AR 7E ol &5t Bl (DDE 71 10mg/ml FE9 &
o] 24=(DI) &wllof]l EARAIH ).

sk ONT(A 74 10~20mFo] A 21 E]) 9} (B super-P(99%) & B3AE A =x3}7] Ao A sw g,
7. B8A v A=) §A

1) MoS(ZEFERIFIE) 74t A S A=

100mg9] 3=etxF HEZHE L EBHolE ATA [ (NH;)MoS, 1= 108 5o FyBur oA 0.1ml e gol
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[0121]

[0122]

[0123]

[0124]

[0125]

[0126]

[0127]

[0128]

[0129]

[0130]

SIHSd 10-2023-0080762

(D)ol A E(rGO, CNT, CB super-P)o} &7 B3 o} STEES 1A & o2 (Ar) 770l A
S BT

100Ce] 2kl A IAesArt. whe - e
2) WS(B2HEE) 7|9 EFA v A5

100mge] sl=2tAE HEHE QPG AHOIE A [(NM) NS, 15 100mle] Hrld 2 Fobr = (DMF) ol &) sk

e o2, olEd EFES 200ml QLEFH B QWi o2 (Ar) ZhAE-9]7lelA 10A12F F¢F 200CE 7}
dagdnl, WS I FRS 95T WA 7|3 2ol 9ARTste] 33 Raladut. MARS 60T A
T QEOIA 2447 B AEAAT

RE SHLE B2 HEAF, He/lell, 71483 2 Faekad= (Glassy carbon electrdoe; GCE)(3mm<]
A7)el FF(0.05m) = AvkeE vhg o Ao ® sigste] 2 ASs AAskaL, 3l H7]st
SAS7I2 FAEAT. Z)(8ng) S 4mle] v v = (DMF)/vHo] 2 (Nafion)ell &33te] 4mlo] dEAE
AEATt. Zv) Q0] 1040F GE Aol FH 40T AT N AEAAT. Ful 0.28ng/cn o] =
doz AxHArt. AE FAH Y (Linear sweep voltammetry; LSV) =& tmV/s¢ 270 £x2 ¥313 N,

1A &2l 0.5M H,S0, LA skol A zays3it.
T 5 YA = 365 #FxH, B dyoxE 7[E (NH)MS,M = Mo EE W) AFAL e =aAw
(hydrazinium) 5% SLAZ St U, o N2 AsAZ ALgste] molux A7]Ev) Asadus

(Highly energetic self-catalytic redox reaction)o] EA % AT}, *}ﬂxﬂ(MSl 9} DA (NoHs ) Alele] WA

W A AFOR QA3 olFe] gole-Fole HOoR AgHAT. WA 2 T oUAE FA TRH A
FHeha e AP LA B3 AUL FHY 5 Aes AU H e = (LH)NS, = (LH)S,!

)
thall ZHzF 100TC B! 400C]. o] 22 A4 wkgolebal: gt}

(NH)MS, O = Mo B W)o] 78 2% A2sh Assgd whg 4w we A 252 da 7ba(bridging) S,

% A4 (apical) S7F T3 FA4Y =2 Bd(os,) EE A4 S 2dS)e] 2 5 UeS BT

A4 NoS; == WS,E A8t

71 918k HA o] FAMANES(HER) FojollA SAA A8s st &4 599 &4& HasAzo. 7k

(Bridging) S, % A (apical) $ 7b FX& HAA B2 RAN0S) S Fvje] 2k (HR) 450l

N s mu Felav s’ B 2D ATHE la F2). Svlel SR 4SS 0% Faba
A7) e FRE w2 4 NS, EE IS,E BALARSA =609 EFete] W7 AEEES )
AT W ohet FATRASAI=(1G0) EWe] Erje] FAY REES B Fv) FUL PP 2FAS
YT 5 A9,

(NoH5) MS,0] AAFTZ = Mo T W N:Se] o]&4 n)
XRD(SC-XRD), ¥ XRD(PXRD), ¥4#X(FA)o = EAH<

T 5bh, 6, &7, & A} o] BdAH

Q
T o

L7 YA & 95 FzshH, dAHE SC-XRD BAS E3] (NH)MS,S A7F Eo) 433

2 YYHYLS

r&tl
ro,
rN
é
N
)
oX,
ox
)
o

o,
ols
il
32
o

= 5hollAE ESE IA7F ¢l ¥AIE PXRD HEe FAHE (NH:)MS,9 4 =5 Yehla gled, Agrt
T 104 (NoHs)ooll A N:S9 o] 2H]& NMS,= NI S7F 1:19] H&S 29 9484 AxE Jehgla go] A%

Moz HAPL WolFa g,

HE
2
2
CL
-

= 5coll A= (NHs)MSi(M = Mo == W)oll o3t Ar 3follA BA] TG-v]& ferential thermal
ok

[e=]
=
analysis: DTA) Z#E RojFETh &3] 59 123C 2 175TCAA] 23 A= &3 F438 i g3E= 3
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[0131]

[0132]

[0133]

[0134]

[0135]

[0136]

[0137]

[0138]

[0139]

SIHSd 10-2023-0080762
sebE AbgelA Ul B3t oluAY Aud $ES ST (W, 2 S F
25%%0). ol A7 FAE Eend 3 gad FSES,, 2 < x < 3)9] FHoE olojHS vt

R £ o8h WA E 115 Fxskd, 71E (NH)MS, (M = Mo == W) AFA¢ TG-DTA Aol A= (NH,)MoS,
7} 200°C, (NHO)WS.7F 250°C sl Z+2F AH = 46 2 56 kcal/mole] W 93&5 JEYS RoJF 9T},
<]

Iy

dEal whgol thd Ak AdE wpgos AA S (NH)MS, stk dyAls NSy 34e §-3sta

O E8 S-S (HER) ) Aoz A3 eFgdZ2 MNoS,E AT = e duA o]dS Yehja
= 125 3P, 100~400C 9 2% WelolA 7] &w(Self-catalyic) (NoHs)MoS, ATF+AZFE MoS, o +%*

Z HEL Mo @ Sol i3k PXRD, =huk B3 2 XPSell & EA3tE A
T 12294 = Ar 7F2olA 100~400C 9 ollA] PXRD #2418 E3F v A MoS o A FAo] =, Axe=

100CoNA I =Z7F Qi &3] v)gd Adolal 150 Z 200TCelA (002) WHAbESl 27} shuat Q&2 el
oh. =3 o= 34 I37 2AEE 300~400C HY oA AAA MoS,7F FAAFEPeH, o= 2

& zZe Aoz FAEdn. oldl Hle]  (NH):MoS,ol s A= (NoHls)aMoS.ok A 310 A

% 138 FEs, Ar 7k shell A 100~150Coll A (NHy):MoS, o] A8l A4 &) PXRD Adh= #3 flo] 27 A
ALl EAE UEha k. B3, FA4F MoSek AAE MoS= Zh2E 200T ek 300 TAlA FA = A
719 (NH)MoSy ATAE AMg-ste] Se ofd™d 2kolA &4 F-917F 53 vAZ NS & 9= AL

o]
ok geA s AFS Sl WA NSl AAHA MoS, 2] M-S xAls] 98] ehnt 23Ro] ALgE At

(% 12b 32). 100~200CeNA MoSe & & IA+= 200~250cm | gool A BEHAQ oM 522 9 543cm Oﬂlﬂ

950~575cm . W9l F Aol we w37t FAHAt. o] AL Mo-Mo, Mo-S, Mos- v S(apical sulfide v-5 ),
#E o|33sE (terminal disulfides) (S-S), B E3x3} |3 sl& (unsaturated disulfides) (S-S)p/w® &S

22} ofw] g},

3= A9E MoS,l Zelxeel ts] S9a ghat 152 BolZEth, o o dxa(e]ddy) Lw(300 2

100C) oA [MosSis]” S ~HE 223} o 1% 97} 383 D 407cm 9] WAZ GAHY R, o 727 A
A2 NoS,9 NomS A (Ey, B Aol shgateh, mak (WH)NS,S) 9% 4 WEHe 200~600T A XRD <] )

ATHAT(E 14 FH=F). 20-WS,9] XRD &3} v gs uf, th2dA WS,= 400C 74 A= 7] Al2elS .

T 12¢ ¥ & 12dE5 #=E3sHd, 100~400C oAdh(EA2) 2% HYANA (NaHs)oMoS, el XPS 412 Mo 2 S ¥
Zoll g Azl AE W3S UEhdth. = 125 S 2s(226.5~227.2eV), Mo 3ds»(229.1~229.4eV) = Mo
3d52(232.5~232.6eV) 9] HAE E33}o] Mo 3de] 28l AEIS Ay}, o] AL Ba AL} 3.15eVo| L HAH]

7} 1:0.6791 MosSiz]” S 2=E19] Mo o D3t 27F Zoj(NH;)MoS, ATANA AL MoS,oll thah XpS Az}

6+ 5+ 44

of ew, 1y LEAME Mo 7b £AF 12 4k AEglon uhdd Mo, Mo, Mo = e
(% 14a 2 14b #Fx)olA (NH)MoS;EF-E] 28 MoS, AZoA FEITE AL BlFa Q). o]

A8 (HER) 2] MoS, ZvlE E<H4 s}

rlo

B>
e

flo o

(¢
=~
T

O

OFe S=oA MoS7h 2t el kst FHES ZARY. B 12de 100~400T WM SIelA S 2p G XPS 2~
AEY 928 BelFth o =& AF olUA(~163.4 L 164.6eVel Aol A wHEE A WA WA= Shu(s,)
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[0140]

[0141]

[0142]

[0143]

SIHSdl 10-2023-0080762

=

pue)

Zéx

u!

(s)e] & e Sias v, T owls) 93(-162.1 L 163.3eV)E M-S Auhe] Tk o] ahE (s,
)7 BESFIE(S ) Aol Sohu, AEE 27 2py,9F 2pyy, WA 1.2V 1.5eVolth. oWy L%
2 Boomx Bxd RS )e H9NA zsr FIE(S)e FAFAT. e dA(oldY)
LI2(100°C) Al A NoS,-100T 2] 7} (bridging) ©88H2(S, )3 A M (apical) FaFE(S )e] Fautaguts 34
F9= HHo 24605 AUk, L3, o] d AZ ] S/Mo AR E FAIES] XPS A oA dL WA o]
H] (bulk stoiometry)& AZsgth. o= YA S/Mo7t 2.83(MoS,-100° C)ll A 2.04(MoS,-4007C) = W3t
MoS; S &3l A Egjvd A3ES AFTS RFa Jv(= 15 7E). 100TolA (NH,):MoS,
o] go] Bad A WIS u, XpS A= ¥3} FalEo] JA(%E 16c L 16d F2)S YehATh. =3
100~400Col A o4& (NH,).MoS, 2] EDS ZA3t= ojd® (NH)MoS, = 334 2A H3ld sdsls= S/Mo HE Al
AtalE d AFEE F k. E 15904 3.96(MoS,, 100TC), 3.02(MoS,;/MoS;, 150TC)el A 1.88(MoS,, 4007T)7HA
o] S/Mo A% HES BHoFa b, E3F 100~400TolA oJd® (NoH;)MoS,2l XPSE (NHy)oMoS, old® ME (%
17 Zx)3 g8 o2 400~405eV FGolA =27t #FHA g2 Heoln=z A3 FdlE vt &

A<
T A

2 rhu

T, T 180 sty awe] aksl AE|7F 300C(H A E)2F 400T (A )M W 4f, S 2p, N 1s9] XPS #41&
B3 BAHUT. 400TAA W dfyns,9 A8 AEE W (32.8 2 34.9eV), W (36 @ 38.1eV) @ W
5ps2(38.73eV) o] - wielw, A% ¥ B WA e 77t 2.1eVeF 0.75eVolth. oA Alwm Ul AA WS, =
wQ1 Fgell A XPS HANZE 1:2.298 YERATE. mERZRAE ) 2ps09t 2pypol Al ZH2E 162.49F 163.6eVOl A S Al
o) Fred S 2p A7} BREYL, ot AL B gt 1.2V 2 WA 1:0.59 4% x5} S 9] 45 Au=
YebH L, S-0 A3 169.3eVellA 3 AE vepditt. o2k ZA3E 400CelA 24 WS,o W 4feh vluwgls o,
30T FAR WS W (32.6 % 34.7eV), W (35.4 W 37.5eV), W 5pys(38.58eV) €] Wo(4007T) S} fAbe

= v 2" XA

L

v3 2gS wol Ao AFt. ey WHuE 1:3.49 YWe ¥IE HojFEd, o

E(Wx) ol 949 yepick, 3k S 2poll tigh XPSE WSoll theh #Ale B3k 2 |Anr}t $dsles B E3lo]3
i‘f%(sf’)ﬂr watatge(s)S 7zt 162.9, 164.1eVe} 161.7, 162.9eVE E3Fabar k. ATtz WS,(400T) el
A N 1s9] XPSi= 398.59 402eVellA F 79 3|35 ®eon IS, A\ES N-N A3 Alele] W-N A3 FA4&
Ella 9tk o= N-N Ag2] A% 400eVoll At H 3 E Hol= F43 WS, (300TC) 9= o=1).

S, (NaHs)MS,(M = Mo B= WollA] &3 wlAYUES A93t7] 918 TGA-MS(Thermogravimetric analysis mass
spectroscopy) S AFEFFATH. TGA-MSE] MS A= 10 ~10 (A)9] o] & AFol sl 100~660°C Welol A 3=z}
g B FAL ngom, A=ZFm/z)S 2(Hy), 15(NH), 16(NH,), 17(NH; + H), 18(NH; + H), 28(N,) —18]ir
32(NoHy Z18]aL S)olth. o] REL =K F ol e IF Fal wheS g, s=dxwe B
E 2843 FAE Fd o] NHeF & EAAIIY oJAGEES d9stdor {3 Edoltt. E3

3}

=3, ol 3 &48 veha; wEhA, Mo/W-S A% slE = 38l
3l HESo2RE dqUAE FERLoER HAE £ gy, AEHOZ (NH;)MS, (M = Mo X
S

[

= 18adl A et o] rG0/MoSc-100TE ~25.5° oA 3B HPow, o]= rG09 (002) HHA 71208t} rGO
o] EAE & 7boll A9l o] ZWH(Raman) ¥ FHOZE FQIFAT. rG09] D-ME L G-Eol= Zh7); 134959

1594.9cm 9] % W37} SREACh. e, rG0/MoSx-100C AZoj= HAW g Zejnde] AuAel 7o
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[0144]

[0145]

[0146]

[0147]

3IHSd 10-2023-0080762

o

ol 9glth. 3] No-Mogt Mo-S z;f;sq AEo =uZ o] 950~400cm oA 71ZE QoM. 522em T 543cm &
247y ek o] FSE(S-S) I BESE o] FSE (S-Sl HESE JAGAEHAT. E 20cE rG0 EZ A
MoS, 8] $-3t RS wolFn Zujo A7]|3sa EHAo] HoldS HolFa g},
Tk, XPS 2HEHS FA5I] MoS, 9 &4 B4 Alol9 4szeS FAEIEY. = 20dE rGO/MoS,~1007TC <]
XPS ~AHMERS wezth, 232.7 2 229 .6eVe] T Mo 3dys D Mo 3dsp Q1EAE QT mh, 227 5V
A g2 37 #FHoH, o] S & odEeA 7|Ast & 4 k. rG0/MoS,~100Tel tigk Mo 16d
o] Ad A= MoS,—100T ol B3 9Fe] o] (~0.3eV)S Bglom, o= © 2 rG0/MoS,~100C <t 2= Mo
o] A7t BEE AT, e ool A rG0ze] Al o] Fol S HolFiL gtk & 20eo] LR b}
2ol 163.6 2 164.8eVolA el 3= 7bul(bridging) S 2 AW (apical) S @zr=e] <lel A Wi

o

T w7 grrmel 9@ UEha 9k No 3d XPS 27

Hat vERZEA R rGO/MoSx-100Tell gk S 2pe] Ak ol A= MoS,-1007 Coll Zdeh#Ql e wats Hof
MoS, Zwjel A7]% EAl W= vehditl, E3 C 1s 2HEHA -0 Ao 2 93(285.5eV)E rGO/MoS,-

>{D

o}
e gE8ge ~162.3 2 163.5eVell Al w2} S,
1=

iy
Off

¢

100C HgAlelA C-0HeH Mo-0-100T F9] &&ES =ofwlar, 284.7 B 287 . deVell A ¥=+= C-09 C=0= 7#h7}
ASHAG. XPS 5435 Fol] ofREAA B udshmt (G0 Atolol] Abh BEA7F P Fad AN
A7) SFulell A sk o] olghe vEhia )l

o R AR g2 2R ofdd (Nih)MoS, A7AE Ta ¥, saddnkes 5345 Al

Ao HA HES 27 A FohFLDA] FABNS Eo) BYL PGS, 5 % 21 A = 48

A25H MoS-100CE G2 Auk-& (HER) o] off &l 10mA/em~ AFD =0 A 197mve] THASH 57.2mV/dec o] B

mlo
oll

N'

(Tafel) 719712 A% & +8&& BT AT, ol& NoS-100C7h SAA A% AU (607 48 Frhe
/\}‘/\E]i /gug{s?} le 9\}]\1:}' Zl:\-%_'\%‘ '?'Oﬂ [ﬂrEtﬂ S OJX]—,A E‘] ‘;_:]]_ OﬂL‘]X](7]—:ﬁ7_ 82279,}- ngﬂq SQ,)% 7]—X]U:] Z’:i
HEYRES-(HER) 9] MoS, #AFell A uj
ARE EuagsEny S5

ARl F-9loltt. mEE NoS,-100TE = 255 Fhzahd (NHy)MoS,ol A1
IHS-(HER) S 2748 wolFar gl

4
i

T
s

i9

aHPA(rG0), EAY=FH(CNT), 7HE

illuA
)
o
<
ol
2
ki
ox
o
i
fo
)
B
o
2
il
}Oll
)
ol
2
&
)
™
T,
olo
o
Ho
i)
fol

%—X—]O _J_uH Hﬁ]—]ﬁg T,:]:]

sto A Al R)

MoSx-100C 9] Zvf &4 2 EgEd tizh HZF AAS o2 HEE AP Aot} oF3 = Pt/C v+
A4 e (Tafel) 71271(30.2nV/dec )9k A9 0o 7Mhe AA ALe AEen Ak, © FLF AL
rGO/MoS,-100C, CNT/MoS-100C, CB/MoS-100T<] A% &< MoS-100TC vt Aol o -F3tct. 53,
rGO/MoSx-100C ABZ 2 125mve] A At} 48 8mV/dec © Z& B (Tafel) 719712 Bdae] Famguls

(HER) vl &Ado] 71 &=kd Wb CNT/MoS-100TC & 50.0mV/dec ] B} (Tafel) 7]S7]9 143mve] 74

]

= wol®:y 9} i‘ri}iﬂlﬂﬂhﬂr 1 2359 BbEl(Tafel) 7]€7)= 30~120mV/dec & LFEFSrOm | o] i
WEAEES- o A 58] 8]o] 2 A7) (Heyrovsky) &t E1 (Volmer) AEUS AALETE. 4E AHeS Z& 2199
(rG0) ¥} MoS,~100C A}ou Mo-0-C A3 3Ao] A™Er, ol FauAHLL o] Zuf TR A|1oA AR} AES

2
223 vEdT. w3, G0 7]Fol] MoSoF 2 BEXxE o] #H73etA &4 WA (Electrochemically

active surface area : ECSA)o] 7RAE S YER AL Qitt.

A7|skekA A TAA(ECSA)S o] #lolo] AAAEA(CAD A FHE = Jed, AA A5 Tl ths)
Cdl(double-layer capacitance) @S SAsF o, FiadAgwe s &gl 7Haxe] F-9vk
Sl B4% Hdskn gom, Gl /WS A8l Aol g4 UnmASE sAld Arlsehy 24 EZRA
(ECSA) S =Aatqnh. & 27 #Fxstd o] S 0.1~0.2V(vs. RHE)S] A9 Bl A thakat ~7 £LoA =
F oExe HIE Yeide 754 AMaAE=-AY A4S B8 SHEAG. Cdl> 0.15V(vs RHE) o] =70 &
Tol A TR Aj/29] 7197101tk rGO/MoS,-100°CE 4.89mF/cm B AbEFte] AW BEA (= 26 X)) =
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[0148]

[0149]

[0150]

[0151]

[0152]

[0153]

[0154]

[0155]

[0156]

[0157]

ZBINE3 10-2023-0080762
o g AESYTh. WA B 3ol oF S AHY SATNS Y5 HelFu Yo,

w3 ONT/MoS,~100°C (3. 13mF/cm. )9} CB/MoS,~100°C (2. 46mF /cm )-4 Cdl #2 77+ MOSX—100°C(1.IOmF/cmiz)iD}

oF 38 2 28f7} ko, EIS(Electrochemical impedance spectroscopy)t GHFH o=z =4 AAoA 7|3}

o}
g uks 58S FHsed AREEUT. & 26dE MoS,-100TC9 2 FAEES Yo7 2E 2SS HAFEY. F
A3 ZgludA salgEe] AAGAT(R,)ES MoS,~100C T=(44.9Q) K} W¥ekth, B3] rG0/MoS,~100C =
W= 12,4002 7} 2L R.E AFTHAT ONT/MoS,-100C 9+ CB/MoS,~100C ] Ret 2 247} 17.8Q3 21.0Q

o]Att. whebAl, rGO/MoS,~100CE 7Hg wE Azt A9 £5g Adsiln, 1 A Mg e ik
(HER) A5S HoH, ol Mo-0-C A% Aol 7Idstt & = vy, = 26ed ®AIE vhe} Zo] HWE
g8l Berd F3E AU FZuje] FAMANSHER) AFLE/l 10md/en & FASHEE Bad BAgte] oA
o] Atk rGO/MoS,~100C 2] FAwrAErS S A2 MoS; YA, INT-ZE]Ho] X LHE MoS,, ©]F Abo]Zo|=

(double-gyroid) MoS,/FI0, 1T-MoS, LF:=A1E, Co-MoS3, H1AE MoSx, [MoMoSp]', 123 No| =3 MoS, Z
RS i

T3, A7)8ke Fvje k4EE a;esleor dh=dl, & 22fo] YR mEek o], 200057] ©]F rGO/MoSc
100Co] LSV Adbs %7] F7]19 Azt nluste] ofgigk o] & Qltt. o= rG0/MoS,-100T e WAool Frh=

AL ou|gt). =3 12417 a2 =9do] 4 274 (Chronoamperometry curve)< rGO/MoS,~100TC Zwjjol tj3lk
o= TA 138VE A ek=T Bed S AFAES} 20004 8.9 /en 2 AP ez Q). o] 4
e w279 XPS ~HMEP] ofa] dolw uhsh zro] S, F(Species)o] 51%olA 439 HAF] wEoT}, ®

@, A agst Fu ERG Fa AFS WE Bae A20e] Ha gleh,

getEelndly g A4 WSe 749 WSEY ST (HER) S &do] wom, 0 WA = 328 #
Z8hH AA WS,-400C AE2 d4 Wad g3tz s (HER) 5ol 7Fd =3tkvh. =3, = 33 Ui

% 36S #FHEEE rGO/WS,~400C E3A= 136mVe] Aok} 49 .8nV/dec © Z& B} (Tafel) 71$7])2 g

A5 JEWS BelFa gl
S, 2 o] ola|2 B 98 AFEE % 59 glo], (a)E o] FXF MoS,[MosSi])  EEI Famukukg
Zu]2 A7 rG0/MoS, BEAE FAE] 8 ATFAR = E HEDE By o] E[(NH;)MoS,]1¢] &
3 oy xo i3t AHS HolFE= s B wola, (b)+= SC-XRD dHlolgeolH, (0¥ 3=dxw HEZE
2a) B o] E[(N,f;)MoS, 19 d&& 18] = o]}

T 69 o], (a)9 (b)&E Ar 7IA slollA] dRF HEZE Y 2HO|E[(NH,).WS,]12 PXRD ¥ TGA-DTA &4
olgola, (c)¢ (d)& RT-700ColA 3|=g}x]F EHIEZIE] LB 2= H | E[(Nall;) WS,]2] PXRD 2 TGA-DTA o] o]
=
Z 72N, H, Mo 2 S 842 ¥38 3 =d Xy HEIDE S Z B Yol E[(NH;)MoS, 12 2A FxZo|t),
T 82 3=dEAE HEHHEZHHOE[(NH;)MS, ol wigt A4 dejgy 2 FF /X (Structure
refinements) H|o|EHE HoFE= EFo|t}.

= 97 HE(x 10)9 sy BEE S BB o] E[(NH,)MoS, 1o e S7b S we] wEs
(A" % 102 Yeha =xolt},
o 7)o, Uleq):= A udtd Uij dlA9 1/32 AHojHt}.

= 102 N3 Sol ik sl=etAw HEZE L EZ B E O] E[(NH;):MoS,] B S=eAlE HEDE LY XAHIE
[(NH5)o WS, 18] el a4 &4 235 yekd delgolt),
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[0158]

[0159]

[0160]

[0161]
[0162]

[0163]

[0164]

[0165]

[0166]

[0167]

[0168]

[0169]

[0170]

[0171]

[0172]

[0173]

SIHSd 10-2023-0080762

= 110l kel (a)= (Ar 23stellA) dE HEZHE =] 2ol E[(NH):MoS, 18] RT-700C 5ol gk PXRD
delgelaL, (b) T6GA A¥E Vel vlo]Eojtt.

= 1290 1ef, (a)= 100~400Ce] ofd®y &= WelelM d5A (NHs)MoSiE AHE-8ke] AI#2k NoS,©]  XRD 1
gf3Zo]a, (b):= Raman spectra w2 ©lolEjo]ar, ()¢ (d)E MoS,2l High-resolution X-ray photoelectron
spectroscopy(XPS) spectra #4] do]go|t}.

7194, ()&= Mo 3d, 28]aL (d)= S 2pel afF3ict.

182 2% WS] 100~400TCol A ol whE (NHy)sMoS, o] XRD Hlo]E o] T},

5 14E 2% W4 200-600ColA ojd& o] w2 (NoHs)WS,e] XRD dlo]Efo]t}.

T 159 o], (a)&= (NoH:)oMoS,ol tisk XPS Z=E Yeld dlojgela, (b)+= (NHy)MoS,oll wigh EDS A} uf
2 AR T8 x4 g3 uAy EBgle Mo:S vES YE dlo]got),

= 169 94o], 100T oA 1A17F B I3l & Mo 3d9t S 2p9 XPS ZEZ2A, (a)¢ (o)& % ¥z
o] (NHy)MoS, & YeERd dlolgela, (b)) (D& ddste (NH)MoS, & YElH do]glolt},

% 179] 9lo}, 100~400C <% Z7dEo] W& N 1s9 XPS 2 Z 24, (a)E (NoHs;) MoS.e] HlolElola, (b)&
(NH,)MoS,2] dlo]gfo]t},

T 1890 g1, WS,-300TCE; WS,-400C ) XPS 1efZ = A, ()9 ()= W 4f, (b)) (e)= S 2p, ()9 (HE N
Isoll dld=+= dlo]g o]},

T 1990 9o, sl=gkAFe] RT-700C =% WA e 5 A € #4-¥3 NS dHeolH=A, ()&
(NoH5)oMoS42] wlolE o], (b)e (NH5) WS, el dle]golt).

% 200 o], (a)& rG0Y XRD 1#Zolil, (b)¥ Raman spectra Hlo]Elo]il, (¢)¥ FAPEAE R 7 (Scanning
electron microscopy; SEM) ©leo]elolm . (d) WA ()&= rG0/MoSx-100C EgHAel XPS =24 (d)E= Mo
3d, (e)= C 1s, 283 (f)& C 1so afd¥ = dolgo|t}.

T 219 9o}, (a)x= 0.5M H2S0, |AqA] 5mV/se] 270 £E= MoS,~100C, MoS,~150°C, MoS;~2007C, MoS,~
3007, MoS;~400C % & Pt/C Fufoll 3t E==arXolar, (b)E (a)dlA FAHE MoS,~100T, MoS,-150C,
MoS,—200°C, MoS,~300C, MoS;~400C = A+g& Pt/C Zvjo] thgt el (Tafel) 7]&7]10]H. ()& -0.2Vyp= AA

B Agel val Az e AREe 248 geln, (OF ¥ AY ARUS Agsel de td 4%e F
g o5 AMARZ0IM, ()E MoS-100TH thet T3 BAERZA A et 2000 M) Fo #FFAlo|

=

H, ()& 12213 F -0.215V] AL ellA] MoS,-100Cel| st I =2 x=¢o 2 E 2] (Chronoamperometry) 58 o]
Eo|t}.

T 22¢9] 9o}, (a) MoS,~100C, (b) MoS,~150C, (c) MoS,~200TC, (d) MoS;~300TC, (e) MoS,~400C<] Z}zrel tj
3l 0.5M HoSO,0ll A 2 =8k AskdR7 delelelw, (f) Fuloll digh 44 o5 AANAE=(Cy)oltt.

% 239 o], (a)E 0.5M H,S0, &MolA tmV/se] ~70 &2 MoS,-80°C, MoS,~90T, MoS,-100C % A&
Pt/C Zufoll tist E=34elar, (b)E (a)ollA FAE MoS,~80T, MoS,~90C, MoS,~100T 2 -8 Pt/C Zwi

&
L 24 vgd 228 20004 FstEgBd(os,) el FaRAnks A

R BERIES

o

T 259 o], (a)E 0.5M H.S0, &MolA 5 mV/se 27 &£&&  (NH)MoS,~100T, (NH,)MoS,-150C,
(NHp) MoS4=200C 2 738 Pt/C ZFulell uist E5=4ola, (b)& (a)dlA A" (NH)MoS,~100C, (NHy)MoS,~
150C, (NH)MoS,~200C = A& Pt/C Zufjo] thdl gl 7]L-7]o|t}.
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[0174]

[0175]

[0176]

[0177]

[0178]

[0179]

[0180]

[0181]

[0182]

[0183]

[0184]

[0185]
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%= 2690 9def, (a)& 0.5M H,S0, &Aool A BmV/se] 270 &= MoS,~100TC, CB/MoS,=100T, CNT/MoS,-100TC,
A8 Pt/C FulE e E5=rdela, (b (a)ollA 3HEE MoS,-100T, CB/MoS-100TC, CNT/MoS,-100TC,
rGO/MoS,-100C % 78 Pt/C Fufell g e 7] &7]0laL, (c)e F7] AYAE AHEste] 42 thge AA <
F=5 olFT AHAE e, (D EdlEo] -0.2Vy=R AAE AR e R dig Yo7|=E 7]&7]
(Nyquist plots)e]il, (e)¥ rGO/MoS,~100TCe] WF A&l digk Axlolm, (f)+ x7]¢ 200057] F9 Al
o digt EFFMI 12417 < -0.138Ve]  AlelA ¥ rGO/MoS,-100T o] AR NGH R EF
(Chronoamperometry) 5% tlo]E]o|t},

% 275 0.5M HS00 A 48 38 ArAFE(Cyclic voltammograms)E YERA HolE|24, (a)E MoS,~100C,
(b)E CB/MoS,~100T, (c)E CNT/MoSx-100T, (d)E rGO/MoS,~100Cel| th3hk dlo]Efo|t}.

H

282 A GOl vE FAadANES A7]Suiel MoSo] Evil 24dS uEkd Hlal dHolE ot}

H

297 A7) Hl2=E $ rGO/MoS,-100TCol| tfgh S 2p 92 XPS ~FHEH do]gfo|t},

f

% 300] 2], (a) 0.5M H,80, &oMellA 5mV/se] 270 &%& WS,-200°C, WS,-300°C, WS,-5007TC, WS,—600TC 2
A8 Pt/C Follel gk E=dela, (b)e (a)olA FAE WS,-2001T, WS,-300°C, WS,-400T, WS,-500°C, WS-
600C 2 A& Pt/C Fuloll tat e} 7]&7]ola, (c)i= EEHEo] -0.2Vye= AAE A2 T2 WS, 32 tjdh
tol7]~E 7]&7] (Nyquist plots)o]™, (d)E WS,-400T WA EIAEZA %79} 2000F7] Fo thak =
LERd Blal glo]E o]t}

T 312 0.5M HS0,004 22 &3 A AFE(Cyclic voltammograms)ZA1, (a)E WS,=200C, (b)E WS,~300T,
(c)E WS,=400C, (d)& WS-500T (e)& WS,-600TCe]aL, (f) FH¥ (estimated) 1% T HIMAE=(Gy) ol

JH

/K

mlo

0N

T o32v vge 2= 2004 Fsteadle] AN AsS vERd vl dlo]El ol

% 3390 glol, (a)& 0.5M HpS0, 8-Hol A 5mV/se] 270 &= WS,-400C, 10%CB/WS,~400°C, 15%CB/WS,~400C,
20%CB/WS,~400°C, 25%CB/WS,~400C 2 & Pt/C Fujoll tig E5=4ojx, (b)= (a)olA FAH WS,-400C,
10%CB/WSy-400°C, 15%CB/WS,-4007C, 20%CB/WS,~4007C, 25%CB/WS,~400C 2 A& Pt/C Zwjo] gk g} 7] 87
olil, (o) FHlHo] —0.2Vy= AAYE ME g2 WS, TE gzt Yol7|~E 7]&7](Nyquist plots)e]lH,
()= WS-400C9] W74 HI2E=ZA 27]9F 200057 Fo st 25345 Yeld vl dglo]Efo|t).

£

T o340 glo], (a)E 0.5M HS0, &MollA 5mV/se] A7 HE2 WS,-400°C, CB/WS,~400T, CNT/WS,~400C,
rGO/WS,~400C % A& Pt/C Fvlol gk EF=r4elar, (b (a)olx FHBE WS,-400T, CB/WS,~400C,
CNT/WSy=400°C, rGO/WS,=400C R & Pt/C Fufjell ek Bb 7]27]elaL, (o) E'AEC] -0.2Vy= AAE
M2 T WS, TR g3 Yo]7|AE 7187 (Nyquist plots)ola, (d)E vk WS, #AS F&d oF=
A E 2ol | (e)E rGO/NS,~400Ce WA El2ERA %719 2000577] Fol Wik B34S ek
dolefo]m, (f)& 43200% B<F -0.149Ve] ALl A rGO/WS,~400C 2] A 2= 2w E 2] (Chronoamperometry)
S dlelgeltt.

= 359 2o, 0.5M H,SO 0l 2 =3k AHFE=(Cyclic voltammograms)ZA, (a)e WS,-400T, (b)
CB/WS;=400°C, (c) CNT/WS;=400C, (d) rGO/WS;~400Cel tigh wlo]Eje]tt.

= 362 WS,-400C Zv] ¥ E3HA Zvje] FA2uAu-S S e Hlal glo]E o),

ol gelA AW AN R owe] wigtdd NS A9d o] Bela oleld Axde] T3] dHEE
Ao ohul, ¥ wgel s1%H AT 3P elA o] sl&Rokel Faldtel oste] e FHR W
E gole] A8 Fo] oFold & gk @ glolw, ol B wdel &4 Bl ol Sach @ Aolu.

_23_



=3
=]
(NH4),MoS,
q k _NoHsCl,
in DI
g2
MoS,-100°C
=83
(NH4),WS,
«:ﬁ( _NHCl,
—inDI
Eriq
>
WS,-400°C
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(N2H5),MoS,

_100-400°C bty g eyt g
"} Xﬁ) BT mﬁg 2 P

MoS,

rGO/MoS,-100°C

CNT CNT/MoS,-100°C

100°C, 10 h CB/Mo0S,-100°C
CB
(NzHs),WS,
. 200-600°C Nt
% )T T AhAr
ws,
rGO/WS,-400°C
CNT/WS,-400°C
200°C, 10h  CBIWS,-400°C
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SIHES
=85
(a)
v H0 H,
(N;Hs),MoS, - \
(NH,);MoS, Sulfur-rich
MoS,
ON@H @M US DO @c Reduced graphene oxide (rGO) + MoS,
(b) (c)
Calculation 100 J — —— TGA curve
E S
. xperiment 90 | DTA curve 116 B
c - 1226°C £
E § 80 . 1 1.2 E
s 70 | -
> 2 Los £
@ = 60 . a
3 04 E
£ 50 o
40 /—J 1.0.0
10 20 30 40 50 60 70 100 200 300 400 500 600 700
20 (deg./°) Temperature (°C)
EH6
(a)
—_ _ :::"’x‘ et 10.9
.g e (NH ), WS, g
‘é 0.8 2
< 2
> 0.7 3
'g -3
8 l 0.6 g
= 05 =
I L 60 250.2 °C ‘
10 20 30 40 50 60 100 200 300 400 500 600 700
20 (deg./°) Temperature (°C
(c) (d) i )
——— Theoretical PXRD (N;H,),WS, 100 —— TGA curve 11.6
= — (N;H,WS, crystal —rTeew 3
[

E £ 9 347.8°C 3
s - =
o=
2 280 iy
z = o
2 3
£ 70 Q

10

30 40 50
26 (deg./°)

20 60 70 80

100 200 300 400 500 600
Temperature (°C)
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SIS

EH7
;_:4. 4 - «Z?* JJ

-

e
ceo0o

w Z

EH8

Formula (N2Hs)>,MoS,

Empirical formula H10 Mo N4 sS4

Formula  weight 290.30

- Temperature, K 296(2)

Wavelength, A 0s30

Crystal  system Orthorhombic

Wavelength, A 0630
.Space group P v"212121

a. A 6.593(2)

b ...... i ........................................ 7477(2) e D O O B ...................
CW T PSR . o s e e
Volwme, A’z o oISs(4) 4
degemg/m’ [ 2.106

- Absorption  coefficient, mm™ 1.613

_Reflections  collected L0054 e
- Independent  reflections 14415  [R(int) = 0.0999]

Refinement 111eth§d

. Full-matrix  least-squares on F2 -

‘Data / restraints / parametérs

- Goodness-of-fit  on F2

e 4M1s /497

/41797

Final R indices [I>25igma(i)] 'R1 = 0.0413, wR2 = 0.1138
'R indices  (all data) o ‘R1 = 0.0415. wR2 = 0.1140
Absolute  structure parameter -0.049(13)

Extinction  coefficient ' 0.024(3)

meéirgest diff. peak and hole 12240 and -2.426 e.A”
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EHY

x y z UGeq)
Mo(1) 4278(1) 4879(1) 6293(1) 12(1)
8(1)4538(2) 4467(1)7449(1) 20(1) ..............................
8(2)7273(1) _________________________ 5 199(2) ____________________________ 5814(1)24(1) _______________________________
8(3)2452(1)7275(1) ............................ 6072(1)20(1) ...............................
8(4)2715(2) ________________________ 2561(1) ____________________________ 5819(1)23(1) _______________________________
N(l) .... 1357(6)5323(5)4463(2)26(1) ...............................
N(2)3309(6) ________________________ 4797(7) ____________________________ 4194(2)31(1) _______________________________
N(3)5722(6)3835(5) ____________________________ 2524(2)28(1) _______________________________
N(4)4137(6) _____________________ 2731(5)2806(2) _________________________ 23(1) _______________________________
EHI0

(NaHs)MoSs (NLH5), WS,

EH]I
(a) (b)
—(NH,/);M0S, Ref. : s |
= ——(NH)MoS, g‘
5 g il .
- Q
g 1:;, 0.9 :-&
2 K] 08 3
| :
2 0.7 @
£ LAyl -
. 0.6
L A 1 1 40 A A 1 1 A 1
10 20 30 40 50 60 100 200 300 400 500 600 700
26 (deg./°) Temperature (°C)
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EHI2
(a) () —
l(ooz) i ‘vu:‘ ; v(S-S),
— — 9
x (100) (403) 110 = 'y g 1 1 VISShoun
3 (1) pos,400c|] S |3 LHRE MoS,400 °C
s/ a0 b
A= [ vty o
MoS,-200 °C C N
X e, 1 N o
% heh, : %‘ et o Mo8,-200 °C
2 — ———____MoS,150°C| 2 O v
8 ] M MoS, 150 °C
e MoS,-100 °C ‘_é' : ! 3 el
l I MoS, Ref. M MoS,-100 *C
l l ll Lo ll ‘ A ' ' -
10 20 30 40 50 60 70 80 200 300 400 500 600 700 800 900
(C) 20 (deg./°) ( d) Raman shift (cm™)
Mo"\“ 3d Mo 3d — Apical $* + Bridging S;** S2p
de /P T iSte e f\ ¥

Intensity (arb.unit)

ZIHSd 10-2023-0080762

or 7

Intensity (arb.unit)

236 234 232 230 228 226 224 168 166
Binding Energy (eV)

164 162 160
Binding Energy (eV)

EH]3

=
: L]
3 4 g ra— 409‘2.
:‘.‘:. . 300 °C
> 200°C
B N W N 150 °C
e | . 100 °C
= 2H-MoS
E l | | r i

l ) 1| | (NH)MoS,

10 20 30 40 50 60

20 (deg./ °)
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WS,-600 °C

WS,-500 °C
 WS,-400 °C

Intensity (arb.unit)

WS,-300 °C

WS,-200 °C

I JCPDS 08-0237

ZIHSd 10-2023-0080762

1 1 1 1 1
20 (deg./°)
EHI5
(a)
(N2Hs):MoS4 | 100C {150C £ 200C : 300C : 400C
. S:Mo 283 328332551280 I A
Composition Amorphous Amorphous Amorphous Crystalline, Amorphous Crystalline
(b)
Atomic %
(NHy),MoS; S:Mo ratio
Mo S
100C 8.575 33.945 3.96
150C 10.965 33.155 3.02
200C 11.07 28.95 2.62
300C 29.61 59.49 2.01
400C 16.51 31.045 1.88
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Intensity (arb.unit)

Mo 3d

—_—
2
S

Intensity (arb.unit)

Intensity (arb.unit)

(b)

Intensity (arb.unit)

Mo 3d

Mo** 3ds,
Mo** 3d,,

Mo®* 3d,,

Mo®* 3dy,

236 234 232 230 228 226 224 238 236 234 232 230 228 226 224
Binding Energy (eV) (d) Binding Energy (eV)
—— Bridging S,* and apical $* ligands S2p —— Bridging S,* and apical S* ligands S2p
— Terminal S,/ $* ligands & | — Terminal S,/ $* ligands
c
2 =
Pz o 2py;
291!2 . ;
-~ 2
Q P12
2 2.
8 [SO.)
£
166 164 162 160 158 172 168 164 160

Binding Energy (eV)

N1s
it ' 400 °C

: i

] ]

] 1

] 1

; '
M : 300 °C

393 396 399 402 405 408
Binding Energy (eV)

(b)

Intensity (arb.unit)

Binding Energy (eV)

393 396 399 402 405 408
Binding Energy (eV)
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EHI8
(a) (b) (c)
Wedt,, L Wedty, war| T s2p| N1is
=3 : s £
E 3 .
£ g g ”
g § !
£ £
30 32 34 3B/ 38 40 42 44 158 160 162 164 166 168 39 398 400 402 404
d Binding Energy (eV) ( 9) Binding Energy (eV) Binding Energy (eV)
( ) waf $2 (f)
= Pl = N1is
- = =
= c c
§. ; < N-N
g g g
g £ g

Binding Energy (eV)

lon current (A)

miz=32(N;H,and S)  52x 1E-9
miz = 30 (N,H,) 8.5 x 1E-11
miz = 28 (N;) 5.7 x 1E-9
| miz =17 (NH,) 1.3 x 1E-8
miz = 16 (NH,) 8.8 x 1E-9
. miz=15(NH) 6.5 x 1E-10
__ miz=2(Hy) 3.7 x 1E-11

100 200 300 400 500 600 700

Temperature (°C)

(b)

lon current (A)

158 160 162 164 166 168 170 172 39 398 400 402 404 406

Binding Energy (eV)

miz =32 (N,H, and S) 4.9 x 1E-9

mi/z = 30 (N;H;) 8.5 x 1E-11

m/z = 28 (N,) 48 x 1E-9

g
\ miz=17 (NH) 43 x1E9
\___miz=16(NH,)  39x1E9
o miz=15(NH) 5.3 x 1E-10
N miz = 2 (Hy) 3.5 x 1E-11

100 200 300 400 500 600 700
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E=82
(a) (b) (c)
¢ g
- D
fh = § ;
2
10 20 30 40 50 60 70 8 250 500 750 1000 1250 1500 1750 2000
(d) 20 (deg./?) (e) Raman Shift (cm™) )
— Bridging S, S2p C1s
= — and apical §* 2py, e
g E w— Torminal $* §
e- = Unsaturated $? 3
s 5 £
z 1 £
g 5 §
£ H H
236 234 232 230 228 226 224 172 170 168 166 164 162 160
Binding Energy (eV) Binding Energy (eV)
=821
@ (b) ©,.,
‘E —— Iy s ot 100 ¢
o ::z: g 03 20.1 mVidee 9@ 84.7 mVidec Eo_zo : E%E 1.10 mFicm
g nad [tre s PR AN S @ Mos,400 'C 4 ¥ jcm
e L S
§ 100 4 "‘%" !0.12 0“:\‘:‘(:";
< €5.6 mVidec g .58 mf jcm
g 150 o1 P 3 0.08
3 o 004
296 05 04 03 02 01 00 01 °%s 00 05 10 15 20 25 50 75 100 125 150 175 200
(d) Potential (V vs. RHE) (@) Log (lcurrent density (ma/em?))) (f) Scan rate (mV/s)
0
£ £ o
9 .10 E
] Enf”
s. 20 S——— %‘
e - = After 2000 cycles < 40
$® 2
€
g4 £
3 3
0 0 1 10 %4 03 0z 01 o0 X 3 6 9 12
Z' (Ohm) Potential (V vs. RHE) Time (h)
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EH22
(a) (b)
‘E 02 E 04
o
E 00 E 02
g g 00
8 02 ‘8 02
z € 04
§ 04 g
© 2 o e 150 mvis
06 7520 0.15 010 9% o 0.15 0.10 20 0.15 0.10
(d) Potential (V vs. RHE) (e) Potential (V vs. RHE) (f Potential (V vs. RHE)
i 04 i
é 02 % 02 1.10 mPicm?
< E 0 94 S icm’
g. 00 g 00 0.80 mF icm’|
c 0.9 mFicm
02
g g 02 0 58 mFicm’|
§ 04 ' g 04
O 08 ©
020 0.15 010 96 o 0.15 0.10 25 50 75 100 125 150 175 200
Potential (V vs. RHE) Potential (V vs. RHE) Scan rate (mV/s)
EH23
(@) (b)
—~ 0 —~ 0.
T — Mo8,80 °C u:,g 03 82.4 mVidec
3] = M0S,-90 °C o
E <10 [ —— MoS,-100°C - §9%%a
- PUC > ‘ AA
o] 02
2.2t é A 57.2 mV/dec
172 © W
g ..-é 101.3 mV/d .
S 30f 8 01.3 mVidec
- 3
< g, 0.1 w2mVidec oy
£ 40f 4 v rT
3> > v
o (o) v
005 04 03 02 01 00 %95 00 05 10 15 20
Potential (V vs. RHE) Log (lcurrent density (mA/cm?)|)
EH24
- Sample Overpotential  (mV) | Tafel slope Cdl ECSA i Charge transfer
: i resistance
at 10 mA cm” @V dec?) (F cm™) (cm’)
v (Reo)
"MoS,-100C 197 57.2 1.10 31.4 44.9
- MoS,-150C 199 65.6 0.94 26.9 58.9
- M0S,-200C 213 703 0.91 26 89.1
MoS1-300C 228 84.7 1.04 29.7 104.2
- M0S,-400C 242 89.1 0.72 20.6 121.9
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(b)

m)

—— (NH,),M0S,-100 °C, o4t
S ~—— (NH,),M0S,-150 - =
——(NH,),M0S,-200 (4
E 50 [——PvC @
£ > 03t 70.2 mV/dec
S -1001 € 0.2 ““l...SSJmVId.c
° s AL '
€ 08'. 68.9 mV/du®
@ !
-150
5 g 0.1 w.z'm\‘/a:c',m
o o v v
200 X X . . 5 : g s i R
0.6 0.4 0.2 0.0 00 05 00 05 10 15 20 25
Potential (V vs. RHE) Log (|current density (mA/cm?)|)
EE2%6
@ | ©,,
? " MeS,100 C 9 MoS,190°C
S CBMOS, 100 °C 3 CBMGS, 100 C 480 mFiemw
w—CNT/MOS,-100 'C 08 9 CNTAMOS,-
E 501 —— rGOMoS,-100 ‘C ‘E o '
~— — PC o
£ £
3 S04
c
é e éoz
200 v 00
06 05 04 03 02 01 00 01 00 05 10 15 20 25 25 50 75 100 125 150 175 200
(d) o Potential (V vs. RHE) (G)m Log (lcurrent density (mA/cm?)|) (f) Scan rate (mV/s)
9 Mes. 100 C R, . Sebyputons - g ¢ — il
o $EER 4 (g e (L]
'g & crt 'E 200 1T-M032 nanosheets _;‘ g
S 2 A Nt T ¥ — |
L / \a\ E - m-n-:-:-.‘ ot g 100
10 2 \ ® 100{ °*° FCOMSS, 100 C (vs work) E,|5o
9 |2 o £
0 i “ o.zoo T

02 0.1 00
Potential (V vs. RHE)

0.1
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(

(*J
~—

% 02 [ Mos,100°C T | CBMos100°C
g o 047
E oof E
@ [
c
© -02f s !
° —— 25 mVis S 04 —— 25 mVis
- —— 50 mV/s .é ——S0mVis
[ 5 ———T75mVis O ——75mVis
E -04 —— 100 mV/s E-08F —— 100 mV/s
3 125 mV/is 3 125 mVis
150 mV/s o — 150 mV/s
06 7520 0.15 0.10 12 7510 0.15 0.20
(C) Potential (V vs. RHE) ( d) Potential (V vs. RHE)
—~ 08
"é CNT/MoS,-100 °C KE 10t rGO/MoS,-100 °C
o ! o
E 0.4 E 05t
0.0f 00T
] 2
s c !
[ o 05
T .04 ——25mV/s o ——25mV/s
c —— 50 mV/s € .10}t —— 50 mV/s
] —— 75 mVis 3" —— 75 mVis
t ost ~——100 mV/s = —— 100 mV/s
3 —— 125 mVis S5 125 mV/s
150 mV/s o 150 mV/s
127510 0.15 0.20 20 7510 0.15
Potential (V vs. RHE) Potential (V vs. RHE)
=28
. Catalyst Onset CHrrentin at the | Tafel slope Reference
i n : density (j, mA | comesponding j i (mV dec'l) i
. @y)  cm) my)
| Stepped edge surface-terminated | - 10 - 104 59 !
_ MoS:sheetstacks 5 E
_ IT-MoSynanosheets - 10 187 43 N
- Amorphous MoS; 10 160 40 2
 Co-Mos; - 10 171 B A § N
CoSyMoSyRGO 85 10 N —— 01 W ’
- MoSyFTO 10 220 50 ¢
 MoS)-WSsheterostructure 10 129 72 Y
" MoSsparticles 10 265 54 8
Mossi]* 100 10 161 i
i 140 e 255 A
: {1 — P 172 L.
Mos . 10 110 {1
- N-doped MoS; = 10 i 143 13
- MoSy/N-RGO-180 = 0 s 413 3
' MoS,-100C 140 10 197 57 This work
- 1GO/MoS;-100C 100 10 125 48.8 | This work
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Intensity (arb.unit)

Bridging S,% and apical S

—— Terminal S,2 and unsaturated S

43%

2p3;

2p;p;
57%

2pl1/2

166

164 162 160
Binding Energy (eV)

ZEH30
(a) (b)
- o 04
E —— WS,-200 °C T -
S job — ws;300°C T; . 81.8 "“’"’:c. «*" 757 mVidec
—— WS,400 °C 3
E— —&-soo'c . l'.. . o** 67.1 mV/dec
& 20f — g™ = Y ik
B S— = °
@ e £ 02 ,,..'v:f“
c = 66.7 mVidec o v A
3 3of 8 o A% 70.0 mV/dec
°
-
c a
= 0.1 30.2 mV/dec
g -40 g ——t <« 4 44
o A A A o A‘ A A A
006 04 02 00 %%s 00 05 10 15 20
(C) Potential (V vs. RHE) (d) Log (|current density (mA/cm?)|)
0
-3~ Ws,-200 °C Re &~
150 ~@—Ws,-300 °C R, £
&~ WS,400°C T}
: 2238 g
_ WS,-600 °C
CPE =
.E 100[ E =20
(<] @
S c L
N ,g -30
501 €
2 or
=
0 - o A A A A
04 03 02 01 00

Z’ (Ohm)

Potential (V vs. RHE)
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Current density (mA/cm?)
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&
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N
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Current density (mAlcm?) @

°
o

S
N

.10 0.15 020

P

A

0.10 0.15 0.20 047570 0.15 0.20 0 25 5 75 100 125 150
Potential (V vs. RHE) Potential (V vs. RHE) Scan rate (mV/s)

EH32

| Sample Overpotential (mV) Tafel slope Cdl ECSA Charge transfer
: resistance (Re)

at 10 mA cm? (mV dec’)  ( mF am?) (cm’)

TWS:-200C 355 81.8 0.32 9.14 194.4

. WS1-300C 283 75.7 0.41 11.7 134.4

| WS,-400C 190 70.0 1.05 30.0 41.9
 WS2-500C 202 67.1 0.60 17.1 539

| WS2-600C 207 66.7 0.51 14.6 65.9
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) z 1
8 .10 @ 67.5 mV/dec $‘::.
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E 0.2 «3 _a" AA
220 é’ 66.5mVidec o ¥ vy AVYY
2 -g o Vs ¥ 51.3 mVidec
-g -30 § 52.8 mV/dec Av o
01
£ 8 02mvidec |, p»
t -40 ® —"
3 >
o o
= -0.6 -0.4 -0.2 0.0 o 0.0 0.5 1.0 15 20
Potential (V vs. RHE) Log (|current density (mA/cm?)|)
(c) (d) .
-9 W$,400°C R - 0
60 [~ 10%CB/WS,-400 °C £
~@— 15%CB/WS,-400 *C S ot
~9 20%CB/WS,-400 °C E -
—E~40 . —@— 25%CB/WS,-400 °C pim E .
s 2 20
S— w
. c
N S -30f
20 § — Initial
g 40 === After 2000 cycles
3 3
oL . A . . 50 . A .
20 40 60 80 -0.3 -0.2 -0.1 0.0
Z' (Ohm) Potential (V vs. RHE)
EH3Y
(a) (b) (c)
E 0 —M,JD'C. 030 08 !Nl,‘..'C. et
S | —Cmweraec 2025 700 mvidec / T 2 Swaraso e
2 .50 |~ rGOWS, 400 'C 8 o S 06 ¥ roOWs, 40 C
E — e govm .o -l E 131 e’
2 LR &
- T AN mFicm?
g.aoo gors - SN aseve | ¥ 04 ot
t 0.10 w 30.2 mVidec E 1.08 mFiom?
g 1% WIimvidee o o *® s 02
3 Foss o ¢ 3
25 05 04 03 02 01 00 01 %% 05 05 10 15 20 25 0% 25 50 75 100 125 150 175 200
(d) Potential (V vs. RHE) (e) Log (lcurrent density (mA/cm?)|) (f) Scan rate (mV/s)
O e g0 T
O COWS, 400 'C S s ¢
- CNTIWS, 400 *C
_ W[ 9-cows,40 ¢ 2 -50 2 r‘"—’_——_—_
< -~ .20
§ z z
L2 € -100 2
X £ g
10 § 150 § &
3 3
o o
0
0 e %oz 03 02 o1 00 o1 Po 3 6 9 12
Potential (V vs. RHE) Time (h)
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(b)
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rg 0.2 WS,-400°C < CB/WS,-400 °C
E E o4f
g 00 E
2 2%
& o —— 25 mV/; ]
© —Somvis T 04 . L
c ——75mVis t —— "‘w'
® .04 ~—— 100 mV/s @ —
E e 42 VS = 100 mV/s
> Ao MYES 3 08 125 mV/s
Q 150 mV/s O U —— 150 mVis
06 7510 0.15 0.20 0.10 0.20
( C) Potential (V vs. RHE) d Potential (V vs. RHE)
o8 (d)
E | CNTWSs,400°C E 10} rGOMWS;400°C
3] o
E 0.4 E
k3 E 05
2 oo 2
g 2 0.0
% -04 25 mV/ 'g 25 mV,
5 — mVis — mV/s
€ —— 50 mV/s € 05 —— 50 mV/s
g ——75mVis g ——75mVis
5 087 100 mV/s 5-10f ~100 mV/s
Q =125 mVis (&) =125 mV/s
. . 150 myn . 150 m\!ls
127510 0.15 0.20 15010 0.20
Potential (V vs. RHE) Potential (V vs. RHE)
EH36
Sample Overpotential (mV) Tafel slope Cdl ECSA Charge transfer
resistance (Rc)
at 10 mA cm” @mV dec) (@F cm?) (cm?)
WS,-400C 190 70.0 1.05 30.0 41.9
CB/WS,-400C 152 51.3 2.39 68.3 25:3
CNT/WS,-400C 141 50.7 3.31 94.6 20.6
rGO/WS,-400C 136 49.8 4.46 127.4 14.7
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