PM FLUID EXTRACT SAMPLE GROUP
RAN AS LAB SAMPLES USING PM METHOD
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JOB # 22-1028-A

Sample

220109002
220109003
220822004

220109005

puerarin
1.55
1.85
1.14

0.94

Analysis Results
Analyte (mg/g)
daidzin genistin  daidzein
0.42 0.21 0.22
0.35 0.16 0.21
0.25 0.12 0.14
0.48 0.18 0.21

génistein i .
0.09
0.06
0.04

0.16
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p. mirifica fluid extracts J22-1028-A

smith
Instrument
FR Sample ID Compound |Concentration (ug/ml)] Weight(g) | conc. ug/g
VOLUME IN ML
220209005 puerarin 9.16185 0.9724 942.189 100
daidzin 4.66480 0.9724 479.720
genistin 1.79074 0.9724 184,167 [dilution factor
daidzein 2.04730 0.9724 210.541 1
genistein 1.51420 0.9724 155.718
220109005dup puerarin 9.22953 0.9791 942.654
daidzin 4.68499 0.9791 478.500
genistin 1.79185 0.9791 183.010
daidzein 2.03461 0.9791 207.804 ,
genistein 1.52839 0.9791 156.102 L
220109005spike puerarin 10.94238 0.9814 1114.977
daidzin 6.51522 0.9814 663.870
genistin 4.01825 0.9814 409.441
daidzein 4.23430 0.9814 431.455
genistein 3.54358 0.9814 361.074
220109004 puerarin 11.13616 0.9724 1145.224
daidzin 2.39947 0.9724 246.758
genistin 1.19246 0.9724 122.631
daidzein 1.40161 0.9724 144.139
genistein 0.40825 0.9724 41.984
220109003 puerarin 18.41443 0.993 1854.424 '
daidzin 3.49746 0.993 352.211
genistin 1.55280 0.993 156.375
daidzein 2.06677 0.993 208.134
genistein 0.56160 0.993 56.556
220109002 puerarin 15.39164 0.9912 15652.829
daidzin 421271 0.9912 425.011
genistin 2.05736 0.9912 207.563
daidzein 2.23322 0.9912 225.305
genistein 0.87344 0.9912 88.120
method blank puerarin 0.00000 -- 1 0.000
daidzin 0.00000 1 0.000
genistin 0.00000 1 0.000
daidzein 0.00000 1 0.000
genistein 0.00000 1 0.000

et [ . e
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sample/dup results

Analyte Sample Duplicate Mean S.D. RSD
puerarin 942.19 942.65 942.42 0.325 0.035
daudzin 479.72 478.50 479.11 0.863 0.180
genistin 184.16 183.01 183.585 0.813 0.443
daidzein 210.54 207.80 209.17 1.937 0.926
genistein 156.72 156.10 155.91 0.269 0.172
spike

recoveries
Analyte sample mean | sample wt. amount spike total
puerarin 942.42 0.9814 924.89 170.2 1095.1
daudzin 479.11 0.9814 470.20 181.2 651.4
genistin 183.58 0.9814 180.17 223.2 403.4
daidzein 209.17 0.9814 205.28 218.0 423.3
genistein 155.91 0.9814 1563.01 202.0 355.0
Analyte found sample wt. amount | recovery
puerarin 1114.977 0.9814 1094.24 99.9
daudzin 663.87 0.9814 651.52 100.0
genistin 409.441 0.9814 401.83 99.6
daidzein 431.455 0.9814 423.43 100.0
genistein 361.074 0.9814 354.36 99.8




‘QC Notes: J22-1028-A

Calibration Data: 3 point @ ca. 0.2, 2.0, and 20 ug/ml. Data were fit to linear model;
correlation > 0.99999 for all target analytes.

Cal Check:  puerarin 100.3%
daidzin 99.7%
genistin 103.3%
daidzein 104.8%
genistein 100.5%

Blank: no hits
Duplicate: RSD values (n=2)

puerarin 0.04%
daidzin 0.18%
genistin 0.44%
daidzein 0.93%
genistein 0.17%

Spike Recoveries: sample 220109005 fortified with ca. 0.2 mg each analyte.

puerarin 99.9%
daidzin 100.0%
genistin 99.6%
daidzein 100.0%
genistein 99.8%
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-a File C:\HPCHEM\1\DATA\PMIRIFG\11200205.D Sample Name: VII-163-10

—

method blank

Injection Date : 11/20/02 5:58:17 PM Seqg. Line 5
Sample Name : VII-163-10 vial : 1
Acg. Operator : mr Inj : 1
Inj Volume : 5 pul

Acqg. Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M
Last changed : 11/20/02 5:56:46 PM by mr

(modified after loading)
Analysis Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M .
Last changed : 11/22/02 11:14:47 AM by AM

(modified after loading)
P. mirifica method development on Prodigy C18, 250 X 4.5mm, with

acetonirile/0.1% acetic acid gradient
DADT A, Sig=255,20 Ret=off (PMIRIFG\TTZ002U5.0)

®
.
.
.
-
L
»
»
o
»
»
o
o

mAU ]
10
7.5
5
2.5
I M
]
25
-5_:
-7.5
-10 4
1 — T N M- 1
5 10 15 2 25 30 35 mi
External Standard Report
Sorted By : Signal
Calib. Data Modified Friday, November 22, 2002 11:12:18 AM
Multiplier : 1.0000
Dilution : 1.0000

Signal 1: DAD1 A, Sig=255,20 Ref=off

RetTime Type Area Amt /Area Amount Grp Name
[min] [mAU*s] | [ug/mL]

8.235 - - - puerarin
9.814 - - - daidzin
12.133 - - - genistin
16.520 - - - daidzein
20.069 - - - genistein

C 1 11/22/02 11:16:40 AM AM Page 1 of 2




.a File C:\HPCHEM\1\DATA\PMIRIFG\11200205.D Sample Name: VII-163-10
Ret.Time Type ~ Area Amt /Area Amount Grp Name
[min] | [MAU*s] [ug/mL]
—————————————————————————————————————————— T T T T TR T T T, m e, - - — -
Totals 0.00000

Warning : Calibrated compound(s) not found

Sorted By : Signal

Calib. Data Modified : Friday, November 22, 2002 11:12:18 AM
Multiplier : 1.0000

Dilution : 1.0000 -

Signal 1: DAD1l A, Sig=255,20 Ref=off

Peak RetTime Type Width Area Area Name
# [min] [min] [mAU*g] %

1 8.235 0.0000 0.00000 0.0000 puerarin

2 9.814 0.0000 0.00000 0.0000 daidzin

3 12.133 0.0000 0.00000 0.0000 genistin

4 16.520 0.0000 0.00000 0.0000 daidzein

5 20.069 0.0000 0.00000 0.0000 genistein
Totals 0.00000 0.0000

Results obtained with enhanced integrator!
1 Warnings or Errors

Warning : Calibrated compound(s) not found

*** End of Report ***

Ullllllllllllllgtlooooocuoooocc»‘ovm-

© 1 11/22/02 11:16:40 AM AM Page 2 of 2




’ a File C:\HPCHEM\1\DATA\PMIRIFG\11200206.D

sample 220109005

Sample Name:

VII-163-7

l' 33— e
Injection Date : 11/20/02 6:39:29 PM Seq. Line 6
Sample Name VII-163-7 Vial 5
Acg. Operator mr Inj : 1
Inj Volume : 5 pul

Acg. Method
Last changed

Analysis Method
Last changed

C:\HPCHEM\ 1\METHODS\MIRIFIC3.M
11/20/02 6:37:54 PM by mr
(modified after loading)
C:\HPCHEM\1\METHODS\MIRIFIC3.M
11/22/02 11:14:47 AM by AM
(modified after loading)

P. mirifica method development on Prodigy C18, 250 X 4.5mm, with
acetonirile/0.1% acetic acid gradient

DADT A, Sig=255,20 Ret=off (FMIRIFGVI1200206.0)

Signal 1: DAD1l A, Sig=255,20 Ref=off

C 1 11/22/02 11:17:31 AM AM

)
b
b
]
)
b
D
b mAU | £
b 2
) 25 ] ' .
[
. 20—‘ c
4 N
’
® _
. 15 4
®
» -
9 5 ]
® ]
® :
’ 0 - Ao
9 MR 10 15 "o % 30 35 " _min
L J
9 External Standard Report 4
* =====================================================================
o Sorted By Signal
L Calib. Data Modified Friday, November 22, 2002 11:12:18 AM
L Multiplier 1.0000
Dilution 1.0000
D
N RetTime Type Area Amt /Area Amount Grp Name
» [min] | [MAU*s] [ug/mL]
___________________________________________ N
8.236 VvV 154 .46622 5.93129%e-2 9.16185 puerarin
9.823 vv 95.10906 4.9046%e-2 4.66480 daidzin
12.147 vv 39.90849 4.48712e-2 1.79074 genistin
16.545 vyv 55.78568 3.66993e-2 2.04730 daidzein
20.087 vv 47.68952 3.17511le-2 1.51420 genistein

Page 1 of 2



.2 File C:\HPCHEM\1\DATA\PMIRIFG\11200206.D Sample Name: VII-163-7

RetTime Type Area Amt/Area Amount Grp Name
[min] [mAU*s] | | [ug/mL]
Totals : 19.17888

Results obtained with enhanced integrator!

*** End of Report **+#

'.‘.".".'.‘.'.w..........Q.O.CO‘..'&
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W a File C:\HPCHEM\1\DATA\PMIRIFG\11200207.D Sample Name: VII-163-8
Y
L4 .
sample 220109005 duplicate
9
e ==============2=====:====================================‘_=============
Injection Date : 11/20/02 7:20:36 PM Seq. Line 7
, Sample Name : VII-163-8 Vial 6
) Acqg. Operator : mr Inj : 1
@ Inj Volume : 5 ul
Acg. Method : C:\HPCHEM\ 1\METHODS\MIRIFIC3.M
P Last changed : 11/20/02 7:19:06 PM by mr
P (modified after loading)
Analysis Method : C:\HPCHEM\ 1\METHODS\MIRIFIC3.M
L Last changed : 11/22/02 11:14:47 AM by AM
D (modified after loading)
' P. mirifica method development on Prodigy C18, 250 X 4.5mm, with
d acetonirile/0.1% acetic acid gradient
‘ DADT A, Sig=255,20 Ref=off (PMIRIFGU1 T1200207.D)
mAU 1 §
L ] $
p b
P 25 ] .
L
® 20 <
) | 2
= 1
‘ 15
P -
L _ i
. (]
. 4 © 2
P 5.
L ]
9 3
"9 T ot ) N
] - T T T T ™ U - T L
P g 10 15 20 75 3 35 mi
External Standard Report
Sorted By : Signal
Calib. Data Modified : Friday, November 22, 2002 11:12:18 AM
Multiplier : 1.0000
Dilution : 1.0000
Signal 1: DAD1 A, Sig=255,20 Ref=off
RetTime Type Area Amt /Area Amount Grp Name
[min) | [mAU*s) [ug/mL]
_______________________ e
8.234 VvV 155.60414 5.93141e-2 9.22953 puerarin
9.816 VvV 95.52019 4.90471e-2 4.68499 daidzin
12.137 vv 39.93366 4.48707e-2 1.79185 genistin
16.532 vv 55.44415 3.66966e-2 2.03461 daidzein
20.070 vv 48.13743 3.17506e-2 1.52839 genistein

€ 1 11/22/02 11:18:31 AM AM Page 1 of 2




' .3 File C:\HPCHEM\1\DATA\PMIRIFG\11200207.D Sample Name: VII-163-8

) RetTime Type Area Amt /Area Amount Grp Name
[min] | [(mAU*s] [ug/mL]
Totals 19.26937

*** End of Report ***

C111/22/02 11:18:31 AM AM Page 2 of 2
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a File C:\HPCHEM\1\DATA\PMIRIFG\11200208.D

sample 220109005 spike

Injection Date 11/20/02 8:01:46 PM
Sample Name VII-163-9
mr

Acqg. Operator

C:\HPCHEM\ 1\METHODS\MIRIFIC3.
11/20/02 8:00:14 PM by mr
(modified after loading)
C:\HPCHEM\1\METHODS\MIRIFIC3.M
11/22/02 11:19:43 AM by AM
(modified after loading)

P. mirifica method development on Prodigy C18,
acetonirile/0.1% acetic acid gradient

Acg. Method
Last changed

Analysis Method
Last changed

2

Sample Name: VII-163-9

Seqg. Line 8
Vial 7
Inj 1
Inj Volume 5 ul
50 X 4.5mm, with

DADT A, Sig=255,20 Ref=olf (PMIRIFGIT1200208.D)

mAU E
] g
] $
] .
30 ] -
] &
J £ @§
] 8 5
) 25 ] 5
) ]
) 20 § c
] £ he! ©
» ] T3
) 15 I s
) ]
'. 10 4
)
)
) “~
" M
) 5 10 15 20 25 ~ 30 " 35 min
J
b External Standard Report
' T T T -t 1 2 I F T 1 1 -1 3 2 1t 2k 2 R S g g g
b Sorted By Signal
[ Calib. Data Modified Friday, November 22, 2002 11:12:18 AM
[ Multiplier 1.0000
> Dilution 1.0000
) Signal 1: DAD1 A, Sig=255,20 Ref=off
D RetTime Type Area Amt /Area Amount Grp  Name
) [min] | [mAU*s] [ug/mL]
_______________________ I B e [
D 8.263 VvV 184.40273 5.93396e-2 10.94238 puerarin
9.841 FM 132.80194 4.90597e-2 6.51522 daidzin
12.159 vv 890.35963 4.44696e-2 4.01825 genistin
16.546 VvV 114.68049 3.69226e-2 4.23430 daidzein
20.079 vv 111.70975 3.17214e-2 3.54358 genistein

C1 11/22/02 11:20:34 AM AM
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.a File C:\HPCHEM\1\DATA\PMIRIFG\11200208.D Sample Name: VII-163-9
RetTime Type Area Amt/Area Amount Grp Name
[min] | [(mAU*s] | [ug/mL]
Totals : 29.25374

Results obtained with enhanced integrator!

*** End of Report ***

@‘ﬁ‘@lﬁ‘ﬂﬂlﬁ'

@

o

@

® .
-

P

L J

[

»

9

o

L

9

9

L

P

P

9P

P

L

L

[ -
9

»

L

E iC 1 11/22/02 11:20:34 AM AM Page 2 of 2



'a File C:\HPCHEM\1\DATA\PMIRIFG\11200209.D Sample Name: Vil-lo63-o
p

sample 220109004

Injection Date : 11/20/02 8:42:53 PM Seq. Line : 9

Sample Name : VII-163-6 Vial : 8

Acg. Operator : mr Inj : 1
Inj Volume : 5 pul

Acg. Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M

Last changed : 11/20/02 8:41:24 PM by mr

(modified after loading)
Analysis Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M
Last changed : 11/22/02 11:19:43 AM by AM
(modified after loading)
P. mirifica method development on Prodigy C18, 250 X 4.5mm, with

acetonirile/0.1% acetic acid gradient
DADTA, blmﬁ (PMIRTFG\TTZ200209.0)

(7 mAU | £
i @
: b
30 - &
25 ]
20
15
1 £
10 ] S
] 8 £
N
=]
[1]
hel
M
»/\h____l\k/
5 10 15 T 30 35 __min

Sorted By : Signal

Calib. Data Modified Friday, November 22, 2002 11:12:18 AM
Multiplier : 1.0000

Dilution : 1.0000

Signal 1: DAD1 A, Sig=255,20 Ref=off

RetTime Type Area Amt/Area Amount Grp Name
[min] | [mAU*s] | [ug/mL]

8.237 vV 187.66077 5.93420e-2 11.13616 puerarin
9.824 Vv 48.96442 4.90044e-2 2.39947 daidzin
12.145 vv 26.35805 4.52410e-2 1.19246 genistin
16.541 vv 38.39764 3.65024e-2 1.40161 daidzein
20.080 MF 12.80076 3.18927e-2 4.08251le-~-1 genistein

C 1 11/22/02 11:21:32 AM AM Page 1 of 2
g
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.a File C:\HPCHEM\1\DATA\PMIRIFG\11200209.D Sample Name: VII-163-6

RetTime Type Area Amt /Area Amount Grp Name
[min] [mAU*s] | [ug/mL]
Totals : 16.53795 -

Results obtained with enhanced integrator!

*** End of Report ***

C111/22/02 11:21:32 AM AM Page 2 of 2



.2 File C:\HPCHEM\1\DATA\PMIRIFG\11200210.D Sample Name: VI¥—163—5

sample 220109003

Injection Date : 11/20/02 9:24:01 PM Seqg. Line : 10

Sample Name : VII-163-5 vial : 9

Acg. Operator : mr Inj : ]
Inj Volume : 5 ul

Acqg. Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M

Last changed : 11/20/02 9:22:31 PM by mr

(modified after loading)
Analysis Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M
Last changed : 11/22/02 11:24:03 AM by AM
(modified after loading)
P. mirifica method development on Prodigy C18, 250 X 4.5mm, with
acetonirile/0.1% acetic acid gradient

1
|
i
DADTA, blg=255.20 Ref=cif (PMIRIFG\T1200210.D0) }
mAU £ K i
1 € o |
: 5O
50 R 2 ]
] & 1
) v .
|
40 - }
1
30
20 !‘
. . |
|
10 - 4‘
J 1
] t
|
4

.

Sorted By : Signal
Calib. Data Modified : Friday, November 22, 2002 11:12:18 AM
Multiplier : 1.0000
Dilution : 1.0000

Signal 1: DAD1 A, Sig=255,20 Ref=off

lllllllllllll6‘0!000000000000&0‘5006

RetTime Type Area Amt /Area Amount Grp Name

[min] [mAU*s] [ug/mL] |
8.231 MF 310.03174 5.93953e-2 18.41443 puerarin ‘
9.814 vv 71.33044 4.90319%e-2 3.49746 daidzin

12.133 vv 34.51939 4.49835e-2 1.55280 genistin

16.526 VvV 56.31007 3.67033e-2 2.06677 daidzein

20.071 MF 17.63846 3.18396e-2 5.61602e-1 genistein

C 1 11/22/02 11:25:15 AM AM Page 1 of 2
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:a File C:\HPCHEM\1\DATA\PMIRIFG\11200210.D

RetTime Type Area
[min] [mAU*s]
Totals

Amt/Area Amount
[ug/mL]

26.09307

Results obtained with enhanced integrator!

C1 11/22/02 11:25:15 AM AM

*** End of Report ***

Grp

Sample Name: VIY-163-5

Name
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.a File C:\HPCHEM\1\DATA\PMIRIFG\11200211.D
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sample 22010900

Injection Date
Sample Name
Acg. Operator

Acqg. Method
Last changed

Analysis Method :

Last changed

Sample Name:
2

11/20/02 10:05:16 PM Seq. Line 11

: VII-163-4 Vial 10
: mr Inj 1
Inj Volume 5 upl

C:\HPCHEM\1\METHODS\MIRIFIC3.M
11/20/02 10:03:40 PM by mr
(modified after loading)
C:\HPCHEM\1\METHODS\MIRIFIC3.M
11/22/02 11:24:03 AM by AM
(modified after loading)

P. mirifica method development on Prodigy C18, 250 X 4.5mm, with
acetonirile/0.1% acetic acid gradient

VII-163-4

, OIg=. , et=off (PMIRIFG\TT20027T.D}
mAU | €
l ;E-
40
30
1
20 c
' 3
4 [
] £
; s 8
10 - k7] T £ Ao
‘ 2 1 2 e
0 J_____ R ey W
5 10 I R R
External Standard Report
Sorted By Signal
Calib. Data Modified Friday, November 22, 2002 11:12:18 AM
Multiplier 1.0000
Dilution 1.0000

Signal 1: DAD1 A, Sig=255,20 Ref=off

RetTime Type Area Amt /Area Amount
[min] | [mAU*s] [ug/mL]
8.238 VvV 259.20901 5.93793e-2 15.39164
9.827 Vv 85.90003 4.90421e-2 4.21271
12.147 v 45.94722 4.47766e-2 2.05736
16.543 vv 60.79256 3.67351e-2 2.23322
20.075 MF 27.47596 3.17893e-2 B8.73443e-1

C 1 11/22/02 11:26:32 AM AM

puerarin
daidzin
genistin
daidzein
genistein

Page 1 of 2
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-a File C:\HPCHEM\1\DATA\PMIRIFG\11200211.D

RetTime Type Area Amt/Area Amount  Grp
[min] | [mAU*s] | | [ug/mL]
Totals : 24.76839

Results obtained with enhanced integrator!

*** End of Report ***

€1 11/22/02 11:26:32 AM AM

Sample Name: VII-162-4

Name

Rt T % Yo

Page 2 of 2



hod C:\HPCHEM\l\METHODS\MIRIFICB.M

Ccalib. Data Modified

Calculate
Based on

Reference Window
Reference Window
Rel. Non-ref. Window
Abs. Non-ref. Window
Uncalibrated Peaks
Partial Calibration

Rel.
Abs.

Correct All Ret. Times:

Friday, November 22, 2002 11:12:18 AM

External Standard
Peak Area

.000 %

.000 min

.000 %

.000 min

not reported

Yes, identified peaks are recalibrated

No, only for identified peaks

OH O

"o

) Weight

Curve Type
Origin

' Recalibration Settings:

)
)
)
)
)
)
)
)
)
)
)
)
)
)
)
)
)
)
)
)
)
)
)
)
b
3

Average Response :
Average Retention Time:

o

i

Equa

ncluded
1

Average all calibrations
Floating Average New 75%

Calibration Report Options

Printout of recalibrations within a sequence:

Calibration Table after Recalibration
Normal Report after Recalibration

If the sequence is done with bracketing:

RetTime
[min] Sig
8.235 1
9.814 1
12.133 1
16.520 1
20.069 1

Lvl

WNHFWNNRHEFWNRFEFWNDNREREWN R

1

-

)

[

Amount
[ug/mL]

.70200e-1

1.70200
17.02000

.81200e-1

1.81200
18.12000

.23200e-1

2.23200
22.32000

.18000e-1

2.18000
21.80000

.02000e-1

2.02000
20.20000

Signal 1: DAD1 A, 8ig=255,20 Ref=off

Area Amt/Area
3 57138|4.76566e-2
29.20437 5.82790e-2
286.56784 5.93926e-2
3.85692 4.69805e-2
37.00841 4.89618e-2
369.18839 4.90806e-2
4.98168 4.48041e-2
48.54594 4.59771e-2
505.00760 4.41974e-2
6.46648-3.37123e-2
60.14806 3.62439%e-2
587.63702 3.70977e-2
5.48965 3.67965e-2
64.44411 3.13450e-2
637.09064 3.17066e-2
Peak Sum Table

Results of first cycle (ending previous bracket)

Ref Grp Name

puerarin
daidzin
genistin

daidzein

genistein

***No Entries in table***

LC 1 11/22/02 11:27:39 AM AM
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‘hod C:\HPCHEM\1\METHODS\MIRIFIC3.M

Calibration Curves -
‘ —Aves v puerarin at exp. RT: 8.235 )
] 7 DAD1 A, Sig=255,20 Ref=off
250 1 . Correlation: 1.00000
200 3 o Residual Std. Dev.: 0.37993
] 7 Formula: y = mx + b
150 3 o m: 16.81319
] ’ b: 4.26355e-1
100 /,/ x: Amount [ug/mL]
s0] o2 y: Area
.1 1/
0TS 10 15
Amountfug/ml ]
Area] -1 daidzin at exp. RT: 9.814
350 4 __/’)5/ DAD1 A, Sig=255,20 Ref=0ff
300 3 . prd Correlation: 1.00000
) ] e Residual Std. Dev.: 0.08342
250 -
) 3 e Formula: y = mX + b
200 e m: 20.36991
) 150 /// b: 8.73863e-2
) 100 7 x: Amount [ug/mL]
’ 0] 2 s y: Area
51
) o 10
Amountiug/ml}
)
) e ] genistin at exp. RT: 12.133
) E / DAD1 A, Sig=255,20 Ref=0ff
] g Correlation: 0.99999
400
) ] /—/ Residual Std. Dev.: 1.14294
4 300 - Formula: y = mx + b
) ] P m: 22.64910
200 / b: -6.50181e-1
J : e x: Amount [ug/mL]
- g
) 100 , ~ y: Area
1
(e Eoo — -
b 0 10 20
' Amountfug/mt]
D .
D Area ] -] daidzein at exp. RT: 16.520
> ; /-/"z/ DAD1 A, Sig=255,20 Ref=off
500 - 7 €orrelation: 1.00000
400 ] 7 Residual Std. Dev.: 0.72734
] Formula: vy = mx + b
b 300 ] d m: 26.92946
D 200 e b: 6.53132e-1
) _ rd x: Amount [ug/mL]
. 100 j/ y: Area
D B
0 —————
D 10 20
Amountiug/mL)
. LAt 2]
: C 1 11/22/02 11:27:39 AM AM Page 2 of 3
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-hod C:\HPCHEM\1\METHODS\MIRIFIC3.M

CEE
600 3

400 L
sooé ~
2005 e
1005 2

500 T

genistein at exp. RT: 20.069
DAD1 A, Sig=255,20 Ref=off
Correlation: ~> 1.00000
Residual Std. Dev.: 0.80492
Formula: y = mx + b

m: 31.54656

b: -7.81564e-2

x: Amount [ug/mL]

y: Area

Y T Tt T Lt T aee

C 1 11/22/02 11:27:39 AM AM
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‘a File C:\HPCHEM\1\DATA\PMIRIFG\11200202.D

P. mirifica mix @ca. 0.2 ug/mL

Injection Date : 11/20/02 3:54:55 PM
. Sample Name . stdIvV-3-17
mr

Acqg. Operator

Acg. Method

Last changed 11/20/02 4:15:53 PM by mr

(modified after loading)
Analysis Method

ast 11
ast

e s LT TET £317

11/292/072

ddj Lk VL

(o

«14.47 AM b}r AUM

(modified after loading)
P. mirifica method development on Prodigy C18,
’ acetonirile/0.1% acetic acid gradient

=

C:\HPCHEM\ 1\METHODS\MIRIFIC3.

Sample Name: stdIV-3-17

Inj :
Inj Volume : 5 pul

C:\HPCHEM\1\METHODS\MIRIFIC3.M

250 X 4.5mm, with

DADT A, Sig=255,20 Ret=oft (FMIRTFG\TT200202.D)
)
mAU ]
) 1°i
) ] v
7.5
' ]
) 5{
' J
) 251 s c £ c
$§ § % 8 e
=) = c o] 17
| o % B s g y |
"l’ 25 \/ JL_~N‘\~A//“Lk__‘__~__‘_
) 5
) :
) -7.5
) ]
-10 ]
) ]
) 1 5 10 15 20 %5 30 35 min
)
) External Standard Report
' ============================================£‘_‘========================
) Sorted By Signal
) Calib. Data Modified Friday, November 22, 2002 11:12:18 AM
Multiplier 1.0000
: Dilution 1.0000
) Signal 1: DAD1 A, Sig=255,20 Ref=off
) RetTime Type Area Amt /Area Amount Grp Name
y o _fmml e [ S IO SR R
) 8.245 BB 3.57138 5.23767e-2 1.87057e-1 puerarin g 70
... 9.817 BB 3.85692 4.79797e-2 1.85054e-1 daidzin 2132
> 12.125 BB 4.98168 4.99143e-2 2.48657e-1 genistin {1, do
) 16.518 BB 6.46648 3.33834e-2 2.15873e-1 daidzein - (LoD
) 20.049 BP 5.48965 3.21505e-2 1.76495e-1 genistein 12.63

P c111/22/02 11:15:47 AM aAM

Page 1 of 2
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b .a File C:\HPCHEM\1\DATA\PMIRIFG\11200203.D Sample Name: stdIV-3-10
: p.mirifica mix @ ca. 2ug/mL
™Y =E_==;======_—_-====.=====================::================:—g=============
;‘ E;jection Date 11/20/02 4:36:01 PM Seq. Line : 3
gsample Name stdIVv-3-10 Vial : 3
p Acg. Operator : mr ‘ Inj : 1
Inj Volume : 5 pul
b Acq. Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M
P Last changed . 11/20/02 4:34:32 PM by mr
P (modified after loading)
Analysis Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M
» Last changed : 11/22/02 11:14:47 AM by AM
» (modified after loading)
p. mirifica method development on Prodigy C18, 250 X 4,.5mm, with
® acetonirile/0.1% acetic acid gradient
. —————DADT A, Sig=295,20 Ref=off (PMIRIFG\TT200203.D)
3 3 3 3
75 £ 5 S (= -
! £ 3 & 5
i § B
5 3
4 Q
2.5
0] v
-zs? lp\___\Jl____\_ﬁ\/ AA—-____ﬂmm///‘¥*
-5_:
7.5
-10 ]
B 5 10 15 20 25 30 35 min)
External Standard Report
Saiib. Data Modified : Friday, November 22, 2002 11:12:18 AM
ultiplier : 1.0000
Dilution . : 1.0000

~-~—

Signal 1: DAD1 A, Sig=255,20 Ref=off

RetTimé Type Area Amt /Area Amount Grp Name

) [min] | [mAU*s] [ug/mL] -] errer &
8.238 BB 29.20437 5.86088e-2 1.71163 puerarin o.5é
l9.815 BB 37.00841 4.8976le-2 1.81253 daidzin ®. 03
12.138 BB 48.54594 4.47432e-2 2.17210 genistin -2.6%
16 525 BB 60.14806 3.67308e-2 2.20929 daidzein 1.34
070 BB 64.44411 3.17376e-2 2.04530 genistein [, 25

"C 1 11/22/02 11:16:06 AM AM Page 1 of 2

Popane 2, 2.0 M censtt




a File C:\HPCHEM\l\DATA\PMIRIFG\l1200204.D Sample Name: stdI¥-3-1

p.mirifica mix @ ca. 20 ug/mL |

;:;ZZE;SQ—Date 11/20/02 5:17:09 PM Seq. Line 4
Sample Name stdIv-3-1 Vial - 4
cq. Operator ¢ mr ' Inj : 1

hed ) Inj Volume : 5 ul

C:\HPCHEM\1\METHODS\MIRIFIC3.M

11/20/02 5:15:40 PM by mr

(modified after loading)

Analysis Method : C:\HPCHEM\ 1\METHODS\MIRIFIC3.M

Last changed 11/22/02 11:14:47 AM by AM

(modified after loading)

p. mirifica method development on Prodigy C18, 250 X 4.5mm, with
acetonirile/0.1% acetic acid gradient

Acq. Method
L,ast changed

T Sig= B er=0 RIFGWTTZ200204.D)
mAU | £ 5 5
] 5 % k.
D
4 P lE:
80 - 5§ )
he]
1 X
- £
8
60 2
40
20 4
1
0 '\/\r Y { N l L o~ f\"M_»_— "
—— —r — Y — v T ﬁ
5 10 15 20 25 30 35 mii

T e T T T T v T E LT L o e e e e bl

Sorted By : Signal
Calib. Data Modified : Friday, November 22, 2002 11:12:18 AM
Multiplier : 1.0000
Dilution : 1.0000

Signal 1: DAD1 A, Sig=255,20 Ref=off

Ret?ime Type Area Amt/Area Amount Grp Name
[min] | [mAU*s] [ug/mL] | erre”
8.235 BV 286.56784 5.93886e-2  17.01887 puerarin —o.0i 7
9.814 BB 369.18839 4.90804e-2 18.11991 daidzin c
12.133 BB 505.00760 4.42087e-2  22.32574 genistin o e
16.520 BB 587.63702 3.70928e-2  21.79709 daidzein —o. o
20.069 PB 637.09064 3.17031e-2 20.19772 genistein . o. ¢
C 1 11/22/02 11:14:54 AM AM Page 1 of 2
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.a File c:\HPCHEM\1\DATA\PMIRIFG\11200212.D Sample Name: stdIV-3-10

cal check @ ca. 2 ug/mL

In-ection Date : 11/20/02 10:46:26 PM Seq. L%ne 12

Sample Name : stdIV-3-10 vial : 3

Accy. Operator Comr ' Inj : 1
' Inj Volume : 5 ul

Acc. Method : C:\HPCHEM\l\METHODS\MIRIFIC3.M

Last changed : 11/20/02 10:44:53 PM by mr

(modified after loading)
Analysis Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M
Last changed : 11/22/02 12:01:54 PM by AM

(modified after loading) :
P. mirifica method development on Prodigy C18, 250 X 4.5mm, with
acetonirile/0.1% acetic acid gradient '

DADT A, S1g=255,40 Ref=clt (PMIRTFG\TT2002T2.0)
mAU |
1 c £
£ 2 2 -
o o =
) £ 3
} g 3
o
5 ]
]
s ’ k\.—_——
- NV
v
5]
?
-10 J
1 - T T 1 — T
5 10 15 20 25 30 35 _min
External Standard Report
Sorted By - : Signal
Calib. Data Modified : Friday, November 22, 2002 11:12:18 AM
Multiplier : 1.0000
Dilution : 1.0000

Signal 1: DAD1 A, Sig=255,20 Ref=off

RetTime Type Area Amt /Area Amount Grp  Name
[min] [mAU*s] [ug/mL]
8.234 BB 29.11698 5.86062e-2 1.70644 puerarin ve= 3%
4.89757e-2 1.80717 daidzin ¢ %
4.47084e-2 2.30629 genistin /o3 .32%
3.67440e-2 2.28487 daidzein o . 8 %
3.17379%e-2 2.03020 genistein ree.5 7%
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