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Abstract

Objective: To establish a GC method for the determination of residual solvent in clofedanol. Me-
thods: DB-624 chromatographic column (coated with 6% cyanopropylphenyl-94% dimethylpoly-
siloxane, length 30 m, I.D. 0.53 mm, film 3.0 pm) was adopted. The column temperature was pro-
grammed, kept at 40°C for 3 min, and then increased by 20°C/min to 240°C for 3 min. The temper-
ature of FID detector was 250°C and the temperature of inlet was 200°C. The carrier gas was He at
a flow rate of 5 mL/min. The injection volume was 1 mL. Results: The calibration curves of five
solvents all showed good linearity in a detected concentration range (r > 0.9990); the range of av-
erage recovery was between 96.0% and 103.0%. Conclusion: The method was accurate, reliable
and sensitive, and can be used for assay of residual organic solvent in clofedanol.
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HE: BESAHEREERRERA SR R R RBERNI T E. ik RA6%RAEEKE-
94% — B REEE Fi N B E W B4 EHE(DB-624, 0.53 mm x 30 m, 3.0 pm), FBFFHE, FI4EIRE40°C,
{#%3 min, LA20°C /minfERFEZE240°C, 73 min; FKIEE ALK 22 (FID), Kl 338 & 250°C,
HEEOEE200C, F5NANES, HES5 mL/min, BEREAFR1mL. 9WH1:1. 8. SHEHETI(F
. ZBE. 2. . FR)EERESERRE RFREXR, HXRFIHKT0.9990, HnkeEEER
7£96.0%~103.0%2Z 8. £5it: MEMHRATE, REER, THTEEEEFREEFHNE.
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1. 518

FRBVERA TARVERIZAE R AL, 3EA B A AR FE I E R, BRI SO R 2R AR i AR
AP o & TR GE S e S AR B B, W SRR G M . AESURIATE I & o R T )
BRI, FOR, HFlE. OfE. 2, XEEFIERG AN AT ) 2k B, iRPE T E 25 % ICH (In-
ternational Conference on Harmonization of Technical Requirements for Registration of Pharmaceuticals for
Human Use), A H 24 5V 3R SR FE Bn 0 22) e i 5505 B AT BREBERIE , WA SCiE 7 1 s SR T ik
BT BT

2. 5

Agilent 7890N S A (i AX (3£ [H % 4#16): Agilent 7694E TH 45 3 FE 2% (35 H 224E16): BYHEFE: DB-624
(30 m x 0.53 mm, 3.0 um); A, FIE. TKFEE. L. LREXNHTE, N N-—FF 3 ERL (LT ERR
DMF) R ta ik ali, SoRIAECEF A LB KR FIEZIER AT, #t5: 1041210001, 1041210002
1041210003).

3. FEE4%R
3.1 BEEIE

Xof B i 25 VR 45 . RSB FREL 2 205 mg, 2K 445 mg, JE/KHEE 1500 mg, JE/K 2 2500 mg,
AL mg/mL) 1.0 mL, T 100 mL F&EHiH, H DMF KIE#H (10—-100)M R 2 %1, #5.

S PR VAR 45 KSR 1.0 mL XA ET 100 mL EEM A+, I DMF /K&K (10—~100), F
BEZ|, RS, FBEEI 100 mL B TS

B SV R A% BUERIATEZ 0.5 g, KESEFRE, I DMF /K7 (10—~100) 10 mL, J&fi#, 1E Mt
R -

O,
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3.2. BIELH

DB-624 B4+, FID (KIEE T4k, Flame ionization Detector) kil 2%, A&l 2876 250°C, HEFEI
IR 200°C; #HANES, 4FFE 99.99%, i 5 mL/ming SKAREFTHE, ¥IGRIEEE 40°C, f£FF 3 min,
PA 20°C/min PR FHEE 240°C, FREF 3 ming TP A2 80°C, P[] 25 min, #EFEE 1 mL;
ERRE 120°C, fEHZIEE 130C [1].

33. RGEAMSHEEE R

WREIERE, 5MERISBEERL, WE L, SERIEHEINT NP, . O 2K B %iE
Z I S IR 9 2.2 10.64 10.6. 12.0. 8.1, #EERT 1.5, ilflgse sy, HIEmAR fAExT
Fri i 22 (RSD) 73 A 4.4%. 4.5%. 3.7%. 2.5%. 8.1%, W&{5 B4 I [ () A % AR AR 22 (RSD) 23 51l 9 0.02%
0.01%- 0.01%- 0.01%-. 0.02%, FHIUIFEE L RLF, FikEIMELT .

3.4, S X R K HMIBRIR IS

3 K 5 B UK A 7 459 200 pl, 150 pl, 100 pl, 50 pl, 10 ul, 5pl, B FIAA#tREM T, 00
Fi 2% B HL 10 mL DMF /K¥E(10-100), JB%), % 3.2 TR il & hatht, it tti i, LUK (C)xt
5 ﬁ%E(A)aﬁn%%rilEUﬂ, iR WA 1.

BFRGREBARASE, AR, MARHEL. OB O 28 FIRIRI R 43 54 0.171 pg/mL .
0.425 ug/mL\0.0699 pg/mL.0.0127 pg/mL.0.00585 pg/mL., H7 & AeAE i 2 & 531 °h 3.4 ng/g, 8.5 ng/g,
1.4 ug/g, 0.03 pg/g, 0.12 pg/g.

3.5. ElER

3 51 2% 0 10 5 PR EEE 1) 50%, 100%,  150% 0 Kok FEVATR RS SV, 4% 3.2 TR I (il 2618, %4k
PRykithss, B, OFE. i, 7K. ISP RICE 50 98.8%. 99.6%. 100.7%-. 101.8%. 100.5%,
RSD %354 5.3%. 6.5%. 2.8%. 9.4%. 7.2%.

3.6. EEMIRE

H A —fE A W (5. 1041210001), 3t 6 4y, $% 3.1 T 5 vE 4 & AR W, % 3.2 (i 4t
FE, O OB, AMMETEREN TR REE . 28, 28, K. BRI EES 5N 290 pg/g. 89 ng/g-
KEEH . KEEH . 5pg/g, RSD 735K 5.6%. 4.2%. AftH. £&H. 5.7%.
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Figure 1. Reference substance chromatogram
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Table 1. Linear regression equation and Iinear range determination results

% 1. &RMEEVIFEREMETEENELS

gl EEpgE L Fl/mg-mL™ TR A%
R Y =696.5X —0.3936 0.007534~0.30134 0.9999
g Y =1375.7X - 0.8374 0.01245~0.4983 0.9998
% Y =62285.2X — 0.6655 0.001002~0.04008 0.9997
oK Y =80352.4X — 0.0805 0.0000575~0.0023 0.9990
FR K Y =74789.9X —50.6322 0.002247~0.08986 0.9991

Table 2. Sample determination results

=2 HRNESR

gl 1041210001 1041210002 1041210003
G 290 ng/g 374 pg/g 323 ug/g
LB 89 pg/g 136 pg/g 98 ng/g
M ARAH AA ARAH
S ARAH AA ARAH
LIPS 5png/g 0.2 ug/g 0.2 pg/g

3.7. BEmE

UG Ak 3 fit(#ttS: 1041210001, 1041210002, 1041210003), #% 3.1 T i) 5 ik il & iR i VA
1% 3.2 BB SR AFIERE, IR AR, MRS THERE SR SIS R B, 3 SRR e A5 R 2.

4. INGE
4.1. FERERNIERE

JE R P A R T e R, D P ETIR], (R R R S T B T Rk VA R o0 i B
KA, ] 5T P BRSO E S S, 8RR ZE . AXHIR— RFEE, 80°C thEsk
iEE[2].
4.2. FErEAIxE

#5277 20 min, 25 min, 30 min, 40 min S5 [E] P E7ES TR) 6 £5 SR Rc T, SRAH T 30 min JE UG AR &
AANFEA, #Hk £ 30 min Jy P .

SEHk (References)
[1] Fréhdl (2012) JUFRE K25 G HLIE IR B8 2 e it 7. fie g, Wb R K%, I
[2] %% (2007) Tol= AR vk H T 29 h AR B IS AR B 7. a8 g, dbt PR R, dbat.
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