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MERCK & CO., INC.
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Hansen, Karl

; rom: Dorwart, Jason G.

Wpent: Tuesday, February 05, 2002 11:13 AM
To: Hansen, Karl
Karl,

Here are the results of the 1.-224715 Besylate salt NB# 70316-001.

LCAP

RRT Area %
0.65 0.06%
0.93 0.16%
0.95 0.20%
1.00 99.27%
1.04 0.09%
1.37 0.13%
Chiral

Major Enantiomer = 99.92%
Minor Enantiomer = 0.08%

4
ason

Merck Exhibit 2129, Page 12
Mylan v. Merck, IPR2020-00040



Data file

HPLCO157

:C:\HPCHEM\HPLCO157\DATA\005-0101.D Sample Name: 70316-001
0.1%00g/50ml of hydrog soln 17.85 g ->
Injection Date 01/30/2002 12:29:35 PM Seq Line 1
Sample Name 70316-001 Vial No 5
Acqg Operator hansen Inj. No. 1

Inj. Vol. 2 npl
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed 01/14/2002 1:00:57 PM
75/25 0.1% HC1l0O4/Acetonitrile, 1ml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min l‘(;2;L,~ éfT/,:}W I;—
waters cl18 symmetry, 250 nm S
DAD1 C. Sig=210,8 Ref=360,100 (005-0101.D)
mAU 3
6003
500 3
400 3
300 3
_: o
. T : :
100 = b 6® p 9
0 E < . 1/\11/'\1 (‘q . ‘T_l )
6 - é - :'1 I é ' é 1|0 I 1|2 l 1|4 min
DAD1 E, Sig=268,16 Ref=360,100 (005-0101 D)
mAU
600
500
400 4
300 -
200 o
E o ~
100 3 2 2

E [Te] —

0 S~y - T

T T T L N T T T T

0 2 4 6 8 10 12 14 min

Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DAD1l C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min]) [mAU*s) % mg/ml
1 3.63 BB 0.084 1.52 8.311 0.99 0.00000C
2 5.55 BB 0.082 65.94 350.924 41.82 0.08999C 1-224,715
3 5.88 BB 0.078 30.31 149.%39 17.87 0.00000C T&A~ZH4~ibkv{
4 6.76 BB 0.083 1.06 5.689 0.68 0.00000C
5 10.43 BB 0.091 2.62 15.583 1.86 0.00000¢C
6 12.90 BB 0.201 24.14 308.655 36.78 0.00000C
Signal: 2 DADl E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min]} [min) [mAU*s] % mg/ml
1 5.55 BB 0.082 7.55 40.148 61.99 0.08999C L-224,715
2 12.88 PB 0.204 1.86 24.616 38.01 0.00000C
01/30/2002 12:43:56 PM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO0157\DATA\(098-0101.D Sample Name: 70316-001

methanol soln of hydrog after ->
Injection Date : 01/29/2002 8:26:05 AM Seq Line : 1
Sample Name 70316-001 Vial No : 98
Acq Operator hansen Inj. No. : 1
Inj. Vol. : 2 pl
Method : C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM
75/25 0.1% HClO4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (098-0101.D)
mAU 3 Y 3
- ) i
3 7] o
600 3 P ]
3 ©
500 3 P
400 3
300 3 2
200—E 0 Q @ < < z 8
3 © ~ ¥
100 3 2 g @ & 5 8 3 g 3 88 L ‘u/\rl‘:)/\“
03 N R JNG R S = 7 AWWAY .
6 é zlt é é 1|0 1‘2 1|4 min
DAD1 E, Sig=268,16 Ref=360,100 (098-0101.D)
mAU 3
600 -
500 -
400 3
3 - (o]
300 4 . i
200 B, Y
100 3 23 F }\ &8
0 E I/\Lrl? T ‘Q T . li‘l_ ‘_+ I T
T T T T T T L A T
0 2 4 6 8 10 12 14 min
‘Customized Report:karlo
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DAD1 C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min) [min] [mAU*s) % mg/ml
1 2.28 BV 0.064 2.04 8.408 0.04 0.000000
2 2.39 VB 0.074 28.29 145.682 0.73 0.000000
3 2.96 BB 0.071 2.66 12.500 0.06 0.000000
4 3.63 PB 0.080 45.98 236.239 1.18 0.000000
5 5.55 BV 0.085 896.79 4819.326 23.99 1.276818 L-224,715
6 5.88 vV 0.078 470.40 2342.150 11.66 0.000000
7 6.13 VB 0.103 5.08 35.195 0.18 0.000000
8 6.77 BB 0.080 60.29 309.151 1.54 0.000000
9 7.46 PV 0.098 1.10 7.578 0.04 0.000000
10 8.21 BV 0.09% 2.42 17.173 0.09 0.000000
11 8.35 VvV 0.084 1.11 6.073 0.03 0.000000
12 8.51 vp 0.085 4.92 27.312 0.14 0.000000
13 9.90 BV 0.086 11.38 62.772 0.31 0.000000
14 10.11 VB 0.116 3.01 24.672 0.12 0.000000
15 10.44 BB 0.085 8.08 44.743 0.22 0.000000
HPLCO157 01/29/2002 8:40:32 AM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO0157\DATA\098-0101.D Sample Name: 70316-001
Peak RT Type Width Height Area Area Amount Name
# [min) [min] [mAU*s) % mg/ml
16 11.60 BB 0.194 2.25 33.466 0.17 0.000000
17 11.95 BV 0.105 3.70 27.092 0.13 0.000000
18 12.14 VB 0.087 1.83e3 9921.391 49.40 0.000000
19 12.69 BV 0.123 8.67 76.832 0.38 0.000000
20 12.95 vv 0.129 125.53 1132.982 5.64 0.000000
21 13.27 VvV 0.185 58.48 715.638 3.56 0.000000
22 13.55 VB 0.108 10.69 79.096 0.39 0.000000
Signal: 2 DADl E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*s) % mg/ml
1 5.55 BB 0.082 106.70 566.822 34.94 1.276818 L-224,715
2 5.88 BB 0.081 5.96 31.159 1.92 0.000000
3 6.77 BB 0.082 1.27 6.741 0.42 0.000000
4 12.14 BB 0.079 173.36 881.732 54.35 0.000000
5 12.97 vV 0.175 5.89 66.176 4.08 0.000000
6 13.27 VvV 0.182 5.19 62.412 3.85 0.000000
7 13.55 VB 0.104 1.05 7.419 0.46 0.000000
*** End of Report ***
HPLCO157 01/29/2002 8:40:32 AM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\099-0201.D Sample Name: 70316-001
benzyl alcohol ->
Injection Date 01/29/2002 8:44:40 AM Seq Line 2
Sample Name 70316-001 Vial No 99
Acqg Operator hansen Inj. No. 1

Inj. Vol. 2 pl
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM
75/25 0.1% HCl1lO4/Acetonitrile, 1ml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (099-0201.D)
mAU 3 8
= oQ
3 i
600
3 N
500 3 =
400 3 3 i
3 [s]
3004 ©
100 3 3 2 Lg 2 g8 5 = 3
OE ‘? . vl’ . [l |‘|/\'I"S L . 10) r ?—.T 1./\I 41‘_ ¢ L S
Cl) ' . é - ‘li - é - é 1I0 - 112 1I4 I min
DAD1 E, Sig=268,16 Ref=360,100 (099-0201 D)
mAU 3
600 —
500 -
400 3
300 — ©
200 o 3 o
3 w o N N
100 3 © © i
0 E |/\I ul) . |/\l |/\I
T T T N L A T T
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DAD1 C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min) [min) [mAU*s) $ mg/ml
1 3.54 BB 0.081 2.15 11.170 0.05 0.000000
2 4.29 PB 0.080 3.05 15.769 0.07 0.000000
3 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
4 5.88 PB 0.132 2.23e3 1.786e4 80.64 0.000000
5 6.68 BB 0.081 37.91 198.693 0.90 0.000000
6 7.20 PP 0.072 1.39 6.156 0.03 0.000000
7 8.34 BB 0.085 264.54 1423.633 6.43 0.000000
8 9.68 BP 0.084 6.80 36.172 0.16 0.000000
9 10.88 BB 0.115 2.13 16.999 0.08 0.000000
10 11.73 BP 0.078 42.61 213.630 0.96 0.000000
11 13.00 BB 0.23% 7.86 127.571 0.58 0.000000
12 14.28 VB 0.099 356.95 2238.477 10.11 0.000000
HPLCO157 01/29/2002 8:59:07 AM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\099-0201.D Sample Name: 70316-001
Signal: 2 DADl E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount Name
# [min] [min) [mAU*s) % mg/ml
1 0.000 0.00 0.000 0.00 0.000000 1L-224,715
2 0.078 111.34 555.977 49.31 0.000000
3 6.68 BB 0.079 8.36 42.036 3.73 0.000000
4 0.085 67.02 359.367 31.88 0.000000
5 0.099 27.21 170.028 15.08 0.000000

***% End of Report ***

HPLCO157 01/29/2002 8:59:07 AM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\009-0101.D Sample Name: 70316-001

14.0mg/25ml of isolated besylate salt ->
Injection Date : 01/31/2002 6:59:40 AM Seq Line 1
.Sample Name : 70316-001 Vial No 9
Acq Operator : hansen Inj. No. 1
Inj. Vol. 2 pl
Method : C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM

75/25 0.1% HClO4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm

DAD1 C, Sig=210,8 Ref=360,100 (009-0101.D)
mAU 73

600 3
500 3
400
300
200

100 3 /\\
0 i ; .

0 2 4 6 8 10 12 14 min|
DAD1 E, Sig=268,16 Ref=360,100 (009-0101.D)

5.524

2.588

1 713.238

]

o

waelis
.2.587
| 5524
13.260

0 2 4 6 8 10 12 14 min

Customized Report:karlo

Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM
Multiplier : 1.000000

Signal: 1 DADl C, Sig=210,8 Ref=360,100

Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*s] 3 mg/ml
1 2.48 vV 0.047 1.70 5.400 0.23 0.000000
2 2.59 VB 0.089 137.80 837.035 35.89 0.000000
3 5.52 BB 0.082 276.52 1469.249 63.00 0.387022 L-224,715 %47
4 13.24 BP 0.195 1.74 20.490 0.88 0.000000

Signal: 2 DADl E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount Name

# [min] [min] [mAU*s] $ ng/ml
1 2.59 BB 0.088 4.11 24.614 11.80 0.000000
2 5.52 BB 0.082 31.93 169.240 81.15 0.387022 L-224,715
3 13.26 PP 0.215 1.10 14.711 7.05 0.000000

HPLCO0157 01/31/2002 7:13:58 AM Page 1 of 2
Merck Exhibit 2129, Page 18
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Data file :C:\HPCHEM\HPLCO157\DATA\(010-0101.D Sample Name: 70316-001
3.108g/50ml of 16.8g ML's ->
Injection Date 01/31/2002 9:16:19 AM Seq Line 1
Sample Name 70316-001 Vial No 10
Acqg Operator hansen Inj. No. 1

Inj. Vol: 2 pl
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM
75/25 0.1% HClO4/Acetonitrile, 1ml/min
10min 25/75 water/acn; 75/25 from 10 to 14 nin
waters cl8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (010-0101.D)
mAU 3 @©
3 o
] [
600 N
] ©
500 ©
400
300
200—§ © o % < 2 = @
100 8 3 2w & 218 § ss 5 3
OE 'AH/‘LI (?AI u? T ‘/\# ‘?'( ,\Il g:: T c;) T Iv_:"'/\l ‘T P-“'_ )
0 2 4 & 8 "~ 40 42~ 14 “min
DAD1 E, Sig=268,16 Ref=360,100 (010-0101.D)
mAU 3
600
500
400 3
300 3
200 0 ~
E IS © e Q3
100 3 8 v& 8§ 35
3 P ) o - -
0 . L T . |! T : T . ll T
-I [ I T T T I L T T | T T l I T T I T
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DAD1 C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] (min] [MAU*s] ) mg/ml
1 2.39 v 0.058 16.56 62.327 0.82 0.000000
2 2.49 VvV 0.042 2.87 8.389 0.11 0.000000
3 2.60 VB 0.089 33.48 196.788 2.57 0.000000
4 3.63 BB 0.082 25.57 135.755 1.78 0.000000
5 5.05 PB 0.086 5.27 29.600 0.39 0.000000
6 5.55 PV 0.083 92.12 482.583 6.31 0.124960 L-224,715
7 5.88 VB 0.078 468.64 2325.245 30.42 0.000000
8 6.76 BB 0.084 18.33 100.029 1.31 0.000000
9 7.82 BV 0.085 4.16 23.759 0.31 0.000000
10 8.02 vv 0.092 641.83 3852.972 50.40 0.000000
11 8.33 VvV 0.107 1.27 9.215 0.12 0.000000
12 8.50 VB 0.082 1.11 6.116 0.08 0.000000
13 9.27 VP 0.100 1.21 7.634 0.10 0.000000
14 9.89 BV 0.087 2.56 14.137 0.18 0.000000
15 10.09 VB 0.084 8.60 47.343 0.62 0.000000
HPLCO157 01/31/2002 9:30:35 AM Page 1 of 2
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Data file

:C:\HPCHEM\HPLCO157\DATA\010-0101.D

Sample Name:

Peak RT Type Width Height Area Area Amount Name
# {min) [min] [mAU*s) % mg/ml
16 10.42 BB 0.091 45.48 269.598 3.53 0.000000
17 12.13 VB 0.092 4.99 30.715 0.40 0.000000
18 12.93 VB 0.089 7.43 42.450 0.56 0.000000
Signal: 2 DADl E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [MAU*s] % mg/ml
1 5.05 BB 0.087 1.62 9.085 6.68 0.000000
2 5.55 BB 0.081 10.55 55.201 40.57 0.124960 L-224,715
3 5.88 BP 0.083 5.50 29.482 21.67 0.000000
4 9.27 PP 0.098 1.45 8.968 6.59 0.0006000
5 10.09 PP 0.088 1.00 5.712 4.20 0.000000
6 10.42 BP 0.093 4.53 27.611 20.29 0.000000
*x* End of Report ***
HPLC0157 01/31/2002 9:30:35 AM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO0157\DATA\(003-0101.D Sample Name: 70316-001

hydrog after resubmission more concentrated ->
Injection Date : 01/30/2002 8:54:32 AM Seq Line 1
Sample Name : 70316-001 Vial No 3
Acg Operator : hansen Inj. No. 1
Inj. Vol. 2 pl
Method : C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM

75/25 0.1% HCl0O4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm

DAD1 C, Sig=210,8 Ref=360,100 (003-0101.D)
mAU 7 @l
3 ) |e
1 [Fo/N1Ve]
600
500 3
4003
300 3 &
E © 2
200 4 ) © o < N
100 § 2 9 g U 3 g 8 8 5 3 ¢ /\
] N N 0 rJ © ~ o A2 g
04 e L R A e e
0 2 4 6 8 10 12 14 i
DAD1 E, S1g=268,16 Ref=360,100 (003-0101.D)
mAU 3
600—3
500 3
400 3
300 3 @
3 wn
200 o O . 3 o
100 3 3 /\S & S Q
04 I ~ iy il
:I v T T T T v v T T T T | v T i | T T T 1 T T T T T T T | T T T
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM
Multiplier : 1.000000
Signal: 1 DAD1 C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*s) % mg/ml
1 2.19 BV 0.061 3.34 14.120 0.11 0.000000
2 2.26 VV 0.052 1.57 5.355 0.04 0.000000
3 2.3%9 w 0.062 24.77 101.057 0.81 0.000000
4 2.56 VB 0.091 2.20 13.440 0.11 0.000000
5 2.96 BB 0.069 12.52 56.805 0.45 0.000000
6 3.63 PB 0.081 32.89 171.121 1.37 0.000000
7 5.04 BV 0.08¢% 8.27 47.409 0.38 0.000000
8 5.20 VP 0.082 2.24 12.356 0.10 0.000000
9 5.54 BV 0.089 1.32e3 7313.577 58.41 1.939303 1-224,715
10 5.87 VB 0.078 691.48 3458.091 27.62 0.000000
11 6.76 BB 0.085 24.08 129.711 1.04 0.000000
12 7.82 BB 0.090 7.97 49.417 0.39 0.000000
13 8.50 BB 0.082 1.51 8.044 0.06 0.000000
14 9.89 BV 0.087 5.33 29.603 0.24 0.000000
15 10.09 vv 0.105 2.88 20.953 0.17 0.000000
HPLC0157 01/30/2002 9:08:55 AM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO0157\DATA\003-0101.D Sample Name: 70316-001
Peak RT Type Width Height Area Area Amount Name

# [min] [min) [mAU*s) % mg/ml

16 10.41 VB 0.107 38.65 254.861 2.04 0.00000¢C

17 10.89 BP 0.104 1.29. 9.002 0.07 0.000000

18 12.15 PP 0.116 1.85 14.832 0.12 0.000000C

19 12.66 BV 0.109 1.31 10.214 0.08 0.00000C

20 12.92 vv 0.086 140.72 777.889 6.21 0.00000C

21 13.21 VB 0.164 2.18 23.185 0.19 0.00000C

Signal: 2 DADl E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name

# [min] [min] [mAU*s] % mg/ml

1 5.04 BB 0.090 2.20 12.764 1.27 0.000000

2 5.54 BV 0.083 164.74 888.075 88.11 1.939303 L-224,715

3 5.87 VB 0.085 8.23 45.889 4.55 0.000000

4 7.82 BP 0.085 1.15 6.638 0.66 0.000000

5 10.40 BB 0.109 4.06 27.613 2.74 0.000000

6 12.92 BB 0.089 2.99 17.188 1.71 0.00000C

7 13.21 BB 0.148 1.04 9.788 0.97 0.00000¢C
*** End of Report ***

HPLCO157 01/30/2002 9:08:55 AM Page 2 of 2 .
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2002012956.001 1/29/02 - 1/30/02

r3
Q00201995600 |
HYDROGENATION OR HIGH PRESSURE REACTION T T TS SPACE
- by (X - \
.'UESTEDaY Hio 7 BLoGiAM 290 %0 EXT. (552 DATE ANV a2
- ’ 3 \\ K “" ~

PROJECTNO._____«+_ __ PROJECT __‘ton- 22XV 7 NOTEBOOK-PAGENO.__ |+ 21t~ t-2

CHECK HERE IF REACTION IS GMP/GLP O ATERIA

NO. 1 NO. 2

MW. —_____ AMOUNT _____> G. MOLES MW. ____ AMOUNT________ G. MOLES

STRUCTURAL FORMULA: ' CETALYST o G. OF LS

RSN ST b . SCLVENT . ML. OF Le v

NN ‘I~ MOLES OF HYDROGEN REQUIRED o
po s P OTHER MATERIALS
'j’/L_,wV ~ 4 T~V - / o AT
. A REACTION CONDITIONS, ETC.
. ) 5 T C
¢
V)
u - PRECAUTIONS:
EMPIRICAL FORMULA: v AN
TO BE FILLED IN BY HYDROGENATION LABORATORY

NO. 1: 7S50 @ wmowes 2005 NO.2: G. MOLES

CATALYST NS G. OF /- % »///f dot K £ C 55286

SOLVENT Zr ML OF _Heap

OTHER MATERIALS

CELL NO. HEATER NO REC.POINTINTERNAL ______ EXTERNAL_________ BOMBNO___________ VESSELSZzE.____ = (O ML

—

SHAKER NO___ /= LINER SHAKERTANK —___ _ __ AUX.TANK —________ SYSTEMVOLUME_Z 2~ ML.
C'D H, PRESSURE DROP = Ha, b LeSMOLE_£!_Pn (S MOLES= 74/ LBS.
DITIONS HRS. AT_=£)  C. MISC.DATA: 47/ foss X.

A
PRESSURE PRESSURE PRESSURE
TIME TEMP.

TIME TEMP. oBSs. DROP TIME TEMP. oBS. DROP 0BS. DROP

18 196 40 1/7:18 182 41 01:18 47.7 41 1
09:33 315 41 1 17:33 482 41 ) 01:33 477 40 1
09:48 417 42 1 17:48 482 41 b 01:48 477 0 1
10:03 477 42 1 18:03 482 a1 f 02:03 477 40 2
10:18 477 42 1 18:18 482 4 1 02:18 477 40 b
10:33 482 42 1 18:33 482 41 ] 02:33 477 40 2
10:48 482 42 1 18:48 482 4 ] 02:48 477 40 >
11:03 482 42 1 19:03 482 41 ] 03:03 477 40 2
11:18 482 42 } 19:18 482 41 |
11:33 482 42 19:33 482 41 !
11:48 48.2 42 1 19:48 48.2 41 !
12:03 482 42 1 20:03 4822 41 )
1218 482 42 1 20:18 477 41 )
12:33 482 a2 1 20:33 477 4 !
12:48 482 42 1 20:48 477 41 !
13:03 482 a2 ( 21:03 482 41 ]
13:18 482 42 q 21:18 482 4 1
13:33 482 2 q 2133 482 41 I
13:48 482 2 q 21:48 482 4 !
14:03 48.2 42 { 22:03 48.2 41 0
14:18 482 42 q 2:18 477 41 )
14:33 482 @ q 2:33 477 a1 !
14:48 482 42 q 22:48 477 41 )
15:03 482 42 ( 23:03 477 4 \
15:18 482 22 q 23:18 477 a !
15:33 482 42 23:33 477 41 1
15:48 4822 Q2 23:48 477 41 ]
16:03 482 Q2 00:03 477 4 1
16:18 482 a2 q 00:18 477 a1 1
16:33 482 a2 q 00:33 477 a1 !

48 482 " { 00:48 477 41 1

103 482 a2 q 01:03 477 41 |

AUN By ) U* 1/ DATE r -
A Ml \(AM )4 “2 ) D
: ]
RUN BY DATE

gilzgg%ge.w- Merck Exhibit 2129, Page 23
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2002012956.001

C psi psi
100.00— 50.00— 100.00

75.00- 37.50- 75.00

5004 25.00- 50.00

* * * * * * »> *>
» = = s = - - -
%500 1250-] 2500
000-) 000 000 ® ® & —
9.17.54 134801 18:18:08 24815 3:18:23
1129102 129102 1129102 129102 1130i02
Hist.FIX PT5607.F_CV Shkr56 Pressr
Hist.FIX.DT5609.F_CV Shkr56 H2 Uptake
\ ‘(ist.FIXTESGOS.F_CV Shkrs6 Product Temp
s
— /
-
.
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2002012856.001 1/28/02 - 1/29/02

HYDROGENATION OR HIGH PRESSURE REACTION

Aeoldol 3§00

DO NOT WRITE iN THIS SPACE

. IR '
UESTED BY “ A e BLDG/RM f0y A6 EXT. . ' & pate 2
’/ \ . ~ " ?I —prn
PROJECT NO_-2 ' ") pROJECT _ didenoste— My 221§ NOTEBOOK. PAGEND_/> 216~ €71
CHECK HERE IF REACTION IS GMP/GLP O ING MATERIA
NO. 1 NO. 2
Mw. & AMOUNT _2_"~ __ G."MOLES ! _ MW, AMOUNT G. MOLES
STRUCTURAL FORMULA: CATALYST de T - @ oOF
. SOLVENT le ML. OF fMe et
RGN . ~ MOLES OF HYDROGEN REQUIRED
- ‘\) o OTHER MATERIALS
L/ \)\\\1/\41\\: M { """ Ao aad
. |\ Ny, REACTION CONDITIONS, ETC.
v -~ _ 4% e
(r N L -
Z
- PRECAUTIONS:
EMPIRICALFORMULA: ¢ .+ M. - ECAUTIONS
TO BE FILLED IN BY HYDROGENATION LABORATORY
< ~
NO. 1 e 750 6. wmowes 2 7.0l5 NO.2: — G. MOLES
CATALYST « /50 G. OF _Z/ o dl [ LOSTAE
SOLVENT 4 ML. OF e K
OTHER MATERIALS
CELL NO HEATER NO REC. POINT INTERNAL ______ EXTERNAL goMBNO______ vesseLsize____ A0 wmL
SHAKER NO )Y/ LINER SHAKERTANK —_____ AUX.TANK —______ SYSTEMVOLUME_ZX  ML.
.;c'o H, PRESSURE DROP = Y962. 9 \psmoe L _00/5 MoLEs= 7%/ L8s.
DITIONS HRS. AT_ £ 4 _ C. MISC.DATA: %% . o H.
T~
PRESSURE PRESSURE PRESSURE
TIME TEMP. oBS. DROP TIME TEMP. oBS. DRCP TIME TEMP. 0BS. DROP
09:47 717 70 q 17:15 T3 T ¥ 023 97 70 7
10:01 207 40 q 17:29 212 a1 1 00:57 19.7 40 7
10:15 207 40 1 17:43 207 4 y 01:11 19.7 40 7
10:29 202 40 ; 17:57 207 41 ) \ 01:25 19.7 40 8
10:43 20.2 40 b 18:11 207 41 h 01:39 19.7 40 8
10:57 202 40 3 18:25 207 41 1 01:53 19.7 40 8
11:11 20.2 40 3 18:39 20.2 a1 ; 02:07 19.7 40 8
11:25 202 40 3 18:53 202 a1 02:21 19.7 40 8
11:39 202 40 ] 19:07 202 41 h 02:35 19.7 40 8
11:53 202 40 p 19:21 202 41 i 02:49 19.7 41 8
12:07 202 41 ] 19:35 19.7 40 5 03:03 19.7 41 8
12:21 20.7 41 b 19:49 19.7 40 5 03:17 19.7 41 8
12:35 207 41 ] 20:03 19.7 40 5 03:31 19.7 4 8
12:49 20.7 41 ] 20:17 19.7 40 5 03:45 19.7 4 8
13:03 212 a1 ] 20:31 19.7 40 b
13:17 212 a1 ] 20:45 19.7 40 3
13:31 217 4 ] 20:59 19.7 40 -
13:45 217 4 ] 21:13 19.7 40 5
13:59 27 a1 ] 21:27 19.7 40 5
14:13 217 a1 21:41 19.2 40 -
14:27 217 41 21:55 19.2 40 5
14:41 217 4 22:09 392 40 E
14:55 222 41 22:23 ™2 40 6
15:09 22 41 22:37 19.2 40 5
15:23 02 4 22:51 192 40 3
15:37 22 41 23:05 197 40 6
15:51 22 41 23:19 197 40 6
16:05 22 a1 23:33 19.7 40 b
16:19 22 41 23:47 19.7 40 3
16:33 217 41 ! 00:01 19.7 40 7
147 27 41 ! 00:15 19.7 40 7
7:01 217 41 ! 00:29 19.7 40 7
A -
RUNBY ! |1 J1ly., DATE \!)4,\ 35 205
RUN BY DATE

MERCK & CO., INC.
RASA.N RFV RMA
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2002012856.001

c psi psi
100.00— 50.00— 100.00

75.004 3750 75.00

50001 25.00- 50.00

%.00 1250- 25.00

e & . . . S
000- 000-' 0.00«
9:46:30 14:16:34 18:46:38 2316:42 3:46:47
1/128/02 1128/02 1128/02 1128102 1/29/02
Hist.FIX PTS607.F_CV Shkr56 Pressr
Hist.FIX.DT5609.F_CV Shkr56 H2 Uptake
‘-ﬁst.FlXTESGOS. F_CV Shki56 Product Temp

Merck Exhibit 2129, Page 26
Mylan v. Merck, IPR2020-00040



2002013056.001

HYDROGENATION OR HIGH PRESSURE REACTION

1/30/02

- 1/31/02

20020]3056 -00 |

DO NOT WRITE IN THIS SPACE

BLDG/RM fo0-22(1 ext. 0SS2  pare 20 Vnn 2007

UESTED BY 'H AR
PROJECT No_ 422847

PROJECT
CHECK HERE IF REACTION IS GMP/GLP O

Mooo2A Y

NOTEBOOK - PAGE NO.__1© 3(e— 00

TARTING MATERIA

F

t 174)'\"
\Q\)\)\,‘:I”\u

NO. 1 NO. 2

MW. __2tS  amOUNT__! 72 *g. wmoes_ L5 M.W. AMOUNT G. MOLES

STRUCTURAL FORMULA: CATALYST 0.5 6. oF _toy.TdlC
SOLVENT 10 ML. OF #Tus

3\

73

empiRICAL FORMULA: .2 HZ\ N_‘ dz F .

MOLES OF HYDROGEN REQUIRED
OTHER MATERIALS

A »..4[ ’Vl»’\‘ 7“;
REACTION CONDITIONS, ETC.
YopSa

<y°C

PRECAUTIONS:

TO BE FILLED IN BY HYDROGENATION LABORATORY

NO. 1: 750 6. wmoles 0015 NO.2: G. MOLES
L)
CATALYST ©.16_ 6 of (o% Plle
s
SOLVENT 40w oF ZHE
OTHER MATERIALS 7
CELL NO..__ HEATER NO. REC. POINT INTERNAL EXTERNAL BOMB NO VESSEL SIZE 0w
SHAKER NO e LNER SHAKERTANK ______ AUX.TANK SYSTEM VOLUME_Z 22— ML.
C'D H, PRESSURE DROP= YGma-  \esmoe_f2- 005 MOLES= _Z- 2= Les.
DITIONS ! <! HRS. AT_S5£2 c. misc. DATA: “9;04/5 H}
PRESSURE PRESSURE PRESSURE
TIME TEMP.
TIME TEMP. oBs, —— TIME TEMP. oS, oROP 0BS. DROP
0847 770 Oy 16:47 485 @2 0 00:47 48.0 a2 1
09:02 388 a2 17:02 480 42 o 01:02 480 a2 1
09:17 6.4 43 17:17 48,0 2 o 01:17 48.0 a2 1
09:32 485 a3 17:32 48.0 @2 0 01:32 48.0 a1 1
09:47 485 43 17:47 48.0 a2 0 01:47 48.0 a1 1
10:02 485 43 18:02 48.0 4 0 02:02 480 a1 1
10:17 48.5 43 18:17 48.0 a2 0 02:17 48.0 41 1
10:32 48.5 43 18:32 48.0 @ 0 02:32 48.0 a1 1
10:47 a8.5 a3 18:47 48.0 42 o
11:02 485 43 19:02 48.0 a2 0
11:17 485 43 19:17 48.0 a2 0
11:32 485 a3 19:32 48.0 a2 0
11:47 485 43 19:47 480 a2 0
12:02 485 43 ) 20:02 480 a2 0
12:17 485 43 20:17 48.0 42 0
12:32 485 43 20:32 480 4 )
12:47 485 43 20:47 48.0 a2 i
13:02 48.5 43 21:02 48.0 a2 L
13:17 48.5 43 21:17 48.0 2 1
13:32 485 43 13 480 a2 1
13:47 48.5 43 21:47 48.0 42 1
14:02 48.5 43 2:02 48.0 42 h
14:17 485 43 22:12 48.0 4 1
14:32 485 43 220 48.0 @ 1
14:47 485 43 247 &ol 2 il
15:02 48.5 43 232 ! 2 i}
15:17 485 43 2337 48,0 42 1
15:32 485 43 23:32 48.0 2 h
15:47 48.5 43 23:47 48.0 i
16:02 485 43 00:02 48.0
5:17 485 43 00:17 480, !
6:32 485 43 00:32 48 !
g
~A 1\
run ey { J( dwlﬂDATE\M, 30 9mi
P
RUN BY DATE

MERCK & CO., INC.
R-ARLN RFV RIRR
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2002013056.001

c psi psi
100.00— 50.00— 100.00

75.00— 3750 75.00

50.00-f 25004 5000

L 4 L 4 L L g L g 4 4 4
. — —— —— g - » - |
2500~ 1250+ 2500
o ® r L g @
0.00-/ 000- 000 —E 2 L g s 4 i s
8.46'18 13:16:25 17:46:32 2216:39 2:46:47
1/30/02 1130102 1/30/02 1/30/02 1/31/102
Hist.FIX.PT5607.F_CV ShkrS6 Pressr
Hist FIX.DT5609.F_CV Shkr56 H2 Uptake
Shki56 Product Temp

‘ﬁst.FiXTE5603. F_Cv
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2002013055.001 1/30/02
2003.012055. 00l
HYDROGENATION OR HIGH PRESSURE REACTION e AlE
—
.UESTED BY Hora BLOG/RM %o B ext. _OSS2  pate __ 30 )a 2002
2 o
PROJECT no_ L 224 2297 _|_§'_ PROJECT M oo 2 ly NOTEBOOK - PAGE NO 703(S 001
CHECK HERE IF REACTION IS GMP/GLP O TARTING MATERIAL
NO. 1 NO. 2
MW S(5  amount_259 o moes__ kS ||mw.—__ AMOUNT______ &. MOLES
STRUCTURAL FORMULA: '1 e CATALYST 1S9 ~_ G. OF /2 1 PA ’ C
F €S5S~ SOLVENT /S ML OF e (]
f /‘M‘\W:O \AMOLES OF HYDROGEN REQUIRED LS el
\ 3\ L s OTHER MATERIALS
E %
' (F REACTION CONDITIONS, ETC. —
3 §5o7C ~o P+
PRECAUTIONS:
MPIRICAL FORMULA: -
EMPIRIC ngl(uﬁup,_rv
TO BE FILLED IN BY HYDROGENATION LABORATORY
NO. 1: 750 G. MoLes _2-00/S NO.2: G. MOLES
CATALYST /S0 6. oF L% rd/C
SOLVENT /O ML oOF W&o £
OTHER MATERIALS
CELL NO—___ HEATER NO. REC. POINTINTERNAL _____ EXTERNAL________ BOMBNO_______ VesseLSizE_ 50 wL.
SHAKER NO LINER SHAKERTANK —__ AUX.TANK . SYSTEMVOLUME_S =7 ML.
C'D H, PRESSURE DROP = (2% LBS./MOLE_Q< 0O/S MOLES = q M LBS.
NDITIONS HRS. AT__ 0 . misc.paTa: 0 [es ﬂ}
PRESSURE PRESSURE PRESSURE
TIME TEMP.
TIME TEMP. oBS. DROP TIME TEMP. 0BS. DROP 0BS. DROP
0853 T8 %0 b 09:26 B4 ry) 2 09:58 %83 3 3
08:55 207 40 D 09:27 39.0 2 2 09:59 483 43 2
08:56 213 40 b 09:28 39.0 2 2 10:00 483 43 2
08:57 213 40 1 09:29 399 a2 2 10:01 483 43 2
08:58 223 40 n 09:30 404 2 2 10:02 483 43 2
08:59 229 40 1 09:31 404 2 2 10:03 483 43 2
09:00 235 40 1 09:32 414 2 2 10:04 483 43 2
09:01 242 40 1 09:33 414 a2 2 10:05 483 43 2
09:02 247 40 b 09:34 422 2 2 10:06 483 43 2
09:03 254 40 b 09:35 238 2 2 10:07 483 43 2
09:04 259 40 b 09:36 238 2 2 10:08 483 43 2
09:05 26.6 40 b 09:37 435 a2 2 10:09 483 43 2
09:06 274 40 D 09:38 435 2 2 10:10 483 43 2
09:07 277 40 b 09:39 43 42 2 10:11 483 43 2
09:08 285 a1 b 09:40 49 2 2 10:12 483 43 2
09:09 29.0 a1 b 09:41 449 2 2 10:13 483 43 2
09:10 296 a1 b 09:42 455 P 2 10:14 483 43 2
09:11 30.1 4 b 09:43 455 % 2 10:15 483 43 2
09:12 307 4 b 09:44 463 @2 2 10:16 483 43 2
09:13 313 41 b 09:45 463 43 2 10:17 483 43 2
09:14 319 a1 D 09:46 Bl | 43 |2 10:18 483 43 . 2
09:15 25 a1 p 09:47 471 43 2 1019 - | 483 43 2
09:16 330 a1 b 09:48 478 43 2 10:20 483 43 2
09:17 336 4 b 09:49 478 43 2
09:18 336 4 D 09:50 478 43 2
09:19 349 4 b 09:51 483 43 2
09:20 349 4 b 09:52 483 43 2
09:21 35.8 4 b 09:53 483 43 2
09:22 365 41 b 09:54 483 | 43 2
19:23 370 a1 b 09:55 483 43 2
9:24 37.0 4 D 09:56 483 43 2
25 379 42 D 09:57 483 43 2
oy (), K sl oa7e \p, 320, g0
RUN BY DATE U

MERCK & CO., INC.
R-AS4-N RFV RAR
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2002013055.001

¢ psi psi

100.00— 50.00— 100.00

75.00— 37.50- 75.00

5.00— 2500— 50.00

L4 L 4 4-
5
L u  —8—
2600 12504 25.00 _\_’_’_’_,_,_,;-"’/H‘JJJ
L 4 L4 @ L g L 4 L
000- 000- 000 ’_I_I‘ !.
8.53.00 9:15.04 9:37.09 9:59:14 10:21:19
1130/02 1130/02 1/30/02 1/30/02 1/30/02
Hist.FIXPTS507.F_CV ShkrS5 Pressr
Hist.FIXDT5509.F_CV ShkrS5 H2 Uptake
ShkrSS Product Temp

‘Iist.FlX.TESSOB. F_CvV
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Data file :C:\HPCHEM\HPLCO157\DATA\002-0101.D Sample Name: 70316-001
hydrog after resubmission ->
Injection Date 01/30/2002 8:25:41 AM Seq Line 1
Sample Name 70316-001 Vial No 2
Acqg Operator hansen Inj. No. 1

Inj. Vol. 2 pl
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed 01/14/2002 1:00:57 PM
75/25 0.1% HClO4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (002-0101.D)
mAU -3 '
600
500 3
400 v
300 > o
200 R o S o
f 23 S s 8 3 5 28
100 3 I 3 9 | & @ o N
OE '(\Jx W T (? el - T (‘? T ,I\—l ‘r L 4'/\“:':"1
T T 8 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 (002-0101.D)
mAU 3
soo—i
500 3
400
300 3
200—; v @
100 3 T @
0 N8
T T T ] LR N T T T 1
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DAD1 C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# (min] [min] [mAU*s} % mg/ml
1 2.24 BB 0.070 2.02 9.424 0.37 0.000000
2 2.48 BV 0.065 4.22 17.655 0.69 0.000000
3 2.99 BB 0.075 2.32 11.327 0.44 0.000000
4 3.54 BB 0.089 5.67 32.437 1.26 0.000000
5 5.41 PV 0.103 234.39 1553.550 60.30 0.000000
6 0.00 0.000 0.00 0.000 0.00 0.000000 1L-224,715
7 5.80 VB 0.094 116.77 699.888 27.17 0.000000
8 6.69 BP 0.096 4.00 24.515 0.95 0.000000
9 7.65 BB 0.113 1.50 12.218 0.47 0.000000
10 10.31 PB 0.119 6.59 47.711 1.85 0.000000
11 12.88 BB 0.089 27.20 155.375 6.03 0.000000
12 13.27 BB 0.132 1.35 12.066 0.47 0.000000
HPLCO0157 01/30/2002 8:40:02 AM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\002-0101.D ‘ Sample Name: 70316-001
Signal: 2 DADl E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount Name

# [min) [(min] [MAU*s] % mg/ml
1 5.41 BB 0.098 26.83 165.704 95.41  0.000000
2 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
3 5.80 BB 0.094 1.34 7.981 4.59 0.000000

*** End of Report ***

HPLCO157 01/30/2002 8:40:02 AM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\011~0101.D

Sample Name: 70316-007

hydrog in THF o/n ->
Injection Date 01/31/2002 11:59:11 AM Seq Line : 1
Sample Name 70316-007 Vial No : 11
Acqg Operator hansen Inj. No. : 1
Inj. Vol. : 2 nl
Method : C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed 01/14/2002 1:00:57 PM
75/25 0.1% HClO4/Acetonitrile, 1ml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (011-0101.D)
mAU 3 &
3 o
600 - -
500
400
300 3 0
2003 3 2 © ~ o
E < © W @© © @ © 2] N
100 3 2 DY R 8 3 @ J k a5
0 N — j\h—5°~. Ty U e e
(l) .'|2 “1 ' Eli é ' 1|0 1|2 1I4 min
DAD1 E, Sig=268,16 Ref=360,100 (011-0101.D)
mAU 3
600 3
500
400
300 5 ©
3 o
2003 2 o &
100 0 'aB
03 S A
) T T 1 T 1 T T i
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DAD1 C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min} [mAU*s] % mg/ml
1 2.39 vv 0.055 1.47 5.148 0.06 0.000000
2 2.49 VB 0.087 4.29 26.119 0.32 0.000000
3 3.63 BB 0.086 9.96 54.936 0.68 0.000000
4 5.56 BV 0.085 132.18 714.237 8.82 0.186488 L-224,715
5 5.88 VvV 0.078 86.40 430.913 5.32 0.000000
6 6.12 VB 0.088 2.56 14.993 0.19 0.000000
7 6.77 BB 0.087 5.01 28.932 0.36 0.000000
8 7.29 pV 0.115 1.41 12.269 0.15 0.000000
9 7.57 VB 0.187 1.67 22.570 0.28 0.000000
10 9.05 BV 0.080 1.04 5.567 0.07 0.000000
11 9.26 VP 0.099 4.70 32.631 0.40 0.000000
12 9.89 vV 0.084 8.78 46.677 0.58 0.000000
13 10.16 VvV 0.099 2.61 18.107 0.22 0.000000
14 11.94 Vv 0.078 7.22 36.003 0.44 0.000000
15 12.12 VB 0.080 1.24e3 6415.681 79.21 0.000000
HPLC0157 01/31/2002 12:13:28 PM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\011-0101.D

Sample Name: 70316-007

Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*s) % mg/ml
16 12.66 BV 0.113 2.10 16.639 0.21 0.000000
17 12.93 Vv 0.095 19.38 121.148 1.50 0.000000
18 13.25 vv 0.143 1.45 15.458 0.19 0.000000
19 13.49 vv 0.112 8.09 59.698 0.74 0.000000
20 13.63 VB 0.087 3.78 21.794 0.27 0.000000
Signal: 2 DADl E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min) [min) [(mAU*s) % mg/ml
1 5.56 BB 0.085 15.15 81.270 13.04 0.186488 L-224,715
2 5.87 BP 0.083 1.40 7.551 1.21 0.000000
3 12.12 VB 0.079 104.85 534.267 85.75 0.000000
*** End of Report ***
HPLCO157 01/31/2002 12:13:28 PM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO0157\DATA\100-0101.D Sample Name: 70316-007

EtOac after bicarb wash ->
Injection Date : 01/29/2002 11:16:54 AM Seq Line : 1
Sample Name : 70316-007 Vial No : 100
b Acqg Operator : hansen Inj. No. : 1
Inj. Vol. : 2 pl
Method : C:\HPCHEM\HPLCO157\METHODS\715.M :
Last Changed : 01/14/2002 1:00:57 PM

75/25 0.1% HC1l04/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl1l8 symmetry, 250 nm

DAD1 C, Sig=210,8 Ref=360,100 (100-0101.D)
mAU 3
600—§
] [e)]
500 8
400 o
300
100 ¢ 8 ° g g 2 2 :
OE (}' T (? T I/“\‘l-ﬁ'l q)“l 'o’l t T ‘_l_i r ‘-"l
o 2 a4 s 8 10 2 1 min
DAD1 E, Sig=268,16 Ref=360,100 (100-0101.D)
mAU 3
600
500 3
400
300
200 3 3
100 3 o
043 A
b T T ' T ' v T [ ' T ¥ | i T 7 ] ¥ T T 1 ’ T v T T T T T T T T
0 2 4 6 8 10 12 14 min|
Customized Report:karlo
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM
Multiplier : 1.000000
Signal: 1 DADl C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min) [min] [mMAU*s) % mg/ml
1 2.49 BP 0.089 1.98 12.403 0.52 0.000000
2 3.62 BB 0.086 2.33 12.728 0.53 0.000000
3 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
4 6.12 VB 0.083 82.85 447.725 18.62 0.000000
5 6.77 PB 0.081 1.12 5.860 0.24 0.000000
6 9.27 BP 0.092 2.15 13.601 0.57 0.000000
7 9.76 BV 0.086 1.59 9.015 0.37 0.000000
8 9.89 VB 0.094 3.32 20.423 0.85 0.000000
9 10.18 BB 0.112 1.00 7.719 0.32 0.000000
10 11.95 PV 0.076 3.46 16.780 0.70 0.000000
11 12.14 VB 0.080 361.39 1850.438 76.95 0.000000
12 13.50 PP 0.087 1.40 7.989 0.33 0.000000
HPLCO157 01/29/2002 11:31:21 AM Page 1 of 2
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Data file :C:\HPCHEM\HPLC0157\DATA\100-0101.D Sample Name: 70316-007
Signal: 2 DADl1 E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*s] % mng/ml
1 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
2 12.14 VB 0.080 29.41 150.539 100.00 0.000000
***% End of Report ***
HPLCO157 01/29/2002 11:31:21 AM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\GOUKER\TSTRN101.D Sample Name: 70316-007

Racemic edc coupling after 0.75 h ->
Injection Date : 01/28/2002 3:23:34 PM Seq Line : 1
Sample Name : 70316-007 Vial No : 95
Acqg Operator : hansen Inj. No. : 1
Inj. Vol. : 2 ul
Method : C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM

75/25 0.1% HClO4/Acetonitrile, Iml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm

DAD1 C, Sig=210,8 Ref=360,100 (GOUKER\TSTRN101.D)
mAU 3 B
E o
600 = -
500
400 3
300
100 3 ® 3 2 & -
0 S :\;,\} T :‘VDI) T (D' T ‘g’: T ! J\I (:_? ¥
-] T T T | T T T I T T T | T T T | T T T I L T T | T T T I T T T
0 2 4 6 8 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 (COUKER\TSTRN101.D)
mAU _
600 3
500
400 5
300 — 5
200 3 &
100 3 -
0 E |/\fA T
Y I - - 1 - - - I > - T I T 1 1
0 2 4 6 8 10 12 14 min|
Customized Report:karlo
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM
Multiplier : 1.000000
Signal: 1 DADl C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# (min]) (min] [(mMAU*s] % mg/ml
1 2.26 BV 0.060 2.51 9.850 0.26 0.000000
2 2.40 vV 0.057 29.45 108.979 2.84 0.000000
3 2.59 VB 0.084 1.21 6.453 0.17 0.000000
4 3.64 BB 0.077 3.72 18.923 0.49 0.000000
5 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
6 6.79 BB 0.080 13.41 69.059 1.80 0.000000
7 9.77 BV 0.075 2.94 13.922 0.36 0.000000
8 9.90 vp 0.085 7.51 40.813 1.06 0.000000
9 11.96 PV 0.079 590.22 2989.865 77.92 0.000000
10 12.15 VB 0.082 106.45 565.568 14.74 0.000000
11 13.50 PP 0.084 2.57 13.683 0.36 0.000000
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Data file :C:\HPCHEM\HPLCO157\DATA\GOUKER\TSTRN101.D Sample Name: 70316-007
Signal: 2 DADl E, Sig=268,16 Ref=360,100 '

Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mMAU*s) $ mg/ml
1 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715

2 11.96 BV 0.079 78.64 397.585 89.38 0.000000
3 12.15 VB 0.083 8.70 47.250 10.62 0.000000

*** End of Report ***
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Data file :C:\HPCHEM\HPLCO157\DATA\GOUKER\TSTRN102.D Sample Name: 70316-007

Racemic edc coupling after 1h both layers -2
Injection Date : 01/28/2002 3:42:04 PM Seq Line : 2
Sample Name : 70316-007 Vial No : 96
Acqg Operator : hansen Inj. No. 1
Inj. Vol. : 2 nl
Method : C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM

75/25 0.1% HCl0O4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm

DAD1 C, Sig=210,8 Ref=360,100 (GOUKER\TSTRN102.D)

mAU 3 w0
3 n
3 o
600 st
500 ﬂ;
400 3
; 3
3903 N ' i
200—E ~ © 2 0 E f\rg
100 3 8 8 N & 8 o RN
0E \ o ) o Cl’_lrch:k_';/\ A P
A T T T T Y S
DAD1 E, Sig=268,16 Ref=360,100 (GOUKER\TSTRN102.D)
mAU 3
600 4
500 3
400 3
3003
3 D
200 5 - &
E S =
100 4 S -
04 S e,
T 7T 1 - - I -~ 0 1 - r - 1 T 1T T
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM
Multiplier : 1.000000
Signal: 1 DADl C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min]} (min) [MAU*s) % mg/ml
1 2.14 BV 0.054 41.03 140.499 2.48 0.000000
2 2.26 vV 0.062 201.33 799.254 14.13 0.000000
3 2.42 vV 0.066 80.49 344.952 6.10 0.000000
4 2.52 VB 0.074 40.22 206.023 3.64 0.000000
5 2.96 BB 0.080 1.15 6.088 0.11 0.000000
6 3.63 BB 0.084 11.03 60.920 1.08 0.000000
7 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
8 6.77 BB 0.080 16.60 84.964 1.50 0.000000
9 9.28 BB 0.098 4.79 33.547 0.59 0.000000
10 9.76 BV 0.073 3.10 14.652 0.26 0.000000
11 9.90 VP 0.082 7.72 41.214 0.73 0.000000
12 10.47 PB 0.081 20.29 102.279 1.81 0.000000
13 11.95 BV 0.080 549.16 2805.776 49.60 0.000000
14 12.14 VvV 0.083 154.34 830.613 14.68 0.000000
15 12.42 vV 0.205 3.96 53.222 0.94 0.000000
HPLCO157 01/28/2002 3:56:34 PM Page 1 of 2
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Data file :C:\HPCHEM\HPLC0157\DATA\GOUKER\TSTRNlOZ.D Sample Name: 70316-007
Peak RT Type Width Height Area Area Amount Name
# [min) {min) [mAU*s) % mg/ml
16 12.97 vV 0.237 3.06 49.058 0.87 0.000000
17 13.35 vV 0.117 7.03 58.780 1.04 0.000000
18 13.50 VB 0.098 3.78 24.545 0.43 0.000000
Signal: 2 DADl E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] (mAU*s) 3 mg/ml
1 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
2 10.47 BP 0.080 4.58 22.887 4.99 0.000000
3 11.95 BV 0.079 72.89 370.146 80.76 0.000000
4 12.14 VB 0.081 12.39 65.304 14.25 0.000000
*** End of Report ***
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Data file :C:\HPCHEM\HPLCO157\DATA\097-0101.D Sample Name: 70316-007
Racemic edc coupling after o/n at rt ->
Injection Date 01/29/2002 7:10:03 AM Seq Line 1
Sample Name 70316-007 Vial No 97
Acg Operator hansen Inj. No. 1

Inj. Vol. 2 pl
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed 01/14/2002 1:00:57 PM
75/25 0.1% HClO4/Acetonitrile, 1ml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (097-0101.D)
mAU 7 e &
3 N0 —
1 [9V](Xet N
600 N
500 3
400 3
300
2007 Sl 3 g 33 B T 2 28|12 588
100 “‘,J 8 o« 3 88 & =& S @ ,“2,:“:, o
3 7o) = - - -
03 NYSN Ny Mo, An N et S T ]
0 2 4 6 8 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 (097-0101.D)
mAU_g
600 -
500 3
400 3 &
3003 o
200 3 © ©
pe! wn Yo o] N [s2] @
1003 8 2 2 g J\ 3
0 f N T (q T o':. "l_lo’l T jl T ‘_l 1
T T T T | T LA ) F AL — 1
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DADl C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min) [MAU*s] % mg/ml
1 2.10 BV 0.075 49.73 241.802 0.76 0.000000
2 2.25 VvV 0.073 775.68 3808.313 11.95 0.000000
3 2.58 vV 0.114 1.83e3 1.346e4 42.21 0.000000
4 2.93 VB 0.102 3.61 25.874 0.08 0.000000
5 3.55 PB 0.087 62.21 348.626 1.09 0.000000
6 4.84 BV 0.210 5.43 86.628 0.27 0.000000
7 5.53 BV 0.173 10.55 131.221 0.41 0.031636 L-224,715
8 5.84 VV 0.170 7.22 88.821 0.28 0.000000
9 6.09 v 0.313 5.50 134.085 0.42 0.000000
10 6.75 VB 0.100 54.01 354.083 1.11 0.000000
11 7.31 BB 0.157 1.64 19.241 0.06 0.000000
12 9.24 BB 0.100 18.44 130.072 0.41 0.000000
13 9.73 PV 0.076 9.47 45.632 0.14 0.000000
14 9.86 VB 0.089 23.65 136.060 0.43 0.000000
15 10.14 BB 0.095 4.94 30.889 0.10 0.000000
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Data file :C:\HPCHEM\HPLCO157\DATA\097-0101.D Sample Name: 70316-007

Peak RT Type Width Height Area Area Amount Name
# fmin]) (min]) [mAU*s] 3 mg/ml
16 11.56 VV 0.106 1.36 9.287 0.03 0.000000
17 11.68 VV 0.087 1.40 8.302 0.03 0.000000
18 11.94 vv 0.099 13.88 93.935 0.29 0.000000
19 12.12 vV 0.095 2.09e3 1.241e4 38.92 0.000000
20 12.67 VV 0.164 6.09 77.148 0.24 0.000000
21 12.92 vV 0.185 5.36 76.840 0.24 0.000000
22 13.16 VV 0.084 3.50 20.303 0.06 0.000000
23 13.30 vV 0.130 3.77 34.156 0.11 0.000000
24 13.49 VB 0.115 12.24 97.746 0.31 0.000000
25 13.89 BB 0.154 1.51 17.080 0.05 0.000000
Signal: 2 DADl E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min) (min] [MAU*s] % ng/ml
1 2.10 PV 0.072 1.16 5.753 0.46 0.000000
2 0.00 0.000 0.00 0.000 0.00 0.031636 L-224,715
3 6.76 PB 0.099 1.07 6.874 0.54 0.000000
4 9.25 BB 0.103 2.59 17.949 1.42 0.000000
5 9.73 PV 0.078 1.01 5.015 0.40 0.000000
6 9.86 VB 0.100 1.08 7.345 0.58 0.000000
7 11.94 BV 0.080 1.43 7.407 0.59 0.000000
8 12.12 VB 0.081 230.62 1202.830 95.36 0.000000
9 13.49 VB 0.104 1.13 8.155 0.65 0.000000
*** End of Report ***
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§o€ S(S 50

cHEMiCALTRIVIALNAME M~ U -2

TR ¥

STRUCTURE: LABELING INSTRUCTIONS
g (FOR OUTSIDE DELIVERIES)
E r O L NUMBER
> /JQ I}Y““z 1 (¥l NAME AS SHOWN ABOVE
[ ~ ~N~T \‘/N\/N ‘?L\ S 03 H O QuaNTITY
- ~~-\ Od OTHER (Speaify Under "Remarks")
t’ ch
) - I HAZARDOUS
[/;2;.’—(7 1> .B( Mzu\y\‘g/\\k {mH/ [J NON-HAZARDOUS
PROJECT NUMBER:
(2294715
Prepared by/Commercial Source: Notebook Ref./Lot No - Criteria of Purity, Safety or Potency: O TLC l}ﬁ HPLc Oae
703“0—001 Or Ouv O NMR O ms
CHARACTERIZATION DATA COMPOUND IS PUBLISHED [ YES

ymo [J UNDETERMINED
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data generated by Analytical Research

17.03-Lch?

*If GMP Compliance has not signed below, data has not been audited.

PERMISSION TO RELEASE TO CAS FOR NOMENCLATURE DEVELOPMENT
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REMARKS:
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Data file

HPLCO157

:C: \HPCHEM\HPLC0157\DATA\020-0101.D Sample Name: 70316-009
17.2mg/50ml of isolated solids ~->
Injection Date 02/04/2002 2:34:34 PM Seq Line
Sample Name 70316-009 Vial No 20
Acqg Operator hansen Inj. No.

Inj. Vol. 2 pl
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed 01/14/2002 1:00:57 PM
75/25 0.1% HClO4/Acetonitrile, 1lml/min R ¢
10min 25/75 water/acn; 75/25 from 10 to 14 min #glki ’76.‘Tgf’(
waters c¢l8 symmetry, 250 nm ’ﬁ«o 71 @
- K,
T9/.
DAD1 C, Sig=210,8 Ref=360,100 (020-0101.D)
mAU 3
600 -
500
400 5
300 3 3
200 2 o
100 - N [\
0 E I/Ll . T
O U U A U R L ! B
0 2 4 6 8 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 (020-0101 D)
mAU 7
600—§
500
400
300
200 ~
100 3 & &
04 a =
———7— — | e , — —
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DAD1l C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*s] % mg/ml
1 2.59 PB 0.090 84.41 506.647 35.26 0.000000
2 5.55 BB 0.084 175.39 930.297 64.74 0.243874 1-224,715
Signal: 2 DADl E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*s] % mg/ml
1 2.59 PB 0.089 2.54 15.478 12.68 0.000000
2 5.55 BB 0.084 20.15 106.553 87.32 0.243874 1L-224,715
*** End of Report ***
02/04/2002 2:48:32 PM Page 1 of 1
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Print of window 38: Current Chromatogram(s)

Current Chromatogram(s)
DAD1 C, Sig=210,8 Ref=360,100 (020-0101.D)

mAU 1

Z.999
.04

8 -

L

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T

0 2 4 6 8 10 12 14 min|
DAD1 E, Sig=268,16 Ref=360,100 (020-0101.D)

2.592

0 2 4 6 8 10 12 14 min

HPLCO0157 02/04/2002 4:16:24 PM hansen Page 1 of 1
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Data file :C:\HPCHEM\HPLCO157\DATA\006-0201.D Sample Name: 70316-009
coupling 2 h ->
Injection Date 01/30/2002 12:48:05 PM Seq Line 2

.E\ample Name 70316-009 Vial No 6
cq Operator hansen Inj. No. 1
Inj. Vol. 2 pl
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed 01/14/2002 1:00:57 PM
75/25 0.1% HClO4/Acetonitrile, 1ml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (006-0201 D)
mAU 3 ? N
3 N —
E ™~ o
600 N
500 ‘;&)
400 3 o
300—2 5
200_5 © 0 Q © % 8= I B B
100 5 S - e 8 o - ,/VL‘: 5 o
03 Ny . B AN D\, TS BN i T
(l) é 4[1 é fli 1|0 1'2 1|4 min
DAD1 E, S1g=268,16 Ref=360,100 (006-0201.D)
mAU 3
600—5 S
500 - o
4003
300
200 4 s
1oo—f % § ?
04 f 2, A
T T T A N i T T
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DAD1l C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mMAU*s] % mg/ml
1 2.07 BV 0.074 4.02 19.822 0.09 0.000000
2 2.24 vV 0.069 744.07 3375.116 14.55 0.000000
3 2.42 vV 0.062 223.33 928.086 4.00 0.000000
4 2.52 VB 0.076 380.22 1897.303 8.18 0.000000
5 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
6 5.87 PB 0.078 2.53 12.598 0.05 0.000000
7 6.12 BV 0.086 2.79 15.356 0.07 0.000000
8 6.77 BV 0.056 4.48 15.980 0.07 0.000000
9 6.87 VB 0.098 22.52 150.357 0.65 0.000000
10 9.27 BB 0.101 6.32 45.917 0.20 0.000000
11 9.88 VP 0.085 51.19 274.379 1.18 0.000000
12 11.58 BP 0.107 2.31 17.536 0.08 0.000000
13 11.94 BV 0.078 114.15 564.836 2.43 0.000000
14 12.12 VB 0.112 2.31e3 1.581e4 68.17 0.000000
15 12.74 BV 0.148 2.23 25.296 0.11 0.000000
HPLCO157 01/30/2002 1:02:27 PM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\006-0201.D Sample Name: 70316-009

Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mMAU*s] $ mg/ml
16 12.90 vv .092 1.59 10.111 - 0.04 0.000000

0
17 13.02 vV 0.092 1.52 9.366 0.04 0.000000
18 13.16 VB 0.104 1.00 7.397 0.03 0.000000
19 15.76 BBA 0.121 2.03 15.785 0.07 0.000000

Signal: 2 DAD1l E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount Name
# [min] [min) [mAU*s] % mng/ml
1 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
2 6.87 BB 0.105 1.27 9.232 0.40 0.000000
3 9.88 BP 0.082 2.26 11.950 0.52 0.000000
4 11.94 PV 0.077 14.89 73.299 3.17 0.000000
5 12.12 VB 0.081 438.32 2219.411 95.92 0.000000

*** End of Report ***

HPLC0157 01/30/2002 1:02:27 PM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO0157\DATA\004-0101.D Sample Name: 70316-009

coupling 15 min at OC ->
Injection Date : 01/30/2002 10:36:53 AM Seq Line 1
Sample Name : 70316-009 Vial No 4
Acqg Operator : hansen Inj. No. 1
Inj. Vol. 2 pl
Method : C:\HPCHEM\HPLC(0157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM
75/25 0.1% HClO4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (004-0101.D)
mAU 3 &
3 s
600—5 2
500 S o
400 - Nh &
300? & A
200 -
E i ~
100 4 J § L
0 E L Ay L T v T
T T T T T y T T 7 1 T
0 2 4 6 8 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 (004-0101.D)
mAU 3
600
500
400
300 &
200 4 o
100 3 -
0 : /\
b T T T T T T T
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DADl C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
¥ [min] [min] [MAU*s] % mg/ml
1 2.25 BV 0.064 413.87 1693.212 16.01 0.000000
2 2.41 vV 0.060 112.77 447.862 4.24 0.000000
3 2.49 VvV 0.056 21.58 81.628 0.77 0.000000
4 2.61 VB 0.065 7.43 30.922 0.29 0.000000
5 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
6 9.26 BP 0.09% 2.03 14.543 0.14 0.000000
7 95.88 BB 0.082 16.50 87.039 0.82 0.000000
8 11.83 PV 0.079 279.88 1404.360 13.28 0.000000
9 12.12 VB 0.080 1.32e3 6813.733 64.44 0.000000
HPLCO157 01/30/2002 10:51:14 AM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\004-0101.D

Sample Name: 70316-009
Signal: 2 DAD1l E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount Name
# [min] {min] [mMAU*s] % mg/ml
1 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
2 11.93 BV 0.079 36.97 185.434 24.51 0.000000
3 12.12 VB 0.079 112.87 571.223 75.49 0.000000
**% End of Report ***
HPLC0157 01/30/2002 10:51:14 AM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\008-0101.D Sample Name: 70316-009
1st aq ->
Injection Date 01/30/2002 3:49:50 PM Seq Line 1
Sample Name 70316-009 Vial No 8
Acq Operator hansen Inj. No. 1

o Inj. Vol. 2 pl
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM
75/25 0.1% HClO4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (008-0101.D)
mAU 3% g B
E < 0 =} ~
3 (o o] - ©
600 3 ©
500 =
400 -
3003 8 o
200 3 ~ @
3 - < - ~ R - o~
100 3 b s & § 8 f\ 7\
Oi L qur lql u?I II T 01"71,\!7 g f—l“‘"’l
— — — . —— : ————
(l) é ‘11 é é 110 1|2 14 min
DAD1 E, Sig=268,16 Ref=360,100 (008-0101 D)
mAU 3
600 -
500 3
400 3
300 4
100 < © ~ ~
E S A A
T | I T i I T | I i T I T ' ¥ [
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DAD1l C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [(min) [min) [mMAU*s) % mg/ml
1 2.19 pV 0.233 2.67e3 4.513e4 57.21 0.000000
2 2.59 VB 0.135 2.17e3 2.039%e4 25.85 0.000000
3 3.64 PV 0.122 1.16 10.463 0.01 0.000000
4 3.94 VP 0.088 1.43 8.153 0.01 0.000000
5 5.00 BB 0.078 1.71 9.099 0.01 0.000000
6 5.56 PB 0.090 3.30 20.277 0.03 0.002169 L-224,715
7 5.86 BV 0.084 5.36 29.394 0.04 0.000000
8 6.10 VB 0.090 592.39 3463.487 4.39 0.000000
9 6.79 BB 0.120 1.00e3 7894.454 10.01 0.000000
10 9.27 BB 0.104 8.09 61.239 0.08 0.000000
11 9.89 BP 0.084 21.32 113.154 0.14 0.000000
12 12.13 VB 0.081 129.60 658.824 0.84 0.000000
13 12.88 BB 0.198 86.34 1091.649 1.38 0.000000
HPLC0157 01/30/2002 4:04:10 PM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\008-0101.D Sample Name: 70316-009
Signal: 2 DAD1 E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*s) % mg/ml
1 2.07 BV 0.058 19.29 72.039 10.06 0.000000
2 2.19 VB 0.080 8.30 42.441 5.93 0.000000
3 0.00 0.000 0.00 0.000 0.00 0.002169 L-224,715
4 6.79 BB 0.119 58.18 453.822 63.40 0.000000
5 12.13 BB 0.079 10.48 53.127 7.42 0.000000
6 12.88 BB 0.193 7.60 94.374 13.18 0.000000
*** End of Report ***
HPLCO0157 01/30/2002 4:04:10 PM Page 2 of 2
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Data file

HPLCO157

:C: \HPCHEM\HPLCO0157\DATA\007-0101.D Sample Name: 70316-009
coupling 4 h ->
Injection Date 01/30/2002 3:25:37 PM Seq Line 1
Sample Name 70316-009 Vial No 7
Acg Operator hansen Inj. No. 1

Inj. Vol. 2 pl
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed 01/14/2002 1:00:57 PM
75/25 0.1% HClO4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl18 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (007-0101 D)
mAU 3 © 9
3 0 -
3 o o
600 3 ]
500 3
400 3 it
300 5 ¥
E i - o
2007 & g 2 o 2 23/ 2 2
100 3 S L ¢ o § o @2 = ~
0 ; (\'l.lj L T 'EI" T lJ\l 'm T' I/“\l j“:"“\i“ - ‘I_
0 2 a 6 8 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 (007-0101 D)
mAU 3
3 &
600 - ¥
500 -
400 3
3003
200 3 0 ©
3 - [0} <t P~
1003 2 3 2l <
04 £ - hraf L W
, S — — , , e , —
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DAD1l C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [MAU*s) % mg/ml
1 2.07 BV 0.068 6.36 29.471 0.11 0.000000
2 2.23 VvV 0.066 741.62 3331.148 12.21 0.000000
3 2.41 WV 0.060 225.89 899.545 3.30 0.000000
4 2.51 VB 0.077 869.63 4367.185 16.01 0.000000
5 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
6 5.88 PB 0.075 3.09 15.093 0.06 0.000000
7 6.13 BB 0.085 3.11 16.935 0.06 0.000000
8 6.85 BB 0.109 56.46 423.260 1.55 0.000000
9 9.26 BB 0.104 7.72 58.157 0.21 0.000000
10 9.61 BV 0.118 1.27 10.686 0.04 0.000000
11 9.89 vp 0.084 59.12 313.669 1.15 0.000000
12 11.59 BP 0.109 2.88 21.971 0.08 0.000000
13 11.94 BV 0.077 18.52 91.036 0.33 0.000000
14 12.13 vV 0.119 2.34e3 1.673e4 61.32 0.000000
15 12.87 VB 0.205 70.90 956.743 3.51 0.000000
01/30/2002 3:39:58 PM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\019-0101.D Sample Name: 70316-009
5.97g/50ml of 406 g ML's ->
Injection Date 02/04/2002 1:46:13 PM Seq Line : 1
Sample Name 70316-009 Vial No 19
Acqg Operator hansen Inj. No. 1

Inj. Vol. 2 ul
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed 01/14/2002 1:00:57 PM
75/25 0.1% HClO4/Acetonitrile, 1ml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min I I4L_ / )
waters cl8 symmetry, 250 nm ’ )i~
0442,
DAD1 C, Sig=210,8 Ref=360,100 (019-0101.D) -
mAU 3 ~ &
E @ o
3 [te) N~
600 3
500 =
400 3
300 3 ©
3 © ©
200 3 @ 3 N S o o
1005 2 g w18 EJ § ﬁ % §§ § ,ﬁ i
3 : d ve o™ o o -
04 o\, 5 J\J- . SR AL R e
————r — — — — —— ——
6 é Jt é é 1‘0 1|2 14 min
DAD1 E, Sig=268,16 Ref=360,100 (019-0101.D)
mAU 3
600—§
500 3
400 3
300
zoo—g ° o © ~ o~ & o R g
100 3 3 S 3% prginc S 2 =
0 § A ~ o o = 7
:l T ¥ I I T T T I T T T I T T T | T T T I T T I v
0 2 4 6 8 10 12 14 min|
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DAD1l C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min) [min} [MAU*s] % mg/ml
1 2.39 w 0.056 22.47 81.305 0.57 0.000000
2 2.60 VB 0.090 83.77 499.567 3.49 0.000000
3 5.04 BB 0.086 17.00 93.422 0.65 0.000000
4 5.55 PV 0.081 100.47 523.467 3.66 0.135818 L-224,715
5 5.87 vV 0.078 915.81 4534.144 31.72 0.000000
6 6.10 VB 0.097 2.88 20.026 0.14 0.000000
7 7.52 BV 0.102 1.13 7.703 0.05 0.000000
8 7.81 VvV 0.081 11.97 66.629 0.47 0.000000
9 7.98 vV 0.103 1.09e3 7316.946 51.18 0.000000
10 8.37 VB 0.104 10.78 76.061 0.53 0.000000
11 8.75 BV 0.114 1.88 15.798 0.11 0.000000
12 9.89 BV 0.086 23.27 127.228 0.89 0.000000
13 10.13 vV 0.127 1.74 13.822 0.10 0.000000
14 10.38 VB 0.078 55.33 277.195 1.94 0.000000
15 10.90 BP 0.088 2.32 13.150 0.09 0.000000
HPLC0157 02/04/2002 2:00:11 PM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\019-0101.D

Sample Name: 70316-009

Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mMAU*s) $ mg/ml
16 11.93 BV 0.092 1.78 10.951 0.08 0.000000
17 12.16 VV 0.098 3.70 24.692 0.17 0.000000
18 12.28 VB 0.208 2.61 37.253 0.26 0.000000
19 12.88 BV 0.200 20.98 272.840 1.91 0.000000
20 13.14 vV 0.192 22.43 284.199 1.99 0.000000
Signal: 2 DAD1 E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*s] 3 ng/ml
1 2.60 PB 0.089 2.53 15.319 5.48 0.000000
2 5.04 BB 0.086 5.24 28.766 10.28 0.000000
3 5.55 BB 0.080 11.48 59.321 21.21 0.135818 L-224,715
4 5.87 BP 0.078 10.84 54.255 19.40 0.000000
5 7.81 BV 0.082 1.70 9.562 3.42 0.000000
6 8.13 VB 0.111 3.00 24.411 8.73 0.000000
7 9.89 PP 0.085 1.03 5.565 1.99 0.000000
8 10.38 PB 0.078 6.51 32.222 11.52 0.000000
9 12.87 PV 0.190 1.79 22.075 7.89 0.000000
10 13.14 VB 0.201 2.12 28.196 10.08 0.000000
**% End of Report ***
HPLCO157 02/04/2002 2:00:11 PM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\017-0101.D Sample Name: 70316-009
0.2886 g/50ml of 116g meoh filtrate ->
Injection Date 02/04/2002 9:17:29 AM Seq Line 1
Sample Name 70316-009 Vial No 17
Acq Operator hansen Inj. No. 1

Inj. Vol. 2 pl
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed 01/14/2002 1:00:57 PM
75/25 0.1% HClO4/Acetonitrile, 1ml/min )0 )0 7/>
10min 25/75 water/acn; 75/25 from 10 to 14 min ) S
waters cl8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (017-0101.D)
mAU 3
600—5
500 3
E wn
N 400 ©
1S5 3004 8
3 P 0
2004 5 . . o 8 5
100 a 8 j\ 8 ® o o
] N ©w N 2 A
0 p T T i e ¢ | T T
) A . 4 T T T 1
Q 2 4 6 8 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 (017-0101.D)
mAU 3
600
500
400
300
100 4 S 58 3
04 DO A
T T R A A U U
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DAD1 C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [{min] [(min] [mAU*s] mg/ml
1 2.39 PB 0.059 4.59 16.850 0.51 0.000000
2 5.04 BV 0.090 3.72 21.633 0.66 0.000000
3 5.54 BV 0.083 363.93 1961.058 59.56 0.517649 L-224,715
4 5.87 VB 0.078 185.36 921.427 27.98 0.000000
5 7.82 PP 0.083 2.81 16.112 0.49 0.000000
6 8.14 BB 0.100 5.03 35.227 1.07 0.000000
7 9.88 PP 0.081 4.54 23.739 0.72 0.000000
8 10.37 BP 0.077 10.79 52.946 1.61 0.000000
9 12.92 BB 0.086 44.42 243.855 7.41 0.000000
HPLC0157 02/04/2002 9:31:28 AM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\017-0101.D Sample Name: 70316-009
Signal: 2 DADl E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mMAU*s] % mg/ml
1 5.04 BB 0.091 1.08 6.322 2.53 0.000000
2 5.54 BB 0.083 42.11 226.111 90.60 0.517649% L-224,715
3 5.87 BP 0.079 2.17 11.026 4.42 0.000000
4 10.37 PP 0.077 1.25 6.106 2.45 0.000000
*** End of Report ***
HPLCOQ157 02/04/2002 9:31:28 AM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\015-0101.D Sample Name: 70316-009

hydrog after 3g catalyst meoh -2
Injection Date : 02/04/2002 °8:30:48 AM Seq Line : 1
Sample Name : 70316-009 Vial No : 15
‘Acq Operator : hansen Inj. No. : 1
Inj. Vol. : 2 pnl
Method : C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM

75/25 0.1% HClO4/Acetonitrile, 1ml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm

DAD1 C, Sig=210,8 Ref=360,100 (015-0101.D)
mAU 3 S
= < | o]
] [fo A iTs!
600
500 >
] o
400 o
300 4 _
200 4 ~ c 2 om o
100 2 8 3 3% g3 88 8
3 o & © J U Ne o8 o a2 o
03 . e M A B N T T T
0 2 4 6 8 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 (015-0101.D)
mAU 3
600
500 3
400 $
300 0
200 5 - o ©
] © © =
100 z |5 g3 8 3 & p
E 0 Ly ~ oo o —
0 p 4 T ILAI . l’ T s = = T ! % T
T T T g A S U T
0 2 4 6 8 10 12 14 min|
Customized Report:karlo
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM
Multiplier : 1.000000
Signal: 1 DAD1 C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*s] % ng/ml
1 2.23 BV 0.096 1.62 9.737 0.05 0.000000
2 2.39 VB 0.058 32.93 125.358 0.59 0.000000
3 4.00 BB 0.115 2.01 16.347 0.08 0.000000
4 5.01 BV 0.089 26.67 152.368 0.72 0.000000
5 5.17 VP 0.082 4.84 25.607 0.12 0.000000
6 5.49 BV 0.099 1.89e3 1.151e4 54.08 3.054555 1L-224,715
7 5.88 VB 0.079 1.26e3 6401.168 30.07 0.000000
8 7.55 BV 0.099 1.39 9.609 0.05 0.000000
9 7.83 VvV 0.087 20.62 122.109 0.57 0.000000
10 8.15 VB 0.101 36.62 267.188 1.26 0.000000
11 8.77 PB 0.096 2.28 15.258 0.07 0.000000
12 9.08 BB 0.089 1.52 8.905 0.04 0.000000
13 39.93 PV 0.085 32.93 178.142 0.84 0.000000
14 10.16 VV 0.142 2.41 23.087 0.11 0.000000
15 10.43 vp 0.078 75.70 379.409 1.78 °0.000000
HPLCO0157 02/04/2002 : 8:44:47 AM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\015-0101.D Sample Name: 70316-009
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mMAU*s) $ ng/ml
16 10.95 BB 0.114 3.99 30.761 0.14 0.000000
17 11.36 BP 0.180 1.88 25.770 0.12 0.000000
18 12.00 vV 0.081 2.24 11.755 0.06 0.000000
19 12.23 VB 0.092 3.97 23.989 0.11 0.000000
20 12.99 VB 0.094 325.19 1947.183 9.15 0.000000
Signal: 2 DAD1l E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
¥ [min] [min] [MAU*s) % mg/ml
1 5.01 BB 0.089 7.63 43.739 2.28 0.000000
2 5.49 BB 0.086 288.50 1578.905 82.16 3.054555 L-224,715
3 5.87 BB 0.079 15.07 76.170 3.96 0.000000
4 7.83 BP 0.085 2.97 16.988 0.88 0.000000
5 8.15 BB 0.101 4.74 34.518 1.80 0.000000
6 9.93 BV 0.091 1.56 9.202 0.48 0.000000
7 10.17 vp 0.118 1.02 7.549 0.39 0.000000
8 10.43 VB 0.078 8.92 44.157 2.30 0.000000
9 12.99 BV 0.109 7.92 57.986 3.02 0.000000
10 13.31 VB 0.265 2.76 52.622 2.74 0.000000
*** End of Report ***
HPLCO157 02/04/2002 8:44:47 BAM Page 2 of 2
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2002020154.0C1 2/1/02 -2/3/02
' 200202015%.02
HYDROGENATION OR HIGH PRESSURE REACTION N THIS SPACE
< 3 - P
bUEsrso sy _ HonSen B-DG/AM {03267 ext. ©O552 oare _/heb 202
PROECTNO_ - 2297 S proseer MO 3. N J0OI 1S NOTEBOOK- PAGE NO.____ 10 31 (. =31
CHECK HERE IF REACTION IS GMP/GLP O STARTING MATERIAL
NO. 1 NO. 2
= ”~
MW. 5 13 AMOUNT 6. mMoes_© 0275 || mw. AMOUNT G. MOLES
= o) 1P,
STRUCTURAL FORMULA: 2 € Swl. - CATALYST 232 6 oF . = (fe
SOLVENT AN ML OF __*e <f
ol
Toed C {l» MOLES OF HYDROGEN REQUIRED __—="1 *
Ne " X OTHER MATERIALS
~ N —— ~o
yysr
\1 - REACTION CONDITIONS ETC. ~
-
Cry o PIT S
PRECAUTIONS:
EMPIRICAL FORMULA:
TO BE FILLED INBY HYDROGENATION LABORATORY
NO. 1: 6. wmoes _©9:9295 NO.2: G. MOLES
CATALYST D70 o of 227 FHIC Lof# FCFSLEG
SOLVENT /00 M. oF __Pesi
OTHER MATERIALS
CELL NO____ HEATER NO REC. POINT INTERNAL EXTERNAL BOMBNO_________ VESSELSIZE 50 ML.
SHAKER NO__ LINER SHAKER TANK ___ /OO 2 aux TANK —_________SYSTEMVOLWWMEZZ L.
‘c-u H, PRESSURE DROP = = LBS/MOLE ?{/'OQ?.S T moLes= He D LBS.
Ko MISC. DATA: &40 pnace H.
DITIONS HRS. AT2D 2 ¢ ) Pt Ho
PRESSURE PRESSURE PRESSURE
TIME TEMP.
TIME TEMP. o8s. OROP TIME TEMP. 08S. oROP ey DROP
039 CE] g i YY) 383 0 8 18:49 78 20 0
11:19 36.8 0 1 03:19 483 40 8 19:19 478 40 10
11:49 47.8 41 1 03:49 483 40 8 19:49 4738 40 0
12:19 478 39 1 04:19 483 40 8 20:19 478 40 0
12:49 483 30 1 04:49 483 40 g 20:49 478 40 10
13:19 48.3 19 2 05:19 483 40 g 21:19 478 40 lo
13:49 48.3 19 2 05:49 483 40 g 21:49 47.8 J40 0
14:19 483 §9 3 06:19 483 40 22:19 47.8 40 0
14:49 483 19 3 06:49 483 40 2:49 | 478 40 0
15:19 483 b5 3 07:19 483 40 23:19 47.8 40 10
15:49 483 19 4 07:49 478 40 23:49 478 40 0
16:19 483 39 4 08:19 478 40 00:19 47.8 40 0
16:49 483 319 4 08:49 478 40 00:49 478 40 0
17:19 483 39 4 09:19 478 40 01:19 47.8 40 0
17:49 483 1o 5 09:49 478 40 01:49 4738 40 0
18:19 483 39 5 10:19 47.8 40 02:19 47.8 40 0
18:49 483 40 6 10:49 478 40
1919 48.3 40 6 11:19 478 40
19:49 48.3 40 6 11:49 4738 40
20:19 483 40 6 12:19 47.8 40
20:49 483 40 6 12:49 47.8 40 9
21:19 483 40 7 13:19 478 40 9
21:49 483 40 7 13:49 47.8 40 .9
22:19 483 40 7 14:19 478 40 9
2:49 483 40 7 14:49 478 40 9
2339 483 40 7 15:19 478 40 9
23:49 483 40 7 15:49 478 40 9
go:y9 - (483 40 7 16:19 47.8 40 9
00:49 483 40 7 16:49 478 40 9
01:19 483 40 7 17:19 478 40 9
9 483 do 7 17:49 47.8 40 1
9 48.3 40 8 18:19 478 40 1
M
=T
/
RUN BY DATE ‘

MERCK & CO., INC.
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2002020154.001

c psi psi

100.00— 50.00— 100.00

75.00— 3750~ 75.00

50.00- 25.00- 5000

500~ 12504 25.00

- 000 o000 o000

L 4 4 L 2 L 4 TS ¢ & T
L  —B L L L L L

\

10:48:31 20:48:42 6.48.53
211102 211/02 22102
Hist.FIXPT5407.F_CV Shkr54 Pressr
Hist.FIXDT5409.F_CV Shkrd4 H2 Uptake
Shkr54 Product Temp

16:49:04
202102

‘t.FIX.TES‘lO& F_Cv
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2002013156.001

HYDROGENATION OR HIGH PRESSURE REACTION

1/31/02

- 2/1/02

00013156001

DO NOT WRITE IN THIS SPACE

vestepey _ L H oo BLDG/AM T;{'LL)D -R8RLY ext @955 2 pate 3 I Sa w220
/
prosecT N0 L 229 T1S PROJECT !\A goo A A5 NOTEBOOK - PAGENO. 10 3 16 -0 09
CHECK HERE IF REACTION IS GMP/GLP O STARTING MATERIAL
NO. 1 NO. 2
543 0295~
Mw. 21 AMOUNT G. MOLES_).029 M.W. AMOUNT G. MOLES
-~
STRUCTURAL FORMULA: caTALysT 030 6. oF _ /1. Plfc
¢ SOLVENT [0 ML. OF Meo 1
Foi— N MOLES OF HYDROGEN REQUIRED 0.029¢5
\E')/\\ AN~ o OTHER MATERIALS ,
L 'L - Knse bottle | (6. Mood
i 7 REACTION CONDITIONS, ETC. _ _
C 3 4OPSL Ko ¢
PRECAUTIONS:
EMPIRICAL FORMULA: ;
TO BE FILLED IN BY HYDROGENATION LABORATORY
NO. 1: G. MOLES > NO.2: G. MOLES
CATALYST .30 6. of «6% Pdl Keof # [CF5286
SOLVENT L0 _ wmi. of _MHroH
OTHER MATERIALS
CELL NO HEATER NO REC. POINT INTERNAL EXTERNAL BOMB NO VESSELSIZE__ 2 SO L.
SHAKER NO__ S & LINER SHAKERTANK —____ AUX. TANK SYSTEM VOLUME ML.
C'D H, PRESSURE DROP = 2. l! LBSIMOLE . P RTPE MOLES= _7:/ LBS.
DITIONS HRs. AT_~S O c. msc.oata: 4O e H:L
PRESSURE PRESSURE PRESSURE
TIME TEMP.
TIME TEMP. oes. DROP TIME TEMP. o8s. DROP 0BS. DROP
10755 7 71 0 7000 1 ki y 508 /T ki T
11:13 36.8 41 0 20:17 481 39 2 05:21 481 39 4
11:30 48 @ 0 20:34 8.1 39 2 05:38 481 39 4
11:47 475 43 b 20:51 481 39 2 05:55 481 39 4
12:04 481 a3 0 21:08 481 39 2 06:12 481 39 4
12:21 481 o b 21:25 481 39 2 06:29 481 39 4
12:38 481 42 o 21:42 481 39 2 06:46 481 39 4
12:55 481 a1 o 21:59 481 39 2
13:12 481 41 o 2:16 481 39 3
13:29 481 40 o 22:33 481 39 3
13:46 481 40 o 22:50 481 39 3
14:03 481 39 0 23:07 481 39 3
14:20 481 39 0 2324 481 39 3
14:37 48.1 39 0 23:41 481 39 3
14:54 481 39 0 23:58 481 39 3
15:11 48.1 39 o 00:15 48.1 39 3
15:28 481 39 0 00:32 481 39 4
15:45 48.1 39 0 00:49 481 39 4
16:02 481 39 0 01:06 48.1 39 4
16:19 481 39 & 1:23 481 39 4
16:36 48.1 39 05, ,1:40 48.1 39 4
16:53 48.1 39 0~ 57 481 39 4
17:10 481 39 1 2:14 481 39 4
17:27 48.1 39 1 02:31 481 39 4
17:44 481 39 1 02:48 481 39 4
18:01 481 39: 2 03:05 481 39 4
18:18 48.1 39 > 03:22 48.1 39 4
18:35 481 39 2 0339 481 39 4
18:52 48.1 39 2 03:56 81 {39 4
9:09 48.1 39 2 04:13 481 39 4
9:26 481 39 2 04:30 481 39 4
| 9:43 481 39 2 04:47 48.1 39 4
"
RUN BYUUIUI_M DATE | gy, 2{ G022
/ ( 5
RUN BY DATEJ

MERCK & CO., INC.
R-ASAN RFV RIAR
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2002013156.001

c psi psi

100.00— 50.00— 100.00

75,00 37504 75.00

500 25004 50.00

< 4 * L g 4 L 4 4 +
» - F— L L —— L g
2500 12504 25.00
W )
0004 000 000 —e —o— : !
10:55:85 5.56:02 :56:09 1:56.16 :56:23
1131102 1131102 131102 21102 2/1/02
’
Hist.FIXPTS5607.F_CV Shkr56 Pressr
Hist.FIX.DTS609.F_CV Shkr56 H2 Uptake
Shkr56 Product Temp

‘ist.FlX.TESGO& F_CV
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Hansen, Karl

.rom: Dorwart, Jason G.
ent: Friday, February 08, 2002 9.55 AM
To: Hansen, Karl

Here are the results for the L.-224,715 Besylate salt NB# 70316-009.

RRT Area%
0.93 0.15%
0.95 0.20%
0.98 0.17%
1.00 99.06%
1.37 0.18%
1.43 0.17%

Total imp = 0.87%
LC Chiral

Major = 99.98%
Minor = 0.02%

lason

'
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L-224715 phosphate salt nb70316-17
10x, Crossed Polars, n=1.42
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Data file

HPLCO157

:C:\HPCHEM\HPLCO157\DATA\075-0201.D Sample Name: 70316-023
58.0mg/50ml of flashed benzyloxy amide 25 | ; ->
?7r~\-h ,u\ A‘(“JWR
Injection Date 02/20/2002 2:58:22 PM Seq Line 2
Sample Name 70316-023 Vial No 75
Acq Operator hansen Inj. No. 1
Inj. Vol. 2 pl
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed 02/20/2002 2:57:26 PM
75/25 0.1% HClO4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm !
DAD1 C. Sig=210,8 Ref=360,100 (075-0201.D)
mAU 3
600
500 3
400 3
3003 R
3 o
200 3 N @
100 /\ o~
0 LT,
L U | T " T 7 T
0 2 4 6 8 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 (075-0201.D)
mAU 3
600 -
500 3
400 3
300 3
200 3 © o
3 5 'Y
100 S
0 b
T T ; I T T ; 7 T
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 02/20/2002 2:57:24 PM
Multiplier 1.000000
Signal: 1 DADl C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# (min) [(min] [mAU*s) % mg/ml
1 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
2 12.08 BB 0.081 133.46 671.909 76.31 0.144418
3 12.75 BB 0.205 15.72 208.582 23.69 0.000000
Signal: 2 DADl E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [MAU*s] % mg/ml
1 0.00 0.000 0.00 0.000 0.00 0.000000 1L-224,715
2 12.08 BB 0.079 10.82 54.465 74.97 0.144418
3 12.75 PP 0.202 1.40 18.185 25.03 0.000000
*** End of Report ***
02/20/2002 3:11:03 PM Page 1 of 1
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e
Data file :C:\HPCHEM\HPLCO157\DATA\076-0301.D 3:‘32‘5 Sample Name: 70316-023
58.0mg/50ml of flashed benzyloxy amide ->
(0 +25~(  AnA
Injection Date 02/20/2002 3:16:57 PM Seq Line : 3
Sample Name 70316-023 Vial No : 76
Acqg Operator hansen Inj. No. : 1
' Inj. Vol. 2 pl
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed 02/20/2002 3:13:45 PM
75/25 0.1% HC1l04/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (076-0301.D)
mAU 3
600 =
3 S
500 4 o
400 3
300
200 3 ©
3 2] [e2]
100 3 3 2
0 f c" T ! T_T_F“|
-I T T L | T T T [ T T T ' T T T ' T T T I T T T | T T T | T
0 2 4 6 8 10 12 14 min
DAD1 E, S1g=268,16 Ref=360,100 (076-0301 D)
mAU 3
600 -
500 3
400 3
300 3
200 3 ~
3 o
100 3 ~
0 A
-I | ' T T T l T T T l T T I T T T l ¥ I T
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 02/20/2002 3:13:40 PM
Multiplier 1.000000
Signal: 1 DADl C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] {min] [mAU*s ] % mg/ml
1 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
2 9.89 pp 0.083 1.25 6.562 0.29 0.000000
3 12.08 VB 0.081 440.71 2224.550 98.09 0.476483
4 12.70 PV 0.160 2.36 27.593 1.22 0.000000
5 12.90 VB 0.098 1.37 9.148 0.40 0.000000
Signal: 2 DADl E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [MAU*s] $ mg/ml
1 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
2 12.08 BB 0.081 35.91 180.772 100.00 0.476483
HPLCO0157 02/20/2002 3:29:39 PM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\074-0101.D Sample Name: 70316-023
58.0mg/50ml of flashed benzyloxy amide ->
Injection Date 02/20/2002 2:39:46 PM Seq Line : 1
Sample Name 70316-023 Vial No 74
Acq Operator hansen Inj. No. : 1

: Inj. Vol. 2 pl
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed 01/14/2002 1:00:57 PM
75/25 0.1% HClO4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (074-0101.D)
mAU 3 2
E S
3 N
600 3 T
500 3
400
300
2004 s 8 8|l 8
1004 2 8 80
4 [e)] - -~ Ay
0 : : T . i 1 :: ll T
-' T T T | T T T I T T T I T T T I | T T I T T T l T T
0 2 4 6 8 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 (074-0101.D)
mAU 3
600
500 3
400
300 o
4 ~
200 3 )
3 N [
100 “/\ iy
04 A
_I I T l T I T T | | T T T l T T T I T T
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DADl C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min) [min) [MAU*s] % mg/ml
1 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
2 9.89 PP 0.082 3.03 15.689 0.27 0.000000
3 11.27 BB 0.097 1.25 8.224 0.14 0.000000
4 11.71 vV 0.076 1.05 5.247 0.09 0.000000
5 11.90 vv 0.078 1.04 5.215 0.09 0.000000
6 12.08 VB 0.081 1.06e3 5396.913 94.24 0.000000
7 12.73 BB 0.219 20.60 295.583 5.16 0.000000
Signal: 2 DADl E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*s] 3 mg/ml
1 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
2 12.08 BB 0.081 88.48 445.343 95.16 0.000000
HPLCO157 02/20/2002 2:52:28 PM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\074-0101.D Sample Name:

Peak RT Type Width Height Area Area Amount Name
# (min) [min) [mMAU*s) % mg/ml

3 12.74 PB 0.206 1.72 22.634 4.84 0.000000

70316-023

*** End of Report ***

HPLCO157 02/20/2002 2:52:28 PM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO0157\DATA\022-0101.D

Sample Name: 70316-023

isolated oil ->
Injection Date 02/05/2002 9:09:27 BM Seq Line 1
Sample Name 70316-023 Vial No 22
Acq Operator hansen Inj. No. 1
Inj. Vol. 2 nl
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM
75/25 0.1% HClO4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 nin
waters cl8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (022-0101.D)
mAU 3 l &
-3 i (o)
3 Iz o
600 1T
500 -
400
300 -
200 3 © NI © 0 o
100- 2 5 8 3 & 3 28| % &5
04 N 9 ® @ T A RISV T <
0 2 4 & 8 10 42 1 i
DAD1 E, Sig=268,16 Ref=360,100 (022-0101.D)
mAU 3
600—5
3 o
500 N
400 o
300 4
E &
200 o 8l 2
100 3 2 g? o
OE o?l ‘-Il lil/\l
T T T | L — 1 T T 1
0 2 4 6 8 10 12 14 min;
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DADl C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*s] % mg/ml
1 2.39 PB 0.057 13.00 47.607 0.16 0.000000
2 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
3 5.87 BP 0.077 2.98 14.639 0.05 0.000000
4 6.86 BB 0.100 15.04 106.213 0.37 0.000000
5 8.33 BV 0.086 2.51 13.833 0.05 0.000000
6 9.25 BB 0.100 5.53 39.912 0.14 0.000000
7 9.88 BP 0.084 39.89 211.828 0.73 0.000000
8 11.58 BV 0.129 2.05 19.231 0.07 0.000000
9 11.93 vV 0.077 14.72 72.445 0.25 0.000000
10 12.12 VB 0.108 2.27e3 473e4 50.94 0.000000
11 12.75 BV 0.087 10.33 60.854 0.21 0.000000
12 12.93 VB 0.106 2.09e3 357e4 46.92 0.000000
13 14.41 BV 0.098 1.22 7.467 0.03 0.000000
14 14.64 VP 0.128 1.53 12.332 0.04 0.000000
15 15.76 BBA 0.118 1.50 11.559 0.04 0.000000
HPLCO0157 02/05/2002 9:23:22 AM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO0157\DATA\022-0101.D Sample Name: 70316-023

Signal: 2 DADl1 E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*s] % mg/ml
1 0 0 0.000000 L-224,715
2 9.88 BP 0. 0. 0.000000
3 11.93 PV 0.076 1.83 8.794 0.40 0.000000
4 12.12 VB 0.079 361.88 1829.885 82 0.000000
5 12.93 VP 0.086 65.49 359.639 16 0.000000

*** End of Report ***

HPLCO0157 02/05/2002 9:23:22 AM Page 2 of 2
Merck Exhibit 2129, Page 103
Mylan v. Merck, IPR2020-00040
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Data file :C:\HPCHEM\HPLCO157\DA%A\021—0101.D Sample Name: 70316-025
AR AW

0.2893g/10ml of super after 5Sml extrat EtOH ->
Injection Date : 02/05/2002 8:00:03 AM Seq Line : 1
Sample Name : 70316-025 Vial No : 21
Acq Operator : hansen Inj. No. 1
Inj. Vol. : 2 nl
Method : C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM

75/25 0.1% HClO4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm

DAD1 C, Sig=210,8 Ref=360,100 (021-0101.D)
mAU 3
600 3
500 -
400 3
300 4
200 5 o =
] n © 10 b
1003 o5 & o
0 ; 1/\"? . O? . has ,
- 1 - - - 1 r T 1 T v T 1 - 1 T T T
0 2 4 6 8 10 12 14 min
DADI E, Sig=268,16 Ref=360,100 (021-0101 D)
mAU 3
600 3
500 3
400 3
300 3
200 4 @
E o N
100 2 s
0 : I~ : T
T 1 - T I - T I T 1 - i - v i
0 2 4 6 8 10 12 14 min|
Customized Report:karlo
Sorted By ' : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM
Multiplier : 1.000000

Signal: 1 DADl C, Sig=210,8 Ref=360,100

Peak RT Type Width Height Area Area Amount Name
# (min] [min) [mMAU*s) % mg/ml
1 0.082 39.74 210.740 77.85 0.052757 L-224,715
2 5.88 BP 0.084 1.12 6.145 2.27 0.000000 '
3 0.076 5.12 24.697 9.12 0.000000
4 0.236 2.05 29.119 10.76 0.000000

Signal: 2 DADl E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount Name
# [min] [min] (mAU*s) % mg/ml
1 5.55 BB 0.082 4.54 24.120 54.70 0.052757 L-224,715

2 13.23 BP 0.253 1.29 19.979 45.30 0.000000

*** End of Report ***

HPLC0157 02/05/2002 8:13:59 AM Page 1 of 1
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Data file :C:\HPCHEM\HPLCO0157\DATA\031-0101.D Sample Name: 70316-025

0.0404mg/ml 715 ->
Injection Date : 02/05/2002 12:06:46 PM Seq Line : 1
Sample Name : 70316-025 Vial No : 31
Acqg Operator : hansen Inj. No. : 1
Inj. Vol. : 2 pl
Method : C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM

75/25 0.1% HClO4/Acetonitrile, 1ml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm

DAD1 C, Sig=210,8 Ref=360,100 (031-0101.D)

=
o
e
{ §5.547

0 2 4 6 8 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 (031-0101 D)

=)
o
il
| 15,547

0 2 4 6 8 10 12 14 min|

Customized Report:karlo

Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM
Multiplier : 1.000000

Signal: 1 DAD1l C, Sig=210,8 Ref=360,100

Peak RT Type Width Height Area Area Amount Name
# [min) (min) [mAU*s) % mg/ml
1 5.55 BB 0.082 29.23 155.833 100.00 0.038173 L-224,715

Signal: 2 DADl E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount Name
# [min} [min] [(mAU*s) % mg/ml
1 5.55 BB 0.082 3.34 17.748 100.00 0.038173 L-224,715

*** End of Report ***

HPLCO0157 02/05/2002 12:20:39 PM Page 1 of 1
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Data file :C:\HPCHEM\

HPLCO157\DATA\023-0101.D Sample Name: 70316-025

11.1 mg/25ml og phosphate ->
Injection Date 02/05/2002 9:41:03 AM Seq Line : 1

Sample Name 70316-025 Vial No : 23

Acqg Operator hansen Inj. No. : 1

Method

Last Changed
75/25 0.1% HCl04/
10min 25/75 water
waters cl8 symmet

Inj. Vol. : 2 pnl
C:\HPCHEM\HPLCO0157\METHODS\715.M
01/14/2002 1:00:57 PM
Acetonitrile, 1lml/min
/acn; 75/25 from 10 to 14 min
ry, 250 nm

DAD1 C, Sig=210,8 Ref=360,100 (023-0101.D)

5.550

T T T

] > 12.877

4 12,595

T — —— —— ; . r ———
2 4 6 8 10 12 14 min|

DAD1 E, Sig=268,16 Ref=360,100 (023-0101.D)

15 5.550
1 12.877

Sorted By

Signal

Calib. Data Modified : 01/14/2002 1:00:30 PM

Multiplier

1.000000

Signal: 1 DAD1 C, Sig=210,8 Ref=360,100

Peak RT Type
# [min]

1 2.60 PB

2 5.55 PB

3 12.88 BB

Width Height Area Area Amount Name

[min] [mAU*s] % mg/ml

0.076 1.46 7.264 0.35 0.000000

0.080 272.03 1408.902 67.44 0.370994 L-224,715
0.195 53.51 672.897 32.21 0.000000

Signal: 2 DADl E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount Name
# [min) [min] [mAU*s) % mg/ml
1 5.55 BB 0.080 31.36 161.870 73.55 0.370994 L-224,715
2 12.88 BB 0.192 4.70 58.202 26.45 0.000000
*** End of Report ***
HPLCO157 02/05/2002 9:54:55 AM Page 1 of 1

Merck Exhibit 2129, Page 108
Mylan v. Merck, IPR2020-00040



u

wud

o,

1978M/HOF WOIJ
31es $0d¢H
GTL'$2TT

0260° T

87L8 |

G0sC T}

6792 2|

TGL96° 66
0005270
L6°66-
06270~
€L°868¢
0§L°6

00°0¥
s1ajsureaed

00°T

0

00°0

0

ou
80C00L8°66¢
78€91

76S7TL8 66E

T3 TANNYHO

0000000T"0
0°00¢

00°9
000°9L
7°90%
08T¥06¥%°C
pLLOOZ O
L¥6°8LS9

[4

43

OSHa

89LCE

o¢bz

HT dNO um
10ads

8¢ 0T
5020200¢

u/zy
wo yudd
ZH
udd
ZH
udd
o
ZH
ZHR
sxjaurexed Butssed0ld - Z4
ZHH
ap
J9sn (g*
038
!
o9sn
oasn
038
ZH
ZH
sIajsueIed uoT3TSTNDIY - 74

1
T

GZ0-9T¢0L
sI1979ueIRd

Teabsjur

Page 109

4

Mylan v. Merck, IPR2020-00040

Merck Exhibit”&

WOZH
WOWdd

Zd

dzd

14

did

XD

3017d WN dt

ad
:6)
a1
458
Mam
45
I8

105
Tl

Ma

N

ot
Sa¥aig
HMS

sd

SN
LNAATOS
QL
O04d1nd
S QHa0dd
WOYLSNT
SUTY,
“ajeq

0NDOYd

ONd X3

IWYN

plRG JUSIIND

L
r
{r

—\,.,



Book 7031 6 Page 27 Project No. Project Page

Investigator Date ézfjgé 2052
Subject %/Or”Aq? b Vg [QQL/Wg TM*’"‘JT lﬁ%:ﬁ,a',‘“:;:'

Filed in Book Number/Title

I
1. Bt Nao
Lﬁ) \)L“}/\ﬁ‘?"\,, A s, = - ._TA"I ! = L2247 /S Tarfealy
= < I Twmicald $ ¢4
LE '
3

‘?Cl\(o/i/\ 5 P(/\f /‘L—~+ (\/\/\—( Z(Zi)
L2405 s n Tl oA SLS 2504 192 1.0

E e 25~ (

Nc\O\"\ //V\ /0,-«( /(),c:-)

L:TAF’)C\I‘“L ‘“’;"\ A'u/""l' BN/JOV.{% A /5—6 0. (aqg’ l/ SO .92

1A 90,

?foncl.wt‘, <w\5ﬂ)uu{/e Q§\ "3: ?LSD HS"\H' tn RS A1 Bhike

'/-\ 1’\(* Neey C"l" - g-\c ”l5 A 25l /Q» OCSM"L (A')U‘J ,1.\,,4'

o a0l pogy A b LFR (Aot [Lfo)  wesbd

o 2o /N //mé«-\'{\mb - redcssole A IQ"f\lTR‘*

L
A t( l(x,((’\{—\'*'"( \2(0/)(»/‘1/(\ . 7) LY )(ur—4 oL ( A g-o | TPA
£

et v b Set RBE A M4 Yoot addepn T4 sm/
ho\w-b\" He okl ’\:563(. B( S S50 (sed 0. 679 MJC'/XNLM/L

cedwdat oo el bedda oo | Flhed Toctre
ol SD(V\ 0£Le/ A-(V(v\ 0(14 3.«,\‘(/\/\27 o S Cm’J\’SRrﬂ "( “1'\1'./\

"(‘ﬁ ) Dac i‘ (>~‘\'C/( [»] //\I

7 F‘Q:{"OQ N Coc)(w( §(V\r’r7 ‘/h R\\ . 5"("‘13 o~ Q‘Af— hcc:/”1>

v dol e siepe . Blod @ZT Ak TPk
Df*(/{ Moo

‘6(,{(73‘6(32\ :2'(33 )%7¢~1\/\.(/(

Countersigned by °

Date
Merck Exhibit 2129, P aﬂgoo INCJMRL
Mylan v. Merck, IPR202@®0654( 1700}



Book 7031 6 Page 28 Project No.

DO NOT BEGIN NEW EXPERIMENTS ON THIS PAGE.

Project Page

Countersigned by

Date
Merck Exhibit 2129, Page 111

Mylan v. Merck, IPR2020-00040



Data file :C:\HPCHEM\HPLCO0157\DATA\(045-0201.D Sample Name: 70316-027

0.1815mg/50ml of 25.55g etoac post brine ->
Injection Date 02/06/2002 8:01:41 AM Seq Line : 2
Sample Name 70316-027 Vial No : 45
Acq Operator hansen Inj. No. 1
Inj. Vol. : 2 pl
Method C:\HPCHEM\HPLC0157\METHODS\715.M
Last Changed 01/14/2002 1:00:57 PM
75/25 0.1% HClO4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm
DAD1 C. Sig=210,8 Ref=360,100 (045-0201.D)
mAU J
600
500
400
3 0
300—E 3
200 5 LT
] N
100 A.;
0 AN
T g S
0 2 4 6 8 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 (045-0201.D)
mAU -
600
500
400 3
300 -
200 ©
] 0
100 0
3 o]
0 : L T
—I ¥ T I T T T | T T T I I T I T T | I
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM l,%ﬂgj ‘7’§’
Multiplier 1.000000

Signal: 1 DAD1 C, Sig=210,8 Ref=360,100

Peak RT Type Width Height Area Area Amount Name

# [min] [min] [MAU*s] % mg/ml
1 5.55 PB 0.085 183.02 989.311 81.34 0.259549 L-224,715
2 6.12 vB 0.083 42.10 226.917 18.66 0.000000

Signal: 2 DAD1l E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount Name
# [min] [min) [mAU*s] % mg/ml
1 5.55 BB 0.085 21.06 113.644 100.00 0.259548 L-224,715

HPLC0157 02/06/2002 8:15:30 AM .Page 1 of

**x* End of Report ***

1
Merck Exhibit 2129, Page 112
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Data file :C:\HPCHEM\HPLCO0157\DATA\044-0101.D
Signal: 2 DADl E, Sig=268,16 Ref=360,100

Sample Name: 70316-027

Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mMAU*s) % ng/ml
1 5.54 BB 0.082 85.12 455.852 100.00 1.034739 L-224,715
*** End of Report ***
HPLCO157 02/06/2002 7:56:55 AM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\047-0101.D Sample Name: 70316-031

0.3925g/50m)l of super after cool down ->
Injection Date : 02/07/2002 7:34:01 AM Seq Line: : 1
Sample Name : 70316-031 Vial No : 47
Acq Operator : hansen Inj. No. : 1
Inj. Vol. : 2 pl
Method : C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM

75/25 0.1% HClO4/Acetonitrile, 1ml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm

DAD1 C, Sig=210,8 Ref=360,100 (047-0101.D)
mAU 3
600 -
500
400
300
200 8 - ©
E (o] (s (3]
100 - 0 ] ©
0 ; '/\l' T 0? |- ‘l__' r
—I T T T ] T T T I T T T I T T T | I T T | T T I T T T
0 2 4 6 8 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 (047-0101.D)
mAU 3
600
500 3
400 3
300 3
200 3
3 [s2]
100 3 3
3 'e)
0 : 1 T
| T ' ' | T ' T T T T T | T T ! I T T T T T r ' T ¥ ' ' I ' ' '
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM
Multiplier : 1.000000
Signal: 1 DAD1l C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min]) [min) [mMAU*s) % mg/ml
1 5.60 BV 0.084 56.36 310.212 83.01 0.079177 L-224,715
2 5.84 VB 0.091 1.10 6.687 1.79 0.000000
3 9.94 BV 0.081 5.83 30.354 8.12 0.000000
4 10.17 VvV 0.092 1.71 10.590 2.83 0.000000
5 13.28 PB 0.152 1.59 15.882 4.25 0.000000
Signal: 2 DADl E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min) [min) [MAU*s) % mg/ml
1 5.60 BB 0.087 6.51 36.136 100.00 0.079177 L-224,715
HPLCO157 02/07/2002 7:47:45 AM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\048-0101.D Sample Name: 70316-031
0.2753g/50ml at 100ml total volume ->
Injection Date 02/07/2002 8:12:57 AM Seq Line 1
Sample Name 70316-031 Vial No 48
Acqg Operator hansen Inj. No. 1

Inj. Vol. 2 nl
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 BPM
75/25 0.1% HC1lO4/Acetonitrile, 1ml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters c¢l8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (048-0101 D)
mAU 3
600 4
500 3
400
300 -
200
E 2] [+
100 3 3
04 2 2
T T T T T 1 7 — 1 7 T
0 2 4 6 8 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 (048-0101.D)
mAU 3
600 -
500 3
400 3
300 -
200 -
100 3
0
T T T T T T T L y
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By : Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DADl C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# (min) [min] [MAU*s) % mg/ml
1 5.65 BB 0.083 7.50 39.065 80.15 0.007159 L-224,715
2 9.96 PB 0.081 1.80 9.677 19.85 0.000000
Signal: 2 DADl E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] {min] [mAU*s] % mg/ml
1 0.00 0.000 0.00 0.000 0.00 0.007159 L-224,715
*** End of Report ***
HPLCOL157 02/07/2002 8:26:42 AM Page 1 of 1
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DELIVERY SHEET (A): CHEMICAL FOR NON-CLINICAL USE -2 241 15 - 006 Foot

MOLECULAR FORMULA: MOLECULAR WT.:

0, Feafi 5057 s

DATE: ASSIGNED BY"

(}MW(}\ 200, Hosla

CHEMICAL/TRIVIAL NAME"

STRUCTURE.

- T

4‘?\}“»&‘9
\\:) \/l\p/\\/;'

l L~
¥ \

LABELING INSTRUCTIONS
(FOR QUTSIDE DELIVERIES)

0O L NUMBER
O NAME AS SHOWN ABOVE
‘ H ?O O QUANTITY

.3 L( [ OTHER (specify Under "Remarks*)
O HAZARDOUS
{J NON-HAZARDOUS

PROJECT NUMBER:

Prepared by/Commercial Source: Notebook Ref /Lot No :

2030035

Critena of Purity, Safety or Potency: OrTLe KHPLC Occ

Omr Ouv O NMR O ms

CHARACTERIZATION DATA

COMPOUND IS PUBLISHED [ YES 0N NO [0 UNDETERMINED

OTHER ASSAY RESULTS OR PHYSICAL CONSTANTS*

' q data generated by Analytical Research

49.61 Leae
2 \‘r»(w‘/"\-cs
0.9% S
0.4¢ o2

ho minar ehathipms

*If GMP Compliance has not signed below, data has not been audited.

PERMISSION TO RELEASE TO CAS FOR NOMENCLATURE DEVELOPMENT

O YES h\NO
LIT. REF/CAS REG NO
REMARKS" .
;200 MS (du\$(v( i\b j}?ob(ffpft"\
PB ECL- ; n Uf"fc) §+k"(¢1)

Storage Conditions: (check one)
[J“controlled room temperature” (25°C)
[ “refrigeration” (4°C)
[ “freezer” (-20°C)
[J-70°C freezer
O other

O For safety information and special handling precautions, access CHIS.

SEND TO: (NAME, LOCATION, QUANTITY, TEST NO OR ACRONYM AND INDICATE IF DELIVERED)

Material 1s (select one) GMP ; non-GMP and will be used in (select one). GMP/GLP study, ___ non-GMP study.

CC- NAMES AND LOCATIONS:

Transfer Réquested By Delivery Sheet By:
Name: Name
Location: Location®

APPROVED FOR DELIVERY BY MRL GMP COMPLIANCE Transfer Completed By

Dept Approval Quality Approval
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I TR T e T

MERCK & CO., INC.

wnlye™ . __REQUEST FOR ANALYSIS

‘ DATE ," - . PPCL # NOTEBOOK bR B8ATCH # PROJEéTﬂ EXT
B0 ] 0V3039 /0213040 7036~ 03¢ LU
SUBMITTED BY . SAMPLE DISPOSITION * MOLECULAR WEIGHT " . |SEND REPORT TO : AREA
( JRETAIN| IRETURN{( JOISCARD
‘PMPLETE STRUCTURE . CHEMICAL NAME
Eiw,,@ﬂfi (-4 PhushpkA’U st Q303‘i>
Phgsan Loy (3040)
o OTHER TESTS AND COMMENTS .
EMPIRICAL FORMULA
~ KARL TOTAL LOSS ON MELTING SPECIFIC RESIDUE
X TEST FISCHER SOLIDS L——J DRYING —J uv POINT ROTATION y—l ON —J IR
IGNITION
| [mirRaion| | coLoR veaw | [igon | | oisc | e [l wvee X ¢ [ wmR
SOLUTION ' are G )
cival
chr\a(ol, _| PSA _J DSC _J TG __' X-RAY __l TLC J BULK _| " MESH _J ALL
NALYSIS
« ANALYSIS CONTROLS
CHN
! DO NOT WRITE BELOW THIS LINE
RESULTS
0113034 e Al
R LN 3717
AKX Arta'ts 0™ 0.50
. "Lq
0 ay 0.1b 040 ‘
0 C\g 0.\0
0.4s 0% 00 1110
L. 00 a9.64 1.0% 10
1.0S ot
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Merck Exhibit 2129, Page 126
Mylan v. Merck, IPR2020-00040




DELIVERY SHEET (A): CHEMICAL FOR NON-CLINICAL USE

0

L- 22y Q/S’QooéF 00/

MOLECULAR FORMULA: MOLECULAR WT.: DATE: ASSIGNED BY
F, N0 P < -~
C((‘“lbt—(o'{vé 5. 505 [5 ﬁé&@az HMSU/\ Vglﬁ""’
cHEMICALTRIVIALNAME:  MVEC(A- |
STRUCTURE: — LABELING INSTRUCTIONS
( (FOR OUTSIDE DELIVERIES)
‘J Hi 0 L NUMBER
\ \ N 0 l}lNAME AS SHOWN ABOVE
\\/M\J\f/«l f 3 ? 4 O QUANTITY

(_ F3 D OT]’iER (Specify Under "Remarks")
O HAZARDOUS
L2291(S Phoslab salt

[0 NON-HAZARDOUS
PROJECT NUMBER:
L2297iS

Prepareq by/Commercial lSQurce: Notebook Ref /Lot No.” Criteria of Purity, Safety or Potency: OTLC: wWLC - dac
70%[{1_0‘5; ORr Ouv ONMR O wms
CHARACTERIZATION DATA

COMPOUND IS PUBLISHED [J YES w NO [ UNDETERMINED.

OTHER ASSAY RESULTS OR PHYSICAL CONSTANTS*;
data generated by Analytical Research

99.,q LCAT

*If GMP Comphiance has not signed below, data has not been audited.

PERMISSION TO RELEASE TO CAS FOR NOMENCLATURE DEVELOPMENT
O ves NO -
A

LIT. REF./CAS REG. NO.
' REMARKS:

PB ECL-

Storage Conditions: (check one)
[OJ*controlled room temperature” (25°C)
[1 “refrigeration” (4°C)
[ “freezer” (-20°C)
[1-70°C freezer
{7 other

O For safety information and special handling precautions, access CHIS.

SEND TO- (NAME, LOCATION, QUANTITY, TEST NO. OR ACRONYM AND INDICATE IF DELIVERED)

Lochad el Deols,

Material is (select one) GMP , ¥ non-GMP and wiil be used in (select one): GMP/GLP study,
1

non-GMP study.

CC: NAMES AND LOCATIONS:

A(Ms’mn}ifu esogh RYF0P33 7 Burkyr Vot 10P79:30 Palodes RY§00-B33

Transfer Requested By Delivery Sheet By APPROVED FOR DELIVERY BY MRL GMP COMPLIANCE
\ ;

Name: Name

Location: Location:

Transfer Completed By:

Dept. Approval

-Quality Approval
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»

DELIVERY SHEET (A): CHEMICAL FOR NON-CLINICAL USE

N

L2y FIs-00¢6 ;:"oo

MOLECULAR FORMULA: MOLECULAR WT.: DATE: ASSIGNED BY: ﬁ.
CoNL T NP o ,
e Y WS 05 X OC@ZZOOZ HO\/\%V\ J_/__H‘ ”
CHEMICAL/TRIVIAL NAME: =TT
STRUCTURE: LABELING INSTRUCTIONS
'4 (FOR OUTSIDE DELIVERIES)
p _ (\ e D 0J L NUMBER
-\ \)\/ll e —N 0] NAME AS SHOWN ABOVE
\ —
[ _/}‘ . H')TO‘{ O QUANTITY
v ‘ F? [:] OTHER (Specify Under "Remarks")
0J HAZARDOUS
L
L22 / 7/ S H5?O‘1 Sl + OJ NON-HAZARDOUS
PROJECT NUMBER:
Prepared by/Commercial Source: Notebook Ref./Lot No.: Cniteria of Purity, Safety or Potency: O TLC [ZHPLC Oce
. _ _ '
')()3“(_035 Or Ouv O NMR 0 ms
CHARACTERIZATION DATA COMPOUND IS PUBLISHED [J YES j‘S NO [0 UNDETERMINED

OTHER ASSAY RESULTS OR PHYSICAL CONSTANTS*:
M data generated by Analytical Research

69LCA?

*1f GMP Compliance has not signed below, data has not been audited.

PERMISSION TO RELEASE TO CAS FOR NOMENCLATURE DEVELOPMENT

O YES }ZYNO

LIT. REF./CAS REG. NO.

REMARKS:

3504

PB ECL-

Storage Conditions: (check one)
[J“controlled room temperature” (25°C)
[ “refrigeration” (4°C)
[J “freezer” (-20°C)
[J-70°C freezer.
[ other

[ For safety information and special handling precautions, access CHIS

SEND TO' (NAME, LOCATION, QUANTITY, TEST NO. OR ACRONYM AND INDICATE IF DELIVERED)

Kor L\‘V\V\ wWe 1%~ 30?/

Material is (select one) GMP; _X non-GMP and will be used in (select one): GMP/GLP study;

non-GMP study.

CC: NAMES AND LOCATIONS: A sk RYTEE-D3H b Pudriim W T30 AN ?Y_B’w - B3

APPROVED FOR DELIVERY BY MRL GMP COMPLIANCE

Transfer Completed By:
¥

Transfer Requested By Delivery Sheet By:
Name: K, HM Sth Name
Location: Location:

Dept. Approval

R §ooB A

Quality Approval
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¥ o

DELIVERY SHEET (A): CHEMICAL FOR NON-CLINICAL USE

XLW

s\!

L-22y 9/5‘-005;1:':00.;

—

BT,

MOLECULAR FORMULA: MOLECULAR WT.: DATE: ASSIGNED BY: ﬁ‘
/ .

c H\g bN 0P g?)b QOELLQOOZ ‘Ho\/ﬁ{(/\ 2]/
CHEMICAL/TRIVIAL NAME: TS _
STRUCTURE: LABELING INSTRUCTIONS

,4 (FOR OUTSIDE DELIVERIES)
p { . B ) 0 L NUMBER
E_:BJ\L/“\ =N O NAME AS SHOWN ABOVE
| /&) \_/y O QUANTITY
}
C

O OTHER (Specify Under “Remarks")

3
] HAZARDOUS
L / 7 IS H O sl 4 (] NON-HAZARDOUS
PROJECT NUMBER:
Prepared by/Commercial Source: Notebook Ref./Lot No.. Criteria of Punity, Safety or Potency: Tt IXHPLC Occ
703(({_035/ OR Ouv . ONmr Owms
- CHARACTERIZATION DATA COMPOUND IS PUBLISHED [ YES }E NO [0 UNDETERMINED

THER ASSAY RESULTS OR PHYSICAL CONSTANTS*
M data generated by Analytical Research

T690A?

*If GMP Compliance has not signed below, data has not been audited.

PERMISSION TO RELEASE TO CAS FOR NOMENCLATURE DEVELOPMENT

Oves Ao

LIT. REF./CAS REG. NO.

REMARKS:

3.5

PB ECL-

Storage Conditions: (check one)
{1“controlled room temperature” (25°C)
[ “refrigeration” (4°C)
[ “freezer” (-20°C)
[J-70°C freezer.
O other

O For safety information‘and special handling precautions, access CHIS.

Kot

Matenial is (select one)

WP g 30

SEND TO: (NAME, LOCATION, QUANTITY, TEST NO. OR ACRONYM AND INDICATE IF DELIVERED)
mem
GMP ; _X non-GMP and will be used in (select one):

2

GMP/GLP study; ___ non-GMP study.

H‘w"(/‘ Puj\/\’c(f\ NF,/‘(,?&‘{ R\ mclﬁ' 12‘{5’01. - Bgé}

. \
CC.NAMES ANDLOCATIONS: [} - 1 >l,~,\,\> 2950 -p3%
X Transfer Requested By Delivery Sheet By: APPROVED FOR DELIVERY BY MRL GMP COMPLIANCE Transfer Completed By:
Name: K : HMSU/\ Name
Location: Location:

R Goo g

Dept. Approval

Quality Approval

®
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DELIVERY SHEET (A): CHEMICAL FOR NON-CLINICAL USE

| L22 47/5”—‘250(0 Foo|

MOLECULAR FORMULA:
C,, * Funzo ®

MOLECULAR WT -

50%

DATE:

| My 2002

ASSIGNED BY:

Ho\nsél'\

CHEMICAL/TRIVIAL NAME:

STRUCTURE:

LABELING INSTRUCTIONS
(FOR OUTSIDE DELIVERIES)

O L NUMBER

0 NAME AS SHOWN ABOVE
O QUANTITY

[0 OTHER (Specify Under *Remarks”)
O HAZARDOUS

[0 NON-HAZARDOUS

PROJECT NUMBER:

Notebook Ref./Lot No.:

7031 -02 4

Prepared by/Commercial Source:

Criteria of Purity, Safety or Potency’ OrTLC Iﬂ HPLC  OaGc

OIr

Ouv O NMR O ms

CHARACTERIZATION DATA

COMPOUND 1S PUBLISHED O YES KINO [ UNDETERMINED

"WTHER ASSAY RESULTS OR PHYSICAL CONSTANTS*:

data generated by Analytical Research

99 (A LCAT

*1f GMP Compliance has not signed below, data has nof been audited

REMARKS
(F\-R‘T /*fc,\\(‘ | 3 [(,(m&* {\) Le(\ (/\g’rw ”‘Z g;f
e o > s ete Rsses.ent Tormalabin Deud,
043 0.1 PB ECL- 1 k
{ Storage Conditions: (check one)

D ’CI 0 ‘(l [OJ*“controlled room temperature” (25°C)

[ “refrigeration” (4°C)

O “freezer” (-20°C)

oy Mt QINM‘HM/‘ [3-70°C freezer.

PERMISSION TO RELEASE TO CAS FOR NOMENCLATURE DEVELOPMENT
Oves EwNo

LIT REF/CAS REG NO

[ other

[ For safety information and special handling precautions, access CHIS.

SEND TO. (NAME, LOCATION, QUANTITY, TESTNO OR ACRONYM AND INDICATE IF DELIVERED)

Material is (select one) GMP non-GMP and will be used in (select one): GMP/GLP study;

non-GMP study.

CC: NAMES AND LOCATIONS:

Transfer Requested By Delivery Sheet By.

Name:
Location:

Name
Location:

APPROVED FOR DELIVERY BY MRL GMP COMPLIANCE

Transfer Completed By:

Dept. Approval

Quality Approval
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Hansen, Karl

rom: Dorwart, Jason G. .
ent: Wednesday, February 13, 2002 4:36 PM

To: Hansen, Karl

Subject: RE:

Karl,

Got your voice mail. We can get together first thing tomorrow morning if you want to go over the
process. What time will you be in tomorrow morning. I will be in before 8:00.

Here are the LCAP results for the Phosphate sample NB# 70316-035.

RRT Arca%
0.93 0.16%
0.95 0.12%
1.00 99.69%

Total imp = 0.28

Vety clean. I will have the chiral results for you tomorrow.

Qason

From: Hansen, Karl

Sent: Tuesday, February 12, 2002 3:59 PM
To: Dorwart, Jason G.

Subject: RE:

Jason,

| left a sample of phosphate salt and the ML's in your hood. Could you give me a read on purity/ee by thurs AM?
Thanks

Karl

Merck Exhibit 2129, Page 131
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Data file :C:\HPCHEM\HPLCO157\DATA\050-0101.D Sample Name: 70316-035

triazole and amino acid in acn ->
Injection Date : 02/08/2002 7:34:06 AM Seq Line : 1
Sample Name : 70316-035 Vial No : 50
Acqg Operator : hansen Inj. No. : 1.
Inj. Vol. : 2 nl
Method : C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM

75/25 0.1% HClO4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm

DAD1 C, Sig=210,8 Ref=360,100 (050-0101.D)
mAU 3 o =
E < o
3 N —
600 = 7
500 3
400
300
200 3 ' S ~ O © o o
3 w0 - D © o~ -
100 g 3 > &g ss 3
0 L, %, 2 0| G Y A <
T I - - 1 - I 1 T T 1 v T I T 1 T
0 2 4 6 8 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 (050-0101.D)
mAU 3 ©
E o
600 -
500 3
400
300 3
200 3
3 N
100 3 ] {
o] 3 .
:l T T T | T T T T T ¥ T | v T ' T ' v v T T T T T 4 T T I 7 T '
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM
Multiplier : 1.000000
Signal: 1 DADl1 C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [MAU*s) % mg/ml
1 2.47 VB 0.084 702.86 3987.115 19.66 0.000000
2 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
3 5.88 PB 0.077 8.36 40.533 0.20 0.000000
4 8.36 BP 0.094 2.21 12.844 0.06 0.000000
5 9.90 BB 0.083 73.63 399.917 1.97 0.000000
6 11.21 PV 0.075 1.47 7.194 0.04 0.000000
7 11.37 VB 0.099 2.65 17.412 0.09 0.000000
8 11.92 VB 0.114 2.28e3 1.562e4 77.05 0.000000
9 12.52 BV 0.168 3.93 49.850 0.25 0.000000
10 12.77 vV 0.165 3.58 44.579 0.22 0.000000
11 13.08 vv 0.273 3.06 64.734 0.32 0.000000
12 13.54 VB 0.126 1.02 9.080 0.04 0.000000
13 15.81 BBA 0.119 2.64 20.069 0.10 0.000000
HPLCO0157 02/08/2002 7:47:47 AM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\050-0101.D Sample Name: 70316-035
Signal: 2 DADl E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount Name

# [min]} [min]} [mAU*s] % mg/ml
1 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
2 9.90 pPB 0.081 3.21 16.716 0.49 0.000000
3 11.92 PB 0.080 670.87 3424.922 99.51 0.000000

**% End of Report ***

HPLCO0157 02/08/2002 7:47:47 AM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO0157\DATA\052-0101.D Sample Name: 70316-035
coupling after 1.5 h in acn ->
Injection Date 02/08/2002 9:15:27 AM Seq Line 1
Sample Name 70316~035 Vial No 52
Acq Operator hansen Inj. No. 1

Inj. Vol. 2 pl
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed 01/14/2002 1:00:57 BPM
75/25 0.1% HClO4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (052-0101.D)
mAU 7 o
E © 2
600 - N N
3 N
500 3
400 3
300 5
3 i (=]
2003 2 ° < © 8 -
100 T @ g8 3 5 2 EHIER
Oi 1 1 T I-/\I L‘? T ,|\ ?’ rL'AI I‘— "_'« -“‘-I'—I
T 1 1 T T i T 1 T T
0 2 4 6 8 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 (052-0101 D)
mAU 3
600
500 =
400 3 o
B ©Q
3003 N
200 3 T
E =3 ©
0 I O
T ] T T ' T | | i T ! i T ! I T
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DAD1l C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# (min) [min] [MAU*s] % mg/ml
1 2.16 VV 0.057 2.35 9.020 0.06 0.000000
2 2.27 VvV 0.065 520.13 2262.576 14.50 0.000000
3 2.44 VWV 0.059 157.84 609.726 3.91 0.000000
4 2.58 VB 0.078 106.83 547.407 3.51 0.000000
5 3.63 PB 0.080 56.56 292.918 1.88 0.000000
6 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
7 5.88 VB 0.077 3.25 15.947 0.10 0.000000
8 7.01 BB 0.096 7.90 52.874 0.34 0.000000
9 9.37 BB 0.109 4.11 32.148 0.21 0.000000
10 95.89 BP 0.085 24.57 131.621 0.84 0.000000
11 11.53 BV 0.164 1.48 17.941 0.11 0.000000
12 11.90 vv 0.094 11.46 72.284 0.46 0.000000
13 12.08 VB 0.091 2.00e3 1.111e4 71.21 0.000000
14 12.76 BB 0.211 31.89 439.530 2.82 0.000000
15 13.20 BB 0.143 1.02 10.059 0.06 0.000000
HPLCO157 02/08/2002 9:29:06 AM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\052-0101.D Sample Name: 70316-035

Signal: 2 DADl E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount Name
# [min] [min) [mAU*s) % mg/ml
1 0 0 0 0.000000 L-224,715
2 9.89 BP 0. 1 0. 0.000000
3 11.91 BV 0.078 1.33 6.609 0.60 0.000000
4 12.08 VB 0 7 5 0.000000
5 12.76 PP 0 2 3 0.000000

*** End of Report ***

HPLCO157 02/08/2002 9:29:06 AM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO0157\DATA\(053-0101.D Sample Name: 70316-035

ethyl acetate layer post brine ->
Injection Date : 02/08/2002 9:57:47 AM Seq Line : 1
Sample Name : 70316-035 Vial No : 53
Acqg Operator : hansen Inj. No. : 1
Inj. Vol. : 2 pl
Method : C:\HPCHEM\HPLCO0157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM

75/25 0.1% HClO4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm

DAD1 C, Sig=210,8 Ref=360,100 (053-0101.D)
mAU 3 N b
3 o] Q
E ©| N
600 3 7]
500 3
400
3 (@
300 - § g o
o 3 ¢l 8 g g2%% 88|5&8¢8 z
100 N 3] 2 8 82 4/\40 LR %
04 e R R e B '
0 2 4 6 8 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 (053-0101 D)
mAU 3 o
3 (=]
E N
600 7
500 3
400
300
2003 < |l w ~
E [22] ™ (= o (o] [0
100 g S 2 2| & 5
04 " P2y e T
I | T | T i ' T ' i I T i '
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM
Multiplier : 1.000000
Signal: 1 DADl C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [MAU*s] 3 mg/ml
1 2.29 BV 0.067 1.90 8.004 0.02 0.000000
2 2.44 VV 0.060 47.41 179.936 0.55 0.000000
3 2.58 VB 0.085 1.04 6.326 0.02 0.000000
4 3.63 PB 0.081 183.00 962.031 2.95 0.000000
5 5.65 BP 0.082 1.40 7.240 0.02 0.000000 1L-224,715
6 5.85 Vv 0.077 16.14 78.637 0.24 0.000000
7 6.07 VB 0.096 1.20e3 7548.808 23.18 0.000000
8 7.01 BP 0.099 19.78 137.207 0.42 0.000000
9 8.35 PV 0.093 4.82 28.376 0.09 0.000000
10 8.50 VB 0.082 3.36 18.487 0.06 0.000000
11 9.05 BV 0.082 3.57 18.934 0.06 0.000000
12 9.37 vV 0.105 22.85 175.098 0.54 0.000000
13 9.75 vV 0.076 3.49 17.369 0.05 0.000000
14 9.89 vV 0.084 144.78 774.307 2.38 0.000000
15 10.16 VvV 0.134 1.25 10.713 0.03 0.000000
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Data file :C:\HPCHEM\HPLCO157\DATA\053-0101.D Sample Name: 70316-035
Peak RT Type Width Height Area Area Amount Name
# [min] [min] (mAU*s] % ng/ml
16 10.38 vV 0.079 1.66 8.649 0.03 0.000009
17 10.47 VB 0.080 1.19 6.092 0.02 0.000009
18 11.32 PV 0.089 1.40 8.276 0.03 0.000009
19 11.53 vv 0.114 6.93 55.649 0.17 0.000009
20 11.82 vv 0.067 21.94 95.142 0.29 0.000009
21 11.90 vv 0.076 26.87 132.692 0.41 0.000009
22 12.08 vV 0.142 2.50e3 2.139%e4 65.67 0.000000
23 12.77 vV 0.201 53.08 759.701 2.33 0.000000
24 13.20 vV 0.139 4.65 45.036 0.14 0.000000
25 13.53 vV 0.188 2.50 35.276 0.11 0.000009
26 14.04 vV 0.138 2.27 22.218 0.07 0.000000
27 15.79 BBA 0.122 5.43 42.726 0.13 0.000000
Signal: 2 DADl E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*s) % ng/ml
1 0.00 0.000 0.00 0.000 0.00 0.000000 1-224,715
2 7.01 BB 0.089 1.09 6.657 0.10 0.000000
3 9.37 BP 0.115 2.02 17.079 0.26 0.000000
4 9.89 BP 0.084 6.46 34.387 0.53 0.000000
5 11.90 PV 0.095 2.92 19.214 0.30 0.000000
6 12.08 VB 0.080 1.23e3 6349.005 97.90 0.000000
7 12.76 PP 0.169 4.27 50.165 0.77 0.000000
8 15.79 BBA 0.123 1.12 8.963 0.14 0.000000
*** End of Report ***
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Data file :C:\HPCHEM\HPLCO157\DATA\051-0101.D Sample Name: 70316-035
coupling after 0.5 h in acn ->
Injection Date 02/08/2002 8:18:40 AM Seq Line 1
Sample Name 70316-035 Vial No 51
Acqg Operator hansen Inj. No. 1

Inj. Vol. 2 nl
Method C:\HPCHEM\HPLCQO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM
75/25 0.1% HCl104/Acetonitrile, 1ml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (051-0101.D)
mAU 3 2
- [
3 N
600 - ]
1 ~
500—E R
400 o
300 & o
] o
200 4 i < © ° . @ 2
100 3 I S 5 = 5 R - l
OE l""“""l I/\I l"?l '\I o" T'c‘,"/\l '—“—*/\' T
D T 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 (051-0101.D) '
mAU
600
500 3
400
300 - 2
E o
200 N
100 3 J\
0 i
T | T T I T T T T ¥ I I ¥ [
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DAD1 C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min) [mAU*s) mg/ml
1 2.16 BV 0.073 1.69 8.808 0.08 0.000000
2 2.28 vv 0.063 385.91 1635.640 14.87 0.000000
3 2.44 VV 0.061 105.27 404.325 3.68 0.000000
4 2.58 VB 0.084 28.16 164.020 1.49 0.000000
5 3.63 BB 0.078 23.99 124.300 1.13 0.000000
6 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715
7 5.88 BB 0.077 2.05 10.026 0.09 0.000000
8 7.02 BB 0.087 1.21 7.180 0.07 0.000000
9 9.37 BB 0.108 2.75 21.603 0.20 0.000000
10 9.89 BP 0.083 16.67 87.458 0.80 0.000000
11 11.68 PV 0.182 1.69 22.653 0.21 0.000000
12 11.90 vV 0.079 93.58 470.670 4.28 0.000000
13 12.08 VB 0.083 1.55e3 8041.720 73.12 0.000000
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Data file :C:\HPCHEM\HPLCO157\DATA\051-0101.D Sample Name: 70316-035
Signal: 2 DADl1 E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount Name
# [min] - [min] [mAU*s] $ ng/ml
1 0.00 0.000 0.00 0.000 0.00 0.000000 L-224,715

2 11.90 BV 0.077 12.20 60.016 8.03 0.000000
3 12.08 VB 0.079 136.69 687.794 91.97 0.000000

*** End of Report ***
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Data file :C:\HPCHEM\HPLCO0157\DATA\056-0101.D Sample Name: 70316-035
hydrog 18 h ->
Injection Date 02/11/2002 9:37:44 AM Seq Line 1
Sample Name 70316-035 Vial No 56
Acqg Operator hansen Inj. No. 1

Inj. Vol. 2 pnl
Method C:\HPCHEM\HPLCQ157\METHODS\715.M
Last Changed 01/14/2002 1:00:57 BPM
75/25 0.1% HClO4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (056-0101 D)
mAU 3 Qo
3 © )
3 0 LD
600 -
500 3 -
3 <t
400 3 )
3 N
300 4 -
z 2
200_5 9 g 0 5 e o 82 0 P4 g % @ g
100 N o = ;AHJ& 0®s 8 = - 3 2o
0 iy A S 3G P 2 LNViV SN P ST A
0 2 4 6 8 10 12 14 mir
DAD1 E, Sig=268,16 Ref=360,100 (056-0101.D)
mAU 3
600 -
500
400 o
] 3
300—E ©
200 - o |~ - ® n @ 3
100 - e S & 3 <
0 2 e DTy S
b " T L L T T T
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DAD1 C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*s] % ng/ml
1 2.43 VB 0.055 26.02 91.523 0.50 0.000000
2 3.63 BB 0.082 45.26 239.994 1.32 0.000000
3 4.15 BP 0.086 1.93 10.983 0.06 0.000000
4 5.15 BV 0.086 19.90 111.879 0.62 0.000000
5 5.30 VP 0.080 3.66 18.818 0.10 0.000000
6 5.63 BV 0.091 1.70e3 9840.690 54.22 2.610516 1L-224,715
7 5.88 VvV 0.079 1.03e3 5188.998 28.59 0.000000
8 6.21 VB 0.113 1.64 13.083 0.07 0.000000
9 7.61 PV 0.142 1.47 15.057 0.08 0.000000
10 7.93 w 0.091 21.16 132.813 0.73 0.000000
11 8.24 VB 0.103 43.60 317.297 1.75 0.000000
12 9.06 BP 0.130 1.83 15.385 0.08 0.000000
13 9.89 vV 0.081 24.12 127.094 0.70 0.000000
14 10.10 vV 0.088 1.41 8.391 0.05 0.000000
15 10.38 VB 0.079 62.55 314.957 1.74 0.000000
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Data file :C:\HPCHEM\HPLCO0157\DATA\056-0101.D Sample Name: 70316-035
Peak RT Type Width Height Area Area Amount Name
# [min) [min] [mMAU*s] % mg/ml
16 10.90 BB 0.093 3.26 19.857 0.11 0.000000
17 11.68 BV 0.100 2.57 18.004 0.10 0.000000C
18 11.90 VP 0.094 2.24 14.290 0.08 0.000000
19 12.18 VvV 0.096 8.05 53.999 0.30 0.000000
20 12.44 vpP 0.080 1.39 7.433 0.04 0.000000
21 12.94 VB 0.088 288.65 1590.085 8.76 0.000000
Signal: 2 DADl E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min) [mMAU*s) % mg/ml
1 5.15 BB 0.088 5.68 31.914 2.12 0.000000 :
2 5.63 BV 0.085 233.61 1267.366 84.12 2.610516 L-224,715
3 5.88 VB 0.084 12.49 70.151 4.66 0.000000
4 7.93 PB 0.088 3.08 18.367 1.22 0.000000
5 8.24 BB 0.103 5.70 42.469 2.82 0.000000
6 9.89 PP 0.082 1.08 5.744 0.38 0.000000
7 10.38 PB 0.078 7.41 37.135 2.46 0.00000C
8 12.94 PB 0.089 6.02 33.488 2.22 0.000000
*** End of Report ***
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Data file :C:\HPCHEM\HPLCO157\DATA\054-0101.D Sample Name: 70316-035

0.1487g/50ml of 40.86gin etoac =->
Injection Date : 02/08/2002 11:20:17 AM Seq Line : 1
Sample Name : 70316-035 Vial No : 54
Acq Operator : hansen Inj. No. : 1
Inj. Vol. : 2 nl
Method . : C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM ) -
75/25 0.1% HClO4/Acetonitrile, 1ml/min ].dS
10min 25/75 water/acn; 75/25 from 10 to 14 min : }

waters cl8 symmetry, 250 nm

DAD1 C, Sig=210,8 Ref=360,100 (054-0101.D)
mAU ]
600
500
] [Te}
400 3 =
3 [yV]
300 3 o
] <
2097 3 3
100 w0
E -/\jé\. : '
O U T - - - 1 I T 1T T
0 2 4 6 8 10 12 14 min
DAD1 E, S1g=268,16 Ref=360,100 (054-0101 D)
mAU 7
600 -
500 -
400 3
3003
200 0
E <
100 5 @ N
3 s o
0 by . T
Y - - i - - - 1 - > T T T 1 I
0 2 4 6 8 10 12 14 min,
Customized Report:karlo
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM
Multiplier : 1.000000
Signal: 1 DAD1l C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*s] 3 mg/ml
1 5.65 BB 0.081 78.30 406.762 9.99 0.104821 L-224,715
2 6.13 BB 0.082 36.08 192.517 4.73 0.00000C
3 12.77 PP 0.204 265.73 3471.686 85.28 0.00000C
Signal: 2 DAD1l E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min) [mAU*s) . % mg/ml
1 5.65 BB 0.081 8.97 46.638 13.08 0.104821 L-224,715

2 12.77 BP 0.204 23.75 309.841 86.92 0.000000

*** End of Report ***
i LYal
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Data file :C:\HPCHEM\HPLCO157\DATA\060-0101.D Sample Name: 70316-035
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*s) 3 mg/ml
16 9.05 vp 0.074 3.36 16.106 0.09 0.000000
17 9.69 BV 0.123 2.94 26.522 0.15 0.000000
18 9.89 vv 0.096 68.99 450.439 2.55 0.000000
19 10.10 vv 0.124 7.35 68.174 0.39 0.000000
20 10.38 VB 0.079 182.94 922.375 5.22 0.000000
21 10.90 BB 0.118 10.80 86.724 0.49 0.000000
22 11.20 BB 0.195° 1.80 26.977 0.15 0.000000
23 11.62 BV 0.148 2.30 24.012 0.14 0.000000
24 11.75 vV 0.098 3.46 23.130 0.13 0.000000
25 11.91 vv 0.103 5.19 37.096 0.21 0.000000
26 12.17 VB 0.120 24.48 214.955 1.22 0.000000
27 12.67 BV 0.142 4.13 43.069 0.24 0.000000
28 12.92 vV 0.137 4.47 43.826 0.25 0.000000
29 13.06 vV 0.256 3.16 64.284 0.36 0.000000
30 13.67 VP 0.156 1.18 13.565 0.08 0.000000
Signal: 2 DAD1 E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mMAU*s) % mg/ml
1 4.15 BP 0.085 2.95 16.485 2.19 0.000000
2 5.16 BB 0.086 12.71 69.850 9.30 0.000000
3 5.65 BV 0.081 27.61 144.223 19.20 0.33125¢ L-224,715
4 5.88 VP 0.085 33.53 192.903 25.68 0.000000
5 7.65 BV 0.091 3.09 19.431 2.59 0.00000¢C
6 7.93 vV 0.087 8.70 51.563 6.86 0.00000C
7 8.24 VB 0.096 12.71 85.202 11.34 0.00000C
8 8.89 PB 0.096 3.06 20.879 2.78 0.00000¢C
9 9.90 BV 0.119 3.11 27.422 3.65 0.00000¢C
10 10.38 VP 0.077 21.57 106.282 14.15 0.00000¢C
11 12.17 VB 0.095 2.56 16.910 2.25 0.00000¢C
**%* End of Report ***
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Data file

HPLCO157

:C:\HPCHEM\HPLC0157\DATA\059-0101.D Sample Name: 70316-035
0.3512g/25ml of ml's at 20ml/g RT 3h ~->
Injection Date 02/12/2002 11:46:35 AM Seq Line : 1
Sample Name 70316-035 Vial No 59
Acq Operator hansen Inj. No. : 1

Inj. Vol. 2 pl
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM
75/25 0.1% HC10O4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (059-0101.D)
mAU 3
600
500 3 _
400 = 3
3 n
300
200 4 © 3 o ©
E o o ™ o m [+ ~ o P~
100 < g L6 33 9 3 s 2 =
0; (\J‘l (?le u?ll T "T?"’“rj"x cl)r—ll‘jl ‘l_"l
6 é ' tll (IS é 1|0 1I2 1|4 min
DAD1 E, Sig=268,16 Ref=360,100 (059-0101.D)
mAU 3
600—?
500 4
400 5
300 3
200 3 ' <
p [30] N < (=]
100 e 3 S i
04 ‘ By - b
D O L A N — 1 T 1 T
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DAD1l C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
¥ [min} [min] [mMAU*s] % mg/ml
1 2.43 BB 0.058 8.00 30.308 1.45 0.000000
2 3.63 BB 0.082 13.77 73.417 3.51 0.000000
3 4.15 BP 0.087 1.22 6.818 0.33 0.000000
4 5.15 BV 0.086 4.34 23.743 1.13 0.000000
5 5.65 BV 0.083 26.16 136.047 6.50 0.032918 L-224,715
6 5.88 VB 0.078 306.93 1525.690 72.89 0.000000
7 7.65 BV 0.111 1.81 14.501 0.69 0.000000
8 7.83 VvV 0.088 6.24 37.719 1.80 0.000000
9 8.24 VB 0.091 10.28 66.441 3.17 0.000000
10 8.90 BB 0.098 1.57 10.713 0.51 0.000000
11 9.90 pV 0.093 7.17 45.116 2.16 0.000000
12 10.38 VP 0.078 19.45 96.168 4.59 0.000000
13 10.90 BP 0.097 1.11 7.169 0.34 0.000000
14 12.18 VB 0.110 2.46 19.367 0.93 0.000000
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Data file

:C:\HPCHEM\HPLC0157\DATA\059-0101.D

Sample Name: 70316-035

Signal: 2 DAD1l E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mMAU*s) % mg/ml
1 5.15 BB 0.087 1.36 7.515 11.78 0.000000
2 5.65 BV 0.081 2.99 15.556 24.38 0.032918 L-224,715
3 5.88 VB 0.086 3.62 20.572 32.24 0.000000
4 8.24 BB 0.093 1.35 8.985 14.08 0.000000
5 10.38 PB 0.077 2.29 11.185 17.53 0.000000
**% End of Report ***
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Data file :C:\HPCHEM\HPLCO157\DATA\(058-0101.D Sample Name: 70316-035

0.1678mg/25ml of super at 20ml/g 0.5 h ->
Injection Date : 02/12/2002 8:45:35 AM Seq Line : 1
Sample Name : 70316-035 Vial No : 58
Acq Operator : hansen Inj. No. : 1
Inj. Vol. : 2 ul
Method : C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM

75/25 0.1% HClO4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm

DAD1 C, Sig=210,8 Ref=360,100 (058-0101.D)
mAU 3
600 -
500 3
400 3
3003 5
200 3 o o ©
E o - © N 0 ©
100 3 < 3 ® J\ S S y
0 f (\‘I T ‘? ) u? l—_JA T 4“\ ?’—l c" T:Al ) : T
- T ¥ T T ¥ T T T T T T T T I I T ¥
) } ] : : 0 B T -
DAD1 E, Sig=268,16 Ref=360,100 (058-0101.D)
mAU J
soo—i
500 3
400 3
300 3
200 3 N
3 N (=]
100 4 3 8
0 R R
T T T ! T ' i i 1 T T ' | ' i ! I ' T T I ' ' ' T T v T I T T i
0 2 4 6 8 10 12 14 min|
Customized Report:karlo
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM
Multiplier : 1.000000
Signal: 1 DAD1l C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*s] % mg/ml
1 2.43 BB 0.059 3.87 14.990 1.46 0.000000
2 3.63 BB 0.083 6.59 35.427 3.46 0.000000
3 5.15 BB 0.088 2.08 11.778 1.15 0.000000
4 5.65 BV 0.082 13.23 68.347 6.67 0.014936 L-224,715
5 5.88 VB 0.078 147.32 732.519 71.49 0.000000
6 7.93 BB 0.085 2.92 16.821 1.64 0.000000
7 8.24 BP 0.089 4.85 30.162 2.94 0.000000
8 9.89 PB 0.092 3.40 20.918 2.04 0.000000
9 10.38 PP 0.077 9.27 45.359 4.43 0.000000
10 12.17 PB 0.256 2.37 48.362 4.72 0.000000
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Data file

:C: \HPCHEM\HPLCO157\DATA\058-0101.D

Sample Name:

70316-035

Signal: 2 DADl E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount . Name
# [min] [min) [MAU*s] % mg/ml
1 5.65 BB 0.081 1.52 7.917 34.40 0.01493% L-224,715
2 5.88 BB 0.086 1.73 9.730 42.28 0.000000
3 10.38 PP 0.077 1.09 5.367 23.32 0.000000
*** End of Report ***
i
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CHECK HERE IF REACTION IS GMP/GLP O —STARTING MATERIAL
NO. 1 NO. 2
MW. = . AMOUNT G. Mmotes_2+ <. \ || mw. AMOUNT G. MOLES
4 6s. T
STRUCTURAL FORMULA: cataLysT__3.10 W2 g oF __s d/c
SOLVENT Do )0 ML op .o
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PRECAUTIONS:
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OTHER MATERIALS . =55
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Data file :C:\HPCHEM\HPLCO157\DATA\061-0101.D Sample Name: 70316-035
25.7mg/50ml of isolated salts ->
Injection Date 02/13/2002 7:54:44 AM Seq Line : 1

ample Name 70316-035 Vial No : 61
Acg Operator hansen Inj. No. : 1
Inj. Vol. : 2 pl
Method C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM
75/25 0.1% HClO4/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min
waters cl8 symmetry, 250 nm
DAD1 C, Sig=210,8 Ref=360,100 (061-0101 D)
mAU 7
600
500 3
] o
400 4 8
3 v
300 -
200 3 ©
100 = ~
04 TRY -
T T ] T L N T LD
0 2 4 6 8 10 12 14 min
DAD1 E, Sig=268,16 Ref=360,100 {(061-0101.D)
mAU 3
600 3
500 3
4003
300 -
200 o
3 [Yel
100 4 ¥
03 Ay
T T T T T T T 4 T T T T T T T ]
0 2 4 6 8 10 12 14 min
Customized Report:karlo
Sorted By Signal
Calib. Data Modified 01/14/2002 1:00:30 PM
Multiplier 1.000000
Signal: 1 DADl C, Sig=210,8 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min] [min] [MAU*s) % mg/ml
1 5.65 PB 0.080 306.34 1571.970 95.90 0.414306 L-224,715 ¥0O
2 12.72 BB 0.432 1.96 67.194 4.10 0.000000
Signal: 2 DAD1 E, Sig=268,16 Ref=360,100
Peak RT Type Width Height Area Area Amount Name
# [min) [minl [mAU*s] % mg/ml
1 5.65 BB 0.080 35.37 180.988 100.00 0.414306 L-224,715
**% End of Report ***
HPLC0157 02/13/2002 8:08:00 AM Page 1 of 1
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