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Determination of Silicon in Pd/Al,O3; Catalyst by Photochemical Reduction-Silicon
Molybdenum Blue Spectrophotometry
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Abstract: Photochemical reduction-silicon molybdenum blue spectrophotometry, a new analytical method,
was used to measure silicon content in Pd/Al,O; catalyst. The conditions for photo-reducing fS-silicon
molybdenum yellow into silicon molybdenum blue with ethanol were investigated. The results showed
that the changes in absorbance complied with Beer-Lambert law when the silicon content was in 0~2
pg/mL concentration range. The method applied to the determination of 0.1%~1% silicon contents in
Pd/AL,O5 catalyst with satisfactory results. The recovery was between 98.5%~101% with a RSD of 1.43%
(n=9).
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1 SEK#E

1.1 FERF R ERE

TEFRUEI A VAW (psi=1.000 mg/mL, b 5TAH kT
FoIABE); AERRAEE M (ps=25 pg/mL): FEHL 2.50 mL
REFRUEN 23T 100 mL ¥Rl I, FH/KH
BZZIEE, WA HREEWG0 gL); LEEHER
(1+1); PURMEREW (20 g/L); S SEALANTE (200
g/L); A FRINTE (50 g/L); RIEMERRIFM(1 g/L);
R HBER(+1); ZUKBEHRA+1); SEME; TR,
FTFARFRII A b2, 53 F K O IR 0K

PA/ALO; AL 1P FEdL wsm0.1% - 27FE dh
ws0.5%- 3"FERL w51 %.

BOGHER AT WA 6 EETH(TO-1901,  Jb 5
Prid AR B BR TR A D) K% T R F (Mettler
Toledo, /&# 0.1 mg); UVA £ 4MT(MVUC-20).
1.2 SEBHEE

FREX 0.2 g fEALFAIFE S (1% T 250 CHET 3 h),
BT RIUROAEHEAEES, A 12 mL 38 3 mL
HAIE, FE. BT 160 CHAA M 24 ho B
o, Wi, KR NSRRIty 215
mL /KPS DGR M A RE N BE . IINZ) 10 g il
PR A AT B AR . I 0.5 g WRREREN, {1
& 20 min, BUF, A&, #A 100 mL BR%
BT, HARBEZE, B RIEEEAR,
5380 2.00~10.00 mL 3% T 50 mL F&EHEH, MA
IKEBARRRLZ A 50 mL, A AL IE R 23R
NI R ET5E, A 1.25 mL #RE(1+1) 6
mL ZEEAER(1+1) 5 mL AHRREA W, BN —Fh
WA MIRS], B THEES 30 min. I 6 mL £
R(1+1), HAKBBZZIE, R, BT UVA %K4h
ST EJTEE RS20 2 em A T 5 25 min. 00606
FEiF 810 nm W KAL, A 1em EbfaIl, PLAFIZEH
TEZ, e R IO .

1.3 PR &I

SYRREL 0. 02, 0.5, 1.0. 2. 3. 4 mL fIfE

FRUE T 50 mL &+, A 25 mL /K, &0

SEAEER VRN I A eTE, 1% <127 it
1T 3 RIMGE, TAFFIIMR6EE 43328 0.0924 0.229.
0.458. 0.894. 1.342. 1.700, FEFFE 0~100 pg/50 mL
(0~2 pg/mL)Vu N5 & MA-thEEd, bR
J7FE 4=0.8857¢+0.0067, I Z%(r)=0.9999, FM
JEE JRWR G A £610= 2.511 X 10" L/(mol-cm).
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2.1 FEEAHREKHIERE

53 TR AN R R B AR AR UV R, AT R A
NS, %13 2605, T 400~1020 nm #K
AT, SmIEEEHE 2k, w1 Fos.
HHE 1 ATAL, 7E 810 nm KA, FEAHWEAIIROLE
B, WOERE 810 nm NME K.
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Fig.1 Absorbance curve of silicon-molybdenum blue

2.2 pREHEHERSES
2.2.1 ERFRIKIE

FERH B A IR B ) LR TR A 3RS, 4 il
o B yRL, BRVEERH B HOA IR N REAR W S RO E
B0 yBUEEH WL R S I, MOR R i pRY A
g R, R ER R 80.05~0.30
mol/L (pH=0.62~1.5), FEHH W AC &5 T A e 1 45
FRFE IR, B a2 ik A 3 5 SUA RO
R E AR 2, BRI A SRR R, B
R BIANTE A RS NS o PRI R 2R IR 5£0.15
mol/L (}1 24 F I A1.25 mLEERR(1+1)).
2.2.2 pH {E T

SPATREE 16 47 5 mL lii(1.2)7 8 2 4, &0
A 3.00 mL FEFRAEVWR, BEALS IR S8 LN
Wi UK R EN B A GUE, IE o
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Fig.2 Recoveries of standard Si solution using

different pH regulating agents
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FIIRE AN, SEO e S B m Bishii k. %
LR EANENES pH E T
223 AHBREIRE
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s e B, 45 R 3 fis.
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Fig.3 Effects of ammonium molybdate concentrations on the

absorbance value

HIEI 3 T, AR AR B B 3~8 g/L

B, WOCERARE. HREMARERN D2 FHE
BASEA, MHREIREIRT 3 oL B, JERUEH
B R AR, SRR AN RE 70 2 A IR AR 25 2 Ak
AT, SRR ARBRE AN S, MERBOLE
B, FHIRE BT 2 N2 5 8O E S IR
FE A 2R R AR T 2 B8 JR A I R, 2440
FREGR T 8 g/L I, WROGFE . e MR e
WS /LS TN 5 mL $HRR ¥V TR -
2.3 TEREEE AR
23.1 ERRIKIE

H 1A R AR, BRETKSE
KRR AR, eSS R, ArbfE g BdsE
BHEY B0E 75 BN L B3GR R IR RS . (HER B
WSRO RS, O mIK. PLERRR
WEEN 0.25~5 mol/L #EATES, e H xR o6 1
s, 5 4 Bk
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Fig.4 Effects of hydrochloric acid concentrations on the

absorbance value of silicon-molybdenum blue

HHEE 4 AT 5, EhERHEE N 0.75~1.35 mol/L B,
TR E . IEEEETRIREE 0.9 mol/L(fh
TN 6 mL E:FER(1+1)).

232 LEEHHAHE

CTFAE B AN AR A IR SR 7], A 2
MEH: 1) 18 p BRI S F ARE A 2) £
EECIE IR T, 17 B AR S B T Mo Rt
B, HME . 2BEnANEd £ &
FPEAETETHL, NG I D WAEAF Ak 273 T s 3k
AR, ABEHEER T AR BB A+ E(0~15
mL/L)XIROCFE I EEm, 455 5 Fis.



37 %

12 .
16[
I
- ~ .--.———.———.————.——F”
.'o--"" psif(uir)
¢ 15
g f
= 08F
[ e
| b ——a
I [ _'_'_'_.—’.—._,_.,—
04F | e
Es
- ':I.‘-'
" -Ii s : || | | |
0 2 4 6 8 10 12z 14
Z.EB(1+1) A E/mL

B 5 ZEEREXNEROLERRE

Fig.5 Effects of ethanol addition amount on the absorbance

H S AR, AN RS, R R EEAR TR
LEEVETR(1+ )N E<2.5 mL 50>12 mL i, J6ik2E
SN R AR I B R AR B s TIAE 5~10 mL
B, WG AR E « MOER QB+ DIMAE
N 6mL.

2.3.3 YR KGR [R]

FeAb ek i I FE S bR AR — Y Bl K
VB N LR E AR F T, A4 Mo L TE
JE T B RS o« 16 PR T A A BR A YRI5 2 52
WA IR B e 5 R Rz — . GRS
R Z R, T CE 30 min #EGOEIRAE g RRE
FHEERGEA S, HPE 4 MR R eI, i
RIEF-EH KFHYE(EK 350~1800 nm). 2E4MT
UVB(# K 275~320 nm). 57T UVA (K 320~420
nm) A1 A ARAT (400~780 nm)iFEAT ST (1 5 A\ Tk
JEEEBS 2 20 em)ik AR, 254G Y5URT S IS [R]GEIRO'
FERsEm, 2585 1 k.

R 1 IR R R OL R R

Tab.1 Effects of light sources and irradiating time on the

% 1 A7%0, 10~90 min MBS TR, ELUT
FIEEAMT UVB B EEA TG [ B UVA $RAMTRIR
FEOGHR S SR 20 min, S0 M FEATE S, HOKFH
e E I S B 75 B[RRI BE . %of b A e s )
DA B 35 6 1 A SR R AR I T 75 R K 24
4 350~400 nm. FH T BH G B ' HE i B AN 2 AR A
RS I FEA 5 e i, MOERREAMT UVA I
SPIFIR] 25 min /E 2y & BOG R EA .

24 HEBFTFHRER

Pd/ALO; AT EE B ALO;>90%. Pd
0.1%~5%, ULK il & fE 5] NH/Zb 1) Siv Fe.
Na. Zn. Ca. Ce. As. P %%, MANMERES AR
AR B AR 5] N — 2 &1 NOs B T-55

EEXTIXLE T BRAEE TR, A AT T AR &
11 A", Pd(I). Fe*'. Na'. Zn*". Ca®". Ce(IV).
As(V). P(V). NOy. SO &8 71 R &R
SEREN], MEEN 75 ng /50 mL, FIXH R ZE <+2%
i, 50 mgNa®, 25 mgAl’", 10 mgZn®". Ca®", 1.5
mg Ce(IV). SO4~, 1.0 mg Pd(1l). Fe* bk i &
AT

P(V). As(V)5 Si(IV)—F£RE[FIEHBR AR 25 T4 A
REWE, FERENE LR WS >20 pg/mL NOs 5%
Mo Fek B W A il o 8 SRER I A R BN, TERERHBE AR Al
FIEZ RIEML: 1) I 3 mL 5% A1 BRENE R, W]
FYF 1.0 mg P(V). 0.5 mg As(V)E TAEFE: 2) A
3 mL 1%Z MR I VR AT T B NOs 52
2.5 FEEENERE
2.5.1 kxR

SPATRREL 5 45 0.2 g 1R 2" ALFARE S, IR
) B (R AR VA, 1 D7 VARG B JE I s i
THREINFR E R . IR FEIMARAE 20~75 g
i, IR R LE 98.5%~101.1%2 [

2.5.2 WE K BE RN T XS B

SPATRREL 9 frialhf, 428 Bk 1.3 SE58 i
ERER SR, RS, 5P MERE R -4
WO EEV AT LR, 53RN 2 B

absorbance
WE Agio (psi=25 pg/mL)
H/min Hot UVA UvP SPav]
AT AT
10 0.958 0.884 0.004 0.004
20 0.964 0.952 0.004 0.003
30 0.948 0.952 0.003 0.004
40 0.962 0.964 0.004 0.005
50 0.956 0.956 0.004 0.005
60 0.962 0.952 0.003 0.003
90 0.966 0.958 0.005 0.004

R 2 TTERIREE N i (n=9)

Tab.2 Comparison of precisions (n=9)

1%

o ik Uk LR S
M e RSD THME RSD
1* 0.079 1.43 0.078 2.02
2% 0.82 1.30 0.82 2.06
3# 1.07 1.37 1.06 2.04
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MR 2 AIRL, 2 ROPERIZERYI G, ATERRS
PR f 22 0T HR ML ik . (HHTIR MERIE IR 1%

(RIRAER B, AR R
3 g6

K B 00 5 -k B O B R e Ak
BRAR AT A 7 PP AR B BT AT T I A A TSR
SERFRI:

1) FEHRAKWOGE 810 nm AL, FE4H WA & T
TN IRWBO B ()M 2.511%10% L/(mol-cm), fi:
TREAE 0~2 pg/mL JEFEFF & BA-LLE B, FHXR
#70.9999, ZERIATTFEN 4=0.8857¢+0.0067.

2) CKEHEALRE S FH SRR -XIUEUK VR b3S,
SPBUEEIFR A S0 mL AR IE . AR
PR, INNEHIR B IS WA SRR, LA 0.15
mol/L HIEFRAEECRSTF A - PR . WIS
FrEE, FMNERER, A UVA £A4MT ST 25 min 5
J TR A ek A ) S S, JEAT A B O

3) W E AR EEE LTI 0.1%~1% K1,
InkR B K 98.5%~101.1%, RSD=1.43%. AL
B 45 TS PR RIS SR - AR W OC B v &, HAgE
B TR B, T AR AR AR R I S PR R
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