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Rapid screening of three kinds of guanidine contraband in

auxiliary sugar reduction capsule
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Abstract; A method for rapid screening and qualitative and quan-
titative determination of three biguanides, MH, PH and BH, in
Jiangtang capsules by reversed-phase ion-pair-LC-MS was estab-
lished and validated. Anagilent technologies Cis column (4.6 X
250 mm, 5 pum) was used for the determination at 235 nm. A
methanol-B ammonium acetate solution (0.01 mol/L) was used
as the mobile phase for gradient elution at a flow rate of
0.5 mL/min. After the HPLC detection, the mass spectrometer for
positive ion mode scanning was used for screening. The recovery of
standard addition was 87.5%~108.4%,
viation was 0.5%~7.4%,

and the relative standard de-
with good precision and accuracy.
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1.4.1 WA 5 K Agilent ZORBAX Eclipse
XDS Cg (4.6 X 250 mm,5 pm) ¥ AE 3% FE , — 0 & 15 16
W5 AW P 4 3E B 235 nm, F B B K E B 200 ~
400 nm, H R % H 30 C, % # 1.0 mL/min, ¥ F
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BB FR T R :0~10 min,20% A;10~12 min, 20 % —
40% A312~30 min,40% A;30~31 min,40%—>20% Aj;
31~40 min,20% A,
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(1) B3 % 1. % Agilent ZORBAX Eclipse Plus
Cis (2.1 X'50 mm, 18 pm) S AH €0 1% A2, K 0 3 K 38 5%
235 nm, MR E 40 CLH#E 0.5 mL/min, #EEER 5 pL.
PIHEE (A)—0.01 mol/L Z R % % W (B) Ry i 3l A8 #F 47
RREVEL . AT tb o 5 1, BREEVEM AR )F 9 :0~3 min,
40% A;33~10 min,40%—>60% A;10~30 min,60% Aj;
30~40 min, 60% —>80% A;40~41 min, 80% Aj;41~
45 min,80%—>40% A;45~60 min,40% A,

(2) i 25 Bt %5 W B T VR (ESD B 3 F 1
(ESIH), B E 4.5 kV, TSR E B 400 C, T4
AU 10 L/min, — S HM . RS2 HE. A
0B m /2 50~1 000,
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Table 1 Linear regression equations and detection
limits of the three standards
PR AENEH/ ‘ MXRFRE K/
LR ‘
i (pgemL™D) (R*) (mg+L 1
MH 0.2~100 Y=18 275.01x+7.02 0.998 5 0.077

2]

1

SREE
Intensity( x 10°)

ETIEJ PH 0.2~100 Y=7 763.63x+4.00 0.998 4 0.068
Time/min
BH 0.2~100 Y=5 321.96x+8.17 0.998 5 0.018
B/ 2 #AZ#kp MH.PH.BH &R
Figure 2 Chromatogram of gradient elution of MH, N . _
PH and BH Fz 2 3 FLFED R TE BRI P B 0 AR B 2R
an

Table 2 Standard recovery rates of the three chemicals in

negative samples (n=3)
fmkrer/ ENkE/  RSD/ Jinbr i/ mlfi/  RSD/
(pg» mL™H) % % (pg » mL™H % %
5.3 91.8 0.3 21.3 102.7 6.9
4.5 103.6 2.5 28.3 104.5 3.2
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Figure 3 Chromatogram of total ion flow of the mixed KW R EHITIA . BE R 1.4.3 bR m i
control solution VRV S W 45 5 Lo AT JTD L 72 1.4.2 38 A
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Figure 4 Mass spectrogram of reference standard BH and sample supplied
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Figure 5 Mass spectrogram of reference standard MH and sample supplied
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