Photon Factory Activity Report 2016 #34 (2017)

BL-9C/2016G006

Co(salen)FE IR Z HiBRIA & L 7- B — 7R L HEF Co il > XAFS & AT
XAFS analysis of carbon-supported Co catalysts from Co(saeln) complex

A OCHE

Efjigﬁﬂjﬁ'ﬁ %ﬁ%% FR1 lzuu, U—I—F?LE

KBRS KA L5k ﬂ’\?’f U 7 VAPERMFRLIL, T 565-0871 MK HH T 1L H F: 2-1
Takeharu Yoshii, Kazuki Nakatsuka, Yasutaka Kuwahara, Kohsuke Mori, and Hiromi Yamashita*
Division of Materials and Manufacturing Science, Graduate School of Engineering,
Osaka University, 2-1 Yamadaoka, Suita, Osaka 565-0871, Japan

1 FZLHIC

[ ARG R O @ B IEVERE IS, T ORE SRTEREIC
J& U TR OfBERMEE 2R3, FrIZ, @R TEMEE
DORLF RIS IEICER L, BT D082

‘%ﬁﬁﬁﬁ%%u#ﬁ‘ékfi%iﬁ%* L, Ko7,

BT RS AR EThoBLz 71 hodk
RE72 BT R CAIRETE MR 2 {58 70 k&
THEY 3T DA OBRFE R KD BTN D,

AWFZETIE, i % FF> Co(saeln)Bi{l & 71—
AR EOFAEEMIZER L, Co(salen) S {4 % Aij
BRI & U7z 0 — 7R o HH Rl 2 FH 82 3 C 2L
BEZHET L2 LT, Co {EMERMEZMHENL
TN A N, TR ETHIEILCHETLZZ L%
ATz, B2 BVUERE RS IR L 7oAkt B L
T, ColHMEREDEEIRAES Co K-edge XAFS HIE I
LA L,

2 g

Co(salen)# 1A 50 mg 2 Mg L7277 & b BRI
JEVER(FE)A50 mg Z2 N2 LhiE#R L7z, £ Dk,
T RN ERIEEET D Z LI Y Co(salen)BE A%

EMERICERMEE L, e, EFEFT 2 h,

200°C ~800 °C CTEVLEL A fii 4~ = 12X ¥ Co/AC-
T(T (T EVLERIR ) & FHHL L7,

XAFS JI7E 1% BL-9C TIT\ N, Si(111)53 i b & A
W TCHEEEEIC TSR T C Co K-edge XAFS % JHIE L
720 15575 $1E Rigaku REX2000 % F V> CHgHT
L7z,

3 RERBIOEL

BALHEIBFRIZ IS D Co DEREIRIED (L& i~
5 728 Co/AC-T (T= unheated, 200, 400, 600) (2B L T
XAFS I %#1T - 7=, (X 1) XANES A7 KL X b
Co/AC-unheated % 18 Co/AC-200 13458 72 kD &
— 7 &L, ZOBIRIE Co(salen)glifk & R TH -
72 o FT-EXAFS A X7 FLIZHBWTIL, Co/AC-
unheated B & T8 Co/AC-2001% 1.6 A & 2.6 A FFiTiZ
— 7 BEBI, T 51T Co(salen)ffi&IZH1T 5 Co—
0, Co-N S8 L Co-0-C, Co-N-— Cn‘*/\ ENE
N3+ 5, Ko T, 200°0C LA F D EALFE T
Co(salen)BHARIL E L MEFF L TWDH EEX BND,

(A) () (B)

(2

7

é

f)
(e)

©

(d)

Absorption / a.u.
Magnitude / a.u.

(©) (d)
(b)
(a)

f

©
(b)
@

7700 7720 7740 7760 0 2 4 6
Energy / eV Interatomic distance / A

X 1 : Co/AC-T(T= (a) unheated, (b) 200, (c) 400, (d)
600) 3 L OB E(e) Co(salen)d& A, (f) Cos0s, (2)
Co0, (h) Co foil) ® (A) Co K-edge XANES A~7 /L
B LT (B) Co K-edge FT-EXAFS A7 kL

— 5. Co/AC-400 @ XANES A7 FLIZEBWNT
X E— 27 Bk Co/AC-200 B2 L TH Y .
Co(salen) ) LASIEN L LTI Z &N gnd, Ll
7285 . Co/AC-400 @ FT-EXAFS A~L7 K LIZHW
Tl Co(salen)FH3KED 1.6 A & 2.6 A DB — 7 [ THERF
STV, KoT, BT X 5T Co(salen) D
EIXELLIZb DD Co F /R FIFEREINTEDS
P =R UK EICY YA b Co IEME
FENIERR S T2 2 EBRIB S iz, Co/AC-600 (235
WX FT-EXAFS A7 kLG 2.1 A 112 Co—Co
EAICRST 22— BALND Z Enb, Co T
J R DI DN RIE S 7z,



Photon Factory Activity Report 2016 #34 (2017)

50 100
* =X
- ~
o 40 f Q
= _ =
5] = 5
S - g
5 {190 2
= 30 | &
Z D
=i — o
o «
i =
g 20 | A S
9 —tb 1 80 "2‘
z # il z
o vy =
- [
= 10 \‘ o
g 2
(]
@] 75]
0 70
& O & @
%&& «”’Q «59 0’5% \’@ (\fb\\
N
CP\ N 5’3}6 &
& o
T L\ L
¢ ¢ ¢ U

B 2 : 7 —7R U AHER Co itz e F o8
DOACIG  FOSSEME il 25 mg), =F L8
> (1 mmol), TBHP(4.5 mmol), 7 & F= K U L (5
mL), 80°C. 4h

TEM #2228\ T Co/AC-200, Co/AC-400 (235
WTIRRL FOFENRBD LRV E DD, Co/AC-
500, Co/AC-600 [ZBW TN EN R £ 5.9
nm, 13.0 nm ORL 1 DIFENMER S iz, Fiz, £
Bt XRD /X% — 2BV TH Co/AC-200, Co/AC-
400 12 W TIE Co HED RPN &2 — T R o
S7=—J T, Co/AC-500, Co/AC-600 {23\ TiE Co
fcc X° CoO ICHET AEPT/NZ —U NR. HiL7=, LA
o X5z, TEM 855 XRD HIEED 5t XAFS D
HERR 2 XTI 2ENE LN,

BRI A A S8 CRAMRL L - Akt LT
TF AR OFRACIERZ O CTIEVEREA 217 >
ToAERL. Co/AC-400 M3 b miEtEE /R L, 4h ONIG
THALRN 48 %, T b7 =/ U OBIRMD 84 %
Thotz, (K 2) ETRLEZ XAFS JIEDRER LY,

Co/AC-400 |ZBWTlXv v 7 YA b Co IEMHFEN
HREIhTna BN G, I—HRUR
WICHEINZY 73 4 b Co 1&MEFEIX
Co(salen)$ k= Co F / Ki 7 L v b EmWin %
AT ERRHE N,

4 L9

Co(salen)$E IR 2 BRI & L C ol —R o ErgE %
W5 & BIEREAZZESEHZ LT Co If
PEREOBEREZ RN I VY A N, F KL
T E CHIE L CHEFAEETH D 2 L % XAFS JIEIC
LoTHRIE LT,

2 ik

[1] K. Nakatsuka, T. Yoshii, Y. Kuwahara, K. Mori, H.
Yamashita, Phys. Chem. Chem. Phys., 19,4967 (2017).

[2] T. Yoshii, K. Nakatsuka, Y. Kuwahara, K. Mori, H.
Yamashita, Chem. Lett., 46, 789 (2017).

DES

1. &L, R, SRR, Rz, WF
5LE., 7Co(salen)$& A& AIBRIA L 92 —HR
FF Co il DREEHIE & 2 OfbiEVENE”, H ARk
FRE 9T MIFEFFER, R, 20174 3 A

2. EHOLEE, A, RERMEE, AR, T
LB, A —ARHE Co fIZIS 1T 5D Co THME
FEDOREIERE & 2 OBRLEUSRE?, A AR
R 2017 FERWEEH RS, HO, 2017453
[EFH AR 22— H]

3. T. Yoshii, K. Nakatsuka, Y. Kuwahara, K. Mori, H.
Yamashita, “Controlled Synthesis of Carbon-
supported Co Catalysts from Single-site to
Nanoparticles Using Co(salen) Complex”, 25th
North American Catalysis Society Meeting, Denver,
USA, June 2017

* yamashita@mat.eng.osaka-u.ac.jp



