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Determination of Platinum, Palladium and Rhodium Contents
in Insoluble Slag of Spent Catalysts by ICP-AES
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Abstract: With alkali fusion, tellurium co-precipitation separation, contents of Pt, Pd and Rh in insoluble
slag of fine-chemical industry spent catalysts were determined by ICP-AES. The conditions of alkali
fusion, tellurium co-precipitation separation, components of the enrichment, and ICP-AES determination
condition were systemic investigated. Results indicated that Pt, Pd and Rh in the slag can be completely
separated and enriched by fusion and co-precipitation. Contents of 653~3652 g/t Pt, 447~3804 g/t Pd, and
539~6433 g/t Rh in the slag were determined. The relative standard deviation (RSD), recoveries of
standard addition were 0.84%~1.78%, 97.0%~99.4% for Pt, 1.05%~1.82%, 97.0%~100.6% for Pd, and
1.00%~2.12%, 98.2%~100.4% for Rh, respectively. The proposed method was rapid, easy to master and
has beed applied to production analysis.

Key words: analytical chemistry; inductively coupled plasma atomic emission spectrometry (ICP-AES);
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FEAIL TR AT, RIBFAEIRITEE
Ja FITRAN AR ARE, HA 5 400~ 6000 g/t 1%
L8, EAFEREWRESNE. — BB,
ZRFEMERR, HFEERHR. a2 4, .
B BRI 58 A VA AR OE RN 23T 4 SRR 2 R A 1) R,
B S T A 2 AT B IA S A e R
(175 5%, 22 5 U7 HE i 43 B 285 SR IR BERI TR 0§
NIEMAL G TRk, #Es i e, 2. 85
RN R AR R ) 1]
TUCRIRR R AR ARG E AR
TR gRR DAY, Hodh N2 1 70
FeEE PO R IR R R A B T
TR RSO RS Ak TR AR AS VA S R
ML e 4, T T s A A s i e 4, =
I3 NN VRN JE S A BRI T, T D B AT
B R RE 58 A B AL N R A ) B 8 BT T I [PICL]”
[RhCle]* 84 B 75 LA T WSO 2 DR x4 1
REFEMR, SR Brs RImMEEHR R
K, H2#ordk R gemms g s, . g g
TR O 5 B R R I 1S EL A ) e 4 S L
Sy RT PR £ o0 & R e AR A, Nz 5ikEe %
B EHEORMECH, T A e 45 5 B
FE, R EVEAERFI RS SR k. Hisgep
g R R e AR R R B BORIE TR
FRAE b RV, T SR B S B E AR I
AL b Y B A i H A B RO A T 5 L N K
B B ESE TS ES. L R,
FLER AR R RN PR B 5 e, RS B SR R 4 A
B EHEA R ST IR T, SRS
FF R E AN, AL R, LR
RGP B A 255 TR e
. GRS PRSI AT
R S R R S R it R B 4 S I A A BRI [14] 80
SCHR[15-1910 48 o 324 R WA T R4k TR Ak
PR 40 e RRIE .

2 5 R RIENT L, AR AL s
FERAE M, REILUTIUE 7 B9 E SR 4L, 4% ICP-AES Il
PR B ) AL e e Y S T
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1 SEK#E

1.1 FERF).
WA H A4S GYZI-HC-PtPdRh (HE 7%
ff: Pt 1372 g/t Pd 5897 g/t. Rh 1130 g/t)fl GYZIGL

-JX-PtPdRh (#EF7#{E: Pt 1198 g/t. Pd 1335 g/t. Rh
6440 g/t); FIARMENAFIEI . FEPRUEAFIE I B2
FRUEIAEIEIR[(1000 ug/mL, 10%ZEMR), H RNk
PERRIAR A CAN BRI FE e, B K ARUHER IR Fiis
(2.5 mgmL, 3.6 mol/L #hiR); —EALBEW(1
mol/L, 3.6 mol/L #:fR); THME; THEMH; £
s ThBR(1+9); ERER(G+7); ATHIRFI A4, /K
N,

L RS & 55 B A8 IR kO O 3% A (Optima
7000 DV, £ PE v 7]); 7041 KF-(Mettler Toledo,
i, EE: 0.1/0.01 mg); 3k (YFX 2/12 Q-GC,
).

BAGEEA/NT 99.99%); mEEHIR(E: 30
mL); BWIRFH(AEM: 60 mL, #k&: G 3); UM
CITHACEE(EM: 30 mL, EHIINT).

1.2 SR HE
1.2.1 WFED R

FRELZ) 0.50 g ilFE T mdadtiamd, ng2 g it
AAbEl, PiEE, BEEEL 2 g EMH, T 730 C
o g dprh B R A AR 15 mine B, W0, KEdad
E T 400 mL FEAEH, 0 100 mL /K, 5 SR,
B BRI G, /DR s m A
HMEE, FRAMIN 30 mL #5FR, BT BRI
e BUN, &, N 200 mL FEH, HK
MREZRZIE, WA,

1.2.2 flLiiE & B0

FEEL 1.2.1 3R 25 mL & 250 mL KE#RAR,
30 mL #5FR, IN/KEZ) 100 mL, 0 10 mL FHE R,
IFAETHE, N4 mL S EWR, H5 LRI,
fidh 30 min, ZEPLIELREE, BRIET. BT, AKX
WRERTL, AR HERGTIE, FIKGEERAT
FUTHES 4~5 I, 3108 . FHZ) 10 mL #AEFR
3 mL i EAEIEEDTE T Rt K ek
3~5 K, BREREET R, 5 BREM, KR
ARBER BUF, FI/KRPERMEM, f1 S mL £
%, N 50 mL A EHH, FKMBERZIE, #A.
1.2.3 ArdE TAE i 2 AR FORE & il s

B OAR. BERRMETRGVAM(100 pg/mL, 10%3h
FR)FIH] 4% 43 BIASEL 10.00 mL FHARAEIAFE T
FEPRAENC AR BEARUEAA IR T 100 mL &
i, HERAQH)MRERZIEL, R,

B, BERRUETRA R ER RIS & R
HL 0. 0.50. 1.00. 5.00. 10.00. 20.00 mL %A 4E.
ERRAEIR VAW, BT 100 mL =M, H
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SRR+ RE B LI, 182, 153 0.00. 0.50, 1.00.  #2 HRRE%E

5.00~ 10.00. 20.00 pg/mL R A brHEN Z R - Tab.2 Selection of acidity of hydrochloric acid
FTHEBGGEE TR, E{(2812  PtPdRh HCI TASE /ug FAHE 22/%

ITRSE A, FEIRRE I TARZRAE T, 2075 A4 1
B . BEARHEIR A I IAT bR AL, MKy
Brkisl, AR AR E TAR 2k, H Sht T Hdla b
P, OUFEOMREA . . BERIOMEIREL, FARIER
B, 2 ARARANBREORE dh i, TR 4. B
i B 3

2 ZR5H®

2.1 SRR ERIE R

K& FLRE GYZI-HC-PtPdRh BT iR i JE 55
VBRIV AR RS FRAE T SEae . BHER 1 Wl %n, SRAH 1S
mL #2-5 mL fifR. 15 mL #h#2-5 mL T A A
VY AERESS 8 h 5, TiARskid, H-Priifgsn. .
B ERSHAMK, 1R S BE AR L SR
W, sedr, PRI, . SRS HEHEYE,
AH TR 2 2 9N £H -0.51%~+0.51% « 48 -0.14%~
+0.10%- £¥-0.26%~+0.53%. WLFEmE 7%, Hid
AU RRRE S

K1 RREEIT R B

Tab.1 Comparison of different decomposition methods
MAFE/(g/t) AR ZE/%
Pt Pd Rh Pt Pd Rh

o S 1065 5482 965 -224 -7.0 -14.6

HR-mre "

o Bk 1072 5479 979 -21.9 -7.1 -134

HHHME

= 1074 5487 976 -21.7 -7.0 -13.6
?- S 1187 5476 1079 -13.5 -7.1 45

DETIE R

B

HEMEE F% 1180 5495 1065 -140 -6.8 -5.8
B R 1188 5486 1080 -134 7.0 4.4
e 5 1379 5898 1127 0.51 0.02 -0.26
E AN -
o F% 1365 5903 1136 -0.51 0.10 0.53
ﬂ'«ﬁ@# @

1369 5889 1132 -0.22 -0.14 0.18

2.2 WU EE B A&

43 WAL EL15.00 mL £ 20 EEBR E TR A (100
pg/mL, 10%EEE8)F 250 mL Betrr, % 1.2.2~1.2.3
PR REAT DL 525
221 ZRRFRFEMIES

g AN [H SRR IR N AR A, BRI
i, g5 RyITR 2.

/ug  /(mol/L) Pt Pd Rh Pt Pd Rh
1490.7 1487.8 1492.1 -0.62 -0.81 -0.53

1500 2.5 1492.51488.81489.6 -0.50 -0.75 -0.69
1490.3 1488.9 1488.9 -0.65 -0.74 -0.74
1502.1 1499.5 1500.8 +0.14 -0.03 +0.05
1500 3.0 1500.91503.71493.9 +0.06 +0.25 -0.41
1496.2 1496.3 14954 -0.25 -0.25 -0.31
1500.5 1499.3 1504.1 +0.03 -0.05 +0.27
1500 3.5 1499.71501.41502.5 -0.02 +0.09 +0.17
1499.1 1504.3 1490.9 -0.06 +0.29 -0.61
1504.3 1498.9 1501.1 +0.29 -0.07 +0.07
1500 4.5 1503.51499.0 1498.7 +0.23 -0.07 -0.09

1505.8 1492.7 1498.6 +0.39 -0.49 -0.09

2 /&0, T 2.5~4.5 mol/L EhFRR (i
FRFEISEIR AR M), WAEE. 2. BEMAZEYS,
KR 22 0 ) N H1-0.65%~+0.39% « 4 -0.81%~
+0.29%. ££-0.74%~ +0.27%. TESZBREES A,
HORIBRE A i B B R B R — R R, R
BRIk 3.5~4 mol/L ThERIATINAE .

222 T FHERIER

5T AN BT E AR A BRI,

SERGITR 3.

® 3 WAERGE
Tab.3 Selection of tellurium dosage
PtPdRh Te MASHE /g AR Z2/%
/ug /mg Pt Pd Rh Pt Pd Rh
1480.3 1481.7 14819 -1.31 -1.22 -1.21
1500 10 1479.5 1482.0 1480.5 -1.37 -1.20 -1.30
1481.6 1478.7 1479.1 -1.23 -142 -1.39
1486.2 1491.3 14799 -0.92 -0.58 -1.34
1500 15 1487.0 1490.5 1479.2 -0.87 -0.63 -1.39
1489.9 1489.9 1481.0 -0.67 -0.67 -1.27
1497.8 1495.3 1500.5 -0.15 -0.31 +0.03
1500 20 1499.0 1499.8 1498.6 -0.07 -0.01 -0.09
1503.7 1505.2 14958 +0.25 +0.35 -0.28
1505.8 1497.9 14985 +0.39 -0.14 -0.10
1500 25 1500.4 14989 15022 +0.03 -0.07 +0.15
1502.6 1499.3 1501.0 +0.17 -0.05 +0.07
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B 3 ma, O M AHEEm, . 8, &
M E R EIFETE N, @ SiHE N 20~25 mg B,
WARER. A S IMAEYA . TR ZE 55
NAEA-0.15%~+0.39%. 48-0.31%~+0.35%. %£-0.28%
~+0.15%. TESERRFESHTH, —ModE S mg, )
AEERBEANN 25 mg R BEAT I E
223 ZEMNEHERERE

FEL AR @G EE RN, L W
S, AT 4,

4 KN GHERGE
Tab.4 Selection of stannous chloride dosage
PtPdRh SnCl, MAHE g AHFHRZE /%
/ug  /mL Pt Pd Rh Pt Pd Rh
1450.0 1445.7 1440.8 -3.33 -3.62 -3.95

1500 1 14483 14484 1446.0 -3.45 -3.44 -3.60
1445.6 1443.2 14395 -3.63 -3.79 -4.03
1482.2 1488.6 1485.5 -1.19 -0.76 -0.97
1500 3 1486.1 1479.2 1487.6 -0.93 -139 -0.83
1480.4 1480.0 14809 -1.31 -1.33 -1.27
1499.5 1500.7 1503.2 -0.03 +0.47 +0.21
1500 3.5 1498.8 1501.4 1502.5 -0.08 +0.09 +0.17
1496.3 1497.6 1497.7 -0.25 -0.16 -0.15
1502.2 1501.1 1498.6 +0.15 +0.07 -0.09
1500 4 1497.8 1498.7 1499.0 -0.15 -0.09 -0.07

1499.0 1500.9 1501.9 -0.07 +0.05 +0.13

HE 4 mTH, O M-S s HEEn, .
L BRIEE RGN, @ Y oS B HERN
3.5~4.0 mL i, 4. 48, BS5IMAEYS, M
SF AR 2 2 BN B -0.25%~+0.15% AR -0.16%~
+0.47% -0.15%~+0.21%. {ESZBRFES 2,
— it & 0.5 mL, MUARVEEFINA 4.0 mL —& 1L

S5 BEIPTER

Tab.5 Analytical results of sample

AT I E -
224 Tii'E BV EEITCR T

K& HFE GYZI- HC-PtPdRh, % 1.2.1~1.2.2
MERER R E Y, ETEREKSERTE,
KARE RIS P S TR SR, 4RE
W, EEYEEICE M. £, AN, TE0E
EEN LY N
2.3 {UARW e KM
2.3.1 AXERME S Bk

28 SEG I 8 AN RS TAE AR TAE S T
SR ThE 1.2 kWL BUSIRIE 0.2 L/min, RIPSIFHE
0.8 L/min. A #HISM# 15 L/min. #EAEHEZEK 1.5
mL/min. 2R FOARTE] 30 v AL53HSTA] 5 s,
U 2 RECEIIE .
232 HHTIBRAIERE

IR A H IS 28 A 51 265.945. 299.979 nm,
£ 340.458. 248.892 nm, %% 343.489. 249.077 nm,
I bRE A ZRFORE SR T, AR 2R AE DG R
A R*=0.99999, {EI5E FE AT, 41 265.945
nm. 4 340.458 nm. %% 343.489 nm T, M
BRI RBUE E, KRR E. WUkt
N4 265.945 nm. 4 340.458 nm. 4% 343.489 nm.
2.3.3 RV FE 3 BB RIS H B

RPEFES e . RS E, AR
JEEEI 2940 0.8~4.6. 4 0.6~4.8. ££ 0.7~8.0 pg/mL.
ME 10 = E, bfERZ Sp=0.0057+ Spe= 0.0014
Srn=0.0003, THHEAFRIHERGES)7 A9 Pt0.0171
pg/mL. Pd 0.0042 pg/mL. Rh 0.0009 pg/mL.
24 FIEREE

3B 5E PH/CPtCly-CuClyPd/C.PdCl-CuCl, .
Pt-Pd/C. Rh/C. Rhl;. RhOPAC. HRhCO(PPh;);-
GYZIGL-JX-PtPdRh {4 FAN AR i A 40 2
B, AT ES.

Fdh Ui Ve TAHE(g/t) FYI1E/(g/t)  RSDI%
Pt/C SF-140530 Pt 1328, 1359, 1356, 1313, 1312 1334 1.70
Pt/C JL-Pt-140711 Pt 3702, 3601, 3605, 3651, 3700 3652 1.34
PtCl,-CuCl,  SF-140409 Pt 650, 652, 647, 660, 658 653 0.84
Pd/C JL-Pd-140618  Pd 3838, 3759, 3753, 3846, 3826 3804 1.18
PdCl,-CuCl,  SF-140526  Pd 455, 440, 437, 451, 453 447 1.82
Pt 1196, 1184, 1242, 1205, 1185, 1175, 1202, 1223, 1186 1200 1.78

Pt-Pd/C SF-140903

Pd 1326, 1335, 1352, 1329, 1302, 1352, 1377, 1330, 1328 1337 1.59




76 e R %365
gxs
FE b T TLER MASE/(g/t) TR RSD/%
(&)
Rh/C JL-140828 Rh 3770, 3825, 3859, 3886, 3862 3840 1.17
Rhl, JL-140722 Rh 529, 546, 542, 548, 532 539 1.57
RhOPAC JL-140725 Rh 1112, 1124, 1105, 1156, 1155 1130 2.12
HRhCO(PPh;); JL-140904  Rh 1072, 1046, 1033, 1056, 1049 1051 1.37
GYZIGL- Pt 1198, 1193, 1201, 1202, 1176, 1173, 1202, 1212, 1181, 1198, 1200 1194 1.03
PtPdRh &% F¥ JX- Pd 1316, 1331, 1342, 1329, 1312, 1332, 1367, 1337, 1328, 1335, 1342 1334 1.05
PtPdRh Rh 6471, 6444, 6396, 6519, 6366, 6429, 6355, 6387, 6517, 6438, 6441 6433 1.00

B S a5, £, #E. BEIE S e, A ARHE
MWZE(RSD, n=5~11)4)I28%1 653~ 3652 g/t 0.84%~
1.78%, 8 447~3804 g/t.1.05%~ 1.82%, 5% 539~6433
g/ty 1.00%~2.12%.

2.5 HIEHHE

53 MAREL— & A GYZIGL-JX-PtPdRh,
121 e¥E, BE—E MBI, A
50~150 ug- 48 50~150 pg- &% 200~800 pg ARiEE W,
¥ 1.2.2~1.2.3 B4R, THEIDEMbR R E, 25
T3 6.

K 6 b inbn R KR

Tab.6 Recoveries of standard addition in sample

Wi AWRE AE WSE SRR EleE
JLE /g /ug /ug H/ug 1%
Pt 75.0 50 123.5 48.5 97.0
Pd 83.5 50 132.0 48.5 97.0
Rh 402 200 598.3 196.3 98.2
Pt 75.0 100 174.4 99.4 99.4
Pd 83.5 100 184.1 100.6 100.6
Rh 402 400 803.7 401.7 100.4
Pt 75.0 150 223.6 148.6 99.1
Pd 83.5 150 231.4 147.9 98.6
Rh 402 800 1196.9 794.9 99.4

R 6 WA, JrykEIeE R385 97.0%~
99.4%. 4 97.0%~100.6%- %% 98.2%~100.4%.
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