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Content Determination of 5 Kinds of Residual Organic Solvents in Miriplatin Raw Material by Capillary GC
FENG Guang-ling"*, FENG Ai-guo’, DING Wen-juan’, KONG Xiang-yu"*, LIU Xian-Hua"*(1.Shandong Institute
of Pharmaceutical Industry, Jinan 250101, China;2.Shandong Provincial Key Laboratory of Chemical Drug, Ji-
nan 250101, China;3.Shandong Linyi Botanical Garden, Shandong Linyi 276037, China)

ABSTRACT OBIECTIVE: To establish the method for the determination of residual amount of alcohol, acetone, isopropanol,
acetonitrile and dichlormethane in miriplatin. METHODS: Capillary GC was adopted. The determination was performed on Agilent
capillary column (6% cyanopropyl phenyl -94% dimethyl siloxane as stationary liquid) by temperature programming. The tempera-
ture of flame ionization detector was 250 °C using high-purity nitrogen as carrier gas. The temperature of injector was 200 °C. The
split ratio was 20 : 1. Headspace sampling was adopted, and heating temperature and time were 90 “C and 30 min. RESULTS:
There was a good linear relationship of the concentrations of alcohol, acetone, isopropanol, acetonitrile and dichlormethane with
correlation coefficient =0.999 8. Average recoveries were 99.1%-102.9% (RSD<2.03% , n=3). Only the alcohol was detected in
3 batches of samples. CONCLUSIONS: The established method is rapid and sensitive, and it is suitable for the determination of re-

sidual organic solvent in miriplatin raw material.
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Figl GC chromatograms
A. standard solution; B. test sample; 1. alcohol; 2. acetone; 3. isopropa-
nol; 4. acetonitrile; 5. dichlormethane; 6. DMF
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Tab 1 Linear range results of 5 kinds of organic solvents

el JEaE e, mg/ml etk R TR r

B 250.4~751.2 A=0.499 3¢+0.531 2 0.999 8
PR 250.3~750.5 A=1.348 3¢+0.469 5 0.999 9
SN 251.1~752.1 A=0.490 4¢+0.785 9 0.999 8
2 20.02~60.03 A=0.431 1¢+0.260 5 0.999 8
AR 29.39~91.01 A=0.301 1¢+0.067 9 0.999 9
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Tab 2 Recovery test results of 5 kinds of organic solvents

(% ,n=3)
X B
e — e o PR RSD
i 80% IR 100% 7AW 120% VA TR
L 100.2 104.4 104.1 102.9 2.03
PN 97.1 100.2 99.9 99.1 1.56
SN 100.5 104.2 103.8 102.8 1.77
i 100.9 100.6 100.8 100.8 0.18
—HMEE 973 100.6 100.2 99.3 1.62
70.1,0.3.,0.6.,0.16.,0.15 ng; &I FR 533314 0.03.,0.1,0.2.,0.05 ,
0.05 ng,

2.7 H@mPENBFZRBENE

e 5 1 R VR VORI A A VT, 20 AR 22 , DA
Pt SAS 3 HEAE B £ B AR B R OF B {E 4 5 0.074% |
0.067 % F10.068% , HiAx 4 B ML FI I RAG H
3 itig

BB AR (I B A A s R o 8 R R B
DL, DRI ™32 By R IR 0 T (4 BT o

H i 025 B 2045 SORH (1 I 24 0 v i B i R0 s 1 AR
T EE Y R I (200 1) S8 hnEFERE GHFERE R 3
ml) (197775 DU B & T s SO R A4 i v i . 28
F LA DMF S, Rz s A e 2 0 2 R i it 0B
IR E M ARZE SR A T, X R A o B BN B R
#0; 73 DMF AT L5 5 R ML AR BA R0 &, BT, &
Ty L AE R AT B R A A5 AL R AT A BK Y (RSD<<6%
n="6) , DI BE FE A HAS I HH R DR A LA R gk e

ASTAIEHI A 7 5 A LS N A 25 5 S P AR
AHAHE T DA T 43 B, AE — e ) 35 Fe AL iR AN B A B SR | ey
BN FE

AR AR FHEIY I 1%, Y648 40 CARYF 6 min, I
IR S5, ARG LA 50 °C/min AR THE = 180 °C,
{45 10 min, fiff DMF it i i, DLk 0808 , B 450 1 53 b
&), P mn T TAESCR .

SEH AN 2010 AF R [ 25 ML )P R CRERET R K 2
fist A S O S A G PR E S 0.5% .0.5% |
0.5% .0.041% .F10.06% .

Zeid IR, BT SCHEST W iR 4tk RS | Tl
AR AT RR DL B R G ah P e 4G A T, s
Ty AL R ARG A AR 24 T B 1 2B LN L SRR L 2

G5 AW b, I CRIE 25 1) e A

S Tk

[1] SRRES A9 B4, 5 BN S EE I E U
RS v X6 2 T 2 i 1 L I PR | fe i SRR ) 7
TR[1].&4%,1998,16(2) : 164.

[2] Z8pgzs, Bl , 45 25 3 T0 2 S0 0 SR G 5 P Hi fig v
AP G R HE[I]. & B 25 5 ,2006,17(7) : 535.

[3] HEHRGIMFER L P EAREAES & Z3[S].20104F
P AL s A s 2R Rt , 2010 2 B 5% 63.

(ke H 1 :2013-01-21 &[0 H1:2013-03-01)

hEZG 2013458 24 5B 41 0



