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Content Determination of Nitrite in Vitamin B, Tablets by Ion Chromatography
HE Yafen ,FANG Wenchao ,ZHENG Lupan,DING Jinyou,ZHANG Jihong,ZHU Hongbiao
(Shangrao Inspection Testing and Certification Institute ,Shangrao , Jiangxi,China  334000)

Abstract: Objective To establish an ion chromatography method for the content determination of nitrite in Vitamin B, Tablets.
Methods The chromatographic column was Metrosep A Supp 5 — 250 / 4.0 column (250 mm X 4.0 mm,5 wm),the protective
column was Metrosep A Supp 5 — Guard / 4.0 column (5.0 mm X 4.0 mm,5 wm),the eluent was carbonate eluent (the mass
concentrations of sodium bicarbonate and sodium carbonate were 84 mg / L and 339 mg / L, respectively) , the flow rate was
0.7 mL / min, and the injection volume was 50 pL. The conductivity detector was used with the suppressor current of 79 mA.
Results The linear range of nitrite reference solution was 11.88 - 475.20 pg / L (R* = 0.999 4,n = 7). The limit of detection
was 2.3 wg / L,and the limit of quantification was 5.4 pg / L. The RSDs of precision,stability, and repeatability test results were
all lower than 2.0%. The average recovery rate of nitrite was 90.28%,with an RSD of 2.21% (n = 9). Among the 60 batches of
samples, nitrite (NO, ™ ) was detected in 10 batches of samples from three pharmaceutical manufacturers, with a content of 6.9 —
15.9 mg / kg. Conclusion The method is simple with good repeatability, and accurate results, which can be used for the content
determination of nitrite in Vitamin B, Tablets.
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Tab.1 Sample information

2 HFEEER
2.1 ‘EEH

LI 45 < FL SR A 85 5 G I Ty =L A vl A 5 £
JEHE : Metrosep A Supp 5 — 250/ 4. 04£(250 mm x 4. 0 mm,
5 wm) ; P74 . Metrosep A Supp 5 — Guard / 4. 0 %
(5 mm x 4.0 mm,5 pm) ; PR « B 12 5h Wk 8 R (flk iR
VBN B R B DT R YR B 03 501 O 84,339 mg / L) 5 YA
0.7 mL / min; #EFE R . 50 wL; F ] #F HL AL : 79 mA
2.2 BikHlE

WOV R PR % B 11 88 mg, RS2 FRAE , & 100 mL
AR, K O E AL R AT, BV TR

5 OB%F AFAR AT BE APRL BT BT AFAL 118. 8 g / mL B R BE S IS o BORE i 0.5 o R B PR
12000418 A | 21 210606 B | 41 210901 L B 250 mL A B, K iE it E 2, - BUE B IRTI0E
2200099 A | 2 210501 ¢ |4 e L Lo B FIEW S mL, B 25 mL 2SS, KR B
30000904 A | 23 20210505 D | 43 20191115 N FHEZ,F25),0. 45 pm TFLIE MR PE o | Bz pEuk , BN15
42010550 A 24210802 E 44 20210304 M A AT O BUKAVE v as E .

500001047 A 25210802 F 45 12103041 N 2.3 HiEEEE

620001214 A | 26 20210601 G || 46 12103032 N LB MR B 2. 250 T 25 (IR 6 IR s Ak
72001209 A | 27 220101 Ho | 47 210601 0 PR IE o, 1 2. 1T (03 S FdE AR I 5 . &
§oOSS A |2 Coo0 1| 48 20 0 S VAT (o o 0 R T € A I A3 B
9 2021050 A |29 10271 1 49 211030/003 P J) A2b A A 0 (0, 0 LR PR, ELY RIS T4 NO, ~ 1Y 2 5l
1020210309 A | 30 C2201271 1 50 211031 P E B aigiEm eI, BH T ELEER G GEWLE 1,
1120210930 A | 31 200601 J 510 200327/003  Q RVERLEE NGB R, 2700 F 4R ST 10 pL,
122001012 A 32200201 J 52 210926/008  Q B 100 mL A, 10 wL '8 50 mL A=, 10 pL &
1320210552 A 33210202 J 53 210525/003  Q 25 mLAHEIH,20 wL ' 25 mL &Y, 50 wL# 50 mL
1420210552 A | 34 210203 I 54211202 R ZEREH, 50 WL 25 mLA ST, 100 pLE 25 mL&
525 A |35 2003 1|5 ooums R S A R TR kG 1) 2R ) o R
16 20210303 A | 36 211101 I 56 211006 R 2.1 T0F (0,33 £ PE R RETI 52 , LA&S 20 43 W T AR (V) g 20
LT A U A AR TR BE (X, g / L) g AR BRAE AT 2 b I 09, 78
18 20210551 A 38210208 K 58210912 R FIEFFEY=7.44107 %X 10" 5X,R2=0.999 4(n=7) . %%
19 20210551 A | 39 210605 K| 59 211001 R SRS R R o R A Y SRR MR R AE 11, 88 ~
20 20210551 A 40 210209 K 60 210607 R 475. 20 ng / L( E[] NOZ— }ﬁ%dggﬁ 7.92 ~316. 80 ng /L)
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Fig.1 IC chromatograms
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(n=6), BRI E R4

A MR HORE S (HIE5- 4 211014)0. 5 g, R % FK
E B 2. 230 I P AT A S 6y, 4 2. 130
TR SERE I E e SR AR, IR S AR
NO, B85 H 14.97 mg / kg, RSD } 0. 55% , % M
FEEE R

TR [T i il « OB S (1654 211014)0. 5 g, K 5%
PR, Loy, B 250 mL 78 f i A B A b AR
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Tab.2 Results of the recovery test (n = 9)

REE(g) HEAE(ng) PAE(ng) WEE(g) =KER) X(%)  RSD(%)
0.5023 6.0276 1.9 12.868 9 86.38
0.5009 6.0108 1.9 12.9967 88.21
0.5014 6.0168 1.9 13.1632 90.23
0.5031 6.0372 15. 84 20.603 4 91.96
0.5022 6.0264 15. 84 20.6409 92.26 90.28 2.21
0.5016 6.0192 15. 84 20.5030 91.44
0.5027 6.0324 31.68 35.0720 91.67
0.5020 6.0240 31.68 34.946 6 91.30

0.5018 6.0216 31.68

e MR < HURE A (65 211014)0. 5 ¢ AH R
FE AT A AR [l S0 g6 T o i B G R T TR
61y, EIR FEO0,2,4,6,12,24,32 hif4% 2. 1 T F {4,
TSR RN, T SR W TR AR L 45 SR 1 RSD R 1. 31%
(n="7), WAL S VA R 2 IR R 32 h INFRUE ME R AT
2.4 HmEENE

R IR PECE S 2 E AR &S a T
i FHIFRUEYGB 2760 — 2024, WAl R ELFE A E i P R34
B K AR B 1A 70 mg / kg(LUEAYRENTT) . 2 IR ICH M7
T8 S RO ) 11 AR 25 b I RS R AR A BRI S 70 x (1 -
23+ 69) =47 mg/ kg.

A A BRI S 25 R B GO RE B, F5 2. 230 R ik
il £ A S AT, 752 2. 1 T (835 S R 22 L i0 %
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342432 89.08

W A, $AMRIE TR S B AR 3 R A iy 104
FER TR NO, BN 6.9 ~ 15.9 mg / kg TEILFE 3.
®3 H@AENELSR(mg/kg)

Tab.3 Results of the content determination of NO, - content in

samples (mg / kg)

AE4d #EF N0, AF|AF4L ®EONO, A
H 220101 15.9 R 211006 9.3
M 20191115 6.9 R 211014 14.9
M 20210304 8.7 R 210912 10.9
R 211202 8.7 R 211001 11.9
R 211203 10. 1 R 210607 8.4
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