Abpendix 4  Calibration standards on each analytical day

Study No. B120717

Calibration curve Back ground (% of LLOQ) QC sample
Date _Concentration (ng/mL) \ Peak area Concentration (ng/mL) .
Nominal Measured #oRE Sample P092 IS Nominal No. Measured #oRE
5 5.14 2.8 Blank 0 0 10 1 9.15 -8.5
10 9.23 -1.7 ( 00 )Y( 0.0 ) 2 8.09 -19.1
20 - - % Zero 0 285540 50 1 349  -30.2
2013/1/23 50 -* --* ( 0.0 ) - 2 425 -15.0
100 106 6.0 LLOQ 3834 222144 800 1 719  -10.1
200 195 -2.5 2 765 -4.4
500 516 3.2
1000 983 -1.7
5 414 -172 Blank 0 0 10 1 9.40 -6.0
10 947 -5.3 ( 00 Y( 00 ) 2 9.58 -4.2
20 19.7 -1.5 Zero 0 266836 50 1 53.3 6.6
2013/1/24 50 51.0 2.0 ( 0.0 ) - 2 50.6 1.2
100 112 12.0 LLOQ 1468 265809 800 1 820 2.5
200 224 12.0 2 823 2.9
500 525 5.0
1000 941 -5.9
5 406 -18.8 Blank 0 0 10 1 9.42 -5.8
10 9.67 -3.3 ( 00 Y( 00 ) 2 10.1 1.0
20 19.8 -1.0 Zero 0 211689 50 1 53.8 7.6
2013/2/4 50 56.4 12.8 ( 00 ) -- 2 58.8 17.6
100 - --* LLOQ 1399 216026 800 1 841 51
200 228 14.0 2 913 14.1
500 494 -1.2
1000 973 -2.7

RE: Relative error, LLOQ: Lower limit of quantification

%RE = (measured value - nominal value)/nominal value x 100

The value in parenthesis denotes peak area ratio (%) of back ground peak area to that in LLOQ.

--: Not applicable, *: Since the accuracy did not satisfy the criterion, the calibration curve was constructed again using
the results except for these concentrations.
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Appendix 5 Incurred Sample Reanalysis (ISR) Study No. B120717

<Male>
Dose Animal Time Reanalysis Initial analysis RE*
(mg/kg) No. (h) (ng/mL) (ng/mL) (%)
10201 4 10.0 14.8 -38.7
250 10201 8 12.5 12.0 4.1
10202 4 19.3 16.7 14.4
10202 8 15.8 » 13.1 18.7
10301 4 28.0 27.6 14
500 10301 72 17.9 16.2 10.0
10302 4 28.1 212 28.0
10302 8 17.6 16.3 7.7
10401 24 20.3 19.7 3.0
1000 10401 120 12.3 12.0 2.5
10402 24 83.6 107 -24.6
10402 120 498 33.4 394
<Female>
Dose Animal Time Reanalysis Initial analysis RE*
(mg/kg) No. () (ng/mL) (ng/mL) (%)
50202 4 8.59 13.1 -41.6
250 50202 8 13.7 12.0 13.2
50203 8 32.8 153 72.8
50203 24 9.91 10.2 -2.9
50301 4 46.2 38.1 19.2
500 50301 120 18.7 16.1 14.9
50302 24 55.6 57.9 -4.1
50302 120 14.2 13.8 29
50401 4 61.1 48.0 24.0
1000 50401 72 12.1 12.7 -4.8
50402 72 79.8 96.9 -19.4
150402 120 223 27.8 -22.0

*: RE (%)=100%(Reanalysis value-Initial analysis value)/[(Reanalysis value+Initial analysis value)/2]
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