511 55 2 W v E TE Lo At 2 Vol. 11. No. 2
2021 4 4 Chinese Journal of Inorganic Analytical Chemistry 66~69

doi: 10. 3969/j. issn. 2095-1035. 2021. 02. 014

T 5 B-EDTA 7 i ) 4 0 2
A 2 o i B

N EE HEHR TR FAp
(P4 4 e AT IRA BT R IR 252327)

WOE OWELO0.5 g ik, FHER IR LA BR AR R 40 iR . B LA B RR B UIUE BB N4 B . DA B R B Rk
F o GV R A UUVE 43 B VR S LA T ER L IR W R R UK W A L R I M pH=5. 0~6. 0,0
AR B0 B AR A TR DA I RS 38R0, EDTA ARMEE R € . U0 EHE M TR Tk
i E Hoh gL . FE 0. 220~10. 00 B N 45 R B R A7 A E 7 W AR b 7 A 2% (RSD)
7E 0. 32% ~0. 76 % AL SR B  99. 4% ~100% , J7 12 (0 AE 6 B OS5 5 o] LA B sk .
KW BB ERIN I A s B B EDTA W 2 s AAS M E

FES2ES:0655. 2 SCERFRARAD : A X E RS :2095-1035(2021)02-0066-04

Determination of Zinc Content in Copper Flash Smelting
Dust by Precipitation Separation EDTA Titration

LLIU Junxia, CHEN Ranran, WAN Shuang, LI Xianhe

(Shandong Xiangguang Copper Co. ,Ltd. ,Liaocheng,Shandong 252327 ,China)

Abstract Weigh 0.5 g of sample, the sample was decomposed with hydrochloric acid, nitric acid and
sulfuric acid. Separation of lead in the form of lead sulfate precipitation. Ammonium persulfate as oxidant,
separation of coexisting elements such as iron, manganese and lead by precipitation, then adding fluoride to
shield aluminum and thiourea to shield copper. In acetic acid-sodium acetate buffer solution with pH5. 0—
6. 0,potassium iodide was added to eliminate the interference of cadmium, xylenol orange was used as
indicator and titrated with EDTA standard titration solution. The filter residue was acidified and the zinc
content was determined by atomic absorption spectrometry. The results showed good repeatability in the
range of 0.2%—10.0%. When n=7,RSD was 0. 32%—0. 76 %. The recovery of standard addition was in
the range of 99. 4% —100%. The accuracy and precision of the method could meet the needs of analysis.

Keywords dust of flash furnace in copper smelting; potassium iodide masking; EDTA titration; AAS correction
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BEE IR R T & S8 (ICP-AES) 3£ (EDTA
WAL . ICP-AES WG I F & /N T 5% FERL 1)
M EDTA Ji & 200 2 & s B ). (A2
EDTA Ji & % 4 688 B8 4 S o R T g
SORHRER I = A T . S T T BRI A B A5 T
JCR B L ] LR BT UE 43 25 R0 L 4 1 i D
AW TR T = I BN R X =R Ve -
JI s AELUTIE 2% 550 1Tl W R /0 8 S 5 L 2 0 4 i 59 B 1
8 h AT FLXT T 2 B AR 2% 1 R it A L R Ak SR
. Hue EDTA @ %00 SRR 0 MBE ™ A 1
7 1 R FHULTE 20 B Bk VA T AR T i ) 9 i
fib P 8 F 1 Jr AR T B MR I T H
W T BRAR Kk HT BE VRV SE TTIMRE .
T80 5 B0 T [R) — R P SR 7 SO ek
AL, E VAW pH="5~6 B}, 5% Ff4E 7] 5 EDTA
[l 2684 o HTE B MR A AR Y & i E 0. 220 ~5 %,
K EDTA {8 22 5 D0ABE B 50 10 52 ) AS n] 2008
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i 7 TR 1) B B T A TR B AR A R AR T B B A i
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1.1 FZERKHA

PUIR MR AL B, B IR 5 SRR  JC /K S
KAy AT Al FK G ELED AL 8 (200 g/L) - Bi R
£:(100 g/L) , 3L iR % (100 g/L) AL AR (500 g/L),
LR RN s (pH=5~6) , i (2 g/L),

VRV ¥ 25 g AL BRI Tk A 50 mL
oK, KRB R 500 mLiR2].

EDTA brfE i 2 %W (294 0. 010 mol/L, it B8
GB/T 601—2016 #5 &), ¥ 5 #E % WK (1 mg/mL,
10 HNO, AN FD . S5 K R IR ZE K
1.2 (U8

ANA-S2 B WO AL S8 B 38 B8R R R
e O ED A R\ L A B2 O IR AT
1.3 WHE
1.3.1 A

PRI 0. 5 g ilAE A 5 1 K83 iIfA 10 mL
R I AE 5~10 min, LA 15 mL AR IE R (7+
3) ARSI R R B R R A R R BT R
Al B R AT AERE S TR I 0.5 g AL A B
XF B A R AR L AT 1~2 mLL i &R B %k .

Bif [F) 2 1 52 5
1.3.2 B E

Jn 20 mL BRER (1-+9), 25 b 2 1 1L, hn #4408 i
RIS THYS L vl PR TH L S AR BE R ¥ L 3L JE F) 250 mL
PR LAZE IR K 0h % SRR AR S DT TE M & 3 ~4 IR,
UEIE R B EUE AR . TEUEM TP 3~5 g ALk,
FHZOK R = H0RE I3 i 20 mLL A 10 mL i
T R S T R A PR 29 1 min, U 814 1 10 mL
FAL BRI .5 mL /K .10 mL Jo/k 2 1 k5
JE AL UE S 200 mL 2 HE R, AR TR R R
PRRFRIN 3 K, Mk DLTEY 6~7 R, ¥ 2 5 LLKE
LUBERE . BRI A S A BT RE R L I
1Y ER IRV S I A =K R P B A R .
1.3.3 JEE

UL 50. 00 mL ¥ T 500 mL HEJE Bedrth . m
AL g BUIR IR - ¥ 5 I A AL S S W A 3 ~4
W A 48 s ) AR R (1 1) v 70 22 9 R 1l
LT H e a, , PR A K (14 1) o F0 & 15 0l o
A NAET A A 10 mL A FER IR WA 20 mL &
B2 -2 B Eh Gz vh i W, 5 BV EDTA F o ¥ W R &
ERCN A R CAR Ry it T S

1.3.4 JEE PRI E
1.3. 4.1 JEIEHR

W o3 B 5 R UUTE B A G AR B BEAR L A
15 mL fif2 .5 mL & S8R .3 mL BLER . in 4 5 i Uit
VELIEE R BRI BN ¥ A S A 20 mL FK,
IR g IF 72 2 15 mL BUF A5 DK ik 22 LS AR
BE AR SR 2 U R A5 # F5 3) 100 mL 25
. DUKESR RS GE T bk U8 51 Wl
JEREACIN E . EDTA 3 52 i 15 58 & 5 5 Wik
T I A5 A o 2 R R R S PR
1.3.4.2 T AEHhZR 2

fitsl 0.2.5.5.0,10.0,20.0.50.0 mg/L [y %¢
B U T T ZR 0 s A 25 R- 2B KM S TR RO
TEAUI K 2139 nm 4b . DLBE U BE g 16 AR A . O
JE R AEFR L 22 TAE R .

2 #ZR5iTR

2.1 Hminfg

i 15 mL $hE2 .20 mL A6 IR B AT K3 4
FERIE R OE 4 o 0 B M RE A N2 5 T IR O
2L U PR 2 R AR A P 0.5 g FR
PR A DI TR ol A AR 5 X B AR L 2
B I P TR (0 B R S S ML E R i LS T FEZR 2



68 [ JC AL A AT b 2

Bk CVE BT ICT % A 1~2 mL & R . 4k 2
TR E T . BEICERE A i M RE S FRERC
L PAT RO RS 55 L 43 ) 4 B DL % R R AT R
BEfl . 54 a, AU A 15 mL 32 .20 mL Y8 TR iR
W fEAE S s 254 by A 15 mL # R .20 mL il B 1R
12.0.5 g AL S L MERE S 250 o A 15 mL #h
% .20 mL S BLIRER B WRIE S I 1~2 mL & 58
% du A 15 mL 512 .20 mL W HRIERR 0. 5 g i
R 8 1 ~2 mL SRR AR W D REEAE. 1t
B EDTA J§ € T 5 BE 0 & 2, Je AAS A3 0 3E
PR & . IR B R 1 R SR
BE G A fE R BB 0.5 g fiAb Al 8% .1 ~2 mL
1o SR R A I oG R B T o v R OT LA R T 4N
FiI T

R1 HERBABEGIR

Table 1 Sample dissolution condition test

i . EDTA UL
) ER8E 3 N e
& WEW/ % e %
L= A \@%’JQG*E I R
a FE SRV AR AN SE A IR TR IR K 5. 38 0.32

T E 2 B R A BB

" o B S AR 52 4 L DB K - 0. 20
T E 2 B AN BB '
R ol T A 6 4 B T
T 78 2 33 U AL BB
R i 8 A e 4 L DB RLTRE Y

5. 60 0.12
ik 72 2 5 U A AL BB

2.2 £BEBFTFHIE
2.2.1 BREYVERE TR Joor B S e
AR BR R UTVE B 0 28, Bk VB B L
S B AR MRV WD AR LR AR DU TE S T BE L
B VRS 208 B A ) A B AR W R R
FH I T3 R T K DT TE 43 185 125 43 B Bk L i B KR
rER . SRR R R S T v A VE T 2R
Bk B B A L T E A K UL BE 22 R AN N E
FeCl %W 2k & 52 - 4F 20~30 mg A,
2.2.2 ERBYTH L B S
PEELER-SUKAETE T - Mn™ " YLTEAS 58 4, 75 I
B Mn™" ALK & R LR Tt e 2. 5
BEOY B . R 3 ik R A A S AR R 3 A A 0 U TR
G B T 1 I IR S TR A B X A S T 1
BIRCRE M, 25 R AN 2 Pron  SCBRE B L o B IR B
WA AMRTEIE 10 mL L b B x4 00 0 88 3R

2021 4F
B
*2 IWMBEAEXR
Table 2 Experiments on the dosage of
ammonium persulfate
T B R A T AR B/ mL 2 5 10 20
BB BRI/ (mg - L™ 10 5 <1 <1

2.2.3  HRAY T S AR H 5

] D8] 3 8 A 0 A2 A o b B 1 o i O B = T
L0 Y6 A2 AT+ 5 0 JT o 0 B0 e 2 Ry 5 V0« Al 1) JT o 43 4
e Al is 40 %0, HBRARAERE 0.5 gL 4rHCHE 50 ¢ 200
THEL I I R U0 A VA VR TP & R AE T R I IR R & 4
%% 12.5 mg, 55 6. 25 mg. 4 50 mg,

Z: B TP BB R BRG] — R 9 B
15 mg 5% 7 mg W A J7 VR BRAE L I ACAS R 44
TR BB TR (500 g/ L) A 3F I 25 R an e 3 B
INe SER SRR B H (500 g/L) I AR BTE
30 mL DA B BEATT DITHBRGR 09 T4

x3 WMUHAEIE

Table 3 Experiments on the dosage of potassium iodide

WAL A AT/ mL 10 20 30 40 50

B I 2/ mg 16.30 15.54 14.98 15.10 15.07
T A X R 22/ %6 8.67 3.6 —0.13 0.67 0.47

2.2.4 MR T M R AR A A L

BL ] — R H &8 15 mg il 50 mg WA IR - e A
T3 AR S AN [ R FEURL 60 8 IR VR DU A B 1 25
RN 4 Fros ., SC00 45 R R W 1R R i A PR AR
£ 10 mL DL R85 R IRZER /D,

*4 MEAEXR

Table 4 Thiourea dosage experiment

B IR A AL/ mL 2 5 10 15
B 58l / mg 15. 60 15.15 15. 05 14. 95
T AR 2 22/ V6 4.0 1.0 0.33 —0.33

2.3 mAMEBAEXE

BRVELE T ULIE S I P A AR B AR A D
BRVERE T RUORE A BRI
FH A 1) 560 P0 W 48 s I AN BT IR IR A R Cu®™ il
AV B W L B IR AR LR SE ES . Hd mA
I PR A Ay 1 A e A A 4 B AR AL AR B
2 PREH T & 8 8 J AR A M 6 R R L PO IR
F SRR 5 B, AR S0 A ke R B
WM MAERN 1 g,
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Table 5 Ascorbic acid dosage experiment

LRI BR /g

LR

0.5
R ERA I 12
iy
1.0
KA 5
2.0

w5 F W

TGS MR S5 - V8 R €7 5 I AT A S0 A 0 8 T 0 N DR T T 2R L T RIS 8L TR SE I B 0R L 28
TGN ML BRI » 95 980 T B €072 O 2 0 B0 € 5 o AR 9 U A A R E S 0 BRI S D T K IS B 3R E X

A GUIR LR S5+ 9 VR S €7 S 5 I A A 0 U 2 1 B T TE & B AR R T K TR IR 5L T E A A

2.4 HEBRERETHHIEE

T € B A R4 250 A W B (pH=5~6) .
B T (pH=10), 1-(2-1f g 18 & )-2 Z5 B (PAN,
pH=5.5) . SCHK™ 4 i . PAN 14 FH 55t B HE 5% W
i s H5 T NG /RIS P P A VB B T S X 2

SRR . A VR A A R AR A
ISR TS H (D 56 0 4 A BRI 2.
2.5 WEEZH

eI 4 ASFE f 45 IR SE 8 05 ik b AT o0 A s 23 Sl it

17 7 UM E . SR BoR EIVE RAF . Q036 6 PR .

£6 WETEXH
Table 6  Precision experiments /%
3T E TR A 25 A 2% {4 RSD
17 2.21 2.23 2. 24 2.19 2.23 2.22 2.22 2.22 2. 20 0.74
2% 5.05 5.07 5.08 5.02 5. 04 5.02 5.03 5.04 5.00 0. 47
3% 7.06 7.07 7.01 6. 94 7.03 6. 94 6.98 7.00 6. 90 0.76
4% 10. 86 10. 75 10. 83 10. 82 10. 80 10. 79 10. 82 10. 81 10. 88 0. 32

2.6 fnER[EU KL

2% T R ANEAE L o3 S 1A P R A —
FE B RE, FiOBROSE I Ok BR AR bR el i R AR
99. 4% ~100% , 4% FHEH .

RTOINARE ML

Table 7 Standard-added recovery experiments

FEf GRS AJRAH/mg A /mg ME(H/mg  IER/ %

j 35 50 84.7 99. 4

! 35 70 105. 3 100
- 50 50 100. 2 100
50 100 149. 8 99. 8

» 75 75 150. 3 100
’ 75 150 224.9 99.9

3 it

FAULHE L 73 B MR A2 R v B0 B L S fE 4
R » LA B0 A B DR T B LA R R
$5 /850 EDTA Jif 52 #F & b 19 B 9F iy 51 IO
T DA DB TP A B AT AN IE L 2 2 RS I A
R4F 4R .
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