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Abstract

The thesis aims at the catalyst improvement for the
synthesis of 1,4-butanediol via allyl alcohol method. It
includes two parts. The first part 1s the use of rhodium
phosphorous ligands for allyl alcohol hydroformylation. The
second part is the synthesis of 1, 4-butanediol using home-made
core-shell noble metal hydrogenation catalysts, nickel
catalysts, 1ron catalyst, and commercial catalysts.

Phosphorous ligands were prepared by different methods,
and were analyzed by FTIR and HPLC. Hydrogenation catalysts
were made by different methods, and were analyzed by XRD -
TFSEM ~ TEM ~ BET ~ EDS ~ ICP-AES.

The effects of catalyst weight ~ reaction time ~ pressure -
and reactor type on BDO vyield were studied. For
hydroformylation catalysts , the best n/i1 ratio was obtained
using Rh-BISBI-triphenyl phosphine mixed ligand at 200psi and

65°C.
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For hydrogenation catalysts, Ru@SiO2 core-shell catalysts
had high conversion and good BDO yield. The best reaction

condition was 120°C and 0.2g catalyst weight.

For hydrogenation in a packed bed reactor with a nickel
catalyst, the best reaction condition was the same as the batch
reactor. The results suggest that packed bed reactor 1is
suitable for continuous commercial  production  of

1, 4-butanediol.
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Fripefion: Mg ¥ 1% p fRve & (natural bite angle &
n) K§rE > CaseyRyp s+ Sficat B3/ 107 p AR & Pl > 32
Ak A PR g L ORI R E R R S RS
B AR ee BHEY BT JI B aapEand & A ko) o
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On, PPh,
>< PPh;

DIOP
(Kagan, 1971)

PPh
C “PPh,
9

Norphos
{Brunnes, 1980)

.O PPhy
‘O PPhz

{R)-Hs-BINAP
{Takaya, 1891)

Me(j P R
(R, R)-DIPAMP
{Knowles, 1976)

BPPFA
(Kumada, 1980)

14 BPE
(Burk, 1990)

PPh,
7 > pen,

H

= =7

PPhy PhyP

SV v
T X
R R R R’

BICP ‘®)-PhanePHOS
(Zhang, 1997) {Pye, 1997)
OMe
g ©
MeG” Y7 “PPh, C'Pe
Me! PPhy @
l O-
Na »
OMe
P-Phos f-binaphane

{Chan, 2000) {Zhang, 2002)

PhsR,

i_>\/PPh2 My Ye
w 3
COR PhF  PPh,
R=¢-BuQ, BPPM CHIRAPHOS

R=R'NH: R-CAPP (Bosnich, 1977)

(Achiwa, 1976)

R
e N
PPh,
PPh, /
OO PhoP PPhy
PYRPHOS
(R)-BINAP Hoe
(Noyori, 1980) (Nagel, 1984)
Me
Me
PhoP (P
P_
MedF;Me
MEQMe
15 DUPHOS i
(Burk, 1991) 16 (Fu, 1997)
R 5 EP R R,,,“ _&Me
a0 = I
RR n=2, (R, R)-BisP"

n=1, (R, R)-Mino
PennPhos (Immamoto, 1998-9

{Zhang, 1898)

R" [,F‘lR
HgB l\I /BH3
R\EZJNR
SDP
(Helmchen, 2002) {Zhou, 2003)
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2-4-3 Pi-#.%1# (Core-shell structure) 2 z .+ 4]

Kk F b RS E 2 3 B3R P aETE s - A N RS
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N

Eo P EENAKE AT AR WA T BEERE S S LS
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2-4-3-1 3L FHB

WirF A F RN T LA

(=) kI LaBz REF A

B IR R T A Z A e DR EF A A SR

LREF I

Matijevic % 4 ""#-% = ¢ % ¥ (poly(divinylbenzene ), PDVB)
Fh - § P ek ¢ (silica)e s B A # o Si02 ehdk 5 {1
4-vinylpyridine & 1-vinyl-2-pyrrolidone # & #| ( coupling

agent) B {7z H > ARIE L & PDVBfrif § A4 ®R & F B> R 3 4

Aok oS dom QR RIS BT R0 AR S 0 R A b A
e Lge o Gl x48# (a -Fe203, hematite) ~ ¥ 1 # 13 45 e
hematite = % it 4 (Ce02) # & F ¥ 4%+ B+t (polypyrrole) e
GREAMEARF PR T RE et ER R ReR E S Y s T
100CTF+ grtet B L o d 2 BeleR TRz LT B AT » Btk o
Beha -Fe203 & Ce02 o+ > TE 3 FET Mo BOFEREFT LY F

BePE R kgl e 70 JATH DS 2 Lk £ B &6 BB

d Feldheim 4% & > & 1 * & 7 i#F)m:# (vacuum filtration) #-4£



FoF S A 3L eh Al203 %% 5 200nm ATl ¢ s AR 1S delek
HH R d T oA iR eIt s #de @ Fe (ClO4) 3 Bt et 3 oo

Felrk nEAEY T b N Bt e A kIt Y RE I €

EWIARR g - R R g 3 KRS o E‘iﬁ * KCN,/

R T A AT CL R oy 5 X

2. B FRERL :

F* B A PRI PEE R B RES AT —F A

Core-Shell 4f o I* L i@ | b dg A3 43 - B A7 5 %

_#*

fsfis PBMA (poly (butyl methacrylate) % 167nm) £ it &
Ecs e Al s &~ 3 - PS (polystyrene » % 600nm) # & + >
ERFLPEDORIET 5 e RE RAQE PBMA ol B HEEER
(glass-transition temperature > % 45°C ) P& » PBMA fl-*ug 353 eh
% >t PS (polystyrene) * - 2)= Core-Shell %1 -

A JETE R ST R TNG -3 R S

4

koo LB B BldoBAUE KR A G f B AR F o

% (polystyrene) % * A3 % fifia (methacrylate) - iz £#-£

25



o+ Bttt aoleicacid P AR EFERFZEHMER P A
A5 E 52~ 10nm 4R -
4. p 72 & (Self -assembled) g & +:

Pl fj‘u%’&’h ok #% % LbL (Layer - by - Layer) = % » # (¥

TEE NS B - Ribahe BEW . AR LbL 2 EB4pF

2-4-3-2 R BFHE
FEABE T LD Aot e dTd AL APk &G R

d P Ak BEIH B OP  pa e 5 Si02, Ti02, Si3N4, Zr02

7 th3l R 0 B4 Ohmori fr Matijevic““fj&”njlj? rz A% # (TEOS
(tetraethoxysilane)) # A24od » e é k& 47 (a -Fe203) %
BoR T eEY F RN 2B 2 fEs Stober process c dpfl*
TEOS ek f2 % 45 8 F fis > 4% Si02 e i 5 b g i 24 7 405

PRt MR BCF P R LRRT A RRL D5

26



G50 EAUY LA P ATRLRE KRR E F R % o BTl

NS

* Stober process = & § i* 7 B & chi42® > TEOS /3 ik ek & & /R

Mo LA R R iR s AR AG 02

N

* AN R KT o AFT Y U Stober Process WiFMF £ £

E I TN A R R

2-4-3-3 2 o3 E G
EREARE - S L e A L %‘r ~EEE O PR R
(protein ~ enzymes ~ antibodies ~ antigens) % » B 23" FH4k -+
AFFante > AR ANKTRIIF S PE RE T Al o
—AmF o Ed I AN RS kG F R 2
A #v3 Mt (passive adsorption) ~ % #4E% (covalent bonding) -
sol-gel i ~ &2 & + ¥ ;> (specific recognition) % # 7 hp
F# 72 (electrostatic self-assembly method) % - izdt 3 2 "
R4t Fa? PR3 B s (coupling) RiE= o § * P w
frde+ 3 ¥ ¢ % (polystyrene )~ ® 5 % *= (polyacylamide) % -
T 4g P4 v A3 ih Core-Shell Mg #-¢ 5 4 5 it g+ b4 ki

ATENT ek o
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F=2F FEH AN BNBEEP
A AR PR RE S FRH I AP LA 190
E G
3-1 fAsHE > 2
3-1-1 & i fientl g

AR Eaodta pEitF Rt hEREfe A ( BISBI )& g i

A(N-P)engl & = 2

[15].

(1) gERspe =& (BISBI )= i -
ZAFIAF BEEEE 4 o

2. ¥ 7 0.544ml Diphenylphosphine ;3 ** 6.25ml THF » & £ £ 453
n-butyllithium ( in 1.6M Hexane 1.952ml ){c 1473 * THF
Diphenylphosphine -

3. LB F BB ~ F F 0 4v > 1213 THF 0 Diphenylphosphine

oo FRPS K-UA R 4 4P 3 -T0°C & (dryice/acetone) iF jF 4r >

o

n-butyllithium » & - ] Pz {6 w 3| 38T » F &0 B F »
2,2°-Bis(bromomethyl)-1,1’-biphenyl( 0.5g in 2.689ml THF )& % &
TREL

4, L - S BT] 60°C > winz o] Pric ~ NHaCl 4 foi3

2.7ml 4% 8 T s

28



5. 4v » Diethyl ether 4ml -

6. 7z kA& * Diethyl ether 3B~ =x o 5 & * "R 5 B~3 T4 5 #8735 A
BEG S BEE > B Y T E G F oo

7. 4v »~ ethanol/ Diethyl ether :& {7 £ 2 & -

8. % ¢4 %(BISBI)

() gEaspe = & (BISBI )= i = '
EXTPFS 5T WA FER T A Y § BN BT
1. 2 2g 2,2’-Bis(bromomethyl)-1,1’-biphenyl 2 %2 1.169¢g Licl ;& &

6% 33mMIDMF ¥ A § B T#IE= [ Dd F RERITHK o

N

IR R SRS F I PR S B
3. B R gk .

4. == 2,2’-Bis(chloridemethyl)-1,1°-biphenyl £ iz (1) &4 2 = =
(BISBI)
(3)Bi % pe iz (N-P):

L2 FIAF BEE»EE 4 -

2.% 7~ 0.544ml Diphenylphosphine ;3 >+ 6.25ml THF » A& £ & 455
n-butyllithium ( in 1.6M Hexane 1.952ml ){r 12 /% * THF
Diphenylphosphine -

3. B-F EEWE ~ § F 0 4v » 113 THF <o Diphenylphosphine i3 /% -

29



R {8 #-% i4 #r 3]-T0°C (dryice/acetone)iz jg 4r » n-butyllithium -
- w3 FE 0 £ & F 4 ~ 4-Bromo-N,N-dimethylaniline ( 19
in5.38mI THF ) &% B #8412 /) P o

4. & (1)-4

5.F(1)-5~(1)-6. (1)-7-

6.1 5 ¢ 45 HI(N-P)pe iz 2k

—19 [0 O,

Bl 3-1 &4l iTEE B

15§ 44838 K H,
244 E 5.2 SR F R
3.4 6.8 B 44 B
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3_1_2 i— fu ﬁa‘kﬁrﬁqﬂ% [17] [18]

ST VEIRNT TLARY TR P En TR RS |
£4% Ru~Rh~Pd- Pt & 4R AE - PVP-NiB 7§ 452

PVP-NiB-Si02 2 &\ 4entl iy » 0 2 8% 2 22 W 48 k4 -

(LRu(4T )P &N fglenl 4

\4

L

1.2 3ml 2 35 -k ¥ 4 » 0.0626g RUCl3gq » #1273 fEfe
RUCI3q) o 547 -k % i o

2.#-0.2559 2 PVP 33t atjaipd o R 2 % 23 %
3.4 B T -7 AE 0.0692ml b ~ B P o

4.3 15 #-0.0184g NaOH 4 » » #4£3 % 273 ©

(3]

T
S
az
Y
¥
/\‘
E
o
=}
ﬂ
>/
+
(
o
N

S.4v » gk 3% R 15ml -
6.% 4 45 6000 # > 3w 10 » 45 -

e

7.3~ 1 K

\4

"2 d AR

o

8.4r » F I vt B e 3K IB R -
9.£4F 5~8 % 3 -

10. A& 20ml # &3 @ §0%
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=

%3 3+ -k 0.998ml > £ -k 0.339ml > 2 #% 6.643ml > 2 % — Wi 4%
ISR A

2. 423 ik BF 30 A 4w o

3. 4¢ » 0.535ml TEOS -

4, 324 | pF o

5. 4v x~ 2 33 -k & £ 48 6000 ## 0 s 10 4 45 o

6. PRIV S i KA -
7. B R

AR5~ d7 AL
% = 780

1. i »~® & F (90%Ar+10%H, 4% ’& )(200°C,3 /| F¥) -

2. fREEH =
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2
I | o Y o |
4 O O O O 5

1

132 384 s
3R 5. F AR R
?’E’E 6. 8 Bt
REFM(EF/3 F) T. F W EHHFITER
BEIHF 8.+ F £E
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(2)Rh(42) 12 4 58 fg el &

= % g4~ 3 & Rhodium(l11) chloride anhydrous #% 14 & 48 Ru f 4% %

Eﬁ.:_ ﬂ%ﬁl% °

(3)Pd(s )% B 5" R H-enBL & -

3o 7 BRdr 5 = PA(NO»)2 2R 18 £4F Ru R4 & 0= & 2

(4)Pt(ga) 1% &35 fR e 4

$ @ FRd~ 4 = HoPtCle » 6H20 #4315 £ 4F Ru fE 48 & 0= B 2

(5)PVP-NiB 7§ 4-et %

L.

752 mmol fFpE4s 8z ZPVP/NI ¥ 0 g 2 PVP(E D i B i
- PVP H AR L H )T RALTELY o 4e 220 ml 2 3F ok
Ape0.1 M 482 ki o

FEP-6 mmol AR (L4 (FREAL T B gt S3)3E Y 0 4o 26 ml
23 okdp Rl M okiaie o

TRAAY BB TR T AL T § § g

GE  REURARE ST HE CACRRRE ~ EBRKBC

o

MR E (AR E R i~ o F ~ BAZE Wi A % 2 4 PYP-NiB

TUcE > A2 A B EF Fie 0 EEME A RN RN A
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AL AL FEleF BIT P o

4. @ % Fo g EPVP-NIB 4 p ki e & 4pd > 03 s oK
Ak 2o R 109, 8% FRIEIEZ %o T B § it & P PYP-NIB
5 e

(5)PVP-NiB@+% # 3% f ¥l &

I\
1y

-n\¢

% -

1. #° %2 PYP-NiB fH iz L = B/ PB4~ 4 323 0k
0.998ml > % -k 0.339ml > ¢ f% 6.643ml > 22 % — 3R> 3% (s 0%
Ba% e

2. REMETF 30 44

3. 4t » 0.535mI TEOS -

4. B4 24 ] P o

5. 4v» 3 B3k E £ 45 6000 8 o Hrew 10 4 48 o

=
(=

% & A%E(400°C L, 3 ] BEF) o
2. i » 8 & § (909 Ar+10%H, 4% % )(200°C,3 /| &) o

il ¢ R
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(6)12 5 i2 % %l % 45 7% 4 (FeSiO2) 1

p>

fePeif § o Bicz [Fe(NO3)3 - 9H20]#4-H ;2 5+ 25ml 2 2 33 -k » &
FAer PA[S102] 7% 7R R o A BRI TR RUR 0 2o w42t 110
CTRELT PP REBRN RS EIRR R BERP
500°C TARET ) PE s T T = AR o
(7)14 % 2% 8l % 442 @ 1§ 48 (FeCrSi) "

FEB~if % s dicz [Fe(N03)3 - 9H20] % [Cr(N0O3)s - 9H20 ] #-H 73 >+
25ml2 4 &t K g F e r PAE[SI02] @ FiRiB R e RED R B
A2 B RII0C T 5% L - P B RSB T T R

BFE P th00CTARET P T SR -
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32 F W3 %R

3-2-1 ¥ - I# &7 % F(Allyl Alcohol )éh& g F

FEE R R oR 33 A

H P iwik it o

# & - 600 rpm

F R R 1 65C~120 C

F R4 200 psi

S ETY ool

(1) F=B~pe ik 0.04629 &7 0.011g = A ¢ FEf pr it 4%
TR CEBBRE REY o

(2) 4c» 15g en® ¥ i8> Bk BT R ﬂf I I A PR

L IPEE R o 2R L F COMar £ F BRER h% § o

3. - B RFEEESENE BEL S~ 2970 HOF G 2R

I 65°C# i 600rpm > £ 3| F Rifit{sd ~R &% COM2> F i

4, B F Fobe N AR IHI i#i7 GC A 45 »
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http://www.ehsy.com/product/2/254302.html

(1

eeoeo °

Bl 3-3 & fEit S+  F K E B

L§F
2LREF(EF/FF)

3 M/ ERLHE
4. 5421 B o
5. B A3

6. M+ &

1.3 5 X%
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3-2-2 ¥ = p £ HBA £ HMPA thi i F i (BATCH)
F S 4o 34 S

H P iwik it o

i 2 0600 rpm

F R E 95°C~200 C

F R4 1000 psi

R &N F AT

T

(1) =B~ 0.2g i 44 50ml 05 it o 4e » §0% 162 F B B o

(2) £ B3 50 ml 4 50ml hF i > 5~ F R o

(3) 8 BFereig R4 F o KBRS RULTEER >
STRETIY T I

(4) Fovd F 27 BB - XRTFER > Boer o
(5) HF Bid  HE SR EE BE - do i iRiTEL - > 0,050
MRS~ A 0 BB /l’?]ﬁa;‘glé\' 10ml % » 4k &% ©

6) RisB~-1pliz» GC P »d A4 2 A e FHE ks -
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v

S

1. % %

b

v

S

o

&

2.

has

3. WA/ B R4 B
4. {4 B $ i
5. B A&

6. M+ &

Bl 34 & PR3 BAE R

T 5vke

8. % R7 &t F & E
9. F Mk H R
10, F 88 o FFI R
1.3 5 %%
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3-2-3 ¥ = 2 HBA 2 HMPA =% i £ &(PBR)
FHEEH G CF 2 R 4Bl 3-5 41T

B ivix s

gLy o 12~16(ml/hr)

F g R 95 C~150 C

F /& + : 400~1000 psi

'R ETE F

(1)F=8~ 209 i 4-(FP 4t 417 < P4 A 78) o 4 » Gt 2 B %
RERE

@Q#F F g R4 FEXL G ELF E R MR o

R 5 F I F BEPHZTF o

(4)#- & B2 T 418 3+ (thermocouple) B 23k F s B erde S 5 % &1 4
B AR R R AR et PR R TR R A

G)EIIPHERE B FHETE T~ G FAERS -

(6)& 4 BAIDEF JiF il B MINIPUMP 3 » 2 4p & Ji i -

(N)F e | PEfsd J 0 b mig F i A 4 i B4 o

(8) A& # 4c » N 453~ 1pl 4+ GC i& 17 A 17 o
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A

ooon

Njmjuy

J @

L% 5
2.8 F

JEARFBE
4.2 B Av s
H.mini pump

6. = B4 fE B
7. F i

8. R

9. § kA AR

10. 40 R4 g8
IR AR 2if 31
12, F 49 AL HIR

13. i 4p it R
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33 REFXXAF BFAF L - TELH

AR E B ERE AL ERZ AV REL F AP A 1T R(GC)

3-3-1 Fan k5o 45"

FARR AT S BT RAA A LR — B F AR AL ST §
e P o TR E R 25 g 40% - B3R F 48 (carrier gas) i #
k¥ B etk WiE- BT g d(column)E Y L
FAp o 8l RAp L G LG - R EE SR YR SLER

- {;ﬂarr@ e MEF BRI A E{é—i\'%ﬁlmlli’*g

»

Y
%
=

EAR T Rl entEr 4o B A FY (TR R

BsefiEm BApF (F% 4 g A L hAR A it S iEr 4

»\m*i.mr

i

2L AR AR RS A LR R EREL

A
&
&

FARITRT NEBFTPALAITE TEZALAF ARKRTF AR TR
ST * fhE A5 5 A8 FRFAP eht fmF > Length 60m > I.D.

0.53mm > Film Thickness 1.00pm -

v

50 R GC A7 A > i 7 g (1-Butanol ) & p o5 %‘gr}
TR 14-7 - g (BDO )G fFr g Bt 2 B R iR A
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TEie- B RERRE LA DL AT o

Z03-1 F 40 K 47 k2 A 7 g 2

R 'S
Injector temp(°C) 210
Detector temp(C) 220
Column Init temp(°C) 70
Column Init time(min) 2
Rate(°C/min) 35
Column Final temp(°C) 180
Column Final time(min) 15.12
carrier gas: ¥ # F R4 1692 kPa
F ¥t € ¢ 244, 9ml/min At 130
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3-3-2 i 4e

j&‘*irr%(i)\;?#ﬂé]%frfiﬂ Fgﬁ“li’qggerlgul—»F%%’;L,?L@ﬁ%]?IBF&
T flI* R ED T A MR AEDFTER > I 2 F RS
FYERFA R ORIE AR ELBF o 4ok 3-2 2 B 35 ¢7

T -

%032 FARK T RA TR

B A7 P (min)
Bl A (K 4r) 2.8
THF 3.2
POH 4.2
toluene 4.5
IBA 4.6
Allyl alcohol 4.8
1-Butanol 5.0
1-Hexanol 6.4
HBA 8.0
HMPA 8.4
GBL 9.6
MPO 11.5
BDO 13.8
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3-3-2-1 & @l F & GC 7 {-

uV(x1,000,000)

6.0)Chromatogram
5.0y
4.0
9 Allyl alcohol

2.0

1.0

0.0 v $l vy v vy
- T N T T T

5.0 75

36 [3 %/ GC 7 £

V(x1,000,000)

0.0

min

3.0f
2.5

HBA

2.04

1-Butanol HMPA

1.0§

0.54

0.0 4

25 5.0 75 10.0 125

8 3-7 HBA/HMPAGC - |21l

V(x100,000,000)

min

1-Hexanol

255 5.0 75

3-8 ¢ ik GC 7 1]

uV(x100,000,000)

IChromatogram

toluene

N3 N3
0.00) ¥ Ak

A
w

25 5.0 75

B39 7 % GC M

min

46

7 % A% (Allyl alcohol)

e R 4.8 min

HBA (4-hydroxybutyraldehyde)
g PR 8.0 min

HMPA
(3-hydroxy-2-methylpropionaldeh
yde)

R 8.4 min

¢ % (1-Hexanol)

F R 6.4 min

? % (toluene)

TR 45min



3-3-2-1 & it F i GC 77 |+ H

v 000000 HBA (4-hydroxybutyraldehyde)

HBA TR :8.0min

. HMPA

1-Butanol HMPA (3-hydroxy-2-methylpropionaldeh
yde)

: AFER 8.4 min

25 5.0 75 10.0 125 min

] 3-10 HBA/HMPAGC 7+ £ 8]

uV(x1,000,000)

3.0)Chromatogram

2.5

& 7 f% (1-Butanol)
1.5 1-Butanol
AR 0 5.0min

0.5

0.0 o L

25 5.0 75 10.0 125 min

B 3-11 = 7 g& GC 7 [+ F

V(x1,000,000)

3.0iChromatogram

25 N-Propanol

PoH / % f% ( N-Propanol )

g R 4.3min

0.5

0.0 - ¢J¢ v

0.0 25 5.0 75 10.0 12.5 min

® 3-12 7 i GC 7 |+

uV(x1,000,000)

1.50iChromatogram

129 Isobutyl-Alcohol

/ £ = m& (Isobutyl-Alcohol)
0.75 IBA

TR 4.6 min

0.00f Al

25 5.0 75 10.0 125 min

® 3-13 £ 7 Az GC 7 |+ #
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5.0

V(x10,000,000)

[Chromatogram
dl Tetrahydrofuran
THF /
3.0l
2.0
1.0
0.04 L - N
0.0 25 5.0 75 10.0 12.5 min
8] 3-14 THF GC 7+ |+ ]
uV(x1,000,000)
1.50iChromatogram
¥ Gamma-Butyrolactone
1.0
0.75 \
GBL
0.5
0.2
0.00 T
2’5 5.0 75 10.0 12.5 min
i8] 3-15 GBL GC -+ 4 ]
V(x10,000,000)
1.25q
1o 2-Methyl-1,3-propanediol
0.75) \
0.50}
MPO
0.25)
0.00 e ¥ v
25 5.0 75 10.0 125 min
i8] 3-16 MPO GC -+ 4 1]
V(x1,000,000)
3.0
N 1,4-Butanediol
2.0]
1.5]
BDO
1.0
0.5
0.0y A 3 A
25 5.0 75 10.0 125 min

f 3-17 BDO GC 7+ |21l

48

z & rxvm ( Tetrahydrofuran )

mTER . 3.2 min

Y- P fig
( Gamma-Butyrolactone )

?iﬁ‘ﬁﬁﬂéﬂ : 9.6min

MPO
( 2-Methyl-1,3-propanediol )

%FJ“»‘FZ{E\HT i 11.5 min

BDO ( 1,4-Butanediol )
?iﬁ’ﬁﬁﬂj [+ 13.8min



3-3-3 2 & A7 (P FHRE &)

#o R e R s N IVEIE Rt BT R 0 B35S K ek b
FoRera FLEVEIHAE A F o i S EAR T F 5
o] 3-18 F BH P G REY R B3-19 1 W 324 L a ik

Rz APl d R o

FRUEHATIRES 342§ B #e o il S » A
B r o T SR R 4T B LR G A R ARG A

ORI B RS S SRR B0 d e

ML R EEERLEF2 ST UEARY o LB E IR
W RIS D] > LB AT R

1) PEELESFEHEHETARE o

(2) HFRETEERERIT o

() FmeHuUEEF R

(4) GfRES s aEd g

(5)  BrdE A kB BIT o
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3-33-1 L F ot AR

1orze pi iR IEE S 0 EIR 317 2 3 G s

Allyl alcohol stand line

£ 10
s 8 8
E= 6
— O
= = 4
el o y =0.8782x +0.0447
S = R’ =0.9958

=

g 0

0 2 4 6 8 10

area ratio
(Allyl alcohol / Hexanol)

B 3-18 P s 2 1R & @

3-332 & i F Lt B oS

1047 p i pIREE 2, (BB 3-18 2 1,4-7 - @iRE Y M

1,4-Butanediol stand line

=50

=}
= g 40 r
g 230 +
'%D 8 20 r y =1.7093x - 0.0536
2 210 t R’ =0.9999

0 1 1 1 1
0 5 10 15 20 25
area ratio
(BDO / Butanol)

B 3-19 14-7 - f (BDO) 2 ¢ 5
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2.7 7 fE LN ARHRE R, (FP|F 3-192 2-9 A-13 5 - iR &

2-Methyl-1,3-propanediol stand line

~ 30
S
25 ¢t
= §
S = 20
o M
= 15
o0 S y = 1.7945x - 0.0822
eg 107 R® = 0.9994
E 5 '
N
0
0 5 10 15 20
area ratio
(MPO / Butanol)

B 3-20 2-7 %-13 7 - ft (MPO) 2 3 ¥ 5

3007 fE A N MR s (B 3-20 2 3 A% (POH) &4

n-Propanol stand line

y =1.0256x + 0.0228
R*=0.9992

weight ratio
(POH / Butanol)
S = N WA

0 1 2 3 4 5 6

area ratio
(POH / Butanol)

Bl 3-21 7 ps (POH) z {84 &
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4,007 g LN IR 2 B 3-21 2 B 7 /i (IBA) BE 4 M

Isobutyl alcohol stand line

y =0.9235x + 0.03
R® = 0.9987

weight ratio
(IBA / Butanol)
S = N W K~ W

0 1 2 3 4 5

area ratio
(IBA / Butanol)

B 322 E-f (IBA) 2 8¢ &

5007 ff AN IUIEE R WP B 3-22 2 y-7 P iy (GBL) W

Gamma-Butyrolactone stand line

50

30 F
20 y = 1.8086x+ 0.0901
10 R? =0.9999

weight ratio
(GBL / Butanol )

0 5 10 15 20 25

area ratio
(GBL/ Butanol)

323 y-7 Py (GBL) 2 i w st
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6.7 FE A N RRARME 2, (F 5B 3-23 2w & vivm (THF) 284 &

Tetrahydrofuran stand line

o 'é 40
28 30
2 &
%‘3\ 20 ¢ y =1.0023x +0.0436
= = 10 | R’ =1

t O 1 1 1 1

0 10 20 30 40 50
area ratio
(THF/ Butanol)

B 324 wivied (THF) 2 %4 8
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S LAETRER SRS A NLAI  FRIE T
BEHE -~ HETE DG LM - SRR RS

BRF S~ FZRF -~ F AT T2 X MR R+ ARFHRSE
A aragid Bip Bl TSR BTN RE > TE R
o 2 A& A 45 k3% B (Spectrum) . d * SEM £ 4* £ 3 L R FH#
A PR Ao R BERNT IR - T R TR 2 4%
*'F%Lﬁ?m‘“mﬂ/i" Lwl® 4 10~100 B P pFER F A BATFE A

0.2~03 eV #rrt p @ ¥ & ehy 347 R 4F 45 7% BAcEL PR AL * 33 5

T

FHF AT I B LA 1800K BB TH T WL T X Mg 4

BB AR R R o T At o flashing enE & o #4358 i ‘L ds

3\

BEF TR TRE > i ARLDE T AT (107 torr) HiF

I
H N
A

]

RS

FAPI A L 3~5 8

=y
o

BEARR R B AN g AT H

GpERITREREL o WA F R o 7% F B L JOEL7000F -
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3-5 m £4cH A ¥ & (EDS)

BACH A R R AR S e % e B( Lithium

Drifted Si p-i-ndiode, Si(Li) ) 5 f: @ @ pIE - ¢ 428 57 ¢

o8 R e RS TR b BTN T TR RE S
B Rl B AP FE R B Y B R A MUR TR BT
BAI R E A b o R AT e Al e R T S

R @ st k2 Xk 7 i E 4L § ( Beryllium Window, Be ) #
RFAFLAFINTAIIZRTEAORIY FFFLBRFAALT
T ORHE o RS TR 5k B( Amplifier ) % % iR g2 B
( PulseProcessor ) #ad2 fs » i% 3 i € #ci> & iv B ( Energy-to-Digital
Converter )EJ2 d % #4g i & 47 ik ( Multi-channel Analyzer, MCA ) #-X
ki E s > BB AEE iy o
BRI X e 45 3 2 0 R B AT A 4T AP ROT L & AT A 4T
henip B
(1) Pi 7 fo pFid P2 Fe e & X - kg 2 o
(2) ®* 2 - =7+ RR AT FR Gy & fE47 & ( Spacial
Resolution) » ¥ #& 72 ¢ G5 £ &
(3) &4z s 4 & (Solid Angle) = »
(4) RBLRPREHE
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() #FiFWH L > 2 3Z

JER 8 I

(1) & & jatim £ -

T4+ & ( Alignment) % X & ( Focusing )

(2) s~ F enidpla 4 £

(3) ¥ A& L (> 0.1%) -

—:‘:/L:

2L
P

BACELs 7 5 50 T F BELITi4e el POCGE RIE 7 5 % i B AL
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3-6 X BH4UE * $5+k (XRD)

X HRE &L epEDTRL v2d WFRETFEER
RIEHAETFARFIPARBF LT FIEE A2 DX LR &
B+ 5 & 10°A~100A 2 % 0@ % 3% X B85 35 8 oh X Uk £ §
B+ %01 A~25 A o X stsnspstes 8 W 46 cnT padg 544p i - X 4F 5%

T e BB E T EH T IR FIR I (EF 8 b F A

F X BPAL S AP F AR IR B TR o SO ek R 6
4R A BT o F] D A0 o 2 B AR dF SR A ] 4
bl - S SR A A SN SECH N ke X MARBR S S TR

F_f=  2dsinf=n) > H ? n=1,23 o

......

X R SEbt A 47 R 2 R % 5

\m
"a:
kit
‘é‘m
e
<}
il
s
\l{.
R
38
B
s}
™
B

e s PAZ B FILRRF T LG AL E o T P K
Bu- FHEabd BHH > T p i E IR RBARY 20 ¥t 25
B Mgt 20 T LM E S BREAF RIS RAFEFLRE
BRI EE S Wkt 2 R L and AR o MRS B B

WP R R s A

34

T z%;,—l—-#v kR z #jr]“}
R R E AR RIT O R &M S

W AR AR F B R R TP R 17 g R S



Tiag e RE? AP FEAFAF AT ABMRS VL8 A5

A5

A ori X KA LR S 4re cn Ko 6440 PR EFT R

T i % 40kv &2 30mA - XRD #7* % 2z 7] 2 Shimazu XRD-6000 -

in

A
——0—9< 99— 99

d

990096099

B 3-25 X kEsA 47 RET 3R
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37 €+ ML (FT-IR)

RN

2 vh sk R(FTIR) AU ¥ sk ifars 92 2

BN
e =

Bl (Aperture) - i& » + 33+ (Interferometer) » & i fR 84 24 F - K 45

(Ge)z_ 74 i 47 (KBr) ~ &) 4% (Beam-Splitter) » st 4 &]45 7 28 » &3k » —

LGag o - LRIF e » SRS B R - Lk AR A F R

P T - LR ASREL o s kR AR I AL R

RELF Sy 2 kR L BB A BRSSP EF Sy k2 kg

T E ST E & F o
IR G - Rt IR Wy EAES e U T i S SRS E I T 2 3

Sl B amiE- Rt B (55 1:09) 3y RE B AI R

FraA S ETE TS oL 5 ~ B2 R R K (FTIR)

o Frprk £ 3K 2B 5 400 T 4000 cmt T g 7 A 4
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3-8 4 & itk AR % (BET)™
3-8-1BET # & fFZ Rl R

FgRenttae 2 B 2o ff 2 <] et R eha G R B T 5
PR BRI R R F M T A G F S 0 e
Bl Mt E A it F NI E R R R ST TR
Foo OB TR IE S A FORI T R AR e TN e FE
S %ﬁf\z} Brunauer-Emmett-Teller (BET) = ;£ kp|& - @ 3L &
5 TRFED FREF F ORI Y R AR F

doptw B A s 8ot b 32 s g o £ 1 BJIH

( Barrett-Joyner-Halenda ) =iz » ¥ {F 2134 jSenk ] & 05 o

RS
N

TR T A AR E T - BT e i F R T A

8755 > 4oF] 3-26 :
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b TYPE §
;'{yﬂ"??f‘;
P | s e
Vgt
._Efl‘.,“
& TTyps 19
—F
i1 T i { ¥ i T P I
t 2 3 4 5 & 37 % .8 tp
prg
¥
b TYPE 3
i
4
£
T T T T T
Jg .2 3 45 B 7 B 3 ia
/Py
¥a TYPE 5
Fad 1 75 -F 9 Py
i 2 3 & 35 F & & 18
PPg

18
PPy

Yz TYPE §
T T T
323 45 8 7 8% & 10
PIPy

B Mt AR e 50
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(1) Type | © ~ 1% Langmuir-type % § & & > 3@ # 3 4 &2 7 j&co] 3¢
JF (micropore) e 3 3V HEE P o AAR¥IRA Bk 3 L PEF o AT
SR F BRI T AT FUR A o

(2) Type I1: = FL 1% S-type & § o &3 % 3 4 &2L 7 34 42 (nonporous )
fe< 34 M. (macroporous) 4= i o & AR P ok ELB > - LG
HH g e gr o Baas koo

() Type I @ pLagergd A F T w0 aj > 5 4 305 40 5 & B 48 2w
AR F WA G e 4 pE s &5 LR AR P
BE A AR TR S R R

(4) Type IV @ 53430 3L B o G Mp R 4 = E25 e Type I
AP o RREEFRA P A SR B A F Y B P4 L wId

(capillary condensation ) » ¢ = v ¥t £ FpI 3 o H s RF &
#B% 7 % (hysteresis) > & & A|eh? 3V 7 F 20 Sk AR o

(5) TypeV : H Mo B FEag 0 Type lll > B A RAIF £ I g o JL e
e REL SR

(6) Type VI @ pta#g Al e vt {7 5 538 2 BB 3 2P| Y 353 02l F &

Fogad s Emng agagd rgpg > L -

LAY S TR EERL L A B - BELS

REDRF A RE LG - BLARERFHEELL 5T - B
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HBEFR G F 4 o TR AR BB MR AT R T A -
Ho BRI RTRGRRE R GE KDF o 5 BFR % SRR

§XIVF BT A T I R AR REP I D ) e

¥

1995 IUPAC ehdp 2 > BF R &P L7 4 5w %1 > 4oB) 39
H1 e i SR vigd A8 -8 ¥ T 4pT {7 > 2 B 84 &85
R IR AR LS B st B LR GRR Rt e B AR SR e Ak i 2 AR
e A FRS L R oo H2 PlEZRE L £ 3 & -kdgdt (ink bottle
pores) 2 4= B o H3 i F J IR e+ 10T R B S S ek WA T I

(slit-like shaped ) - H4 03] jE fr H3 4p iz » o T AR A 3L Horid & o

hBARABR TR EF G HE TR H3 sk i o

Brunauer ~ Emmett 2 Teller (BET ) = *f32 34 5 Langmuir = ' 32
et o TR U EATUF B EMA G 2 P RS HIR K I 2 R

B G R F A SRR S RESF 2 T 7S BET s

FN e IS AER G MRS A G A AR E R EM o 2y
I 2
P 1 C-1 P

= + X —
V(R,-P) V.C V.C P
B Py kA W {0 Vi B B S 0% AP
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LEGERA SV AR F MR AR 0 C 5 B 2t BT d s

P P

(AHI) fof #32% (AHe) k¥ #& - umé—% P, 2 T R&
C-1 1

A IS A RS A P B EE S » E fodl Vi o p ¥

Lo RLse A RSy c By C 1ot

B4 EF A BA A 005~035 2 F o &F op R4 T BET

P
A S s L3 I m?/}{ mx)@f’ggﬂ’gp %3 0.05 F >

Rt E R E E5 ) IR LA e FETE o

FA WA EIREn BAFE (n EIH LG M) RIE S

A2 5

_V.C 1- (N+1)x" +nx"*
C1-x 1+(C 1)x —Cx"™

P
He » X= P FN=1pF > 230 5 Langmuir s %S 42
0

Ao F N =oco @ > g w5 BET & i 3 42 3V
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Amount Adsorbed

B 3-27 EF R % 7] A

rressure

3-8-2BET 2 & ff 2 3+~ - 2RI TR %

PRz 2o FRITJI* BET 358 2 g BARAT 2§ » 3
12 g oo B8 0.200~0500g 2 A BN FEE I UE Y S 2R
o il rfEERrREN o BT EFE %“Kf:p (Degases) fw
PEZ TR e LR G kA E R A o AR

(Degases) # 2fs » ¥ S E X H T B L HB AT R &A1

EEERBESNRET Y B FOoNRSS R
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I 2 »‘.—

BT RSB F R 2

M
;E
|k
W
Ly
_{_x
(\x
e
)2
4

¥ i

ek

g

S
o
bt
AR
b
\_.
o
B
A
FE
A=

ﬁmfi(’10162nm) B A At T

/Jw&’gg‘%ﬁo\;}%?%Q&%%%%/Jsggz_@ﬁ% ﬁ—/\:”r/}é"év\mln ’:‘(@.r?‘j“_%’:]’ﬁ

2

\
=\

=

2ol € BB E doecitid 52 PR

NS

s

Bl EE_K; M o3l E A

et

AR

Hoid F o e B e L7 - Rl S5 A
L& = i i g z 3

]:J\;_]:L. L ’J'Li_'l‘,z ,lE—F— Lﬁa_&ﬁ_mz\ " #% g %ﬁgé;’i fg A\%%ﬁjl ,;E_I\. o

BET #7% i B2 #74] 5 Micrometerics ASAP 2020 -
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39 B A4S E TR R 553 4 47 (ICP-AES)

B8 E TR R HHLFATE 7 L 84 T H(ICP)
TLRBRK THF BRI 0 BB R R A BT R F KK
AR B - E - BAZARIFINIFEINRE O F D2 AR
FEG N ) BRI RF A L P D P e
Pl kHRNERE S BRERVENARBE LR > RTEA
Fro FL TR EHREY AEAE DA AL R A E R DA AT

PRA% o

ICP-AES ¥ 4 47eh % ¢ i 80 44d > 157 M 28 » pot 8
BT TR A R S L B e F P kiR - B
45 AE LI A ICP-AES VA LA i - PN RET e
Fafplafesd t 232 kA V- BiRFARET bR LR

SR ER o

AR RS R FHM o FltF L HE RH R RS e g
R TS AR L ER AT RA LT ECFRAPLETLREY ©

%A oar¥ & ®B2 A8 L 48 K Kontron » S-35 o
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3-10

3-10-1 R % # &

S ke R R s

# £

& &5

it Faapg (V)=
k&4

H2PtCls « 6H20

A (N4 -k & 5
Fe(NO3)z » 9H20

A s (i1 -k fedr
Cr(NO3); « 9H,0

aisk () K &
(CH3COO)2Ni * 4H20

I 4 e 4
CrCuOs

NiAI203

3-3

g

Dicarbonylacetylacetonato
rhodium(l)

Palladium 10% on carbon

Ruthenium 5% on carbon

Ruthenium (111) chloride hydrate

Rhodium(I11) chloride anhydrous

Hydrogen
hexachloroplatinate(1V)

Iron(I11) nitrate enneahydrate

Chromium(1II) nitrate
enneahydrate

Nickel(Il) acetate tetrahydrate

Copper chromite barium
promoted

Nickel Aluminun oxide
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http://www.ehsy.com/product/2/254302.html
http://www.ehsy.com/search/Dicarbonylacetylacetonato
http://www.ehsy.com/search/Dicarbonylacetylacetonato

2,2-bis(bromomethyl)-1,1-biphen

BrCH,CgH4CcH4CH,Br ALDRICH
PAV R VST g VAN o ) yl 99%
4-Bromo-N,N-dimethylaniline
BrCeHsN(CHz)2 ALDRICH
97%
F b4 o . PROCHEM
) Lithium chloride
LiCl 99%
P PR Allyl alcohol SHOWA
CH2:CHCH20H
%
Hexy Alcohol TEDIA
CHs3(CHz2)aCH20H
I 7 AE
ETR 1-Butanol ECHO
C4H100
v F
Toluene low water JT.Baker
CesHsCHs
7z 4 vy
Tetrahydrofuran TEDIA
C4HsO
3-10-2 R 2% # 18
% B aF 99.9% Hydrogen LEF 1
BHAFE F 99.9% Nitrogen LEF 1
Z & T9%N,, 219 . o
24 19%6N2: 219 Air L QEE R
O,
B A& F 99.9% Argon P Q=S
i ] Liquid nitrogen ik F 1
B & % 90%Ar+10 .
we v ¥ 0 Mix 3;_;? “
R e
90%Argon+10%Hydrogen
% H, g ydrog
REF L RES A |
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3-10-3 ¥ 3K &

b TR
%4
UV i ipl %
HPLC i
HPLC % 44

L

A5
5850E series
Model 5878

Tl

Type K
04644-series
4842 (600ml )
XB 220A
CDV-60
OMNI-LAB
L-4250
LC-10AD

CTO-10A

Cis
250x4.6 mm ( Spm )
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Brooks

Brooks

AN

g
Rt

%

W

A

g
i)

%

R

PARR

Precisa

N3

VAC

HITACHI

SHIMADZU

SHIMADZU

HYPERSIL




YFr¥ REREFEHB

ATV A G BING o B - eI RET R ER
T NAERME A L RLGA B AR F R it FEE 4
[ gav b F oM R AR EEZ AP $ZNP AT R E
i T o B E & BIEAe L S g RS TR A R g
FERFSAF RERE S -t B A HBA o
HMPA) o 5 2 30 R P8 F £ £ B4 2 44 L 4 ~ 48 5 1
B - B R T 2 s X EEUE K H R (XRD)
&2 F bRk R (FT-IR) ~ #4538 7 + kst (TFSEM) ~ 7 35 3¢
&+ Rsl (TEM) ~ g 48 & € IR = 3 &£ 3# 2 4772 (ICP-AES)

2 358 X B4 & (EDS) % R Bie (74 47 o

j\’_‘g‘i—’tﬂ)’é.\?’ln\é\’l‘}"rgﬁg} .

Al FHBEENF
42 R FiEA
43 HBAfrHMPA 2 & i £ i

44 F PR L A
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41 BB F

~

s

FALERP DLW IR R o # WE DR ¢
N TR RE T RS VR T AR TR

s B it F 4a(n) 2 4a(i) s bR R AT S N AR T

llyl alcohol
allyl alcohol i 1~ 50 = L2V 31C0N0D congunen 3 0

(allyl alcohol) ;,

......... (4-1)
_ (allyl alcohoal) ;, - (allyl alcohol) .., «100%
(allyl alcohol) ;,
o . . _ (HBA)
Al L 4 e e TR 4-2
BN TV (42
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4-1-1 4k EPEpe R BISBI ehF BdF i

4-1-1-1 BREE@ENMF BB E (Rh-BISBI f§4 )

BEAFEHNAGRECFORET < d & 41 ¥ A 65CHr

)

85C kit F A7 5 I3 nfi v RFEARF PHEL 7 2 B

Rl

R BEHE T2 i @ B i A o

% 4-1 i & % Rh-BISBI F 52 #

wE Allyl alcohol # i &% n/i * &
65C 51. 82 3. 304
75°C 53.53 3. 414
85C 52. 32 3.208
LEL A
FRPFER 15 " FMf 152~
FRBEE 135 CO/H2 & 4 : 200 psi
R Rt LR 1022 25 BISBI : 0.093 =

73


http://www.ehsy.com/product/2/254302.html

4-1-1-2 pERFT &gt F e F (Rh-BISBI 4 )

FOEARFLR 65C » Risd P& BEEFRES Fe A kAR
Co L R A2 PR E T U ERREHE LS 2Ry BER
VI R ER S F BT [ PE 3] 54.45%:dk v & 1 & 4.254
i bl B2 R R E T LR B0 AT P
Bt g VA a N ke ABAE R RE e AR BAR

5o 2B T AL BB Fa Rt I EE R o

% 4-2 p= R4 Rh-BISBI & 2. 8258

P Allyl alcohol #& it % nfi +* &
3 /| P 34. 53 3. 488
5| P 54. 45 4. 254
T iE 2
F R R 65T "Rl 15 ¥ 2
PHFHBEL 35 CO/H2 /& + : 200 psi
CEACERA AT R D011 25 BISBI : 0.0465 i
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4-1-1-3 pei-MkR I 5 BB (Rh-BISBI)

d % 437 L3 e AHE 8 Rh ant b pF € P &g cn's i
Wit o A PRh b5 27 5218 3] 54.5%%H i 3 &7 4.254 infi v
IREE: B19--L VR R ST N TR R B 5 0 ST
e d B E I M 0 F ek KT LR EE L 0 PRN

FAlE 2 €7 RiEE KBS -

% 4-3P/Rh :* 5% Rh-BISBI 7 fi 2. %8

P/Rh Allyl alcohol # it &% n/i ‘* &
2 54. 45 4. 254
4 39.5 3. 045
T iE 2
FReif B 1 65 R 15 &
FYmpEE f 35w CO/H2 & + : 200 psi

SHACERAEM LR D011 25 BISBI 1 0.0465~0.093 i

F RPEFERF.5 P
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4-1-2 11 3 - 4 % Egipe A BISBI thF R ¥F i

4-1-2-1 pet-MERHE L F RHFE (Rh-BISBI)

&= BISBlI chpfiz 5 7 @ d e o * § B~ Lk &
BISBI > % 4-4 %% P/Rh +* (2 8248 PIRh % 2 P4 51.7%¢hi it &
3 421 eonfivt )0 @ P/IRh 5 4 P53 41.48%3% it 5 &2 3.159 nli
W w L PIRh et b2 ¢ B33 P/Rh v Behig % > 2 B % 5 B

R SRR IR/ I NE s P ER S 28 S

# 4-4 PIRh +* )% Rh-BISBI &~ i 2. 82 5%

P/Rh Allyl alcohol # i %% n/1 '“ &)
2 51. 7 4.21
4 41. 48 3. 159
T iE 2
F g Rt 65C R 15 &
FYmpEE f 35w CO/H2 /& + : 200 psi

ARt E R 011 2% BISBI: 0.0465~0.093 i

FRPEER.S ] P
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4-1-3 4P ph§ pe = A (N-P) ek B3

4-1-3-1 BREEIEF BAEE (Rh-N-PFE)

% 4-5 B iR & Rh-N-P ff 42 %255 65°C ™ § 45.61% i it
F4r 1.628 einfi vt 5] 75°C ™ F R G 47.76%:0iE i 5 {v 1.35 ehnfi
Wbl S RE R R 4 < 38 NP e g snfio

ik 143t BISBI thF pi % o

% 45 8 B % Rh-NP & fip2 B K

wR Allyl alcohol # i &% n/i * &
65°C 45. 61 1. 628
75°C 47.776 1.35
LS
FORERES ] pE "R 1524
FYREE 135 CO/H2 & 4 : 200 psi
ZRA AR itETE 022 25 N-P fz -2 : 0.093 5
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4-1-3-2 F R FEEmtF BB E (Rh-N-PFH )

% 45 2 % 4-6 20t BT 5 NP/Rh ik B 7 4 fcendh 3 4
ko p B R R RIT P ARG IRE N o g /i gt bl

it NPIRh ER N2 E L B2 < iz 5 I NP dmck s 4

'I"_"l\ “

;24 BISBI % g o

% 4-6 PR ¥ Rh-NP &~ Jig 2. 3258

P R Allyl alcohol # it &% n/i &
3 /| 15. 23 1.45
5| P+ 49. 60 1. 64
T iE 2
FEE R 1 65C R -E T SR
PFBEE 13w CO/H2 /& 4 : 200 psi

ARt EEE D011 25 N-P fe = & : 0.0465 5
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4-1-4 & fhfei= R & hF BIE

4-1-4-1 4e > 3 3 b= F A3 Rh-BISBI ¥ & pgfs & i e 8

d 47 Bgom 54 r = F ApRfR A 0 TR e % BISBI/3P
Wpl 1 pEF o Y F L 98.9% 1 &2 2,154 Hinfi v b o et Bt 3
0.25 FIME L FF A HFRATE » iV HEF = FHER T
5@ 12 BISBISBP & 0.25 FF nfi v £ 3] 6.247 & ¥ UM IR

e Z FEET BN AE NN o

Z 4-T7 4v % b b = 3R Rh-BISBI £ 2o 32 58

BISBI/3P Allyl alcohol # i %% n/i + |

1 98. 9 2.154
0.5 99 3. 97
0.25 67 6. 247
LA
F iR &R 1 65C TRFHA 15 S
ﬁ'{'fﬁﬁ*ﬁi:&‘_ 13 CO/H2 /& # : 200 psi
“RA AR rALEE D011 25 BISBI : 0.0465 s
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4-1-5 B B pe i fhem R

4-1-5-1 F Fevd B AHEELF RO

A8 Hm D B AT R R ik o 1 58 T 5] 98%

e o it bl BREER O Z FREF FEF 2T i EdIinfi 22 3

= T

+ > DIOP ¥ r1i 5| 8 #& 1 & 2 #2373 ehnfi v > DIOP st i @ i

1 BISBI - $E 4% E_HEasfietl 7 IEP S5 BT 0 ock A /i

Ll ,’;ﬂJ o
304-8 4 xR R AHF B2 B
fie i+ 28 Allyl alcohol #& i+ &% n/i * &)
B ¥ 98. 85 2.15
DIOP 98. 03 2. 848
F g
F R R 65T TR 15 ¥
PHBEER P35 CO/H2 /& # : 200 psi
Rh#£ :011 25 BISBI : 0.0465 %
FREPEFRS | pF
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4-1-6 #73 peiziehl BR 5+ F

161 0 p S g B e L R

7<) 4-1 &g DIOP £ PPH3 7 #a% # it & » & * BISBI & § &
v h L F PRAE B 0 B8 ] 4-2 ¢ T 1 I BISBI § F 0 nli
FH b P IR DIOP & 2.848 chinfi vt b0 410 5 BT 0

# & n/i v

conversion vs different ligand

100

80 -

60 -

40

conversion (%)

20 4

diop bisbi NP PPH3
ligand

B 4-1 % fe e iz gh2 i 5
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n/i vs different ligand

5_
.. _
— 3
2_
1
0 T T
diop bisbi NP PPH3
ligand
Bl 4-2 % fe iz nfi vt i
R R iE
F B R 65T 7 OEREAE 15 %
PAREER 35 CO/H2 & 4 : 200 psi
FEPERS ) pF DIOP/Rh =2
BISBI/RH =2 N/P =2
PPH3/RH = 10
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4-2 ERpe A2 FiEe 7
4-2-1 B »xit & Ap K 17k (HPLC) 2 & 47

#-sample i1 » HPLC » ]2 38> WHI B 4 2% > 117 2
0P A Bk 8 peak SF g PE 0 B 4-3 B 7 & 18.5min A 48
7 BISBI edF g > 49min #7 41 e E s a4 el F g o

% 4-9 HPLC # ¥ PR

sample Time ( min )
Tetrahydrofuran 5.9
BISBI 18.5
2,2-bis(bromomethyl)-1,1-biphenyl 49
6 g
64
2 . & 1
Z-M
0+
0

20 40
minutes

Bl 4-3 BISBI jA & /i § P 4 45 B
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4-2-2 B2 E b REFRFT-IR)Z £ 47

Bl o FodRign o TS RED G F i Ay
A - B4-4-~45-4-6 »% 5 F WF BISBl &2 & -k @ #% BISBI #
Fife A2 §F R A e FTIR B2 o B 4-4 57 b 3
1500em™ % ¥ Tk g pcik > 500~700cm™ L Br #EpcE o 7 oa LA
S F s B ow o B 4-5 Bt & -k BISBI & 3400~3500cm™
] 1ok i F s 0 W 4-6 BT § EEfe A T %

1550~1640cm™ 4 § chgd e » 7 U FTEA A L A A o

BISBI (no water) (FTIR)

4000 3500 3000 2500 2000 1500 1000 500

0.3

m 0.4
| 0.5

0.6

ABS

0.7

—— 1/cm vs ABS

0.8

1l/cm

B 4-4 Hrape =8 BISBl 22 FTIR B3
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4000

3500 3000

BISBI (FTIR)

2500

2000

1500

1000

500

0.0
|
0.2
0.4
—— 1/cmvs ABS 0.6
1l/cm
B 4-5 & -k gFmipe =4 BISBI 2. FTIR Bl
NP (FTIR)
4000 3500 3000 2500 2000 1500 1000 500 0.0
0.5
1.0
(99}
m
<
1.5
2.0
—— 1/cm vs ABS
2.5
l/cm

B 4-6 § #hfe =3 2 FTIR M
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4-3 HBA4frHMPA 2. & it & J

hiz- BRELBIN S -FRIFmEF RISL A B AL

i

( HBA)#2 ( HMPA )£ s 0 & ff4id f @5 A H 14-7 -

(BDO ) &35 B3tiy > & - F0ifi# 458 F @A S P8RS

BRIE S 4P E E A — R BIEL R - R

Tl HE REME A K g Z i Al B vk F E(PBR) 4

-\

=S
7%

ﬁa-k/ ﬁ‘% F\‘:'m}: f%l'—»— I‘L j\)‘J' ﬂﬁ}@l‘l-% °

0o H o
/\/OH +CO+H —> HJ\/\/OH + /\QOH

ALLVL ALCOHOL HBA HIPA
0
—_—
HBA BDO
H. _O
/\g/
OH  h, HO W OH
—_—
HPA PO
@)
ALK
P O ¢ )
HO ,
BDO THF

/\/\/OH *
HO 3 @)

BDO



4-3-1 P8I F £ & BRI HBAIHMPA & * F %%
4-3-1-1 Ru@SiO2 g &
(A) RU@SIO2 fR#- %7 BB R T HE ©* F Benfi 58

4. 4-10 2 B 4-7T B g F R B et 2 > HBA &2 HMPA # i 5 %
F 3] 99% 0 A4 120°C ¥ i 7] 61.14%+ BDO # & » & 4-10 % B 4-8 &
TYHEREH R TRBAS T P REORS > MPO ASFRIEFER S
Aa T EEREEERMPOE 2L > GBLYMEF R A
et AL g Ao > & 120C POH A F B D3t H s R > 97
M A 120CH BDO ehg Pk #R § 0 23 THF A £ F 5 & %

EAE S LSS B

_—

304-10 R HE R 2 B

Temperature 95°C 120°C 150°C 180°C
HBA conversion (%) 99 99 99 99
HMPA conversion (%) 99 99 99 99
. yield %
Temperature(C)
BDO MPO GBL POH 27 pr THF
95 50.45  27.59 0.70 12. 46 4. 36 0.14
120 61.14  12.06 1.09 10.23  16.11 0.19
150 54. 76 2.777 2.13 15. 71 29.5 0.13
180 52. 08 0.50 2.91 14.46  30.43 0.5

3 S if

F EpER c 3hr F Rt %84 - 50ml
FAHEE  0.4wt% Hz2 & 4 : 1000 psi
F gy nli; 2
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conversion (%)

yield (%)

use 0.4wt% Ru@SiO2 catalyst on 1000psi

BN HBA (N) [ HMPA (i)

100 —

80 4

60 -

40 -

20 4

0 T T T

95C 120°C 150°C 180°C

temperature

B 4-7 Ru@SIO2 jf 447 iR B T 2 g it ¥

use 0.4wt% Ru@SiO2 catalyst on 1000psi

100
mmm BDO
== VPO
go | mm GBL
W POH
ISOBUTYL ALCOHOL
THF
60 -
40 A
20 -
0
95¢C 120°C 150°C 180°C

temperature

Bl 4-8 RU@SIO2 f4-t7 il B T 2 A &
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(B) RU@SIO2 f 4Lt | B + T #& 1 £ i chils 5

BiE % 1000psi T o0 F R - B R F g F A 120°C T otk
¥ BDO eriE & Mt fdF > F]P B 28 B 120°C T4 A - HR A o
2411 2 B A0 Er g ¥ R4 cht 27 B 5B 9 BDO & F > 4p

PLoT o R BDO AF LS MPOEF RS Mo &

1

ol 4
T B 0 @ ﬂﬂﬁ%j}‘&‘gﬁét,fﬁi Hivéd o H A MAF
B e 33 AT RBBER S A F pEF b ¥ URBE T B

d MPOiER & i*m &4 e

o 4-11 B4 3 ik B2 B

Pressure 400psi 800psi 1000psi
HBA conversion (%) 99 99 99
HMPA conversion (%) 99 99 99
. yield %
Pressure (psi) N
BDO MPO GBL POH 27 THF
400psi 44.58 23.48 0.59 22.09 8.87 0.22
800psi 50.93 18.78 0.94 16.59 11.40 0.22
1000psi 61.14 12.96 1.09 10.23 16.11 0.19
NS
F PR 3hr F 484 - 50ml
FAHEE 1 04wt% AR 120C
F gy nli; 2
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conversion (%)

yield (%)

use 0.4wt% Ru@SiO2 catalyst on 120° C

B HBA (N) T HMPA (j)
100

80 A

60 -

40 -

20 4

0 T T T

400psi 800psi 1000psi

pressure

B 4-9 Ru@SIO2 jf 447 B BR 4 T 2 g it

use 0.4wt% Ru@SiO2 catalyst on 120° C

100
N BDO
Hm MPO
I GBL
80 1 mmm POH
ISOBUTYL ALCOHOL
THF
60
40
20
0 .
400psi 800psi 1000psi

pressure

Bl 4-10 Ru@SiO2 ff4te? I /B4 = 2 A %

90




(C)RU@SIO2 4% B PR T 43 i F el 35

3 412 LR PR E > HBA & HMPA # 1 % & 3+ 2 chsp.
% o F b= o] P¥ HBA 22 HMPA # 1t 5 % i3 5 99% » o 4 4-12 % [
4-12 357 & e PER 34 » BDO & MPO 2 % + < » GBL ¢ 8 = fi

LEFPHRLE a2 RS s e o

o 4-12 PRI IV F B2 B K

Time (hr) 0.5 1 2 3
HBA conversion (%) 37 54 77 99
HMPA conversion (%) 53 58 95 99
] yield %
Time (hr) N
BDO MPO GBL POH 27 THF
0.5 9.85 14.23 0.41 15.32 1.74 0.13

17.6 17.66 0.62 18.6 1.82 0.18
35.96 24.94 0.44 18.84 4.61 0.13

3 5045  27.59 0.70 12.46 4.36 0.14
F o ik 2
F e 2 0.5hr~3hr F 4 44 - 50ml
FAHEE 04 wt% Hz2 & 4 : 1000 psi
F R4 nli 2 R 95T
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conversion

yield (%)

use 0.4wt% Ru@SiO2 catalyst on 95°C

100 __
B HBA (N) ]
C— HMPA (i)

80 -

60 - -

40

20 -

0 T T

0.5 hr 1 hr

2 hr 3hr

reaction time

B 4-11 Ru@SiO2 ff 4t

]F%@Tiﬁﬂ$

use 0.4wt% Ru@SiO2 catalyst on 95°C

60
Emm BDO
s MPO
50 1 mmm GBL
s POH
ISOBUTYL ALCOHOL
40 - THF
30 A
20 A
B II_I IIJ
0
0.5 hr 1hr 2 hr 3hr

reaction time

B 4-12 Ru@SiO2 g -
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(d) 471 &% § 34 SiO2 + 2 XRD 4 44

B 4-13 = Ru@SiO2 f§ 42 XRD ek 70 & 4718 | H & fcyesdid

@ 20=39°, 44°, 46°, 56°, 68°-

Ru@sSiO2 on XRD analyze

1200

1000 A

800 A

600 -

intensity

400

200

10 20 30 40 50 60 70 80
2-theta

B 4-13 Ru@SiO2 j§ 4 XRD H]
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(E) RuSiO2 j§ 452 SEM 4 17

Bl 4-14 3 B 4-17 ¢ E41* 7 § 4% 400°C < Ru@SiOz f 4 »
7B F T4 SEM ArdpiEanBl F oo AT UE R B IRE Sk

B RO L DI - A AR P TR R A 2 F g R
e BN S T LR e B g B A BT e
Pk o B 4-16 2+ 70000 B 57TV 00 L EF P A OR R
ol > e A PET R jEd RTEM ki 8- HIFdefr f 5o

5 e
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SEI 80KV  X50( 10uym WD 9.8mm

100nm WD 9.8mm

SEI 8.0kV  X40,000

B 4-15 Ru@SiO2 fff 42 TFSEM [ (X 40000)
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SEI 80kV  X50,000 100nm WD 9.8mm

SEI 80kv X70,000 100nm WD 9.8mm

B 4-17 Ru@SiO2 j§ 2. TFSEM B (X 70000)
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4-3-1-2 Rh@SIiO2 g &

(A) RN@SIO2 fE i &7 B AT HE 1 £ b

24132 R 418K TF iEAE L CHBAE I AR 0~
# 4 150°C~180°C » HBA & i & j5_65%3% < 7] 96% » HMPA # it =
% 120°C @ £ 99% > % 4-13 2 [§] 4-10 %577 5 48 & 243t 3 BDO
A% & 180°C+F i F] 51.03% > MPO & F ™% » B~ g+ 2
7 #5428 I POH ¢h4 51t 2 % Ru@SiO2 3 4e 2% 5 » 7 it B g4k

ERPL O nFF oS F T BT A fES® S POH -

30413 BRME F Bz B

Temperature 95°C 120°C 150°C 180°C
HBA conversion (%) 24 62 65 96
HMPA conversion (%) 86 99 99 99
Temperature(C) yield %
BDO MPO GBL POH 27 p THF ®lA+
95 10.37 851 121 527 1212 041 10.12
120 31.39 5.24 1.23 18.77 13.54 0.14 7.72
150 3055 255 190 2022 1191 0.28 6.68
180 51.03 1.13 217 2256 2085 143 2.52
9 5 1% i
F RFEFR 3hr F 4~ 884 - 50ml
A€ & 0.4 wt% Hz & 4 : 1000 psi
F R4 nli:2
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conversion (%)

yield (%)

use 0.4wt% Rh@SiO2 catalyst on 1000psi

B HBA (N) 1 HMPA (j)

100

80 A

60 -

40 -

20 4

95T 120C 150°C 180C

temperature

Bl 4-18 Rh@SiO2 fJ4L 77 b8 B T 2 1t &

use 0.4wt% Rh@SiO2 catalyst on 1000psi

80
EEN BDO
MPO
mE GBL
60 - POH
B |SOBUTYL ALCOHOL
W THF
-
40
20 -

95T 120C 150C 180°C

temperature

B 4-19 Rh@SiO2 fJ4ite? iR T 2 & &
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(b) Rh@SiO2 f -t b B+ 4§ 1t £ Jy s 5

% 4-14 2 B 4-20 v /&4 ¢+ 2§ #42r HBAHMPA 3% 8 #
¥4 4142 Rl 421 Kor BDO &2 &7 FR A 5 - AR H e @ H
fro AR REF NP MPO GiA SR T 0 T A AR A

1000psi & ek Big 2 T HFEIRMPO 2 2 4 2% 2 4 2Bz

Rl
3 4-14 B4 G F Rz BE
Pressure 400psi 800psi 1000psi
HBA conversion (%) 63 89 96
HMPA conversion (%) 99 99 99
_ yield %
Pressure(psi) n - -
BDO MPO GBL POH £7f THF ®AH
400psi 2528 0.86 244 1763 1229 091 1847
800psi 30.55 0.88 235 16.84 1629 2.06 8.01
1000psi 51.03 1.13 217 2256 2085 143 2.52
R B E 2
F R 3hr F R4 484 - 50ml
fAEEE 1 0.4wth B R 1120°C
FREdonli:2
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conversion (%)

yield (%)

use 0.4wt% Rh@SiO2 catalyst on 180° C

B HBA (N) T HMPA (i)
100 -

80 A

60 -

40 -

20 4

0 T T T

400psi 800psi 1000ps

pressure

B 4-20 Rh@SiO2 4Lt o /R4 T 2 b &

use 0.4wt% Rh@SiO2 catalyst on 180° C

60
EEm BDO
MPO
S0 1 mmm GBL
POH

BN 1SOBUTYL ALCOHOL
40 { W THF
-

30 A

20 A

10 +

400psi 800psi 1000ps

pressure

Bl 421 Rh@SiO2ff4ite? /B4 & 2 & %

100



(C) kit &4 § §3+ SiO2 F 2. XRD 4 #7

Bl 4-22 5 Rh@SIiO2 f§ 4 XRD F 4 47 B] > 4 47 17 3| 4 e s i

@ 20=14°, 22°, 41°, 44°, 45°, 48°, 56°, 65°, 70°-

Rh@SiO2 on XRD analyze

1200

1000 A

800 A

600 -

intensity

400

200 l JN h

10 20 30 40 50 60 70 80
2-theta

Bl 4-22 Rh@SiO2 f§ 4 XRD
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(D) Rh@SIO2 j# #-2. SEM 4 7

Bl 4-23 1 B 4-26 ¢ £41* 7 § 4% 400°C 7 Rh@SiO2 j§ 4-2. SEM
Bl > AW 4-23 7 125 d12c % 5000 & F cn SEM ¢ o Rh 45 1% %
Fenptr| - dem ¥ F A8 - < Bl 4tk 0 B 4-25 2B 4-26 & 4
= 3T+ 20000 ~ 30000 # » izt B FAFRT 1L G £5 7] Rh@SiO2
FRdeenjk > — J- 3Eendl 4R b - 42> @ ¢ 12 Ru@SiO2 - 3 % %

TEH
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3mm

SEI 50KV X5000  1um WD 10.

Bl 4-23 Rh@SiOz j§ 42 TFSEM B (X 5000)

) . . 43 »39
SRS SN e S AR
SEI 50KV X10,000 1pm WD 10.3mm

B 4-24 Rh@SIiO2 fff 42 TFSEM [l (X 10000)
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7; & 1 —a < 2 ! — LJ T '.
50KV X20,000  1pgm WD 10.3mm

B 4-26 Rh@SIiO2 fff 42 TFSEM [ (X 30000)
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4-3-1-3 PA@SiO2 fg 4%

(A) PA@SIO2 427 i R ™ $H4 1 F R crs 5

% 4-15 2 @) 4-27 %7 Pd@SiO2%E:8 & + < > HBA &2 HMPA #
L EBE RE o 24152 BABETE A RfESEEERT TR
ot FRETBLLGTEEASY DA A TR A Foa A
POH g & F 2341 A5 > 75 POH §.d R fgiE R Wit m ¥2

ASH A 2 G 7R SR OERETF @ S5

% 415 BRI M F Rz B

Temperature 95C 120°C 150°C 180°C
HBA conversion (%) 25 39 63 83
HMPA conversion (%) 95 98 99 99
ield %
Temperature(C) Y -
BDO MPO GBL POH £7f THF ®lA+
95 3.79 1.94 0.91 3.47 12.10 0.76 27.54
120 12.64 256 1.32 71.22 1255 014 22,67
150 3439 0.55 191 19.40 13.71 031 12.42
180 41.20 0.22 3.36 26.18 1240 1.88 6.11
3 S i i
F PR 3hr F 4~ 884 - 50ml
AL E  0.4wt% Hz2 & 4 : 1000 psi
F Ry nli:2
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conversion (%)

yield (%)

use 0.4wt% Pd@SiO2 catalyst on 1000psi

B HBA (N) T HMPA (i)
100

80 4

60 -

40 4

20 4

0 T T T

95C 120°C 150°C 180°C

temperature

B 4-27 PA@SiO2jf 4% 7 PR R T 2 # i ¥

use 0.4wt% Pd@SiO2 catalyst on 1000psi

60
I BDO
MPO
50 1 mEE GBL
POH
I |SOBUTYL ALCOHOL
40 - s THF
30
20 A
10 1

95°C 120C 150C 180°C

temperature

1 4-28 PA@SIO2 fJ 417 i@ A T 2 A %
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(B) PA@SIO2 f 4% T IR 4 T $4F 1 5 fis ol

% 4-16 2 B 4-29 Bi7 & £ B DR 4 A 4o 3 HBA &2 HMPA
i ek 2§ sck e £ 4-16 2 B 4-30 B om OB (F D] RS

R A& B2 s RSB ARV RS T s £ RER

Mg it enhf o @ % PA@SIO2 ff 43 4 R 4 F - ¥ 1133 BDO
d -

% 4-16 B4 I M F R BE

Pressure 400psi 800psi 1000psi
HBA conversion (%) 44 69 83
HMPA conversion (%) 99 99 99
_ yield %
Pressure(psi) n - -
BDO MPO GBL POH £7f THF ®AH
400psi 17.25 256 233 1065 3.63 3.87 1756
800psi 18.32 255 150 21.08 1237 179 10.12
1000psi 4120 0.22 336 26.18 124 1.88 6.11
R B E 2
FREFER 3hr F 4 %8 4% - 50ml
FAEEE  0.4wt% AR 1180C
F 4 nli:2
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conversion (%)

yield (%)

use 0.4wt% Pd@SiO2 catalyst on 180° C

B HBA (N) 1 HMPA ()
100

80 A

60 -

40 -

20 4

O T

400ps

800psi 1000ps

pressure

B 4-29 PA@SiO2ff -7 b R4 T 2 & it &

use 0.4wt% Pd@SiO2 catalyst on 180° C

50
EEm BDO
MPO
EEN GBL
407 POH
BN |SOBUTYL ALCOHOL
. THF
[ e
30 4 il %4
20 A
10 A

400psi

800psi 1000psi

pressure

B 4-30 PA@SIO2ff 457 R4 T2 & X
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(C) g i &4 § §3+ SiO2 F 2 XRD 4 #7

B 4-31 5 PA@SiO2 ff 42 XRD A 45 B » A 45 18 F| 3 fic s 5o

@ 20=14°, 21°, 40°, 46°, 68°-

Pd@SiO2 on XRD analyze

1400

1200 A

1000 -

800 -

600 -

intensity

400

200 A

10 20 30 40 50 60 70 80

2-theta

B 4-31 Pd@SIiO2 j 45 XRD &l
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(D) PA@SIO2 f§ 4%-2. SEM 4 17

B 4-32 1 4-35 ¢ A1 * 3 f 4% 400°C # PA@SiO2 ff 4-2. SEM
Bl > B 4-32 2+ 1000 & % T SEM B ¥ - ¥ 125 FI3F 5 ] o
2oEh B AT T M B 4-34 ¢ 810000 B i 5o BT 1
BEA BRI > bt FleEe g F £E - - % B 4-35
# 2+ 30000 & > B & “TEs R~ Ru 4 $deg o] Sk

Ao iE- 3E- RV A ) ] BRIk e o
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LBt Sh

50kV  X1,000 10um WD 10.0mm

e ttteali

SEI 50KV X5,000 lum WD 10.0mm

® 4-33 PA@SiO2 jf 2. TFSEM & (X 5000)
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s 4 o RPIS; &

5.0kV  X10,000 Tum WD 10.0mm

SEI

50KV X30,000 100nm WD 9.9mm

B 4-35 PA@SiO2 ff 42 TFSEM @ (X 30000)
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4-3-1-4 Pt@SiO2 ff 4%

(A) Pt@SiO2 fR 4.7 BB R T HE L F R

4. 4-17 3 B 4-36 &1 48 T Pt@SiO2#  F ix £ » 8 B & 150C
PR L ’3‘/7‘%}99 BMak$  FTEFEOERRCRY EEMEHRD
HBA: % 4-17 2 B 4-37 %7+ BDO 4 & — H S FH A& 1 = & 3 o »
AF AP A 410 ST E R Rp i 0 2 AT &
PR OFEERE EFAPIFEHAMAEES £ {Fa? 2R oD

F it LB

30417 SBAHE R B BB

Temperature 95C 120°C 150°C 180°C
HBA conversion (%) 21 67 78 87
HMPA conversion (%) 62 72 88 99
yield %
Temperature(C)
BDO MPO GBL POH 27 p THF ®lA+
95 1445 17.11 0.35 0.22 2.07 0.11
120 40.10 16.83 0.81 0.26 4.60 0.13
150 48.22 1071 132 219 1863 0.72 0
180 5460 153 1.94 542 2594 1.00 2.31
7 e if 2
FORRER :3hr F 484 - 50ml
A€ & 1 0.4 wWt% Hz2 & 4 : 1000 psi
F Ry onli2
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conversion (%)

conversion (%)

use 0.4wt% Pt@SiO2 catalyst on 1000psi

B HBA (N) 1 HMPA (i)
100

80 4

60 -

40 -

20 4

0 T T T T
95C 120°C 150°C 180°C

temperature

Bl 4-36 Pt@SiO2 fJ 4t Fif B T 2 & v &

use 0.4wt% Pt@SiO2 catalyst on 1000psi

60
EEE BDO
MPO
50 1 mmm GBL
POH
EEE |SOBUTYL ALCOHOL
40 1 W THF
e W REAT
30 A
20 A
10
O T - T
95°C 120°C 150°C 180°C
temperature

B 4-37 Pt@SIO2 447 FER T 2 A ¥
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(B) Pt@SIO2 fl4L &7 I 4 T 44 1 £ i chis 5

% 4-18 % B 4-38 Agom HBA chgf it F A& 4 2 B 4em + 2 >
HMPA Rl 4 ¢ 2. = /4 415 & 7] 99%i i+ 5 » 4 4-18 % B 4-39 &%
7 BDO thg F» R4 P2 afiser a3 FBRF T BT @agg
FApA A & 0 7 iE A 1000psi TP ARG (R et o Rl A4 A

BRI TILERE S 4 & BDO -

% 4-18 B4 I M F BB

Pressure 400psi 800psi 1000psi
HBA conversion (%) 65 76 87
HMPA conversion (%) 99 99 99
_ yield %
Pressure(psi) n - -
BDO MPO GBL POH £7f THF ®AH
400psi 22.19 296 214 2165 2447 055 6.35
800psi 24.39  0.90 3.64 2253 26.44 1.00 5.48
1000psi 5460 153 1.94 542 2594 1.00 2.31
R B E 2
F PR 3hr F R4 %8 4% - 50ml
FAEEE  0.4wt% AR 1180C
FEdonli2
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conversion (%)

yield (%)

use 0.4wt% Pt@SiO2 catalyst on 180° C

Il Col2 ] Col3
100 ——

80 A

60 -

40 -

20 4

0 T T T

400psi 800psi 1000psi

pressure

Bl 4-38 Pt@SiO2 ff4ite? b B4 T 2 i &

use 0.4wt% Pt@SiO2 catalyst on 180° C

60
EEm BDO
MPO
50 1 WEEE GBL
POH

BN |SOBUTYL ALCOHOL
] mmm THF

40 A

— i

30 A

20 A

10 +

400psi 800psi 1000psi

pressure

Bl 4-39 Pt@SiO2 {4t o B4 T 2 & %
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(C) gaft &4 § §3+ SiO2 F 2. XRD 4 #7

B 4-40 = Pt@SIiO2 f§ 4~ XRD 4 78] » A~ 1717 1| H B acyestd A

20=40°, 46°, 67° -

PtSiO2 ON XRD analyze

2500

2000 -+

1500 A

intensity

1000 -

500 M

20 40 60 80

2-theta

B 4-40 Pt@SiOz2 f§ 4= XRD Ml
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(D) Pt@SIO2 j #-2. SEM £ 7

B 4-41 3 Bl 4-44 ¢ T4 * 7 % 4%'E 400°C s Pt@SiO2 jf -2 SEM
Bl > Bl 4-41 & 2x~ 500 % 51 SEM Rl - ff45-f8 & - B < Hch > 7 1§
% ] ﬂlsrsg;n 5 o %4 3 SEM B2 ¥ 5000 & - j& @ 4-42 ¥ ,uéF} A

TR Rt b AT f - B B R
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=

(LN

X500  10um WD 10.4mm

SEI 10.0kV  X5,000 mm_ WD 10.3mm

B 4-42 Pt@SiO2 j§ 452 TFSEM Rl (X 5000)
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~

SEI 100kV  X30,000 100nm WO 10.3mm

~

-

SEI 100kV  X80,000 100nm WD 10.3mm

® 4-44 Pt@SiO2 f§ 42 TFSEM R (X 80000)
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4-3-2 & f§ %% HBA/HMPA & i F 2. % %
4-3-2-1 NiAl203 j§ %

(A) NIAROs -7 FER ™ ¥ it F BB

3 4-19 2 ] 4-46 &+ BDO 22 MPO g '8 B H 4cm T %
POmMASEEA L 2 AR4e 0 BE TG JINHRE GBLAF T
%4 BDO %4 @ ¢ GBL ehag &+ 2 THF & %4 F + 2 chdg ¥ »

iz 8.4 BDO -k a 185 THF »

30419 BRULF BB E

Temperature 95C 120°C 150°C 180°C
HBA conversion (%) 99 99 99 99
HMPA conversion (%) 99 99 99 99
ield %
Temperature(C) Y - -
BDO MPO GBL POH &7 % THF
95 51.34 23.80 0.80 12.34 12.24 0.15
120 53.16 7.87 1.21 11.79 23.95 0.13
150 50.23 4.22 241 12.01 26.73 0.56
180 47.52 0.57 7.34 10.19 31.26 1.00
NS
F EpER o 3hr F Rt %84 ¢ 50ml
AL 1 2wt% H2 /& 4 : 1000 psi
F 4 nli:2
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conversion (%)

yield (%)

use 2wt% NiAlI203 catalyst on 1000psi

EE HBA (N) [ HMPA (i)
100 ~

80 4

60 -

40 -

20 4

0 T T T T

95C 120°C 150°C 180°C

temperature

Bl 4-45 NiAlOs ff4to? Fif B T 2 8 (v &

use 2wt% NiAlI203 catalyst on 1000psi

100
EEN BDO
MPO
N GBL
80 1 POH
B |SOBUTYL ALCOHOL
BN THF
co | T E AL
40 o
20 -
0
957 120°C 150°C 180C
temperature

B 4-46 NiALO3fI4Lt 7 8 BT 2 & &

122




(B) &1 &4 j % AlOs } 2 XRD 4 #

B 4-47 5 NiAl203 f§ 42 XRD 4 47 8] » 4 178 3

@ 20=37°, 44°, 52°, 63°, 65°, 76°-

intensity

6000

5000 -+

4000 -

3000 A

2000

1000

NiAl203 ON XRD analyze

| H 4 fc e stag

10

20 30 40 50 60 70
2-theta
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(C) NiAl203 j§ 42 SEM 4 45

Bl 4-48 1 B 4-50 5 NiAlO3 &7 I & 5 T “73p # SEM B > B
4-48 @ ¥ 15 3 NIAI2O3 5 - T 5 » 2 i B Fx v g AT
BoF PR WmEe ARG e L2 T apF A F - T

’ 2

FoLL e MRS s 0 F el S AT BRI ana 2
o 7 i E_NIAROs fR4iert £ & f (% > FIN RSB 4 5 0 @

B P43k Bk o

8.0kV  X3,000 Tum ~ WD 10.3mm

Rl 4-48 NiAl20s jff 42 TFSEM & (X 3000)
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SEI 8.0kv  X10,000 Tum WD 10.3mm

B 4-49 NiAl20s f§ -2 TFSEM B (X 10000)

SEI 80KV  X30,000 100nm WD 10.3mm

B 4-50 NiAL2Os j§ 42 TFSEM B (X 30000)

125



4-3-2-2 NiB@SIiO2 ff 4

(A) NIB@SIO2 f - 57 b iE AT R £ A enfs

3 4-20 2 ] 4-52 7 4o+ 44815 0 NiB fJ4-5 s 1s 2 BDO ¢h

b

é_:

4

Bz 34 MPO & » B 7 FERIR 4 > & Bl A S5 R 2 3

GBL % THF + § “EiR &= % @ A& J 3 4o ¥t -

30420 BRUL M F B PP

S AEEFRARL R A PR G R F vk S EF RE

rﬁl}‘g\"') ’

Temperature 95C 120°C 150°C 180°C
HBA conversion (%) 69 78 86 95
HMPA conversion (%) 97 99 99 99
X yield %
Temperature(C)
BDO MPO GBL POH £~ f THF ®A+
95 3064 1730 032 16.67 6.71 0.03 8.56
120 33.35 1138 055 1853 1015 0.12 7.39
150 40.67  6.42 122 1572 2011 0.56 5.91
180 46.57  0.47 298 1254 26.58 1.1 3.89
LN
F EpEE o 3hr F Rt %4 - 50ml

MEE R 0.4W%

F g4 nh:2

H2 /& 4 : 1000 psi
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conversion (%)

yield (%)

use 0.4wt% NiB@SiO2 catalyst on 1000psi

B HBA (N) T HMPA (i)

100

80 4

60 -

40 -

20 4

0 T T T T

95C 120°C 150°C 180°C

temperature

Bl 4-51 NiB@SiO2 f§ 477 g & T 2 g &

use 0.4wt% NiB@SiO2 catalyst on 1000psi

60
EEE BDO
MPO
50 1 W GBL
POH
B 1SOBUTYL ALCOHOL
40 { TR THF
W
30
20 ~
10 A
0 T IJ
957C 120°C 150C 180°C

temperature

Bl 4-52 NiB@SIO2ff4-t7 g B T2 & F
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(B) NiB@SiO2 ff 4 1.7 b B 4 T & (v F i ch§ 35

% 4-21 2 B 4-54 %7 BDO A F 5 F B4 W 4em + 2 H>POH BT

4

%oOMPO A (R T A S BAR LFRI L BAF R

B 7% P 4o o

%0421 BRAHE M F BB

Pressure 400psi 800psi 1000psi
HBA conversion (%) 73 92 95
HMPA conversion (%) 99 99 99
_ yield %
Pressure(psi) n - -
BDO MPO GBL POH £7f THF ®A+H
400psi 2754 042 225 1966 1201 036 19.16
800psi 39.76  1.36 187 1876 24.01 0.66 6.59
1000psi 46.57 047 298 1254 2658 1.11 2.89
L
F PR 3hr F 4 %84 - 50ml
FAEEE  0.4wt% AR 1180C

FEd nh:2
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conversion (%)

yield (%)

use 0.4wt% NiB@SiO2 catalyst on 180° C

B HBA (N) T HMPA ()
100 ——

80 A

60 -

40 -

20 4

0 T T T

400psi 800psi 1000ps

pressure

Bl 4-53 NiB@SiO2 ff4ite? IR 4 & 2 fi it &

use 0.4wt% NiB@SiOz2 catalyst on 180° C

60
EEm BDO
MPO
50 | MM GBL
POH
BN (SOBUTYL ALCOHOL
4o | T THE
-
30 A
20 A
10 A

400psi 800psi 1000ps

pressure

B 4-54 Ni@BSiO2 ff4te? bR+ T 2 g &
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(C) 44721t & # 2% SiO2 + 2 XRD 4 #
Bl 4-55 5 NiB@SiO2 ff 42 XRD 4 45 B » 4 45 18 3| H 3 pc s it
% 4 20=23°, 37°, 44°, 52°, 63°, 65°-

PVP-NiB-SiO2 on XRD analyze

900

800 A

700 A

600 -

intensity

500 A

400

300 A

200

10 20 30 40 50 60 70 80
2-theta

Bl 4-55 NiB@SiO2 j§ 42 XRD &l
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(D) NiB@SiO2 42 SEM 4 #4

B 4-55 1 B 4-58 5 NIB@SIiO2 %7 F & 5 #73p &7 SEM B >

[l 4-56 ¢ %+ 1000 % % 2 SEM B » ¥ 125 J) NiB@SiO2 i 4eh

A=

JpAfol @ 2 g BrRaniEl o 2+ 7] 3000 B BI(4-57) T oL L P A

4-58)> ¥ 11 F % 4 7] NiB@SiO2 ff 4+ £ & - #f— $EFIHRZE &
Az @ 2R - WS A SRR PR A B o BT BB
A3 B P o sk %8 < o Fofid 2 B3pF e
FEFD ekl G v RU@SIO2 fR 4% eI 8 o e 52— Add kR4
wAr kT BT R b SRR S RE G B E RS

HF e o AR T NMEFEY -
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50kv  X1,000

SEI 50kV  X3,000 Ipm_ WD 10.2mm

Bl 4-57 NiB@SiO2 f§ -2 TFSEM & (X 3000)
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SEI 5.0kV  X10,000 Tum WD 10.2mm

) 4-58 NiB@SiO2 f 4. TFSEM & (X 10000)

SEI 50KV X30,000 100nm WD 10.2mm

Bl 4-59 NIB@SIiO2 f§ -2 TFSEM B (X 30000)
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4-3-3 4B & FREL1 HBA/HMPA & © F 2 {5
4-3-3-1 Fe/SiO2 f§ 4

(A) Fe/SiO2 fR 4 te7 kB R T HE I 5 ehB 3

R BT o B R A 4225 B 4-60 A o7

AR T R B

e FF REREST20CH 3‘»%}&4}3
P AT 3% B OHBA & HMPA 41 F &
£¥]461{ BDO“":"@ Jﬁ%;v K&?f/_x?__l"ﬂ*

Bowsokd A THF » # & 57 2 PN R4 48 h g4 -

F 422 BR¥EIT I F BZPE
Temperature 95C 120°C 150°C 200°C
HBA conversion (%) 12 41 52 77
HMPA conversion (%) 33 78 88 99
yield %
Temperature(C)
BDO MPO GBL POH 27 p THF ®lA+
95 1.72 2.38 0.81 6.92 0.91 8.20 7.84
120 1451  1.27 3.26 757 1243 6.12 8.11
150 26.15 0.22 6.21 9.64 1421 3.44 6.88
200 40.54  0.46 455 1345 2433 229 2.11
FoiE 2
K }%EI%F'“ : 3hr F 4~ 884 - 50ml
FAEEE  2wit% H2 & 4 : 1000 psi
E },{%47» nfi:2
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conversion (%)

yield (%)

use 2wt% Fe/SiO2 catalyst on 1000psi

B HBA (N) T HMPA (i)
100

80 4

60 -

40 -

20 4

120°C 150°C 180°C 200°C

temperature

Bl 4-60 Fe/SiO2 ff45- 7 fif B T 2 # b &

use 2wt% Fe/SiO2 catalyst on 1000psi

50
EEE BDO
MPO
40 ] Em GBL
POH
BN 1SOBUTYL ALCOHOL
. THF
30 | A
20 -
10

120C 150C 180C 200°C

temperature

Bl 4-61 FelSiO2 417 g R T 2 & F
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(B) FelSIO2 -7 B4 T ¥ it F B i

% 4-23 2 Bl 4-62 B R4 HE L OB E O RFRA K4 H#
F R4 & 4232 Bl 4638 BDO A 54 + 2 g4 4
POH B ™ * » POH 2. ™ * £_i¢ BDO & = + = e F] s 48 & f 4enis

Leg A2 VR BEDR A VR EER -

F 4-23 B4 ¥a v F Rz B

Pressure 400psi 800psi 1000psi
HBA conversion (%) 54 72 77
HMPA conversion (%) 99 99 99
_ yield %
Pressure(psi) n - -
BDO MPO GBL POH £7f THF ®AH
400psi 13.36  1.83 133 2456 21.64 0.65 5.66
800psi 29.35 1.03 3.72 19.7 2243 1.04 8.06
1000psi 40.54 0.45 455 1345 2433 229 2.11
F o i
F PR 3hr F R4 %8 4% - 50ml
FAEEE  0.4wt% B R 1200C
FEdonli2
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conversion (%)

yield (%)

use 2wt% Fe/SiO2 catalyst on 200° C

B HBA (N) T HMPA (i)
100 —

80 A

60 -

40 -

20 4

0 T T T

400psi 800psi 1000ps

pressure

Bl 4-62 Fe/SiO2 it b4 = 2 gt &

use 2wt% Fe/SiO2 catalyst on 200° C

50

BDO
MPO
GBL
POH
ISOBUTYL ALCOHOL
THF

il

40 A

30 4

20 +

10 +

400psi 800psi 1000ps

pressure

B 4-63 Fe/SiO2 4Lt kRS T2 4 F
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(C)a k1 & 4 f § SiO22. XRD £ 45

B 4-64 5 Fe/SiO2 f§4tz XRD + a8 » A 47

@5

| 8 s

s4E B 20=24°, 34°, 35°, 38°, 41°, 44°, 50°, 54°, 63°, 64°-

intensity

4000

3500 A

3000 -

2500 -+

2000 -+

1500 +

1000 +

500

FeSiO2 on XRD analyze

10

20 30 40 50 60 70
2-theta

B 4-64 Fe/SiO2 f§ 42 XRD 4 4%
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(D) FeSiO2 f§ ¥2. SEM 4 7

B 4-65 % [ 4-68 5 4% 550°C «7 FeSiO2 43 Fe 13 & T #14p
Hen SEM B 0 2B 4-65 45 T — $F v ok Fp i 4 0 4 U B e
FL% > Bk 10000 (B 4-67)F i R ML h - Bk o &
e+ 250000 BisFRAF A L2 LT g Bag ek &
TREATBIRE R A6 Ak SRR G R TR LS R
B AR PO BE S RALG R ZHDEE AR
FRELeE R > P RS R A L LT - it s % > BDO
AFvriZ1 40~50% > 2 iEF R VR EDETCER DY €5 7

SR BAF DAL 0 BT RS

-
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K o
S JREN

10um WD 10.3mm

SEI 10.0kV  X1,000 10um WD 9.6mm

Rl 4-66 Fe/SiO2 j§ 42 TFSEM Rl (X 1000)
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s a
5NN e

10.0kv  X10,000 Tum WD 9.6mm

Bl 4-67 Fe/SiO2 f§ 42 TFSEM B (X 10000)

SEI 10.0kV  X50,000 100nm WO 10.4mm

Rl 4-68 Fe/SiO2 j§ 452 TFSEM Rl (X 50000)
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4-3-3-2  FelCr/Si ff &

(A) Fe/Cr/Si it t7 FBAR T HE 5 Bl P

|

VLG R AR TR 4 4-24 2 ) 4-69 BT BI4B P 4L
EEAPT > FERBEAGTREF - 24242 RA4T0FER S
% | 200°C > BDO A& & {xp B erf 4c » POH eha & i3 % “gif & =

Fa AR 40 BURRA S MO S B IR S o

2424 BEMEMF BB

Temperature 95C 120°C 150°C 200°C
HBA conversion (%) 34 47 76 90
HMPA conversion (%) 99 99 99 99
yield %
Temperature(C)
BDO MPO GBL POH £~ f THF ®A+
95 1456  5.62 0.24 2.12 6.42 820 2214
120 26.65 3.92 1.39 3.98 9.13 0.18 21.24
150 39.04 292 5.35 452 1685 0.39 1412
200 4513  1.55 6.17 6.83 1764 124 1376
LN
F PR 3hr F 484 - 50ml
AL 1 2wt% H2 /& 4 : 1000 psi
F Ry onli2
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conversion (%)

yield (%)

use 2wt% FeCrSi catalyst on 1000psi

I HBA (N) 1 HMPA (i)
100 —

80 4

60 -

40 -

20 4

0 T T T
120°C 150°C 180°C 200°C

temperature

W 4-69 FeCrSi 4t ki BT 2 & &

use 2wt% FeCrSi catalyst on 1000psi

50
EEm BDO
MPO
mm GBL
40 1 POH
B (SOBUTYL ALCOHOL
. THF
L WRET
o |
20 -
10

120C 150C 180C 200°C

temperature

B 4-70 FeCrSifi4-2* FER T2 & F
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(B) FeCrSi jRE-%7 /R4 T & it F Bt 38

% 4-25 % ] 4-72 B 7 484 # (4L B F ¥t BDO A 5 248
%% > 400psi T HBA #& f* % 44% > BDO & % 4 9.35% + § &~
43440 GBL £ 400psi T F € F %% @l A4 0 Rl Ed MPO

Wk o T2 HMPA © Gt 2 2 o

% 425 BRAHE M F RZPE

Pressure 400psi 800psi 1000psi
HBA conversion (%) 44 81 90
HMPA conversion (%) 99 99 99
_ yield %
Pressure(psi) n - -
BDO MPO GBL POH £7f THF ®AH
400psi 9.35 0.12 265 1594 1.63 0.79  30.27
800psi 28.75 0.43 398 2136 1743 141 1519
1000psi 4513 155 6.17 6.83 1764 124 1376
R B E 2
F PR 3hr F R4 %8 4% - 50ml
FAEEE  0.4wt% B R 1200C
FEdonli2
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conversion (%)

yield (%)

use 2wt% FeCrSi catalyst on 200° C

B HBA (N) T HMPA ()
100 ___

80 A

60 -

40 A

20 4

0 T T T

400psi 800psi 1000ps

pressure

B 4-71 FeCrSi fR4rt? B4 T2 #i %

use 2wt% Fe/Cr/Si catalyst on 200° C

50

EEE BDO
MPO

BN GBL

40 POH
EEE |SOBUTYL ALCOHOL
. THF
-]

30 -

20 -

10 -

400psi 800psi 1000ps

pressure

B 4-72 FeCrSif4-t? b /R4 T2 & %
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(C)#hds 4 1 & 4 4 £+ SIO2 + 2 XRD 4 4

Bl 4-73 % FeCrSi f 42 XRD } en4 45 > & 47 17 B 2 35 sbsdid

w260=24", 34", 357, 38", 44", 50", 55", 637, 65° -

Fe/Cr/Si on XRD analyze

3000

2500 -+

2000 -+

intensity

1500 -+

1000 -+

500 - T T T T T T
10 20 30 40 50 60 70 80
2-theta

Bl 4-73 FeCrSi jf4-2. XRD ™ 4~ 47§l
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(D) Fe/Cr/Si fg42 SEM 4 #5

B 4-73 % B 4-76 % 4% 550°C e Fe/Cr/Si f4- 5.7 Fo 2 5 7T #i4p
Fecr SEM B o 4= P HR4F 2 — 3L gL REeOff AL R 50X 3 1 3000
BB 474 G- AFT G BT R o KBS AT oA 2R
BHF 4 S HRE S BTG x4 10000 2 (B 4-76) { P & <D
B RSP SR EE B e (A 53V 0 2Tiud SEM RBP4 544 T4

BiZ} A BRI ELE AP ASEERELREEI S TR

*=
_lﬂ

i 200°C ™ * 44 fR e i HBA/HMPA ¥ = > i %

25 F %L FeSiO2 B 2124 > 7 AP R A \Wﬁ%«?aﬁﬁ F

AN

SERUETS S - L B B RS
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SEI 50kv  X1,000 10um WD 10.3mm

Ry

SEI 50kvV  X3,000 mm_ WD 10.3mm

] 4-75 FeCrSi f§ 4.2 TFSEM B (X 3000)
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100nm WD 10.3mm

5.0kV  X30,000

@ 4-77 FeCrSi jif 42 TFSEM & (X 30000)
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4-3-4 % & ff4-t HBA/HMPA & * & B2 % %
4-3-4-1 ;e ph o FR 4

(A) F&fF-A3 FERTHE M F BB

%0426 2 B 4-T8 BE 7 3 & i R P BR B MehF RiER T
HBA 27 HMPA # i 535t § 4o £ » 7 32 R 1 vc ke 365 7

B ey o & 4-26 % §) 4-79 7 BDO ¢hi F %8

W
|~
[
3
A&
TN

B FFPFLASH e FEE T ARG DRI L

—
o

= /J‘%’q_)i-ﬁ]‘l‘%‘ég‘;}ftr—g _g\:";’ g—F:] a4 g % @Jé*}, E‘ﬁ%T

30426 BAHE R 2 BB

Temperature 95C 120°C 150°C 180°C
HBA conversion (%) 57 65 76.5 93.1
HMPA conversion (%) 85 89 90 94
yield %
Temperature(C)
BDO MPO GBL POH 27 p THF ®lA+
95 3341 851 1.06 555 19.14 0.5 0.71
120 36.64 6.83 4.74 6.41 1642 042 2.31
150 44.5 2.68 5.45 956 1777 031 0.31
200 B1.20 “1g@p 581 1183 1554 0.0 6.31
7 2 i 2
F RFEFR 3hr F Rt %84 ¢ 50ml
AL E 1wt% H2 /& 4 : 1000 psi
F 4 nli:2
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conversion (%)

yield (%)

use 2wt% Cu/Cr catalyst on 1000psi

B HBA (N) T HMPA (j)

100
80
60
40 -
20
O T T T T
95C 120°C 150°C 180°C
temperature
£ N s Ve -
B 4-78 4R 45407 IR R ™ 2 it X
use 2wt% Cu/Cr catalyst on 1000psi
60
EEm BDO
MPO
50 4 N GBL
POH
B |SOBUTYL ALCOHOL
40 | T THF
-l
30
20
10

95T 120C 150C 180°C

temperature

B 4-79 4Fésfiirt? FER T2 A%
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(B) Tr4cpedrfRitts /B THE L F BB E

# 427 2 B 4-8L F KAT R4 % g WP 502 BDO hi
F o 4 5 fF 4 & 1000psi ¥ 2 1% 7] 51.2%¢ BDO A % > § % FE &

EARIE S ET T QA A Rt IR

0421 BRAHE M F BB

Pressure 400psi 800psi 1000psi
HBA conversion (%) 81 87 93.1
HMPA conversion (%) 90 92 94
_ yield %
Pressure(psi) n - -
BDO MPO GBL POH £7f THF ®AH
400psi 4157 157 748 2475 556 0.28 0.34
800psi 4223  1.66 451 1953 6.64 0.29 0.34
1000psi 51.21 1.97 5.81 11.83 1554 031 6.31
LT
F PR 3hr F R4 %8 4% - 50ml
FRGE & 2wit% AR 1180C
FEdonli;2
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conversion (%)

yield (%)

use 2wt% Cu/Cr catalyst on 180° C

B HBA (N) C—J HMPA (i)

120
100 - — _ _
80 -
60 -
40 -
20 -
O T T T
400psi 800psi 1000psi
pressure
Bl 4-80 dFdefi it b B4 T 2 it K
use 2wt% Cu/Cr catalyst on 180° C
mmm BDO
MPO
60 | mmmm GBL
POH
B |SOBUTYL ALCOHOL
. THF
— )
40 -
20 A

400psi 800psi 1000psi

pressure

Bl 4-8L 4F4e i ta? R4 T2 A

153



(C) I e pdy 472 XRD 4 45

Bl 4-82 5 LA Fe 4k iRz XRD A 45 B A 45 18 5 B H A sEstiE b

20= 31", 357, 427, 57", 647, 16" -

Cu/Cr catalyst on XRD analyze

2000

1800 -

1600 A

1400 A

1200 -

intensity

1000 -

800 A

600

10 20 30 40 50 60 70 80
2-theta

B 4-82 4F4:ff 42 XRD A 45 )
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(D) Lréepaswrfli-2 SEM 4 45

Bl 4-83 & ] 4-86 5 4P LL-AF I B F T 4ripkeh SEM H o
B 4-83 Biom 5 M F Adp AL A ATUEIE S A DAL BEE T
e < AR S 0 2+ 3000 (R 4-84)% A B~ Apkcnig i £
d ] e o 2t 30000 15 d B 4-86 BT 47 BN 4L
- R ARG T A ] A nFlsk e o m Ed 5 3 RA g

SR BHATEA > 2 F G BRI T A A S i
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80KV X500  10um  WD9.7mm

Bl 4-83 I 4pedr f4t-2 TFSEM Rl (X 500)

SEI 8.0kV 3,000 H_Am_ WD 10.4mm

Bl 4-84 I 4pe4r fi4-2 TFSEM B (X 3000)
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8.0kv  X10,000 Tum WD 104mm

B XL #
, \ AN
SEI 8.0kv  X30,000 100nm WD 10.4mm

B 4-86 I 4<pkdkr 42 TFSEM & (X 30000)
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4-3-4-2 Pd/C g4 (10%)

Pd/C f4(10%) &% FE AR T HE  F BB

% 4-28 2 W 4-88 e F A% B - BDO A % 5 THF &
FH 4 oMPO A% T B R POH A1 3 % o it 5l 24+ 4

b ek BB THE 5 > PO/C 63 i i 7 #4004 B e

4 o
# 4-28 ER¥E L F B2 FE
Temperature 95C 120°C 150°C 180°C
HBA conversion (%) 59 66 68 76
HMPA conversion (%) 81 99 99 99
X yield %
Temperature(C)
BDO MPO GBL POH £~ f THF ®A+
95 33.73 2627 051 0.23 0.68 0.69 0
120 3593 1412 158 438 1402 4.44 3.55
150 29.0 5.34 2.23 6.13 13.67 1655 5.14
180 2227  2.64 3.02 8.13 1534 2194 10.52
F g
F PR 3hr F R4 %8 4% - 50ml
FIE & 1 2wt% H2 /& 4 : 1000 psi

F g4 nh:2
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use 2wt% Pd/c (10%) catalyst on 1000psi

B HBA (N) T HMPA (i)
100

60 -

40 -

conversion (%)

20 4

0 T T T
95C 120°C 150°C 180°C

temperature

B 4-87 Pd/c (10%) 447 B B T 2 g i ¥

use 2wt% Pd/c (10%) catalyst on 1000psi

yield (%)

60
mmm BDO
MPO
5o | W GBL
POH
B (SOBUTYL ALCOHOL
4o | T THF
—
30
20
10 -

95T 120C 150C 180°C

temperature

Bl 4-88 Pd/c (10%) 4t b BT 2 & %
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4-4-4-3 Ru/C fE¥- (5%)

RU/C fE4L(5%) &7 kAR T HE i F fehf 4

# 429 2 Bl 4-90 Bgrg ¥R A B BDO AFA P ot i

180°C~ T » e GBL ehA Fufg & + 2 » ¥ i £ %] 5 BDO 5 -k i¢

.

GBL A% +2 >»MPO AF%EAEZ BT » 27 @A S7F MPO ™

t$ @ + 2 5 POH g2 THF R § P AEens it o

429 BEHE MF BB

Temperature 95C 120°C 150°C 180°C
HBA conversion (%) 89 95 99 99
HMPA conversion (%) 99 99 99 99
X yield %
Temperature(C)
BDO MPO GBL POH 27 THF
95 43.01 22.53 3.32 6.85 11.34 0.15
120 45.21 12.35 6.31 10.23 19.48 0.49
150 48.22 7.43 7.89 10.10 25.31 0.45
180 41.00 1.39 15.58 11.17 29.67 0.42
- At
F PR 3hr F R4 %8 4% - 50ml

FREE R 2 W%
F Ry nli:2

H2 & 4 : 1000 psi
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conversion (%)

yield (%)

use 2wt% Ru/c (5%) catalyst on 1000psi

HEE HBA (N) C—1 HMPA (i)
100

60 -

40 -

20 4

0 : :

95°C 120°C 150°C 180°C
temperature
B 4-89 Rulc (5%) fH4-37 FE R T 2 i ¥
use 2wt% Ru/c (10%) catalyst on 1000psi
80
BN BDO
MPO
BN GBL
POH
60 1 W 1SOBUTYL ALCOHOL
EE THF
40 -
20
O .
95°C 120C 150°C 180°C
temperature
B 4-90 Rulc (5%) &t FERT 2 A X
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4-3-5 o f N FREL R 2 i
4-3-5-1 P gL R

% 4-30 2 B 4-91 ¢ 54T PR e o R 1 £
‘b Hap b e BDO A2 F ¢ ENgF REA YL & £ R A 120C
P BDO # F i 7] 61.14% > ¥ BDO & F & % chff 4> i2H % & &

Bt A k47 58 F Bt Al vk % g uL o

4 4-30 i A% BDO 4 % 2 B

Temperature 95°C 120°C 150°C 180°C
Ru@SiO2 50.45 61.14 54.76 52.08
Rh@SiO2 10.37 31.39 30.55 51.03
Pd@SiO2 3.79 12.64 34.39 41.20
Pt@SiO2 14.45 40.10 48.22 50.6
NiB@SiO2 30.64 33.35 40.67 46.57

F o iE 2
FOREER L 3hr F 484 - 50ml
A€ 0.4 wt% H2 /& 4 : 1000 psi
sy nlh 2
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0.4wt% different core-shell catalyst on 1000psi n/i 2

100
. 05°C
s 120C
150C
80 A 180T
)
S
N—r 60 -
o
Q0
>
) 40 A
o
m
20 + |
0 T T .II T T
RuSiO2 RhSiO2 PdSiO2 PtSiO2 PVP-NiBSiO2

core shell metal cataylst

B 4-91 AR ff4 it bR AT 2 BDO A %

1 4-91 # - st 2K s B AR S P BT £
i ek £ ALY B IR e K 95C 1 180°C »+ BDO A % %
$ 5004 ¢ o H % 840k o 95°C it ek B M AT A BT 1201

FHEEA A 0 & 150CH 3 50.6%:0 BDO & % - &4

—
~

X
o

& 180°C e By T ¥ 11 % 3] 51.03%:7BDO A 5 § % % #M
¥ £ £ B4 HBAHMPA chifit o % B R - B3 P g 42 i
FF o @ ehF ek % 2 150°Cx § 46.57%:1BDO A ¥ » ot F 5

BET PRSI EEBE B EB)PE ] 7 BRI ek

=
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4-3-5-2 48 ) fRALEAR A R

% 4-31 B 44 K PREC A PCR I T § 0L 0 BDO A 5
AMEBBEAL BDO AZFF A £ & 120°C~150C % et » 48
PR 2 %G8 T BDO & % £ > if B4 ¥/ 180°C~200°C » 14 BDO
AP ROR S T LW AR R B Rk T R

I £ R e

Fg
\Tm
BEN
3\
=
A
o
T
ﬁn
F_L
( N
_\
1\.
L
&
|

jg’;}nm’-l %\:%-i( g,ffv 'T"§ o

% 4-31 g R 4 BDO A % 2 85§

Temperature 120°C 150°C 180°C 200°C
NiAI203 53.16 50.23 48.52 51.33
Fe/SiO2 1.72 14,51 26.15 40.54
Fe/Cr/Si 14.56 26.65 39.04 45.13

o B ik
F PR 3hr F R4 %84 1 50ml
TR 2 Wt% H2 /& 4 : 1000 psi

EF R4y nli:2
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2wt% Niand Fe catalyst on 1000psi n/i 2

100
. 120°C
mmm 150°C
180°C
80 1 200
~~
N
N—r 60 .
o
Q
>
) 40 A
o
m
20 +
O T - I T T
NiAI203 FeSiO2 FeSiCr

Ni cataylst and Fe catalyst

B 4-92 &4 (P45 4B R 4527 IR R T $ BDO & & i i

/,

Bl 4-92 E7 Ni i ff4it 28 BT 5 BDO & & % adF & 40%
4 o B ¥ HBA/HMPA i v s % i > 48 4k ff4-2. BDO A F"g ¥}
B b m M Av o e 0 4R & G Bk AR H B i AT 18 3 e

BDO # F ke 8 » 2 g H A BL A F RV 5 ffanie * & 0 Aok

AR T R AT AP T R AR s eE g
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4-35-3  #1F fRER2 R
3 4-32 % B 4-92 1 ) 494 ¢ BiA P AN T € & B4z BDO

ARl AT S AR R LT 0.4W%g 4

‘+

Bt e & 0 7 4 0 RU@SIO2 gt 5 ¥ 12 18 5] 61.14%:1 3

‘.‘E\"\

o 04 4T B Pt@SIO2 ff 42t F s iE 2 4 40.10%:7 BDO
AF - ek o gD % 9 4o 1000psi T 45 7
T B A S g A RN 2 R AL T

Kot gt R i

% 432 7 I fRALAR e OE T g i

Catalyst HBA conversion (%) HMPA conversion (%) BDO vyield (%)
Ru@SiO2 99 99 61.14
Rh@SiO2 62 99 31.39
Pd@SiO2 39 98 12.64
Pt@SiO2 56 72 40.10
NiAI203 32 99 17.87
NiB 52 92 31.34
PVP-NiB@SiO2 78 99 33.35
Fe/Si02 8 99 2.41
FeCrSi 12 99 1.72
Cu/Cr 8 99 4.21
Pdc 10% 23 91 7.07
Ruc 5% 36 91 9.31
T B iE
F PR 3hr F st 484 ° 50ml
AL £ 1 04wt% H2 &+ 21000 psi
F s onli2 F R R 120°C
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conversion (%)

BDO vyield (%)

conversion in different catalyst

EEm HBA (N) = HMPA ()

100
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40
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O T T T T
{L ']/ 'L 'L -3 ']/ 'L 6\ c} Qo g\o
\O\O\O\O»LO@O\O\Q\@%
@06 Q\‘(\e ng Q\' $?\ @% Q@g Qe’ O Qb(; Q_\)o
N\
<
catalyst
B 4-93 % I fRLAP I 65 12 T 2 g1 3
BDO vyield in different catalyst
70
BN BDO%
60
50
40 A
30
20
10
0_
Vv 47 42 &N o) Q a4 a 123 < N ©
@oo.)\og}o@\o{boe\@oé\oé}o\§0§ S
IR SE <& L & « Qb" &
Q
&
catalyst

B 4-94 7 I fR45Ap b iE 2T 2 & 5
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4-3-6 T H T 3 ks (TEM) 2 445

B 4-95 3 B 4-102 A &A% € & B4 TEM 5 49K > B
4-95 = ] 4-96 % 47 £ HH TEM A 458 > B 4-95 © & 100nm ~ ¢
BT E R E - - ek o ¢ BRI BRE L ERER
CHEIER G k- Bl S F R B R R 1 A
K e g5 Flenagk o Bl 4-96 5 47 H - $EfJ 4 TEM A 458 > # 14
Bord - et ) A 20nm 24 H 3T U] 0 BHFA KT
R k- ] o B 4-97 2B 4-98 PN e & e F
S AT SR RF AL G B AL B -
Aol &% 20nm o s E R AT £ IR LSS — 2E o B 4-99 2 B 4-100 % 4%
BN AR B Es AR - Y ¢ RERN AL
Hgat o) 2ot s gs+ o B 4-101 22 8] 4-102 5 4235540 2 70
B0 B 4-101 Agom ch R S e b & B BT AR LR 3R
T RFAELE MAI02 ZHE- B LB ERLT
oY G e REFHD-MEMER ARFRFAL T KT
TR B Bt BHF itk §F EARSEE & X

4N | BDO A % B -
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B 4-96 Ru@SiO2 f§ -2 TEM B (20nm)
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TEM B (20nm)

o
2

02 14

@ 4-97 Rh@Si

i02 42 TEM B (20nm)

B 4-98 Rh@$S

170



® 4-100 Pd@SiO2 f§ 42 TEM B (20nm)
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TEM B (20nm)

EY N
2o

02 44

101 Pt@S

& 4

TEM B (20nm)

7
~

102 Pt@SiO2 4

B 4
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4-3-7 X iv £4c# & (EDS)

EDS £41* % F B & orflidiz XM el <424
fF Bl R 3097 AR 2 2 AR e R RE AT AR R

+ TFSEM-JOEL TEM-2100 #7#' §* EDS #7447 @ i# o

d % 4-33 Bt & EDS * & 45605 % - Ru@SIiO2 #1ik eid 4 & /6
Wb G 8.96% 0 F TR PEAERGIELLT v BT EC T 0 F RN R ok
ST Y BRI > e D ATk > Pt@SIO2 Hr ik A 1
ERHpv b irE 0 RFIE T E EDS R TENE R ATiig S

Pt@SiO2 s & Bl % B E o

3 4-33 PESEE & BRL (EDS &%)

f S5-Aa R FEEREE
RU@SiO2 Ru 8.96%
Rh@SiO2 Rh 17.12%
Pd@SiO2 Pd 14.85%
Pt@SiO2 Pt 42.38%
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% 4-34 1 NiAlO3 22 NiB@SIiO2 % EDS #t4 #72. %% » p W

A Sk A8 5 4 ikl 3t NiAROs» 2 5 48 % 0.2g 4> BDO A 5

i

33.35% > i * 0.2g NiAl2O3 jf 471 BDO A& 5 5 17.87% > #7141 %

F e o S vt iR o

# 4-34 4 ) £ Bii¥- (EDS % %)

ff S Aa 5 EEEBEE
NiAl203 Ni 21.38%
NiB@SiO2 Ni 6.99%

% 4-35 B B fE4% 4 fP 4Lt i EDS A 475 % FeSiO2 s i+ &
Bt % 10.07% 0 FeCrSi ® Fe 4 5.15% > Cr B & 2.76% » i£42 %% 48
R EE IR E B IR A HE BT G g F Otk R E -
BIIA 7 5 ARFITFPLPET B g HE o AFT Y

*OU R MR IR R %

% 4- 35 4k £ Bigs- ( EDS &%)

f S Ab 5 s EHEE
FeSiO2 Fe 10.07%
FeCrSi Fe/Cr 5.15%/2.76%
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d & 4-36 17 EDS 4 17 9 3] I 4 pdr f $ecis i & ot b1 5 Cu
37.07% Cr % 33.84% > @ * 4F 2P F- = MEMEBT 5 g5 T 7 32
fo o EDS & 47 ehig % DI it b £ 7 B IR TR g

PR grcic B BB S fR L 0 P BRI B B o

% 4- 36 7 & £ B4 ( EDS % %)

4B 5 A g BT RS
T G phdy Cu/Cr 37.07%/33. 84
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4-3-8 & B8 & T H R+ # 5 k3# £ 1772 (ICP-AES)

j‘?%{ﬁ.‘}'f:"@:* ?%};}ig%g@gﬂ N REL R N EE (L

% 44 & Kontron » S-35 -

d % 4-37 B 79 ICP-AES 4 5 {6 & oz kR » 5T

i

B A 4T & ki A E RS B LLRA 1918 5] Ru@Sio2
¥t 2 RU e ) 5 5.55% 0 Pt@SiO2 4 10.08%¢ Pt vt 4= £ * EDS
AT Rt 7 - 1 s B 5% R AT 24T ¥ HBA/HMPA i it 3%

* {dF o

%04- 374 % &A% £ £ BI4L ( ICP-AES %)

8 AE g BB Wit%
RuSiO2 Ru 5.55%
PtSiO2 Pt 10.08%
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4-3-9 £ & fFE IR R LR (BET) 2 £47

# 9 MICROMERITICS 7 ASAP 2020 # & # £ 3% i ~ 47 & A
Behh 0 T A AT F ol & F A0S > RU@SIO, f 44 & 1k i
2% o Bl 4-103 B+ RU@SIO2 s Mg 8 0 SEF R 4+ 2 |
Bde it F P @ sd 2 L o b S 3 E % 0 B 4-103 3 s

TR RS G A A S iF e B Ru@SIO2 W o AP 3V 4 o

Isotherm Linear Plot

—+— 20100511 - Adsorption
—&— 20100511 - Desorption

200 -
A A
160—

_.
B
T

120+

100—

Quantity Adsorbed (cm3g STP)

20 T e i

e e L o o e e e e e T NN e s o e e e e e LAy s e s e e
0.0 0.1 0.2 0.3 0.4 0.5 0.6 0.7 0.8 0.9 1.0
Relative Pressure (P/Po)

Bl 4-103 RU@SIiO, ff 42 3 % g T frd 42
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B 4-104 % 1 Ru@SiO2 =3t j& 4 % » o B3| 4 251K 7 1
Ru@sSiO2 & # »*+¢ 3t 1§ = ¥ (20~500 A)> 22 B 4-103 w355t i T fFd AR

P AR L > P T F Ru@SiO2 % ¥ 37Uk i ki o

[:£: pore size distribution ™ % § 5 A 47 # 7 H L4 >

+ pore diameter>200 A % insignificant])

BJH Desorption dV/dD Pore Volume

Halsey : Faas Correction
—t— 20100511

o
=]
=1
T

____________________________________________________________________________

Pore Volume (cm?/g-A

0.000 —

e | ; ; ; .
50 100 500 1,000
Pore Diameter (A)

B 4-104 Ru@SiO, ff 42 3¢ j& o #
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4-3-10 MHE 2% F B E(PBR)& i* HBA/HMPA £ fi2 &

%

A E R NIAROS § 4 IR L haF A F BEL K

& 1 HBA/HMPA > i i mgsm N (4 1 )% mini pump # & a4 4

4 0 B - F BHCAFHABLFE S
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4-3-9-1 BT RERFTANERE 1 HBAHMPA s

(A) % 400psi ¥ %:E R ¥ § 1 HBA/HMPA thg; 3

A 400psi ~ 500psi ~ 800psi ~ 1000psi = /& 4 % W E 127 &8
% & i+ HBA/HMPA > [ 4-105 - B 4-107 ~ §) 4-109 ¥_%_ 400psi = **
95°C ~120°C ~150°C K B % » 4 F BS | R 454 > F - ]

P 2 2R 5 1P LR AR R T ¢

A ST R 0 B 0L R 3 ERER P ]2 T
TR ERE Y RRRO TR A By B g7 - 2okF
ERF %% o & 95CT HBA # 1 & + £ A 40~60% > HMPA
i PR 60~70% #& B E AR L 120C ~150CF &= ) PRis 3 R
v g v oraE ) 90%4 o | 4-106 ~ ) 4-108 ~ B 4-110 & v SR R
+ 2 > BDO A& F#% % > MPO R ™" » F] MPO ™ "% » & 7 A3 | %

5 o gL 53 Batch & e % 4p i o
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use 20g catalyst 400psi on 95° C n/i 2

100
80 A
~—~
O\O
~ 60
c
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> 40 A
c
o
o
271 e e
R + BTV
O T T T
2hr 3hr 4hr 5Shr 6hr

analyze time

NS

B 4-105 400psi F nfi 5 2595 C te? fr PR B4k & 452 i v &K

60

use 20g catalyst 400psi on 95°C n/i 2

50 A
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30 A

yield (%)

20 A

10 +

EEm BDO
MPO
N GBL
POH
BN (SOBUTYL ALCOHOL
. THF
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analyze time

B 4-106  400psi = nfi & 2 95°C te4 I PERF B A 472 A %
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use 20g catalyst 400psi on 120°C n/i 2

100
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O\O
N—r 60 .
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o e
A HVPA
O T T T
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analyze time

B 4-107 400psi ® nfi 5 25 120°C &7 Ip PR B~ o 7 20 3 14

th

use 20g catalyst 400psi on 120°C n/i 2

100
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©
S, 40 A
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analyze time

B 4-108 400psi = nfi 3 2 120C &7 b A B4 A 472 & 5
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use 20g catalyst 400psi on 150 °C n/i 2

100

a0l ;
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207 4 HBA

4% HVMPA
O T T
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analyze time

B 4-109 400psi * n/i 2 25 150°C & ? Fr PR Bodk A 472 g 1 F

use 20g catalyst 400psi on 150°C n/i 2
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B 4-110 400psi * nfi 2 2;150C o7 B PR B4 A 472. A F

183



(B) 2/ 500psi # ¥F R ¥ & 1 HBAHMPA g 3

B 4-111 p]-E_500Ppsi /& 4 & 95C ek 5% > oA F RS /) pF
FleisP it @it FRMAETD 0% F o & F ehini gk
BDO 4 P &gent < o d B 4-112 F 40K fow o) 15 & F @ SiE 7] 52% -
& 400psi (1) 4-106) BDO # &% #_33.07% > F]t 4c + R 4 % 500psi {4
LY px s < 3> 400psi > 7 U EP R A A F LR Bk gl A
SRR R Rk e R (FFETARA) > R R E R T

W OEH R AR g
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use 20g catalyst 500psi on 95°C n/i 6
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B 4-111 500psi T nfi 2 6;95C a7 F PR Btk o fr2 s iv &

use 20g catalyst 500psi on 95°C n/i 6
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Bl 4-112 500psi T nfi 5 6; 5 CA* FRERPHAL 172 A F
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(C) = /& 800psi sz ¥:F & ¥ & i* HBA/HMPA i 3

B 4-113 ~ B 4-115 ~ 1] 4-117 &_800psi & 4 & % 95C & 150°C 2
BREF RATE 2 HBA 22 HMPA dg it %> 4 95°C* F &5 ) Eﬁ,;fj}u
I R 448 7Y 90% 2 o F AL 800psi 2. i s % >t 400psi
(B 4-105) = 500psi (B 4-111) = e - B 4-115 ~ |§) 4-117 & 7
120°Cer 150°CF B -] FF » HBA &2 HMPA j’fib FEtzd 7 R
800psi F £ & B ek e &7 miE ) HBA ¥ HMPA % > i

it o

Bl 4-114 - §] 4-116 » §] 4-118 »* $a & F chsg it » 150°C T £ 57 1
) 60.62% 0 120°C A & B 7 r1iE 7] 72.90% > H 2%t 150°C &
TRV AT ERERS A F 1 3 BDO MokA =+ GBL + 3
Taisi 4 THF » 127 4 .8 BDO & 5% Mehh Flz - » 7 L
B4t BDO i 35 B8 8 4 o 4ok 47 24 i dzd] BDO

2873

\F‘\ﬂ
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use 20g catalyst 800psi on 95°C n/i 6
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B 4-113 800psi * n/i 5 6 95C A7 I PFRF B4k o 72 g i

use 20g catalyst 800psi on 95°C n/i 6

80
mmm BDO
MPO
mEm GBL
POH
60 | EEEN ISOBUTYL ALCOHOL
W THF
~
ES
5 40
2
>
20 -

2hr 3hr 4hr 5hr

analyze time

Bl 4-114 800psi T nfi 52 6; 5 CA* FRERPHA 172 A2 F
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use 20g catalyst 800psi on 120°C n/i 6
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use 20g catalyst 800psi on 120°C n/i 6
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use 20g catalyst 800psi on 150° C n/i 6
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use 20g catalyst 800psi on 150°C n/i 6
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(D) 1000psi < %8 & $ & ©* HBA/HMPA g 5

B 4-119~ ] 4-121 §_1000psi /& # * >+ 95°C &2 120°C #7¥ 2. HBA
22 HMPA enf it 5 > 4. 95 C ™ F i = /| BFis g i 5 B 4048 23 90%
b B 4-121 7 g 3 120°C s B ) PR RS T 1* w47 1 90% 14

7 2L 1000psi & g je = ¥ 1 E F]§ I HBA &2 HMPA 4 - 5 -

Bl 4-120 £2 ) 4-122 kg ¢ A S et > 95°C ™ ¥ 1 18 3| 67.81%:

Ao RUERER A®S D 1200C R 7 3] 78.23%:8 & F > j855s

i
*

VUEP R AEAR 120CHE  HBA 4 & BDO E_B {%4F thF i i%
o hEBF RECTHLHALER S T R LFE 0 RF
0w BT % BDO A 5o B 4-122 B v iR AR B 0 MPO A & ¢ 'F i
MR TR ER A kR nfivZ 2 BT R T UL

Wi SR A F Rt -
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use 20g catalyst 1000psi on 95° C n/i 6
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use 20g catalyst 1000psi on 120°C n/i 6
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use 20g catalyst 1000psi on 120°C n/i 6
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4-3-9-2 MELR N R I Gl R

B 4-123 3 B 4-132 4= #7175 BT F BT PR io B i % IS

L&
.
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&

St e o B 4-123 ~ B 4-125 ~ Bl 4-127 P &5 PN F R %

tt 2 5 [ 4-124 ~ ) 4-126 - B] 4-128 7 LT e % & 4 4 BDO

-

Aty G o B 4129486 v T 95 CT R4 2 B A
800psi /4 it F ¥ vk P B F o B 4-130 B 7 R 4 4 BDO A F 2
258 > B 4-132 &g ot > 1000psi T 0 120°C v 18 3 B iE i B % o
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HBA /- 54 it & BDO -
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use 20g catalyst 400psi in different temperature n/i 2
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use 20g catalyst 400psi in different temperature n/i 2
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use 20g catalyst 800psi in different temperature n/i 6
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use 20g catalyst 800psi in different temperature n/i 6
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use 20g catalyst 1000psi in different temperature n/i 6
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use 20g catalyst 1000psi in different temperature n/i 6
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yield (%)

use 20g catalyst 95 ° C in different pressuren/i 6
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yield (%)

conversion (%)

use 20g catalyst 120 ° C in different pressure n/i 6
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use 20g catalyst 120 ° C in different pressure n/i 6
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FIF RARER

AL A B RRE k4 A 147 - fF (BDO) o HAps A
B> ARFAMEF A X BAP HBA 2 HMPA > £ 114 1
PR A2 G F BRENE% A4 147 - @ (BDO) >
RPN BREEE - BFNELEF BREPBR)S A B E K AT
S BV EBHIEN R - R i E R R P-EATE £ RY
85 PR~ 4Bk R 2 B OB LY % - B HBA/HMPA ehi it F
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FRERR 4 200psi T F iR B e 48/ 4 B o ok T i L
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