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ToE o] Folxl o 2R Hojm it A EE = vk 54 A o ol
Lot A, % :

A A S el e 54 & 2= A4
U7 s 2esto] = ok wk 2w obg sl 349
7] SR A A A= 3T G 5 Qo A9l mhekA e
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[76]

[77]

[78]

[79]

[80]

9

FAA N L FFs A A A FA, A E W 1l E(granule), %]Ejl(pellet),
Bl & S (tablet), &7 A T2 AYE 7 Aok AFHE o) Az 6}04,
Aeidg o= vy, o & &9 S dol E) B/ 5 lﬂ}ohﬂ
F7H 0B ARG 4 = vk, o) o) vRRIT] o] 7 ARG S A A A %%k%
ZIEl w2, dE B 30 FFR7A, A mE oF 5 WA 20 TR W
A

E5H THAY o o WA EAgtol o] ke Sl A TS V|EoR
oF 1 WA 20 %%, 74 A 22 F3 W A] 15 %%, Brt 144 o= of
12 5%% 8L ZF ATH HAY Fu] T AL NiLP ol 44 5

2

o kol A}, 1= o] & 233 A 9o = HES-EQ F i g5t E ) <A e (ke

o E 23} Hhg S T8 FHT G gl Y Aol fdE R A A ek
Ni ,PE XA A| Aol ©A]st= Aol 721 5= o). thah, dwst e He =
oq] ]x%o] EXJ o7 o]aﬂ =

A A A elol] W=, wHx] & o] WA ~mol = Fuf o] ¥] 3 A|(BET
H EA )L, o & B Z o5 oF 60 mY/g, 1A 2 & & °F 90 W #] 450 m'/g, H.t}
TA A S =2 oF 100 WA 400 mi/g WA = Ao} g o A A2 o EH
°F 0.5 WA 0.9 cni/g, 7A A 2 & F0.55 WA 0.8 cn/g, Brl A 2 272 2F0.6
A1 0.76 eni/g AL 5= gl o] o]0l 52, o] Afol =(H T A A=, ol & B
2 WA 40 nm, TA A 2.2 2F 5 YA 20 nm, Bt} A H o2 oF 7 WA 15 nm
HAL 5 Utk A7 2 W= drd B4 0= Ve o= olgd 4
A

Egh FA Y FHulE w2 v a =
FE o)l =5 WA ShE vl o] wf TR H = NiyP A4 A2 v Aleol = 0413
=™ 2F 10 W A] 50 nm, A4 2 o2 9} n
A 25 nm ¥ 91 2] Aol =& 7H 4 9}

A TA el =, of 8] 2.3} w30 }%ﬂt YA ¥ Avfo] = 7]uke]
S B HADE A S é TAACRE B AHE Ao 23} 7
Ti AALE ﬂt ALl E), F-o] 22 AH(AALE & 8h= Aol E), e HE ~EH =
Shirel o Qi vl Buh Al o2 s Bl A = A

ATt o] o} o] Aol gt B} o] A& 7] o]

-~
—
|98)
=
)
|78
o

A= ~1
of| Al & F-A of| of] up = A, EEAJ}O]E Zu] ) B A= A o] #e
e F2 A el waF Aol et 544 ¢ = vk ol E EY 9001
WAl 0.06 mmol/g(7-#] 2 2.5 F 0.02 W] 0.045 mmol/g, H.t} A4 2 0.7 oF
0.022 W #] 0.025 mmol/g) MH L -+ v}, &gk, Sl ff Fo] 2~ A o] & o &
=W 9F0.003 WA 0.05 mmol/g(-A| 4 2.2 <F 0.005 W #] 0.04 mmol/g, K.t}
T-A A & 2F0.01 WA 0.03 mmol/g) BHY 5= ATt HEEF, o Al Z] -4 of o]
w2, YA E Aol B Ful| o] AA AP, B AEH 5 AN ] B Y Fol A~
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b o] 7ol & o & 5 2F0.015 WA 0.1 mmol/g(FA 2 2 & <} 0.02 WA
0.08 mmol/g, B.t} 734 4 0. & 2F0.03 A 0.05 mmol/g) H AL 4= At
A A A eflol] mpE W, WA Eavtol = Suf 7t HE AH = AR B Fol &

AAE B IHA AL Q= A9, 2@ A= ALE o] 2 AL o] B](B/L ratio) =,
o & 59 9F04 A 2.8, A X & ok WA 2.6, B} A4 2 S 2 oF 2 1| A
2539 5 )

e 23} Hh-gof] glojA] HE e = A vkg 24 o ] AL S Al 5]
NEH 23} Hh-g-o] o] Fo] X a1 FAER] o H 2 33t &% FALAES
Adsh= 7155 788k vl BL B 7F A WA Al AV 5 W o H 23} w3
g o] uf - SAL o H 23} vh-g-o] XX A ol Xy Bl o= &=
e 23} HkE A E( S 59, EMP) 2] A8 2 S=28 0] Yol x| 11
FAA =9 Ado] Frbehiz ddol fdE 4= 7] wiidoll A gk H 9 ujoll A
sk Aol el = At theh, 7] A e ol A A QL o n & o] &l E
22 9lt}, ek, Tali= ulel o] 1A EAufol = Eujo] Az A] YA

AgtA ekl AtA e =3
B/E=B/LHE 24T
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T Utk FA A SR = AR AYE S AFE S 7 AT
of o] wp = ¥H, WA AN A7-A =& 2L <1(P) A

2 FH g o] 9f i sto], VA A 8 ) YA
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11

o, WA A A g ) AT A 8
EL¥HEHet=dl, dE 'Y YA A7A S & el 9 A A
g ole A3 HrbebE WA (R 7h o Z3EE 5= ok UA ATA ¢} ¢l
ATAE 23Fehel wek Ni-P 3 dEo] dAdE 5 ok A H oz, U2
ATA ek ATAE 2T, o Z 5 F20 WA 45 °C(T-A A 2.2 ©F 25 X
35°C)0N A, ol & SW oF 5 AIRE o sh(+ Al Al 2.5 oF 1 WiA] 2 A[RE) F<F
aRksE AU kel A] e 27 st A el E 5 9l

ofuf, YA H--A R Q1 A A o] Z3) Hl= Sl W Ni-P A8 24, A
ol G2 = 5 Aot dE 59, PNio| = H7F Skl el Ni P 244
ol 9lof T} Aol FAAE 5 AUrt whebA, HE Sujell A YA E AT ho] =9
3}t A B, PINi=2)E A3k slo] a4 & 9l= 7 Ni-P 214
AAEE A stE AN U A4 Z A A5A o 23 n] & 243
245k Blo] el 4= qdeh oA g oz, A AA Lol A A o] 23 A
P/Ni&| = H]=, o & 59 oF2.50]8, A A o' o 1 A 2.3, Bt}
A A= oF 1.5 WA 28] WS Wl 2A8E = vk 54 A ol )lol A,
P/Ni2| & H|i=z, of 1 o] ol of 2 miwkel = it}

o
]
)
just
=
o,
m
s
o,
e

| &3fAZITh o m), 2 E = pHiE, ol & 59 oF 1 WA 5,

A oF L5 A3, B} A A SR oF 2 WA 2.5 W9 o Sl

ol & #lste], el A & A A A7 4 sz vl ol | @k Al 9] o=
A2k, AAY, Bk i ol o] 29be ¥ 4 . By A A e R AAks
AFEE S ek L A UARINP) AFS ks 58S AT 5
AT FE e A AR 8 FHlE b g 2low, ofu] AF S e F s,
A= EH F5SUA 60 FH%, TR 10 WA 20 FHF% WA= 243 5
Aot ol o] o AH QL o m| & ol sl d 4= Qlrf. HEE AL S AT Ao R
A7hd o 3l

oje} gol Alzd YA-Q A7 A A ok 58S o] &5t
FAA N EH A EA Y, ol E S FRBEAA LR 54 W), o2
WY, AR Goll e ste] AAA (A A LR FrAk s E A X Al A
AT WA-QD A A & A A A el 28] flstel HEA 7] A4S
WRbsE A WRESEA] Sa 270 shell A i gl o, FEgE S AIREE,
ol & =¥ oF 5 AlRE o8, A A SR of 1WA 2 AIKE A 5 9T

ol A& A el ol whEw, WSl A A A7 () ] A e
AAAE A, WA B Qe At Ao e s Al sk
APEE FEF ol g, FAANA EAHE i AV Y, S8 EEH S S
olgg = Atk A ez, g AT Foll= A2 dAE skl
A A e es AARG A AR, A 2 ol E 5 95
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12
WA 120°C, T-A) A o2 2F 100 WA 110°C Y ol A =449 4= ¢glom, Edt
AZ AN, AR o5 B oF 6 WX 20 A3, FAH o2 9F 10 WA 1

AlZE Hd-?:m T A
725 3138 Ko q]o}oq St i 2 @tsl E917] st e d AHehE
of YA-Q A A A& o9 A= (W Z-Q A e,
A © & Ni,P,0 , 3}o] & 3 2 5] o] E(pyrophosphate) 2 1 3+A] 71T}, o] ],
A7 E A eh= 7h= =, ’&i(?iﬂ Ao m FA AL Bsd 5 Ja

2]
3 i

s By Fhas] 2 slon, ] RAI 7}%3}@.&&, 234
ThAaE A

N

Absl Eo7lE At A R AAE ¥ ebehe £3 7}*0‘ ? A= H} ol uf| 4k4
Stk o & 5 oF 10 WA 50 A &%, 1A 2 0.2 oF 15 WA 40 A X %, Wt}
TA AR 20 WA 30 A% B 5= 9

AN A A elo] WEH, 4 2k, dE U4 °F 500 =] 700 °C,
T-A A o2 9F 520 WA 650 °C, Bt} -4 2] 0 2 oF 540 W) %] 570 °C H Y o o] A
AE S 9o, ol T8 5z, ol E 59 oF 1 WA 10 °C/min, -3 4 0 & oF
3 WA 7°C/min B L = Ak 3, 5FAh A2, 53] S = A
ol ARk ol & 5 2F 1 WA 6 AlZE, F-A A S 2 2k 2 WA 5 A gE, K}
TAAOZ F25 WA 4 A7 LHOM et d 4= Q). o] 9ol &, 3hA&
A Al §HE A 7] 72 EehE, ol E B9 R 0.l Lﬂx] 1 bar,
T-A A o7 2F0.15 WA 0.8 bar, H.T} ?xﬂﬂ o7 202 WA 0.5bare] Y 4~
Atk Bld A o2 Absl F9V] 7k~ E AAE FA WE K5 =EHE)
WA S Ths gk vl o] A2kl 9] 7Y BE S EE, o5 5 9F 50
W A] 300 mL/min, 7-#) 2] 2.2 <F 80 W A] 150 mL/min H Y < 4~ A

A=t st @A & T3S Foll = AstE 8l o] Ni-P(7-A 4] &= Ni,P,0,
ol 2 2 H o] E)E Ni ,PE A 3A7]7] 918 39l GAIE AT 5 3

olw, 3¢ FAVIE A 7, ol B B A, AR, B o] 9
23t e vl B FAA R = AU Ak 3 A R EE, O E
=9 9} 500 WA 900 °C, T-4 H 0.2 oF 550 W X] 800 °C, B.t} -4 F o2 °F 580
WA 750 °C 9 el A A = L, ol & £, 9 °F 0.
10 °C/min, 74 Z 2.2 oF 1 WA 5°C/min B L 5~ A}t EA F-A olof) up =1,
o & &% °F 300 W A] 400°C7HA] = <F 3 W A] 5°C/minE 5 -2A1 71 3, oF
WA 3°C/ming] 5= 52 F7H4 08 52417 4= o}, &3 3k 1
AN E 2 F 7 A AhS, 588] A H = A2 ol ARt & & 0
WA 2 AIZE, A A 02 2k 0.7 WA 1.5 AL LHOM gateld 4= 9l

ol ool &z, ghel A g] Al (3 7h29] WehE, ol E &9 oF 0.1 A 2
bar, A & 0.2 ¢F0.2 WA 1 bar, Bt} 74| 2 02 °¥04H1X] 1 bare] HHA Y 4~
Atk Bld Aoz 3 7hAE EAE A YWE KA =(EE ) s

7bhs ek vl o] A3 7pae] B8 &= o E 59 9F 50 WA 300 mL/min,

=
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T A o =2 oF 100 W %] 200 mL/min ¥ 9 4= 21}

2 o] 54 o] ol 74 = Al of A w, 2l A el A 2127}
500°CE Zatsholl wheh =4 72 (el & B9, 3H9l 7hAaR A5 AR R A
el she] 8h7] Wb A 2 Hoaz 37 O] NiLPE A8k = glaz 2o & dhvbeh
[WF-e 2]

Ni,P,0;+ 17/2H, — Ni,P + PH; + 7H ,0

[WF- 3]

Ni,P,O0,+7H, > Ni,P+P+7H,0

A A ool wE A, SRS ) @Al E 1A el el AR
ATAZE 2 AAA S FUANA FAY WAE AT E S5 A2 5

gk, FAA R, 1P el 18- A AT AL L2 A A
ohstel F91 29171 stol Aol A el S A0 ZH Ni P A
F Qluk ol ul, B9 Ael & Astel, @M V1% stk Foll 9
2L ANG 5 3, B A0 AF ATA L Az D o
A 314 014 A4 viel gk gl

P AR, o] el % B9 Al 44 F 1L

W S10] NP0, ol S E sl o] 8 Y4B, 4.0 88 el B
S, 520 o) 5te] NiPa A5 5 Qi 202 wrekelch, tha, o B 23}
WS T4 Aol St Ael L B AL S Sk o] K@ S vk
SEFREREES D L EE E

W=y vl ol 29, AN A7A 2 9
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E]A&QMPﬂ?ﬂﬂﬂ%%%@ﬂlﬂ§4i

el
_‘_rIEE

i~

of, o>
EEQ
12
O
W
_1
o
o .
X
s
(oo
r
Q‘L
W
2&
)
£Q
s
i
do
)

-

L o] A T A A S A A B A
A7 Fvlsh grishel Mg Hv) A2 P S :
 Fu A AT F NP U (EE A4S A8 S

o &
m

pure

-

)

YO, 1@ 2 g o ol
e
m

O 10 o X e o

£
_>"1 .
)

o

1

—_—

In ~
N

efoll Sl A, TA Y =
FAAA(ES], %2 Al
A 5 917 ol A%
Ao 5 oF 70%, H.r} -7
of| = A %3l ©h A& Zuj
+°ﬂ L8R o] A
E o] &3 o | 23} Hh-E A
44 WA 65%, B.c} 174 4
7 Al 5 O] = 2

9 R 929 U Eatol Zulel £4) shol A F e
Bl 23 WA 7 A9 weEQl ol % s 8] =8| 7] 7}

ﬁ

A
=
fij
N}
op
ot
=
=,
i
o
rE
olo
o
o

O
o

> |

oo € ol W koK

el
o

=1
S

l‘mng
o ro
2

il
L
s
k1
&/
o)
S
R
e
N
954
&
e
u
o

2]
ol

oy o

o
££
ot
O
2

}, i
=2

nt
2
>,

ot
ox,
¥ g,
Y
e
2
o
o

N
fu Aa
Hu
2
fu

o o U
5)
i
-~

X g

W o

= iy
o dﬁ

rlot

o

It

o

It

il

o

5
> i

N

~J

=)

=

o

I

o |
f
o
+

_—>‘~l_lll
>

a2
off 4

O g o oy oHr
=

i
)

|

L
o o,
D

=



WO 2020/235809 PCT/KR2020/004955

[110]

[111]

[112]

[113]

14
A A BB A= s A o] s o2 AgE 2
SYLLD ol B8 AR Yol wop A 25 el 949
QI ¥ g o] 5 o] Bl T& = AL oA R, o] A4 02 FE

E}%L%EH HMF9} ¢ 51 &2 A o g&-0] ‘?l*o‘ 8o

EMFDEA (5-(ethoxymethyl)furfural diethylacetal)©] A AJ ¥ a1, Y7 3 ~3lo] =
S| ol A ol gt B & FAkek B w3l ofste] EMF7F A E
ATHFEsE Ao D kg2 2 2 w3, YA H EMFE T4 43S
5-5Fo] EL(ethyl levulinate) ¥ EF(ethyl formate)= 72 3+ 4= 91t} ¢tH, HMF7}+
EMFE A5 = 4o 4 172 E2sho] = o] A4 (53], ngl 8=
)0l <l 5tel HME] e 0] A 7b]of ol Al kel kgl lofyt o =
EMFDEA7} A2 = 3= slo = e

=

X |

A A A el o] mtE, HA Y S o] A5, F A 2= ] 8 =5 A7)
g3k ol el 2 A e 2= 3= OJ]ECUJ_,H%%EHHMF#OU‘%}%S

65 W= 85%, K.t} -TLxﬂX*O;cz% 70 80% 9 Evé MSLUr 1 o A A Q1
FHA R olafl & = Qlr) Hgh A
S| =5 A 7)ol o -33hi= o Hl 2 A 7]
WA 35%, 7-A 2 0 & °F 35 A 32%
T AL, HEEA] o of] gHA E] = ﬁ# OME}.
A A A o] W=, FHA] FFE(EE A o H =3} w3
AdE] AEs 24, 53] 44 Ao & vhs A =(dE 59, HMFS}
o & 7k o B 23} k& AR = EMF 2 EMFDEA) 5 54 A &(d &
SWLEMP)] it A B S o]7] flste] whg-& ol 58 H7hehs
WALS QBT = Ak A A 0B kg El AR E B, /AT
e = 7k ol E 59 9k 0.05 WA 1, 7 A A 2 ' °F0.1 WA 0.6, BT}
AA S =2 0F0.15 WA 048] i HIESE = AT ol &f o] =i HIME
sto] HMF@} ol & ko] o 8] 23} §E-g-of] o] slo] A4 ¥ = EMF % EMFDEA
% EMFDEAS] A2 A o2 A% o= 17| wjitel EMFe] AE &
A = ok v, XA A B2 o] i H s F A 8 E e
FarZd ¢ oz e o g 2 3o A e A g5 {t
#lato] A #ow xdstHA HrtstE slo] f s o AT
T A el o] whet FHA 3= o H 238} vkl A8 YA
= A S Foto] 7] @4 ol St FELE

7] &olsttt. ol of e ste], AA A S kst 3 A A 2o
= S Az Al 8 d A 218 Qe

— 1t

HHS Al A QA E = EMF)9] Al k=, o & 5 2ol 5 oF 40%, T4 4 0.2 of
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[114]
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gl 23} ubg A= 27 Ao shte] o H =
g = At ol @ el 34 A=, TP A NA

Lol B9, FHY 5L ol gdtel #9449 5 9

Aol B oBjatde| A AR B2 817 9

- 5-3fo| = E A | €l 2- 2 ) o}o] = (HMF; 99%), F 2 FH & 52 (FA; 99%),
| €l 3F 2 F 2 o 51 8- (MFA; 99%), 2 2,5-H] 22-3] =5 A o] €l 55 T(BHMF; 99%)-
Sigma Aldrich 2§ ¢35t}

- Amberlyst-15(H+ form, 4 mmol/g resin)i= Sigma Aldrich= F&| <] 3} T}

- Nafion NR-503= Sigma AldrichA} 228 819t}

- M 3] Ni,P 9}-9-14 3= Sigma AldrichA} 2B -4 &} T}

- B (T, 99.8%), A EEE (&, 99.5+%), 1- B (TR, 99.8%) 2

1-6—“&&%(’%?%, 99.8%)-2 Sigma Aldrich & F-€] -] 8}5I ¢,

-Ni(NO ;) ,© 6H ,0, (NH ,) ,HPO ,, & HNO 5(10%)+= Sigma Aldrich & -]
TAstA T

- Si0 ,3= Alfa AesarAF 2B 19185 o, ¥ o] Alo] = BET H| %W 4 ¥
Fof A H 22 7.1 nm, 350 m'/g 2 0.63 cn/g®] AT}

[e}

-RESEEAL FF QAT S AR A ol ] e a2
AHE-sl AT

I AE B2 Elr] 9 e H A}l whel = E Qi)

- XRD ¥4

of ] 2 8} §h-g-of A& Zufjol t 3} XRD(X-ray diffraction) ¥4 -2 -5}
Sl Yol EA)eth= A A g 3etst gl ). o] u|, MiniFlex 600 (RigakuA})
WA 7715 ARgsto] 3h9-v] e R 741891 2-Theta 10-8025 91 & 0.0225
2E1 O 2 5a1, 1085/min®] 52 40kV, 15 mA 2] XrayE AF-835}o] XRD
Bne saskad )

- 2 Aol B B A S Bek A o] AR A

20 mg9] vl & A}F7] #] A] & (self-supporting) 2 & &
21 71(10 3 mbar) 3}l 300 25Col A 1A]1ZE Bt A A 2]
°CE W§7tgt 2o I & T3} 100 24 Jeld& F2HAIZ v,
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16
CHA] 30+ &t mel A o2 F3d v e e g FHA R o, vl el do] 35
FEE Gl A d e 2 A - A EYS AL, 1545 cm 1 E 1445
cm ol Stz v o] WA & FRete] HElAE 2 A Bl Fol s Ab s
77t g =atsh ol
Zuj Al xd 1

7l UA Z Aol E Sl A%

Si0 , & A A A &= Ap-gsto] YA E ~uto] & whX] Zul(Ni ,P/Si0 ,)E
A 8kl

10 5F% 2 GA 5= YA A28 7|0 & o/ & 1| & 28 w3y
5t Ni(NO ;) , 0 6H ,05 A 7-A & 8t -7 10 mLol] 2+ 3]
LA A F 5 043 mM). ]9} B2 10 5% 2] ¢ A4 (NH ,) .HPO ,&
545 20 mLoll &8 Al H TH(s 52:0.43 mM). W2 A LA 8o 2 Q] At A
LN 25°Co A Z3Fate] TR s, 10 FH %] HNO , & 918 2 7}s}o] Ni-P
AGA 239 JAAEE SlA

°1 Si0,2 g

H$8& A Add
05 esC= A4 %

3
S
2
X
ok

A%

k
3 2
)
T
o ™
M
o

S 7o o st
B ol A 12418 F <t 2= A Fl o)
o] %, F+H = (tube furnace)ol A 20% A4/ 2 4 71225 100 mL/min®] f-# o2
WA 550 BC(F &5 5 °C/min)oll A 3AIRE FoF SFAaAl AL, FH A 07

T 7FAE 200 mL/ming] F-3 0 2 Z WA 700 w5C(524 5 3.5 %5C/min®
350 e5C7HA] 54171 3-of] 700 e5C7FA] 1 25C/min &% 5A1A 1 A|ZF &<t
G2 &hyo| A 1A 7F FoF 3 A 8] 3o 2 A Ni,P/SiO, v & Al 233t

v Zjj o] 543}

(i) XRD ¥4

A ool A fHAd | WA E2AFko] = S ul(Ni,P/SiO ,)°ll thate] XRD #-4] &
Festdon, 1 498 & 19 YERAAT.

A7) o] b2 A Z oo A P/Ni & H| S 22 A sle] S & A 28
ZA 3} Ni P A Aol FAE ST o] el sk AT E 7] 2= sle], XRD #-41 &
28] A& A EG ] YA Eavto]| Lo | H5HE ¥ 9] WA Z(Full width at
half maximum, FWHM)2] ¢t 2 3] 9] ZF 52 & o] -85} o] Scherrer &2 of] 2|83t
HHH 0 2 AlZ Si0 , A A Aol WA ¥ A7 AF 2] Ni,Pe] Aol == 20.7
nm®] T}

(i) A A

- o B 23} 9h-3-& AF Fulf Aol A o] Fo X BLE Ni,P/SIO , Full Wi o] AFEA S

A&7] Yslte] v d-E 2 Aol i o] 83ho] Abd A

|

doj = HAAH =

0%

N
k1
g
=2
k<)
I

fE
2o
k)
M
4
iy
A=)
=2
£
I
o
rE
olo
o
(0]
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[144]

[145]

[146]

[147]

[148]
[149]

17
22 0.028 mmol g 1, 18] 31 Fo] 2 4FE -2 0.011 mmol g 12 574 5 ¢ vl
Azd Y7 J/\vﬂro = gA Sufol] BE A= 4 3 Fol 2 AR o] A4
EAEEL Q1SS gelst 4= 9l

- Zvll Al Al PN B 7F YA Z 2~ fo] = Sl of A o] BR(alER)el] B ] =
FFE gdstr] flste] PNi v & H A 7| A A T4 3 Fv(Ni P 35 10
FTHR)E A xR o, b X, AA At D BHE AEH = AR /Fol
2 9] BI(B/L ratio)E A4 8ke] 3171 31 2 = 390 YER ST

[3E1]
P/Ni 2 HE o] 2~ 4+ (mmol A B/L
A (mmol g 1) g AHF(mmol g !
)

0 0.0 0.014 0.014 0.0

1 0.022 0.027 0.049 0.83
0.028 0.011 0.039 2.47

3 0.008 0.004 0.012 227
371 % 3 =Rl Z1AE uke} gho], FHull Az Al PN H] ol wheh Sl

2l di] 47“/] 2 1231 B/L ko] Walels ok 4
A, P/Ni B] 7} 00l A1 3-8 1717] Z-7F4tel] upe}

44

At = 3a ¥ & 3bE Fxs)
E%iwziﬁ%?ﬂiﬁQQAAaE%iﬂﬂ%%ﬂiﬁmﬂ'
125 27hA) F7hstel] ubeh BA e = Ak o) F7F £ askgl oy

=
o] 3] F7hE 7k e Wb, Fol s 4

2 g Aask itk 53], PN 200 A
P/Ni7F 191 4 -5-9F thulsbd A A 2bd of &2 48kl o, B/L #kel <7t

AL AA ST 9, PANiZF 381 7 ol = Bf ~E 5 AR 9 Fol A~ 4k
B Akl ol e gk 27FA] b B o] W3k Q1 o] HTtel] utet
BEARE = A g Al Wgletr] dii <l vl PANiZF 191 73 5ol = A
o] 7ol Uz Eaupo| = Aol B g g &= Abgfo] Z713F Al o]t} P/Ni7H
221 73%011%747@ o] Fol 2~ A& YEhd= U2 L
= AbEEE PNIZE 191 A $-
B/L %}01 %7P3}% ﬁgi *éﬂﬂ & = lt}. =3k PINi7E 3

S 17
of He A= Ay B Fol A BF

25}7] ) o
S} fAkst7] 3ol
ool = thepe]

sz Aol

OTVH

Olt

rBL

upebA], YA A € U AA (ko] 23 B, P/Niratio)E 248024
RSB (FAA 388 2 SR gyt R T H = A 540 Eitetis UA
Eago|E HufE AlxT 7 s Ao R Ak h

(iii) XPS +4

-2 Az A g YA 3 A ubo] = S u)|(Ni ,P/SiO )l tidle] XPS

(o
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[151]

[152]

[153]
[154]

[155]

[156]

[157]
[158]

[159]

[160]
[161]

[162]

18
¥42 Fa) el Aet4E S8tk 1 AAE % 40) e ek 4]
S ulol) npaw, Alah] o] Abelais 24 25} A S e ), 12
E2asfol = R 20 B ] A3kl AN I3 o

Al Zul (Ni 2P/s 0,
(0<d< DO Azt EA 5
(iv) 3'P 2L A% NMR 4

3L NMR A 23S B3l YA EAgtol B Sl Aol A vz T} Q1]
Aol 75 FQlsk vt Al oA 48 YA L 2akel = S(Ni,P/SiO ,
)oF A3 Ni2P Zull o] 3P LA NMR #2415 8 3te] 1= 50 Y Sl

7] el up 2, A Z oo A P/Ni & W S 28 At Sul & A 23
A3, H A3 Ni P ] 2L gl |, 4000-1000 ppm chemical shift B ¢ | 4] -
5AF ¥ E 0 2R NPT o] FHYEL Bt

S|

ol Qe AR B /A2 E LT E Sate] Bk, ZH7tel

AL BAL ALEsto] AR S Fldtar Aekstgl

o 5] o] 42504 1R Ao,

¢

2
I

o

-

HA S I(Ni ,P/SIO 5) “goll Al HMFS] 2 520]] up2 of B 2.3}

of| BF-2- 19 mLeol| Sl A Z o 10 4] Al 2% Ni,P/SiO, <7 (100 mg) &

o] g5} o] HMF 500 mg(4 rnrnol) S 3 A7kl AR of Bl 23} W3- A FH THH +HMF:
.07 mol%). ol €| 23} HF-§-& Wb & o] 8314 600 rpm 3] A £ 52

nRkshH A 2~ H QI & XHWA "3 71(100 mL) Woll A =8 aF ST}, o o, wh-&-

=55 120°C, 150 °C ¥ 180 OCE H@M?ﬂu} S A =2 GC=E

A

& S| &4 Ni,P/SiO , Z v thalol]l Amberlyst-15 2 Nafion NR-50 2} Z+-&
gt A& Al Qetare AA 4 13 U g AaE wet o H 23 i3
8. TFRE, Amberlyst-15 S o A3, A A 54 S a1e]3He] 100 °Col A
& eIk kS WA E S GCRE A e o, 1 AR E 3] & 20
W
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[164]

[165]

19
[3£2]
==l g | H+ (WS [AZE| =3 AAE A
/HMF( |- 5 |(mol%) (%)
mol%) |(°C) EMF |EMFDE| EF | EL

A

=
e

H] 3l ¢ | Amberlyst-15 0.07 [100 | 554 |13.0 | 139 |16.5 | 3.9

H] 3 o] Nafion
NR-50

0.07 [150 | 88.4 |434 | 199 [250 |11.7

2 Al el | Ni,P/SiO, 0.07 (120 | 68.2 |59.3 120 252 | 3.4

2 2 2
me —|me | o |
o 2| 2| 2w

A Al 4 | Ni ,P/SiO , 0.07 |[150| 68.9 673 | 11.7 |17.5 | 3.5
2
2 Ao | Ni,P/SIO, |°ol€F| 0.07 [180 | 96.5 |614 | 215 |14.8 | 2.3
3 <
7] Fol) wpEd, A7) 9E3-2] o] EAIH nlel o] of Bl 23} HE-3-of] o] 5}o]
T ksl o H| 23} A A =o] A E S <& 5 Utk 53], EMF 2 EMFDEA« &
AR TA el A= AR B JATF A Ao 1 WA 390 whE HMF9} ol = {12
| 2%

(@]

A3}, 120°C A 180 °CE g 257} F7He 5 HMF9
] 68.2 mol%°ll 4] 96.5 mol% = 571333t} of el 23} ¥k-g-2] A4 &<l
B AN 61.4 mol%E F7FsFTE 53], 180 °Co| HH-& o)l A=
}7] EMFDEA 9] A &1 527} T & HE-g- -5 of] ] 5l Ao 4 o 2 =9ty

$k Zu)l 2] 5% 0.07 mol% 2] Amberlyst-15 1] 7ol 4] o €| 2.8}
3 A (R L d 1), Ni,P/SiO , 1] & o] -&3F o e 23} HF-2-0])
2 HMF A 385 YERY 9 th(55.4 mol%). T <-o], Y2 HMF
A3 ol Y 2}, EMF 2 EMFDEA 2] A Bl %7} Ni ,P/Si0 , S| & o] &3
7d-5-oll Hlsto] @A 8] vh& ghE Ve AT

Amberlyst-15 Z | 7} A A 54 AF 9Eg 259 Aleko] 9= A& 3151,
2 MR Syl YA o] Sz et A o] o] kA FHulR

o o 1S N

AL ) ol o
.

_1
g

Ak nld 3), HMFS] A 388 88.4%°] 21 th. o] 2] 3F A #}+= Ni ,P/SiO , = vl
2ol A ol el 2.3} vk-g-o] AZ-& (A A4 2, 68.9%)7F thH| 3P, BT} &
5ol o) EMFQ] A Bl L= A Al o] 20]] H]Bfo] W G550

2P/SIO , o= Ak FHul & A& 715§k 31712 Nafion NR-50 =1l &
PABIAM = F53 o el ol H 2 313 E o] 8-S dAE = e
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20

=
Y7 ¥ 2ubol B g A] Sul(Ni,P/SIO ) el A HMFE] vl & 5ol i

Al &
=
Zuf ¢} 425 o] 5% (H vHMPF)S W3} A 7] 1 A HMFS} of §H2 7F2]
o | 23} wh-3-2o] Azt L AAEo] AElx H3stE S48 %= v, 1 A3 =
7] 3% 39 YER QT 3 Bl L E fl5to], A A4 20 & AR E 37
YER T
3]
=ail] 8] H+ |92 |ASE(| o =23 BAE el
/HMF(m | <5 | mol%) (%)
ol%) | (°C) EMF |EMED | EF | EL
EA
21 Al o] |Ni,P/SiO, | §H& | 0.05 150 | 66.7 |769 | 160 | 3.4 | 3.7
4
Ao |Ni,P/SiO,| ol EH& | 0.07 | 150 | 689 |673 | 117 [175 |35
2
AA] &) INiLP/SIO [N EF- | 0.14 [ 150 | 73.0 | 563 | 24.1 |14.6 | 4.4
5
21 Al o) |Ni,P/SiO, | ¥HE | 0.50 150 | 86.0 |48.0 | 28.3 [20.5 | 3.3
6
A7) 3ol uh

21 H+HMF 30| W& 72 92 Al o] 4, H +HMF=0.05 mol%)°l] =
A 3HE 0] 66.7 mol%S vf, Sl w57t =& A

S-(A A 4 6, H/HMF=0.5

mol%)2] 1 2+ (86.0 mol%)°l] ]3}04 S Foldnh &, Sl w50t

Z7Fstol utey,
o s
M A L= A

- A=
AR EE 5%

o] EMFDEA %
[2F3-2] 4]

HMF®] 3-8 A Z7Feh= 3l o2 ghoty] ¢}, thah, &
T~ HMF<} 9 EF& ko] o gl 238} Jb-5 7} ol A B
FAAQES EMFO Aelv = AR 7hastE AeS Vel glom,
oNE 23} w3 o = ¥ o] 57| vh-g-2A] 40 A L} BE&):
2 EFe] AE =7} Z7he Aoz sag,

k)
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[174]

[175]

[176]

[177]

[178]

21
.
HMF EtOH
l +E1OH, £
0 . +HO
O SRR AN o NN
EMF EL EF
Bvesicm (IR Y.L L
+H0 | -H0

y
s

A A& 7
YA 2~ ato]l B g Ful(Ni,P/Si0 ,) 7ol A HMFE] Ni ,P9] &&Fol &
of €] 2.8} "3 2 &
Sl U] Ni P2 g&kol 2 o g 238} w329 A& HrIstgl o, -1 A3 &

St7] 3% 4o YR It Bl alE 9 she], A Ao 2] A 35 7 e A

[354]
==l Ni,P2] | AFE ¥ Ni, | 98 | AS&(| oldH =3}
&k PY FF | 2X(| mol%) | WAE &
(TH%) (2) °C) (mol%)
2 X4 2 |Ni ,P/SiO, 10 0.01 150 | 68.9 46.4
A4 7| Ni,P 100 0.01 150 | 45.5 14.2
7] Foll w2, vl 3 Ni,Po| gtgko] 10 %<1 75, HMFS] A&
68.9%°] A THA Al o] 2). ¥ERH, Ni ,P2] 3F&Fo] 100 T HF% -9, = H =3 Ni,P
Zul| & o] &3t o €] EE} Hk-2-o] 749~ A 35 o] 45, 5%;%*1 =3l 574
Shol| A o] Whg-Qlof| &t B--31ar A Al of 20 H]3Fo] Wb 230 Qi)

H =73 Ni,P v Moﬂﬁ o | 28} Hh-§ WA =2 82 14.2%F A4 Ni 2P/3102
H A FHu & o] &3 o Bl 23} A = 9] F8(46.4%) Bk Sk oL, o H 23}
Hh-g-o] dolhg FR1eF3I Tt o]+= Ni,P/SiO , BA] Zulj o] 45, tha A A <] A
ALg-oll o] sto] ‘A 49l NiP7| 352 B4t 2 W32 ste] g4l S 24 &
A &sl7] w0 2 Ao

A Ao 8 WA 10
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[180]

[181]

[182]

[183]
[184]

[185]

[186]

22
7 3 2~ 3fol & g X FHul(Ni ,P/SiO ,) Aol Al HMF9F th &k sk hsi-0
of e 23} Wh-g- A 3]

A A Ao o)) A of H]| 23} HE-S-o) ALEH o gF-&- thAalef T} & T (v vk
1-F8HE 9 1-30F8) S A8 8F= A F-ol &= o H 23} HE-5-o] dojifi=X]
o5 Hrlstgd o, 1 A3E sH7] 1 5ol YEFHII T B L E 9 5He], A A] o
29 A5 A e
[3E5]

=ail] 8- H+ HES-2-| AS&(| ole =3}
/HMF(mol | =(°C) | mol%) | WA E &
%) (%)

2 Aol 8 | Ni,P/SiO,| wEH 0.07 150 91.4 14.8

A Aol 2 | Ni,P/SiO, | ol &2 0.07 150 68.9 46.4

2 Al el 9 | Ni,P/SiO, | 1-F-EF& 0.07 150 60.9 0.9

21 Al el 10 | Ni,P/SiO, | 1-34H2 0.07 150 44.9 30.3

A7) ol =W, W e (A Ao 8), 1-FBF2(2 Ao 9) B [-F A (A A o
10) 77} AF-8-8to] HMFS} o Bl 23} ¥h-3-& 3 & 7 -9-, & 69 YR vl2}
1 & 2zt ol el 23} 315t =o] A= Aok obrk, g4 Ab&o] 71
SIS A TS HMFE] A 3kgo] ZHaskglol 741 4 & &, HMF&} §H4
7F &2 W gkg-o] ¥h-g-EHE A9 (A Al @l 8)0lli= 91.4 mol% 2] HMF7} 7 3+
g 4 S (A A 9 10), HMF] A $H8-2 44.9
Aok B S 2SS A B ANEY

=

N
N,
ey
o
o
H
>,
N

W, B AbE o] 7 - AR 3 kS
mol% ZA A & &2 W& gEol S
Zolol whe} wh-3-7d o] stolx] 71 shit, Ni ,P/SIO , Spul| el A ol 8] 23} §F-g-0]
o]o.]l/LO :d—O]S]— 2= 9}

A A 11 WA 13

U7 ¥ 2~ uto]l B kx| Zul(Ni,P/SiO ,) ol A 352k A] ¢ &-9f of 8 23} whk&-
213

Ni ,P/SiO , Z 1| 7} HMF o] £] o] t} & F& A 3}3t= 9] o 8]l 23} jE-g-of] 4§
7hEdkA] AR5 glEty] ¢t FEA EW” ES FaA daes HAstd
S-S 85t o, 1 AE 5] # 60 JEM AT Bl E 9l3fe] A A4
29l AxE g4 YER ST

o
2

N
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[188]

[189]

[190]

[191]
[192]

23
[3£6]
=ail] T i gE H+ |93 | ASE(| o =3}
HFSE(|25(| molw) | AAE
mol%) | °C) TE(%)
A Al o] INi,P/SIO,|FEFHL I (FA) | 0.07 150 | 44.1 28.1
11
2 Al o] [Ni,P/SIO | S| EFAHEFZF | 0.07 150 | 68.9 46.4
2 = (HMF)
2 Al of] INi,P/SIiO,| WEFZ2Frd LT E(| 0.07 150 | 78.0 78.0
12 MFA)
2 A o) [Ni,P/SIO ,| 2,5-8] 2=-3]| =&A1d | 0.07 150 | 99.7 15.4 (12}
13 gl & (BHMF) of g 2)
80.3 2}
of €] 2)
FEA A& FEFHLAEFA; A Ao 1), W e F 272 A5 &(MFA,
AN e) 12) & 2,5-8] -5 =5 A v €l F-ZHBHMEF; 2 Al o] 13) 2428 o) ¥k2- 31}
HE-g-5le] & 79 E=AH Hhg A 25 e o e 23} 8131E-8 A A 85t A

Foll VERY upe} o], F = F R ok 51 S(FA)S HMFO Bl aho] v A 3H8(44.1
mol%)& Ve B | W el F = H ek 7 8-(MFA) 2
2.5- H] 2B T E A | %%%(BHMF 7}718 78 0 rnol% 1 99.7 mol% 2]

2,5- Hl* B EEA ﬂl%%%‘r% Ao G2V 7) ol ek A9 14} ol | =
speh= 5o a7 B Rkg-dh 23t o e = E‘r& 5 A E

[q‘a]_}\;|9N12P/SIOZ'—I o] AF 7] 5& o] &%
ol gh&oll ik & ¥ 3= Ao ol hE FT §}6L W %%31 H8d=
EE i

AN d 14 WA 16

Y7 F 2 vfo] & &) Sl (Ni ,P/SiO )2 HE-S 5

o] 3} O]]E]]EQ_H]-O A3

- W72 E ko] & 'R Suf (NiP/SIO ) 3= 3 A Sl Al

A AT ol 3(HMFS} ol B8 19| of 5] 23} vk 180 °C 2 3A] Zhyell A4 Ni ,P/SiO ,
S & o] gsto] o el 23} wk5-2 sl oL, Sl o] Hhg kYA S gl syl
Hste] ALE-E NiP/SIO, Sl & 3] esko] F L e 27 sloll A b A9 =
TN A ol 14: LA ol 304 Abg Sl 3=, A AT ol 15: A o]
1404 ARG Sl 3] <=), o] wf, ol ] 23} ’E-g- ol 3= Sufj= 74 Q1
A Y E shA Far AREs AT
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[193]

[194]
[195]
[196]

[197]

[199]

24
&k, 2 Aol 30 A AL-8-¥ Fof] 3]4=%] Ni ,P/SiO , Z= 1| & 700 °Col| A
FA(F A 7)) BT sl A A Ael g oz Sl 24 s A YA A
AN A & A 23 A A 9 16).

=

- 3 Sl R A S o] ol Bl =3} kg A A

=
2%9] 8% Ful L A4 F) 472 o] g3

| 23} vEg-& el gt A&
871 3 70 YERH AT Bl LS k], A Ao 3¢l & A5 §H
LU ST
[327]
= Al H+ |HES| AS | g2 uks AAE S
Al | /THMF( |25 | & (mo (%)
¥ |mol%) |(°C) | 1%) |EMF |EMFD| EF | EL
=( EA
OC)
A | Ni,P/SIO, |- | 007 [180]965 [593 | 207 |143 | 23
21 Alel) |Ni,P/SiO »2nd | - | 007 |180 | 89.2 |57.6 | 18.6 | 115 | 1.6
14 rxn
2 Aol | NiP/SIO »-3rd | - | 007 |180 | 86.8 |524 | 21.7 105 | 1.2
15 rxn
Al | Ni,P/SiO, [700| 0.07 [180 957 |633 | 19.1 |115 | 18
16 A 4700

o] e e} o], A Al 3¢ whe} 3] 5=% Ni,P/SiO , Z 1] Aol A

le] ar.
of B 2.3} uk-g-2 =3¢ A3} HMF2| A 3HH-2 96.5 mol%©] At} of el 23}
H-S & S0 & 3] gsle] A A 2] glo] dlH 238} Hhg A58 ¢ AIp(A A4 14),

HMF2] A 352 892 mol% = A% 7L A4S o). mdh, A Al o] 140 4] HH-&

=388t 3] 3]4=% Ni,P/SiO , | & o] &38}o] o 8| 23} vH-3-2 4~3)
HAIH A A 15), 86.8 mol% ] H 3H&-& LER QA TE o] A 7], Wk A&
o 6] 23} ¥+ 3|57} Z 7} =5 Ni ,P/Si0 , Sufl &] W] 84 3} 4 w7}
golat . A A o) 160 A 3= A A o] 30] W} & o g 23} W3 T 3] =9 2| &
700 °Col A A gkl A & sto] A AL o, o] & o] §ato] o E] 23} vh-&-
sttt 1A a9, A7) el A9k 2£0] 95.7 mol% 2] HMF A 3H&-& .31 41,
o] = A Ao 3ol A A H A 3EE(96.5 mol%)°l 5] 6F= o] AT

k2 Af, Ni ,P/SiO , Fulji= o B 23} 7h-3- Zoof] 3] =% o] bkl 2| A A4}, <
700 °Coll A o] AFY A& Foto] 7] o2 Fvo S-S 3 HAIZ
A= A0 R Tk
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=
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1:0
1:0.5
I:1
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