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Determination of nine residual organic solvents in Domperidone by capillary gas chromatography
YI Lu-yao ,XIONG Wei ,CHENG (Qi-zhen
( Jiangxi Institute for Food and Drug Control,Nanchang 330046 , China)

Abstract: Objective A headspace capillary gas chromatography method was proposed for determination of residual organic
solvents methanol , ethanol , dichloromethane , tetrahydrofuran , methyl isobutyl ketone ,N, N — dimethylformamide, toluene,, xylene in
Domperidone and a capillary gas chromatography method was proposed for determination of residual organic solvents chloroform in
Domperidone. Methods ~ Determination of eight organic solvents: DB - 1 capillary column was used with temperature of pro-
grammed control , FID detector was adopted in the determination ; Determination of chloroform: DB ~ 624 capillary column was used
with temperature of programmed control ,ECD detector was adopted in the determination. Results The content of nine solvents
showed good linearityin a detected concentration rang (r > 0.999 0), the average were ranged from 91.09% ~ 104. 4% . Con-
clusion The method was accurate and rapid,and can be used for the quality control of residual organic solvents methanol in
Domperidone.
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1.1 B5AM £E Agilent 7890 B HAEN KA
FID #7857 ECD K938, Agilent G1888 THZ g+,

B R P ARG, R 4,

1.2 UM ITEAE SHEHNEMEIERME: DB -1
FHERE(30 mx0.53 mm x 1.5 pm) R A%, FID &35,
HERE TR E 200 C ,# M #5 LBE 250 °C, KR 40 C, R #F 9
min, FLA8 C - min~' WHEEFZ 120 C,{#FF 2 min, B L
20 C > min"' WHEEFZE 160 C,ERHE 2.5 mL - min~', 4
Wit 1:1, T2 fF-#R & 100 C, V4 30 min,

ZH PN ER G & DB -624 BAEH (30 m x
0.53 mmx 1.0 um) R it ECD & M58, 6 O IR 200
C, B ESHEE 300 C,HRRABFFAR(60 CHREF6 min,
FLL20 C - min " f9#R A 200 C 4£5F 4 min) , FiE4.5
AT 1501,

1.3 RBEyE OMBLABBRAEN (8 MEM) . o HIHE
TRRERER LR, PR Ik FERTEM NN
-CHEPERE PES_HELTR, AP ELRAR

mL - min
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S ENE892.52 pg - mL™' (ZEE920.37 pg - mL TR HER
319.28 pg - mL~' JOEOkRE 276.75 pg - mL ™! HERTHE
243.94 pg - mL™' N, N - — B 5L 6 % ik 953. 56 pg +
mL™' F#204.55 pg - mL™' 5" H % 1038.54 g - mL'
BAMBEBMER BHERXREEMBREER I mLES
nL B A-HRETRESR, BREXBHER.

MEGERNERN(ZEFR) EERR=2FRE
B A_HETRERS=EF5R13.18 pg - mL™' Hxt B
EEW EFERBIZMBHEEE 1 ol B S5 ol B8P, A2
HETRES, B=F R BER,

QR RIBEHAEH (8 FENBRERNE) EE LB R
%10.2000 g, HHERE, B 20 mL TSP EEMAZTE
W 2 mL, BREERER, 28, B

PR RABAEH (CERERENE) REE B
$10.200 0 g KEHFRE, B S mL FRMEP, I —HE TP
BRIFBREZE,ES, BUKAE .
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2.1 REERUHSHEERR WHERRBEAXMERER
2 mL, B 20 mL TS, 80, FATHMR 6 f, ISR 1
ASHEIENP,8 HEAYARRELE, LE 1, & iE
ZEB/PMHEER1.63, F76 RRAMBEBRNEE
Pl mE A bR R E /N 2.0% B EE R,

BERBREE PR B 1.0 uL, EASHE Y
# EEHEOR, CRAEEA(RE), REEH, TRE%
BiF, FATiH 6 R=E Pree MR R HERE 1. 1%,
WEERY,

2.2 BHAREHURBARRE 458 ERBUES
A& 0.2 mL.0.5mL.1 mL.2 mL.3 mL & 5 ul B
T ORA_RRETREE, HRRIIRERA X B, SBE
B2 mL, B 20 mL HSHP, 3B, M, RaikiHG
HEREAIT, LA BN ARAT , HEE (g - mL™") ABE 452
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t-min’'

1 8 HANBANAEA
1. FA @2 ( Methanol) 2. Z,#¥( Ethanol )3. — (¥ % ( Dichloromethane)
4. 450 ( Tetrahydrofuran) 5. B 5.5 T 2/ Methylisobutyl ketone )
6.N,N - —HI LR EE (N, N - dimethylformamide) 7. % ( Toluene)
8.9.10. ZH% (Xylene)

—

——

t-min!

2 =FEHmAEEE 1 =& F5( Chloroform)
KEBR=FF Xt HiE&% 0.2 mL,0.5 mL,1 mL.2
mL3 mL &S mlL 8P AR ETRES, MR RTI%EE
SRS W, SRR 1.0 pL, 3% 6838 SRR RE A0 , LUKE T
RGP AAT IR (pg - mL™" ) B RIRL R ERE, HE
BIAFR ERAE ], ANZELHBREER, HFEZFEE
3 A BRI,

®1 SHEEEFE KEEEARHR

% KHREIEE KR A B MEARB KR (pg - ml')
il 4 35.7 ~892.52 pg - mL~! Y =1.140 3 X -10.077 0.9993 1.0
e 36.81 ~920.37 pg + mL™! Y = 1.332 5X - 10.554 0.999 6 1.0
ZEEL 12.77 ~319.28 pg - mL~! Y =1.158 8X -0.3305 1.000 0 1.4
Uk 11.07 ~276.75 pg * mL ! Y =7.398 5X +2.176 8 1.000 0 0.6
HERTHR 9.76 ~243.94 g - mL™' Y =3.3652X+1.0275 1.0000 0.5
NN - ZHEHB 38.14 ~953.56 pg - mL™! Y =0.1558X -4.633 8 0.997 38.1
B%x 8.18 ~204.55 pg - mL™! Y = 6.465 8X +4.4357 0.999 9 2.3
ZH% 41.54 ~1038.54 pg - mL~! Y =3.763 5X +14.235 0.999 4 0.5

=EHRR 0.527 ~13.18 pg - mL"' Y = 4900.060 4X -~ 44.435 4 1.000 0 0.013

2.3 ERFRE WEFRCASENRGROERIH
£0.2 g, B, AFIEEMAMLYTRAXN BHER
A 80% ,100% .120% ) FF B (142. 80,178. 50,214. 20 pg
+mL™") . ZB2(147.26,184.07,220.88 pg - mL™') ZHF
52(51.09,63. 86,76. 63 pg - mL™')  JUS Bk (44.28,55.

35,66.42 pg - mL™') (BB T & (39.03,48.79,58. 55
pg - mL™') N, N - = B % B BE B (152. 57,190. 71,228. 85
ng e mL™') FI%(32.73,40.91,49.09 pg - mL ) I F 3%
(166.17,207.71,249.25 pg - mL ™" ) {8 2 mL, & 3 {7, %
W EAERARER TR, REEA(THEIBR)
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£l 080301 080302 080303 080304 080305
5 R (mg/4%) 0.7 0.78 0.75 0.78 0.76
3 WHig
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URERFHIRIENER, 5 EHE T NHERO.5,
12 h MHEFHZENEEROELW, B R EZH IR
FIf 1 hef R FRAELRT S,

SRZHTEIR R T & BT &4, UK N
B, A HIH BT AR LB SHOZEE - K(38:62) , i
QT - 7K (25:75) A SIS 208 - K (34:66) , R
FH, WSHHEQOM M FRAFHH A ER,EOR Gt
B, BRSO A T BRI,

HTFARRAE AR ES M @S AR R
EHER AERITHFEMATELERE, 2REET
{818 ODikma Inertsil Cz,5 pm,4.6 mm x 15 mm, %@
Dikma Kromasil C;;,5 um,4.6 mm x25 mm Fi 5 &4k @)Sepax
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Amethyst C,g,5 um,4.6 mm x20 mm, %5 R %80 i 3 6%
¥R RIS BN, I BT, AR B 16 022,
7 002,11 361, REAMITH B8 FHERS

HERFTE0.4152 ~12.456 pg WREAHH BN AR
MHAMEER AR BEEXRERF. AHEFBRIY =
1.359X +6.7659,r = 0.999 6, FH E W%} 100. 0% ,RSD
H1.5%,
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(L#F 135 T) HH ST, BIMREITEBEHIER
-3 E 43 5128 91.09% (95.07% ,104. 44% 93.38%
95.35% ,96.79% .93.18% #192.43%
FHERBRCAEENRERNESINE0.2,85
mL BHF, FHEEMA=E P L5 BB (5.272 pg -
mL™")2mL2.5mL3.0mL, &34, BM_BETCRER
Z2E B EERI 1.0 uL, 3R 60 RO H ST, 50
PRI ES = H A B EE Y 97.99% .
2.4 BANE BBEBRSESERSFIHERNE,
BIMREITE 3 HHERPAVBHNRER SRR 2,

SR b POk,
e TEH  ZE —EEER L5 T
(%) (%) (%) N,N- —H S B
Bk R
1 0.04 0.01 0.01
2 004 0.01 0.04 boP S )

3 004 0.0  0.03
2.5 g -
2.5.1 ME#HHSHEREEEHFELRTRIEEE RS

MRGEROE L, SRR EB IS AN TR, WS
M EREERRRES, 27 LB T 60,80,100,110 T/
TS EAARE, ¥4 30 min FE, SRER BER
BETHR , & ER A mARERSE A, REERZ RE, KD
N, N — 5 35 g B B 48 T R R 2 A 7 39 b B /DY, 1R
ERREMERBENRBEARKNEL, BLHT 110 T
LE, A BRI, TWEFEREN S5 EHE RN
WEASEEFERE, RG AR LR 100 CHENTEHRE,
2.5.2 HEHFREARP IMBARTYRMASIHER
5 FID A3, 9 MEr A B AT BRZH P
H 0 IR, 46 T PR P RURE B0 o [ 25 42) 2010 4R AR
(Z5) MR VI PR EAEPWE R PAEN=E P RHE
W, S =R R - EERE, AT RLR
f9 ECD 1ol 8846 0 , 45 R R U K KR, HERR AT HE
BELW:
(1) BXRAGXZR2. PEARAMEH L2010 £R(=
#)[8]. du . E E 25 44 o 3, 2010.



