g PR Ae i 2003 AE4S 21 B 6 B 335
7 98.90% (RSD =0.87% ). 5B RNE 1,
&1 mHFepGXB4R(n=6)
BB HRTTITREI SR (mg) 1A BTERR A B T L (mg)  FCR(%) (%) RSD(%)

| 0. 3304 0. 3342 0. 6610 98.92

2 0. 3321 0. 3342 0. 6604 98.23

3 0. 3309 0. 3342 0. 6618 99. 01

4 0.3333 0.3342 0. 6647 99. 16 98.90 0.87

5 0. 3396 0. 3342 0.6748 100. 30

6 0. 3288 0.3342 0. 6556 97.99
2.10 HZe43miE RS TR e B R I D O NNt SHIOLL S /A

PR E SRR R B SR AR 3.2 FEEBNEVBRIML S, TR A TR

HEn 011012,011015,011018 By &
%1.32,1.30,1.29,

3 itig

3.1 7ELESA R A R R, R R ERE S R
BRE 7E SR, A4 R T RE /D SR F TR — LA i 41 5
SHEBUAR st TiRE, e T LUH EZ (1% 7K
BERRERRE B EE - AR (95.5) . 2R 4EE - PR
(95:5) HEER AR Wb PR )3 0 s, LA R OB
MTEFRRER k. SRR OB T A

&t (mg/g) 735

o LHERM, H 1% vKES L H B S 7 FC ) 1Y B 21

g Xof AR S VA R, R 0 R ARG TR R AT L P R B ]

B IE B ERRE

S E 3Tk :

(1] EBRE E 77wk o0 32 B 0 R 12 bl SR AY & BE
WET I AT ER RS 4R, 1994,26(3) ; 218.

[2]  HPLC M B B 204 ch T SRR (Y & &, TR ZY, 2000,2
(5. 343.

(3] @ JF BRI AR E SRR S]]
HZ b, 2001,24(5) : 361.

ks B HE 2003 - 10 -28

AR BTBRRR 8 i, B R AR AR RR 2, it

SEFEMPENBANRBENE T XFRIE

Hols, 310004)

#REV AR (HBILH A MESRET, T BTN
BE HM: AAREEENE 4 X e P AMEN KRG E. HiE: AN SLL@E &4 INNOWAX
(30m x0. 32mm x 0. 25pm) , %M 2 4 FID, & AAZ A AR, AR Ebn GR: A MNT A% P L8,
DMF.ZE 5 A AR EMNER TR, 5 BEALE IMAEH LI LK, ﬁk SRR ERES AN A
2.03pg/mL 2. 21 pg/mL 55 3. 75ug/mL, &5t A G ks eSS PR BEN 8 SR RE,
FiiR AMEEE; AR KGR
RE 42 R917 SCRRARIAE: A SCEHS 1006 —0111(2003)06 -0355 - 03
Method verify on quantity of organic solvents remaining

HAN Jia-yi ,ZHENG Guo-gang( Zhejiang Institute for Drug Control ,Hangzhou 310004, China)

ABSTRACT OBJECTIVE.: To establish a GC method for the determination of organic solvents remaining.
METHODS : The methods was approved by high efficiency chlomatogram column of INNOWAX(30m x 0. 32mm x
0.25pm) ,with a detector of FID using direct injection. RESULTS : There is no interfere of every component be-
tween ethanol, DMF , acetic acid, inside standard and solven. The resolution and sensitivity were acceptable. The de-
tection limit of the three components were 2. 03pg/mL,2. 21 pg/mL,3. 75ug/mL respectively. CONCLUSIONS
This method is accurate to control the organic solvents remaining,

KEY WORDS  GC;quantity of organic solvents; remaining
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SRR — s sh 2y il T BT
Z.B% DMF M Zf% AR5 ICH M ZOK, & 3t =F 5k
BME s e B E R . B AR E DR
E, B TER S H0 E 552 BfFEEAHE T, Tk
—A RGBT R, BRI TR AP RS
1 BFE5RG

Agilent 6890 A {Ai4Y ; Agilent 7983 H 3k
A

FiEZ DMF \IEC e R ik ol B8 . SRR VE K
K4y b gy = A ik e (01110301, 01110302,
01110303 01110404 .01110405)

2 XREHR

T2 8 244 . (AR . J&W INNOWAX E4%
FE(30m x 0.32mm x 0. 25um ) ; 4 ] 85 . FID; 85
He; 43t :100 @ 15 4AE & - 1. OmL/min {8 3 ; #
BERE S L HERE CHERE . 250°C s kil #8 1RE : 250°C
2.1 ZEBAZEMNE
2.1.1 iR IR %

50C ,6min 60 ¢/ min 180°C ,4min
2.1.2 AT
21.2.1 AR WECH K% RIE C &

0.500g, /i DMF # % £ 100. OmL ( bR &) , B
1. OmL NFRIT: & W , H DMF % % & 100. OmL, fE
ARA W
2.1.2.2 xtEMHERESR BEKRE
1. 000g, F DMF # B £ 100. OmL( X P G IV &) ,
B 1. OmL Xof FR i 7 45 9 S 1. OmL AR 4598, H
DMF # &% 100. OmL, ¥E Jg 3 B VA W o
2.1.2.3 B A BRSO B FREURE Al 0. 200g,
PR BB R 10. OmL,
2.1.3 FodMtids iEECkk. OB,
DMF F1Z 1% JH 7K AR 5 790 ) i — 5 ok BE B o K, 3o
BLERWE L, ST
A1 BRAE 695G atE
Tab 1 resolution of every ingredient

7 i o=t W DMF 78
B E(min) 3.1 5.0 915 DMF &

2.1.4 ZHilE BTS20 0mL, JH
DMF # % % 100.0mL, 4+ 5 ¥§ % & B 0.25mL,
0.5mL.1.5mL 2. 5mL 5. 0mL.6.0mL 5 7. 5mL 43
HE 100mL 59 &8, 230 A KR & |
1.OmL, ] DMF # 8 2 ZI BE, 53 5L i i 3 K.
R MR Y=0.0193 +0.011 2X,r =0.999
8, HrP, Y HZE S WY HIEERZ ;X B

P 5 e BE (PR pg/ml) o

2.1.5 [Ede®

2.1.5.1  WMHRERACH BUNIRIE &R S. Oml,
& S0mL &+, 1 DMF #2215 , B,
2.1.5.2  fHESS MR ECH]  BOW BRI 45 S. O,
& 100mL &ifH, JH DMF % B 2 2B, BP1G

2.1.5.3 RS ABE S H 01110303 #Ht &
2.000g, & 50mL 2+, H DMF #BZ 2|8, A
5.

2.1.5.4 WEHE HEEEBRXEER 1. 1ImL,

1.6mL 2. 0mL & =43, 751 & 10mL By &K+, 5351
A AR 1. OmL A% & 75 W 5. OmL, H DMF
WBEE 20 A e IR 2 B, SR
FYc R Hy 100. 88% (n=9) (RSD =2.48% ), W% 2.
2.1.6 EEMRAEMGIMIR X85 E R 5
P DMF #6582 — @ W B, 4r B =K T RE
Poo 258, YWEBERN 6.75 ng/mL B {FIR LA 11.8
(LOQ); ¥k 2.03 pg/mL B, (S L% 3.3
(LOD),

2.1.7  HESME O BR2.1.2.3 B, RER
SR IE RN E 2,

£2 HaEME4ER(n=3)

Tab 2 The result of sample determination

s 01110301 01110302 01110303 01110404 01110405

L% 0. 083 0.082 0. 085 0. 095 0. 088

CV% 1.4 1.0 2.4 2.6 0.4
2.2 DMF 5285 88mi
2.2.1 EHBRFHE %
80°C 8min — ™™ 140C 2min —> <™ 200°C ,4min
222 WWAH |
2.2.2.1 WtREEHWECH R FREUEE 0. 250g,

FH R RS B 22 100. OmL( PARIE 490 , B 1. OmL P4
PRI 2, F B B 2 100, OmL, /5 I INAR I
2,222 XPHR S % WBC H: K % PR B DMF
0.217 5¢ 5./ 1. 258g, BB E 100. OmL( X
B SLIF 4 W) , B L. OmL Xf BRSP4 W 2 1. OmL Py
PRI £, F R BEAR B 2 100. OmL, 48 S Xt B8 5
2.2.2.3  RERTEREDH
FMPRE R ZE 10, OmlL,
2.2.3 RHEEMME S50 P B LB DMF E
B AKAEVE R A — 8 R RV T, A 4
R 3, FHSZET T

F4 4 FREURE A 0. 200g,
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A3 BRAOEGHE
Tab 3 resolution of every ingredient

Jiids il 78 X ZM DMK
A (min) (HF)S5.0 (HF)S5.0 6.9 104 12.8

2.2.4 MR BT S # 20. 0mL,
BER B E 100. OmL, 43 H1%5 % 2 B 0. 25mL.0. SmL,
1.5mL.2.5mL.5.0mL,6.0mL 5 11.5mL 4 5| &
100mL B8N, 43I A AR 1. O, I H
BER R R 2%, o ISRl 3 WK, 45 R . DMF &tk
.Y =0.0426-0.020 2X,r =0.999 4, Hrh Y
i DMF 5 AR (W i A2 L s X DMF il € v
B(HA pg/ml), ZRE&EFE.Y=0.013 6 +
0.004 2X,r=0.999 8, 1, Y X Z B 5 WAz (i
R b ;X O DMF 5 e (A0 pg/ml) .
2.2.5 [aiE

2.2.5.1 WARARACH  BRANAR &K 5. OmL, B
SOmL B, F H EER B 2 20, BE .

2.2.5.2 SRV WRECH)  BOG B A4S U S. OmL,
& 100mL 8, AR ERBEEZIE, G,
2.2.5.3  BE SO BD 4. BL 01110303 it 5
2.000g, & SOmL M+, AR ERBEZZIE, BIE,
2.2.5.4  MSEVR S A % B BOM BRI L. Lol
1.4mL 2. 2mL %& =4, 2518 10mL &, 535
A RFREEIR 1. OmL S FE VAW 5. OmL, FH HY B A

BN CAMEyEENARESNHA

M B, BEXE, FTEH, N

BR2ZI5, 1B R ek ECR I E B W, 45 % : DMF
S A K 100. 59% (n=9) (RSD =2.76% ) ; Z,
5 SE- 2 F %R 101.02% (n =9) (RSD =3.24% ) ,
2.2.6 FERARMKME xS SRS
FAHERBEZ S RE, 2Rl =K THEFER
tbo %5, Y DMF 52K E 57 H 7.38 5
12.5 pg/mL B {58 AT 11, 5(LOQ) ; 4 DMF 5
ZRERIYERESY 3R 2. 21 5 3.75 pg/mL B, (FHE L
*F 3. 1(LOD),

2,27 #ESWE B2.2.2.3 FEMER, B ER

GG RAIE SR = MR DMF 528,

3 itig

3.1 W kERE, B RSUE/ N, AR
HEEIE .

3.2 HETARMENEAIEHE(HP -1 HP -5
K INNOWAX) , % Bl INNOWAX 345 o

3.3 EFIROIERR ¢ By STk R A B IR
£t Merck J% Fisher B 4~] 2% i) HPLC 2% 67 )
ELVERED, FRERYREALE, TR CRENGE &
FA 440418 49 DMSO HER| G R KM, 2B 5 DMSO
R, BN 2 B B AR SR i B) RBUBE S, BOR
FAPIREET , 253 55 14 5 0 € &% K DMF

LB
W78 H#9.2003 - 10 -28

B (W25 R0 BT, HRTT FLMH 310004)

™E EE‘J:Ei%ﬁﬂzéﬁ#‘aﬁéiﬁéh\#ﬁﬁ%,ﬂm%i%ﬁﬂ’ﬁﬂf’o 3% % A HPLC - ELSD x4 &% {=+
ik 285 & R D BT BT, Discovery® C 3 &A%, A A L - =R TH(59 1 41) iRk AHHS
£0.5mL, 2B FRAEHTOC, RAARAEIW 2L, BR FBEBETEA T MELEBF, AR
0 1) ¢ I RSD 30 F 0.3% 45 RSD 3/ F 0. 1% , 485k @ AR 49 £ 344 RSD 31 F 1. 8% ,#%
ZJE RSD ¥/ F2.0% , RE FIe B A M ERE, EAMT, 0. s BES X TENE,T

A E AR EE A 84T
xR 945 B4, ELSD - HPLC
FES#S:R17 XERFRINED - A
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Fingerprint research and application for semen coicis
CHEN Yong, CHEN Bi-lian, HE Yun-zhen, ZHU Ming ( Zhejiang Institue for Drug contral, Hangzhou 310004,

China)



