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Determination of Al Content in Pd/Al,O3 Catalyst by Fluoride Replacement-EDTA Titration
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Abstract: EDTA complexometric titration of aluminum content in palladium-alumina catalyst was studied.
The factors affecting dissolution, complexation and titration of samples and the influences of agent types,
container materials and pre-titration methods on the titration results were investigated. Two determination
methods for aluminum content in palladium-alumina catalysts were established, i.e. high-pressure
digestion tank+HCI-HF-H,O,/ platinum crucible+sodium carbonate borax alkali fusion-fluorochemical
replacement EDTA complexometric titration. The recoveries of the methods are 99.18%~100.94%, and the
relative standard deviation is less than 0.5%. It can meet the requirements of accurate determination of
aluminum content. The two methods have been used for the determination of aluminum in five palladium
alumina catalyst standard samples.
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BRI LA EIE

B A5 e A7) 3 2 el R AR A N B R R R
EEEAE FRAE R EABURRETE A, B
HICVATE T RMFE Tk, FEAS 3 FhRE,
Bl 0-ALOs. B-ALO;. y-ALOs. AN S )AL AR
HARFEMR, HAE 13000C L EREIEFRE T JLF%E
NN 0-ALOs. L a-ALOs 1E N EA I E Rl 53 (1)
AL T, SR FH R VA AR M 58 A VA R SR R 1091,
W Gy fE A Rl FE R SN, s G B2 .

2T, BRI E T A e e
ICP-AES =" AAS P X Bk o gl ek,
TR EERRE, WRASEHEE. ERE
P B e R, SRR AR
P T RAR A A B, BRI 5 ST
I SIAV)RE, A&EHT&EYE . i EDTA
TR RE RN Z . ARSAERBEARRES, &
AR B E J7 2 R A I 1 EDTA S58B4 &
Y, FHEERRIER N 2 R4 A1) EDTA, ZWiTH
"REgEE. iz AMOEH TaiE b amsig, A
EH TR T E SR TR .

A SCET SRR AR R R, 23 X TR
VS WA 2 FRAR R T AR S TR AR
BHTIRTT, FFREFEIRIE . JEAF 1 IR 1] A 6
e e ) o S DR 2R 0 28 5 W o s T, N3 T
AR AL PR S B B A RE . T E T

1 SEK#E

1.1 RFRA R

BRAEF AU, 7R HTHAUE FERIA R b4k
BRI AT — R ZE K

Hg. SRR, TEAEJRESE 30%) &
R, AAMLER. AN, TOKBREREN . TEKH
WSS Na,B407-10H,0 7E 400°C Bt /K N TE 7K il
WY TAKZEE . THERIEW(1+1). NaOH ¥AEH(10%)+
TR R 7(0.05 g/L). MALEIERI(200 g/L).
2 &Y 28 —AN(EDTA) ¥ 7(0.026 mol/L). iR
BEFRUEVE(0.020 mol/L).

111 BERR T i VA )

FREE 5.96 g NIKAHIREE, B\ 250 mL Gedf,
FKIBMREE G, % 1000 mL &M+, FK
VRBIRAR 5 I, BRI — I %% 2 1000 mL 25 &=+ .
IR 2R . WA . 15218554 0.020 mol/L HIFF
HEIE R -

1.1.2 bRV L )

FREE 1.000 g(KiHaF] 0.00001 g)4:@4a(Hi &4
BN 99.99%), BT 250 mL B, A 10 mL
HER(1+1), 35 BRMM, BT 125°C sy niisiE
0.5h, PN 10 mL EhER(1+1)4k5E, friEfEEa,
RS, MM 90 mL KRR, %4 1000 mL &
T, PRkt 5 Ik, Pl — % 2 1000 mL &5 &
T, KR ZIE IR A . 15 2185 1.0000 mg/mL
(IR AE T I o
1.1.3  LBR-LTRANGE M (pH=5.8) () L 1

FREL 166 g =/K& LTRENT 300 mL e, i
A 8.5 mL VKBSETR SOKE R4, A 1000 mL
KR, Vet 3 I, BEl— I 2 1000 mL
Rt FAAKMBERZIE, R
1.1.4 FEMERIR &

RV IR TE . B R R,
%1930 mLo MEAR . B g a3 SR = WA .
1.2 SRR HE
1.2.1 FERVEfR

1) B WA R A TRE T 105(25)C
MEAEFHE 6 h JFHUH, BT RSN ERRE. K
B 0.1 g(F5#E%] 0.0001 g), B TRVUE LML HE
L, AR 14 mL 252, 0.5 mL S5 IR, 4 mL
MEIK, HHEE, T 160°CHEAE FIEE %% 24 he
BURA G, BEmEEN 100 mL FEM S, Wik
HAGHE 3 I, YRR — It B AR, FKMER
ZIFE, 1RAT

2) WIS KA AR AL TARE T 105(25)C
MEAEFHE 6 h JFHUH, BT RSN ERRE. K
B 0.2 g(FE %] 0.0001 g)o K e b BT AN [FH 3w,
TINDVE QR RS, AR R S A IR
JEHR. IR E T BT BURA S .
@© 4R I 3 g Na,O, #5711, FifE % 2 g Na,0,,
BTN, NETRIZH AR Z 750 CHRL 15~25
min; @ IR A 2 g EEALEI S E B RN,
BTN, NEEZEHARSE 700°C, 4 30
min; @ A IO 2.5 g TKBIRIN M 2.5 g ¢
KIS, WA, BT SIHN, WERZHARS
1050(x50)°C, ¥&fb 30 min £iEW. MAHE, o
ST 200 mL AR AR RO BUAS, JETRHR
BEEC, InERER R E T, BRI R IR
52 /NT 80 mL J5, BURNAEL. FA BIRARTBE AN
100 mL &M, #Mn 10 mL 28R, H/KFBE
ZIRE, 185
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Ay BUR TR (FR ¥ 20.00 mL, 57 10.00 mL) T 250
mL e A (R VA BB T 5t v SRR D #4 2E  IK B
), I 25 mL EDTA ¥, #51, IiKE B
21100 mL. II#GEFZ) 3 min JFEURAEL, I 30
mL LFR-CPRANGZ MR, 10%E A AN 1+1
ERER RN VA pH [H 2 5.6~5.8 Z 18] I 5 3% —H
T B FE 7N 7110(0.05 @/L),  FHAEARAET 2 VA 00 2 it &
EDTA ZIFRHBE ORI A EENE S, At
B SRJEIIN 6 mL AL, FiHZ) 5 min,
AR *MI0 2 W L RO+
VAW pH % 5.6~5.8 2 [0], TR ER 2%
T 58 IR B (AR ARE ALt R 2, IR I TH
BERRETG B AT . TEM RIS, FEEARTE
VTR T8 B AR T 8 VAV ) B R VR o B [R5 7
2 IR

2 ZR5H®R

2.1 BRIBIRR
R 7 HCl. HNO;. H,SO,. HClO4. H,0,.

1 BHBRRUARESER

Tab.1 The results of alkali melting method in nickel crucible

HF W& FHGHATIRYE, Hr ik B RS &
TR 2 MmO, BTV ROE B
B2 Ll HCI-HF-H,0,= (15 +0.5 +4 mL)/E & TRIA R
MR E e, Hd HF WEMREE. AR /DEEA
o FHEE 2 XHERNE & RIE R, "R
R HF 2 SHaaks s N A B 1 AR08 BIUK A 25
FIRIE SR, (e 45 R m i

22 WIEER

Sy AR, ARSI, FAE IR, DAt Ak
B S BT KRR - TC K IR R A 7 AT
WAL . 3 FAHA T RIRESAIE B o
BORWE, R 1.2.2 J5ikdtar b i e, 45 )k
1~% 3 g,

HHE 1~38 3 AO4E ST, S 5 s I i RS
WEIUT, BIRAR LTI R AER B I AR,
BT 1D E R AT, 1 RO i 2 o
MEE, FTEZIREZ LR IGRIBER AW .
HIRMEBL L 2 BT AR SR SRAT I AR AR
MR 22 0.28%, {H i S A% FHA 2 A Bt P50 43
R 5 7 A ™ B TP 2 ORI
PAE 3 Ahais 77 20rR, B SR IA i ik

gl H P 5 BRI A% FYE % SD RSD/%
1 50.902 50.503 50.351 50.611 50.592 0.233 0.46
e 2 50.595 50.827 50.392 50.774 50.647 0.197 0.39
3 50.787 50.484 50.789 50.566 50.657 0.155 0.31
4 50.732 50.604 50.828 50.560 50.681 0.122 0.24
K 2 HIHBATRUA T E 4R
Tab.2 The results of alkali melting method in platinum crucible
gl HRF = BRI EAE /% FYE % SD RSD/%
1 50.402 50.447 50.453 50.345 50.412 0.050 0.10
TKBRIRER- 2 50.499 50.632 50.691 50.721 50.636 0.098 0.19
i 3 50.204 50.328 50.301 50.252 50.271 0.055 0.11
4 50.574 50.567 50.502 50.570 50.553 0.034 0.07
%3 HHERAN SR
Tab.3 The results of alkali melting method in silver crucible
s 7 HyR 5 B E A% M/ % SD RSD/%
J 1 50.513 50.724 50.780 50.518 50.634 0.14 0.28
SR
2 49.593 49.169 46.232 48.044 48.260 1.51 3.12
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2.3 BREBERTERETE)RIEIE-5HR &5 pHEX EDTA %4 AP R
HT B IEMRIR R P %ﬁ@ﬁ HImN, {E5FESALE Tab.5 Effects of pH values on Al;"-EDTA complexometric

AR B GIN Fo FRERUYIEH: EDTA 4518
T R R A I 4 R AR R, TR IR m A
R INAGE KRR . 138 4 RAEEFRUEERAE N 5
mL = AR IKBR 45 vl &0, IO 5 mL = SR I 0

&K 4 RERWGH FRE SRS EBRHEERXR

Tab.4 The relation between times of HCIO, driving F~ and the

consumption of Zn(NOs),

Ea A BRI BE J|E

W {H/mg T AR F/mL {8 /mg /%
0 10.03 0.84 0.54 5.35
0 10.03 0.88 0.56 5.61
1 10.03 13.98 8.94 89.10
1 10.03 14.10 9.01 89.87
2 10.03 14.87 9.51 94.77
2 10.03 14.92 9.54 95.09
3 10.03 15.63 9.99 99.62
3 10.03 15.61 9.98 99.49
4 10.03 15.62 9.99 99.55
4 10.03 15.64 10.00 99.68

2.4 pH Xt EDTA %&&=M48Ar KM

BT AP B, BEASA TR thAEE T30
B, 4T pH<4 I, AUl AP EREAET
VW 4VEMh pH>8 I, I DUMRASIRIR(A10,)
TERAFAE - 24 pH 1E 6~8 Z Al , ‘B 2> LL AI(OH); 1)
TERUTIE K. KH NaOH ¥ (10%) A1 5 BR 1A
(1+1)¥37 pH {8 1~6, %% EDTA &4 AU Hte
pH, SN 5. HE£ 5 S8, Yk R+ pH
BTE 1~4 Z (AR, £8ECRRAR, PTRER IR LK &
il EDTA 35, F#IKT Al 5 EDTA %46 1F
SEVE; 24 pH EAE 5~6 Z A1, AP [ 5E 45 A e,
ISR BT . pH (HIEH] 7 B, AT AI(OH);
Ak, DRIk, pH (ERAEHITE 5~6 Z [H] .
2.5 {A TR B RN

TRBEXT A I SR 2 A 2 N7 TH: 1) IR
JE 3G A R FInREE & I DR ; 2) K46 R
LR TR R N, I FE 3 A 1 4 B2 E
. AP 5 EDTA 24 [ — M BI040 i
(S I 1A K U2 ok AP (KR, BT A7 2
T SR R A S AR . K 6 A IA
AR R [ b T 5 51

- GEYIPN BERR I WEEE mEk
#/mg T 8 PR /mL #/mg /%
1 1020 18.18 9.893 97.85
2 1020 18.20 9.904 97.96
31020 18.22 9.915 98.07
4 1020 18.38 10.000 98.91
5 1020 18.58 10.110 99.21
54 1020 18.58 10.110 99.21
6 1020 18.58 10.110 99.21
7 10.20 H Al(OH); AT H

R 6 TR RIS 456 R LT

Tab.6 The effects of boiling time on the complexing reaction

R A BERRAEV R BE AR

[A]/min  1{H/mg 4 € R/ mL fEmg /%
1 10.11 18.10 9.77 96.65
2 10.11 18.24 9.85 97.39
3 10.11 18.58 10.03 99.21
4 10.11 18.60 10.04 99.32
5 10.11 18.60 10.04 99.32
6 10.11 18.58 10.03 99.21

6 T AL, YR RIEWHERZE 4 min B, 5
LREFRIEF] 99.32%, H. 4~5 min Z [B{EF-FE, N
765 min i, Z5A RN OV 5E4T, DRI A TR 3k
N 5 min.

2.6 FUBEEBMANERLW

INGEALYI B2 Bl B SHE% A0
EDTA, MIMEAT E S E . s 4 40 2 fr
B HTA EDTA 564 B . B 1 —RFEERIIN &
X5 [ SO (1) 5
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Fig.1 Effects of NH4F dosages on aluminium fluoride recovery
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HHE 1AL, 9B (20%) IN N &k 3 4
mL I, Al [BEEN 99.21%, FHIMAEAE 4 mL
F| 8 mL Z i) Al I fRFrfaE . Rk, Seieik e
FAEA(0%) NN A 6 mL.

2.7 4% EDTA 44 AP R0

AR BRI, S SN 0.3%~5%, A&
IR TR 7 AE pHH 5.8 RS R, L5 5 EDTA
FEAE L R BIRZ IR BIAN T AI-EDTA 4564
IR i 2 I AR, (H 219 EDTA Y4 #E& . [X i, EDTA
A S BN F ALY EDTA & 1.

2.8 PEFRIE AR R 0 I SO AT A

FREL PA/ALOs-0RFE, 437K HCI-HF-H,0,
TR A TRIEHEALY) B H-EDTA 2550 5 12 S R A0 -
PR E IR+ B He-EDTA 48540 i i3k
ATRR S BINAR SO 52 o AR ISR S5 LR 7.

WIS 2 PA/ALOs RAFRHERE S, K 2
PR AR A RAEDTA {25 VAT, 52K
SIS EE R R H A R IAT IO . SR WK 8.

R 8 WhES 8 RER R PMEREL R

R T PR R FINARE R

Tab.7 Recovery of standard addition by two dissolving methods

e AJRME  ksE WEE RReR
e Jrik
/mg /mg /mg 1%
2.34 5 7.29 9931
HCI-HF-H,0, 2.34 8 10.27 99.32
B3 %-EDTA 2.34 10 12.26 99.35
HATETR 2.34 12 14.25 99.37
2.34 15 17.35  100.01
2.34 5 7.28 99.18
KB EN-T T
N 2.34 8 10.29 99.51
FHH RIS
2.34 10 12.28 99.51
-EDTA
s 2.34 12 14.25 99.72
AT B
2.34 15 17.33  100.94

Tab.8 Contrast results of two methods determined by eight laboratories

Fem e EZ Sl HCI-HF-H,0, BR¥A-EDTA 2441 € 12 TR BN - T EA IR R4 -EDTA 4% 61 78 V5
S5 8% MTEAE /% SEHIME/ % RSD/ MTEAE /% SEHIME/ % RSD/%

0 50.56 gg:;g:gg:g 50.66 0.31 28:28228:2 50.65 0.39

Vo mas BAEZan a0 BRBL b 055

¥ me BRBD T nn e BEER 073

3" 41.52 if:%ﬁiég 41.48 0.96 ﬂ:gg:ﬂ:?g 41.76 0.30

§ om0 WEEN g g BOEE 042

M 7. £ 8 UL, 2 FriAfRk R A EDTA W
SE I INAR BRI LE 99.18%~100.94% ., HE 5%
FEREEEER I, R 2 ML B
A . {H HCI-HF-H,0, BRVE FIRS 5 JE AN Wik R B
IR B AR =, RS2 SRR S 15 BT

3 4

AR R A AR AT B R R I 2
PREK, MFESRME. ATACEE SR AL B EDTA
28 Fr T O HERA I RE B IA DR R HEAT T 0 A

1) HCI-HF-H,0, BRI fift 1A 28 7T A3 BF il 5 M 55
W, (HIIN HF DAMIREE, S IUEZm I E
R 2 R R B 2

2) B A R AR A AR T SRR A 4

B TR A 25 R 2 B, IR a bk .

3) EARH SRR RS I 5 TR R R RO A
T HCI-HF-H,0, BRI i -

4) EDTA #-&iREEBIEREF, LAEnER
AFEAERE, (HEsHE N EDTA JHFER .

5) TRA T pH (EIRFFTE 5~6 2 18], BB S
min. 20%JRAEERINNE A 6 mL B, F5H (R
RiEF 99.21%L) E.

ZE MR-
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