2 A 0 S 5B 5 OB 25 B S 5 0 L)
Rt

BXC ZEG LV EAE L AAR L TEE (LA RHARAF AR R RARTELMAENGWEX
TRFEPCMALE T HENRATELATEEC,FXE 050015;2. 7 8 R B4 ARRK, 7 XE
050011)

hESSEE RI927.2 XEARERE A NEHS  1001-0408(2015)18-2554-03
DOI  10.6039/j.issn.1001-0408.2015.18.37

W E A dimt BT RS/ PEFHANENERGEGT A, Hk . RAMEAMMEEE, EiEEANA6%
AL -949% — 7 L B E0% (DB-624) 4 B ikt £.0m % 4, R AL THE , S4B E 4 200 °C, 4l 2 4 S K% & T ek
MZ(FID), BAABAERA, BEREA 1 mU/min, 2R A 40: 1, #HF 4 1ml, &R 08 AR, LK WE%Hi=T
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Determination of Residues of 5 Organic Solvents in Teicoplanin Raw Material and Injection by Headspace GC
GENG Wen-fei', WU Jun-ying', WANG Chun-xia’, REN Le-min', KE Ai-bing' (1.North China Pharmaceutical
Group Corporation New Drug Research and Development Co., Ltd./National Engineering Research Center of Mi-
crobial Medicine/Research Center of Hebei Industry Microbial Metabolic Engineering & Technology, Shijia-
zhuang 050015, China; 2.Hebei Inspection Institute for Food and Drug Control, Shijiazhuang 050011, China)

ABSTRACT OBJECTIVE: To establish the method for the residues determination of 5 organic solvents in teicoplanin raw materi-
al and injection. METHODS : Headspace GC was performed on the column with 6% cyanopropylphenyl-94% dimethyl polysiloxane
(DB-624) as the stationary phase capillary column, the carrier gas was nitrogen, using the temperature program. The temperature of
inlet was 200 °C, detector was hydrogen flame ionization detector with the flow rate of 1 ml/min, split ratio was 40 : 1 and the vol-
ume was 1 ml. RESULTS: Good linearity of ethanol, acetone, ethyl acetate, tetrahydrofuran and triethylamine were obtained (r
were 0.999 0-0.999 3) ;the average recoveries were respectively 95.6% ,97.0% ,103.2% ,94.3% and 98.2% (RSD were 2.1%-4.9% ,
n=9); RSDs of precision and repeatability tests <2.6% ; and the minimum detectable concentration were respectively 2,2,2,0.7
and 0.3 pg/ml. CONCLUSIONS: The established method is rapid, sensitive and accurate, and can be used for the residues determi-
nation of organic solvents in teicoplanin raw materials and injection.

KEYWORDS Teicoplanin; Raw material; Injection; Residual solvents; Headspace GC
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28 I8 Actinoplanes teichomyceticus 24 2 B 4% WU 15 2 (%) b5 K
KHAR, W2 ML AR IR A6 & P A SR B AR
RIREW, BT W EH R Z G X —EZE WP 2 e Pk
R HAE TS5 R PR i A T € R
R T B ARG U LS VR AR S L TIPSR R 2R
CTREE G RVHLE AR AL 2T T T DU R R B J2 BT
WA N R 25 S B T2k 20 = SR
BREE . JEF UL, WX B N L Z R TR DU SRR R
X5 TP FALE Bt v A5 B SR A TN A AN T
T RATO S SRR 05 b T SR B 5 v Bk 5 D

THLAERIFR B R ik LR 5 % .
1 8
1.1 g

T890A KA LY , U FE 7697 A T Zs HEFE RS . ChemStation
T ARk (£ Agilent 28 7] ) s AL204 Y L T K- (Fif - Mettler-
Toledo 2y ] ) .
1.2 #mE5ifH

BT OB (51 130101, 130102, 130103) L334
B Fr e (G R RHA TR, A 0.2 g, L5 : T130202,
T130303) 4 R St hil 25 e 45 BN | 277 5 L (TN L 2 1R
LT USRI = L8 ahni i (Ll AT 99.5% ) 5
T HIILTAK (Merck GCZ%) .
2 HES5ER
2.1 By

T A DL 6% RN Ak 2R 949 T FP 3L R Rk e
(DB-624) 2 [ %E A B AN A (30 mx0.32 mmx 1.8 um) ; FH&E
TR WA IR B 70 °C, R 47 4 min, DL 7 °C/min T} B
100 °C, P45 4 min; SEAE FHRBE 200 °C 5 20 S ARG TR
W - 1 ml/ming 203 b - 40 = 1RG0 28 « S MG B FARAG I 2%
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Fig1 Headspace GC chromatograms
A.blank solution; B.reference solution; C.teicoplanin for injection solu-
tion (lot No. T130202) ; D.raw material solution (lot No.130101) ; 1.eth-

anol; 2.acetone; 3.ethyl acetate ; 4.tetrahydrofuran; 5.triethylamine

F1 HEFHERMEMEER(n=06)

Tab 1 Regression equation and linear range(n=6)

R FlH R LI, wg/ml r

L y=05197x=9.092 5 625~1000 09992
[l y=3201 5x—62478 0 62.5~1000 09993
LML y=1.838 0r—38.176 0 62.5~1000 0999 1
e y=1379 4r—4.0192 9~144 0999 0
=L y=6.394 1x—119880 4~4 0999 0
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il 445y, #e 2.1 WU ik SRR, g il v & 4 A0 W TR AR 5
“2.27 T XS BRI VR PR v X I A 006 TR LU AR SR S
BEEHFFo WIF 25 o F v o F 2oz weaw F 2w 53974 0.99
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Tab 2 Results of recovery test(n=9, %)

TkEmR LE [ LILE e =Lh
-1 99.13 0435 107.11 9.10 108.08
-2 90.60 9850 9530 97.03 101.99
{53 91.29 92.56 96.82 9236 10023
il 98.75 93.15 101.07 92.04 97.60
1 97.70 98.45 106.15 95.07 96.03
i3 9323 9885 104.18 9140 9891
-l 97.82 99.74 106.00 9535 92.66
=) 93.68 96.95 103.15 9323 9322
3 9822 100.04 106.56 9593 94.89
B 95.60 9695 103.15 9430 98.18
RSD 35 30 43 21 49
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