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Improvement of precolumn derivatization HPLC assay method in determination of so-
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[ Abstract ]
proate in serum by HPLC after precolumn derivatization. Methods p-bromophenacyl bromide was selected

Objective To establish a rapid analysis method for the determination of sodium val-

as derivative reagent. Nonanoic acid was used as an internal standard. The analytical column was Hypersil
BDS C,3 (4. 6 mm x200 mm,5 pm). The mobile phase consisted of acetonitrile-water(75:25,V/V). The de-
tection wavelength was 254 nm and the flow rate was 1. 0 ml/min, column temperature was 40°C. Results
The linear calibration curve was obtained in the concentration range of 25.0 ~250.0 mg/L (r =0.9991).
The mean relative recovery was (100.43 £0.73)% . The relative standard deviation (RSD) of within day
and between day were all less than 5% . The method was used for monitoring serum sodium valproate concen-
tration of 123 epileptic patients, 53.7 % of the patients who had taken sodium valproate was found the serum
concentration in effective level and 46. 3 % lower or higher than effective level. Conclusion This method is
found to be rapid, accurate, sensitive and more suitable for the determination of the concentration of sodium
valproate in serum.
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1 # B

L1 BEBZ% SHRBEHEEN(EER Waters)
45 510 £, 717 | I FEEE, 996 — % & 4 5 K )
25 Milli-Q 487k 8% ( 25 [E Millipore ) ; XW-80A JiE iR IR
A EBERKZNET) BTN K E(SE
AEG-120 g) ; TGL 16M &3 sy R & AL (K
BRUBAMRAF) o

1.2 X% VPA Xt B85, (Sigma, #£5 :067K0761 ) ;
X VR 55 H ik EE 378 (Fluka, #1542, 10861/1 32400) ;
LR B (Tedia, B354 , HoAIKH 3 R4 éli .

2 FAESER

2.1 EiE&H A%k N Hypersil BDS C, (4.6
mm x 200 mm, 5 pm) ;#:9E 40 C; F A 255 -
AK(75:25,V/V) s K W £ 254 nm; i 1.0 ml/
min; #EEE 10 pl,

2.2 mkegEe REEIRER VPA XFBEM 25 mg T
25 ml RS, HPEREMEZE, WK E R
1.0 g/L (% BR 5 TAEW; BXEBR 20 pl T 10 ml Ay
BHA, INZIE S, B 2 pl/ml 1Y 1S TAEW ;K5
PR IBOGT R F i B B IR 500 mg T 25 ml B,
A ZZ 830 wl EHZIERBEZ EAT AR
;LU BT 4C kAP RAEEE A

2.3 fmdHRLE EEBULEREG 200 wl F
1 ml Eppendorf &1, fil A 10 wl IS 35, 1RSI/, 0
A pH7.0 BRR S BPZE MR 50 pl, ZJiE 300 pl,
1RHEF 1 min,5000 r/min 5.0 10 min, iF B
TEW 200 pl, A EH 50 wl fTE AR B L2,
HO,F 70 CR P20 min, BHFW EFER 10 pl
BRI AT

2.4 WHRkkigdF 1S K VPA g aigigia
F 1L I (200 ~ 400 nm ) H R4 53 RO T8 A
FATR], B KRB K 28 254 nm, BiGEPE 254 nm 4
SR o

2.5 FAEBLNHE BEEME 200 pnl ET 1
ml Eppendorf 8 H , ¥ % & BUR ] ¥k BE A ) (A FR
VPA Xt &SR VAW 10 wl, B4 5IMA 10 wl IS ¥, 3%

“ MIEAE SR AL B TR #2425 HPLC 2047, 0 36
B TS VPA ISR A, 5 1S WA A, , B 4T
A /A, . DIMTEHRE C(mg/L) SR £ 5
NZFRIERERENT, AR ER L TR C = 60.183
A/A, —4.9431, 1 = 0.9991, £ # ¥5 [B H 25.0 ~
250.0 mg/L, KR X R RF . SEMELL(S/N) =
3 i, VPA BB ARAI PR T 155 5.0 mg/ L,

2.6 oBELEEAENE WERGIESXMGXNEHM
18 VPA BRI 15 DA B 3 I 38 B S R AT 3% 3
br, B ET I VPA 5 1S i, JEBH B 10 P9 A 2% R g
T, BIE B4~ B BsF (8] 4351 4 8. 07 .10. 82 min, I
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- BTG RE SR PSR XA I T
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¥ (50.0.75.0.150.0 mg/L) & 25 M IERE K S
B, TS HAGESES d NIRE , THE ik BN
FHW HEREEE, SRAE L, ZHEERMKE
I RRE AR T ER, iR E R
i 77 ¥ o

2.8 AekEi EHICEEEMDIEESS3 5,
BUKFRGRE, R 2 1K, Ukt B g 24 b, F
FRERHT . VR Bl 2 B BORE 200 pl, 92,37 I #
VB, DERERIRE S RER, R 2 R, IRELRE
HER

2.9 BARER RAARBSTESIRTTER 123 BN
ST VPA B0 2450 BRI , e R BROR L2459k Bk
138.46 mg/L, 5 /N K 26.53 mg/L, SEHI{E K (67.91 +
24.81) mg/L; EH7EVRIT R Z N 66 i, 15 53. 7% fK T
TRITE 50 B, FHRYTE 7 4, 3 46.3%
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BB A R A&, TR R T , BRI
— [, LA TREAE, T (T4% 426 ®)

%1 VPA e EBMHFEEH(n=5)

H A H fi]
AR (mg/L) ‘ ——
35 it (mg/L) FHE(%)  RSD(%) 52 & (mg/LL) RSD(% )
50 50.48 £1.73 100. 95 3.43 50.65 +2. 14 4,22
75 74,70 £1. 42 99. 60 1.90 75.94 £2.79 3.67
150 151,11 £2.04 100. 74 1. 35 146. 54 +3. 61 2.46
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