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[(HZE] BR:# A HELHPLC-CAD ZMl 2 A st A A KT EF HEBEBWN S E. Hik: XA Agilent
300Extend-C,  # # 4% (250 mm x 4.6 mm,5 wm) , % 3 4 H Z -4 (15:85) , 3% # 1.0 mL-min "', 4 8 35 C,
HHFE20pL; M E K CAD, FHAKIYEA,ZRERESOC, HamM 1, AMEANN 60 psi, BER:HHE
B2 AR A 1.004 pg-mL ™" EER K 3.012 pg-mL ™", — %k AEEHF0.1~1.0mg-mL"' (R =0.9998),F
HENE(n=9)%99.1% (RSD =0.60% ) . LEi: 1z k% Pl REEH THEHAERKTEZFH
BREHTHEEH.
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Determination of mannitol in somatostatin for injection by HPLC-CAD

ZHANG Wei, ZHANG Hui, LI Jing, SUN Yue, LI Yi, LIANG Cheng-gang
( National Institutes for Food and Drug Control, Beijing 102629, China)

[ Abstract] Objective: To establish an HPLC-CAD method for determination of mannitol in somatostatin for
injection. Methods: Mannitol was determined by HPLC-CAD with Agilent 300Extend-C 4 column (250 mm x4.6 mm,
5 wm), the mobile phase was acetonitrile-water (15:85) at the flow rate of 1.0 mL-min "', the column temperature
was 35 °C, and the injection volume was 20 wL. Charged aerosol detector (CAD) was used as detector, the evaporate
tube temperature was 50 C , nebulizer gas was nitrogen, the flow pressure was about 60 psi, and the gain value was
1. Results: The detection limit for mannitol was 1.004 wg+mL ™', and the limit of quantitation was 3.012 pg-
mL ™', The quadratic curves showed good linearity in the range of 0.1 ~1.0 mg-mL ' (r* =0.9998). The average
recovery was 99.1% (RSD =0.60% ). Conclusion; This method is simple, rapid, sensitive, accurate and suitable
for the quality control of mannitol in somatostatin for injection.
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i T 0 B (R 2 R e BT B, it
5 :100523-201805, 401 )% :99. 1% ) ; i FH A KM &
(R AEPN 12 Z2E 7 0k, 36 86 i) ; £ JiF ( Fisher
A, AT Al 5 S T I R R B ARy 18,2
MQ-em #9% B FKRCH
2 4R

Thermo Ultimate3000 /=5 5 & AH (1% & & (3£ H
Thermo 2\ H] ) ;Corona Veo CAD #5iil] #% ( 35 E Thermo
v w)) ;RS VWD 2404 I 4% ( 26 [E Thermo 24 ) 5
CORONA H A KA 4% (£ [ PEAK A +)) 5 (3% B
KA A BE R H] Chromeleon7 {4 % T4 3 (38 [
23 F)) s METTLER AG245 1 ¥ K F (3£ H
METLER ROLEDO /A ) ; Milli-Q # 4k 7k {% ( 2 [
Millipore 2% & ) ; Agilent 300Extend-C , {4, i 4% (250
mm x4.6 mm,5 pm, 3 E Agilent A F]) .
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1 WREEERNOH &

SEUH 8 W) B O, R R, 0 U Bl AR I i
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ARSCR T e BV R HEA TR OE o 40 SRS 2
et IO R it A VR, A Bl A R R TR B 1 mL
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fFMetk S/N =10 fE e &R, 45N 3.012 pg-



mL "5 H i € % 0 B R BE AR B > 5000
5 REERR

i bR T S U T S W SRR 6 1K
S50 hH BRI R RSD 4 0.92% , <2% 54
6 BEMHRE

e LR RS SR 27 WU A K A
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Bt 20170116D2 # i 6 i, 4 “27 WK J ik
i il A3 3 VA Y, 4% 37 TR 5 vE T 2 L 6 AR
VI A R 45 R R RS Bl 4.8 mgeJfii ' RSD
$70.59% , <2% , Ui 1A T 15 2 AT
8 fniwE Y=L

K2 R 2” R WA S 1 mL, 3 S
SO H 88 B IR A R, L RIS P R 3
JEE KT B bR AR 2 R, 4% 37 R O e
BN o B KT a3 0 A S A Il R 2
WK 1, GR35 2 99.06% , RSD
0.61% , <2% ,

F 1 ESHERKIE BRI R S5 R n=3
BE & JEAH /mg+mL ™! A /mg-mL ! W i /mg-mL ! 1] i 3/ % RSD/%
1 0.476 1 0.301 2 0.386 6 98.64 0.60
2 0.476 1 0.301 2 0.3856 97.97
3 0.476 1 0.301 2 0.388 2 99.70
4 0.476 1 0.502 0 0.487 9 99.54
5 0.476 1 0.502 0 0.485 4 98.55
6 0.476 1 0.502 0 0.488 5 99.78
7 0.476 1 0.803 2 0.636 0 99.09
8 0.476 1 0.803 2 0.6352 98.89
9 0.476 1 0.803 2 0.636 7 99.27
-4 99.05

9 HmHINE

FE P 12 54 7= Aol 1 3 369 AR I = 3k 26
o AR AR A T T2 AT AN [ Aol ) i 5 b H R
BEE RN 5 ~ 100 mg, K48 4b J7 38, 73 5 HX 26 1L il

FR K N S AR A 1 mL R 2985 H EEEE 0.5 mg
AT, 4537 TR J7 ik N A2 o 26 L 5 T AR KA
RKMELRIAE 2,

F2 HEEEES WSS R
Al S/ BiAE B/ mg- ! ¥ /mg A XAk 7 0 B %

A 170101 ( 1 ) /0. 75 mg 8.5 8.5 106.2% ~107.5%
160903 ( 11 ) /0.75 mg 8.5
170501 (11) /0. 75 mg 8.6

B 20170101/3 mg 31.1 31.1 103.7%

C 20170301/0.25 mg 31.7 31.2 102.7% ~105.7%
20170201/3 mg 31.1
20161202/3 mg 30.8

D 1107151112/0.75 mg 5.0 4.8 92.0% ~100.0%
1123161204/2 mg 4.9
1206160405/3 mg 4.6

E 032161203/3 mg 118.7 120.9 118.7% ~122.4%
032161204/3 mg 122.4
032161202/3 mg 121.6
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52
1l L5/ BAE fri/mg ! V-2 B/ mg- i ! AR b Ty B0 & B/ %
F 16080106/3 mg 30.8 30.2 98.3% ~102.7%
170301063 mg 30.2
16120106/3 mg 29.7

G 17011821/3 mg 4.8 4.9 96.0% ~107.5%
16111421/3 mg 5.0
16110721/3 mg 4.8

H 170205/3 mg 4.7 4.7 94.0%

I 20161201/3 mg 30. 30.1 116.8% ~123.2%
20170401/3 mg 29.
20161201/3 mg 30.

J 17100022/3 mg 10. 1.1 106.0% ~115.0%
17100011/0.75 mg 11.
17100031/0.75 mg 11.

K 20170116D2/3 mg 4. 5.0 96.0% ~104.0%
20170115D1/3 mg 4.
20170114D2/3 mg 5.

L 160905/3 mg 23.7 22.6 95.5% ~118.5%
170302/3 mg 19.
170202/3 mg 22.9

5] ®
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