PM INSTRUMENT DETECTION
AND
QUANTITATION LIMIT STUDY
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Injection Date
Sample Name
Acg. Operator

Acg. Method
Last changed
Analysis Method
Last changed

11/6/02 4:49:07 PM
VII-156-4
MR/AM

Inj

Inj Volume ; 5 pl

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

11/6/02 2:22:52 PM by mr

C:\HPCHEM\1\METHODS\MIRIFIC1.M

11/7/02 10:41:20 AM by AM

(modified after loading)

p. mirifica method development on Luna C18(2), 150 X 3mm, with methanol/0.1%
acetic acid gradient ‘
DADT A, Sig=260, 10 Ref=off (PMIRIFTT0602BT.D) —
mAU 1] 2
1 N
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Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Signal 1: DAD1 A, Sig=260,10 Ref=off
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
1 17.863 PB 0.1404 5034.54736 551.99561 99.5954
2 23.512 BBA 0.2329 20.45225 1.33378 0.4046
Totals '5054.99961 553.32938

Results obtained with enhanced integrator!
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nt of window 43: Purity of Peak #1 at 17.863 min

purity of Peak #1 at 17.863 min
1g= ef=o RIFT1060ZB1.D)
Similarity curve, mean level 952,940 (670.903-999.997) of DAD1,17.767 (196 mAU, - ) Ref=17.55 & 18.528 of 11060281.0
*Threshold curve, mean level 207.758 (0.000-904.315) of DAD1,17.767 (196 mAU, - ) Ref=17.554 & 18.528 of 110602B1.D
! eSimilarity curve, mean level 952.940 (670.903-999.997) of DAD1,17.767 (196 mAU, - ) Ref=17.554 & 18.528 of 11060281.D
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nt of window 39: UV Apex spectrum of Peak 17.863 of 110602B1.D

UV Apex spectrum of Peak 17.863 of 110602B1.D
" ¥DAD7T, 17.8671 {166 MAU, - | ReF1.407 & 18528 of TI06028T.0 -
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2 File C:\HPCHEM\1\DATA\PMIRIF\110602B1.D Sample Name: VII-156-.

——————— **% End of Report ***
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a File C:\HPCHEM\1\DATA\PMIRIFC\11120201.D Sample Name: stdIV-1-:

mirifica std mix @ ca.l ug/mL

e e e o e A = T e S Y = e T = A A S A me A e A I I T e T T T N N s e e s s e e —

Injection Date : 11/12/02 1:08:29 PM Seqg. L?ne 2

Sample Name : stdIv-1-1 Vla} : 2

Acg. Operator : AM Injy - 1

Inj Volume : 5 ul
Acg. Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M

Last changed .+ 11/7/02 3:17:20 PM by AM

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

Last changed : 11/18/02 10:36:39 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, 5ig=260,10 Ref=off (PMIRIFC\TT120207.D)

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Signal 1: DAD1 A, Sig=260,10 Ref=off"

Peak RetTime r Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] % |
1 8.245 BB 0.0773 14.87587 2.92431 10.41°99
2 8.580 PB 0.0783 01.49347 2.98736e-1 1.0461
3 9.834 BB 0.0818 20.06622 3.78573 14.0555
4 12.170 BB 0.0882 32.21407 5.68017 22.5645
5 16.576 BB 0.0988 30.86376 4.81281 21.6186
6 20.112 BB 0.1070 43,25125 6.22933 30.2955

A YA EXEXEEXEERERRRREY REXREEREERXERXRE XEEXK
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a File C:\HPCHEM\1\DATA\PMIRIFC\11120201.D

Peak RetTime Type Width Area Height
# [min] [min] [mAU*s] (mAU] |
%;géis : 142.76465 23.73109

Results obtained with enhanced integrator!

*** End of Report ***

2.1 11/18/02 10:36:50 AM AM
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Sample Name:

stdIv-1-
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C 1 11/18/02 10:37:47
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: 2 File C:\HPCHEM\1\DATA\PMIRIFC\11120202.D Sample Name: stdIV-1-1
L ) mirifica std mix @ ca.l ug/mL
” ____._.==================================================C:-"_'=======.—:====
Injection Date 11/12/02 1:54:41 PM Seq. Line 2
Sample Name : stdIv-1-1 Vla} 2
Acg. Operator : AM Injy : 2
) Inj Volume : 5 pul
=) Acqg. Method C:\HPCHEM\ 1\METHODS\MIRIFIC3.M
Last changed 11/12/02 2:12:09 PM by AM
] (modified after loading)
) Analysis Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M
Last changed 11/18/02 10:36:39 AM by AM
L) (modified after loading)
L) p. mirifica method .development on Prodigy C18, 250 X 4.5mm, with
acetonirile/0.1% acetic acid gradient
) DADT A, Sig=250,10 Ref=oft (PMIRIFCVITT20202.D)
~ mAU:
" 4 -
» ]
2
]
- S|
» ] ~ L
» - — N
] b 0] Jrrn AT —
~ j T -~ U S
-
D 61
B ]
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- -
p -10
: o 5 " qo 15 b 25 30 0 g7 "
‘ ============:=========================================================
) Area Percent Report
‘ =======:—_====::===========================E============================
D
» Sorted By Signal
Multiplier 1.0000
» Dilution 1.0000
D -
» Signal 1: DAD1 A, Sig=260,10 Ref=off
» Peak RetTime Type Width Area Height Area
» # | [min] [min) [mAU*s] [mAU] %
. il R Bt B e e |
‘ 1 8.249 BB 0.0788 14.77854 2.92981 10.3790
2 8.581 BB 0.0787 1.52569 3.03468e-1 1.0715
” 3 8.832 BB 0.0816 20.13305 3.81334 14.1395
o 4 12.159 PB 0.0878 32.03378 5.68122 22.4974
5 16.560 BB 0.1007 30.67967 4.79414 21.5464



-a File C:\HPCHEM\1\DATA\PMIRIFC\11120202.D Sample Name: stdIV-1-1
Peak RetTime Type Width Area Height Area
# [min] [min] [MAU*s] [mAU] %
o' 20,098 BB | 0.1070 43.23797 6.22787 30.3662
Totals : 142.38870 23.74985

Results obtained with enhanced integrator!

———— = S R R s b A A

*** End of Report ***

C 1 11/18/02 10:37:47 AM AM Page 2 of 2
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a File C:\HPCHEM\1\DATA\PMIRIFC\11120203.D Sample Name: stdIV-1-1

mirifica std mix @ ca.l ug/mL

Injection Date : 11/12/02 2:40:52 PM Seqg. Line

Sample Name : stdIv-1-1 vial

Acg. Operator : AM Inj
Inj Volume

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

Last changed : 11/12/02 2:39:31 PM by AM

(modified after loading)
Analysis Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M
Last changed : 11/18/02 10:36:39 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=260, 10 Ref=olt (PMIRITFC\TTT20203.D)
mAU 1
6

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Signal 1: DAD1 A, Sig=260,10 Ref=o0ff

Peak RetTime Type Width Area Height Area
# | [min] [min] [mAU*s] [mAU] % |
1 8.282 BB 0.0771 14.84738 2.93025 10.3954
2 8.615 PB 0.0746 1.45873 3.00581e-1 1.0213
3 9.855 BB 0.0839 20.20769 3.80869 14.1484
4 12.178 BB 0.0857 32.13644 5.70414 22.5003
5 16.572 BB 0.09950 30.84375 4.80100 21.5952

C 1 11/18/02 10:38:26 AM AM
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.2 File C:\HPCHEM\1\DATA\PMIRIFC\11120203.D Sample Name: stdIV-1-1
Peak RetTime Type Wi@th Area Height Area
# [min] [min] [mMAU*s] [mAU] %

6 20.109 BB 0.1072 43.33298 6.22447 30.3395
Totals : 142.82697 23.76914

Results obtained with enhanced integrator!

*** End of Report ***

C 1 11/18/02 10:38:26 AM AM Paée 2 of 2



Injection Date
Sample Name
Acg. Operator

3‘33‘3

Acg. Method
Last changed

Analysis Method
Last changed

-a File C:\HPCHEM\1\DATA\PMIRIFC\11120204.D Sample Name: stdIl-1-1

mirifica std mix @ ca.l ug/mL

11/12/02 3:27:04 PM Seqg. Line : 2
: stdIv-1-1 i Vial : 2
: AM Inj : 4

Inj Volume : 5 pul
C:\HPCHEM\ 1\METHODS\MIRIFIC3.M
11/12/02 3:25:44 PM by AM
(modified after loading)
C:\HPCHEM\ 1\METHODS\MIRIFIC3.M
11/18/02 10:36:39 AM by AM
(modified after loading)

P. mirifica method development on Prodigy C18, 250 X 4.5mm, with

acetonirile/0.1% acetic acid gradient
fi DADTA, 5192260, 10 Ref=off (PMIRIFC\TT120204.D)

mNJ:

6-

Sorted By
Multiplier
Dilution

Signal 1: DAD1 A,

8ig=260,10 Ref=o0ff

Peak RetTime Type Width Area Height Area
# | [min] [min] [mAU*g] [mAU] %
T S, g | ________
1 8.279 0.0787 14.78399 2.93642 10.3527
2 8.611 PB 0.0787 1.54189 3.06205e-1 1.0797
3 9.858 BB 0.0815 20.1079%4 3.81315 14.0809
4 12.187 PB 0.0879 32.09656 5.68387 22.4762
5 16.591 BB 0.0990 30.98325 4.81872 21.6966
C 1 11/18/02 10:39:04 AM AM Page 1 of 2
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a File C:\HPCHEM\1\DATA\PMIRIFC\11120204.D

Peak RetTime Type Width Area Height
# [min] [min] [MAU*s] [mAU]

6 20.130 BB 0.1069 43.28899 6.24285
Totals : 142.80261 23.80121

Results obtained with enhanced integrator!

Sample Name:

!

stdiv-1-1

*** End of Report ***

1 11/18/02 10:39:04 AM AM
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a File C:\HPCHEM\1\DATA\PMIRIFC\11120205.D

mirifica std mix @ ca.l ug/mL

Injection Date

Sample Name
Acg. Operator

Acqg. Method
Last changed

Analysis Method
Last changed

: AM

11/12/02 4:13:17 PM Seq. Line
stdIv-1-1 Vial
Inj

Inj Volume
C:\HPCHEM\1\METHODS\MIRIFIC3.M
11/12/02 4:11:55 PM by AM
(modified after loading)
C:\HPCHEM\1\METHODS\MIRIFIC3.M
11/18/02 10:36:39 AM by AM
(modified after loading)

Sample Name: stdIV-1-1

P. mirifica method development on Prodigy C18, 250 X 4.5mm, with

acetonirile/0.1% acetic acid gradient

~ DADT A, Sig=260, 10 Ref=off (FMIRITFC\1TT20205.D)
mAU |
6
4]
]
1
2] _
O:P———MV\ IMAPJJJ& A/p\
: T W _
2]
4]
]
5
]
-8
5 10 15 "0 T " "3 " 35 40 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Signal 1: DAD1 A, Sig=260,10 Ref=0off
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
S S I RN PR ,
1 8.243 BB 0.0768 14.80912 2.93945 10.3497
2 8.575 BP 0.0815 1.65150 3.13422e-1 1.1542
3 9.850 BB 0.0819 20.29513 3.82562 14.1837
4 12.196 PB 0.0869 32.12740 5.77735 22.4530
5 16.593 BB 0.0991 30.93071 4.80666 21.6167

C 1 11/18/02 10:39:31

Page 1 of 2
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:a File C:\HPCHEM\1\DATA\PMIRIFC\11120205.D

peak RetTime Type Width Area Height
# [min] [min] [mAU*s] [mAU]
6 20.127 PB 0.1070 43.27352 6£.23485
Totals 143.08738 23.89736

Results obtained with enhanced integrator!

**%* End of Report ***

C 1 11/18/02 10:39:31 AM AM
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Sample Name: stdiv-1-1

30.2427
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.a File C:\HPCHEM\1\DATA\PMIRIFC\11120206.D

mirifica std mix @ ca.l ug/mL

Injection Date : 11/12/02 4:59:31 PM
Sample Name : stdIiv-1-1

Acg. Operator : AM

Acg. Method
Last changed

Last changed

C:\HPCHEM\1\METHODS\MIRIFIC3.M
11/12/02 4:58:09 PM by AM
(modified after loading)
Analysis Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M
11/18/02 10:36:39 AM by AM
(modified after loading)

Sample Name: stdIv-1-1

Inj
Inj Volume

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

mAU:
6

DADT A, Sig=260, 10 Ref=oft (PMIRTFC\TTT20206.D}

e

Sorted By
Multiplier
Dilution

Signal 1: DAD1 A, Sig=260,10 Ref=o0ff

Peak RetTime Type Width

# [min] | [min]
1 8.292 B 0.0788
2 8.626 PB 0.0797
3 9.877 BB 0.0817
4 12.204 BB 0.0880
5 16.606 BB 0.0988
C 1 11/18/02 10:40:13 AM AM

l”lll‘llilllllllllllll“lllilllllllllll‘tlll

Area
[mAU*s]

.76872
.59024
.23107
.17336
.83204

Height
[mAU]
2.92953
3.1063%e-1
3.82790
5.69011
4.80914

Page 1 cf 2
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:a File C:\HPCHEM\1\DATA\PMIRIFC\11120206.D

Peak RetTime Type Width Area Height
# [min] [min] [mAU*s] [mAU]
6 20.142 EB 0.1067 43.18166 6.23954
Totals 142.77708 23.80685

Results obtained with enhanced integrator!

*** End of Report ***

C 1 11/18/02 10:40:13 AM AM

Sample Name: stdIV-1-1

30.2441
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.a File Cc: \HPCHEM\ 1\DATA\PMIRIFC\11120207.D Sample Name: stdIV-1-1

mirifica std mix @ ca.l ug/mL

Injection Date : 11/12/02 5:45:44 PM Seq. Line : 2

Sample Name : stdIv-1-1 Vial : 2

Acqg. Operator : AM Inj : -
Inj Volume : 5 ul

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

Last changed : 11/12/02 5:44:22 PM by AM

(modified after loading)
Analysis Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M
Last changed : 11/18/02 10:36:39 AM by AM
. (modified after loading)
P. mirifica method development on Prodigy C18, 250 X 4.5mm, with

acetonirile/0.1% acetic acid gradient

----vv'vvvvvvvvv‘vvv‘

DADT A, Sig=264,10 Ref=0ff (PMIRIFCTT120207.D} }
mAU |
4]
2] U ;
] [ — U\\
i A :
0 ] b’\ . M\m‘\— -—*—u—_ o "JLMJ‘\/'\/\ s ‘
2 '

A
t

8
-10 94— T | T T T ] T T l
5 10 15 20 25 30 35 40 min
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Signal 1: DAD1 A, Sig=260,10 Ref=off

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*g] [mAU] | % |
1 8.260 BB 0.0791  14.93114 2.94670 10.4895
. 2 8.593 BB 0.0784 1.62146 3.13378e-1  1.1391
3 9.836 BB 0.0817 20.09270 3.79623 14.1156
4 12.198 BB 0.0880 31.89344 5.63986 22.4058
5 16.606 BP 0.0984 30.75643 4.82557 21.6071

C 1 11/18/02 10:41:58 AM AM Page 1 of 2.




a File C:\HPCHEM\1\DATA\PMIRIFC\11120207.D

Peak RetTime Type Width Area Height
‘ # [min] [min] [mAU*s] [mAU]
, 6 20.137 BE 0.1068 43.04911 6.21744
>. Totals : 142.34429  23.73917

*** End of Report ***

C 1 11/18/02 10:41:58 AM AM

!
Sample Name: stdIV-1-1

30.243
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P. mirifica detection limit study @ ca. 0.2 ug/mL

analyte |rep 1 rep2 |rep3 rep4 |repb rep 6 rep7 mean std.dev. |RSD
puerarin 3.7714] 5.5304| 3.64178] 3.3158 3.39554| - 3.34802] 3.55646| 3.79419} 0.725211 19.114
daidzin 3.98782| 4.851]3.97086| 3.7509 3.70086| 3.73521| 3.94364] 3.99146| 0.368298 9.227
genistin 5.11454] 5.5242|5.14196| 5.1389 513367| 5.09511| 5.20359] 5.193133| 0.138647 2.670
daidzein | 6.29351| 7.1055| 6.36158} 6.4282 6.31175] 6.39673| 6.34472| 6.463137| 0.265716 4111
genistein | 6.58418 7.2933} 6.64461) 6.6663 6.53] 6.53146| 6.57957| 6.689917] 0.250933 3.751
. |Quan.

conc. inj. Vol. famount Limit t value Det. Limit

(ng/uL) |purity |correct | (ub) (ng) sd(ng) {ng) (95%) (ng)
puerarin 0.197| 0.872/0.17178 5 0.85892| 0.164172] 1.641715 2.447| 0.401728
daidzin 0.1864| 0.972]0.18118 5] 0.905904} 0.083589| 0.835892 2.447| 0.204543
genistin 0.2232 1] 0.2232 5 1.116] 0.029795| 0.297952 2.447} 0.072909
daidzein 0.218 11 0.218 5 1.09] 0.044813| 0.448127 2.447| 0.109657
genistein 0.202 1| 0.202 5 1.01] 0.037884| 0.378842 2.447].0.092703 “
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4 File C:\HPCHEM\1\DATA\PMIRIFE\11190202.D Sampl

0.2 ug/mL P. mirifica standards mix

e Name: stdIV-3-17

Injection Date : 11/19/02 4:12:38 PM Seqg. Line 2

Sample Name : stdIv-3-17 Vial 2

Acqg. Operator : mr Inj : 1
Inj Volume : 5 ul

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

Last changed : 11/19/02 4:35:41 PM by mr

(modified after loading)
Analysis Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M
Last changed : 11/20/02 3:01:57 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, Sig=255,20 Ret=off (PMIRIFEXTTTY0202.0])
mAU 7]

6

8

-10 ] .

0 5 10 15 20 25 30 35 min
Area Percent Report

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

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

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

1 0 3 7.15340e~1 14.6454
2 0 3 7.42621e-1 15.4858
3 12.135 BB 0.0873 5.11454 9.13906e-1 19.8612
4 16.529 BB 0 6 9.65900e-1 24.4394
5 20.062 BB 0 6 9.57652e-1 25.5682

C1 11/20/02 3:02:02 PM AM

Page 1 of 2



® .a File C:\HPCHEM\l\DATA\PMIRIFE\11190202.D Sample Name: stdIvi-3-17
: Peak RetTime Type Wiclith Area Height Area
o b fmml | T min el w0l v
'i‘(—)t—:e—als : 25.75145 4.29542
’ Results obtained with enhanced integrator!
@ T T Y End of Report +xx
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0.2 ug/mL P. mirifica standards mix

Injection Date
Sample Name
Acg. Operator

11/19/02 4:53:45 PM
: stdIV-3-17
. mr

Acg. Method

Last changed
{modified after loa

Analysis Method

Last changed
(modified after loa

acetonirile/0.1% acetic acid gradient

.2 File C:\HPCHEM\1\DATA\PMIRIFE\11190203.D

C:\HPCHEM\1\METHODS\MIRIFIC3.M
11/19/02 4:52:16 PM by mr

ding)

C:\HPCHEM\1\METHODS\MIRIFIC3.M
11/20/02 3:01:57 PM by AM

ding)

Sample Name: stdIV-=3-17

Seqg. Line 2
Vial 2
Inj 2

Inj Volume 5 ul

P. mirifica method development on Prodigy C18, 250 X 4.5mm, with

DADT A, Sig=255,20 Ref=off (PMIRIFEXTTT90203.D})

MAU ]
8
o]

ﬁ

2]

C1 11/20/02 3:02:43 PM AM

P00 'D‘.fl’lii'il‘l’!l1l 099090900 CD"‘ID1|"D1||I L A A B A A B N A/ ID!!II’II!iI'Iiv vww

]
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‘10:( T T T | AP T — 1 — T T
0 5 10 15 20 25 30 35 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Signal 1: DAD1 A, Sig=255,20 Ref=off
Peak RetTime Type Width Area Height Area
# [min] [min] [(mAU*s] [mAU] % |
1 8.247 BB 0.0825 5.53038 1.03154 18.2495
2 9.827 BP 0.0819 4.85098 9.14093e-1 16.0076
3 12.147 BB 0.0882 5.52415 9.72903e-1 18.2289
4 16.536 BB 0.1003 7.10546 1.08695 23.4470
5 20.064 BB 0.1076 7.29334 1.04239 24.0670
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.a File C:\HPCHEM\1\DATA\PMIRIFE\11190203.D

Peak RetTime Type Width
# [(min] {min]

C111/20/02 3:02:43 PM AM

Area Height
[mAU*s] [mAU]

30.30431 5.04787

**% End of Report ***

Sample Name: std]

Area
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.a File C:\HPCHEM\1\DATA\PMIRIFE\11190204.D Sample Name: stdIV-3-1

0.2 ug/mL P. mirifica standards mix

a3 oSSR S R R T S I S T S S T S SR RSN SRS SRR =R RS T ET RS S EEERT =
- Injection Date : 11/19/02 5:34:48 PM Seq. Line
ro Sample Name : stdIVv-3-17 Vial
| Acg. Operator : mr Inj
Inj Volume
' Acg. Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M
u Last changed : 11/19/02 5:33:24 PM by mr

(modified after loading)
Analysis Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M
Last changed : 11/20/02 3:01:57 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, 5ig=255,20 Ref=off (PMIRTFEYTT1190204.D)
mAU 7]
8]
.{
q
6]

2
: \L ’_\ I
] \\-\M__‘_A___,/—- L _____ / A ~ ‘
r * |
) 4]
6]
-8 ]
-10 — ~ — - —r
5 10 15 20 25 30 35 n
:::::======:=======================================::::::::::::::::::%

Area Percent Report
===========:===================:======================================}#
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

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

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %

1 0 3 7.01847e-1 14.1369
2 0 3. 7.49619%e-1 15.4144
3 12.145 BB 0.0876 5.14196 9.14241e-1 19.9604
4 0 6 9.69371le-1 24.6948
5 0 6 9.60172e-1 25.7935

T C 1 11/20/02 3:03:20 PM AM
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‘ \HPCHEM\1\DATA\PMIRIFE\11190204.D Sample Name: stdiv-3-1

: :a File C:
;;: peak RetTime Type Width Area. Height Area
. # (min] [min] [mAU*s] [mAU] %
S M ol 2o veons aizemnn
"y Results obtained with enhanced integrator!
@ T o of Repert e
|
i
|
-
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a File C:\HPCHEM\1\DATA\PMIRIFE\11190205.D Sample Name: St@IV—B-l

0.2 ug/mL P. mirifica standards mix

e T T T T T e e E s e 1 T 1k
Injection Date : 11/19/02 6:15:50 PM Seq. Line : 2
Sample Name : stdIvV-3-17 Vial : 2
Acqg. Operator T mr Inj : 4

g Inj Volume : 5 pul
Acg. Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M
Last changed : 11/19/02 6:14:27 PM by mr

(modified after loading)
Analysis Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M
Last changed : 11/20/02 3:01:57 PM by AM
(modified after loading)
P. mirifica method development on Prodigy C18, 250 X 4.5mm, with

acetonirile/0.1% acetic acid gradient
f DADT A, Sig=255,20 Ret=off (PMIRIFEVTTT90205.D)

o UL"\\L--.L\_L AA._ 1 ~J ‘\'\/\.r\________“w/\\ﬁ~

6
8]
'10 T T - T * T T [ -
0 5 10 15 20 25 30 35
===========:=========================================================‘*
Area Percent Report
< ===========:=========================================================*
S Sorted By : Signal
: Multiplier : 1.0000
Dilution : 1.0000

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

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
1 0 3 6.57947e-1 13.1057
2 . 0. 3. 7.12649e-1 14.8255
3 12.141 PB 0.0877 5.13891 9.12452e-1 20.3119
4 0 6 9.63451le-1 25.40890
5 0 6 9.58204e-1 26.3489

C 1 11/20/02 3:03:47 PM AM Page 1 of 2




"™ . rile C:\HPCHEM\1\DATA\PMIRIFE\11190205.D Sample Name: stdfv-3-17

il l‘

Dy Pecak RetTime Type Width Area Height Area

 J #  [min] [min]  [mAU*s] (mAU] | % {

S PO UV Uiy Tutupu iy (VS - -

® Totals : 25.29998 4.20470

; Results obtained with enhanced integrator!

e g o *** End of Report ***
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2 File C:\HPCHEM\1\DATA\PMIRIFE\11190206.D Sample Name: stdIVv-3-1'

2 0.2 ug/mL P. mirifica standards mix
- ) ===_—_=======::==========================================—_,=============::‘
’ Injection Date : 11/19/02 6:56:54 PM Seq. Line : 2
[ Sample Name : stdIv-3-17 Vial : 2
, Acqg. Operator : mr Inj : 5
\ Inj Volume : 5 pul
a Acqg. Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M
Last changed : 11/19/02 6:55:29 PM by mr
- (modified after loading)
» Analysis Method : C:\HPCHEM\l\METHODS\MIRIFICB.M
Last changed : 11/20/02 3:01:57 PM by AM
4 (modified after loading)

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

DADT A, Sig=255,20 Ref=off (PMIRTFE\TT190206.D)
mAU 7]
’ 8 .
- .
4]
_ 5] U
g ] ./ \¥f
M e )
) 2]
r ]
4]
3z
]
-8
-10 —
0 5 10 15 20 25 30 35 m
=====================================================================r
Area Percent Report
=====================================================================t
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

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

‘Peak RetTime Type Width Area Height Area
# [min] [min] (mAU*s] [mAU] %

1 0 3 6.71162e-1 13.5433
2 . 0. 3 7.11984e-1 14.7610
3 12.119 BB 0.0878 5.13367 9.09657e-1 20.4759
4 0 6 9.58628e-1 25.1747
5 0 6 9.52362e-1 26.0452

C 1 11/20/02 3:04:21 PM AM Page 1 of 2




: .a File C:\HPCHEM\1\DATA\PMIRIFE\11190206.D Sample Name: stdil-3-17
D Peak Ret'?ime Type V_Jigith Area Height Area
# [min] [min] [mAU*s] [maU] %

9 S [ S O[PS (N —

Totals : 25.07183 4.20379
, Results obtained with enhanced integrator!
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.2 File C:\HPCHEM\1\DATA\PMIRIFE\11190207.D Sample Name: stdfv-3-17

0.2 ug/mL P. mirifica standards mix

Injection Date : 11/19/02 7:37: M Seq. .9
Sample Name : stdIV-3-17 Vial : 2
Acg. Operator :omr Inj : 6
Acg. Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M

Last changed : 11/19/02 7:36:33 PM by mr

(modified after loading)

s Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M
hanged : 11/20/02 3:01:57 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, Sig=255,20 R&t=off (PMIRIFEVTTT90207.0)
mAU 7]
8] .
1 |
6
4]
]
2]
: U S Y W B SR
2] ‘
4]
5
8]
1 T ~
°3 5 10 15 20 25 30 35 m
Area Percent Report
=====================================================================€.
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

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

Peak RetTime Type Width Area Height Area
# [min] [min] [(mAU*s] [mAU] %

1 0 3 6.54186e-1 13.3353
2 . 0 3. 7.10421e-1 14.8774
3 12.147 BB 0.0882 5.09511 8.97825e~-1 20.2939
4 0 6 9.55047e-1 25.4784
5 0 6 9.43297e-1 26.0150

C 1 11/20/02 3:04:47 PM AM Page 1 of 2



4 File C:\HPCHEM\1\DATA\PMIRIFE\11190207.D Sample Name: stdIV}-3-17

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] % {
%;géié-— 25.10653 4.16078

Results obtained with enhanced integrator!

**%* End of Report ***

«C 1 11/20/02 3:04:47 PM AM Page 2 of 2

IICC‘CCCCCCddddddddbcvcoooooooo.c.o..'-vv-



2 File C:\HPCHEM\1\DATA\PMIRIFE\11190208.D Sample Name: stdiv-3-17

0.2 ug/mL P. mirifica standards mix

£;3ection Date : 11/19/02 8:19:04 PM Seq. Line 5

Sample Name : stdiIv-3-17 Via} 5

Acg. Operator : mr Tnj -
Inj Volume : 5 ul

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

Last changed : 11/19/02 8:17:37 PM by mr

(modified after loading)
Analysis Method : C:\HPCHEM\1\METHODS\MIRIFIC3.M
t ed : 11/20/02 3:01:57 PM by AM
(modified after loading)
p. mirifica method development on Prodigy C18, 250 X 4.5mm, with
acetonirile/0.1% acetic acid gradient

Last cnang

DADT A, Sig=255,20 Ref=off (PMIRIFEVTTTI0208.D)
mAU 7]
8.
6]
4
2 — U
3 S e SV R S SRR ~J\/L
2]
4.
6
8
'10 T 1 N J T - T A 3
) 5 10 15 20 25 30 35 mi
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

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

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %

1 0 3 6.98725e-1 13.8772
2 . 0. 3 7.38844e-1 15.3880
3 12.134 BB 0.0863 5.20359 9.15978e-1 20.3043
4 0 6 9.66737e-1 24.7570
5 0 6 9.54007e-1 25.6734

C 1 11/20/02 3:05:17 PM AM Page 1 gf 2




2 File C:\HPCHEM\1\DATA\PMIRIFE\11190208.D Sample Name: stdJv-3-1

Peak RetTime Type Width Area Height Area
# [min] | | [min] | [mAU*g] [mAU] %
Totals : 25.62798 4.27429 a

Regults obtained with enhanced integrator!

*** End of Report ***
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