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Fig. 6-2 The CVs of GC electrode in 1mM PdCl,+
8mM Pb(CH3C0O0),+0.5M HCIO, solution

Fig. 6-3 SEM images of Pb-Pd/GC (magnification is 5,000 (a) & 50,000 (b)
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ERORL T ARFE A B 1590 B fRAORE, K2 §~ K/NE 10~20 nm.

§ 6-2 Pb-PdEEMEWLTFIX C B B RN TFIERR

SR AR R B B OB T oK B AR ( &= 6.0 mm, JLEAREIRLN 4.8 cm®) &
F 1 mM PdCl,+8 mM Pb(CH;COO), + 0.5 M HCIO4 ¥ 4|45 Pb-Pd HL AL 71,
R A 1) £ BF 1R U 22 TBC0E H B R DY R M A ey, /AN [ R AR AR
T, fEER AL T . BB E R 0.1M (CHO), + 0.1M HCl KW, B = 2
0.5M HoSO4 ¥R :  FAR IR 3 /N
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Fig. 6-4 The plots of cell voltage for Pb-Pd/GC electrodes
versusthe electrolyzing timein different currents
(a) 2.5mA; (b) 5.0mA; (c) 7.5mA;
(d) 10.0mA; (e) 12.5mA; (f) 15.0mA
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IR SRR I PR ER B IR AR BRI, PR e AN
LR RN A R I . 2 AR . IR AN R AR . K 6-4
G5 H T AN ) FL AR FELIA T A s o PRI (R PR AR M R FRIALR 2.5 mA B, R
1£2.0~2.1 V; HFHRTHN 5.0 mA I, fHEh 2.4 V Ak BRI 7.5 mA
I, FEE 2.3~2.6 Vs HEHIN 10.0 mA B, FEER 2.5~2.8 V, HEhiEER
K HHRAETCE 12.5 mA I, AR 2.7~3.2V; @i ks, f
—IPHRH 32~4.0V, WENIEE SR, XFIRF A SAER. WE 6-4
PN - P RN ER (VAR DNiTE NP E R 22l )i-1 e R SV DR N
Ko BIBE, HARHIRANEACK, 5 2318 R 9 10 A o

- 60 glyoxylic acid
150 | Cl I
120 |
2]
3.
A 90 |- O
3.
O glyoxylic aci]
60 |-
1 X | ) 1
L4 16 1.8
or retention time/ min
L oxalic acid
0 ~ L
| | | , . | l
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Fig. 6-5 lon chromatograms of anionic species in electrolyte for
electrooxidation glyoxal into glyoxylic acid with different current

— FERRRRE10015 (2.5mA FEfE3h)
— FLVRFEFE 10045 (5.0mAFLA#3h)
HL ARG RE 10045 (7.5mA FEL#3h)
HL A RE 10045 (10.0mA HLfF#3h)
HLAF VM RE 10045 (12.5mAHLf#3h)
HL AR R RE 10045 (15.0mA HLfi#3h)
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§6-2-2 BT GILESUNFEA AR BBEFT AR

WA RN (4398 2.5, 5.0, 7.5, 10.0, 12.5, 15.0 mA) Hf# 0.1 M
L 3 /NI IR FLEBOMRE 100 5, P 0 i R b i i A 0 BT E 1
g T, 4R 6-5. (il 5 Yol 4.8 mM NayCO; + 6.0 mM NaHCOs:
P 60 mA; HEFEAARFA 100 pL; 0E 1.5 mL/min; A0S 4 FL A I 25 .
TS BIOR BRI 0] 93 TPk SRR VIR B - (a0, ORBEIN IR 133 #0230y
LT C1 (1S T (i, 5B IS ) g 444 0 (1 g B0 i o I [ 85 - (% e 5 11
HA7 ) QR ) 5~ (i e LU R ) B IR 1) 15 - (i W 5 22 B LI TR Wi 0
UK G ED, MBI RT LU B 2 R 1% Ve i R/ NB F i AR G & R - 10.0
(HEZR) >15.0 (L) >12.5 (BRER) >7.5 (4R£R) >5.0 (448 >2.5mA (FEZ).,
YOI FLARHL 10.0mA B, TR ) SR N S %, AR HL R —
AR MBS N R MR 2.5mA I BT LA P IR 1) 25 B AR o

b

peak area/ uS.s
cak area/ uS.s

5 10 15 20 25 30 5 10 15 20 25 30
concentration / mg/L concentration / mg/L

Fig. 6-6 The standard working Fig. 6-7 The standard working
curve of glyoxylic acid curve of oxalic acid

TEAHFE RO, X RIUANRIR B 1) ORIV S AR BV AT
Mg, oAy IR AN IR (1 B 1 il e, KW T BOC IR FEAE 1L, 45 21 ]
6-6 F1 6-7 Fi/ni) SRR AETR b UE TAEINZE . CREMbsUE TAEINZ 2R
y=9.145%x-10.447 (y: WETHIRL, uS.s;x: WAE, mg/L, 5 REr=0.9996), R
FRUETAE 2 7 FE A y=13.968%x-13.547 (y: uS.s; x: mg/L, #15< &% r=0.9997).
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SN 6-5 T AR BRI IRLh 93 I 444 AR B (b M T T AR 4y, ARG AR
R RO 4 AF R A1) 20T R AN B R b U AR 285 R, B ] 475 38 gt v
FIT & I SRR A PR (M) &, VHE A RS 6-1 B o B FriliAS 174 £ 1 R AN
MRIEARN S AR (6-1D). SRERREFIER (6-2) LK RN AR
K (6-3) PWH AR, AR R R £ WA Pb-PA/GC HLRE L HL %Ak 3
NI, ONAR R L AR . SERRIEFEVERN RN [ F g R, g5 Rk
6-1. 3% (6-1)+ (6-2) F1 (6-3) 1 Cy (OHC-CHO)~ C;(OHC-CHO). C;(HOOC-CHO)
A1 C (HOOC-COOH) 73l & —BEWIURIRE « t W2 L KR EE | t N2 SR TR
JEFA t I Z BRI

C,(OHC - CHO)—C,(OHC - CHO)

C,(OHC -CHO)

_ C,(HOOC —CHO) + C,(HOOC — COOH)
C,(OHC —CHO)

Conversion(%) = *100%

(6-1)
*100%

C(HOOC - CHO)

*100% (6-2)
C(HOOC — CHO) + C(HOOC — COOH)

SHectivity(glyoxylic—acid, %) =

QLR I I8 H )
Q(EE o Hi )

RS N (%) = *100% (6-3)

Table 6-1 Contents of glyoxylic acid and oxalic acid, conversion of gyoxal (X),
selectivity towards glyoxylic acid (S) and current efficiency (n)

cuurent glyoxylicacid  oxalic acid X S n
(mA) (mal/L) (mol/L) (%) (%) (%)
2.5 0.0376 0.0032 40.8 92.16 94.06
5.0 0.0439 0.0012 45.1 97.34 5491
7.5 0.0581 0.0030 61.1 95.09 48.44
10.0 0.0687 0.0026 71.3 96.35 42.96
12.5 0.0649 0.0027 67.6 96.01 32.47
15.0 0.0656 0.0034 69.0 95.07 27.35

KR rb B AF A e B (&l 6-8)  nJ LLEE EUM bR Bodles 45 Rdt AT 7o i A
* 6-1 M 6-8 HrI LI H LA N SR 54518 (1) AFREMAABRT, LKL
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Pk FOEREME R S (92~98% ), i tiifi hy 5.0 mA I, ZPEFRIEHE
PEIL 2 97.34% ; YiW] % Pb-Pd/GC HUEAL A & I S B rhont SR R IR i)
HWREE. (2) HARHUIM 2.5 mA BYR3 10.0 mA I, & ZREMHACR B e,
M 40.8% 8K E 71.3%, HEKT 30 Aoy Al RE DK R, 4
W Al 2 ST AT By A2 DR A 1) S N2 (P R EA T, B P g P e O s, Al
He38 K34 AR W oA B E— AU A ORI B A AR (3D B
f FBIR ISR, ZRERRIF LR AR B3 R I, A 2.5 mA I (¥ 94.06 % 2RI B2
15.0 mA 11 27.85%, FFETHE 70 AN E4F AU ATREJR RS g i3 K 2 8 2

Bt — DA R . L AL CO,, M TG A8 B i R Al R I, 3%k

FEIFALZLAM 61 45 2R T A3 250k -
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L T————©®

[ ] ® J
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or / e ]
60 "
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Fig. 6-8 The plots of conversion, selectivity towards glyoxylic
acid and current efficiency versus current

§ 6-3 Pd/GC. Pb/GCFAA[G] L f5Pb—Pd/GCHE & 1k 77 Al & 5 AT
BT AR 2 MR ARFT BRI, JE 28 5 um, 1 um, 0.3 um AlLO; BFBER I B,
FEAE 0.1 M HCIO, 0 AT AL 22 B 205 4, AR IV v I i sl . SR i
RS B B E T 9.0 mM Pb(CH3COO), + 0.5 M HCIO4 (PdCl,: Pb(CH3COO),
=0: 9) KM LL 0.05 V/s FIFAFIE L AE-0.22~0 V HLAZIX [A) 3148 20 Bl 7L
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TANE G PACL, A1 Pb(CH;COO0), Myt #: 1.0 mM PdCl, + 8.0 mM
Pb(CH3CO0), + 0.5 M HCIO4 (PdCl: Pb(CH3;COO),=1: 8). 1.8 mM PdCl,+
7.2 mM Pb(CH3COO), + 0.5 M HCIO4 (PdCly: Pb(CH3;COO),=1: 4). 3.0 mM
PdCl,+6.0 mM Pb(CH;COO), + 0.5 M HCIO,; (PdCly: Pb(CH;COO),=1: 2).
4.5 mM PdCl, + 4.5 mM Pb(CH3;COO), + 0.5 M HCIO, (PdCl,: Pb(CH;COO),
=1: 1), 6.0 mM PdCl, + 3.0 mM Pb(CH;COO), + 0.5M HCIO; (PdCl,:
Pb(CH;C0O0),=2: 1). 7.2 mM PdCl, + 1.8 mM Pb(CH;COO), + 0.5 M HCIO,4
(PdCly: Pb(CH;CO0),=4: 1). 8.0 mM PdCl, + 1.0 mM Pb(CH;COO), + 0.5
M HCIO4 (PdCly: Pb(CH;C00),=8: 1) "KM CV iLLL 0.05 V/s HIF I3 B 7E
-0.35~0 V LAz X [Al414 20 &I, 62 AN F LL ) Pb-Pd/GC HLMEAL . 7 9.0 mM
PdCl,+0.5 M HCIO4 (PdCly: Pb(CH3CO0),=9: 0) ¥, LL0.05V/s H314
M AE-0.65~-0.45 V HLAZ X [A]414i 20 P i) 2% Pb/GC HIMEEALS], FRFMR 2 thZkan
6-9 7. M CV £k 6-91 1 %1 Pb* {E-0.53 V Ze A7 438 J5UK H 5 Pb, Rl AE
-0.35~0 V HL{Z[X i) Pb* 32 B R HL A URR i P ) 1E 5 AR

8,
at 2]
ot Or
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0.2 0.1 0.0 04 03 -02 -01 00 0.4 -0.
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Fig. 6-9 The CVs of GC €electrodes in different PdCIl, + Pb(CH3COO), +
HCIO,4 solutions
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AL 2208 PR 2 11 46 1) PA/GC . PO/GC LA R AN [ B 451 0 B9 v 4l 46 11
Pb-Pd/GC HEMRAES SO 14 T B4 BE (FE-SEM, LEO1530, Fl#% EDS, HiJk
20 KV, TAFEE 3~4 mm){Chs AT R M 44 S5 RAL . 4] 6-10 25 Hi Pb/GC
AR R T TE S . AR N %), 2l Py A A ) ROBE R JBURE2H i, BT
100 nm #1200 nm Ze=A7 AR ERIR R . 4 6-11 JZ Pb/GC HIRERG &, KU O

Fig. 6-10 SEM images of Pb/GC (magnification is 5,000 (a) and 50,000(b))

c Spectrum &)

Element  Weight%  Atomic%
CK 91.91 99.49
PbM 8.09 0.51
Totals 100.00

Ph
ll.n Ph Pl Ph
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Full Scale 1757 cts Cursor: 0.000 ket ke]

Fig. 6-11 EDS analysis of Pb/GC electrode

6-12-A ZiHiIJE PA/GC HLRK ) SEM K&, R IEURA5), F 2k
50nm 7oA Pd AKRL A k. B 6-12-B~H 435l AN L] PACL:
Pb(CH3COO), [ & BRI il & 1) Pb-Pd/GC HLfEAL AN TESIE . M\ B~H
B n] DA TR I Pb(CH3COO), J& il % 1) Pb-Pd HEAHEALFI & ARS8
BOR, WORER/ME 10~20 nm 28],  HBEAE DR Pb(CH3COO), M2 (134K
PRI 2 T RS 2R B 88 32 T ARG
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Ak - = i 7
Signal A= InLens  Date 118 Dec 2006
EHT = 2000kV  Time :12:15:14

F, L

, s N -
Signal A= InLens  Date :19 Dec 2006
EWT = 2000k Time 124207
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Sigw A= lalems  Date 18 Doc 2008
EHT = 20,00 kv Time :13:15:40
L - 1 we

Fig. 6-12 SEM images of Pd/GC and Pb-Pd/GC
A: 9mM PdCl,+0.5M HCIO,; B: 8.0mM PdCl,+1.0mM Pb(CH;CO0),+0.5M HCIO4;

C: 7.2mM PdCl,+1.8mM Pb(CH;CO0),+0.5M HCIO,; D: 6.0mM PdCl,+3.0mM Pb(CH;COO),+0.5M HCIO,;
E: 4.5mM PdCl,+4.5mM Pb(CH;CO0),+0.5M HCIO,; F: 3.0mM PdCl,+6.0mM Pb(CH;CO0),+0.5M HCIO,;
G: 1.8mM PdCl,+7.2mM Pb(CH;CO0),+0.5M HCIO,; H: 1.0mM PdCl,+8.0mM Pb(CH;CO0),+0.5M HCIO,

Fie 190804
- ey
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Fig. 6-13 EDS analysis of Pd/GC and Pb-Pd/GC
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§ 6-4 Pd/GC. Pb/GCLA K A~ [5] Lk f5IPb—Pd/GCY Z — it 1% #2 14 Fa &5 {1k 1
AT ETIE
§ 6-4-1 AR BARAT (2. 5mA) 7 EIHE 1k 7738 E A9 220
6-14 45 A FIAL R HUEAL AL 2.5 mA fEHEL R HIAR 0.1 ML 2 S I A s
[T AR A6 R o MBI PP T AW 52 SR IS 7E 2.1 V 2478l Besh e B AN it
02 V. Bk, YrduffdimiE A 2.5 mA WA [ i) AL 70000 FE ) S AN
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" PN NN °
22k o1 §§§4@4@444 =SS e /ﬁ/ “w
e e A . S Y%
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Fig. 6-14 The plots of cell voltage ver susthe electrolyzing time for
different electrocatalysts

§ 6-4-2 BT EIEAESHENRANFARELFI T BRBERS TS

K AN TRV 6 55 B AR UORA 1) 2 HL A FRIFE H 28 2R DY 96 £ 00 v Attty o el i
0.1 M &8 3 /NN (R FLARVERRRE 100 £, B -1 (o ion v b o 25 (R 2 23
TSRS, 4K 6-15. ARkl BEMK 4.8 mM Na,COs+ 6.0 mM
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NaHCO;; I 60 mA; & 1.5 mL/min; MEFEAARR: 100 pL; #6028 o H
PRI . OREE IS TA) 92 Fhohy SRS I IR 85 1~ (o i, CRBFIN ) 132 B0 R S
LR ClR B 1 (aiitide, (o B I 1R) D 442 0 F Ok B R BT ) I8 PR 85 1 € i 0 s 17
HA7Y) CRERR 1) 8- (i 0 LU R P W B R 1 B 1 (il e i A5 22, I B AR e )
PEPERR LD o K IR OR CAAEED, BRI LB SR i e i
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Fig. 6-15 lon chromatograms
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PdCl, #1 Pb(CH;COO), [ L) o Ui U HLL N 2.5mA I, Pb-Pd/GC HLA#SIT
A ) QR I PA/IGC. Pb/GC I GC %, BTGP B 4 .
] CTEFRFNRERR AT 58 F o0, FRATTEEAH R IR Eil S A1 R X — R A LRI
FNE BV BOEATINE , IE4 I 0 AR O3, AR TR IR FEAE IR &
A R R B R (KA v TAE N ZE, WP 6-16 Rl 6-17 BTk LSRR MIARAE T AR ih&k 5
Fi ol y=8.724*x-13.023 (y: WEMHHF, uS.s;x: WE, mg/L, 3¢ FHRE r=0.9992).,
TERRFRUE TAE M2k 5 F2 A y=13.537*x-23.244 (y: &AL, uS.s; x: WA, mg/L, #H
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0 1

Fig. 6-17 The standard working

Fig. 6-16 The standard working curve o
curve of oxalic acid

of glyoxylic acid
KFRH r=0.9984) . 43 HIKE AR B I IR g 92 1 442 FO I 1 (i WA T TR BB 4
SRIE AN CRERRFN REIR AR AE LA M 2T R, BVl o554 3l il b o 25 19 S B
R 5 K AR (KW SRR AN B RR 1 AR LU & %K (6-1)
MR REER (6-2) T ARG Ui R, RN R P 4
FAL RN OIERIE RN, 85 RUN3R 6-2 JIron o KR rh Al Ve B e I (i 6-18)
A DL LW B 45 R AT o0 i . R 6-2 FIE] 6-16 AT LA HH L R4S S
giit: (1D A RN, Bk ri Rk Re AL SR & I LI TR,
B HCS PEGE L A2 3R AR TR PAy Pb B Pb-Pd AL 22, RINAE L —EHALE
M OERRIEBEVERE S o (20 il UTR R LG L R B R I, & I %
PR ARAN A AL BYEhh 4:1 B, SRR &, 14 61.5% . (3)
AT, CRERIVEFETEER A S, 11 85~94%. LIRAFITE KW,
Pb-Pd/GC % & WL PEPE AR AL A P £ IR FLAT A e 1) LA AL P
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Table 6-2 Contents of glyoxylic acid and oxalic acid, conversion of glyoxal
(X),and selectivity of glyoxylic acid (S)

ratio of PdCl, and  glyoxylicacid  oxalic acid X S
Pb(CH;COO0), (mol/L) (mol/L) (%) (%)
9:0 0.0397 0.0029 42.6 93.2
8:1 0.0437 0.0045 48.2 90.7
4:1 0.0550 0.0065 61.5 89.4
2:1 0.0473 0.0048 52.1 90.8
1:1 0.0484 0.0050 53.4 90.6
1:2 0.0471 0.0040 51.1 92.2
1:4 0.0479 0.0053 53.2 90.0
1:8 0.0472 0.0050 52.2 90.4
0:9 0.0381 0.0050 43.1 88.4
GC 0.0342 0.0063 40.5 84.4
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ratio of PdCl, and Pb(CH3COO); in the plating solution
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Fig. 6-18 Effect of a change in the composition and ratio of PdClI,
and Pb(CH3COO), in the plating solution on the
conversion of glyoxal, selectivity of glyoxylic acid
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§ 6-5 REE/gE

—. £ 1.0 mM PdCl, + 8.0 mM Pb(CH;COO), + 0.5M HCIO, % 1, K
HIALZE IR IR 2V AE B WAl B TR Pb-Pd FLHEAL T, SEM 45 L o Ha bl 46 1
HURE LR, AR ORI AR BE A By B RURE, R 1R/ E 10~20 nmee 75K
ik FELRR b 1 F [RDA: (9 7523161 4% Po-Pd HEAEAR R, LAIE gy =X Hufi 0.1 M & %,
WFSE T AN A i R £ AR L LRI B I R S B R K S, &5
PR BRI 2.5~15.0 mA JEIEN, HAERRY 3 /NSE, & AR
15 40~72%; MHMFHRY 10 mA B, L RRERAREE] 71.3%. 1 LR
L RENETE 92~98%, HIUL A b HLfif VR MR KM 35 T Re: AR AR 2.5
mA I ] 94.06 % S B2 15.0 mA I 27.35% .

T SURUTRE PR R AN SR IR B S L, 4% )| PdL Pb R LL
{5 — 04 )& Pb-Pd HUEEAL . SEM 45 SR I 4 PTRU T AT PACL 2@ #hi, P
2% 1K) PA/GC FUMR THIRTRLA)A), 2 50 nm AeAq (1) Pd QKR 4L Bl T
SR I Pb(CH3COO), J& 45 1) Pd-Pb LAk 7722 LR B AR, ik R/
£ 10~20 nm 2 [8], HBFEA DR Pb(CH3COO), I 5 1) 3G K HL B A THIRITR 2R
B BT R4, EDS S FiAR R I G 38 BB 0 AT 45 B oo e @ Ak Pd (¥
S Pb . CV 5 EDS £5 R WITE-0.35~0 V HLQZX /) 3 B P> i Jspk
Pd, i Pb™ TR AE K HA 4 fF IR 5 Pb, W AR T Pd R LL I LE Pb &

= K4 Pd. Po AR LU o4 )8 Pb-Pd L 2.5 mA 15 HLIR HUfHE AL 4R
WL =W 3 h, BT I AR (23 25 BRI R ) R SRR (1 1%
FEVE LRI (89~93%) FLAM AT . 1fif MBS A & I N P, MR
WP LU A SR B R (EI G Pd Y Pb AL I, 2 TR R R AR ) A
s YOI PSR BT AR 4:1 1, Tl 461 Pb-Pd FLAEALTRIN & — 1 AL,
R, HeA R B il 61.5% .

REEIERR Y] 04 )8 Po-Pd LA R ATAE £ — AL & il S I TR
S N R AT R R AR A T 7 o 12 DY R, 4 EAE Pb/GC L Pd/GC A1 Pb-Pd/GC
iR L AL ) MSFTIRs IFFU 4 SR 45 H - a0 FELA (U 4 Pb-Pd/GC (0.95
V)< Pd/GC (1.00 V)< Pb/GC (1.15 V), B8 Pb-Pd/GC X} £, — [ H 4L B T i)
HUEAGIE R . AL AEAE ST 4 5 SR 20 A0 SR G i 0 45 SRAH — 3.
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EFLtE RREB[RITER

§ 71 FERBRRETRRIT SH&E

FEIN LA BB PRS2 0T, it ST AR P T BRI . SRR R SE A Tl g
& DR IR S AE AR L, DB AR D DO e A [ oz i g
FIE X AT P2k s aniEnd, AREIEIX AL e Rl sE A . IR HE
BRI IXFPRFIE, AR BB I HTHAIB A IE DU X ] o JERLIX R E, Preeid
Wiz, AE e IR T, Bia] DLRAGBA T ZE AU . 0]
L-Edit ZAF% 8 7-1 Pros AT AR B PR Bt B, BRszBn K/ migs & .

K|
Y.

5.5

1

15

Y.

Y
A

8 | I
Fig. 7-1 Designogr aph of microelectrode arrays (50, 100 pm, 200 & 400 pum)

148



AT WU E BTS2

H TR A (AR EE AR B R LR TR) 223531 & 50 Ca) , 100 (b) , 200 (¢) A1 400 pm (d) ,
Fi%Eh 1.5mm ARG, HTHAR T s sl BB a8, R
RIRE . R I 4 T X4 Tl BB R IR R B S TR R o
T HBFEIIINLD .

Bl 7-2 45 7 2 Sk v b, A MEMS L2580 9% DU AN [5) )ROSR AR 4R
SR RS S o Al LA S R HIME-LIGA L 200 4 (R p ri bk v 2 21
H, 585, Tois i H k.

Fig. 7-2 Digital photograph of an array of Au comb-microelectrode
with four different size (50, 100, 200 & 400 pm)

§7-2 W R RFFUAR AR T SN T

P 7-3 S0 T TLE A B0 E U IR T AR R S 211
IV T8 7-4 5 B IUR MR R 30 S e 9 3 2
AR 75UL.

149



JE TR A SIETR B A7 B AP R o6 RS 21 S0 SR D 9 SRk

Fig. 7-4 Digital photograph of the plating PTFE cell (a) and
microreactor (b)

§ 7-3 TR A BRI

15
¥ v 1] HL I 8 R EEANG ) 10l
4200 pwm AR Au FE1H St
Befel 740 FismoyiBe S O
R, A 0.5 M H.SOu ¥ 1(5)
W, 1E-0.25~1.25V HILIXIH], sl
T 0.10Vs" BEAT AR AR % ol 0
0.0 0.5 1.0 1.5
i, CV et 7-5 Fros. E/V (SCE)
LHEN L] Au LR TR Fig. 7-5 Cyclic voltammogram for Au

comb-microelectrode  (200um)
N E=VAW Ry K =
L AU TR, UL i 0.5 M H,S0, solution
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A7 A9k 117, 1.27 F11.35V, BJFIEHAN 0.87 V.,

§7-4 BULEMRNBNASRE

WAL A R S AL GE AT I REAH L, AEREAT 0 5 S B T i A i R AT AT
MZ VLR FFAEAERAL IE U Ny T, LA S e R vl DG 5 3 A O
LA NG, BeAh, RS R BRI A P S 1 DR K S S T
DLYE S P AT R

SR, AR SE I R R D FOE LT T AN AL, TUANBES 2 N H] AT AL A a4t
$o Herp— NN I FAR A F I AN B AT I i R TS N R St i T I At A T
Ao N Ln] BLSE RIS AN AL AT ORALE B W o N LS (R 20 59 P, i LR . &R 45
W] AGRAE A 03 5), AT A AR . IEAh, R GER LT 1A% Aubl g
R RERC AR A S I RE ] R e

Fig. 7-6 a) Microstructured reactor with an integrated cooler for
electrochemical processes; b) explosion diagram (source: |MM!?)

1 1] 5 DR 22 A AR I S8 BT T A (10— b~ A0 2 A 45 0 11 P A 22 Bl s 2 8 (1A
7-6), NG TR ISR LR A A R P (s Phad R
RIFHALTD o 2R E N H] T LLa- VIR 2 JsURE, - M HT BRI AL 75 Fd-
AR F R o AT IR A A RO N R T, 3047 OB L2 RE o, i
LR OV ELR AT FEAL S 5 i, SRR T A RO i A 8210 o IR, 1524
PERA . G5 RAUEBIXFP T L E RS v AT AEBAT MR A AE A E N, O,
(RIEFEAE AT LA SI90% LA L, WL AR ik 98%, HL s N il A ST 25 g4l
S AT LA oy 4= FYARRE PR RS 4 B2 T RS S B PRI 36 2
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%Kit

LA — R TR AL L7, T2 N TRk B2, R2.
Pty AR B GEARAE Tk ANSCRIFAT T R HLIA JRURT £ ML AR AL A R
CERR P AL I 2% S vk R JF R R T RS Ol i AR, N T %
RP BRI G (LFR. LR, L REREIR) et e EAa il
12 Y AL 22 SR LT A SRR R BEA, W T B0 R P A JURD & I LA A
G ORI S N I R LR B A L T sl s v #s, FA MEMS 2R
HlE T RUPIRIE RS . AR B R

L AL A KT, BTSRRI ORI . LETR. L
B o T eI AR A ARBL, 45 52 B 23 A A Ay R IR e o BT 1R 40 A 7
TAFAE S8R U AL o TRV & A K R s R PRSI0 BT 5 FL 5 1 S
IO A3 K T o ANSOK BT o S 32 LR FEL A b SR, LR
BEMR . OMETR. L MM IRIENE S E R, Jioh, I 1 (i s ) oo
ORIR FIE SR A T IR AR R R Tk R AN T R AT B . MERA AR 23 BT o EX
P FELERA: (D N TRERBIEREG R ORI R, {E5R e e R
(4.8 mM Na,CO; + 6.0mM NaHCOs), il Hijik 60mA M) Aik 511~ , X Hifif
T RS 56 1) S S ) AT e I 5 e B B 0 BT, TSR R Ol IR B L TR
Ry e AR s o) TS o JEL I SRR R VR RV PR 8 L RTEIR 5 LT TR 1) 4 S T
S LTRSS L TRV oy B, IA BN LRER S LR TRAT s s T
Fe BIZERH PRI (0.40 mM Nay,COs+ 0.50 mM NaHCOs), il ik
40mA FJEIEELE T, XHMR T CRER (R=Y) MR ey 31T
[Fi I 2 1 5 e PRSI 23 AT o S0 &85 SRR R WL ) LR . LT TR RN TR 1
HFBRIAE] 10%e/L Bomgl, H = bt TAEM A RS 1. (2%
BT L A N T £ R R rR R AR SR A R ST TR S R S )
(LR W) FIPGENE « 3£ 2.4 mM Na,CO; + 3.0 mM NaHCO; 14
Ve, AR AT LU SRR HEAT & SA i, (HANBEXT £ —REBEATAR I Sl AT,
RO PESE A 2.0 mM NaOH + 0.05 mM Nay,CO; e liti, ANMER] L £ BE R
BEAT 3T, 36 AT SEIIA, & T REBEAT ARSI o IR £ L O3 B PR A AL R A
R, AR LBFRR AT AT LAz T 1 (1% o A I BOR B AT 20 Mo 3BT
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2.0 mM NaOH + 0.05 mM Na,CO; A PEMEH, # LR & WA & il SR
P I HER 8 (LR FUR RN SER SN (L) HEAT RN PRad
YERIII 23 M7 o 3% 71 4.8mM NayCO3 + 6.0mM NaHCOs 1 A i Bt 3 A Sz 8 ] Hsf 6
U BAR 8 (LR FIR=H) (R (M8 ST Pus . R .
B (0 1 A AR R b R FH - 2 AR A B I T PR L R A A el g
Iy PRI, IO LS AR R A HR S A R B R . (BT
LR AL IR G T kR, % 4.8mM Na,CO; + 6.0mM NaHCO; /£
YR, 1257~ (% L A SE R OGS U SR B SRR T 4% T IR AR T =B
P LR FRFN T ZRRIEATIRIN . POy VR0t S e o

T I8 FH WA AR SR A LA SR OGRS R A A SRR £ I LR A AR AL
ORI N FE . HRILLFS5E: (1) AR 0 AT I R S AR e 21
AN SERE, WL T BRAE AR AR nano-Pb/GC HLfEAL L, AN[RIBESTHL
B FIE U R, B RN SR o T E R RS RO e R A A
fbo M MSFTIR 55 0] %01: 7 nano-Pb/GC Hitl [-0.45 V BIF M) 1750 cm’
bt (C=O M&iiRzhWe> 3 Nk, IMrEAk Po itk E#HAE-0.70 Vi 7E
nano-Pb/GC Hi#% 1-0.90 V BRI W52 £ 1093 cm™ T 1 R-CH,OH L1+ C-0
RAFIRBL, TR AR Pb AR TE-0.95 V, UiB B ERYE nano-Pb/GC Hitk -
(RIAE J5 LT LU AE AR P FL B 1 B 1F , Bl nano-Pb/GC FILAR N 55182 1) R Ak 35 M5
o (2D PR R ZE AN SN GTE 45 R B 7R - 7F nano-Pb/GC iR 1-0.45 V
B AP EE 2] 1750 em™ PRUCHEA R0, MAEAL Pb L FFEAE-0.60 Vi fE
nano-Pb/GC Hiffz_F-1.05 V AT AL 2L 5] 1093 cm™ 4b Z B R-CH,OH F: 4] C-O {4
PBNBIL, TR T AR Po HIARAEDF T A E E (-0.45~-1.80 V) AWM EEH]1%
I, X[ T LA 3 B nano-Pb/GC HELBRONS T R R 1) HLIA i S B BLAT LU A4 P HiAR
U A TEYE. (3D R I ) o3 B L AR LT A ORI, ST T R
7E. nano-Pb/GC FIAARHHIMRL b, F—WF0RAL MG R, & E 2L RS
WRRC T e (R AR A B 7 Ao X T AAA P BB, WFFTHLAL-0.80V IF, AN 75.0s X
IR 2 T DL SR B L FEFR Y AE B, 1T nano-Pb/GC 7E 4.41s % VR 1% 2l GE L
8P, MR A-1.60V I, 4R Pb HUBK ¥R R) 73 45 R R TE 22.1s I E
SR B LERRAE K, TTAE 62.6s Ik ] BE S W22 3] £ BER A= 1l o (4) XH
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2 30 WAL B R S i A e 2T A0 SO O, WEST 4 AR PA/GC. Pb/GC Al
Pb-Pd/GC Hit b, FAAL S b PR T A i e 1 A8 Ao LUARE DA AN [ FELAK I
[¥] MSFTIR 1% &, 7T LA W Hh iR 46 ALY 4 Pb-Pd/GC (0.95V) < Pd/GC
(1.00V) < Pb/GC (1.15V), il Pd-Pb/GC —Ju b7 EL 24 J@ Ak 51 (PA/GC BX,
Pb/GC) BA AT I EATEYE . (5) HAL 2= SR 2040 S5 il (MSFTIR . SPAFTIR
FITRFTIR 4555 ReAR U MR 21 £ — g 7 bl e i b i el it p =) ST 1
F N &~ BERA TR A I LD AN i 0 o IFAERG R I AL, 2] CO,
(oA, P AR 2 P ff FLR I R 3 — e R DA B R SR R R A

DA ZLAR 605 AR 25 SR B SRR e A S i LI IR, SRS R S i
B DR R SR, AN RE LM IR S5 SR o AT LT A1 S R 5T 45
ST DA IS AT B ARE h R, [Ty SEpR AR AR B 2 2%, LA
P PR ) £ B R B TR 1) AR ST i v ST PR 1 e v, AT A2 3
SCFIAE -

=L ERR IR G R O R T, SRR 2 TR G HAED
ol HAE I R 46 T BB %R Pb/GC . Bi-Pb/GC. Pt-Pb/GC Fil Pd-Pb/GC 4 ) Hi fi
. EEZER A (1D AR L] % 1 Pb/GC M Bi-Pb/GC i Hi R
AT i A IS I, 10 Pt-Pb/GC ) FERRIE R AN R AL TP Bi-Pb/GC X
LR ML FEMELL Pb/GC I8 LF. (2) RV Pt 2 M AR 2 AR, (3
K F HLAE B8R LR P AR IR 2k il £ Pt-Pb/GC HLAEALTR],  H6 FERR 53R AS
HA MY TR PeAEL BRSNS R L R i EUR
IV SE A RSN, DRI S S Y. (R EA T PT EE 3L Pt-Pb/GC A HEIR 2k 25 Hif AL,
P EZRIN . (3) T LA 1 Pb/GC Pt-Pb/GC Hil Bi-Pb/GC HL AL
A, BT AR Pb AR IEEOL T Bi-Pb, 1M Pt-Pb A% RERR HLIE 5B AT
AT TE . 4K PO/GC HELAHE A 711500 B8R FL IS i HAT LA A P FEUBI S L 1) LA A
Wk, X5 JRAZEAN DG EE RAH B (4) Pd-Pb HLAHE AL FI7E SR ik
JEf % QAR R, BAT L Pb/GC AT IAIE PR {E L WAL 2
W S I, SR R ZA TH 2% T Pb/GC L PA/GC MIAN [H] EE 451 ) Pb-Pd/GC
HAEALT], 2L R458: (1) 7 1.0 mM PdCl,+8.0 mM Pb(CH;COO), +
0.5 M HCIOs ¥, SR HLAG 22 AR PR AR 2200 B v R L3RR Pb-Pd HILAEAL ),
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SEM &5 B R UM R TITRDRE FE RSO, 0K TR A B ROBRE, ki1 RSHEE 10~20
nm. Pb-Pd/GC LLIH 7 LR 0.1 M £ %, WY T AR Ui f e £
A SRR REVE R O - AR I . G5 R (a) MR IR AE
2.5~15.0mA Ju[H KN, HARIER 3 NN, L REREALE N 40~72%; LR
I A 10mA I, L REEACRIER] 71.3%; (b) 1T CRERIERMEA 92~
98 %+ (c) HLYL Ak 4 i FELAR LA PR30 KT S 35 R I s RSO3 N 2.5mA 1 1) 94.06
%6 SR BRI 15.0mA K 27.35%, SRR ST R 32 25 R R X
JS2 PRI RIEA T o Cii ) SRR A SR AN 6 AR B 45 Lg% PA/GC
Pb/GC FIA [ L] Pb-Pd/GC HLMEALF. SEM &5 BRI 1y - 1A PdCL, 4
JEERIS, BTl PA/GC MR BRI S), F2 %l S0nm A2 47 (1) Pd 99Kk 1
M. MAEDTRBE I Pb(CH;COO), Ji il 45 1) Pb-Pd HLME AL AR TR AE B 4%
K, BORERSTAE 10~20nm 2 [0, HEEE DR Pb(CH3COO), W 19 K H,
A2 THTSURL SR 4R FE R T BRI, EDS b MR K TR VG 38 40 W7 45 R Bom — o @ ik
A Pd [ &L Pb H . CV 5 EDS 25 KW iK1 Pd (1 LLHEILE Pb &,
X T AE-0.35~0V LA XA 33 PA B8 SR B Pd, T Pb> 4k TR HELA 451
Nk, (iii) ¥ PA/GC. Pb/GC HIA[FLLA] Pb-Pd/GC HLAEALFILL 2.5mA fH H,
ML 1 3h, Bk ERNE AR s REH, AT 4
W ) PR LU I (89~93%) . E FLMEAL AL & I S i, TRV
AR el (RIS )8 Pd 8 P MEALAD 1IN, & AR EEAR: M
MGUREEL ER RV ER L 4:1 1F, BT 1) Pb-Pd FLAEEAE TR £ i L ARG
RN, HALFRATIE 61.5% . UiHH G Pb-Pd/GC HELAEAL I 7% 28 b ¥ 42 8 PA/GC
o, Pb/GC 5, 3X— AR SR L0 A SO e i 4 A 50T

V4. 20 A 90 AR AR N B AR DGR LK, T i R Vs DA V2 A
WAHR Y BRI etz 5t SIS RN P IR 7o A FH
LA AER PR N A5 AT AR A A2 S R A G FE AR EIFIR N .
DI I 25 A B TR ASCRH AT 1t DA S T A (AT 7 B3 AR S 7 2 IV 38 6 K 4 4, 1 43
B E RN AMNE. Ak, ASCRUT T AR U VA, R MEMS £
A T A B BE S o AT LAY - SR 1 LB A R K — 2B
W A ST ST AR A R0 S B AT A A B B L, SRS K 7 A i S TR
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JETE S IR PE AT N B E IR < Jm AL, IR X & R FE AL 5 R 2
MR AT BB (2) ZEAMETE 45 RAESE i il BN ] = i 20 AM e ot
FERIBR AN 7] FAE T 55 H O SR 2, I PR AN R Y R o (ELAR ST R TR F
B SIS BRI RS . i U SE A 2 H R DU SR L0 i it
BH AR AT A AR = 2 TRDTBCE R R, A 3 R 20 WL s B S AE B R P 70 o ZL AN )
=R, IS R AP, DR ZE MR T 9 45 R L HR N H - He
PRIz o S RN P PRV R S o (1 L s B R AT RS, SR AR LRI A T LA
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LM AL IR LR A UL RSE 5 4%, AT A2 iR M O = L 15 P L IR T
EEL/IEITENT oy & SO O DR - M @iVA < 111) I A E PG S R = ki O S A P 4o L TN
PEET TR A BE LS WAL R T IR (M B & 5 1, AR 2
PGSR EAFEME R . o, mTESN, JCHEERE . HAM 1, 51X
J7 T EAT WG RIREST, 1f0 E A RAL TR BB RN S AE A AN 2540k B AT
EUORMIN IO EL, DAL, O AR SIS HAT HE B ) 2 AR B SORTN (B
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=x

158



V5 B A 0 300 ) ) 6 2R S0 R

N

1.

10.

fEEMZE T2 MR REZERX SR
EE AT EIEX R RBREEZ B
MR Ry, BBk, KRB SO, MM, SRR IS B AR R Lk R
IR IR 22 B AL LA SR GIERIE T, K44k T, 2003, 20 (2): 91-93
MRARE, SR, #EBk, FMHRI, Surface alloy/GC HLEAL T HI 4 L5 45 R AL,
F414b T, 2003, 20 (1): 44-46
MR R, Bk, ARG, GKEL TOME, PMINI, G e R AR R L TR AR
g FTIR BAROGHEWEGT, Jaitk Sk, 2003, 23 (2): 273—275
MR R, BBk, KM gk, MM, JE TR Ol A LS A
Moy Mg Jrik, AR ik, 2004, 25 (1): 151-153
MR R, BBk, PMEND, BT, WIS, B OakE o R AL R
I, FE40461, 2004, 21 (12): 934-937
MR R, BBk, feibes, JEA, MM, AEEENECHEE R AR R TR AR
I FTIR BOROGRERTST, Jeilk s 5oeik o EHD, %+ =m4aiE s
T EE AR, 2004, 24 (11)
MRk, BBk, e, J5EZAE, REA, PMUERD, SRR RS < AR
IR R ) T A AR A LD AN S OGIE T, Ot RGO
D, = el 7l m ARl 2004, 24(11)
JIWE, BRAERE, ek, AMHRL, SRS ok e e R R S T RN
WHoE, TR AR (A ARRER), 2005, 44 (1): 63-66
Shengpei Chen, Tao Huang, Shigang Sun, A New Method of Ion
Chromatography Technology for Speedy Determination and Analysis in Organic
Electrosynthesis of Glyoxylic Acid, Journal of Chromatography A, 1089 (2005)
142-147
TR, BRAEE, MEND, ST, AR R b A RIS B R A in situ

FTIRs #f57, Jei2z 5614347, in press

—. CEERFEREILI

1.

Tao Huang, Sheng-Pei Chen, Zhi-You Zhou, Dong-Mei Zeng, Shi-Gang Sun,

159



JZ TR A e SIETR B A7 B AP R o6 RS 21 S0 SR D 9 TRk

2.

10.

Electroreduction of oxalic acid on nanostructured Pb and bulk Pb electrodes studied by in situ
FTIRs and ion chromatography, prepared
Tao Huang, Sheng-Pei Chen, Shi-Gang Sun, Electrooxidation of glyoxal on Pb, Pd

and Pb-Pd alloy electrodes studied by in situ FTIRs and ion chromatography, prepared

[ A SRS ST R SR 3

R, Tk, SKEL  PMEENI, e AT L S s DA 2 AR
Jrik, S5 12 ARSI, B, 2003, Nov. 26~29, D19

BBk, FRRRE, AMEENI, B R i AR s AR H S SRR K N
WEIEE 12 A 22 i B, 2003, Nov. 26~29, D20

Shengpei Chen, Tao Huang, Shigang Sun, Properites of nanostructured surface
alloy supported on glass carbon in electrocatalytic reduction of oxalic acid 2™
Spring Meeting of the ISE, Electrochemistry at Nano-scale:Structuring,
Characterization and Theories, Mar.7-10, 2004, Xiamen, P21

R s, Sk, PRI, GRIBESE, TR ik A AL S bR o A,
B ARAAYLRA S TR S VGR I, HI, 2004

BRAsE, BBk, PMUNI, ERBRSE, B R RORAE £ e R A I R A B
L, SUmAEE PR S TSRS BORSCEE, 1T, 2004

Bk, BRARE, ABOKE, FMIENI, BRE Po R AR R A A R R
HEALIE IR I PERERE T, S+ =R A E kA i, 2005 4F 11 A, T
Rrss, FRasE, sbk, AMERL ARFESER PYGC HIAR G SR RER 2
RS, S m A A 2005 4F 11, T

Bk, BRAERE, WAME, HEITET, AT, SMEND fRAE, SOBTIE, SR
R ORI RE I SR LLAN RGBS, S e E A PR S Tk
UL 2006 4R 7, E RO

Tao Huang, Sheng-Pei Chen, Shi-Gang Sun, Nanostructured Pb Electrocatalysts

and their Property for the Synthesis of Glyoxylic Acid through Reduction Oxalic
Acid, ISE57, Edinburgh, England, September, 2006

Tao huang, Sheng-Pei Chen, Shi-Gang Sun, Preparation and Properties of Pd-Pb
Electrocatalysts for the Selective Electrooxidation Glyoxal into Glyoxylic acid,

160



V5 B A 0 300 ) ) 6 2R S0 R

ISE58, Canada, September, 2007

11. Tao huang, Sheng-Pei Chen, Shi-Gang Sun, In situ FTIR Spectroscopic Studies of

Electrooxidation of Glyoxal, Colloquium Spectroscopicum Internationale xxxv,

Xiamen, China, September, 2007

12. Qing-Song Chen, Jun-Tao Li, Yan-Xin Chen, Tao Huang, Shi-Gang Sun,

Electrodeposition of Nanostructured CoNi Alloy and its Anomalous Infrared
Properties, ICEI (International Conference on Electrified Interfaces), Sahoro,

Hokkaido, JAPAN, JUNE 24-29, 2007

M. &R

L.

II.

MRk, FhHRL, BERk, TR O, CRERR. L TR RCRRR AN Tk
HxKWER, LFS: ZL03109958.0; LHRREPS: 55 194848 5

MRAs:, MWL, 2K BRBER A YR AR S S B AR & U7k
HxKWER, LFS: ZL2003 10116758.3; LARREPS: % 283466 5

L BRAEE, FMER, B8, BREEHEER I & <5 s HE AL HBR PR A1 48 52

EZRHER, LF5: ZL200310116760.0; HFUFEHS: % 249031 =

161



BOW

B

e, ¥ HWA . AERPSLIORINLZFr, 22008 04 Foe . (it
WICTE R By, R B BB I (727« AR K N s B U 2 1 1 o

e, TR BRI —— MR B RIFR R B 20T, AR SO AT 2
DR N AT LUSE RN ANEITIH ISR BRI A RAR TSR S (1R o
ASSE S IEELICAA R v 1 b ZER 1 S R A IR VAR S M B AR BRI AR
IS IS 20 AN A 3 2555 0 PH, ke n) Lo BRBIIAE 7 S AN AR GG 7 T 4 T AR K )
WSR-S (IR SCTEZ br, A A AL TR 7 e LR AU

[ s 2 R AR S0 2 Y 2 R ) B« B AR E T LA K e i A 220, AT
FE ARG ST T VP2 H BRI OG0 o B A B R SK 27 TR 3 25 2k UR L 946
B B EIATT e AESEIR T A ) TR A . i g <52 Il A3 B, AE B 1A A AT
RN o (RIS J [ A T A PR o R R s L RS R N
B SR o RIS SRR . WIS e A A S L MEAE B 1 (0 S T s T R S B
Bho U RSB PO R AMIE B . B CRET . KT EAT . sKIm Al
SRS N A BT RO AR B 210 955 T 45 T A B 4R

U ARSI AL RO S0 DA S i 28 R RAT 1 I X PR 2 SR S B . Atk
EMZIN . K% MG LU TR BRI, BEACH . B, MO0k, #2348
DL TR KBS BRATL. EDER. wal. BRAEEE. R VE. SO0 Jealih.
BENGT L EAsH . A VR, XIERL SOARER . BREA . OB, BRI

RETRAT W &L FBPOME . MRZRIRE. r22dE, DERE. BREM. MRdeds. kL.
PR . A LS. AR RS ARSI RFER, T T A
O]

BB B B RN LRI 2 NEStH e se 42, A4 T 7 RS ahFn4g) Jot
RIS RTEIA B R o AT B e iRk 1 B N AE, SCRE AR |
ANWTRITHE . E A A 1) A AT R R e R R, DR g e L P!

eJe s PRI BT D0 RS B dek e AATTBOCA 300 A, LS AAT ] B A
R T

Bk
20074F6 7 TR FkE D

162



