t¥ishet %, Drug Evaluation Research 35 38% 3181 20154E2 A 6l

LC-MS £ E A M 3% 7§ F1 ik 7 B2 B B9 A8 E [ 1F E

W wh, ERRE, B OB, RK#R, #F, L%, AL
TrBAPEZHIRE, L7 R 10034

# E: BB 1F& LC-MS EE N Tk R FIAEE . A3 4 LC-MS ke A 3% Hh Tk s B v 4
FRHEAT 704, ST EC R, B 08 5 W AN 5 BE IR DR 3R 05 AN DR B BEAT VA, TS0 8 A E BE T RAHERE . AR &
{EHEZR PRy 95% M, Mg k. B, 5 (0.61. 12.264 245.20 pg/L) ¥R Took 11 B A JE AN 58 B 23 9904 1.084 1.764 27.00
pg/Lo £518  AJNEGEH T LC-MS ¥ENw A M2 b Tk 7l PR A 8 Ve, e B B ZE iR 2tk I AR 5 TN
KR AR TEEH; LC-MS ks MK AWEfE; ¥RAHEE

FESES: R MERFRSRS: A XEHRS: 1674 - 6376 (2015) 01 - 0061 - 05

DOI: 10.7501/j.issn.1674-6376.2015.01.12

Uncertainty evaluation on determination of schisandrin in human plasma by
LC-MS
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Abstract: Objective To evaluate the uncertainty in determination of schisandrin in human plasma by LC-MS. Methods The
uncertainty caused by various factors in the whole process of determination was analyzed. Mathematical model was established.
Influential factors of uncertainty were identified and evaluated. The combined uncertainty was calculated and the expanded uncertainty
was obtained. Results The expanded uncertainty for the low, medium and high levels (0.61, 12.26, and 245.20 pg/L)of schisandrin
was 1.08, 1.76, and 27.00 pg/L, respectively (P = 95%). Conclusion This method is applicable to the uncertainty evaluation of

schisandrin determination in human plasma, and the uncertainty of this method was mainly caused by linear regression.
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#1 IRTEREENERERE 1=18)
Table 1 Repeatability for measurement of schisandrin

concentration (n = 18)

#l BUEkEE | 4l BUERE | 4l SRR
il Mgl | Mgl | M lpgL™
Ll xy 0.52 ML xy 12.07 HI x; 24501
X1 0.51 X1 12.09 X 241.05
Xi3 0.55 X1 11.84 X3 23948
Xi4 0.52 X1 11.62 Xy 238.66
Xy 0.62 X5 11.08 x5 246.55
Xi6 0.54 X16 12.35 xig 28415
L2 xy 0.57 M2 Xy 12.64 H2 xpy  259.65
X 0.59 X 14.62 Xy o 23458
X3 0.55 X3 13.05 X3 226.58
hon 0.56 X4 12.88 X4 227.54
Xos 0.55 X5 12.44 x5 229.81
X6 0.63 o 12.62 Xy 23746
L3 xy 0.67 M3 xy 12.51 H3 x; 23951
X3 0.68 X3 1248 Yy 24653
X33 0.64 X33 11.08 Xi3 24855
Xy 0.52 X34 11.68 Yy o 24975
X35 0.67 X35 11.52 X5 249.65
Xa6 0.49 X3 12.48 Xy 28041
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Table 2 Extraction recovery of schisandrin in plasma by 3 %*’3 {ﬁ H:Héﬂé (E 4.
LC-MS (n = 3) F4 HRFEERMRELZ
— - Table 4 Standard curves of schisandrin
Uk T - C
(g L) % oy oD% 7] b 4 r
0.61 80.15 8405 8872 8431 429 BIR Y=1.541470.380 1000
F2R ¥=1.568X-0.390 0.999
12.26 98.75 101.39 105.30 101.81 3.30 "
3R Y=1.540X-0.375 1.000
245.20 82.58 83.25 85.73 83.85 1.66
3 IMRFERSAFIEERILE n=9)
Table 3 Peak area ratios of schisandrin to internal standard (n =9)
R (g L) !
£ =8 ¥ ! s s St
e 1K 2K 53K
0.31 0.091 0.095 0.094 0.089 0.093 0.095 0.094 0.095 0.094
1.23 1.498 1.558 1.537 1.610 1.592 1.571 1.507 1.579 1.534
6.13 9.468 9.584 9.589 9.473 9.576 9.623 9.525 9.983 9.457
61.30 91.967 92949 92470  92.354  93.237  93.005 92.553 92.178  91.998
122.60 187.325 188.373 188.340 189.118 189.972 188.314 187.903 188.266 189.331
306.50 469.914 463.334 462.920 472.213 473.884 472228 473.254 474219 473.673
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