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Determination of genotoxic impurity methyl iodide in olmesartan medoxomil by
gas chromatography- electron capture detector
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Abstract: Objective To determine the genotoxic impurity methyl iodide in olmesartan medoxomil APl by GC-ECD method.

Methods The genotoxic impurity was detected on a Agilent DB-624 capillary column (30 m x 0.32 mm x 1.8 pm). The column

temperature was programmed: the initial temperature was 40 ‘C and was maintained for 5 min. Then the temperature was raised to

200 °C at a rate of 20 ‘C/min and maintained for 2 min. The inlet temperature was 160 “C, and electron capture detector temperature

was 300 ‘C. N2 was used as the carrier gas, and the flow rate was 1.5 mL/min, the split ratio was 10 : 1, the injection volume was 1

pL. Results At the range of 0.03 — 0.60 pg/mL, the regression equation of methyl iodide was good. The LOD concentration was 2.0

ng/mL, and the LOQ concentration was 6.0 ng/mL. The average recovery rate was 98.0% with the RSD value was 1.8%. Conclusion

This method is high specificity, accuracy, sensitivity, and well durability, which can be used for the detection of the genotoxic impurity

methyl iodide in olmesartan medoxomil API.
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Fig. 1 Synthetic route of methyl iodide
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Fig. 2 GC Chromatograms of blank solvent (A), reference
solution (B), test solution (C), and spiked test
solution (D)

23 ZMXHRER

BRI R e i B, P FR T R 1) R B IR B 20
3 pg/mL WA, TE RN & 5 kg s E U 2%
WG S, R R BT B B 4 A 0.034
0.06. 0.15. 0.24. 0.30. 0.60 pg/mL FIZEMEER,
F 3 B E IR 1 pl, JENSAHETEL, id5%
Ik, DUR SR AR, IR TR AL bR
ITERIMERDT, RZMERIETFE: Y=14994.977 X+
4.372, r=1.0000, &R FHTE 0.03~0.60 ng/mL 2k



FEIIHBEOH 20214F9AH AR & 5l A&

Drugs & Clinic

Vol. 36 No. 9 September 2021 - 1819 «

PER R RUTS
24 TEEMR. WNRME

IR IE &, BB, HEH SIN=
10 : 1 fE e EMRIAW: 2 5L SIN=3 11, fE
R IBRIER, 25 R Ry 2.0 ng/mL, & & RA
6.0 ng/mL.
25 EFREIRE

A R e 5, FH R I A R | BT VR FE R 0.3
ug/mbL I, VENNT RS B Sy b feid
&, FH A RORE I O 2 FE 9 8 mg/mL (1)
W TENARIREW; B oEE, YR
fil % 1.503 pg/mL IR, VEAR M. BUAS L)
80 mg, FEHEMRE, B 10 mL Bt #4974,
H 3 gpkEs N 1 mL %, FHEAREZ
B, REE), AEN S0%MEMREE I 3 IS 2
mL %, FHEMBERZIE, 25, 7B 100%
HER TR 3 IASE N 3 mL W4k, FH PR AR
BRI, 50, 1E 150% AW, #8550 K
R IRES L ul, FENSTH A, ik
HERE, S5 SRR R [RSR O 98.0%, RSD {H
N 1.8%.
2.6 WHEEXE

HRJ5R B B 0.3 pg/mL PR P o) B A TR
HESEHERE 6 £, 1D FUETARFI R AR R], 4553 RSD
85514 0.3%. 0.01%.
27 EEEMRAE

IO e i &, FH AR A 0.3 pg/mL 1
T VB BRI U eiE &, FH A
R A 1.503 pg/mL VAL, TERIR HURE
YR ERIZS (S 04415002) %) 80mg, P47
%64y, KT, B 10 mL B, B 2
mL %, R ERBEZRZIE, 5, fE A
T AR 2 B B R VA RO PRV 1 L, 3
FEMSE, ookt o A e T2 R B
/9 0.003 80%, RSD &}y 1.9%.
2.8 HEEEEIRWE

FHR 2.7 T5U 0T FR St YA A 3 A VR 1 i
Jiid, BRI BT N GIBR R £, I R e )
JREASHK 6 s RS HEE M 6 g RILF ST,
12 B it R I () 735 i B2 43 40 0.003 73%,
RSD {EH 2.7%.
29 FREMIRIE

A VTR 0T RS VAR A kS VA

(2.7 TR EHR SRR =R N oBCE 0. 2. 4.
6. 12, 18, 24h e, dsxikEl. 24h Rt
TR VAR R SRR T & B S R A R e
YLIAZE /D 24 h NFASE: 24 h PRI o e of B 0 v o
TEEWAFMET, MR G FY RSD 14 0.5%,
YLHAE /D 24 h NEaE: 18h P INFRAER A AE =
AT, MR ERERA T RSD {4 1.6%, Ui
F/b18h WHaE.
210 WAMIRE

TR 2.7 TR J7 VT o R v AN At K
W NG TR G ] TR AR e R 2 K TR
71, TEFE T INERN M. BERKE T
TR E (£04mU/min). ¥R (£5°C). i
FEMRE (£5°C). HEHAH RIS G aE, gl
S, TSR, AR SRR G 5 & A B
0.003 78%, HAh#%2%1F 4 0.003 77%~0.003 78%,
ShRAES R )Y 99.7%~100.0%, it B 1%k
PEREF, T IR S EOeH R A iR 5 o5 o
211 HmENE

HUAS [FIHE VR B SE VD SE G JEURL 2, 1) 45 6] HE
AR AR, HEREI G, DAAMRIE R e
WA, SR ARA, S5 R ILE 1.

F* 1 BREIBEEER R TR E LR
Table 1 Determination of methyl iodide in olmesartan medoxomil
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