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Determination of Zinc Content in Nickel & Zinc Containing
Materials by Return Titration Method

WANG Lei"*,FAN Lixin'"*
(1. BGRIMM MTC Technology Co. Ltd. ,Beijing 102628 China ;
2. Beijing Key Laboratory for Evaluation and Testing of Metallic Mineral Resources,Beijing 102628 China)

Abstract The sample was dissolved with hydrochloric acid-nitric acid-sulfuric acid, and it was filtered
under the ammoniac condition. Some coexisting elements could be separated as precipitation. Adding some
masking agent into the filtrate could mask the particular interference elements. In the buffer solution of pH=
5. 5—6. 0,excessive EDTA standard titration solution was added with some xylenol orange as an indicator,
and standing it until the metal ions such as nickel, zinc were completely reacted with EDTA. Using zinc
chloride standard titrate solution back titrated the excessive EDTA. The measured results contained the
amount of zinc,cadmium and nickel,and got the amount of zinc by deducting the amount of cadmium and
nickel. The proposed method was used for the determination of zinc content in nickel & zinc containing
materials. The relative standard deviation (RSD, n = 11) was 0.21%—0.87% ., and the recovery of the
method was 99. 0% —102%. This method can meet the requirements of daily analysis.
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PRAE O — P Z A O R AR B R
O BEAG PR 5 B T XA S AR )z B
Pl B 4 B R A PR T LR IR 4 TR R i
PrRG R T AT G

FAr EDTA §§ % 35 )32 I T8 8 9 I
GERT B AR UE TS TR IR TR B A OO R
T, miBERE R A H O A 2 A BT IR A A
M ZWETE H #5835 . ok I 2 Jrokk b A B 4 1 A
FLEATRERTOER, SHYRMEED . Nk
AU PRI PER I AE L EATER & AR AN R KA IR
JUTC R X EETC R S W AR DI o AR TE T O
IS AR T2 58— BEARRHERR. =
5 EDTA KA 24 B IF HARIE 23 B P 48 75 7 3
M7 A 2 g, ) T DTG 3 A5 R AN HERS . DR R 5
ST 2R AR B R I E T 3 X e T A R MR 55
WA o BA BB E L.

AR SC SR T RO B R E 1 R e, B
A SCHRH SE TEOCR I T BRBF 588 le b, £
FORKEARIT R AT M w8 5 U S
TR UE A3 A T T R AR A B . TR T
S 1D BT S A BT R B R i LA
— o FURTG T8 T A FIAR 2 e 6 Al G R AR A5 18
JET T &Rt o A D5 ik AR B A
2% A LAl L o TSR 30 52 7 IR TH BR T BRI DA
1115 RE % HE B 3t 0 5 5 SRR R R B B

1 EBERS

1.1 i

BERR ME W (5.0 mg/mL) : o #f BRI 42 )& B
(wz,=>99.99%)5.000 0 g & F 400 mL BEHF ., %
EAET 100 mL 3B A+Dh . BHEEE. B A
1 000 mL 25 b, B K6 B 2 20 B #8250 .

BEARUETR B VAR (2. 5 mg/mL) :FREL 2. 500 0 g
&R FE (0z,2=99. 99%6)F 250 mL Bethrp AREE T
100 mL #ifR(1+DH . B HEZER . B A 1 000 mL
P K BERZE .

BRAFRAETS W (5 mg/mL) : FREL 5. 000 0 g 45 )&
(wni==299. 99 %) T 400 mL B, R T 100 mL
R AQ+DH A EER.BA 1000 mL 25 8
o KRR R R 2 35T

VRV - B 10 g AL B [E K ¥ T 500 mL i 7K
FL A Y 1 mL &K 355,

LR TR ZE th i W (pH {H R 5.5~6.0)):
FRIC=IK G SR AH 400 g % T K 36 mL &R
AT K B 2 AR R 2 000 mL #2545 .

FAL B (200 g/ L) BRFRER A 2 U (10 g/ L)
LB W (200 g/ L, B ELED) a3 A AL & (300)
RS 7R 770 (0. 5 g/ L)) (ARSI i (200 g/ L) . H
P R 4 7 1 (5 g/ L) VB AR B R 4 7 R ( (100 g/ L),

Na, EDTA 5 i ii% 2 % i (294 0. 05 mol/L):
FRUL37.2 g Na, EDTA & FilK R 2=l 5
P % 3] 2 000 mL 25 5, K f B 2 %)
BELREAGHCE 3 d UL EFRRE.

Na, EDTA F5 1 5 %5 W 04 bR 28« HE B AR I 4
J& BE (w7 =>99. 99%)0. 10 gOR§#A %] 0. 000 1 @) B F
250 mL BEFR P ALY 10 mL k2 (1+1) . 3% | 3%
ML, 7 3R AR I 4 2 58 R R )5 LT . FE
FIA 20 mL 7K (1 mLL B PR BKAifh 48 V5 WK ¥ S5 40 Uy ik
HEAT I UE AL A 2 T = P A AR R R (5 g/ L),
F Na, EDTA A 5 28 %0 B0 8 205 WA U 1 2841
AR S S AR e LN . S R HEITE
1.2 XWHE
1.2, 1 WEfFES

FREX 0. 20 gCRE A4 5] 0. 000 1 @) i FEE T 250 mL
AR/ s K Y CAn SRR S R L A
1~2 mL FACE RO A 10 mL $hR , i35 F 1
VR V5 e B AL A A & 5~ 10 min, fiITA 5 mL AR 2
RS 2o i BUR YR

A E/NT 10 mg B A S5 mL BRER (14 1),
2k 22 i A 2 5 AR R Cn SR b S R R A
2~3 mL m IR 4k 2 i A 2 BB EHO BUR 0% .
A 20 mL HRER (14 9), fin#4 & £h 38 58 215 . B
¥ s K W W 6 L M A BE I BEAR PR 2= 29 60 mlL,
LR KT 10 mg B, A 5 mL &7 BR 4% 22 i # &
BV 0 LS BB R A [l g, BT Y A, KR I &
FRBE FHOK R B8, I K v AR R AR B 2 50 mL A2 45,
TG AR 30 mL, R A R EIRIFEHE 1 h
DA b o o il A ol P2 3 i DR AR S 0 R R (2 +
98I PEERBEAN 2 K ULVE 4 W AR JE FI KBS e 8 AT
TEATE 1R 250 mL BEAR AR FE IR
1.2.2 3ok KiAke

i FREW A 3~5 ¢ S ALEFE A5 mL
B ER 2 (200 g/ L)W A2 K Hh A 2 ITTEAS 1
BN FINA 10 mL i & i 2K FE RS &
ARG o IO A 0 3 S A TR A A VA S W D S
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295 20 mg) , I AE WO IR0 1~2 min, 7€
HE PEUR AU B G Uk L SR TS B R A Rk ik
PR 2 PR DLTE 3 IR 400 mL B8 AR K 2
UE R

FH ARG IR AEITE PEAJFREAR s ) Fo o A
2~3 mL 3R (1+ DR AT i U1 5E 58 20 il G il
rh R R A FR IR AN ) S i S R AR W DL TE T
— it EAL SO A 5 mL 1 B R £ (200 g/1)
VW N ZK R 2= 0VE A R NS AL 10 mL
i K PG BOT R FE RO 1~2 min, BUF 5
A2 P I IE AR L U8 A PR VA MR R TR AR 2~3 IR,
VEVRDTIE 3~4 K IEB A PR B8 T IR 400 mL Bedfr,

AR UE O AR BUR 4 & 100 mL A4l

F,«(V,—V)—F, «(V,—V,)

Wzn

- m X 10°

F,—EDTA 0% % & %, mg/mL; V,—= 1A
M EDTA (&R, mL; V,—iL ¥ 18 #E ) EDTA {4k
FomL; F, — & A RE I R 8L F, = 2. 500 mg/mL;
Vo2 FHAER S AL BER B, mL V,— X TH AR 1Y
FALBEAR B, mL s m— A BT it L g5 0. 58164 & it
W R R REG L 14— R A R
1 ZR B s oca ~ooni B HLIBHR 6 55 B9 110K J5 - & Otk
(ICP-AES) A5 M40 VB 00 & & . 11 50 45 SRS o
/NS WAL .

2 HRSUE
2.1 BEHTERER

EEREE YRR 2 R LB SR — RO ViR AR o )
AL R AR R TR VAR VR IR R R
R T7 A A TR AL B RE 645 S il ke i i A7
RS AR 9 00 5 A 25 SR i T e M5 A A ot o 14
Bk AR T ORIERE A S 4 SR A R IR 1,

x1 BEFENEE
Table 1 Sample dissolution methods /%
R it 2 5 A AL B s Ak g
17 11.58 11. 66 12.13 12. 20
2% 20. 58 20. 35 20. 60 20.51
37 33.00 32. 69 33.97 33.70
47 42.49 42.37 42. 44 42.69
5% 50. 74 50. 94 50. 83 50. 73
67 61.23 61. 36 61. 30 61.15

Z AR W I BRI R A U IR R H 2 E R
TABCIR MR 0. 1 g 1 i H HE B 48 /R 770 (0. 5 g/,
FSREKA+DIRERERRO AL FHARRA+D
P 2 NI AE 2068 SR A2 30 mL 2 fR-&
PR N % oI5 mL FUAL B VA (200 g/ 1) AT 10 mL
BAC B IR N 7 T (100 g/L) W BEfE 14T .
1.2.3 e LA RITHE

A 2 3% W i 57700 (5 g/ L) o ff FINa, EDTA
s T VS T E VTR AT R O o
10. 00 mL,## 10 min 2F R R WO, R H
o VA T VA IR AT A o ) EDTA L W 52
B OAR RIR LT R R 2 p . Bl TR AR A s S 5 .

X (DR S i

X 100% — 1. 114 X @y, — 0. 581 6 X wey

RN mBE R R, FEM 27 3% AP i,
AN SR Bk AN BE 52 42 0 A L 50U o A R /B
BLAFTE M 5 SR B S - B 5 58 205
2.2 BETERNEMm
2.2.1 BRI TR IR

LE AT R, MR E /KT 0. 1000, i F
Y5 EDTA %845 WS EDTA %6 1 B 18 B #%
T A 0 26 0 T I 20 W AR R e &
A HINAERY EDTA MU S GG L RS
BEBA . SRR WA YETRAE 1N L,
TR W5 ) o (0 2 0, JC Uk P AR B
L 20. 00 mL ¥ 45 HEFE W (5. 0 mg/mL) , o] H o
A [ o (R A 02 52 6 0o A 0o 30 R R, 43 3 SR T
2 T 7 RIS T S T Rk B I A5 R L 2,

x2 BAEMTFHREER

Table 2 Effect of nickel on the determination of zinc

=
N7

Zn tit/ Ni A&t/ HAE iR i 5E
mg mg WApE e/ mg AR/ mg

100. 00 0. 00 99. 96 100. 10
100. 00 0. 10 100. 08 99.93
100. 00 0. 20 100. 20 100. 05
100. 00 0. 40 100. 35 100. 15
100. 00 1. 00 100. 54 99. 89
100. 00 2.00 99. 95
100. 00 4.00 100. 23
100. 00 10. 00 1.76

1950, 810 20. 00 9. 09

BES 17 F0 37 W oy 5 Ak 3. 56 260 .6. 230 . I B
o AR ORI AL B A AN S A A D R A
B 2% 1 B T LU L Rk RE SO SR E &% BB PR IE
it R A 58 A B R HS Ok L AN B R RE O A SR

B 2% 2 B0 AT LA M L {0 P OR T A 125 B A8 1 BR
BT M T ERIE S & .
2.2.2 BHEENE

3 Ao 7 A T O R O — EE ARG
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RV 0 O 00 L B B 5 s O Tk R SR Ty ikl
U8 I A D8 TR0 A6 o A DN E BRI . X L P R T
RIS B R A5 R LR 3. UK NPT
BC 5 RE I Hom . th 3k 3 AT LA B A 4 i JE DB
WO PR AT L e R R R RO B E R
i PRIER (D AT AT

R3 HESEMNUE

Table 3 Determination of nickel content /%
FE I k— k=
17 0. 45 0. 40 0. 38 0.41
2% 0. 88 0. 95 0. 90 0. 85
37 1. 33 1. 28 1. 25 1. 25
4% 1. 10 1. 14 1.11 1. 07
5% 0. 25 0. 28 0. 26 0.22
67 1.77 1. 82 1.73 1.75

2.2.3 EDTA j B IRBUY £
Mo OB AR M35 ¥ 20. 00 mL, il A 4. 00 mg [
AR BT BRLY 2 00 AR - i T S 0 o AR R AT 5
PR e E S e Pl A FE AR EDTA 47 1R %
TE ARV 3.
&3 EDTA FE@RHHNE
Table 3  Effect of EDTA excess volume

o EDTA i 8 & i WS M
%#E/mg , Jor L = Y
HFL/mL FEHE/mg FEIARFL/mL
100. 00 5. 00 100. 08 6.03
100. 00 10. 00 100. 23 12.52
100. 00 15. 00 99. 96 18. 80
100. 00 20. 00 99. 90 25. 29

M3 i LR B SR E& R4 200, EDTA
i EARBIN 5.10,15.,20 mL ¥4 a] v I E 38 R
P o (2 o AR B /N B T FE AL BRI R R 2
T4 7 PR T 158 25 388 R 22 5 AR Rk R B AR S Ak
PR 2, LSRR BRIE. L, Wk
EDTA it 8 &k 10~15 mL,
2.2.4  HEINAE] Y R

R CPEARTE VA WK 20. 00 mL, AT A 10. 00 mg 1
BRI S B AT S UE R AR T S R b
10. 00 mL EDTA # 8, WS 4

®4 BHEHEXR
Table 4 Setting time test

1 5 10 15
I 25 €4 WA SR

T ]/ min
I, 1528 8,

B R I BORCE 10 min )5 R
SEW O IEWIR S EDTA S, ME 5 min
Jo TS 2 I B €0 O3 2 A R N ] Fp B EDTA

@G e e)n PN AR E 1 EDTA .
2.3 HttEERTRENTH

il X R A3 o0 M 5 B P kL R B
SN IR AN VRN RS K i DE NN TN C NN
B BERE IR . BLLH T LU ICP-AES 356 I 5
PEATINER 85 865 EDTA % & 0 pH fEy 12~13,
TESC 461 T HAR S EDTA J2 B, 80 ] L2
W% 5 A BRI A B TR B T LA R 7 9 v /o ) A
AR s 5 70 3R AT R 2 B R A T - SR A W S e
77 25 B 2 TR X 2 S T4

DAL 2 36 = B 2 B8 O A M A X S 6 4
I RE I o
2.3.1 BmyTHL

I 5. 00 mL BEBRHER I 50 BN A A [F] B 1Y
B U M SE P PR AT SE e WL R T A Y R
Wi 4SR5,

£5 HHPMW
Table 5 Effect of iron content

BEJNA R /mg BRI A /mg 154 5 /mg
25. 00 0. 00 24. 96
25. 00 10. 00 25. 05
25.00 20. 00 24.98
25.00 30. 00 24.93
25. 00 40. 00 25.03
25. 00 50. 00 25.07
25.00 60. 00 24. 95

HIZE 5 AT LA o 8k & i i s IO e 9 I e
FARE AW, ICP-AES ¥ W 22 3§ i /2%
R R BRI B Bk AR A L TR P BRI A LS AL
WUt eI 35 & B WO B L 5 B2 A BT IR L R
A M O A R
2.3.2 YRR

BEHL15. 00 m B b 1 6 98 AN [e] Bk Y 4
G 5945 BN G0 B B R0 B A 1) O R AT SR,
WX R L SR LK 6.

&6 SHEISZM
Table 6 Effect of lead content

FEIMAKE/ A/ V-t SrE
mg mg WA P it/ mg A5 $E 4/ mg
75.00 6. 00 75. 04 74. 96
75.00 8.00 74. 95 74.93
75.00 10. 00 75.09 74.98
75.00 12.00 75.12 75.05
75.00 16. 00 75.35 75.09
75.00 20. 00 75. 45 75. 00
75.00 30. 00 75. 66 74.95
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ZURERW YR <10 mg B LETMFEA &
S E 25 B Y B i > 10 mg Bl i B R T
E BT B T IR U o B UL UE B9 Jr 2URT LA BR BT Y

AP

2.3.3 RAEITLEM T

FEHL 15. 00 mL BEAR MERE W 43 1 A — 7€ 5 1)
Ni.Pb.Fe,Mn, Al Cu JG % , ¥ 5L 56 4 B¢ 470 2 .
M1 2% 7 AT LU 97 1 50 28 BEAR AN 235 Wi A 1) Y0 7

x7 RETETHIR
Table 7 Mixed element interference experiment
YEL A - 2 =y
P /me Ni Ph = ?f pt Mn Al Cu WRHFE L /me
75.00 2. 00 6. 00 50. 00 15. 00 10. 00 2. 00 74.92
75.00 5. 00 10. 00 50. 00 15. 00 10. 00 2.00 75.04
75. 00 10. 00 2000 50. 00 15. 00 10. 00 2. 00 75. 10

(I3 25 BRBR T UUUE I5)

2.4 FHERIEXLE
BRI 37 57 Bl 0 4 IR S 6 D vk I E B A
T UUVE Sy B -EDTA i 58 B W0 5 B A 45 2R

*8 WHMAEZNEHFEER
Table 8 The results of zinc content

determination by two methods

TP 8 LITE R H ik A5 B 4/
PEATEERT &5 R L FR 8, HXT L& R F WA 7 ik mme e
Sl £ = > AT 33. 88 33. 66
A B9 B 1 &5 AR GE . JTCH B 220G !
s o 3 37 — Tl 15 9T Y 43 B -
2.5 RBEELW T;ﬁ?ﬁ“iiﬁ 33. 54 33.72
N I ° T E T
PRI 6 A [F)BE 2 o B & B BE W R i IR S G

. g s — A Tr vk 61.23 61.36

Dr S AT 11 RN AE 45 5 WA 9. AH X A o
5 N 5% g B
2 (RSD)E 0. 21% ~ 0. 87% , J7 ¥ T B4 4, 7T L) Tﬂﬂﬂiﬂ{%ii% 61. 00 61. 09
N N . . EDTA i E1,
W2 HOH RIS K
x99 BEELE
Table 9 Precision test(n=11) /%

s PR = S RSD

1% 12.00  12.03 12.13  11.96 12.25 11.99  12.20 12.10 12.27 12.07 12.14  12.10 0.87

2% 20.58  20.35  20.60  20.48  20.53  20.37  20.51  20.44  20.62  20.40  20.58  20.50 0.47

3% 33.88  33.66  33.97  33.75  33.85  33.96  33.70  33.73  33.68  33.84  33.86  33.81 0.32

4% 42.49  42.37  42.44  42.81  42.75  42.63  42.69  42.57  42.55  42.61  42.70  42.60 0.31

5% 50.74  50.94  50.83  50.77  50.68  50.86  50.73  50.52  50.59  50.61  50.62  50.72 0. 25

6% 61.23  61.36  61.30  61.00  60.98 61.27 61.15 61.06  61.19  61.03  61.22  61.16 0.21
2.6 fnER[E 4 I8 .

3 FHig

BRI 17 .27 (37 RE I — 52 B 1Y B AR E TR
T S 5 1 HEAT A B IR [ Wi S gL 25 R WL 3R 10,
350 75 % B R i 99. 026 ~ 10296 . 1f LA
A H RN
& 10 fnAR[E 4R
Table 10 The recovery test

e FEM AR, AR/ DIASEEE/ R/
mg mg mg %
1% 23.49 25. 00 48. 98 102
1% 22. 86 25. 00 47. 85 100
2% 38. 44 25. 00 63.78 101
2% 38. 84 25. 00 63. 60 99. 0
3% 64. 37 50. 00 114. 50 100
3% 63. 21 50. 00 113. 90 101

FHAME B S50 5 75 T AT PR A ek S e R T
P s FL 485 S 0 A AR A 25 /N T 100 AR 1l iR
99. 0% ~102% . i& I F I & %% & wAE 1226 ~60%
WS BREE R TP B . R O R L T LA 2 X
FEERRLT B R AR T R
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