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Determination of Molecular Weight of Dextran 70 Raw Material by High Performance Size Exclusion Chr-
omatography with Differential Refraction Detector and Multi-angle Laser Light Scatter

KAN Wei-na, TENG Yan-kun, YANG Hong-wei (Liaoning Institute for Food and Drug Control, Shenyang
110023, China)

ABSTRACT OBIJECTIVE: To establish the method for the determination of molecular weight of dextran 70 raw material. METH-
ODS: High-performance size exclusion chromatography-differential refraction detector-multi-angle laser light scatter (HP-
SEC-RID-MALLS) were applied together. Molecular weight (M, ) of 3 batches of samples were determined by HPSEC-RID with
substance control from 3 sources stated in Chinese Pharmacopoeia. The determination of 2 methods were performed on TSK-GEL
G4000SWXL gel column with 0.2 mol/L sodium chloride solution and 0.71% sodium sulfate solution (all containing 0.02% sodium
azide) as mobile phase, respectively. RESULTS: M, of HPSEC-RID-MALLS was similar to that of HPSEC-RID with substance
control from 2 sources. CONCLUSIONS: HPSEC-RID-MALLS method can be used to detect absolute molecular weight of sample
directly without substance control, and it is simpler, rapider and more accurate.
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R
2.1.5  FERFRUERINGE . BCSHERESL 312117 IUR ki
i A VAR, TR RS ASC, M 3 M 1) ML Mo Mo, 55
R,
%1 HPSEC-RID-MALLS FllE3#MERD FRELER
(n=2)
Tab 1 Results of molecular weight of 3 batches of samples
by HPSEC-RID-MALLS (n=2)

FE A M, M Mo
A 69 680 121 600 47670
B 63190 99 150 42100
C 68 700 116 100 45890
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Tab 2 Linear range of 3 brands of dextran standard

p 3l M, PR B, min P2 r
Fluka 23 800 17.402 1gM=9.906-0.318 6 0.999 0
48 600 16.375
80 900 15.637
147 600 14.823
273 000 14.104
Shodex /A ) 22 800 17.673 1gM=8.946-0.259 5T  0.999 7
47 300 16.452
112 000 15.069
212 000 13.919
kb 10 000 18.757 1gM=9.575-0.297T 0.999 8
21 400 17.685
41 100 16.671
84 400 15.635
133 800 14.992
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Tab 3 Results of molecular weight of 3 batches of samples
by HPSEC-RID (n=2)

Feg B Fluka SPRRES B Shodex 2 rlXd g ARG e X HEL AL
#e M. Mo My M, My Mw M, My My

A 70700 195000 17 500 63 700 150 000 17 500 70 000 183 000 16 200

B 64800 151000 15800 62500 143000 17 100 64300 152000 15 000

C 69500 181000 15700 63200 147000 17200 68 500 171 000 15 000
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W OE AW RSN Yoh s R b AP A IUA R W B LB LK AR L A TR . LR LS m AR A BT
Wik, Fik R RAAEEk, Gk h Agilent HP-5 228842, vA (5% ) R 4-(95% ) T AR A Rz 4 B 2k, B R AEA
iR, SR G B T 2R E A 250 C5 B AA BNy TR HEAF, m#GBE 4 100 °C, e i it 18] 4 30 min, 45 3R « 8 FF A LA A
JEA B A RS E LR M A BT (,=0.999 6~0.999 9) , F 3 DIk & 3 2 99.6% ~100.3% (RSD=0.89% ~1.98% ,n=
3); 2B M4 %24 0.09.0.15.0.12.0.3.0.6.,0.18.0.45.0.21 ng; #l FE 551 4 0.03.0.05.0.04.0.1,0.2.0.06.0.15.0.07 ng, &+ R
Mok T AR, 4 S e AR E AR G, T A RIS RO 3B RAT 2 P 5K G ) S AR LA .
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Determination of 8 Residual Organic Solvents in Candesartan Cilexetil Raw Material by Capillary GC
FENG Guang-ling"*, DING Wen-juan’, YI Xing-lu"’, FENG Ai-guo’(1.Shandong Institute of Pharmaceutical In-
dustry, Jinan 250101, China;2.Shandong Provincial Key Laboratory of Chemical Drug, Jinan 250101, China;3.
Shandong Linyi Botanical Garden, Shandong Linyi 276037, China)

ABSTRACT OBIJECTIVE:To establish the method for the determination of 8 kinds of residual organic solvents in candesartan ci-
lexetil, such as methanol, ethanol, acetonitrile, acetone, diethyl ether, dichloromethane, ethyl acetate and tetrahydrofuran. METH-
ODS: GC method was adopted. The determination was performed on Agilent HP-5 capillary column with (5% ) phenyl-(95% )
methylpolysiloxane as fixation fluid by temperature programming. The temperature of flame ionization detector was set at 250 C,
and high purity N, was used as carrier gas with headspace sampling. The heating temperature was 100 °C, and heating time was 30
min. RESULTS: The good linear range of 8 kinds of organic solvents had been obtained (+=0.999 6- 0.999 9) with average recov-
eries of 99.6%-100.3% (RSD=0.89%-1.98% , n=3). The limit of quantification were 0.09 ng, 0.15 ng, 0.12 ng, 0.3 ng, 0.6
ng, 0.18 ng, 0.45 ng and 0.21 ng. The detection limits were 0.03 ng, 0.05 ng, 0.04 ng, 0.1 ng, 0.2 ng, 0.06 ng, 0.15 ng and
0.07 ng, respectively. Only the acetone was detected. CONCLUSIONS: The established method is simple and precise, and it can
be used for the control of 8 kinds of residual organic solvents in candesartan cilexetil raw material.

KEYWORDS Candesartan cilexetil raw material; Capillary GC; Organic solvents; Content determination
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