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Discussion on Assay M ethod of D-G lucosam ine Sulfate Potassium Chloride
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Technology, Hangzhou 310032, China; 2. Taizhou Institute or Dmg Control, Taizhou 318000, China)

ABSTRACT: OBJECTIVE To validate the validity of assay method of D-Glucosam ine Sulfate Potassium Chloridle. METHODS
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The detem ination was performed on a Zorbax C8 column(4.6 mm X250 mm,5 Hm) with acetonitrile-0. 05% Phosphate buffer( pH =
3.0) (40: 60) as the mobile phase, the flow was 0.6 mL* min ', wavelength of detection was 195 nm. RESULTS Main peaks in
chromatogram of D-Glucosam ine Hydrochloride RS and D-Glucosam ine Sulfate Potassium Chloride may be not glucosam ine peak but
Cl' peak. On the chromatography conditions in USP, SOAZ' peak of D-Glucosam ine Sulfate Potassium Chloride overlays with main peak
of CI' , and interfere the detem ination of main peak. CONCLUSION It is necessary to revalidate the method of analytical D-
Glucosam ine Sulfate Potassium Chloride.

KEY WORDS: D-glucosam ine sulfate potassium chloride; assay method; CI" ; SO,
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USP29 D- R , 100 mL , , ,
(CsH,,NO;), SO, * 2KCl],
s 195nm, D- . .
“ ” . . 100 mg, , 100
, cr ., D- mL , , ,
s SO‘,Z’ 1 mge mL'.
Cr s . . 2.2
: Zothax G (4.6 mm X250 mm,5 Hm), PDA
Waters 2695 ,2996 . s 195 nm, 30 C, -0. 05%
D- usSp , D- (pH =3.0) (40:60), 0.6 mL* min'
, 2.3 SO,
20050603, . . N . USP 4 D-
2 10 L s 1A,
2.1 >
D- . D- I -0.05% (pH =5.0)( 3:97) 1,
10 mg, , 10mL R R s 1B.
, 1 mge mL . D-
D- . D- 10 BL , bt
125 mg, s 100 mL N 2, v 1B 2
, , 1.25 mg* mL '\ . SO; 1. 1
D- 125 , D- . .
mg, 5 5 N R 1B,1D 1E 2
A B l |
(
| “ ||
_ ._Jl - - 2){ 5 —— I\ 3
- — — I .
1 2 b4 5 6 T 8§ 9 10 2 3 4 5§ 2 3 4 5 6 7 8 9 10
t/min t/min t/min
D E
B S N
--------- _'113 8 9 10 _”T _’5 1_13 6 ‘.T g 9 10
t/min t/min
1 so,”
I [ -0.05% (pH =3.0) (40:60) ]: A - D- ; [ -0.05% (pH =5.0)( 3:97) ]: B - D-

;C- D- ;D - ;E -
Fig1 The Chromatogram of validation of SO42' peak
Mobile phasel [ acetonitrile-0. 05% Phosphate buffer( pH =3. 0) (40: 60) ]: A - D-Glucosamine Sulfate Potassium Chloride; Mobile phase I
[ acetonitrile-0. 05% Phosphate buffer( pH =5.0) (3:97) ]: B - D-Glucosam ine Sulfate Potassium Chloride; C - Glucosam ine Hydrochloride RS; D -

Potassium Sulfate; E - Sodium Sulfate
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Fig2 The Chromatogram of validation of C1" . peak

Tab 1

2-

1 SO,

Results of concentration and peak area of SO42' in

sample solutions

S0,*" (0) A/C
/Mge mL™' juge pL! (A)
D_
1 250 198.3 32 806 165.4
1 000 551.3 91 415 165.8
1 000 676.3 111 524 164.9
C ]
|
21|
]t \
8ul 0t 10 2 1190 4 (155 36 1 47+ 811010 110
t/min
r l
II..
1 2 3 4 5 6 7 8 9 10
t/min
;D - ; E -

A - Glucosam ine Hydrochloride RS; B - D-Glucosam ine Sulfate Potassium Chloride; C - High temperature degraded D-Glucosam ine Sulfate Potassium

Chloride sample; D - Potassium Chloride; E - Sodium Chloride

, 2c 2B
( ,
) cr
2 2 , Cl
D- D-
cr ,
croo. @ 1A
, Cr . D-
cr 3.
2 cr

Tab 2 Results of concentration and peak area of CI' in sample

solutions
CI’ C A/C
/Mg mL"! /Hge mL"™! A
D_
1 000 164.4 763 862 4 646. 4
D_
1 250 146.5 675 536 4611.2
1 000 475. 4 2199 739 4 627.1
1 000 606.6 2 734 021 4507.1
D_
1 250 146.5 660 165 4506.2
2008 6 25 3

3 D- CI'
Tab 3

(n=5)
Recovery results of ClI' in glucosamine sulfate pota-

ssium chloride( n =35)

/mg /mg
D- . :
cl cl - o
D_
125 14.65 20 9.51 24.09 99.3%
3
3.1 (XB-G;, 4.6 mm x150 mm,5 Hm) .
[ -0. 05% (pH =3.0) (80:
20) ] , D-

3.2 USP27. USP28. USP29

[ (C,H,,NO,),S0O,* 2NaCl]. .

N HPLC
3.3 cr , ,
HPLC, HPLC, CI ,
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3.4

Cr 4.3%,
LC-MS
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