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BENCH SHEET

TOXICOLOGY LABORATORY
VET MED DIAG LAB
COLUMBIA, MISSOURI 65211
PHONE: (573) 882-6811

. -
CASE NUMBER 2/ C77-¢3

ANALYSIS_ S S7RGES A

T’ ul'.—]— ‘f

CHEMIST Dr George Rottinghaus

@i H ~
SAMPLE ,} ] e FlwAL
4o QoLeme | S4mle ocume. (Ouweme
- 1
fee X S.09  oo.f |208g, Jod fud
(0 oTROE “.“Oj /004 /2.3, (oA [,
COMMENTS: See for Standards, Spike and Graph.

Atomic Absorption
Spec. Ion Electrode
Gas Liquid Chrom
Thin Layer Chrom
HPLC

Other Z/OASSHY

.

DATE _ //=2/=03



2/077-03

D-7000 HSM: Estrogens Series: 0833 Report: modified System; Sys 1
D-7000 HPLC System Manager Report
Analyzed: 10/24/03 11:42 AM Reported: 11/17/03 02:59 PM

Processed: 11/17/03 02:59 PM
Data Path: F:\HSM\Estrogens\DATA\0833\ :
Processing Method: Soy phytoestrogens=YC

‘System{acquisition): Sys 1 Series:0833 ] :
Application: Estrogens Vial Numbexr: 1

Sample Name: Genl00/Dadl00/Gly20 Vial Type: STD1 :
Injection from this vial: 1 of 1 Volume: 20.0 ul :

Sample Description:

Chrom Type: HPLC Channel : 1

250 3
200 é %
E Jjoé
I 3
b 100 —J
& 3 H
a E t
2 g :
=] -3 H
H = .
50 :
"o :; :
—W”W”P“W”W”WW“””W“””W“””“P”W”W”“”P“W”WTW”P”W”W”W”V”W' %
7 8 9 10 i1 12 13 14 15 16 17 18 19 i
Retention Time (min) .
¥
3
i
No. RT Area Name Conc 1 Conc 2§
ppm ppm f
2 13.23 4755096 DIN 100.000 2000.00 §
3 14.27 914741 GLIN 20.0000 400.000 §
5 15.17 8788403 GIN 100.000 2000.00 ;

14458240 220.000 4400.00

Peak rejection level: 0

Page Indicator 1 / 14



D-7000 HSM: Estrogens Series: 0833

i
i
§

Report: modified System: Sys 1 ¢

D-7000 HPLC System Manager Report

Analyzed: 10/24/03 12:23 PM

Data Path: F:\HSM\Estrogens\DATA\0833\
Processing Method: Soy phytoestrogens-YC

System{acquisition): Sys 1
Application: Estrogens

Sample Name: Genl0/Dadl0/Gly2
Injection from this wvial: 1 of 1
Sample Description:

Reported: 11/17/03 02:59 PM
Processed: 11/17/03 02:59 PM

Series: 0833 ;
Vial Number: 2 ) i
Vial Type: STD2 :
Volume: 20.0 ul

Chrom Type: HPLC Channel : 1 - ‘

250 3
200 ;:: 3:
3 150-3 :
E 100 é 8 ;
d = . : & :
B E E z 9 '
E« 3 o l'—; a
‘Q —: Al . T
= :
]'”']""|'"‘I'"'|"”|r'”|""|""|""|""|""I""]""I""[“"]"“|""I'”'|""|'"‘[""]'”'l"”I"”""'|“' ,'
7 8 9 10 11 12 13 14 15 16 17 18 19 i
. Retention Tima (min)
No. RT Area Name Conc 1 Conc 2
ppm ppm
1 12.60 486710 DIN 10.0000 200.000
2 13.67 92050 GLIN 2.00000 40.0000 !
3 18.69 908831 GIN 10.0000 200.000 E
1487591 22.0000 440.000 i

Peak rejection level: 0

Page Indicator 2 /

14
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D-7000 HSM: Esirogens Series: 0833 Report: modified . System: Sys 1 a
D-7000 HPLC System Manager Report '

Analyzed: 10/24/03 07:12 PM

Data Path: F:\HSM\Estrogens\DATA\0833\
Processing Method: Soy phytoestrogens-YC
System(acquisition): Sys 1

Application: Estrogens

Sample Name: Genl00/Dadl00/Gly20
Injection from this wvial: 1 of 1

Sample Description:

Reported: 11/17/03 02:539 PM
Processed: 11/17/03 02:59 PM

Series:0833

Vial Number: 1
Vial Type: STDL
Volume: 20.0 ul

e e ity i

Chrom Type: HPLC Channel 1
250 3
3 =z
3 ¢ E
200 g !
3 % b
E 1&)@ ;
3 - B
B E :
8 100 . i
§ E g E
2 ] - ¥
L 3 - :
50 —3
3 F g
‘0 ;E T — + T - +
E 1
7 8 9 10 11 12 13 14 15 16 17 18 19 i
Retention Time (min) %
i
1
No. RT Area Name Conc 1 Conc ZQ
ppm ppm |
2 13.07 " 4820296 DIN 100.000 2000.00 3
3. 14.15 934367 GLIN 20.0000 . 400.000 ¢
5 19.05 9005086 GIN 100.000 2000.00 i
14759749 %

220.000 - 4400.00

Peak rejection level: 0

Page Indicator. 3 / 14
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D-7000 HSM.: Estrogens Series: 0833 Report: modified System: Sys 1

D-7000 HPLC System Manager Report
Analyzed: 10/24/03 07:53 PM Reported: 11/17/03 02:59 PM
Processed: 11/17/03 02:59 PM

Data Path: F:\HSM\Estrogens\DATA\0833\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 1 Series:0833

Application: Estrogens Vial Number: 2 ;
Sample Name: Gen10/Dadl0/Gly2 Vial Type: STD2 @
Injection from this vial: 1 of 1 Volume: 20.0 ul i

Sample Description:

Chrom Type: HPLC Channel : 1

250 3 ;
3 i
200 3 ;
g vlﬂ>j ;
Fol 3 & :
a 100 — - -
§ E - 2
& 3 5 8 =
- a o
‘o ? .//\¥f !
_W”W”P”W”W”W”V”W"V”W"V”W“V”W”P”W“V””W”””W”””W”””W””m
7 8 9 10 11 12 13 14 15 16 17 18 18
Retention Time (min)
No. RT Area Name Conc 1 Conc 2]
ppm ppm
1 13.15 505891 DIN 10.0000 200.000
2 14.17 101166 GLIN 2.00000 40.0000
3 18.97 926477 GIN 10.0000 200.000 !
1533534 22.0000 440.000

Peak rejectioﬁ level: 0

Page Indicator 4 / 14



D-.7000 HSM: Estrogens

Series: 0833

Report; modified

System: Sys 1 &

Area

Area

Area
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4000000

2000000

o

Channel 1 Calibration Curves and Results

WName: DIN

R B Bt B LU LI ILELEE LML S IUR I

0 20 40 60 80 i00
Concentration (ppm)

Name: GLIN

B A L) L S Ry iy RS LA ALY LA R LAY SRS AL KA LA ML S

0 2 4 6 8 10 12 14 16 ' 18 20 22
Concentration (ppm)

Name: GIN

g

....|1'.y|....,..]r|'.|yxu—|'.||||yy‘].-|...]..v.l
0 20 40 60 80 100

Concentration (ppm)

Page Indicator
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RT= 13.01 min
R2= 0.9998
Ay= 0.000e+000°
A = 2.088e-005
A,= 0.000e+000:
= 0.000e+00
A 000e o!
"j
i
i
%
14.07 min!
0.9996 e
0.000e+000
2.162e-005
0.000e+000:
0.000e+000:
i
1
]
1
4
i
!
i
1
RT= 18.97 min’
R2= 0.9996
A= 0.000e+000’
= 1.123e-005;
= 0.000e+000
= 0.000e+000



D-7000 HSM: Estrogens Series: 0833 Report: modified System: Sys L ,
D-7000 HPLC System Manager Report

Analyzed: 10/24/03 01:04 PM Reported: 11/17/03 02:59 PM
Processed: 11/17/03 02:59 PM

Data Path: F:\HSM\Estrogens\DATA\0833\
Processing Method: Soy phytoestrogens-¥C

System(acquisition): Sys 1 ) Series: 0833
Application: Estrogens Vial Number: 3
Sample Name: Control 1 Vial Type: UNK
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

250 3
200 3
E 1m-§
by 3
a 100
=] B ~
1] 3
o 3
5 3 .
0 ;-_:-
3 |
7 8 $ 10 11 12 13 14 15 16 17 18 19
Retention Time (min) 1s
%
No. RT Area Name Conc 1 Conc 25
ppm ppm |
2 12.63 3392762 DIN 70.8341 1416.68 X Oigll= 8@5p
3 13.69 459360 GLIN 9.93095 198.619X0.637 = 1y
6 18.63 6905972 GIN - 77.5872 1551.74X0E&1{';97D/‘I
10758094 158.352 3167.04

Peak rejection level: 0

Page Indicator 6 / 14



D;7000 HSM: Estrogens Series: 0833 Report: modified System: Sys 1 :
D-7000 HPLC System Manager Report

Analyzed: 10/24/03 01:45 PM Reported: 11/17/03 02:59 EM
Processed: 11/17/03 02:59 PM

Data Path: F:\HSM\Estrogens\DATA\0833\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 1 Series:0833

Application: Estrogens Vial Number: 4 .
Sample Name: Control 2 Vial Type: UNK S
Injection from this wvial: 1 of 1 Volume: 20.0 ul i

Sample Description:

Chrom Type: HPLC Channel : 1 -

250
é
200
E’, 150 ;
3 .
ol E !
a 100 —
i E
P 3
& 3
50 —
. o :g ‘
3 -
7 8 9 10 11 12 13 14 15 16 17 8 .19 ‘
Retention Time -(min) H
|
No. RT Area Name Conc 1 Conc 2:
ppm : ppm
2 12.53 3515605 DIN 73.3988 1467.98;(6-%‘;6/1? _97_‘?—,4,
3 13.61 455581 GLIN 9.84925 196.985x6L &37 = {35 pp
6 18.72 7168488 GIN 80.5365 1610.73 X 0; &2 = 1093,
11139674 163.785 3275.69

Peak rejection level: 0

Page Indicator 7 / 14
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D-7000 HSM: Estrogens Series: 0833 Report: modified System: Sys 1 :
D-7000 HPLC System Manager Report

Bnalyzed: 10/24/03 02:26 PM Reported: 11/17/03 02:59 PM
Processed: 11/17/03 02:59 PM

Data Path: F:\HSM\Estrogens\DATA\0833\
Processing Method: Soy phytoestrogens-¥YC

System(acquisition): Sys 1 Series:0833

Application: Estrogens vial Number: 5 ‘
Sample Name: Control 3 Vial Type: UNK ;
Injection from this wvial: 1 of 1 Volume: 20.0 ul :

Sample Description:

Chrom Type: HPLC Channel : 1

250 :
200 : !
E 150
n
q 100
§
O
&
50
. \
]""|"”|“"|""["”|"”|“"|'”'|""|""|""|"']""|""I""l""|““|'r"l""|""|"'"""l”"l"”]""|"'
7 8 9 10 11 12 13 14 15 16 17 1B 19 i
Retention Time (min) 1
@
No. RT Area Name Conc 1 Conc 21
ppm ppm
2 12.81 3534494 DIN 73.7931 1475.86X0lp/ = 19On
3 13.89 558971 GLIN 12.0845 241.689X SABO-€37> I£
6 18.77 7124291 GIN §0.0400 - 1600.80 X0.623 = 06D,
11217756 165.918 3318.35

Peak rejection level: 0

Page Indicator 8 / 14



D-7000 HSM: Estrogens Series: 0833

Report; modified

System: Sys 1 -

D-7000 HPLC System Manager Report

Analyzed: 10/24/03 03:07 PM

Data Path: F:\HSM\Estrogens\DATA\0833\
Processing Method: Soy phytoestrogens-YC
System(acquisition): Sys 1

Application: Estrogens

Reported

Processed:

Series:0

: 11/17/03 02:59 PM
11/17/03 02:59 BM

833

Vial Number: 6

Sample Name: Spike 1 (regular bird chow) Vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul .
Sample Description: :
i
Chrom Type: HPLC Channel : 1
_ ' i
250 3 !
2oo-§ !
3 z
E g
g 150 =
B 3 g .
g 100 N
=] ~ 'z
E 3 i
50 g
3 = q " =
3 o = o
o "—; T . T T *—'ﬁ*_'*
-:[""l""|""I""]""l""|”'>‘I""|"”I""|""I""|""I“”]""I'“'|""|""|”"_I”"|""I“"|”“l“"|““|"' .
7 8 9 10 11 12 13 14 15 16 17 18 19 :
Retention Time (mi.n) 1:
No. RT Area Name Conc 1 conc 2;
ppm ppm
2 12.70 1103904 DIN 23.0473 460.946 ;
3 13.81 207729 GLIN 4.49091 89.8182
6 18.81 2034495 GIN 22.8571 457.143
3346128 50.3954 1007.91

Peak rejection level: 0

Page Indicator 9 / 14
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D-.7000 HSM: Estrogens Series: 0833 Report: medified System: Sys 1

D-7000 HPL.C System Manager Report

Analyzed: 10/24/03 03:47 PM

Data Path: F:\HSM\Estrogens\DATA\0833\
Processing Method: Soy phytoestrogens-YC
System (acquisition): Sys 1 '
Application: Estrogens

Sample Name: Spike 2 (regular bird chow)
Injection from this wvial: 1 of 1

Sample Description:

Reported: 11/17/03 02:59 PM
Processed: '11/17/03 02:59 PM

Series:0833

Vial Number: 7

Vial ‘Type: UNK :
Volume: 20.0 ul i

Chrom Type: HPLC Channel 1 :

250 3 %

200 3 - /

3 @ :

3 150 - K

3 =z i

i 3 A !

@ 100 - H
g — @ CE
£ 3 Rog
g 3 R
50 3 2

' o] :; T a . 'IAL—EL T - L ﬁ" T a -

7 8 9 10 11 12 13 14 15 16 17 18 19 i

i

Retention Time (min) i

No. RT Area Name Conc 1 Conc 2|

ppm ppm

2 12.97 1180919 DIN 24.6552 493,105 |

3 14.00 254294 GLIN 5.49762 109.952

8 18.85 2139387 GIN 24.0357 480.714
3574610 54.1885 1083.77

Peak rejection level: 0

Page Indicator 10 / 14



D;7000I{SB4:Eongens Series: 0833

Report: modified

i

i

System: Sys 1 ;

D-7000 HPLC System Manager Report

Analyzed: 10/24/03 04:28 PM

Data Path: F:\HSM\Estrogens\DATA\0833\
Processing Method: Soy phytoestrogens-YC
System(acquisition): Sys 1

Application: Estrogens

Sample Name: Spike 3 (regular bird chow)

Reported: 11/17/03 02:59 PM
Processed: 11/17/03 02:59 PM

Series:0833
Vial Number: 8 .
"Vial Type: UNK

Injection from this wvial: 1 of 1 Volume: 20.0 ul
Sample Description: ;
Chrom Type: HPLC Channel 1 ;
{
250 :
;
200 . :
3 @ :
E i
g 150 = :
2 E z i
kol 3 a :
@ 100 3 g
§ E o Z
; 3 ol
50 S
3 2 < = 5 b 3
.3 : N :
0 T - t — L X
7 8 9 10 11 12 13 14 15 16 17 18 19 é
Retention Time (min) ‘f
No. RT Area Name Conc 1 Conc 25
’ ppm ppm
2 12.99 1275188 DIN 26.6234 532.467 X041 * 325
3 14.07 277262 GLIN 5.99415 119.883 X037 < 76 pp-
8 18.91 2227161 GIN '25.0217 500.434)(03:-(025—"‘03[,1}40.
3779611 57.6392 1152.78
Peak rejection level: 0
Page Indicator 11 / 14



D-7000 HSM: Estrogens Series: 0833

Report: modified

System: Sys 1 °

D-7000 HPLC System Manager Report

Analyzed: 10/24/03 05:09 PM

Data Path: F:\HSM\Estrogens\DATA\0833\
Processing Method: Soy phytoestrogens-YC
System(acquisition): Sys 1

Application: Estrogens

- Sample Name: Sample 1 (21077-03)

Reported: 11/17/03 02:59 PM
Processed: 11/17/03 02:59 PM

Series:0833
Vial Number: S
Vial Type: UNK

Injection from this vial: 1 of 1 Volume: 20.0 ul
Sample Description: !
Chrom Type: HPLC Channel 1 ;
4
1
250 3
2oo<j :
3 z :
~ E 8 :
E E z E:
a 100 —3 a !
g E ; H
8 3 8 B '
g 3 < 8 H
50 —J N o
3 : /\ N T
‘0 3 —— e St T s
ﬁl””V”W””““W“”V”T”““”1“““”W“”“”W””“”W”““”W””““W””“”W””“”W””“”W“““” é
7 8 9 10 1 12 13 14 15 16 17 18 19 3
Retention Time (min) l
No. RT Area Name Conc 1 Conc_ﬁ
ppm ppm | .
2 12.92 920748 DIN 19.2234 384.468 X 0.6/ 23S,
3 14.00 146777 GLIN 3.17319 63.4637¢0. (87° $0p
8 18.93 1813295 GIN 20.3720 407.440 x8.425 > 25C
2880820 42.7686 855.372 ;
Peak rejection level: 0 /QUCZ

—

| ‘

Page Indicator

Daip2E!Y - 50 pp™
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D'-7000 HSM: Estrogens Series: 0833 Report: modified : System: Sys 1 -
D-7000 HPLC System Manager Report |

Analyzed: 10/24/03 05:50 PM Reported: 11/17/03 02:59 PM
Processed: 11/17/03 02:59 PM

Data Path: F:\HSM\Estrogens\DATA\0833\
Processing Method: Soy phytoestrogens-YC

System{acquisition): Sys 1 Series:0833

Application: Estrogens Vial Number: 10 :
Sample Name: Sample 2 (21077-03) Vial Type: UNK i
Injection from this wvial: 1 of 1 Volume: 20.0 ul ;

Sample Description:

Chrom Type: HPLC Channel : 1

250
1
T
200 - !
i
z !
~ g :
E 150 g
B a E
a 100 A ;
E . 3‘ < ¢
A o g !
50 . Cos
g 208 g 8 8 2
: i /\ T R G
'0 — 4 {‘/\InL* |H'| - .
]""I""|‘“'l""|""|“"|"“I""|'_"‘|‘{"[""l‘"'|""I"“]""'I""]""I'"'['”'l""|""|“”|""I'”‘|""I’” .
7 8 9 10 11 12 13 14 15 16 17 18 19
Retention Time (min)
No. RT Area Name Conc 1 Conc ﬁ
. ppm ppm ¢
2 12.85 973842 DIN 20.3319 406.637 XG:6/ = 2509/,
3 ’ 13.91 172650 GLIN 3.73254 ,74.6507)({_2&37 = 49/‘/’
8 18.80 1846583 GIN 20.7460 414,920 X 0'625':-Zh0r
2993075 44,8104 8961208 :

Peak rejection level: O

Page Indicator 13 / 14



D-7000 HSM: Estrogens Series: 0833 Report: modified System: Sys 1 &
D-7000 HPLC System Manager Report

Analyzed: 10/24/03 06:31 PM Reported: 11/17/03 02:59 PM-
Processed: 11/17/03 02:59 PM

Data Path: F:\HSM\Estrogens\DATA\0833\
Processing Method: Soy phytoestrogens-YC

System{acquisition): Sys 1 Series:0833 i
Application: Estrogens Vial Number: 11 |
Sample Name: Sample 3 (21077-03) vVial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

250
200 é
,E z
R 3 & ,
E 150 —_? 2 ﬁ
B E .oz ' s
E 100 a f
3 3 s B ]
& 3 S © I
. 50 //\\ = !
' i
I"_"I""l"“|"”|""I”"|‘"'I"”[""I""|""I""|""I""[""I""|'”'I'”'|""l""|“"I‘”'|""I""[”"I‘” ;
7 8 9 10 11 12 13 14 15 16 17 i8 19 l
Retention Time (min} i
No. ‘RT Area - Name Conc 1 Conc 2
ppm ppm
i ¥ [ = ,ZS-B[‘(
2 12.83 1012813 DIN 21.1455 422.910X 0.6/ 50
3 13.93 183041 GLIN 3.95719 79.1431Xp.&37 * P
8 18.89 1911555 GIN 21.4759 429.519 X §. 628 2279,
3107403 46.5786 931.573 |

Peak rejection level: O

Page Indicator 14 / 14



casE NUMBER &/ C 7703

BENCH SHEET :
TOXICOLOGY LABORATORY
VET MED DIAG LAB -
COLUBILA, MISSOURI 65211
PHONE: (573) 882-6811

ANALYSIS___ Mvcgotoxin Screen

CHEMIST Dr George Rottinghaus

SAMPLE . Amt mls ul aflatoxin | vomitoxin | zearalenone | ochratoxin
_ used spotted y :
: [2)
o[ Fand  |soen Zaa| 2o [/OID[ — | /VID VK
s J e 20| — [V —— 1
S VLa\/\B/WI/I ] ' L= YST | YD 2—"/ 5 7
COMMENTS: See 2%/ 9 P~ & Dor TLC Standards and Spike

1. Spiked with 100 ul €ach: 25 ppm zearalenone, 2.5 ppm ochratoxin A, 0.5 ppm aflatoxin B,
2. Spiked with 100 ul 25 ppm vomitoxin

»C
ﬂl/)/- 0.& L/”/’ bl
Oc br- ©-25 ppo> g |
et - & S fi EXAMINED BY %Lgkg%w\
. i) ‘ -
Yo ~ & 5"}/7?"\ : DATE //{2.%50_3




2[077-0%

BENCH SHEET CASE NUMBER_-
TOXICOLOGY LABORATORY e
VET MED DIAG LAB ANALYSIS £5TROG XS
COLUMBIA, MISSOURI 65211
PHONE: (573) 882-6811 : CHEMIST Dr George Rottinghaus
SAMPLE : FrAAc
G _ :
X Lﬁm . O LUmc] w’\ . ‘pbﬁjﬂ; ‘(D Utm € bLume.
~ <] 1
F bl 205 100nl |20 4 |1l ™4
—
<O - boog w008 20o0r 1L [l
J J/ J
COMMENTS: See for Standards, Spike and Graph.

Atomic Absorption __

Spec. Ton Electrode ___ ' -
Gas Liquid Chrom .

Thin Layer Chrom __ EXAMINED BY -

HPLC

Other  Dysassy mCF-7 cetes DATE
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BENCH SHEET

TOXICOLOGY LABORATORY

VET MED DIAG LAB

COLUMBIA,

MISSOURI 65211

PHONE: (573) 882-6811

CASE NUMBER_-2/0 77- O3

ANALYSIS Ergot Screen

CHEMIST Dr George Rottinghaus

SAMPLE | amt. vol Final | ergosine | ergotamine | ergocornine | ergocryptine | ergocristine
: used Vol

feed /05 o 20| ~ _ - — —
greoT |03y /00 109  + + + + +
COMMENTS:See_R22 ¢S -D 3, Standards, Spike an& Graph.

Alkaloid Conc RT PkHt RsF Sa_mpIeR"I.‘ Pk Ht Conc
Ergosine

Ergotamine

Ergocornine

Ergocryptine

Ergocristine

M224 method

Ergosil metho

d &«

'EXAMINED BY )jz@;% A
DATE /0/3 a/03




D-7000 HSM: Samples Series: 0692 Report: Report0002 System: Sys 2

D-7000 HPL.C System Manager Report

Analyzéd: 10/30/03 11:50 aM Reported: 10/31/03 01:37 PM
' Processed: 10/31/03 01:37 PM

Data Path: C:\win32App\HSM\samples\DATA\0692\
Processing Method: ergot screen

System(acquisition): Sys 1 Series: 0692

Application: Samples ] Vial Number: 1
Sample Name: 100 ppb ergot mix " Vial Type: STD1
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 2

200 3
= E
3 H ] ] o
150 -] ¥ fé i 5
= - o S -
S 3 2 $ g §
- 100—: ~ = HJ‘
i) — - n o
Bl 1 R . o~
o 3 “ < .
5 3 o
- e
E 50 ] S K
0 S - [
_un||u|||u||u.r|n||||n|]|n||.u||||u|n||lnn|un|nn:[H..nlvn.||||||Inn,nn|un|||nvlnnlv:n]nn]nu
0 1 2 3 4 5 6 7 8 9 10 11
Retention Time (min)
- Name RT Area ~Conc 1 Conc 2
ppb ' ppb
ergosine 3.85 1077651 100.000 200.000
ergotamine 4.57 1233276 100.000 200.000
ergocornine 6.47 985731 100.000 200.000
ergocryptine 8.51 1134491 100.000 200.000
ergocristine 9.79 1193459 100.000 200.000
5624608 500.000 1000.00

Peak rejection level: 10
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D-7000 HSM: Samples Series: 0692 Report: Report0002 System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 10/30/03 02:13 PM ' ) Reported: 10/31/03 01:37 PM
Processed: 10/31/03 01:37 PM

Data Path: C:\Win32App\HSM\samples\DATA\0692\
Processing Method: ergot screen

System(acquisition): Sys 1 Series: 0692
Application: Samples Vial Number: 1
Sample Name: 100 ppb ergot mix Vial Type: STD1
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 2

zoo'; 2
4 g8
. 3 H @ g
150 2 P2
3 o g o
~ 3 c 5 g § 7
g 3 RN ) & H
~ E i 2 5 4
5 100 - 8
H 4 a - R
e E 3 s - s
d 3 f = -
[ 4 —
2 E
5 50 ]
0 ] L LA
_,...I...,l..|-|-u-[-l"|""|""-l""l""l""[""]””[””I'L‘HIHHIH”l”“I””l‘”']“”l““l‘”'l”“'“”
0 1 2 3 4 5 6 7 8 9 10 i1
Retention Time (min)
Name RT Area Conc 1 Conc 2
ppb ppb
ergosine 3.86 1056145 100.000 200.000
ergotamine 4.57 1227806 100.000 200.000
ergocornine 6.49 978967 100.000 200.000
ergocryptine 8.53 1140524 100.000 200.000
ergocristine 9.81 1194799 100.000 200.000
5598241 500.000 1000.00

Peak rejection level: 10
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D-7000 HSM: Samples Series: 0692 Report: Report0002 System: Sys 2

Channel 2 Calibration Curves and Results

Name: ergosine

RT= 3.86 min
2xSD = 3.041e+004
1000000 ' .
Ay= 0.000e+000
800000 . A;= 9.372e-005
A, = 0.000e+000
[ Ry= 0.000e+000
5 600000
400000
200000
0 .
D o e e L IR BERARERES B
0 20 40 60 80 100

Concentration (ppb)

Name: ergotamine
RT= 4.57 min
1200000 2xSD = 7.736e+003
1000000
800000
600000
400000
200000
[
I
0

Ry= 0.000e+000
A= 8.1260-005
A= 0.0000+000
A;= 0.000e+000

]
0
H .
4
R B o o I B e MABRBRS RS
20 40 60 80 " 100
Concentration (ppb)
Name : ergocbrnine
k| RT= 6.48 min
1000000 —] 2xSD = 9.565e+003
3 A,= 0.000e+000
800000 — A= 1.0180-004
3 A = 0.0000+000
¢ 600000 - Ay= 0.0008+000
400000 —
200000 —
'
A B e e s o o s mam s e

[¢] 20 40 60 80 100

Concentration (ppb)
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D-7000 HSM: Samples Series: 0692 Report: Report0002 System: Sys 2
Name: ergocryptine
1200000 RT=  8.52 min
2%SD = 8.531e+003
1000000 Ay= 0.0008+000
A= 8.7910~005
800000 Ay= 0.0008+000
o Ay= 0.000e+000
5 600000
400000
200000
0
[y S EEARE R Rasas T
0 20 40 60 80 100
Concentration (ppb)
Name: ergocristine
’ RT= 9.80 min
1200000 2%SD = 1.8950+003
1000000 Ay= 0.000e+000
A = 8.374e-005
800000 A,= 0.000e+000
d Ay= 0.000e+000
[
d 600007
400000 —
200000
O .
R ey s o LB I e e e B B
0 20 40 60 . 80 100
Concentration (ppb)

Name Pts A0 Al A2 a3 2 x SD Units
ergosine 2 0.000E+00 9.372E-05 0.000E+00 0.000E+00 3.041E+404 prb
ergotamine 2 0.000E+00 8.126E-05 0.000E+00 0.000E+00 7.736E+03 ppb
ergocornine 2 0.000E+00 1.018E-04 0.000E+0Q0 0.000E+00 9.565E+03 ppb
ergocryptine 2 0.000E+00 8.791E-05 0.000E+00 0.000E+00 8.531E+03 ppb
ergocristine 2 0.000E+00 8.374E-05 0.000E+00 0.000E+00 1.895E+03 prb

Least Squares Analysis

Order:

Through zero:
Weight factor:

YES

1.0

Linear - f{(Response)
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D-7000 HSM: Samples Series: 0692 Report: Report0002 System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 10/30/03 01:47 PM Reported: 10/31/03 01:37 PM
Processed: 10/31/03 01:37 PM

Data Path: C:\Win32App\HSM\samples\DATA\0692\ :

Processing Method: ergot screen

System(acqguisition): Sys 1 Series:0692

Application: Samples Vial Number: 10
Sample Name: 21077-03 Vial Type: UNK
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 2

i
B o
K <
= ~
Q
o
]
H
& & - 2
- o
VlllI1l1l|’rllllllll'llllllll||lll|l||lIIIIIIIII|I|l'|l]'1T|lllllIl‘l‘|ll|Il|||l‘l¥||l|lll|]llll||I~ll||llll|lll|llII'IIII
0 1 2 3 4 5 6 7 8 9 10 11
Retention Time (min)
Name RT Area Conc 1 Conc 2
ppb ppb
0 0.000000 0.000000

Peak rejection level: 10
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D-7000 HSM: Samples Series: 0692 Report: Report0002 System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 10/30/03 02:00 PM Reported: 10/31/03 01:37 PM
Processed: 10/31/03 01:37 PM

Data Path: C:\Win32App\HSM\samples\DATA\0692\
Processing Method: ergot screen

System(acquisition): Sys 1 Series:0692

Application: Samples Vial Number: 11
Sample Name: ergot Vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 2

200 1
:: -‘5’ I E
150 E a o
- E g s
] 1°
by 100 2 2 ; g
o ! . wn .
2] - — | ? ey
g . | @ .
1 E 2
g 50 —
3 8= &
3 o I
0 __: i et
—‘“'l|"'lllltl[lllllll,ll|lvlllllll|lll||llIllll|l||||l|l|||lIlI|ll|N||||I|Ivll|ll|l||ll|||lllllllll||ll||l|l||ll||||I|
0 1 2 3 4 5 6 7 8 9 10 11
. Retention Time (min)
Name RT Area Conc 1 Conc 2
ppb ppb
ergosine 3.87 2377055 222.778 445.556
ergotamine 4.58 1758455 142.900 285.800
ergocornine 6.50 1099584 111.933 223.866
ergocryptine 8.55 - 991421 87.1567 174.313
ergocristine - 9.82 1000485 - 83.7837 167.567
7227000 648.551 1297.10

" peak rejection level: 10
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SAMPLE CUSTODY RECORD

CHAIN OF CUSTODY RECORD FOR HISTOLOGICAL, CHEMICAL AND

BIOCHEMICAL SAMPLES

Date 1/22/04
Page _ 1 of _1_

¥

- 1379.04

Battelle
Marine Sciences Laboratory
1529 West Sequim Bay Road
Sequim, Washington 98362

. . To: Vet Med Diagnostic
Project No.: 44626 - Laboratory
Project Name: Avian Dosing Study Address: College_ of
Veterinary Medicine-
Project Manager: Crystal Driver University of Missouri
Phone: 509-375-2721 .
Atin: Dr. George
Parameters Rottinghaus
[ =
g 8
o
glele 2
L1252 2 35
Sample Collection 215388 E E
Lab No. | No. Date Matrix Fl]Gy=|ud 250 | Ml Date/Lot Number
Layena 030CT09. Feed store at
ADS-03 October 2003 | Game bird X X| X ] X 2 ambient Room
PNNL Chow _temperature.
\‘\ \\
~N \
~. \
- \
-\
a)
[) / ’ . total # of containers 2
Refinguishad by: Récéived by: 24/~ ' Shipment Method:
Dy Whandys. 4[22[@5 (300 6 /300 ﬂ’awﬁm; I Conditions:
Signature Date Time Sifinature te ime Special Requirements or Conditions:
Davielle whartonn  ProwiL Sample Disposition:
Printed Name Company Printed Name Company
Relinquished by: Recelved by: Distribution:
1. 2 coples to the Laboratory
: 2. 1 copy project manager
Signature Date Time Signature Date Time 3. Retumn completed original to Battelle
. Marine Sclences Laboratory
Printed Name Company Printed Name Company

Please fax form to 509-375-6666 upon raceipt with receipt signature.
Please enclose the original form with test results

J
Hd?

Bea !
/;06 [

)




BENCH SHEET

TOXICOLOGY LABORATORY
VET MED DIAG LAB

COLUMBIA, MISSOURI 65211
PHONE: (573) 882-6811

CASE NUMBERM

ANALYSIS ESTROGEY gertviry

CHEMIST Dr George Rottinghaus

COMMENTS:

Atomic Absorption __
Spec. Ion Electrode __

Gas Liquid Chrom
Thin Layer Chrom

. HPLC

Other __IDASTHY mCF-7 ce

) e,

SAMPLE Give | F WAL
/f»?[ Yocume "’7[ 0w | 0oume
*/ 3g. 1000 laoY.05 Yoo| 1wk
£ 24.0 /oD..[ .zm.:i, Yo © INQ
4
COOT RO 2o ol |8z3, 1100 L
7 7 _
See for Standards, Spike and Graph.

EXAMINED BYLZ //MK :
o/

DATE
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" BENCH SBEET

TOXICOLOGY LABORATORY

VET MED DIAG LAB
COLUBIA, MISSOURI 65211
PHONE: (573) 882-6811

CASE NUMBER

ANALYSIS

(279~ 6y

Mycotoxin Screen

CHENOST Dr George Rottinghaus

SAMPLE Amt mls ul aflatoxin | vomitoxin | zearalenone [ ochratoxin
v used spotted e
A Ford T [Fom| st s [P0 | —— [ O |
s — 1 Ze | 2 | — | MDI|- —
@[ Co 2 |so.00] oo | 22 | VD | — | VD | D
— | e | 27m | —| 7 —
8| S yplopn] S04 |“Sme | ZB0| 45| —— 2y | .3
R ) = 1 R I R
SQL .cd‘(}é 1T | /o ,‘-/5.’.1— , 4D .Y 1. Sy
COMMENTS: See .~ for TLC Standards and Spike

1. Spiked with 100 ul each: 25 ppm zearalenone, 2.5 ppm ochratoxin A, 0.5 ppm aflatoxin B,
2. Spiked with 100 ul 25 ppm vomitoxin .

o Lha b (ot

EXAMINE

DATE (/2 ?%“/



BENCH SHEET
TOXICOLOGY LABORATORY
VET MED DIAG LAB
COLUMBIA, MISSOURI 65211
PHONE: (573) 882-6811

CASE NUMBER. /.3 §7 -0/

ANALYSIS Ergot Screen

CHEMIST Dr George Rottinghaus

SAMPLE | amt vol Final | ergosine | ergotamine | ergocornine | ergocryptine | ergocristine
used Vol
2/ /04 )8/60 o?J et - - — -
#2  |70g Ohoo 2l | - — — — -
7
- 7
cr»;f)?l 0.5, Yoo L]+ * * A -~
7 74
COMMENTS:See for Standards, Spike and Graph.
Alkalojd Conc RT PkHt "~ RsF Samble RT PkHt Conc
Ergosine
Ergotamine
Ergocornine
Ergocryptine
Ergocristine
ERGOVALI NE
podE DETECTED
M224 method: EXAMINED BY _ Mf%%

Ergosil method _‘_/

DATE ,z/u/‘/




D-7000 HSM: Samples Series: 0846 Report: Report0004 System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 02/02/04 12:53 PM : Reported: 04/18/05 10:25 AM
Processed: 04/18/05 10:23 AM

Data Path: C:\Win32App\HSM\samples\DATA\0846\
Processing Method: ergot screen

System{acquisition): Sys 2 . Series:0846
Application: Samples Vial Number: 1
Sample Name: 100 ppb ergot mix Vial Type: STD1
Injection from this vial: 1 of 1 . Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel 2
o .
5 o
g 3 s
b s g
. 5 S
5 b H
g ~ @ .
b 5 ]
o —
1 =
g
5
|
H
Wﬂruwnupnw”up”.Vhqwuvnqnur“ﬁnuvﬁqnupnqnnr“”“”P”q””rnw”u
0 2 4 6 8 10 12 14 16 18 20
Retention Time (min)
Name RT Area Conc 1 Conc 2
ppb ppb
ergosine 7.08 6317754 100.000 200.000
ergotamine 8.89 7485490 100.000 - 200.000
ergocornine .12.82 6444302 100.000 200.000
ergocryptine 17.83 6985624 100.000 200.000
ergocristine 21.23 7310727 100.000 200.000
34543897 500.000 1000.00

Peak rejection level: 10

Page Indicator 1 / 15



D-7000 HSM: Samples Series: 0846 ] Report: Report0004 System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 02/02/04 05:29 PM Reported: 04/18/05 10:25 AM

Processed: 04/18/05 10:24 AM -

Data Path: C:\Win32App\HSM\samples\DATA\0846\
Processing Method: exrgot screen

System{acquisition): Sys 2 Series:0846

Application: Samples Vial Number: 1
Sample Name: 100 ppb ergot mix vial Type: STD1
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 2

600
2 4
D 5
500 & 8
3] kel
9 by
- 400 5 &
g g .
B 300 = &
4 . =
o S
=l
8 200
|
H
100
0
|—rru]||n|||n||u||l..u]nnl'un|x|||l||n|n||||>.<n|||||1||’nluulunluul|u|||.|||||||-|un]uu|ur:
0 2 4 6 8 10 12 14 16 18 20
’ Retention Time (min)
Name RT Area ' Conc 1 Conc 2
ppb ppb
ergosine 6.93 6401257 100.000 200.000
ergotamine 8.71 7446335 100.000 . 200.000
ergocornine 12.55 6534062 ) 100.000 . 200.000
ergocryptine 17.43 6934678 100.000 200.000
ergocristine 20.79 7307495 100.000 : 200-.000
34623827 500.000 1000.00

Peak rejection level: 10

Page Indicator 2 / 15



D-7000 HSM: Samples

Series: 0846

Report: Report0004

System: Sys 2

Axrea

Area

Area

7000000

6000000
5000000
4000000
3000000
2000000

1000000

0

8000000
7000000
6000000
500000?
4000000
3000000
2000000

1000000

0

7000000
6000000
5000000
4000000
3000000
2000000

1000000

0

Channel 2 Calibration Curves and Results

Name: aergosine

[T T T T T [ T T T T T T ]

[ 20 40 60 80 100
Concentration (ppb)

Name: ergotamine

Iﬁ*r']....I.v-y|...|l-|..|'.|.]1v..|-v.

1] 20

Name: argocornine

40 60

Concentration (ppb)

80

L B B
T [ 1

100

7.01 min
1.181e+005

RT=
2x8D =

Ag= 0.000e+000
A= 1.572e-005
A= 0.000e+000
Ay= 0.000e+000

8,80 min
5.537a+004

RT=
2xSD =

Ay= 0.000e+000
A= 1.335e-005
A= 0.000e+000
A= 0.000e+000

12.69 min
1.269e+005

RT=
2xSD =

Ay= 0.000e+000
A= 1.541e-005
A,= 0.000e+000

A= 0.000e+000

%.

20

Page Indicator
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40 60

Concentration {(ppb)

3 /15

80

L S L

100



D-7000 HSM: Samples Series: 0846 Report: Report0004 System: Sys 2
Name: ergocryptine
RT= 17.63 min
7000000 2xSD = 7.205e+004
§000000 Ag= 0.0006+000
A = 1.437e-005
5000000 A,= 0.0008+000
" A = 0.0000+000
H 4000000
4
: 3000000
2000000
1000000
LD
0 20 40 60 80 100
Concentration (ppb)
Name: ergocristine
8000000 RT= 21.01 min
2x%SD = 4.571e+003
7000000 _ )
6000000 Ag= 0.000e+000
A = 1.368e-005
5000000 A,= 0.0000+000
¢ A,= 0.000e+000
E 4000000
3000000
2000000
1000000
[}
Un T T 1
o 20 40 60 80 100
Concentration (ppb)

Name Pts A0 Al A2 A3 2 x SD Units
ergosine 2 0.000E+00 1.572E-05 0.000E+00 0.000E+00 1.181E+05 ppb
ergotamine 2 0.000E+00 1.339E~05 0.000E+00 0.000E+00 5.537E+04 ppb
ergocornine 2 0.000E+00 1.541E~05 0.000E+00 0.000E+00 1.269E+405 ppb
ergocryptine 2 0.000E+00 1.437E-05 0.000E+00 0.000E+00 7.205E+04 ppb
ergocristine 2 0.000E+00 1.368E-05 0.000E+00 0.000E+00 4.571E+03 ppb
Least Sguares Analysis
Order: Linear - f (Response)

Through zero: YES
Weight factor: 1.0
Page Indicator 4 / 15



D-7000 HSM: Samples Series: 0846 Report: Report0004 System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 02/02/04 03:57 PM Reported: 04/18/05 10:25 AM
Processed: 04/18/05 10:24 AM

Data Path: C:\Win322App\HSM\samples\DATA\0846\
Processing Method: ergot screen

System{acquisition): Sys 2 Series: 0846
Application: Samples vial Number: 9
Sample Name: 1379-04 #1 Vial Type: UNK
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 2

600
500
s 400
8
b 300
&
P
w
5 200
®
ol
100
‘O
lrn.|||u|.|n]:|||lnu|||||l.|||]||||ln|||||u||||.1|n|||||!u|ny.lnnluulu.n]:...lnnlnn|lnu||-u
0 2 4 6 8 10 12 14 16 18 20
Retention Time (min)
Name RT Area Conc 1 Conc 2
, ppb ppb
0 0.000000 0.000000

Peak rejection level: 10

Page Indicator 12 / 15



D-7000 HSM: Samples Series: 0846 - Report: Report0004 System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 02/02/04 04:20 PM Reported: 04/18/05 10:25 AM
Processed: 04/18/05 10:24 AM

Data Path: C:\Win32App\HSM\samples\DATA\0846\

Processing Method: ergot screen

System({acquisition): Sys 2 Series:0846

Application: Samples Vial Number: 10
Sample Name: 1379-04 #2 ] Vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 2

600
500
5 400
C!
31 300
pel
]
g
3 200
]
H
100
‘0
IIIIIIIIIIIII|||IIIllIIIl‘lllll'vlllllV‘lllIllllllIlYIlll\lII||I:|¥l||lI|IllYIIIITII|I|II‘II]IIII|IIIllvllllllll
0 2 4 6 8 10 12 14 16 18 20
Retention Time (min)
Name RT Area Conc 1 -Conc 2
ppb ppb
0 0.000000 0.000000

Peak rejection level: 10

Pagé Indicator 13 / 15



D-7000 HSM: Samples Series: 0846 Report: Report0004 System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 02/02/04 05:06 PM Reported: 04/18/05 10:25 AM
Processed: 04/18/05 10:24 AM

Data Path: C:\Win32App\HSM\samples\DATA\0846\
Processing Method: ergot screen

System{acquisition): Sys 2 Series: 0846

Application: Samples i Vial Number: 12
Sample Name: ergot Vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 2

v
w0 Hh :
B 4 £ 2 a
500 A ¢ g
= H o
B o ]
~ 400 K ° S
Z E g :
ke 300 5 2 N
ol o
: .
e 200
]
H
100
0 , A
rwq”nr”q““rUWHHV”qﬂ”ruuunr”wnuvﬁq””r“q“”r”””nr”W””r”q““
0 2 4 6 8 10 12 14 16 18 20
Retention Time (min)
Name RT Area Conc 1 Conc 2
ppb ppb
ergosine 6.93 18466561 290.365 580.730
ergotamine 8.70 15128985 202.639 405.279
ergocornine 12.55 8466096 130.459 260.917
ergocryptine 17.45 7986276 114.741 229.483
ergocristine 20.80 9416032 128.826 - 257.652
59463950 867.030 1734.06

Peak rejection level: 10

Page Indicator 15 / 15



D-7000 HSM: Samples Series: 0856 Report: Report0001 System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 02/09/04 11:14 AM Reported: 02/09/04 01:48 PM
Processed: 02/09/04 01:28 PM
‘Data Path: C:\Win32App\HSM\samples \DATA\ 0856\ :
Processing Method: Ergovaline

System({acquisition): Sys 2 Series:0856

Application: Samples Vial Number: 1
Sample Name: 100 ppb ergovaline Vial Type: STD1
Injection from this vial: 1 of 1 Volume: 20.0 ul

‘Sample Description:

Chrom Type: HPLC.Channel : 2

800 3 3
700 3 n
g
™
&
3
q
a
&
H
b _ - . yas
:n”p”w””““w””puqunpnq””“nw”“P”W“u“JWHHV“w“““”w”“pmrnq”“r”quu
0 1 2 3 4 5 3 7 8 9 10 11
Retention Time (niin)
Name RT Area Conc 1 Conc 2
ppb ppb
ergovaline 5.21 11934204 100.000 200.000
11934204 100.000 ' 200.000

Peak rejection level: 10

Page Indicator 1 / 9



D-7000 HSM: Samples Series: 0856 Report: Report0001 System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 02/09/04 12:45 PM Reported: 02/09/04 01:48 PM
Processed: 02/09/04 01:28 PM

Data Path: C:\Win32App\HSM\samples\DATA\0856\
Processing Method: Ergovaline

System{acquisition): Sys 2 Series: 0856

Application: Samples : Vial Number: 1
Sample Name: 100 ppb ergovaline vial Type: STD1
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 2
800

700
600

‘500

5.13

400

300

Intensity (mV)

200

100

or

wobvibiediben it b badetudutuoloton bt

e A A U

0 1 2 3 4 5 6 7 8 9 10 11

Retention Time (min)

Name RT Area Conc 1 Conc 2
ppb - ppb

ergovaline 5.13 11229706 100.000 200.000

11229706 100.000 200.000

Peak rejection level: 10

Page Indicator 2 / 9



D-7000 HSM: Samples

Series: 0856

Report: Report0001

System: Sys 2

Name :

ergovaline

Channel 2 Calibration Curves and Results

RT= 5.17 min
12000000 2#SD = 9.96€3e+005
10000000 A,= 0.000e+000
A = 8.6260-006
A,= 0.000e+000
. 8000000 2
I , A,= 0.000e+000
]
d 6000000
4000000
2000000
o .
A e e RREARS RS s L AR
0 20 40 60 80 100
Concentration (ppb)
Chrom Type: HPLC Channel : 2
Name Pts A0 Al A2 A3 2 x SD Units
ergovaline 2 0.000E+00 8_626E-06 0.000E+00 0.000E+00 9.963E+05 ppb

Least Squares Analysis
Order: Linear - f(Response)
Through zero: YES

Weight factor: 1.0

Page Indicator 3 / S



D-7000 HSM: Samples Series: 0856 Report: Report0001 System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 02/09/04 11:27 AM Reported: 02/09/04 01:48 PM
’ Processed: 02/09/04 01:28 PM

Data Path: C:\Win32App\HSM\samples\DATA\0856\ '

Processing Method: Ergovaline

System({acquisition): Sys 2 Series: (0856
Application: Samples Vial Number: 2
Sample Name: 1379-04 #1 vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 2

B
ESY
e
-
n
d
Q@
o
A

o (';‘

~ 3

N o

o —

- et
n“““wn”“”w“”“”wu”“”wnnpnwnup”wunpéwunpnwnupuw“w”“r””””P”q””
0 1 2 3 4 5 6 7 8 g 10 i1
) Retention Time (min)
Name RT Area v Conc 1 Conc 2
ppb : ppb
0 0.000000 0.000000

Peak rejection level: 10

Page Indicator 4 / 9



D-7000 HSM: Samples Series: 0856 Report: ReporfOOOl System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 02/09/04 11:40 AM ' Reported: 02/09/04 01:48 PM
Processed: 02/09/04 01:28 PM

Data Path: C:\Win32App\HSM\samples\DATA\0856\

Processing Method: Ergovaline

System(acquisition): Sys 2 Series: 0856

Application: Samples Vial Number: 3
Sample Name: 13789-04 #2 ‘Vial Type: UNK
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 2

800
700 .
600
= 500
&
o 400
ot
W
5 300
o
<
b
200
100 ®
a
R 3
0 - -
AR A A A e ) Lt Mt s L LA LS R LA M LA LA L] LA A A A R M
0 1 2 3 4 5 6 7 8 9 10 11
Retentlon Time (min)
Name RT Area Conc 1 Conc 2
ppb ppb

0 0.000000 0.000000

Peak rejection level: 10

Page Indicator 5 / 9



D-7000 HSM: Samples Series: 0856 Report: Report0001 System: Sys 2
D-7000 HPLC System Manager Report '

Analyzed: 02/09/04 12:32 PM Reported: 02/09/04 01:48 PM
Processed: 02/09/04 01:28 PM

Data Path: C:\Win32App\HSM\samples\DATA\0856\

Processing Method: Ergovaline

System(acquisition): Sys 2 Series: 0856

Application: Samples ' vial Number: 7
Sample Name: blank vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 2
800
700

600
500
400

300

Intensity (mV)

200

100

.27
36
.31
34

3

5

3
10

A Lot L M o et g s MRS S s il ek ) A S MR E A
[ 1 2 3 4 5 6 7 8 9 i0 11

Retention Time (min)

Name RT Area Conc 1 Conc 2
ppb ppb

0 0.000000 0.000000

Peak rejection level: 10 .

Page Indicator 9 / 9



D:7OOOI{SBA:EsuOgens Series: 0940

Report: modified

/1379-09

System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 02/20/04 06:34 PM

Data Path: F:\HSM\Estrogens\DATA\0940\
Processing Method: Soy phytoestrogens-¥YC.

System(acquisition): Sys 2

Reported: 02/21/04 11:26 AM
Processed: 02/21/04 11:25 AM

Series: 0940

Application: Estrogens Vial Number: 1
Sample Name: Genl00/Dadl00/Gly20 Vial Type: STDL
Injection from this vial: 1 of 1 Volume: 20.0 ul
Sample Description:
Chrom Type: HPLC Channel 1
400
300 3 2
8 E
E 200
iy 3
3 100 — o
] 1 2 w
- E I_; 0.
O—f____/\_M
100 3 .
I""l"“l" 'I"”I""[""'I““|""l'"‘|““I"“]""Ir"'|""l'"‘|"“I""|""7""|""I”"|""|""|
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area -Name Conc 1 Conc 2
ppm ppm
5 20.05 5333765 DIN 100.000 2000.00
6 21.05 1062182 GLIN 20.0000 400.000
9 25.79 8904889 GIN 100.000 2000.00
15300836 220.000 4400.00
Peak rejection level: 0
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D;7000 HSM: Estrogens Series: 0940 Report: modified System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 02/20/04 07:15 PM Reported: 02/21/04 11:18 AM
Processed: 02/21/04 11:14 BM

Data Path: F:\HSM\Estrogens\DATA\0940\
Processing Method: Soy phytoestrogens-¥YC

System(acquisition): Sys 2 ) Series: 0940
Application: Estrogens vial Number: 2
Sample Name: Genl0/Dadl0/Gly2 Vial Type: STD2
Injection from this vial: 1 of 1 ' Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

400 ?
300 é
£ E
£ 200
E E z g
a b (=} E
ﬂ 100 o : - 3
& 3 ® : R 5
E p oo » w w
B ~ o
-100 ]
F“W””“”W“”“”W””“”W””“”W“”“”W””“"W”““”1”““”1””“”%”“‘ T
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
ppm ppm
4 19.78 608263 DIN 10.0000 200.000
5 20.82 89306 GLIN 2.00000 40.0000
7 25.61 875433 GIN 10.0000 200.000
1573002 22.0000 440.000

Peak rejection level: 0
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D-7000 HSM: Estrogens Series: 0940 Report: modified System: Sys 2

D-7000 HPLC System Manager Report
Analyzed: 02/21/04 04:07 AM Reported: 02/21/04 11:18 AM
' Processed: 02/21/04 11:14 AM

Data Path: F:\HSM\Estrogens\DATA\0940\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series: 0940

Application: Estrogens vial Number: 1
Sample Name: Genl00/Dadl00/Gly20 Vial Type: STD1
Injection from this wvial: 1 of 1 i Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

400 ?
300 2
s E
g 200 3 z
9 H
o E g
g E s
g 100 — i
g E -
0
-100 ]
I”"]""I"”]"“l""|""I”"|'"'I""|""l""|""I""'|""l'”'|""I“"[""I"”]""l""l""l'”'|
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
ppm ppm
5 18.01 5248365 DIN 100.000 2000.00
6 19.06 1033294 GLIN 20.0000 400.000
7 24.01 8654667 GIN 100.000 2000.00
14936326 220.000 4400.00

Peak rejection level: O
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D-.7000 HSM: Estrogens Series: 0940 Report: modified System: Sys 2

D-7000 HPLC System Manager Report
Analyzed: 02/21/04 04:48 AM - Reported: 02/21/04 11:18 AM
Processed: 02/21/04 11:14 RAM

Data Path: F:\HSM\Estrogens\DATA\0940\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series:0940
Application: Estrogens Vial Number: 2
Sample Name: Genl0/Dadl0/Gly2 vial Type: STD2
Injection from this vial: 1 of 1 : volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

400 'g
300 3
5 E
il 200
E =
8 100 4 B 8
: 3 =4 "
] @ =
0 - kd
~-100 ]
*W'“'“'”I”‘”‘”'r'”l“'W'”‘“'”I”‘”‘“'r’”'”'W'“'“'”I”‘W'”‘V‘?'”'W‘“‘“‘”I“'”Tﬁﬂ
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area Name . Conc 1 Conc 2
ppm ppm
6 17.89 618605 DIN 10.0000 200.000
7 18.95 87047 GLIN 2.00000 40.0000
8 23.90 1125459 - GIN 10.0000 200.000
1831111 22.0000 440,000

Peak rejection level: 0
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D-7000 HSM: Estrogens Series: 0940

Report: modified

System: Sys 2

Area

Area

Area
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D-7000 HSM: Estrogens Series: 0940

Report: modified

System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 02/20/04 07:56 PM

Data Path: F:\HSM\Estrogens\DATA\0940\
Processing Method: Soy phytoestrogens-YC
System(acquisition): Sys 2

Application: Estrogens

Sample Name: Control 1

02/21/04 11:18 AM

Reported:
02/21/04 11:14 BM

Processed:

Series:0940
vVial Number: 3
Vial Type: UNK

Injection from this wvial: 1 of 1 Volume: 20.0 ul
Sample Description:
Chrom Type: HPLC Channel 1
400 7]
3 z
] a8
300 <
g E i
E 200 -3
B 3
b .
a 3]
g 100
A E
0
100 ]
A L L A A A e e R
8 10 12 14 16 18 20 22 24 26 28 30
Ratention Time (min)
No. RT Area Name Conc 1 Conc 2
ppm ppm
> /0
8 19.67 3951383 DIN 74.5393 1490.79 ¥ ¢-61 730 r
9 20.71 536016 GLIN 10.4005 208.009X 0. 637 = I
12 25.51 7433306 GIN 84.4972 1689.%4 ¥ .as = 105S
11920705 169.437 3388.74
Peak rejection level: O
. —
DaiDzesr BAS o
GLYciTe(w (38 pr—
GemlsTEﬁﬂ H)QS’WV——
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D-'7000 HSM.: Estrogens Series: 0940 Report: modified System: Sys 2
D-7000 HPLC System Manager Report

Analyzed: 02/20/04 08:37 PM Reported: 02/21/04 11:18 AM
Processed: 02/21/04 11:14 AM

Data Path: F:\HSM\Estrogens\DATA\0940\
Processing Method: Soy phytoestrogens-YC,

System(acquisition): Sys 2 Series: 0940

Application: Estrogens Vial Number: 4
Sample Name: Control 2 : Vial Type: UNK
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

400
3 =
] a
300 s
g E T
g 200
oy j z
g 100 - N
5 1, g (| :
i s - = 5
0 3 & 7
-100 ]
I'"‘|'”'I""|""I“”|""I""]'"'I'"""“I“”]""I""]""l""]‘”'l“"|""I""[""l”"[""l”"]
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area Name Conc 1 ’ Cond 2
ppm ppm .
7 19.54 3979042 DIN 75.0610 1501.22X0.611 = 91?/~r
8 20.59 539222 GLIN 10.4627 209.253xo.037= 138 o
10 25.37 7253460 GIN 82.4529 1649.06 XD (oS~ IO}d?p

11771724 167.977 3359.53

Peak rejection level: 0
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D-7000 HSM: Estrogens Series: 0940

Report: modified

System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 02/20/04 09:18 PM

Data Path: F:\HSM\Estrogens\DATA\0940\
Processing Method: Soy phytoestrogens-YC

02/21/04 11:18 AM
02/21/04 11:14 AM

Reported:
Processed:

Page Indicator 8 / 17

System(acquisition): Sys 2 Series:0940
Application: Estrogens Vial Number: 5
Sample Name: Control 3 Vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul
Sample Description:
Chrom Type: HPLC Channel 1
400 j
gl z
4 a
300 I J
g 3 "
E 200 -
I E
- ]
8 100 -
& 3
0
100 1
T "I""I”"|""I""|""I""|""l""|"”|""|'“'I""|""l"“|""|""l“"l""|""l"”]“"l”"]
8 10 12 14 16 18 20 22 24 26 286 30
Retention Time (min)
" No. RT Area Name Conc 1 Conc 2
ppm ppm
. N S,
7 19.37 3763978 DIN 71.0041 1420.08 X ©-6M $5(°_J
8 20.43 538722 _GLIN 10.4530 209.060¢0- G237 ~ 155y
11 35.24 6954887 GIN 79.0589 1581.18% b.6a¥ = 998,
11257587 160.516 3210.32
Peak rejection level: 0



D-7000 HSM: Estrogens

Series: 0940

Report: modified

System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 02/20/04 09:59 PM

Data Path: F:\HSM\Estrogens\DATA\0%40\
Processing Method: Soy phytoestrogens-YC
System(acquisition): Sys 2
Application: Estrogens
Sample Name: Sample 1-~1

Reported:

02/21/04 11:18 AM

Processed:

Series:0940
Vial Number:

6

Vial Type: UNK

02/21/04 11:14 AM

Injection from this vial: 1 of 1 Volume: 20.0 ul
Sample Description:
Chrom. Type: HPLC Channel 1
400
300
S 3
E 200
3 z
iy 3 z 5
i ] ° 7 g
g 100 3 N , g 8 2
o 3 o " s “ N .
a 1 8 d . AL - ST RV -
0 _E © N 1 . ﬁ : g ; E
100 3 .
R R A GALAE ALY LA R LA AAA) MARAL LAY RARRL RAAM) RAAMS SARI MRS LAR REALAEEAS LEAML AL ERALAARN
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
' g Lok
No. RT Area Name Conc 1 Conc 2
ppm ppm
7 19.25 802536 DIN 15.1391 302.783 U’M'X%
8 20.29 131164 GLIN 2.54502 50.9005 g
11 25.13 1427060 GIN 16.2219 324.439 ‘th O"
2360760 33.9061 678.122
Peak rejection level: 0
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Report: modified

System: Sys 2

D-7000 HSM: Estrogens Series: 0940
D-7000 HPLC System Manager Report

Analyzed: 02/20/04 10:40 PM

Data Path: F:\HSM\Estrogens\DATA\0940\
Processing Method: Soy phytoestrogens-YC
System{acquisition): Sys 2

Application: Estrogens

Sample Name: Sample 1-2

Injection from this vial: 1 of 1

Sample Description:

Chrom Type: HPLC Channel

Reported:

02/21/04 11:18 AM

Processed:

Series:0940

vial Number:

Vial Type: UNK
Volume: 20.0 ul

02/21/04 11:14 AM

400
300
g 3
3 200 3
B ] .
a. 3 a = .
g 100 s 8 ]
; i 3 i q |
0-é::::::;?*"f::::::=’_-4”—_‘_"‘——*————TZXLf:L__L___‘\ﬂ_jiTZ&LN_N_A_Q‘_\/ﬁ\
~100
L B L L LY L A Y EAAE R AR AN SN S0 N DAY LA HARMLEARN MR
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
ppn ppm
6 19.11 535706 DIN 10.1056 202.112  \>% Wb
7 20.16 76879 GLIN 1.49172 29.8343 1814
9 25.00 1110235 GIN 12.6205 252.4009 \
\ 54
1722820 24.2178 484.356
Peak rejection level: 0
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D-7000 HSM: Estrogens Series: 0940 Report: modified System: Sys 2
D-7000 HPLC System Manager Report

Analyzed: 02/20/04 11:21 PM Reported: 02/21/04 11:18 AM
Processed: 02/21/04 11:14 AM

Data Path: F:\HSM\Estrogens\DATA\0940\
Processing Method: Soy phytoestrogens-¥YC

System(acquisition): Sys 2 Series:0940

Application: Estrogens vial Number: 8
Sample Name: Sample 1-3 Vial Type: UNK
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

4oo_§
300 -]
s E
& 200
B z
g 100 g 8 3
] s - “ . S 3
g : - : g & 4 . .
~100
T T T T I T T T [ [ [ e [ T T
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min) »
: (%
No. RT Area Name Conc 1 Conc 2 P%(’{
' ppm ppm
7 ©18.99 664364 DIN 12.5326 250.653 Q.09 '
8 20.03 82746 GLIN 1.60555 32.1110 \u\lab
9 24.88 1134722 GIN 12.8988 257.976 \'__)f, SS

1881832 27.0370 540.740

Peak rejection level: 0
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D-7000 HSM: Estrogens Series: 0940 Report: modified System: Sys 2
D-7000 HPLC System Manager Report

Analyzed: 02/21/04 12:02 AM Reported: 02/21/04 11:18 AM
Processed: 02/21/04 11:14 AM

Data Path: F:\HSM\Estrogens\DATA\0940\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series: 0840

Application: Estrogens Vial Number: 9
Sample Name: Sample 2-1 Vial Type: UNK
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

400 3
3
E
300
s E
E 200
E A
-‘E E By .
8 100 . 4 8 ;
o ] = ~ @ > ~
" 3 = z HR g " -
] - = S g p 8 3
0 , N & e Q
-100
ARALY RALAR ALY LALRS LAARS BAARI RARRS RALA SAAY RALA ARRA) AR SARR) LARRRAAM BEMLEAAN AALAARA) RAARIARN) BARML AN
8 10 12 14 16 18 20 22 24 26 28 30
) Retention Time (min) ’
No. . RT Area Name Conc 1 Conc 2 Pd%'ﬂm
- ppm ppm
7 18.85 738309 DIN 13.9275 278.551 \,bq.‘lX
8 19.90 136330 GLIN  2.64525 52.9049 3.5
11 24.76 1242156 GIN . 14.1201 282.401 .
T
2116795 30.6928 - 613.857
Peak rejection level: 0
T, =
- sSs M
Dmpaap 1&3 o~
LY TE Y e

ééhﬂﬁﬁ-glo - Nﬂ> f
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D-7000 HSM: Estrogens Series: 0940

Report: modified

System: Sys 2

D-7000 HPLC System Manager Report

Bnalyzed: 02/21/04 12:43 AM

Data Path: F:\HSM\Estrogens\DATA\0940\
Processing Method: Soy phytoestrogens-YC
System (acquisition): Sys 2

Application: Estrogens

Sample Name: Sample 2-2

Injection from this wvial: 1 of 1

Sample Description: :

Reported: 02/21/04 11:18 AM

Processed:

02/21/04 11:14 AM

Series:0940
Vial Number:
Vial Type: UNK
Volume: 20.0 ul

10

Chrom Type: HPLC Channel 1
400
300
g E
E 200
] Z
i 100 . _ 4 8 g :
S E ki s ¢ 3
-100 3 -
BT N A LR R RAA) R A RANE AN RAAMARREY LA L] AN AN DAL SR LA
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time {(min)
No RT Area Name Conc 1 Conc 2 bﬂ?{Lv*
ppm ppm
6 18.71 747794 - DIN 14.1065 282.129 k’(Z.Bo
7 19.76 83342 GLIN 1.61712 32.3424 \‘1.’”
9 24.65 1187025 GIN 13.4934 269.867 .
L]
2018161 29.2170 584.339

Peak rejection level: O
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D-7000 HSM: Estrogens Series: 0940 Report: modified System: Sys 2
D-7000 HPL.C System Manager Report

Analyzed: 02/21/04 01:24 AM Reported: 02/21/04 11:18 AM
) Processed: 02/21/04 11:14 AM

Data Path: F:\HSM\Estrogens\DATA\0940\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series:0940
Application: Estrogens vial Number: 11 °
Sample Name: Sample 2-3 Vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

400
3
300
s E
E 200
z ; -
n bl . [a] a .
o ] m
42 100 _E- 4 o C “-n: bt 2
-100 ] ) :
L ] L A A A KAkt Lt st i e
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2 P“?év
ppm ppm
7 18.55 519976 DIN 9.8088% 196.178 \\1'r{q
8 19.60 73214 GLIN 1.42060 28.4120 ‘q;;LL
9 24.53 1150561 GIN 13.0789 . 261.578 .
\Sﬂ-qt

1743751 24.3084 486.167

Peak rejection level: 0
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D-7000 HSM: Estrogens Series: 0940 Report: modified System: Sys 2

Analyzed: 02/21/04 02:05 AM Reported: 02/21/04 11:18 AM
Processed: 02/21/04 11:14 AM

D-7000 HPLC System Manager Report

Data Path: F:\HSM\Estrogens\DATA\03840\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 . Series:0940
Application: Estrogens Vial Number: 12
Sample Name: Sample 3~1 Vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

400 ]
300
g E
& 200
E
by 3
-~ 2
a 3
§ 100
3 ] o z
A ] ” e
3 = : a 5 € g
100 ]
I""]'T"I""|‘“'I'"']“"I""[""_I""]"”I'"‘]"“'I""[""I'“']""l""|""|""]”"l""[""I""]
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
ppm bpm
12 26.68 43706 GIN 0.496823 9.93646
43706 - 0.496823 9.93646

Peak rejection level: 0
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D-&OOOI{SBA:Eshogens Series: 0940

System: Sys 2

Report: modified

D-7000 HPLC System Manager Report

Analyzed: 02/21/04 02:45 AM

Data Path: F:\HSM\Estrogens\DATA\0940\
Processing Method:
System(acquisition): Sys 2
Application: BEstrogens
Sample Name: Sample3-2

02/21/04 11:18 AM
02/21/04 11:14 aM

Reported:
Processed:

Soy phytoestrogens-YC

Series:0940
vial Number: 13
Vvial Type: UNK

Injection from this vial: 1 of 1 Volume: 20.0 ul
Sample Description:
Chrom Type: HPLC Channel : 1
400
E P
300
g E
i 200 _
B 3
- ] §
g 100 o 4 &
& 3 ’ . = u
; : : g2 ow
0 ——/M
. ] ~
100 3
l‘”""”I""[""I""]""I""|'“'I‘“‘|""I""|‘"‘I""]""I""|""I""|"“I”“[""I""|""I'“'|
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time {(min)
No. RT Area Name Conc 1 Conc 2
ppm ppm
10 18.17 23312 DIN 0.439764 8.79527
11 25.25 54310 GIN 0.617365 12.3473
77622 1.05713 21.1426
rejection level: 0O

Peak

Page Indicator
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D-7000 HSM: Estrogens Series: 0940 Report: modified

System: Sys 2

D-7000 HPLC System Manager Report

‘Analyzed: 02/21/04 03:26 BM

Reported: 02/21/04 11:18 AM

Processed: 02/21/04 11:14 AM

Data Path: F:\HSM\Estrogens\DATA\0940\
Processing Method: Soy phytoestrogens-YC
System{acquisition): Sys 2

Application: Estrogens ’

Sample Name: Sample3-3

Injection from this 'vial: 1 of 1

Sample Description:

Series: 0940

Vial Number: 14
Vial Type: UNK
Volume: 20.0 ul

Chrom Type: HPLC Channel : 1

400
300
g E
E 200 3
Ik E
) 4
° E
E 100 — =
] 3 & [}
H 3 - :
E - 73 3
0 ~M
3 . -
-100
B Ly LA Ly R LA KAt A R A0 AL A AR LA AL LEARLANN SRR
8 10 12 14 16 18 20 22 24 26 30
Retention Time (min)
" No. RT Area . Name Conc 1 Conc 2.
ppm ppm
11 25.34 35361 GIN 0.401969 8.03938
35361 8.03938

0.401969

Peak rejection level: O
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(30770

D-7000 HSM. Soy isoflavone Series: 0004 Report: modified System: Sys 2
D-7000 HPL.C System Manager Report
Analyzed: 04/07/04 08:27 PM ) Reported: 04/08/04 03:32 PM

Processed: 04/08/04 03:25 PM
Data Path: F:\Estrogen_04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series:0004

Application: Soy isoflavone Vial Number: 1
Sample Name: Genl00/Dadl00/Gly20 Vial Type: STDl
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

400 3]
300 ]
ki
& ]
& 200 3 -
4 H
iy E g
u ] .
4 ™
§ 100 o
g ] -
0 _:_ —T = L1 ;/\‘ T
-100 1
LAY RS A LRARS RN RALAS RARRS LAMRELRRAY AARAN RAAAY AR SAEA HEAE LA SEAME AR RN EARR REAHLAAAN) BAAALANAN
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
ppm ppm
3 15.85 4908133 DIN 100.000 2000.00
4 16.93 949733 - GLIN 20.0000 400.000
5 21.99 8399128 GIN 100.000 2000.00
14256994 : 220.000 4400.00

Peak rejection level: 0
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D-7000 HSM: Soy isoflavone Series: 0004 Report: modified System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 04/07/04 09:03 PM Reported: 04/08/04 03:32 PM
Processed: 04/08/04 03:25 PM

Data Path: F:\Estrogen 04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series: 0004
Application: Soy isoflavone Vial Number: 2
Sample Name: Genl0O/Dadl0/Gly2 Vial Type: STD2
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

400 3
300
s ]
8 200
i -4
B 3 z . 8
a 3 a 5. <
3 100 o ° a
] 1 2 g s
o E R
0 AN /L
-100 3 . .
LAY RN SRS SAR) MRS LA DAY SNSAD SRS RAE SRARN SRR AN RERSEEAAE) SEANE Y S AN AL SRR
8 10 12 14 - 16 18 20 22 24 26 28 30
Retention Time (min}
No. RT Area Name Conc 1 Conc 2
ppm ppm
1 15.82 502652 - DIN 10.0000 200.000
2 16.90 37878 GLIN 2.00000 40.0000
3 21.86 881335 GIN 10.0000 200.000

1421865 22.0000 . 440.000

Peak rejection level: 0
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D-7000 HSM: Soy isoflavone Series: 0004 Report: modified System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 04/08/04 01:10 PM Reported: 04/08/04 03:32 PM
Processed: 04/08/04 03:25 PM

Data Path: F:\Estrogen 04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series: 0004

2pplication: Soy isoflavone Vial Number: 1
Sample Name: Genl00/Dadl00/Gly20 vVial Type: STD1
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

400 3 Q
300 @
s E
E 200 z
o E a
o ] S
8 100 3 e
& 3 S -
| V]
= — oy ;
-100 3
I"“|""T""]""I""|""I""|""l '”]""I'"'[""I""|""I""|""l"”|”"l”"|""l""|"“I"”|
) 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
’ ppn ppm
3 15.55 4961020 DIN 100.000 2000.00
4 16.60 . 968508 GLIN 20.0000 400.000
5 21.69 8422651 GIN 100.000 2000.00
14352179 220.000 4400.00

Peak rejection level: 0
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D-7000 HSM: Soy isoflavone Series: 0004 Report: modified System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 04/08/04 01:46 PM Reported: 04/08/04 03:32 PM
Processed: 04/08/04 03:25 PM

Data Path: F:\Estrogen_ 04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series:0004

Application: Soy isoflavone Vial Number: 2
Sample Name: Genl0/Dadl0/Gly2 Vial Type: STD2
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

400 3
300 ]
5 E
E 200 -3
b 3 b
3 E & = °
§ 100 - s ] E
5 3 Tog S
o ] NG A
—100 7 .
L S A0 LAARE RN LANRLREARY RRAE CAAS LARAL SAARY AR RN LA ERLEAA AL
8 10 12 14 16 18 20 22 24 26 28 30
B Retention Time (min}
No. RT . Area Name Conc 1 Conc 2
ppm ppm
1 15.49 512631 DIN 10.0000 200.000
2 16.52 38933 GLIN 2.00000 40.0000
3 21.62 868885 GIN 10.0000 200.000

1420449 » 22.0000 440.000

Peak rejection level: 0
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D-7000 HSM: Soy isoflavone Series: 0004 Repori: modified System: Sys 2

Channel 1 Calibration Curves and Results

Name: DIN
15.68 min
5000000 0.9998
0.000e+000
4000000 2.026e-005
0.000e+000
3 3000000 0.000e+000
2000000
1000000
0 N
SRS S B T A I B B LA EUAIE TR
0 20 40 60 80 100
Concentration (ppm)
Name: GLIN
1000000 RT= 16.74 min
RZ= 0.89809
800000 A= 0.000e+000
= 2.090e-005.
Azﬁ 0.000e+000
g 600060 A= 0.000e+000
400000
200000
0
BB Ly L ) L LA ] LA LA LS R L] LA LS LR L) ML IR
0 2 4 6 8 10 12 14 16 18 20 22
Concentration (ppm)
Name: GIN B
: RT= 21.82 min
E R2= 1.0000
8000000
A,= 0.000e+000
A= 1.188e-005
6000000 A,= 0.000e+000
P A= 0.000e+000
:
4000000
2000000
0

[T L B i B BRI ILELLELE S I MR | T

0 20 40 60 80 100

Concentration (ppm)
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D-7000 HSM: Soy isoflavone

Series: 0004 Report: modified System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 04/07/04 07:51 PM

Data Path: F:\Estrogen_04\Soy\DATA\0004\

Processing Method:

System(acquisition):
Application: Soy isoflavone
Sample Name: Control 3

Injection from this wvial: 1 of 1
Sample Description:

Soy phytoestrogens-YC

Sys 2

Reported: 04/08/04 03:32 PM
Processed: 04/08/04 03:25 PM

Series: 0004

Vial Number: 13
Vial Type: UNK
Volume: 20.0 ul

Chrom Type: HPLC Channel 1
400 ]
300 ?
B . 3
C! 200 3
o 3 &
a3 ] 8
§ 100 — <
A 3 N 3 s 8
0 f fc'\'* ™ ‘%A ~ *’;
100 ]
L N A A AL AN NS SAA) MARAE EREAD S M) REARR AN DAL AL LA SN LA
8 10 12 14 16 18 20 22 24 26 28 30
Retent_ion‘ Time (min)
No. . RT Area Name Conc 1 Conc 2 W
ppm ppm
9 15.88 3727992 DIN 75.5240 1510.48 222!
10 16.96 498453 GLIN 10.4179 208.358 {'S? é
11 22.03 6460742 GIN 76.7819 1535.64 160 'O_
10687187 162.724 3254.48
Peak rejection level: 0
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D-7000 HSM: Soy isoflavone Series: 0004

Report: modified

System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 04/07/04 09:39 PM

Data Path: F:\Estrogen_04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC
System(acquisition): Sys 2

Application: Soy isoflavone

Sample Name: Control 4

Injection from this vial: 1 of 1

Sample Description:

Reported: 04/08/04 03:32 PM
Processed: 04/08/04 03:25 PM

Series:0004

Vial Number: 14
Vial Type: UNK
Volume: 20.0 ul

Chrom Type: HPLC Channel 1
400 3
300 -3 =
] 8
g 3 =
E 200 g
B 3 ]
a E 3
§ 100 S
A 3 o 2 ¥ =
o 2 o e A ; —
-100
L S Y S A RN SAH SRS LY R A0 LAY AN SAEE Y LD RN RN AL
8 10 12 14 16 18 20 22 24 26 28 30
’ Retention Time (min)
No. RT Area Name Conc 1 Conc 2 M.\{w
ppm ppm ‘
8 15.79 3148820 DIN 63.7908 1275.82 nmed
9 16.89 376161 GLIN 7.86192 157.238
10 22.00 - 5344083 GIN 63.5111 1270.22 -C:L-,B
. &
[ 4
8869064 135.164 2703.28 :
Peak rejection level: 0
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D-7000 HSM: Soy isoflavone

Series: 0004

Report: modified System: Sys 2

Analyzed: 04/07/04 10

Data Path: F:\Estrogen 04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC

D-7000 HPLC System Manager Report

15 PM

System{acquisition): Sys 2
Application: Soy isoflavone

Sample Name: 1379-1

Injection from this vial: 1 of 1

Sample Description:

Reported: 04/08/04 03:32 PM
Processed: 04/08/04 03:25 PM

Series:0004

Vial Number: 15
vial Type: UNK
Volume: 20.0 ul

o

162,2¢
e

Ry

Chrom Type: HPLC Channel 1
400
300
s E
E 200"
] Z
iy E = [}
p kY 8 7 &
i o ;4 5
5 E o “ - o 78
A . S Y | V-1 A S
-100
""I""I'"'|”"I“"|""I""|"”I“"]“"l""|‘"‘I”“]""I"”]"“I""|'"'I”"|'”'I”"|""I ™
8 10 12 16 20 22 24 26 28 30
Retention Time (min)
No. RT Area .Name Conc 1 Conc 2
ppm ppm
8 15.81 656006 DIN 13.2898 265.796
9 16.89 42843 GLIN 0.895449 17.9090
10 21.99 1018277 GIN 12.1016 242.032
1717126 26.2868 525.736
Peak rejection level: O
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Series: 0004 System: Sys 2

D-7000 HPLC System Manager Report

D-7000 HSM: Soy isoflavone Report: modified

Analyzed: 04/07/04 10:51 PM

Data Path: F:\Estrogen 04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-¥YC
System(acquisition): Sys 2

Application: Soy isoflavone

Sample Name: 1379-2

Reported: 04/08/04 03:32 PM
Processed: 04/08/04 03:25 PM

Series: 0004
Vial Number: 16
Vial Type: UNK

o

442
V(43

A7

Page Indicator

24 / 32

Injection from this vial: 1 of 1 Volume: 20.0 ul
Sample Description:
Chrom Type: HPLC Channel 1
400 3
300 3
) E
g 200 -3
] &
P 3 z (]
o E a ] <
g 100 g 8 z
o 3 . . o~ -
A E = 2 2= 3 4
od A A JA A__ﬁc_‘d;__
-100 E -
l""]""l""|"”|'"'|""l“"]'"'I"”|""l"“]"“If"‘|""l""|" ‘I““|""I""|'"'I""|""|""|
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No RT Area Name Conc 1 conc 2
ppm ppm
8 15.79 664670 DIN 13.4653 269.306
9 16.87 42932 GLIN 0.897305 17.9461
10 21.94 1088795 GIN 12.9396 258.793
1796397 27.3023 546.045
pPeak rejection level: O



D-7000 HSM: Soy isoflavone Series: 0004

Report: modified

System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 04/07/04 11:27 PM

Data Path: F:\Estrogen_04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-¥YC
System(acquisition): Sys 2

Application: Soy isoflavone

Sample Name: 21077-1

04/08/04 03:32 PM
04/08/04 03:25 PM

Reported:
Processed:

Series:0004
Vial Number: 17
Vial Type: UNK

Injection from this wvial: 1 of 1 Volume: 20.0 ul
Sample Description:
Chrom Type: HPLC Channel 1
400 ]
200 ]
5 ]
£ 200 5
| =
B E 8 4
ﬁ( p o 5] -
£ 3 ® - o 0 =
: 3 z : /\ 7 3
o é______ﬂ:__ﬂ:_____—_.ﬁzx;ﬁL ) =
100 ]
LD A A M D Y RAE AN RARAL RSN RASAERANY NERREARAR EAAAL S MAEELEAA) LR B
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2 W
ppm ppm i
8 15.73 1009250 DIN 20.4460 408.921 ';-41.6‘
9 16.82 76151 GLIN 1.59159% 31.8318 ;10 2
10 21.91 1643018 GIN 19.5262 390.525 ) ’
-)/LﬁF'/(
i T
2728419 41.5639 831.277 ’
Peak rejection level: 0
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D-7000 HSM: Soy isoflavone

Series: 0004

Report: modified

System: Sys 2

Analyzed:

D-7000 HPLC System Manager Report

04/08/04 12:03 AM 04/08/04 03:32 'PM

Reported:

Processed: 04/08/04 03:25 PM

Data Path: F:\Estrogen 04\Soy\DATA\0004\

Processing Method:
System{(acquisition):

Sys 2

Application: Soy isoflavone

Sample Name: 21077-2

Soy phytoestrogens-YC
Series: 0004
Vial Number:
Vial Type: UNK

Page Indicator
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Injection from this vial: 1 of 1 Volume: 20.0 ul
Sample Description:
Chrom Type: HPLC Channel : 1
400 ]
300 -] .
N 3 z
E 200 3 )
u | -~ —
B 100 ] i 3 N
A E s 2 N 88
] 54 N s s
0 —:—-——‘P;-PL ) Lol : B
100 3
R B L L) LR AR LAY LA LA RN AAASY Lt SN LA AR DAL RS SRR LA EAA
8 10 12 14 16 18 20 22 26 28 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2 \%W
ppm ppm
8 15.76 916597 DIN 18.5690 371.380 124, T
9 16.83 37712 GLIN 0.788200 15.7640 o) o4
10 21.92 1702963 GIN 20.2386 404.773 . o
2830
2657272 39.5859 791.917
" Peak rejection level: O



D-7000 HSM: Soy isoflavone Series: 0004 Report: modified . System: Sys 2

D-7000 HPLC System
Analyzed: 04/08/04 12:39 AM

Data Path: F:\Estrogen_ 04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC
System(acquisition): Sys 2

Application: Soy isoflavone

Sample Name: 5639-1

Injection from-this vial: 1 of 1

Sample Description:

Manager Report

Reported: 04/08/04 03:32 PM
Processed: 04/08/04 03:25 PM

Series:0004

vial Number: 19
Vial Type: UNK
Volume: 20.0 ul

heditono

3’o£."o‘
L. ¢

Chrom Type: HPLC Channel 1
400 1
300
- E z
& ] Z
E 200 - °
B E 2 :
|2 ] 7 g o
8 100 -3 g °
=] i I %)
H A < 7 @ °
] s 2 /\ 4 5
0 = . — o —
-100 ]
‘”V””“”V“”””r””””r””””r'”P“W””“”W“”“”W”““”W”““”W”““”W“”“”W
8 10 12 14 16 18 20 22 24 26 28 . 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
ppm ppm
9 15.74 1236982 'DIN 25.0596 501.192
10 16.81 106862 GLIN 2.23347 44.6694
11 21.91 2017498 GIN 23.9767 : 479.534
3361342 51.2697 1025.39

39941

Peak rejection level: 0
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D-7000 HSM: Soy isoflavone Series: 0004 . Report: modified System: Sys 2
D-7000 HPLC System Manager Report

Analyzed: 04/08/04 01:14 AM Reported: 04/08/04 03:32 PM
Processed: 04/08/04 03:25 PM

Data Path: F:\Estrogen 04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC

System (acqguisition): Sys 2 Series:0004

Application: Soy isoflavone Vial Number: 20
Sample Name: 5639-2 Vial Type: UNK
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

400 "3
300
£ E z
8 200 - = 8
P 3 B g
';,* E - q
§ 100 g ©
E ] N
0
-100 g X .
]""I”"|'"'|'"'|'"'[r"'l“"|""|""|""l""l""l”"|'r”|“"|'”'|""I""|""|""|""]""|’"‘|
8 j0 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2 GT‘
_ ppn ppm | ‘6 f _
9 15.67 1208697 DIN 24.4866 489.731 '20}7.0/
10 16.74 120004 GLIN 2.50814 50.1628 g/ -,
11 21.89 1930700 GIN 22.9452 . 458.903 %7;‘

3259401 49.9398 998.797

Peak rejection level: 0
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D-7000 HSM: Soy isoflavone Series: 0004 Report: modified System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 04/08/04 01:50 AM . Reported: 04/08/04 03:32 PM

Processed: 04/08/04 03:25 PM

Data Path: F:\Estrogen 04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series: 0004

Application: Soy isoflavone ‘Vial Number: 21
Sample Name: 7014-1-1 Vial Type: UNK
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

58X,

794
N

400 3
300 -
g ]
8 200 3 -
o E 2
3 E 4 e
8 100 3 e e
3] E & . fal
H A - & b} @
P N S Y . A 2
100 ]
LT R LIRS LN RS LN EAREH AR RRALS RN ALY RAREE SRS RAMSE SARN RAMAE LAY RARML IS EARRCAARE) EARML AR
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area Name Conc 1 ‘ conc 2
ppm ppm
8 15.67 225859 DIN 4.57560 91.5120
9 21.87 534807 GIN 6.35585 127.117
760666 10.9314 218.629
Peak rejection level: 0
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D-7000 HSM: Soy isoflavone

Series: 0004

‘Report: modified

System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 04/08/04 02:26 AM

Data Path: F:\Estrogen 04\Soy\DATA\0004\
Soy phytoestrogens-YC

Processing Method:
System (acquisition):

Sys 2

Application: Soy isoflavone

Sample Name:

7014-~1-2

Reported: 04/08/04

03:32 PM

Processed: 04/08/04 03:25 PM

Series: 0004
Vial Number: 22
vial Type: UNK

Injection from this wvial: 1 of 1 Volume: 20.0 ul
Sample Description:
Chrom Type: HPLC Channel : 1
400
3
300
B ]
c 200 3
B 3
a 3 g 7 B
ﬁ 100 3 o 2
. E o 8 P g X g
0 _E o = - ‘Q N o
100 ] .
SR LA LS LA ks LA R R LAY RAEE LA LA REAE SR NS AEAAL AN SARALAEN LR AN
8 10 12 16 20 22 24 26 28 30
Retention Time (min)
No RT Area Name Conc 1 Conc 2 L&*fdew
ppm ppm
8 15.64 265461 DIN 5.37789 107.558 ég‘é’
-9 16.69 18636 GLIN 0.389513 7.79025 &;.1J
10 21.87 455127 GIN 5.40891 108.178 Qp ‘
; L]
739224 11.1763 223.526 :7 :
Peak rejection level: O
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D-7000 HSM: Soy isoflavone Series: 0004 Report: modified System: Sys 2
D-7000 HPLC System Manager Report
RAnalyzed: 04/08/04 03:02 AM Reported: 04/08/04 03:32 PM
Processed: 04/08/04 03:25 PM
Data Path: F:\Estrogen 04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-¥YC
System(acquisition): Sys 2 Series:0004
Application: Soy isoflavone Vial Number: 23
Sample Name: 7014-2-1 ' Vial Type: UNK
Injection from this wvial: 1 of 1 Volume: 20.0 ul
Sample Description:
Chrom Type: HPLC Channel : 1
woj
300 -
s E
Cl 200 3
> 3
f E 2 8
8 100 2 &
c E a . -
H E 2 3 z 8 §
3 o : = x
N S R A L
_100 E . -
L 0 R R R L S R R AN SO ARERARAD RAAN SRR LA HEARLE B
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No RT Area Name Conc 1 Conc 2
ppm ppm
8 15.59 192513 DIN 3.90005 78.0011
9 21.79 5333198 GIN 6.33817 126.763
725832 10.2382 204.764
Peak rejection level: O
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D-7000 HSM: Soy isoflavone Series: 0004 Report: modified System.: Sys 2

D-7000 HPLC System Manager Report
Analyzed: 04/08/04 03:38 AM Reported: 04/08/04 03:32 PM
Processed: 04/08/04 03:25 PM

Data Path: F:\Estrogen 04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC

System(acgquisition): Sys 2 Series: 0004

Application: Soy isoflavone Vial Number: 24
Sample Name: 7014-2-2 Vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

400 -
300 3
E
; 3
g 200-5 :
o E =
7 E 2 &
3 100 - ol s
E E o R ° 8 3
o4 A A A A S
100 3 :
LR RS LA LANRE LAY RALRE RARRY LAY RAARY RAAAE RN AAARI SRS LAREE REARE SAM R REANL A AL EASLEAN
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min}
No. RT Area Name" ‘ Conc 1 Conc 2
ppm _  ppm
8 15.57 226680 DIN 4.59224 91.8449
g 21.80 511531 GIN 6.07923 121.585
738211 10.6715 213.429

Peak rejection level: 0
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CHAIN OF CUSTODY RECORD FOR HISTOLOGICAL, CHEMICAL AND

A5

SAMPLE CUSTODY RECORD

Page

BIOCHEMICAL SAMPLES

Date 03/29/04
1 of 1

¢

7014-04

Battelle :
Marine Sciences Laboratory
1529 West Sequim Bay Road .
Sequim, Washmgton 98362 .« - -

. From: PNNL To: Vet Med Dlagnostnc
Project No.. 44626 P.O. Box 999 Laboratgry;s
Project Name: Avian Dosing Stud Richiand, WA 99352 Address::C Hege of
| 9 y Attn: Crystal Driver Vetennar% edicine-
Project Manager: Crystal Driver University of Missouri
Phone: §509-375-2721 ;
Attn: Dr. George
Rottinghaus
Parameters
. =
|34
Z 1% 1g §
' wiss 2| e I
(| Sample Collection £ 128 21§ E %
Lab No. | No. Date Matrix |+ | o8 = | d 250 | Mill Date/Lot Number
B Layena i
- PNNL ADS-05 0115004 | Gamebird | X | X | X | X 2 03NOV10/ Feed store at
) Chow } ambient room temperature
. \\
S —— \
~ .
- .
; \
A A total # of containers 2
Helinqulshed by: / celved by: . / a - | Shipment Method:
(it Qe Filod gzs0 nﬂ,z? ~ 331 0 J)OR™ .
'SIgnat(xre Date Time | /Signature / " Datd 7 Time Special Requirements or Gonditions:
L?'USJ—u [‘DV] ver PNWL Sample Disposition:
Printed Name Company Printed Name Company
Relinquished by: Received by: Distribution:
1. 2 copies to the Laboratory
- 2. 1 copy project manager
Signature Date Time Signature Date Time 3. Retumn completed originai to Battelle
Marlne Sclences Laboratory
Printed Name Company Printed Name Company

Please fax form to 509-375-6666 upon receipt with receipt signature.
Please enclose the original form with test results

]
b




BENCH SHEETY CASE NUMBER 70 / ‘/-' o ?Z

TOXICOLOGY LABORATORY / VR
VET MED DIAG LAB ANALYSIS _ i, /O & // Y eas
COLUMBIA, MISSOURI 65211 /
PHONE: (573) 882-6811 - CHEMIST Dr. George Rottinghdus
SAMPLE & Ofume | E1MAC
' 1) JOlume v=€Dd | Cowwne

reepl| Sqm | 1000 [+ |k
v
Bred reeh| Se—. | ool 1L | 1R

OATROL L2354 | & g 100& ¢ .0

COMMENTS:See for Standards, Spike and Graph.

Atomic Absorption
Spec Ion electrode
Gas Liquid Chrom __
Thin Layer Chrom __
HPLC e
Other o




D-7000 HSM: Soy isoflavone Series: 0004 Report: modified _ System: Sys 2

D-7000 HPLC System Manager Report
Analyzed: 04/07/04 01:16 PM Reported: 04/18/05 11:29 AM
Processed: 04/08/04 03:25 PM

Data Path: F:\Estrogen 04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC

System (acquisition): Sys 2 Series: 0004

Application: Soy isoflavone vial Number: 1
Sample ‘Name: Genl00/Dadl00/Gly20 ) ‘vial Type: STD1
Injection from this vial: 1 of 1 © Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

mo'?
300 -] g
s E
;) 200 -3 2
ol E 3
B ; 2
; 100 — K
g ] o -
=1 3 S
0 =\
-100 ]
'””F”'“”1””“”W””P”W“”“”W“““”W””““W””“”W“““”W“”“”W“”V”W“”“”W
8 10 12 14 16 18 20 22 24 26 28 30
" Retention Time (min)
No. RT Area Name . Conc 1 Conc 2
ppm ppm
3 16.73 5076263 DIN 100.000 2000.00
4 17.87 988996 GLIN 20.0000 400.000
5 22 .84 8325264 GIN 100.000 2000.00
14394523 220.000 4400.00

Peak rejection level: 0O

Page Indicator 1 / 32



D-7000 HSM: Soy isoflavone Series: 0004 Report: modified System; Sys 2

Analyzed:

D-7000 HPLC System Manager Report

04/07/04 01:52 PM Reported: 04/18/05 11:29 AM

Processed: 04/08/04 03:25 PM

Data Path: F:\Estrogen_04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series: 0004

Application: Soy isoflavone vial Number: 2
Sample Name: Genl0O/Dadl0/Gly2 Vial Type: STD2
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

pPeak

wo'?
300 ]
g ]
& 200 3
B E &
7 E £z °
8 100 -3 g 8 p
& ] KN ~
] E /\I;L .L
-100 ] .
I"“]"“I""]“"I""|""I""|'"*I_‘"‘]""I”"]‘"'I""|"”l'"'|""I"“]""I""]""]""]""I""]
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time -(min)
No. RT Area Name Conc 1 Conc 2
‘ . ppm ppm
1 17.55 516821 - DIN 10.0000 .200.000
2 18.57 43514 GLIN 2.00000 ' 40.0000
3 23.11 875656 GIN 10.0000 200.000
1435991 22.0000 440.000
rejection level: 0
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D-7000 HSM.: Soy isoflavone Series: 0004 Report: modified System: Sys 2
D-7000 HPLC System Manager Report

Analyzed: 04/07/04 08:27 PM Reported: 04/18/05 11:29 AM
Processed: 04/08/04 '03:25 PM

Data Path: F:\Estrogen 04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC

System (acquisition): Sys 2 Series: 0004

Application: Soy isoflavone Vial Number: 1
Sample Name: Genl00/Dadl00/Gly20 vial Type: STD1
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

400 3
300 ]
Y ]
cl 200 - -
oy 3 8
a 1 .
4 [}
g 100 :
& 3 g A
0 - e :/\ ;
100 ]
““W“”“”W”““”W””“”W””“”W”“““W“““”W””””W””“”W””““W”'“”1”““”W
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min) )
No. RT Area Name Conc 1 Conc 2
' ppm : ppm
3 15.85 4908133 DIN 100.000 2000.00
4 16.93 9498733 GLIN 20.0000 . 400.000
5 21.99 8399128 GIN 100.000 2000.00
14256994 ©220.000 4400.00

Peak rejection level: 0
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D-7000 HSM: Soy isoflavone Series: 0004 Report: modified System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 04/07/04 09:03 PM Reported: 04/18/05 11:29 AM
' Processed: 04/08/04 03:25 PM

Data Path: F:\Estrogen_04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series: 0004
Application: Soy isoflavone Vial Number: 2
Sample Name: Genl0/Dadl0/Gly2 Vvial Type: STDZ
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

400 "g
300 -E
s E
g 200 ]
& ] S g 8
0 LS JiN
-100 §
l'"‘|“"l""|‘”'|""|""I""|""l“"]”"l""]""I""]"”l'"'|“"l""|""I""|""I"“[""|""|
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
ppm ppm
1 15.82 502652 DIN 10.0000 200.000
2 16.90 37878 GLIN 2.00000 40.0000
3 21.96 881335 GIN 10.0000 200.000
1421865 22.0000 440.000

Peak rejection level: 0
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D-7000 HSM: Soy isoflavone

Area

a

Arxe:

Area

Series: 0004

Report: modified

System: Sys 2
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100

RT= 16.49 min
R2= 0.9993
A= 0.000e+000
A = 2.002e-005
A,= 0.000e+000
A,= 0.000e+000
RT= 17.57 min
R2= 0.9907
A,= 0.000e+000
A= 2.067e-005
A,= 0.000e+000
A,= 0.000e+000
RI= 22.48 min
R2= 0.9999
Ay= 0.000e+000
= 1.195e-005

A,= 0.000e+000
B,= 0.000e+000



D-7000 HSM: Soy isoflavone

Series: 0004

Report: modified System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 04/07/04 02:28 PM

Reported: 04/18/05 11:29 AM
Processed: 04/08/04 03:25 PM

Data Path: F:\Estrogen_04\Soy\DATA\0004\

Processing Method:
System(acquisition): Sys 2
Application: Soy isoflavone
Sample Name: Control 1

Injection from this vial: 1 of 1
Sample Description:

Soy phytoestrogens-YC

Series: 0004
Vial Number: 3
Vial Type: UNK
Volume: 20.0 ul

Chrom Type: HPLC Channel : 1
400 _
300 - g
R . g
> 3 w
£ 200 3 -
o 3 z
G E 8
= ]
L do © - o
0 %1: ;‘L J““;'r 1'/\'
-100 ] ; :
““W””““W“”“”W””“”W””“”W“““”1””“”1””“”%”““”W””““W””“”W””““W
8 10 12 14 16 18 20 22 . 24 26 28 30
Retention Time (min}
No. RT Area Name Conc 1 Conc 2
ppm ppm (
: = Bk
9 16.19 3335981 DIN 66.7908 1335.82 X O 6l - Z}N
10 17.29 473582 GLIN 9.79065 195.813)((_’).6037”} »
11 22.36 5712637 GIN 68.2618 1365.24 ¥ P,623 ~ ggzw
8522200 144,843 2896.87
peak rejection level: 0
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D-7000 HSM: Soy isoflavone Series: 0004

Report: modified

System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 04/07/04 03:04 PM

Data Path: F:\Estrogen 04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC
System(acquisition): Sys 2

Application: Soy isoflavone

Sample Name: Control 2

Reported: 04/18/05 11:29 AM
Processed: 04/08/04 03:25 PM

Series:0004
Vial Number: 4
Vial. Type: UNK

Page Indicator 7 / 32

Injection from this vial: 1 of 1 Volume: 20.0 ul
Sample Description:
Chrom Type: HPLC Channel 1
400
300 3 g
& b .
g 200 &
oy E z
a E 8
ﬁ 100 —E -
=] 4 w - 3
i ] z A X
0 G - VA P
100 ] -
LR RAASE MR AR N "]'”'[”"|“"I""|""l'“'[““l""]""l""|""|""|""I'"'|'”‘I""]“"I""]
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time {min)
No. _RT. Area Name Conc 1 Conc 2
. ppm ppm
. - [(9 ‘
9 16.08 3337750 DIN 66.8262 1336.52 X 0. 61] ~ %“‘_
10 17.17 473182 GLIN 9.78239 195.648 Y0637 * 12T 0
11 22.21 5840484 GIN 69.7895 1395.79%0 - £ =72 pp-
9651416 146.398 2927.96
Peak rejection level: 0



D-7000 HSM.: Soy isoflavone Series: 0004

Report: modified

System: Sys 2

D-7000 HPL.C System Manager Report

Analyzed: 04/07/04 08:27 PM

Data Path: F:\Estrogen 04\Soy\DATBA\0004\
Processing Method: Soy phytoestrogens-YC

System (acquisition): Sys 2
Application: Soy isoflavone

04/18/05 11:29 AM
04/08/04 03:25 PM

Reported:
Processed:

Series:0004
Vial Number: 1

Sample Name: Genl00/Dadl00/Gly20 vial Type: STD1
Injection from this vial: 1 of 1 Volume: 20.0 ul
Sample Description:
Chrom Type: HPLC Channel 1
400 "
300 3
g E
E 200 -
I 3 B
o E e
ﬁ 100 3 G
i 3 g -
0 — +[&
-100 ] :
) AN A MR LAARY AL A MRS RARE) RAAS RREAS R RN LARE A MRS LAY MM DRRSLEA SRR
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
' ppm ppm
3 15.85 4908133 DIN 100.000 2000.00
4 16.93 949733 " GLIN 20.0000 400.000
5 21.99 8399128 GIN 100.000 2000.00
14256994 220.000 4400.00
Peak rejection level: O
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D-7000 HSM: Soy isoflavone Series: 0004 Report: modified System: Sys 2
D-7000 HPLC System Manager Report

Analyzed: 04/07/04 09:03 PM Reported:>04/18/05 11:29 AM
’ Processed: 04/08/04 03:25 PM

Data Path: F:\Estrogen_ 04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC

- System{acquisition): Sys 2 Series: 0004
Application: Soy isoflavone Vial Number: 2
Sample Name: GenlO0/Dadl0/Gly2 Vial Type: STDZ
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

400
300 -
g E
& 200 ]
. | Z
g 100 ] . 8 ]
o 3 2 < 8
h 3 a9
0 AN /L
-100
L B A R BN AN RS LA AR RERAN NN AR AARAN ARSI LAARE R A SARRLAARAY MM AR RN
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area Name Conc 1 ) Conc 2
ppm ppm
1 15.82 502652 DIN : 10.0000 200.000
2 16.90 37878 GLIN 2.00000 40.0000
3 21.96 881335 GIN 10.0000 200.000
1421865 22.0000 440.000

Peak rejection level: O
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D-7000 HSM: Soy isoflavone

Series: 0004

Report: modified System: Sys 2

D-7000 HPLC System Manager Report

Reported: 04/18/05 11:29 AM

Analyzed: 04/08/04 01:10 PM

Processed: 04/08/04 03:25 PM

Data Path: F:\Estrogen 04\Soy\DATA\0004\

Processing Method:

System (acquisition): Sys 2
Application: Soy isoflavone

Sample Name: Genl00/Dadl00/Gly20
Injection from this wvial: 1 of 1

Sample Description:

Soy phytoestrogens-YC

Series: 0004
Vial Number: 1
Vial Type: STD1
Volume: 20.0 ul

Chrom Type: HPLC Channel : 1
400 J
300 - A
5 E
g 200 ] =
o E 8
i ] S
k; 100 &
C 1 ° =
1 = @
3 g
o - A y
-100 ]
l""_'_‘"[""I.'"'|"“I""]""I""|‘"""']"“‘I""|'"'|"“|""l'"‘|""I“"[""I""|""|""[""I""|
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
) ppm ppm
3 15.55 4961020 DIN 100.000 © 2000.00
4 16.60 968508 GLIN 20.0000 400.000
5 21.69 8422651 GIN 100.000 . 2000.00
14352179 220.000 4400.00
Peak rejection level: 0
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D-7000 HSM: Soy isoflavone Series: 0004 Report: modified System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 04/08/04 01:46 PM Reported: 04/18/05.11:29 AM
Processed: 04/08/04 03:25 PM

Data Path: F:\Estrogen_04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series:0004
Application: Soy isoflavone Vial Number: 2
Sample Name: Genl0/Dadl0/Gly2 Vial Type: STD2
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

mo‘?
300
s E
E 200
] z
g E § =z °
§ = ;8 g
E 100 ] 3 : g
0 - /\J;; jﬁ*
-100 ]
LAY AN RS ML) SALAY RARAN LAAAS RAARY ALY A LA RAAAL SARES AR LA LAAAAN] RARRLEEANY REAREEARM RARLAN
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area Name . Conc 1 Conc 2
ppm ppm
1 15.49. 512631 DIN 10.0000 200.000
2 16.52 38933 GLIN 2.00000 40,0000
3 21.62 868885 GIN 10.0000 200.000
1420449 22.0000 ‘ 440.000

Peak rejection level: 0O
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D-7000 HSM: Soy isoflavone Series: 0004

Area

Area

Area

Report: modified

System: Sys 2
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15.68 min
.99899

.000e+000
.026e-005
.000e+000
.000e+000

16.74 min
0.9908

0.000e+000
2,090e-005
0.000e+000

= 0.000e+000

21.82 min
1.0000

.00Qe+000
.188a-005
.000e+000
.000e+000

0o 0O+ O



D-7000 HSM: Soy isoflavone

Series: 0004

Report: modified System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 04/07/04 07:51 PM

04/18/05 11:29 AM
04/08/04 03:25 PM

Reported:
Processed:

Data Path: F:\Estrogen_ 04\Soy\DATA\0004\

Processing Method:
System(acquisition): Sys 2
Application: Soy isoflavone
Sample Name: Control 3

Soy phytoestrogens-YC

Series:0004
Vial Number: 13
Vial Type: UNK

Injection from this vial: 1 of 1 Volume: 20.0 ul
Sample Description:
Chrom Type: HPLC Channel 1
400
E 7 *

300 -3 ?
5 E 2
i 200 -3
& : .
k! E 8
$ 100 3 =
& 3 ~ 2 $ N

o] f ;‘L L t *‘:‘“
-100 _é
8 10 12 14 16 18 20 22 24 26 26 30 °
' Retention Time (min)
No RT Area Name Conc 1 Conc 2 Qjﬂg
ppm ppm -

9 15.88 3727992 DIN 75.5240 1510.48 X.0-Gf] = T2t
10 16.96 498453 GLIN . 10.4179 208.358%D.637 = 122-p0—
11 22.03 6460742 GIN 76.7819 1535-64Xb'6§5‘:9§7nv

10687187 162.724 3254.48
Peak rejection level: 0
L g
AJ

N N 733 e
DQIOY,ZG/\N O —

Y iTe A
GLYCiTewn) a

t A ) f

bemsie W 7ol {
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D-7000 HSM: Soy isoflavone Series: 0004 Report: modified System: Sys 2
D-7000 HPLC System Manager Report

Analyzed: 04/07/04 09:39 PM Reported: 04/18/05 11:29 AM
Processed: 04/08/04 03:25 PM

Data Path: F:\Estrogen 04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series:0004

Application: Soy isoflavone Vial Number: 14
Sample Name: Control 4 : Vial Type: UNK
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

400 73
300 =
E [2]
5 E 2
£ 200 3
B 3 z
w ] H
i 100 ] -
A 3 " 2 ('2 8
0— b SAVAW,N ; -
-100 é
T e [ [ T T T e e T
8 10 12 14 i6 18 20 22 24 26 28 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
ppm ppm
= 7
8 15.79 3148820 DIN 63.7908 1275.87 X D. 6l _ ~
9 16.89 376161 GLIN 7.86192 157.238¥O,b3zt [
10 22.00 5344083 GIN 63.5111 . 1270.22%X0-©25 =793
8869064 135.164 2703.28

Peak rejection level: 0
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D-7000 HSM: Soy isoflavone Series: 0004

Report: modified

System; Sys 2

- D-7000 HPLC System Manager Report

Analyzed: 04/08/04 01:50 AM

Data Path: F:\Estrogen 04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC
System(acquisition): Sys 2

Application: Soy isoflavone

Sample Name: 7014-1-1

Reported: 04/18/05 11:29 AM
Processed: 04/08/04 03:25 PM

Series: 0004
Vial Number: 21
Vial Type: UNK

Injection from this vial: 1 of 1 Volume: 20.0 ul
Sample Description:
Chrom Type: HPLC Channel 1
400
300
5 E
£ 200 ]
oy ; 2
@ . 3 z e
8 100 3 " N
& E « 5 © o b
-100
B0 A M M S RN SN ERREE RERRE RSN SRR EARALAARNY R RASR EUARL AR HEARLAE) MR
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No RT Area Name Conc 1 ‘Conc 2
ppm ppm
o bl =S
8 15.67 225859 DIN 4.57560 91.5120X O
9 21.87 534807 GIN 6.35585 127.117 X 0,625 =79 ¢
760666 10.9314 218.629

Peak rejection level: O
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D-7000 HSM: Soy isoflavone Series: 0004 Report: modified System: Sys 2
D-7000 HPLC System Manager Report

Analyzed: 04/08/04 02:26 AM Reported: 04/18/05 11:29 AM
Processed: 04/08/04 03:25 PM

Data Path: F:\Estrogen_04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series: 0004

Application: Soy isoflavone Vial Number: 22
Sanmple Name: 7014-1-2 Vial Type: UNK
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

400_5
300 ]
£ ]
g 200 -
B i
3 E g 7 E
3 a
g 100 - 8 <
. ] 2 8 - g g3
N I LN AL A FE
-100 ] )
LA AL A AR SRS RARAY RAREE RANRH A RARAE SRS LAARE R EEAREEALE) AR RARAY SARNL EERR REAALAAN MEASLARIRS
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time (min)
No: RT . Area Name Conc 1 Conc 2
ppm ppm @/
1 = Sp-
8 15.64 265461 DIN 5.37789 107.558 XO’QK —b’#“
9 16.69 18636 GLIN 0.389513 7.79025%0.637 = f
10 21.87 455127 GIN 5.40891 108.178 L 0-b25 = L9 ,\p~
739224 11.1763 223.526

Peak iejection levei: 0
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Series: 0004

Report: modified

System: Sys 2

D-7000 HSM: Soy isoflavone

D-7000 HPLC System Manager Report

Reported: 04/18/05 11:29 AM
Processed: 04/08/04 03:25 PM

Analyzed: 04/08/04 03:02 AM

Data Path: F:\Estrogen 04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2
Application: Soy isoflavone
Sample Name: 7014-2-1

Injection from this wvial: 1 of 1

Sample Description:

Series: 0004
Vial Number:
UNK

Vial Type:

23

Volume: 20.0 ul

Chrom Type: HPLC Channel.: 1

400 3 .
300
g ]
g 200 -]
B 3 7
0 ] z &
g 100 — - )
= E a »
= E o 3 g & N
o_é s;;b AL I/XL Av;c.L____
100 ] )
|""|"“I""|‘"'I""|""I""|""I‘”'|"”I"”|""I“"]""I'"'|""I'”']""l""|""|""|"' T
8 10 12 16 18 20 22 24 26 28 30
Retention Time {(min)
No. RT Area Name Conc 1 Conc 2
ppm ppm . 49
8 15.59 192513 DIN 3.90005 78.0011 X 0.6 7 ”
9 21.79 533319 GIN 6.33817 126.763XO—(02§=7¢.7"1["
725832 10.2382 204.764

Peak rejection level: 0

Page Indicator

31 / 32



D-7000 HSM: Soy isoflavone Series: 0004

Report: modified

System: Sys 2

D-7000 HPLC System Manager Report

Analyzed: 04/08/04 03:38 AM

Data Path: F:\Estrogen 04\Soy\DATA\0004\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2
Application: Soy isoflavone

04/18/05 11:29 AM
04/08/04 03:25 PM

Reported:
Processed:

Series: 0004
Vial Number: 24

Sample Name: 7014-2-2 Vial Type: UNK
Injection from this wvial: 1 of 1 Volume: 20.0 ul
Sample Description:
Chrom Type: HPLC Channel 1
400 j
300
5 E
E 200 3
w . 4 G (L]
E a .
E 100 N S
& E - 2 b g a
P A A S
-100 ]
[“"" IARERE BRI B T |“ T "I""|'"’I""I""l”“]""I""]""l""|""| "'|""I""|
8 10 12 14 16 18 20 22 24 26 28 30
Retention Time {min)
No. RT Area Name Conc 1. Cohc 2
ppm ppm
8 15.57 226680 DIN 4,59224 91.8449 XO'(?”:'S éi\l
9 21.80 511531 GIN 6.07923 121.585 X O. (a8 = 76ﬂ
738211 10.6715 213.428
Peak rejection level: 0 .
Aves -
YA ~
DA T b
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CASE NUMBER 727/§/ -0 'T/

ANALYSIS E STAC 6EH

BENCH SHEET
TOXICOLOGY LABORATORY
VET MED DIAG LAB
COLUMBIA, MISSOURI 65211
PHONE: (573) 882-6811

CHEMIST Dr George Rottinghaus

)4;/77;41_
/\{147[ Joymel 7
7426@? 1/:/ ,i;m—- /(DJ 19254
ced #2000 A1

SAMPLE

CodTR0C (Ao JOOA\avt ¢

COMMENTS: See for Standards, Spike and Graph.

Atomic Absorption __
Spec. [on Electrode ___
Gas Liquid Chrom _

- Thin Layer Chrom __
HPLC -
Other
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BENCH SHEET
TOXICOLOGY LABORATORY
VET MED DIAG LAB
COLUBIA, MISSOURI 65211
PHONE: (573) 882-6811

CASE NUMBER__ (& (- ¢y

ANALYSIS

Mycotoxin Screen

CHEMIST Dr George Rottinghaus

SAMPLE Amt mls ul aflatoxin | vomitoxin | zearalemone | ochratoxin
used spotted L ' ‘ )

F—‘Q.QQ/‘T‘ / 50, bg, (~ o % NZA — /L/([,D /U/A
| — | %l ga| — | MO ———

Feed- - | s o.ba) —Fe | B A/ — gy [ U

| — 1 ez P | — | VD
SY(aMt/e/(/s -~ D M YO | LY , ’917
COMMENTS: See (0 BB =0 gr TLC Standards and Spike

1. Spiked with 100 ul each: 25 ppm zearalenone, 2.5 ppm ochratoxin A, 0.5 ppm aflatoxin B,

2. Spiked with 100 ul 25 ppm vomitoxin

EXAMINED BY Mmﬁu m
DATE ¢ / 9’/@ Y

N




BENCH SHEET
TOXICOLOGY LABORATORY
VET MED DILAG LAB
COLUBLA, MISSOURI 63211
PEONE: (573) 332-6811

casyvEer_ (© (H-oy

ANALYSIS P‘A Lot -

CHEXOST Dr Georgze Roainghaus

SAMPLE :
A

[ h | R

Pguﬂ J So.'bu\’,\

&

Sz | S | MDD i

S o | MO

Fa Q.J P ST, B,
. ! A = e -+~
>p /C' - C_D(‘u\ SO 4;0 B
| ~
o s in/3 ! Lo +

Se=

s e ’f;st_ﬁ;‘?a/s?z. wllh

COMNENT

Azomic Absarption

Sgec. [on Electrode __
Ges Liquid Chvom .
ThinLayer Chrom &~
EPLC _—
Otrer

EXAMINED BY %ﬁ& W
DATE_Z/ /(08




BENCH SHEET
. TOXICOLOGY LABORATORY
VET MED DIAG LAB
COLUMBIA, MISSOURI 65211
PHONE: (573) 882-6811

CASE NUMBER, /& /- O %l

ANALYSIS___ Ergot Screen

- CHEMIST Dr George Rottinghaus

M224 method

Ergosil method

EXAMINED BY

SAMPLE | amt vol Final | ergosine | ergotamine | ergocornine | érgocryptine | ergocristine
used Vol
2]
P I R e R
3 —_ —_ —
Fee;/ﬁz,/éj/ /03l - —
_ —t
FRGOT | sj/oo 0L+ T il * +
COMMENTS: See for Standards, Spike and Graph.
Alkaloid Conc RT PkHt RsF Sample RT PkHt Conc
Ergosine
Ergotamine
Ergocornine
Ergocryptine
"~ Ergocristine
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D-7000 HSM: George Series: 0011 Report: Report0001 System: Sys 1
D-7000 HPL.C System Manager Report
_Analyzed: 04/05/04 04:29 PM Reported: 04/06/04 09:05 AM

Processed: 04/06/04 09:05 AM
Data Path: C:\WIN32APP\HSM\George\DATA\0011\
Processing Method: ergot screen

System{acquisition): Sys 1 Series: 0011

Application: George Vial Number: 1
Sample Name: 100 ppb ergot mix - Vial Type: STD1
Injection from this vial: 1 of 1 - Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel 2
! a
Qa <]
[ 3 &
g = g
P i 2
z ki & 3 3
g & g ] W
& 5 § o
by & ) 8
b 2 d =
'g o . @
g S 2 <
i 5 i F
H 2
-
b
T T —r
LR e L e L aas ey Laaad s L sse L L e LA s RS M
0 2 4 6 8 10 12 14 16 18

Retention Tima (min)

Name RT Area Conc 1 ' Conc 2

ppb ppb
ergosine 100 ppb 4.99 2944064 100.000 200.000
ergotamine 100 ppb 6.07 1142666 100.000 200.000
ergocornine 100 ppb 8.70 920386 100.000 200.000
ergocryptine 100 ppb 11.79 1113040 100.000 200.000
ergocristine 100 ppb 13.76 1084627 100.000 200.000

7204783 500.000 1000.00

Peak rejection level: 10

Page Indicator 1 / 7



D-7000 HSM: George Series: 0011 Report: Report0001 System: Sys 1

D-7000 HPL.C System Manager Report

Analyzed: 04/05/04 05:52 PM Reported: 04/06/04 09:05 AM
Processed: 04/06/04 09:05 aM

Data Path: C:\WIN32APP\HSM\George\DATA\0011l\
Processing Method: ergot screen

System({acquisition): Sys 1 Series: 0011

Application: George - Vial Number: 1
Sample Name: 100 ppb ergot mix Vial Type: STD1
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel 2
250
1 2 a
. I 2 I &
200 i ° a g
: B 2 P
o~ i a 3 k: °
> 150 § i I i
[ 100 . ¢
A . " .
© 3 ~ o
+ o .4 -
H —
50
O o
J e A
p ' 3 o - ‘ :
s L Laaas RS L R s Liads tatad st s st b s
o 2 4 & 8 0 12 14 16 18
Retention Time (min)
Name RT Area Conc 1 Conc 2
ppb . ppb
ergosine 100 ppb 4.98 3011822 100.000 200.000
ergotamine 100 ppb 6.06 1155773 100.000 200.000
ergocornine 100 ppb 8.68 923098 100.000 200.000
ergocryptine 100 ppb 11.76 1117875 100.000 200.000
ergocristine 100 ppb 13.73 - 1105849 100.000 200.000
7314517 500.000 : 1000.00

Peak rejection level: 10

Page Indicator 2 / 7



D-7000 HSM: George Series: 0011 Report: Report0001 System: Sys 1

Channel 2 Calibration Curves and Results

Name: ergosine 100 ppb
RT= 4.98 min

3000000 2%SD = 9.5976+004
Rg= 0.0008+000
A,= 3.3588-005
A,= 0.000e+000
A,= 0.000e+000

2500000

2000000

Area

1500000

1000000

500000

R B S L L L B UL L S L B I
] 20 40 60 80 100
Concentration (ppb)

Name: erxgotamine 100 ppb
1200000 RT= 6.07 min

2x89D = 1.8546+004
1000000 Ay= 0.000e+000
Ay= 8.7016-005
800000 A= 0.000e+000
3 B Rye 0.000e+000
b4 600000
400000
200000
0
IR B o ey s M B B B B B
0 20 40 60 80 100
Concentration (ppb)
Name: ergocornine 100 ppb
1000000 E RT=  8.69 min
2%SD = 3.835€+003
800000 Ay= 0.0000+000
A = 1.0856-004
. A,= 0.000e+000
i 600000 A;= 0.0000+000
i
400000
200000
0
A e e e e S s B I
0 20 40 60 80 100

Concentration {(ppb)

Page Indicator 3 / 7



D-7000 HSM: George

Series: 0011

Report: Report0001

System: Sys 1

Name: ergocryptine 100 ppb
1200000 RT= 11.78 min
2xSD = 6§.838e+003
1000000
A,= 0-.0003+900
1\1- 8.965e=005

800000 A,= 0.000e+000
5 A,= 0.000e+000
2 600000

400000
200000
0 .
R B P ) B B I I LU S I
0 20 T40 60 80 100
Concentration (ppb)
Name: ergocristine 100 ppb
' 1200000 _E RT= 13,75 min
E 2xXSD = 3.00le+004
1000000 —
3 Ay= 0.000e+000
E A,= 9.130e-005

800000 —;‘ A,= 0.000e+000
3 —; A= 0.000e+000
b 600000 —

400000 —

. 200000 —
0
R e N HAN B s iy
1] 20 40 60 80 100
Condentration (ppb)

Name Pts a0 al A2 A3 2 x SD Units
ergosine 100 ppb 2 0.000E+00 3.358E-05 0.000E+00 0.000E+00 9.597E+04 Ppb
ergotamine 100 ppb 2 0.000E+00 8.701E-05 0.000E+00 0.000E+00 1.854E+04 ppb
ergocornine 100 ppb 2 0.000E+00 1.085E-04 0.000E+00 0.000E+00 3.835E+03 ppb
ergocryptine 100 ppb 2 0.000E+00 8.965E-05 0.000E+00 0.000E+00 6.838E+03 ppb
ergocristine 100 ppb 2 0.000E+00 9.130E-05 0.000E+00 0.000E+00 3.001E+04 ppb

Least Squares Analysi
Order: Linear -
Through zero: YES
Weight factor: 1.0

S

f (Response)

Page Indicator 4 / 7



D-7000 HSM: George Series: 0011 - Report: Report0001 System: Sys 1

D-7000 HPLC System Manager Report

Analyzed: 04/05/04 04:50 PM Reported: 04/06/04 09:05 aM
Processed: 04/06/04 09:05 AM

Data Path: C:\WIN32APP\HSM\George\DATA\0O1lI1\

Processing Method: ergot screen

System(acguisition): Sys 1 Series: 0011
Application: George Vial Number: 2
Sample Name: 7014-04 #1 vVial Type: UNK

Injection from this wvial: 1 of 1 : Volume: 20.0 ul
Sample Description: . .

Chrom Type: HPLC Channel : 2

250 § @
4 o
3 =
200 < -
E 150 i
B 3
o ]
@ 100
g E
Q 3
o E
q |
H 3
50
—ll\lllllllIllllllllllllIIII|I|‘I1II|IIIIIVIIIIIIK|III1I'II||||||l|llll|llll|l[l|l|llIIIIIIII|IIIII‘II
0 2 4 6 8 10 12 14 16 18
Retention Time (min)
Name RT Area Conc 1 Conc 2
ppb ppb
0 0.000000 ) 0.000000

Peak rejection level: 10

Page Indicator 5 / 7



D-7000 HSM: George Series: 0011 Report: Report0001 System: Sys 1

- D-7000 HPL.C System Manager Report

Analyzed: 04/05/04 05:11 PM Reported: 04/06/04 09:05 AM
Processed: 04/06/04 09:05 AM

Data Path: C:\WIN32APP\HSM\George\DATA\0011\

Processing Method: ergot screen

System(acquisition): 8Sys 1 Series: 0011
Application: George Vial Number: 3
Sample Name: 7014-04 32 Vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 2

250
&
h
200 &
- 9
o
s
E 150 ’
™
)
3 100
d
[
il
]
H
50
S A =
49 g
0 -t —
|Iv|l|lllII|vll|||l|]l||||llll||||| l|||l||||||||1l|||||l—|1rl‘l1ll|||||lv||lll||_llll||l”|‘l||||||lll|
0 2 4 6 8 10 12 14 16 18
Retention Time (min)
Name RT Area Conc 1 Conc 2
ppb ppb
"0 0.000000 0.000000

Peak rejection level: 10

Page Indicator 6 / 7



D-7000 HSM: George Series: 0011 Report: Report0001 System: Sys 1

D-7000 HPL.C System Manager Report

Analyzed: 04/05/04 05:32 PM Reported: 04/06/04 09:05 AM
Processed: 04/06/04 09:05 AM

Data Path: C:\WIN32APP\HSM\George\DATA\0011\
Processing Method: ergot screen

System{acqguisition): Sys 1 . Series: 0011
Application: George - Vial Number: 4
Sample Name: ergot Vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel 2
el
el
2 &
o
=4 Q
o =
3
o o
# 5.
5 5
a o
~ 2
& "
G g 8
- o =]
o o
5. m [y
bt .
) ; o
g B I
: @« m
a2 a5 @
H ] v
P
3]
o
=i

T e T R e e T T e T T T T
(RN LAY AR RARAN LARY EELED RARL RERLY LRRS RASRSE REALS RLAAN LARES RALA) RARR) AERLS RAAAI RARRNRARRE

0 2 4 & 8 10 12 14 16 18

Retention Time (min)

Name ) RT Area Conc 1 Conc 2

ppb ppb

ergosine 100 ppb 4.97 2718575 91.2770 182.554
ergotamine 100 ppb 6.05 2167426 188.594 377.187
ergocornine 100 ppb 8.67 1250808 135.700 . 271.400
ergocryptine 100 ppb 11.75 1223822 109.714 219.429
ergocristine 100 ppb 13.72 1400993 127.905 255.810
8761624 653.190 1306.38

Peak rejection level: 10

Page Indicator 7 / 7



To: 9509-375-6666

2

Rsbén Deate*

04/07/2005

-Owner: BATTELLE ACCOUNTS PAYABLE
-ATTN PO NO. 16241
PO BOX 999, MS J1-04
RICHLAND, WA 99352

To: BATTELLE ACCOUNTS PAYABLE .

From: UMC CVM VMDL RAuto Sender Pg 1/ Z 04-871-85 €5:03 P (ST

UNIVERSITY OF MISSOURI Page 1 of 2

VET MED DIAGNOSTIC LAB
P.0. BOX 6023

COLUMBIA, MO 65205
Phone #: 573-882-6811 Fax #: 573-882-1411

Accesslon Number: 05-04276

Reference Number: PO NO. 16241

Case Coordlnator: Tim Evans DVM, MS, PhD
Recelved: 03/04/2005  Flnallzed:04/07/2005
Sampled:

Vetarlnarlan: .

RICHLAND, WA 89352

Addended Report

TOXICOLOGY RESULTS

ADDENDED COMMENTS

COMMENTS

TOXICOLOGY COMMENTS

COMMENTS

3/22/2005:

The concentrations of the aglycones of daldzeln, glyclteln and genestein has been entered
individually for each of the submitted samples.

Tim J. Evans, DVM, MS, PhD, DACT, DABVT

3/16/2005:

This report will be amended when the results of the genestein analyses are available.
None of the mycotoxins for which analyses were performed were detected by thin layer
chromatography (TLC) in the submitted sample. Using TLC, the levels of detection for
aflatoxin B1, ochratoxin A, zearalenone and vomitoxin were 0.02 ppm, 0.05 ppm, 0.5 ppm
and 0.5 ppm, respectively.

Tim J. Evans, DVM, MS, PhD, DACT, DABVT

MYCOTOXIN SCREEN

SPECIMEN #
FEED-ADS-07

FEED-ADS-08
FEED-ADS-11
FEED-ADS-13
FEED-ADS-15
FEED-ADS-17

AFLATOXIN
None Destected

None Detected
None Detected
None Detected
None Detected
None Detected

OCHRATOXIN
None Detacted

None Detected
Nons Detected
None Dstected
None Detected
None Detected

ZEARALENONE

None Detected
None Detected
None Detected
Nons Detected
None Detected
None Detected

VOMITOXIN
None Detected

None Detected
None Detected
Nons Detected
None Detected
None Detected



To: 509-375-6666

P

Report Date *
04/07/2005

Addended Report

TOXICOLOGY RESULTS
SPECIMEN # AFLATOXIN
FEED-ADS-19 None Detected
FEED-ADS-21 None Detected
FEED-ADS-23 None Detected
PHYTOESTROGEN
SPECIMEN # GENESTEIN
Feed ADS-07 185 ppm
Feed ADS-09 540 ppm
Feed ADS-11 145 ppm
Feed ADS-13 490 ppm
Feed ADS-15 450 ppm
feed ADS-17 140 ppm
Feed ADS-19 360 ppm
Feed ADS-21 420 ppm
Feed ADS8-23 490 ppm

From: UMC CVH VMDL Ruto Sender

Pg 2/ 2 04-07-05 05:04 PH CST

UNIVERSITY OF MISSOURI

VET MED DIAGNOSTIC LAB
P.O. BOX 6023

COLUMBIA, MO 65205
Fax #; 573-882-1411

Phone #: 573-882-6811

OCHRATOXIN
None Detected
None Detected
None Detected

GLYCITEIN
10 ppm
35 ppm
25 ppm
55 ppm
80 ppm
15 ppm
35 ppm
50 ppm
70 ppm

Accesslon Number: 05-04276

ZEARALENONE

None Detected
None Detected
None Detected

DAIDZEIN
110 ppm
380 ppm
125 ppm
360 ppm
340 ppm
100 ppm
270 ppm
310 ppm
400 ppm

VOMITOXIN

None Detected
None Detected
None Detected

Page 2 of 2



BENCH SHEET

TOXICOLOGY LABORATORY

VET MED DIAG LAB

COLUBIA, MISSOURI 65211

PHONE: (573) 882-6811

fesp |

CASE NUMBER_@ 5 ~© Y276

Mycotoxin Sereen

CHEMIST Dr George Rottinghaus

SAMPLE mls ul zearalenone | ochratoxin

Fee used spotted ) .
W\ ADS- o1 | so.00) b | 1552 | VD /D | AL
5k A

7o | Lo , I
TS Tz | o JUTS (0%
SE _ /4‘75@ (e | ——
| Yy | S | po | D D Y
£6 - /e .
3 %@ L
2 s > (L)
€% - /7 z oD /\-} m
£6 /0&0
A ses|im | 2a 70
=6 %D ! —
COMMENTS: T forTLC Standards and Spike

1. Spiked with 100 ul each: 25 ppm zearalenone, 2.5 ppm ochratoxm A, 0.5 ppm aflatoxin B,
2. Spiked with 100 ul 25 ppm vomitoxin

EXAMINED BY M C;«t&«

DATE B /8/65



BENCH SHEET . CASENUMBER__© 3 -e¥2706
TOXICOLOGY LABORATORY -
VET MED DIAG LAB ANALYSIS___ Mvcotoxin Screen

COLUBIA, MISSOURI 65211
PHONE: (573) 882-6811 CHEMIST Dr George Rottinghaus
Pwyz -
SAMPL, Amt mls aflatoxin | vomitoxin | zearalenome | ochratoxin
e used spotted
I ADS -2/ sp.o] 2ee | ee |[MIN|— [ Min Wi
h L Gee | Zw | —— |V [
78 -_Z} -TD,G‘V % % N/LD — /D\/D /U/D
1
+ e | e | — | YN |- .
Al Sl soop T | L 2| 2y
U
LSyl A P o | Lo
5VLo\wEIM1sZ: — T s 1"/ (;"}L/

COMMENTS: See - for TLC Standards and Spike

1. Spiked with 100 ul each: 25 ppm zearalenone, 2.5 ppm ochratoxin A, 0.5 ppm aflatoxin B,
2. Spiked with 100 ul 25 ppm vomitoxin

EXAI\;HNED BY %A Cﬁm\/ﬁ-ﬁk«_
DATE ,3/8/BD<'N\
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D-7000 HSM: Soy isoflavone 05 Series; 0106 Report: modified System: Sys 1

D-7000 HPLC System Manager Report

Analyzed: 03/15/05 06:17 PM Reported: 04/15/05 02:47 PM
Data Path: C:\Win32App\HSM\Soy isoflavone_ O05\DATA\0106\
Processing Method: Soy phytoestrogens-YC

System (acquisition): Sys 2 Series: 0106

Application: Soy isoflavone 05 Vial Number: 1
Sample Name: Dadl00/Gly20/Genl00 Vial Type: STD1
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1
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0 5 10 " 15 20 25 30
Retention Time (min}
No. RT Area Name ~Conc 1 Conc 2
' ppm ppm
1 16.86 5754024 Dadin 100.000 4000.00
2 17.73 1132667 Glyin 20.0000 800.000
3 22.13 8041576 Genin 100.000 4000.00
14928267 ' 220.000 8800.00

Peak rejection level: 0
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D-7000 HSM: Soy isoflavone 05

Series: 0106

Report: modified

System: Sys 1

D-7000 HPLC System Manager Report

Reported: 04/15/05 02:47 PM

Analyzed: 03/15/05 06:53 PM
Data Path: C:\Win32App\HSM\Soy isoflavone_ O5\DATA\0106\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2

Application: Soy isoflavone_ 05

Sample Name: Dadl0/Gly2/GenlO

Injection from this vial:

Sample Description:

1 of 1

Series: 0106
Vial Number: 2
Vial Type: STD2
Volume: 20.0 ul

Chrom Type: HPLC Channel : 1

Page Indicator

2/ 15
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0 5 10 15 20 25 30
Retention Time (min)
" No. RT Area Name Conc 1 Conc 2
-ppm ppm
1 16.63 577373 . Dadin 10.0000 400.000
2 17.51 108741 Glyin 2.00000 80.0000
3 21.90 . 829186 Genin 10.0000 400.000
1515300 22.0000 880.000
Peak rejection level: 0



D-7000 HSM: Soy isoflavone 05 Series: 0106 Report: modified System: Sys 1

Channel 1 Calibration Curves and Results

Name: Dadin
RT= 16.74 min
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D-7000 HSM: Soy isoflavone 05 Series: 0106 Report: modified

System: Sys 1

D-7000 HPLC System Manager Report

Analyzed: 03/15/05 07:29 PM Reported: 04/15/05 02:47 PM
Data Path: C:\Win32App\HSM\Soy isoflavone O5\DATA\0106\
Processing Method: Soy phytoestrogens-YC

System (acquisition): Sys 2 Series:0106

Application: Soy isoflavone 05 Vial Number: 3
Sample Name: ADS-7 - Vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

200
150 2
g E
¥ 100 4 B
3 E p §
3 ] 3 s g
5 3 5 ;
& . 50 4 B &
ERNCS N . B8 S g
4 ™ - " oo :
3 o a o
+0
SIS B i e s B L I e e I B O R ;|'|w'|'w| L N N L N I I I
0 5 10 15 20 25 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
ppm ppm
9 - 16.52 262795 Dadin 4.56700 182.680
10 17.95 23611 Glyin 0.417071 16.6829
11 21.63 529414 Genin 6.58138 263.255
815820 ’ 11.5655 462.618
Peak rejection level: 0O

Page Indicator 4 / 15



D-7000 HSM: Soy isoflavone 05 Series: 0106 Report: modified System: Sys 1

D-7000 HPLC System Manager Report

Analyzed: 03/15/05 08:05 PM Reported: 04/15/05 02:47 PM
Data Path: C:\Win32App\HSM\Soy isoflavone 05\DATA\0106Y\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series:0106

Application: Soy isoflavone_05 Vial Number: 4
Sample Name: ADS-9 Vial Type: UNK
Injection from this vial: 1 of 1 vVolume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

200 4
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0 5 10 15 20 25 30
Retention Time (min)
No. ) RT Area Name Conc 1 Conc 2
ppm ppm
11 15.15 900558 Dadin 15.6504 626.016
12 15.92 73 Glyin 1.30023 2.0092
4 13k3 AL 1S SR PYA REZ 30"
974166 16.9506 678.025

Peak rejection level: O
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D-7000 HSM: Soy isoflavone 05 Series; 0106 Report: modified System: Sys 1

D-7000 HPLC System Manager Report

Analyzed: 03/16/05 01:29 AM Reported: 04/15/05 02:49 PM
Data Path: C:\Win32App\HSM\Soy isoflavone_05\DATA\0106\
Processing Method: Soy phytoestrogens-¥YC

System(acquisition): Sys 2 Series:0106

Application: Soy isoflavone_05 vial Number: 1
Sample Name: Dad100/Gly20/Genl00 vial Type: STD1
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1
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0 5 10 15 20 25 30 :
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
ppm ppm
1 11.44 5540864 Dadin 100.000 4000.00
2 12.16 1045173 Glyin 20.0000 800.000
3 16.47 8143456 - Genin 100.000 4000.00
14729493 220.000 - 8800.00

Peak rejection level: O

Page Indicator 6 / 15



D-7000 HSM: Soy isoflavone 03 Series: 0106 Report: modified System: Sys 1

D-7000 HPLC System Manager Report

Analyzed: 03/16/05 02:05 AM Reported: 04/15/05 02:49 PM
Data Path: C:\Win32App\HSM\Soy isoflavone_ 05\DATA\0106\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series:0106
Application: Soy isoflavone 05 Vial Number: 2
Sample Name: Dadl0/Gly2/Genl0 Vial Type: STD2
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

200
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0 5 ‘10 © 15 20 25 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
ppm ppm
1 11.01 563858 *  Dadin 10.0000 400.000
2 11.69. 105400 Glyin 2.00000 80.0000
3 15.97 849712 Genin 10.0000 400.000
1518970 22.0000 880.000

Peak rejection level: 0

Page Indicator 7 / 15



D-7000 HSM: Soy isoflavone 05 Series: 0106 ‘ Report: modified System: Sys 1

Channel 1 Calibration Curves and Results

Name: Dadin
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D-7000 HSM: Soy isoflavone 05 Series: 0106 Report: modified System; Sys 1

D-7000 HPLC System Manager Report

Analyzed: 03/15/05 08:41 PM Reported: 04/15/05 02:49 PM
Data Path: C:\Win32App\HSM\Soy isoflavone O5\DATA\0106\
Processing Method: Soy phytoestrogens-YC

System{acquisition): Sys 2 Series:0106
Application: Soy isoflavone 05 : vVial Number: 5
Sample Name: ADS~11 vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chfom Type: HPLC Channel : 1
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2 1 = o5 3
H 50 - ~ aoe < o
3 < ae N K
-] = == ~
‘o ;
. ('I‘I‘I‘I‘I'I'l'|'I'l'l'I']'I'['I'I"['I‘l‘!'l‘[‘l‘l"l‘I']‘I'I'I'I'
0 5 10 15 20 25 30
Retention Time (min)
No. RT . Area Name Conc 1 ' Conc 2
ppm " ppnm
] 11.69 279377 Dadin . 5.04123 201.649
10 12.43 53383 Glyin 1.02144 40.8576
11 16.83 469730 Genin 5.76560 230.624
802490 11.8283 473,131

Peak rejection level: 0

Page Indicator 9 / 15



D-7000 HSM: Soy isoflavone 05 Series: 0106 Report: modified System: Sys 1

D-7000 HPLC System Manager Report

Analyzed: 03/15/05 09:17 PM Reported: 04/15/05 02:49 PM
Data Path: C:\Win32App\HSM\Soy isoflavone_ O05\DATA\0106\
Processing Method: Soy phytoestrogens-YC

System(acguisition): Sys 2 Series:0106

Application: Soy isoflavone 05 Vial Number: 6
Sample Name: ADS-13 Vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

200 1
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0 5 10 15 20 25 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
ppm ppm
10 11.70 814885 Dadin 14.7044 588.176
11 12.43 110422 Glyin 2.11281 84.5124
12- 16.83 1602147 Genin 19.6652 786.6089
2527464 36.4824 1459.30

Peak rejection level: O

Page Indicator 10 / 15



D-7000 HSM: Soy‘isoﬂavonc 05 Series: 0106 Report: modified ' System: Sys 1

D-7000 HPLC System Manager Report

Analyzed: 03/15/05 09:53 PM Reported: 04/15/05 02:49 PM
Data Path: C:\Win32App\HSM\Soy isoflavone O0S5\DATA\0106\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series:0106
Application: Soy isoflavone_ 05 Vial Number: 7
Sample Name: ADS-15 Vial Type: UNK
Injection from this wvial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

200 1
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0 5 10 15 20 25 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
) ppn ppm
10 11.73 773546 Dadin 13.9583 558.331
11 12.46 123934 Glyin 2.37136 94,8545
12 16.85 1464005 Genin 17.9696 718.785

2361485 34.2993 1371.97

Peak rejection level: 0

Page Indicator 11 / 15



D-7000 HSM: Soy isoflavone 05 Series: 0106 Report: modified System: Sys 1

D-7000 HPLC System Manager Report

Analyzed: 03/15/05 10:29 PM Reported: 04/15/05 02:49 PM
Data Path: C:\Win32App\HSM\Soy isoflavone O5\DATA\0106\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series:0106
Application: Soy isoflavone_05 Vial Number: 8
Sample Name: ADS-17 Vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

200
wo-@
& E
» ' 100 3 .
7 E . 2 i
§ ] 5. ¢ g
8 3 o ag 5 M
H 50 -3 ~ g ;
o 3
_'I'UI‘I‘IW‘I'IW']‘I'PI‘l'Tﬁﬁlﬁﬂli|wjl'ﬁl‘|'ﬁl‘('P['F’PI‘I
0 5 10 15 20 25 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
ppm ppm
8 11.65 222687 Dadin 4.018289 160.731
9 12.38 28522 Glyin 0.545747 21.823%9
10. 16.71 447836 Genin 5.49688 215.875
699045 10.0609 402.437

Peak rejection level: O

Page Indicator 12 / 15



D-7000 HSM: Soy isoflavone 05 Series: 0106 Report: modified System: Sys 1

D-7000 HPL.C System Manager Report

Analyzed: 03/15/05 11:05 PM Reported: 04/15/05 02:49 PM
Data Path: C:\Win32App\HSM\Soy isoflavone_O5\DATA\0106\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series:0106

Application: Soy isoflavone 05 Vial Number: 9
Sample Name: ADS-19 : Vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

200 1
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H 50 —
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0 5 10 15 20 25 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
ppm . ppm
10 11.59 613710 Dadin 11.0741 442,964
11 12.32 70701 Glyin 1.35279 54.1116
12 16.65 1168897 Genin 14.3474 573.896
1853308 26.7743 - 1070.97

Peak rejection level: 0

Page Indicator 13 / 15



D-7000 HSM: Soy isoflavone 05 Series: 0106 ~__Report: modified System: Sys 1

D-7000 HPLC System Manager Report

Analyzed: 03/15/05 11:41 PM ~ Reported: 04/15/05 02:48 PM
Data Path: C:\Win32App\HSM\Soy isoflavone O05\DATA\0106\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 2 Series:0106

Application: Soy isoflavone 05 Vial Number: 10
Sample Name: ADS-21 - vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

200 1
1m-; E
3 8
g = P g
B E: “
100 - % 3
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H 50 —
.0
] TI‘I'1‘['l'l‘|'|‘|‘l'I'I'[']‘!‘I'I'lt‘['l'l'l'l'['l'l LI B B B B L I
0 5 10 15 20 25 30
Retention Time (min)-
No. RT Area Name Conc 1 . conc 2
ppm ppm
10 ©11.57 699234 Dadin 12.6174 " 504.694
11 12.31 103301 Glyin 1.97657 79.0628
12 16.63 . 1364472 Genin 16.7479 669.917
2167007 31.3419 1253.67

Peak rejection ievel: 0

Page Indicator 14 / 15



D-7000 HSM: Soy isoflavone 05 Series: 0106 Report: modified System: Sys 1

D-7000 HPLC System Manager Report

Analyzed: 03/16/05 12:17 AM Reported: 04/15/05 02:49 PM
Data Path: C:\Win32App\HSM\Soy isoflavone O05\DATAN0106\
Processing Method: Soy phytoestrogens~YC

System(acquisition): Sys 2 Series:0106

Application: Soy isoflavone 05 Vial Number: 11
Sample Name: ADS-23 h Vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

200 1
3 “
4 2
150 - 8
- = & 5
3 g E
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B, 1002
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0 5 10 15 20 25 30
Retention Time (min}
No. RT Area ] Name : Conc 1 Conc 2
ppm ppm
10 11.54 901664 Dadin 16.2701 650.804
11 12.27 145916 Glyin 2.79197 111.679
12 16.58 ‘1590468 Genin 19.5219 780.875

2638048 38.5839 1543.36

Peak rejection level: 0O

Page Indicator 15 / 15



D-7000 HSM: Soy isoflavone 05 Series: 0103 Report: modified System: Sys 1

D-7000 HPLC System Manager Report

Analyzed: 04/14/05 01:39 PM Reported: 04/15/05 03:02 PM
Data Path: C:\Win32App\HSM\Soy isoflavone O0S5\DATA\0103\
Processing Method: Soy phytoestrogens-YC

System (acquisition): Sys 1 Series:0103

Application: Soy isoflavone_ 05 Vial Number: 1
Sample Name: Dadl00/Gly20/Genl00 Vial Type: STD1
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

. 200 J 5
d H
t K
M -1 I
150 H 5 .
¢ 2
3 :
100 N
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H 50
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|'|'I‘l'l‘l'l'l'('i']'l'('I'|'|‘1'I'I'l-")'l'I'l'l‘[‘l'I'I'l‘|'|‘['l'l'
o . 5 10 15 20 25 30
Retention Time (min)
No. ~ RT » Area Name Conc 1 Conc 2
ppm ppm
'3 22.54 6561686 Dadin 100.000 4000.00
4 23.85 1238197 Glyin 20.0000 800.000
5 29.87 8690185 Genin 100.000 4000.00
16490068 220.000 8800.00

Peak réjection level: 0

Page Indicator 1 / 4



D-7000 HSM: Soy isoflavone 05 " Series: 0103 Report: modified System: Sys 1

D-7000 HPLC System Manager Report

Analyzed: 04/14/05 02:15 PM ' Reported: 04/15/05 03:02 PM
Data Path: C:\Win32App\HSM\Soy isoflavone O5\DATA\0103\
Processing Method: Soy phytoestrogens-YC ’

System(acqguisition): Sys 1 Series:0103

Bpplication: Soy isoflavone 05 : Vial Number: 2
Sample Name: Dadl0/Gly2/Genl0 Vial Type: STD2
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1

200
150
& i
& s [
100 i}
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) . N @
g 5 & a o
> b4 o
E 50 S B o
0 - f
|‘l‘l'l'|‘T'I‘I'I'V]‘T‘I'I’I'I'I'I'I‘I"['I’I'I‘]‘l“l'l'|'1'|'I‘I'7I‘l'
’ 0 5 10 15 20 25 30
Retention Time (min)
No. RT Area Name Conc 1 Conc 2
) ppm ppm
2 22.07 636932 Dadin " 10.0000 . 400.000
3 23.44 114596 Glyin 2.00000 80.0000
4- 29.21 876475 Genin 10.0000 400.000
1628003 22.0000 © 7 880.000

Peak rejection level: 0

Page Indicator 2 / 4



D-7000 HSM: Soy isoflavone 05 Series: 0103 Report: modified System: Sys 1

Channel 1 Calibration Curves and Results

Name: Dadin
RT= 22.31 min

77000000
R2= 1.0000
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A= 0.000e+000
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Concentration (ppm)
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D-7000 HSM: Soy isoflavone 05 Series: 0103 Report: modified System: Sys 1

D-7000 HPLC System Manager Report

Analyzed: 04/14/05 10:03 PM Reported: 04/15/05 03:02 PM
Data Path: C:\Win322pp\HSM\Soy 1soflavone _05\DATA\0103\
Processing Method: Soy phytoestrogens-YC

System(acquisition): Sys 1 Series:0103

Application: Soy isoflavone 05 vial Number: 13
Sample Name: Soy control-l Vial Type: UNK
Injection from this vial: 1 of 1 Volume: 20.0 ul

Sample Description:

Chrom Type: HPLC Channel : 1
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0 5 10 15 20 25 30
Retention Time (min)
No. RT Area Name Conc 1 ) Conc 2
ppm ‘ppm
8‘ 21.36 2779102 Dadin 42.3654 ' 1694.62
9 22.717 395102 Glyin 6.38625 255.450
10 28.52 4614250 Genin 53.0927 2123.71
7788454 101.844 4073.78

Peak rejection level: O
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