F31E5F 15
20254 1R

ST AR S EF
ANALYSIS AND TESTING TECHNOLOGY AND INSTRUMENTS

Volume 31 Number 1
Jan. 2025

SRR (63 ~ 68)

(1.

HEENELEX_SHEhIMESE

ReRdRT, e 4B Lk L M
(LKkPThRREMNEARAERTEANT, HE K 410012;2. # 8L K=, #8 KPP  410012)

FEE SR H U VR E HAAL B AR R S B S T RE A T L ISR L R R R AR ST I %)
FELS BRSO B R AR BT 0.500 0 ~ 1.000 0 g, 10% AR /K 7 TR If, BRI TE] 2 h J5
TE 2 SE ) UE B . E— 25 SR AT AR B B, A5 B 1A B R R P S B bR EIRCR B 7R
96.20% ~ 99.13% 2 [8], B 7 2% (A AER B v I EAT T 11 YORATIR R, A5 20 (A X bR R 22 4/ T 5%, 2B
I EE R

KR FAAL BRI A ThEEE

FESZEKE:0657.3 X HkFRE: B XEHE: 1006-3757(2025)01-0063-06

DOI: 10.16495/.1006-3757.2025.01.008  CSTR:32263.14,j.1006-3757.2025.01.008

Determination of Chlorine Content in Antimony Pentoxide
Powder by Turbidimetry
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Abstract: A turbidimetry for the determination of chlorine in antimony pentoxide powder was established. The
experimental conditions of dissolution method, concentration of nitric acid, sample mass, and dissolution time were
studied. The results showed that the sample mass of antimony pentoxide powder was 0.500 0 ~ 1.000 0 g and the solution
was dissolved in 10% nitric acid solution for 2 h. The spiked recoveries of chlorine in the sample were 96.20% ~ 99.13%,
indicating the high accuracy of the method. At the same time, 11 parallel experiments were carried out, and the relative
standard deviations were all less than 5%, which showed that the method has a good accuracy and repeatability.
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1.1 FENESRF
AT WL B e EE T Uv4800 B, 2 ELE

BB 8 K3 AG135 Y, Fi 1+ Mettler-Toledo
N TE IR K 54 : SGM M8/108, 78 FH TH 4% L5 2\ 7 5
FECHL B TS 5-12, B W AL g AT B 75
K AL PERE: 0.45 pm, G245 SCIR RN B A BR
o) BT eSS 13 umx0.45 pm, KT EERE L
BEEABRA . E B FARES: 1000 mg/L, 18C035-3,
B R A 48 K TR AT I O RS RAR |
TRTREN . X E IR By FE 7 7 o3 B ali, e Rk Rk
Tl RS B IR TR ghal, KETi R R AL
KR BR AL Sl A at, Brhr TR A R A
Al — oK. 0N Ai KB . 8L e
i KV R BV A FRA T

1.2 RKELH

XA FEAR 6 7 S T : FRE0.100 0 g iR 3
AR R A, NG, 2 100 mL.

36%. 10% AHERIAT: 7£ 250 mL A2 IR
AR, N 90 mL R FH /K & 25 Z 40 B, 1551
36% HERIA TR . 7 250 mL 1) 25 B i A Y
K, A 25 mL iR H7K 8 25 2 215, 193] 10% fi
RV Y.

0.10 mol/L fiHFRERIFI: FREL 16.987 3 g AHR4R,
TR, AR 1 L AR, WA
TGS 5, KRR 218, £ T REAL.

AE T RINbRE TAER: B 1 mL S5 FhrifE
A 10 mL A2 S, FH KRR B 22 20 12, B ik
100 mg/L IS ES TP bR ER . BH 0. 0.50. 1.0,
2.0, 3.0, 4.0 1 5.0 mL S & F P RIBRAE S W, 5350
BT 25 mL 2 RO s 48, oK
1~ 2 Y X A JEE B 48 7 AR, V5 TS 0, R N R
T 2B AT 2% J5 FEAMIN 2 mL, B )5 BA 0.10 mol/L
TN PR AW, 47K A 2205, iE 35 C KiH
H A 30 min, B EIEEREIE. LS E FIRE
SR AL AR, WO N ARSI BR v 4 .

1.3 HFmillE

HERIFREX 0.3 ~ 1.0 gCRE I E] 0.000 1 g)FE 5T
R, T 10% REFRVE TR 20 mL, i 355, #iE
2 h, FEPREHEFE 5 ~ 6 ¥k, B8 A 50 mL i,
FAKFRREZZIBE, 0.45 pm AL uE MRS 8. TR Bk
10 mL 37 T 25 mL %5 & i 5 kb &8 v, o
1~ 2 VG S B 45 7 7, AR B, DU N 36%
TR 2 B T R 5 AN 2 mL; SR B oR T
@, I 2 mL 8RR /KA, 2 mL 0.10 mol/L filfiR4R
W, 2B FRRRBEEZIBE, A 35 C KW R
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& 30 min J5, ¥R ENAEI. 0 B, KBS 2 3 om
oo, LAZKAES He, SR Ah—1T 0o e e i+
420 nm P AR LW SR, BERE S a1 R
FEWOE RN 1.2 5 T S AnifE i 2 7 R, 15 IR
AT P U T A (%), #2aC (D) TR T AR b
H S TR T B

- Vx 1076
wo mmm) XVX10® oo ()
mXV1

Ay — R A DA B () s mo— 25 FUIR
BT (ug) s m—RERL BT ()5 V—AR A B
PR (mL); ¥, — 20 BURE A AR A (mL).

2 ZR5iTE

2.1 BRRXBBEFREUARIERN AR

1R VS AR 1 02 SR FH — 8 L A9 e 9 4 ) il i 7K
VS TRAE R s st BN il S AR it S 7K Bk
PR ENAE i b R AT s R . R S A v ME R
FREL 0.500 0 g ¥ 55T 150 mL Bedrrf, 235iHnA 20
mL 10% Fi i BRI, WA o, TR PRI 5), e
2 h, PREIGEFEZ IR, IG5 2 50 mL 2, Fl4lik
i e 2 20 5, 2ok . B R - A e IR S
2 AJTC/KBRIREN, WERGFREL 0.500 0 g #E 5 FHR S,
FH 4 0 3¢ B B R i &, IR ANl VS, T
2 AT BR R N 5 FE i, T 650 °C b gh i poinak
1 h JEHCH, A4, LA 150 mL B2AR, A 20 mL
POKIZEL B HG B A ZE 50 mL &, AL
U MR 0. 28 PR R R Ak B vk Ak B )R e B
1.3 0 5 FLR R, 25 e 1 gl

F1 BRABBEENEXERENNILE R LR
Table 1 Comparison of test results of acid dissolution and

alkaline melting methods

FH e 1 AT, TR U A e I A5 i) S Tk B 1
o T A, O3 A A R 255 1 A TOoK B IR
B, AR AR R SRS 25 1, BT R, LR
)25 A T 3070 25 1, (E2 R S AR B B i IR,
TR, MR IR LT, &5 725 AR,
B HTE R0, STt ) . Bosk e X s .
2.2 FHERIRERIEHE

R T RS R U A 1 v R R R A e
AR S T AR B, 43 5L 1.0%.
5.0%. 10% F1 20% (1) RH R /K BOR s fik ), AR
SEATINAE 4 ASFES. FREUEE T 150 mL BEdr, 43
BIANA 20 mL AN[R]R BE AEIR K W, HoA A& A AN R,
Fi 1.3 T RO G R, A5 ANk 2 ).

2 AEAWEBKARMNKENSEFRAHBENZM
Table 2 Effect of different concentrations of nitric acid

solution on dissolution effect of chloride ion

%
HiabHE T
1# P 24 I
R 0.093 0.091 0.064 0.066
0.088 0.067
0.093 0.066
0.089 0.068
AL 0.073 0.070 0.039 0.039
0.070 0.042
0.068 0.032
0.071 0.044

R %
TR MR FE 1%
1 CFEEE 2 THTE
1.0 0.082  0.082 0062  0.061
0.080 0.061
0.083 0.060
0.084 0.061
5.0 0.085 0086  0.062  0.064
0.086 0.063
0.087 0.064
0.087 0.065
10 0.093  0.092  0.066  0.066
0.092 0.064
0.091 0.067
0.092 0.068
20 0.091  0.092  0.066  0.066
0.093 0.065
0.092 0.067
0.092 0.066

P 2 T, il i TR K A TR B A R, TR
KRB E R AT EZ I, YHRIKRIE N
10% Fif, T2 WE TF- 7, ARSI INAS PRIk B, 25 SR AR
A, 2755 I 10% HFRKIA .

23 HRRERNEE
S HIFREL 4 4 Fi AR 0.100 0, 0.300 0, 0.500 0
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F11.000 0 g AYEESE T 150 mL BERH, ITA 20 mL
10% i R 1 WIS A i, B P AT DU AE 3
PRI 1.3 0T 5 e OGRS, S5 R ansk 3 s,

3 AEAEMRENEBFUELERT M
Table3 Efect of different sample mass on results of

chloride ion determination

THEE%

FH &AL RSD
10.06 0.061  0.066  12.84

1# FHEE RSD  2#

0.1000 0.073  0.078

0.084 0.076
0.089 0.060
0.069 0.059
0.072 0.077
0.081 0.061
0.3000 0.093 0.091 7.01 0.066 0.066 7.46
0.091 0.066
0.096 0.071
0.081 0.058
0.086 0.062
0.098 0.070
0.5000 0.092 0.090 4.12 0.067 0.068 4.16
0.092 0.070
0.088 0.068
0.096 0.065
0.085 0.071
0.091 0.069
1.0000 0.091 0.091 3.63 0.066 0.068 3.78
0.090 0.068
0.089 0.070
0.092 0.069
0.094 0.065
0.086 0.072

HH 3¢ 3 AIAL AR ah BTt b, ATREAN IS, 3L
SR NE R AR 25, YA BT E A 0.100 0 g Al
0.300 0 g I}, 140 2#4F i 1Y S0 25 f AH O A 74 i 22
(RSD)IERTF 5%. HHHFHEM LD, JE T
W AR, R b o 4 R U Y L, T RE SR
D 28 SR 220K S BT i 0.500 0 ~ 1.000 0 g
B, GBS T i I 25 SR AH 22 AN K, H RSD ¥)/0hF
5%. WERG 75 TR, FE T AT AR S SE PR S A DL,

FELE 0.500 0 ~ 1.000 0 g 2 [A].
2.4 BERARIEARIERE

FREUFE i F 150 mL H6AR, 43-51 i A 20 mL
10% i B2 15 W Vs A B, BRSSP IR) 435010 1, 2 3
4 h WU, B4 3 AFATRE R, HABS A, 1%
W13 FEAIE ™ e MOGRE, 45 R L3k 4.

x4 FEABRBHEAMNEEFUELE RN
Table 4 Effect of different acid dissolution times on results

of chloride ion determination

/%
PR 6] /h
1# TR 21 TR
1 0.089 0.089 0.065 0.066
0.090 0.067
0.089 0.066
2 0.088 0.090 0.069 0.068
0.091 0.068
0.092 0.067
3 0.092 0.092 0.066 0.067
0.090 0.066
0.093 0.069
4 0.090 0.091 0.063 0.067
0.091 0.068
0.092 0.069

FH 3% 4 FTAL FRIAESIAIN 1 h B, AL AL B
i A o i 1Y I A 4 R AR T AN R], 20 3 F1 4 h
AT 2 22 5, D19 48 IS (R RN v TAERCR I 7
% &, PLAeie il 2 h A R B i R I I ]
25 tRAERZST

$2 1.3 WF 7 ik e A 8 RN E TAEM Y
WeGRE. LGRS 1Y Bt vk B2 R AR A, ARG EE
RPN, bR E T AR 2, T2k B
PEAHOC R AL S5 RR W], S FTET skl 5.00 ~
50.0 pg/mL WM CR BRI, ZtEmE TR y =
2.08x — 0.4, TiE 25 R*=0.999 9.
2.6 THEEEIRR

FE R 1.3 TT B 43 H i A B S B AN R Y
FLEAL BRI T 11 RN E, 25 Rk 5 Frs.

P SIRE €/ 51 R N E = R A 7 = ST
%) RSD YJ/NTF 5%, AT LA A2 T Ak — B RE il
SR AE .
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x5 BEERARE
Table 5 Precision test
/%

Prife

BeE
e EIE LR FHE RSD
i : M2

1# 0.092,0.091, 0.093, 0.091,
0.093, 0.094, 0.089, 0.092,
0.091, 0.093, 0.094

2#  0.067,0.068, 0.067,0.066, 0.065
0.068, 0.062, 0.063, 0.063,

0.061, 0.064, 0.067

0.092 0.00151 1.64

0.002 55 3.92

2.7 FEmmiREEREE

R Y BT R R R T, R AR G ) T
AL EERES, A IIIA 50, 100 A1 150 pg B9 E
TARMERWR, BELH 3 A FATREAL. 42 IR 1.3 U AR
A SN R ) 43 B D 25 SR A T [R5
M 25 R 43k 6 Jrd).

R 6 FEMMAREMHRIE

Table 6 Spiked recorveries of samples

B #:%EE ff:é‘ ﬂiﬁ%ﬁ ‘er‘;'J?% =T
g Adtg g Eug F/%

24 03184  210.1 50 2582 96.20
03146  207.6 50 2568  98.40

03078  203.2 50 2518 97.20

0.3056 201.7 100 298.4  96.70
0.3205 211.5 100 310.2  98.70
0.308 6 203.7 100 302.5 98.80
0.3012 198.8 150 345.8  98.00
0.3032 200.1 150 348.8  99.13
0.3089 203.9 150 350.6  97.80

AINbR TGRS A] 4, T e bR TP A
TR FZRAE 96.20% ~ 99.13% 22 [8], T /& T 48 4k
TR R I E

3 Zig

A SO i 7 (R = ) L TR A Wk B
(10% fiFd 12 ¥ W ) . T2 ¥ ik 1 18] (2 h) RN AR A 1
(0.500 0 ~ 1.000 0 g) it 5 25 AT Ak, SR FH I B
PP I B B A TR IR
RSD /N 5%, IR [ISCRTE 96.20% ~ 99.13% 2 [H],

Va2 7 ¥ Y R S, W R v, W AR
BERE P SN E . %7 TR AL BRARTAE, A7 Ak
T BT, A T AR ], R A A A
BORE AL R T BN E T, P TR T Ak 2
77 A R A T H R
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