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D etem nation of Sinan enine H ydroch bride by R eversed Phase H igh Perfor-
m ance Liquid Chran atography w ith Chen ilum nescence D etection

SUN Yong-hug ZHANG Yan-ty ZHANG Zhu-jun
(College of Chem istry and M aterials Sciencg ShaanxiNomalUniersity Xian 710062 Chia)

Abstract A method based on the chen ilum nescence reaction of KM nOs— Na&S;0;— SN was devel
oped for the detem nation of shanenie hydrochlorde( SIN) usig reversed phase high perfom ance
lqud perbmance with chem ibm inescence detection The chan im nescence intensity is correlated
Inearly with SN concentratbn n the range of 5. 0x 10 "_5.0%x10° g/mL with a detecton I it of
8.0x10° g/ml. Iis relatve standard deviaton is 2. 8 for 11 measurements This method hasbeen
app lied to the detem inatbn of SN in hun an semm and urine sanp les
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); KMnOs NaSO; H,S0. ; ; 6.0x10 > mol/L
KM nO, ; 2.0x 10 > mol/L NaS;0;, ; 1.25mg/mL
1.2
NUCLEOSIL 100-5 C18 (250 x 4. 6 mm, ); : - - 75 .
250 0.1,  0.45Um , . 1.0mL /m in . 25 UL
1.3
2 ) s

25 UL . R
2
2.1 a. mobile phase
2.1.1

’ b.KMnOs solution
2mol/. ¢. Nas$,03 solution
KM nO,
Na S0, , 25.0mg/L ,
(0~ 3 mol/L) 5 )
, 2mol/L Fie. 2 Schanatic diagran of HPLC/CL detection systan
L (reciprocating punp); 2 (stway valve);
3 (HPLC cokmn); 4 ( peristaltic pump):
2.1.2 5 (CL flov cell); 6 ( photanultip lier tube
PMT); 7 (high voltage supply): 8 ( can puter)
KM nO4
KMnO;— Na$S,0; , N a S;0; .
Na; 503 ’ ’

KM 0,4 H,S0, . 25.0mg/L , N %05 (1.0
x10 “~ 1.6 %10 *mol/L) , NayS0; 2.0%10 ‘mol/L
2.1.3 , , KM nO, ,

KM nO4 , ,
. 25.0mg/L , KMnO4(2.0x10 “~ 1.8x 107’
mol/L) , KMnO, 6.0%10 " mol/L
2.1.4 ,
1 HPIC 1.0mL /m i :
) KMHO4 - HzSO4 Nazsz03 )
4.0mL/m n
2.1.5 , )
120° ,
’ [8]
2.1.6 s s
- 75 . 25 , 0.1%

(9
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2 /
2.2
, 5.0x10 '~ 5.0% 10" g/mL
A= 6193 P+ 1.469 5(Q . 10 " g/ml, AF . r=0.999
6) UPAC . (30) 8x10° gl 2 5mg/L 1
: (RSD) 2. %%
2.3
3 , , (47C)
, (4C)
25 mLL ; 25 mL . ,
0. 45 Hm 1 3
1
Table 1 Analytical results of san ples
Orlg]ndl Added Found Re(*()ve]y
Sanples
Py /(Mg mL~1) P, /(Mg mL~ 1) Pp /(Mg mL~ 1) R M
Serum 1. 05 2 50 3. 66 103
1. 05 3 00 6 11 101
1. 05 75 8 38 98
Urine 4. 81 2 50 7. 02 96
4. 81 3 00 9. 61 98
4. 81 7 50 11. 69 95
1
1
a b L © d e
J—L_A 1
0 200 4o 6 200 400 0 200 4bo 0 200 400 0 200 4bo
/s t/s t/s t/s t/s
3
Fi 3 Chranatograns of SN
a ( standard smple); b (blank urie); ¢ (urine sanpl);
d. (blank serum); e (serum smpl); 1 (SN)
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