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Hansen, Karl 

i rom: Dorwart, Jason G.
Wap ent: Tuesday, February 05, 2002 11:13 AM

To: Hansen, Karl

Karl,

Here are the results of the L-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%

ir

ason
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Data file :C:\HPCHEM\HPLCO157\DATA\005-0101.D Sample Name: 70316-001

0.1900g/50m1 of hydrog soln 17.85 g ->

Injection Date : 01/30/2002 12:29:35 PM Seq Line : l
Sample Name : 70316-0001 Vial No : 5
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% HC104/Acetonitrile, 1ml/min

10min 25/75 water/acn; 75/25 from 10 to 14 min ML QAx, otHH a
waters cl8 symmetry, 250 nm

DAD1 C, Sig=210,8 Ref=360,100 (005-0101.D)

 
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

0 . . 0.00000C

0.082 65.94 350.924 41.82 0.08999C L-224,715

.88 BB 0.078 30.31 149.939 17.87 0.00000C Benzy alert
0.083 1.06 5.689 0.68 0.Q00000C
0.091 2.62 15.583 1.86 0.00000C
0.201 24.14 308.655 36.78 0.00000C

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 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

HPLCO157 01/30/2002 12:43:56 PM Page 1 of 2
Merck Exhibit 2129, Page 13
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Data file :C:\HPCHEM\HPLCO157\DATA\098-0101.D

methanol soln of hydrog after

Sample Name: 70316-001

Injection Date : 01/29/2002 8:26:05 AM Seq Line
Sample Name : 70316-0001 Vial No
Acq Operator : hansen Inj. No.

Inj. Vol.
Method >: C:\HPCHEM\HPLCO157\METHODS\715.M

Last Changed : 01/14/2002 1:00:57 PM
75/25 0.1% HC104/Acetonitrile,

75/25 from 10 to 14 min10min 25/75 water/acn;

waters cl8 symmetry, 250 nm

lml/min

DAD1 C, Sig=210,8 Ref=360,100 (098-0101.D)

Sorted By
Calib. Data Modified

Multiplier

Signal
01/14/2002
1.000000

©
wo
awo

1:00:30 PM

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

Peak RT Type Width Height
# (min) (min]

1 2.28 BV 0.064
2 2.39 VB 0.074

3 2.96 BB 0.071
4 3.63 PB 0.080
5 5.55 BV 0.085
6 5.88 VV 0.078
7 6.13 VB 0.103
8 6.77 BB 0.080
9 7.46 PV 0.098

10 8.21 BV 0.099
11 8.35 VV 0.084
12 8.51 VP 0.085
13 9.90 BV 0.086
14 10.11 VB 0.116
15 10.44 BB 0.085

HPLCO157 01/29/2002

Area

[mAU*s]

ww NM oO
rh

Amount

ooooooocoocooorqcoceo
mg/ml

000000
.000000
. 000000
000000
.276818
.000000
000000
000000
000000
.000000
-000000
000000
000000
000000
000000

 
L-224,715

Page 1 of 2
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:C: \HPCHEM\HPLC0157\DATA\098-0101.D

Height
Sample Name: 70316-001

Name

3.70
1.83e3

8.67

125.53
58.48
10.69

268,16

Height

. 000000
000000
. 000000
000000
000000
000000
.000000

106.70
5.96
1.27

173.36

5.89
5.19

Area Area

[mAU*s] %

33.466 0.17
27.092 0.13

9921.391 49.40
76.832 0.38

1132.982 5.64
715.638 3.56
79.096 0.39

Ref=360,100

Area Area

(mAU*s] %

566.822 34.94 - 276818
000000
000000
. 000000
000000
. 000000
000000

L-224,715

*** End of Report ***

Data file

Peak RT Type Width
# (min) (min]

16 11.60 BB 0.194
17 11.95 BV 0.105
18 12.14 VB 0.087
19 12.69 BV 0.123
20 12.95 VV 0.129
21 13.27 VV 0.185
22 13.55 VB 0.108

Signal: 2 DAD1 E, Sig=

Peak RT Type Width
# {min] [min]

1 5.55 BB 0.082

2 5.88 BB 0.081
3. 6.77 BB 0.082
4 12.14 BB 0.079
5 12.97 VV 0.175
6 13.27 VV 0.182
7:13.55 VB 0.104

HPLCO157 01/29/2002 8:40:32 AM Page 2 of 2
Merck Exhibit 2129, Page 15
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Data file :C:\HPCHEM\HPLC0157\DATA\099-0201.D Sample Name: 70316-001

benzyl alcohol ->

Injection Date : 01/29/2002 8:44:40 AM Seq Line : 2
Sample Name : 70316-0001 Vial No : 99
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% HC104/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 (099-0201.D)

mAU xa

  0 2 4 6 8 10 12 14 min

DAD1 E, Sig=268,16 Ref=360,100 (099-0201 D)
mAU

600

500

400

300 ©
200 rs + ©
iT9) pay o” N

100 o foo) x0 a
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 DADI 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 1.78624 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 0.239 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
Merck Exhibit 2129, Page 16
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>C: \HPCHEM\HPLCO157\DATA\099-0201.D

2 DAD] E, Sig=268,16 Ref=360,100

Height Area Area

(mAU*s] %

Sample Name: 70316-001

000000
.000000
000000
.000000
000000

L-224,715

*** End of Report ***

Data file

Signal:

Peak RT

# {min]

1 0.00
2 5.88
3 6.68
4 8.34
5 14.28

HPLCO157

Type Width
{min}

0.000
BB 0.078
BB 0.079
BB 0.085
BB 0.099

01/29/2002 8:59:07 AM Page 2 of 2
Merck Exhibit 2129, Page 17
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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 : l

oe: Name : 70316-001 Vial No : 9Acq 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% HC104/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 (009-0101.D)

2 4

DAD1 E, Sig=268,16 Ref=360,100 (009-0101.D)

   
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] g 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 @4F
4 13.24 BP 0.195 1.74 20.490 0.88 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] % mg/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

HPLC0157 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

3.108g/50ml of 16.8g ML 's

Sample Name: 70316-0011

Injection Date : 01/31/2002 9:16:19 AM Seq Line
Sample Name > 70316-0001 Vial No
Acq Operator : hansen Inj. No.

Inj. Vol:
Method : C:\HPCHEM\HPLCO157\METHODS\715.M

Last Changed : 01/14/2002 1:00:57 PM
75/25 0.1% HC104/Acetonitrile,

75/25 from 10 to 14 min

waters cl8 symmetry, 250 nm
10min 25/75 water/acn;

lml/min

DAD1 C, Sig=210,8 Ref=360,100 (010-0107.D)

Sorted By
Calib. Data Modified

Multiplier

Signal
01/14/2002
1.000000

1:00:30 PM

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

Peak RT Type Width Height
# [min] (min]

1 2.39 VV 0.058
2 2.49 VV 0.042
3 2.60 VB 0.089
4 3.63 BB 0.082
5 5.05 PB 0.086
6 5.55 PV 0.083
7 5.88 VB 0.078
8 6.76 BB 0.084

9 7.82 BV 0.085
10 8.02 VV 0.092
11 8.33 VV 0.107
12 8.50 VB 0.082
13. 9.27 VP 0.100
14 9.89 BV 0.087
15 10.09 VB 0.084

HPLCO157 01/31/2002

Area

[mAU*s]

NO > wn w

wo ~) hw on oooocoooooo0oo0o0000

 
. 000000
000000
000000
000000
000000
- 124960
000000
000000
. 000000
000000
000000
000000
000000
000000
000000

 

L-224,715
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Data file :C:\HPCHEM\HPLC0O157\DATA\010-0101.D Sample Name: 70316-0011
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 DAD] 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 0.000000
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 ***
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Data file :C:\HPCHEM\HPLCO157\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 : 70316-0011 Vial No : 3
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% HC104/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)

2 4

DAD1 E, Sig=268,16 Ref=360,100 (003-0101.D) 
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM

Multiplier : 1.000000

Signal: 1 DADI1 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. 2.39 VV 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 0.089 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 L-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

HPLCO157 01/30/2002 9:08:55 AM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\003-0101.D Sample Name: 70316-0011
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 0.000000

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 0.000000
19 12.66 BV 0.109 1.31 10.214 0.08 0.000000
20 12.92 VV 0.086 140.72 777.889 6.21 0.00000G
21 13.21 VB 0.164 2.18 23.185 0.19 0.00000G

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 5.04 BB 0.090 2.20 12.764 1.27 0.000006

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 0.000006
7:13.21 BB 0.148 1.04 9.788 0.97 0.00000C

*** End of Report ***

HPLC0157 01/30/2002 9:08:55 AM Page 2 of 2:
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Data file :C:\HPCHEM\HPLCO157\DATA\002-0101.D Sample Name: 70316-0001

hydrog after resubmission ->

Injection Date : 01/30/2002 8:25:41 AM Seq Line : 1
Sample Name : 70316-0001 Vial No : 2
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% HC104/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 (002-0101.D)

DAD1 E, Sig=268,16 Ref=360,100 (002-0101.D) 
Sorted By > Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM

Multiplier — : 1.000000

Signal: 1 DADI 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 L-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

HPLCO157 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 DAD] 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 ***
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Data file :C:\HPCHEM\HPLC0O157\DATA\011-0101.D Sample Name: 70316-0007

hydrog in THF o/n ->

Injection Date : 01/31/2002 11:59:11 AM Seq Line : 1
Sample Name : 70316-007 Vial No > ll
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% HC1lO4/Acetonitrile, iml/min
lOmin 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)

4

DAD1 E, Sig=268,16 Ref=360,100 (011-0101.D) 
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM

Multiplier : 1.000000

Signal: 1 DADI 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 26.1193 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 VV 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 VV 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
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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 DAD] 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 ***
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Data file :C:\HPCHEM\HPLCO157\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

q Acq Operator : hansen Inj. No. : 1
Inj. Vol. : 2 pl

Method : C:\HPCHEM\HPLC0O157\METHODS\715.M .

Last Changed : 01/14/2002 1:00:57 PM
75/25 0.1% HC104/Acetonitrile, 1lml/min
lOmin 25/75 water/acn; 75/25 from 10 to 14 min

waters cl8 symmetry, 250 nm

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

2

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

  
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 2.49 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
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Data file :C:\HPCHEM\HPLCO157\DATA\100-0101.D

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

Peak RT Type Width Height
[min]

Area Area

(mAU*s] %

Sample Name: 70316-007

0.000
0.080

0.00
29.41

0.000 0.00
150.539 100.00

0.000000
0.000000

*** End of Report ***

# {min]

1 0.00
2 12.14 VB
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Data file :C:\HPCHEM\HPLC0O157\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 2 95
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% HC1O04/Acetonitrile, iml/min
lOmin 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)

DAD1 E, Sig=268,16 Ref=360,100 (GOUKER\TSTRN101.D) 
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 2.26 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 DAD1 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 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\HPLC0O157\DATA\GOUKER\TSTRN102.D Sample Name: 70316-007

Racemic ede coupling after lh both layers -?

Injection Date : 01/28/2002 3:42:04 PM Seq Line : 2
Sample Name : 70316-007 Vial No : 96
Acq Operator : hansen Inj. No. 7 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% HC104/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)

DAD1 E, Sig=268,16 Ref=360,100 (GOUKER\TSTRN102.D) 
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 2.14 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 VV 0.083 154.34 830.613 14.68 0.000000
15 12.42 vv 0.205 3.96 53.222 0.94 0.000000
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Data file :C:\HPCHEM\HPLC0157\DATA\GOUKER\TSTRN102.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 DAD] 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 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

Racemic ede coupling after o/n at rt

Sample Name: 70316-007

Injection Date : 01/29/2002 7:10:03 AM Seq Line
Sample Name : 70316-007 Vial No
Acq Operator : hansen Inj. No

Inj. Vol.
Method : C:\HPCHEM\HPLCO157\METHODS\715.M

Last Changed : 01/14/2002 1:00:57 PM
75/25 0.1% HC104/Acetonitrile, lml/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)

 

Sorted By : Signal
Calib. Data Modified : 01/14/2002

Multiplier : 1.000000

1:00:30 PM

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

Amount

mg/ml

 
Peak RT Type Width Height Area

# (min] [min] [mAU*s]

1 2.10 BV 0.075 49.73 241.802
2 2.25 VV 0.073 775.68 3808.313 1
3 2.58 VV 0.114 1.8363 1.346e4 4
4 2.93 VB 0.102 3.61 25.874
5 3.55 PB 0.087 62.21 348.626
6 4.84 BV 0.210 5.43 86.628
7 5.53 BV 0.173 10.55 131.221
8 5.84 VV 0.170 7.22 88.821
9 6.09 VV 0.313 5.50 134.085

10 6.75 VB 0.100 54.01 354.083
11 7.31 BB 0.157 1.64 19.241
12 9.24 BB 0.100 18.44 130.072
13. 9.73 PV 0.076 9.47 45.632
14 9.86 VB 0.089 23.65 136.060
15 10.14 BB 0.095 4.94 30.889

HPLCO157 01/29/2002 7:24:30
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Data file :C:\HPCHEM\HPLCO157\DATA\097-0101.D Sample Name: 70316-0007
Peak RT Type Width Height Area Area Amount Name

# {min} {min} [mAU*s] g 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 DAD] E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount Name
# ([min] (min] {mAU*s] % mg/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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' . (FOR OUTSIDEDELIVERIES)

() L NUMBER

    
 

 

 
 
 
 

  

  
  

  
 
 
 

(1 NAME AS SHOWN ABOVE 
 
 

 
 
 

STNBy . Th 50, L C1 QUANTITY
F —.Ve O OTHER(Specify Under “Remarks")

5 CI HAZARDOUS

 1) NON-HAZARDOUSL 2247 IS Beuzensalfouht sale 
 
 

 

PROJECT NUMBER:
DAITIS

Criteria of Purity, Safety or Potency: OTLc vi HPLC }§=Gc Prepared by/Commercial Source: Notebook Ref./Lot No °

Or Ouv Onmre Ons

CHARACTERIZATION DATA COMPOUND IS PUBLISHED D) YES NO UO UNDETERMINED

OTHER ASSAY RESULTS OR PHYSICAL CONSTANTS?: PERMISSION TO RELEASE TO CAS FOR NOMENCLATURE DEVELOPMENT

data generated by Analytical Research QO YES i NO

99. 13-Lcde :
PB ECL-

Storage Conditions: (check one)
- [)“controlled room temperature” (25°C)

(] “refrigeration” (4°C)
Ci “freezer” (-20°C)
(1-70°C freezer.
CO other

*If GMP Compliancehas notsigned below, data has not been audited, CO Forsafety information and special handling precautions, access CHIS.
SEND TO: (NAME, LOCATION, QUANTITY, TEST NO. OR ACRONYM ANDINDICATEIF DELIVERED)

. ecyl HW,zel\ Dev lal
Material is (select one) GMP, _A_non-GMPandwiil be used in (select one):

 
  
 

 
  
 

non-GMP study. GMP/GLPstudy; 

 
 

 
CC: NAMES AND LOCATIONS:
 

  Delivery Sheet By: APPROVED FOR DELIVERY BY MRL GMP COMPLIANCE Transfer Completed By:

Dept. Approval Quality Approval

  Transfer Requested By\ i

   
Name
Location

Name’
Location:   
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Data file :C:\HPCHEM\HPLCO157\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 : l
Sample Name : 70316-009 Vial No : 20
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% HC104/Acetonitrile, iml/min - £/10min 25/75 water/acn; 75/25 from 10 to 14 min beh “16. TAF,
waters cl8 symmetry, 250 nm 71_&Too |

147.
DAD1 C, Sig=210,8 Ref=360,100 (020-0101.D)

4

DAD1 E, Sig=268,16 Ref=360,100 (020-0101 D)

  
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 2.59 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 L-224,715

Signal: 2 DAD] 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 L-224,715

*** End of Report ***
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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

 0 62 4

DAD1 E, Sig=268,16 Ref=360,100 (020-0101.D)

+
*
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Data file :C:\HPCHEM\HPLCO1

coupling 2h

57\DATA\006-0201.D Sample Name: 70316-009

Injection Date : 01/30/

@z: Name : 70316-cq Operator : hansen

Method : C:\HPC

Last Changed : 01/14/
75/25 0.1% HC1O04/Aceton
10min 25/75 water/acn;

waters cl8 symmetry, 25

2002 12:48:05 PM Seq Line
009 Vial No

Inj. No.
Inj. Vol.

HEM\HPLCO157\METHODS\715.M
2002 1:00:57 PM

itrile, 1lml/min
75/25 from 10 to 14 min
O nm

DAD1 C, Sig=210,8 Ref=360,100 (006-0201 D)

2 4

DAD1 E, Sig=268,16 Ref=360,100 (006-0201.D)

Sorted By
Calib. Data Modified

Multiplier

Signal: 1 DAD1 C, Sig=

Signal
01/14/2002 1:00:30 PM
1.000000

210,8 Ref=360,100

Peak RT Type Width
# (min] (min]

1 2.07 BV 0.074
2 2.24 VV 0.069
3 2.42 VV 0.062
4 2.52 VB 0.076
5 0.00 0.000
6 5.87 PB 0.078
7 6.12 BV 0.086
8 6.77 BV 0.056
9 6.87 VB 0.098

10 9.27 BB 0.101
11 9.88 VP 0.085
12 11.58 BP 0.107
13 11.94 BV 0.078
14 12.12 VB 0.112
15 12.74 BV 0.148

HPLCO157 01/30/2002

Height Area Area Amount
(mAU*s] % mg/ml

4.02 19.822 0.09 0.000000
744.07 3375.116 14.55 0.000000
223.33 928.086 4.00 0.000000
380.22 1897.303 8.18 0.000000

0.00 0.000 0.00 0.000000
2.53 12.598 0.05 0.000000
2.79 15.356 0.07 0.000000
4.48 15.980 0.07 0.000000

22.52 150.357 0.65 0.000000
6.32 45.917 0.20 0.000000

51.19 274.379 1.18 0.000000
2.31 17.536 0.08 0.000000

114.15 564.836 2.43 0.000000

2.31e3 1.581e4 68.17 0.000000
2.23 25.296 0.11 0.000000

1:02:27 PM

L-224,715

Page 1 of 2
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Sample Name: 70316-009
Name

0.000000
0.000000
0.000000
0.000000

Area Area

(mAU*s] %

10.111 0.04
9.366 0.04
7.397 0.03

15.795 0.07

Ref=360, 100

Area Area

{mAU*s] %

0.000 0.00
9.232 0.40

11.950 0.52
73.299 3.17

2219.411 95.92

0.000000
0.000000
0.000000
0.000000
0.000000

L-224,715

*** End of Report ***

Data file :C:\HPCHEM\HPLCO157\DATA\006-0201.D

Peak RT Type Width Height
# {min] (min]

16 12.90 VV 0.092 1.59
17 13.02 VV 0.092 1.52
18 13.16 VB 0.104 1.00
19 15.76 BBA 0.121 2.03

Signal: 2 DAD1 E, Sig=268,16

Peak RT Type Width Height
# (min] [min]

1 0.00 0.000 0.00
2 6.87 BB 0.105 1.27
3. 9.88 BP 0.082 2.26
4 11.94 PV 0.077 14.89
5 12.12 VB 0.081 438.32

HPLCOQ157 01/30/2002 1:02:27 PM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO157\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
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% HC104/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)

0 2

DAD1 E, Sig=268,16 Ref=360,100 (004-0101.D) 
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 2.25 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 VV 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 0.099 2.03 14.543 0.14 0.000000
7 9.88 BB 0.082 16.50 87.039 0.82 0.000000

8 11.93 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 DAD1 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 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

**x* End of Report ***

HPLCO0157 01/30/2002 10:51:14 AM Page 2 of 2
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Data file :C:\HPCHEM\HPLC0157\DATA\008-0101.D Sample Name: 70316-009

lst 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

Do, 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 cl8 symmetry, 250 nm

DAD1 C, Sig=210,8 Ref=360,100 (008-0101.D)
nm

DAD1 E, Sig=268,16 Ref=360,100 (008-0101 D) 
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM

Multiplier >: 1.000000

Signal: 1 DADI 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 PV 0.233 2.67e3 4.513e4 57.21 0.000000
2 2.59 VB 0.135 2.17e3 2.039e4 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

HPLCO157 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 ***

HPLCO157 01/30/2002 4:04:10 PM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO157\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 : 70316-0009 Vial No 2 7
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% HC104/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)
o

inIN

a a

  
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 2.07 BV 0.068 6.36 29.471 0.11 0.000000
2 2.23 VV 0.066 741.62 3331.148 12.21 0.000000
3. 2.41 VV 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

HPLCO157 01/30/2002 3:39:58 PM Page 1 of 2
Merck Exhibit 2129, Page 65

Mylan v. Merck, IPR2020-00040



Merck Exhibit 2129, Page 66 
Mylan v. Merck, IPR2020-00040 

TY900pawu

>yo43ypM/mM7\**poorSwehMtv\
—

predvO)YL

WO/ZHETREO'SOTWO2Huo/udd9$797'0WOWdd2H£0°002-tdudd00S°0-d@d2HOfOOPTdwid000°0TdlawD00°07xoSiajauered20TdWINAT00°Tod092HOf°0a10a58WaMMZHHS6O000ET007dsPSeoTIssxajaueredBuyssecorg-.742HLOOZZET‘00810d@P00°S-id39S8N00°0TTdHTTONNsaenassssssss[JTINNWHOsscsssscscs=t2350000000T0Id¥0°00€ah39sn009agdasn002'°9Lad82ouO859TL696F2OVZHLb20020Sauara2H089°19S9EMSzsautSN£190ANZATOS89L2Eqhocbzd0udIndT/HTdndWOaHaOudqoadsWNYLSNI928outsbetoz002~a7egSra}euereguoTytstnboy-2dTONOOUdTONGXELb-b2E2LAYNSraqeueregeIeqWwWaIIND
  

 



Merck Exhibit 2129, Page 67 
Mylan v. Merck, IPR2020-00040 

TY900pzuu 

6uddW/ZHETRCO'SOTWOZHuosudd9¢2z920WONddZHL0°002-24wdd00S°0-dtd2HO€°TOOPTdwdd000°0TaldW00°0FxOszajouezed.OTdYANAT00'Tod0gqZHOC'Oa10assWaMOM2HWS6000CT00basb8toTIssiajeweredbulssacolg~.Zi2HLOOZZETOOPToadsa00'S-Tddasn00°OTIdHTTOONBessssssscess[JJaNNYHDssessssss=s=58S9000000T01a¥0'00€aLdasn90'9aadesn902°9Lwd821ou98S9TL696P2ovZHLb7002'0SaugldZH089°1959HMS@saLTSNToxoUNaATOSB9L2EaLo¢6zDowdIdT/HTdNOWE¢aHg0udqoedsHNYLSNI92°8auth62102002~e7eGsiaqeweregUOTITSINboy-2gTOND0udTONdXSbb-bZE7LAYNSasjaweregejeqJusziny
on

 
  

 



Merck Exhibit 2129, Page 68 
Mylan v. Merck, IPR2020-00040 

4Op0908oot0zTOFT09t08T002022udd 
wD/ZH$9949"£09WO2Hwosudd000009WOHdd2H€1T'900T-wdwdd000"0T-d@d2H6ObTEZTdudd000€2algwW00°0FxoszayawerzedjoTdwinGTOntod0a7H00°Ta10assWaMM2HHZELLZ1900TdS89L2E. 1sSiayeueredBurssacorg-24ZEWLOOZZETOOFz0dSP00°8TeTd00°02Tedoasn00°56@dodHTZOnNgTz3TeseuddddseasazsessansZ}‘WGNNWH)====5====5=52HAP96LE7Z90OT10S@000Tddasn9S'ZTdfTTOANseeaaescoscss[JT3NNWHD=s=s==s2s2s5535000000£0'0TIP3880000000T01dx0°00€aL3asn90°9aa

. dasn0S0°6Tia)
9°26LSoY33SgOTSebZ'Tov2H€6b00b0SaudiZH6TL96292HMS0sa802SN

.£To0oLNSATOS
9€SS9a>p6zooudIndT/HTdNOmE¢=CHAO’quadsHNULSNI67'8sat,'2102002“aresiaqaueizegUOTITSTNOY-2g

\

:tONDOUd2ONdXSLb-PCECLNNSisjoweregeyegWwesszinpD

Let ——

tot ——

.-—

o¢ ——_

st ——

6

s9 ——

eeeeeeetsas4WeSeOoO90OFRFRRrNhNrS3‘s‘>‘aANNAoWwtowotOoca3-wnooFe)ooAnowMUNIOONMNONHeuooownQN0PIWUET-9f 



Merck Exhibit 2129, Page 69 
Mylan v. Merck, IPR2020-00040 

  0°0c'0O'ToT0°?GS?0°Gt0°?cv0°SG°s0°9G°9OLgc"0°8G'80°6wdd-2SS22°S3S||SzSSgHsoSaSaao
/

fwo/ZH0SZ€0°00TWOZHwo/wdd990SZ°0WowWddZH£€0°00T-cdudd9¢z°0-a7ZHLC’T06ETdwdd9SL°6dtdWO00°07XOszejeueredjoTdWNCT00°Tod0qa)ZH00°0aT0assouMaMZHW9SOQO0ET'007d$p8coTIsszajeueredbutssacorg-2dZHWLOOCCET00FTogsap00°S-Tigdas00°OTiHTTORRssossssssscss=TJTaANNVHOsesrsscsss=s=2880000000T0Td10°O0€aLoasn00°9qqoasn00Z'9LMa09oY9988971169672ovZHL§Z007'0SaudiaZH089°19S9HMScsaceSNo¢aLNAATOS89LZEabo¢bz50udNdT/HTdNOum¢CHdOUdqoadsWOYLSNI67TTowtL71202002~37eqSlajaweregUOTITSTNbOY-ZATONOOUdCONdXa600-9TEOLOWNsiajeweregeyedyuaring
{\

TY900ptwuJ97eMUTaje:Asaq

Merck Exhibit 2

Mylan v. Merck, IPR2020-00040
, Page 69



Merck Exhibit 2129, Page 70 
Mylan v. Merck, IPR2020-00040 

Data file :C:\HPCHEM\HPLCO157\DATA\019-0101.D Sample Name: 70316-009

5.97g/50m1 of 406 g ML's ->

Injection Date : 02/04/2002 1:46:13 PM Seq Line : 1
Sample Name : 70316-009 Vial No : 19
Acq Operator : hansen Inj. No. : od

Inj. Vol. : 2 pl
Method : C:\HPCHEM\HPLCO157\METHODS\715.M

Last Changed : 01/14/2002 1:00:57 PM
75/25 0.1% HC104/Acetonitrile, 1iml/min

lOmin 25/75 water/acn; 75/25 from 10 to 14 min l ra / j
waters cl8 symmetry, 250 nm . ? ~

DAD1 C, Sig=210,8 Ref=360,100 (019-0101.D)

0
Nn
0oO=

0 2 4

DAD1 E, Sig=268,16 Ref=360,100 (019-0101.D) 
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM

Multiplier : 1.000000

Signal: 1 DADI 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 0.056 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 VV 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 Q.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

HPLCO157 02/04/2002 2:00:11 PM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\019-0101.D
Peak RT Type Width Height Area Area

Sample Name: 70316-009
Name

Signal:

Peak RT

(min] (mAU*s] %

BV 0.092 1.78 10.951 0.08
VV 0.098 3.70 24.692 0.17
VB 0.208 2.61 37.253 0.26
BV 0.200 20.98 272.840 1.91
VV 0.192 22.43 284.199 1.99

2 DAD E, Sig=268,16 Ref=360,100

# [min]

woODrwAanOSWHR
a

10 13.

NOWDATIONONDh
Type Width Height Area Area

[min] {mAU*s] %

000000
000000
. 000000
000000
000000

000000
000000
. 135818
. 000000
000000
000000
000000
. 000000
000000
000000

L-224,715

x*** End of Report ***
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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% HC1O4/Acetonitrile, 1lml/min lo LO V5,lOmin 25/75 water/acn; 75/25 from 10 to 14 min , 5
waters cl8 symmetry, 250 nm

DADi# C,Sig=210,8 Ref=360,100 (017-0101.D)

0 2 4

DAD1 E, Sig=268,16 Ref=360,100 (017-0101.D) 
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
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Data file :C:\HPCHEM\HPLC0157\DATA\017-0101.D Sample Name: 70316-009
Signal: 2 DAD] 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 0.091 1.08 6.322 2.53 0.000000
2 5.54 BB 0.083 42.11 226.111 930.60 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 ***
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Data file :C:\HPCHEM\HPLCO157\DATA\015-0101.D Sample Name: 70316-009

hydrog after 3g catalyst meoh ed

Injection Date : 02/04/2002 °8:30:48 AM Seq Line : 1
Sample Name : 70316-009 Vial No : 15@::: 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% HC104/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 (015-0101.D)
st
oDed

4

DAD1 E, Sig=268,16 Ref=360,100 (015-0101.D) 
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM

Multiplier : 1.000000

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

Peak RT Type Width Height Area Area Amount Name
# {min] [min] {mAU*s] % mg/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 L-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 VV 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. 9.93 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
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Data file >C: \HPCHEM\HPLCO157\DATA\015-0101.D
RT

Sample Name: 70316-009
Name

Signal:

Peak RT

# {mi

. 000000

. 000000

.000000
000000
000000

Area Area

{mAU*s] g

30.761 0.14
25.770 0.12
11.755 0.06
23.989 0.11

1947.183 9.15

Ref=360,100

Area Area

(mAU*s] %

43.739 2.28
1578.905 82.16

76.170 3.96

16.988 0.88
34.518 1.80

9.202 0.48
7.549 0.39

44.157 2.30
57.986 3.02
52.622 2.74

. 000000

.054555

. 000000

. 000000

. 000000

. 000000
000000
000000
000000
000000

L-224,715

*** End of Report ***

HPLCO157

Type Width Height
n] {min]

95 BB 0.114 3.99
36 BP 0.180 1.88
00 VV 0.081 2.24
23 VB 0.092 3.97
99 VB 0.094 325.19

2 DAD] E, Sig=268,16

Type Width Height
nj {min]

01 BB 0.089 71.63
49 BB 0.086 288.50
87 BB 0.079 15.07
83 BP 0.085 2.97
15 BB 0.101 4.74
93 BV 0.091 1.56
17 VP 0.118 1.02
43 VB 0.078 8.92
99 BV 0.109 7.92
31 VB 0.265 2.76
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2002020154.001
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100.00— 50.00— 100.00

2002013156.001

 
05 37.504 75.00

004 2500 50.00

05 1250-5 25.004

  

 

0.00— 0.00 0.00
10:55:55 15.56:02
4131102 4131102

ic

Hist.FIX.PTS607.F_CV ShkrS6 Pressr
Hist.FIX OTS609.F_CV ShkrS6 H2 Uptake

ist.FIXTES603.F_CV ShkrS6 Product Temp

 

Merck Exhibit 2129, Page 79
Mylan v. Merck, IPR2020-00040



Merck Exhibit 2129, Page 80 
Mylan v. Merck, IPR2020-00040 

Hansen, Karl 

@: Dorwart, Jason G.pent: Friday, February 08, 2002 9.55 AM
To: Hansen, Karl

Hete 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%

son
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+—

L-2247 15 phosphate salt nb70316-17
10x, Crossed Polars, n=1.42
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Data file :C:\HPCHEM\HPLCO157\DATA\075-0201.D Sample Name: 70316-0023

58.0mg/50ml of flashed benzyloxy amide > A 254 Athy >
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% HC104/Acetonitrile, lml/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)

4

DAD1 E, Sig=268,16 Ref=360,100 (075-0201.D) 
Sorted By : Signal
Calib. Data Modified : 02/20/2002 2:57:24 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 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 DAD1 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 0.079 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 ***

HPLCO157 02/20/2002 3:11:03 PM Page 1 of 1
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I~

Data file :C:\HPCHEM\HPLCO157\DATA\076-0301.D S<3h5 Sample Name: 70316-023

58.0mg/50ml of flashed benzyloxy amide ->
low par-( AerAn

Injection Date : 02/20/2002 3:16:57 PM Seq Line : 3
Sample Name > 70316-023 Vial No : 76
Acq 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% HC104/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)

2

DAD1 E, Sig=268,16 Ref=360,100 (076-0301 D) 
Sorted By : Signal
Calib. Data Modified : 02/20/2002 3:13:40 PM

Multiplier : 1.000000

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

Peak RT Type Width Height Area Area Amount Name
# {min] {min] [mAU*s]} % mg/ml

1 0.00 000 0.00 0.000 0.00 .000000 L-224,715
2 9.89 PP 083 1.25 6.562 0.29 . 000000

4 12.70 Pv 000000

0 0
0. . . 0

3.12.08 VB 0.081 440.71 2224.550 98.09 0.476483
0 0

5 12.90 VB 0 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] % 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

HPLCO157 02/20/2002 3:29:39 PM Page 1 of 2 7
Merck Exhibit 2129, Page 97

Mylan v. Merck, IPR2020-00040



Merck Exhibit 2129, Page 98 
Mylan v. Merck, IPR2020-00040 

Data file :C:\HPCHEM\HPLCO157\DATA\074-0101.D Sample Name: 70316-023

58.0mg/50m1 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% HC104/Acetonitrile, lml/min
lOmin 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)

 
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 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 DADI E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount Name
# [min] [min] (mAU*s] % mg/m

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

HPLC0O157 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: 70316-023
Peak RT Type Width Height Area Area Amount Name

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

3.12.74 PB 0.206 1.72 22.634 4.84 0.000000

*** End of Report ***

HPLCO0157 02/20/2002 2:52:28 PM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\022-0101.D Sample Name: 70316-023

isolated oil ->

Injection Date : 02/05/2002 9:09:27 AM Seq Line : l
Sample Name : 70316-023 Vial No : 22
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% HC104/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 (022-0101.D)

 
0 2 4

DAD1 E, Sig=268,16 Ref=360,100 (022-0101.D)

  

mAU

600 o

500 N

400 ~
300

ni

100 2 2 =

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 0.057 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 1.473e4 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 1.357e4 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

HPLCO157 02/05/2002 9:23:22 AM Page 1 of 2
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Data file :C: \HPCHEM\HPLCO157\DATA\022-0101.D

Signal:

Peak RT

#

2 DAD1 E, Sig=268,16 Ref=360,100

{min]
Type Width Height Area Area

(mAU*s] %

0.000 0.00
9.407 0.43
8.794 0.40

1829.885 82.89
359.639 16.29

000000
. 000000
- 000000
.000000
000000

Sample Name: 70316-023

L-224,715

*** End of Report ***

HPLCO157

{min]

0.000
BP 0.084
PV 0.076
VB 0.079
ve 0.086

02/05/2002 9:23:22 AM Page 2 of 2
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Data file * C: \HPCHEM\HPLCO157\ DATA\O21-0101.0 Sample Name: 70316-025WO

0.2893g/10ml of super after 5ml 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 pl
Method > C:\HPCHEM\HPLCO157\METHODS\715.M
Last Changed : 01/14/2002 1:00:57 PM
75/25 0.1% HC104/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 (021-0101.D)

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

Multiplier : 1.000000

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

Peak RT Type Width Height Area Area Amount Name
# (min] [min] [mAU*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 DAD1 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 ***

HPLCO157 02/05/2002 8:13:59 AM Page 1 of 1
Merck Exhibit 2129, Page 106

Mylan v. Merck, IPR2020-00040



Merck Exhibit 2129, Page 107 
Mylan v. Merck, IPR2020-00040 

Data file :C:\HPCHEM\HPLC0O157\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 : 70316-0025 Vial No : 31
Acq Operator : hansen Inj. No. : 1

Inj. Vol 2ul
Method : C:\HPCHEM\HPLCO157\METHODS\715.M

Last Changed : 01/14/2002 1:00:57 PM
75/25 0.1% HC104/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 (031-0101.D)

4

DAD1 E, Sig=268,16 Ref=360,100 (031-0101 D) 
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 5.55 BB 0.082 29.23 155.833 100.00 0.038173 L-224,715

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 5.55 BB 0.082 3.34 17.748 100.00 0.038173 L-224,715

*** End of Report ***

HPLC0157 02/05/2002 12:20:39 PM Page 1 of 1
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Data file :C: \HPCHEM\HPLCO157\DATA\023-0101.D

11.1 mg/25ml og phosphate

Sample Name: 70316-025

Injection Date
Sample Name
Acq Operator

Method

Last Changed
75/25 0.1% HC104/Acetonitrile,
10min 25/75 water/acn;

waters cl8 symmetry,

02/05/2002
70316-025
hansen

9:41:03 AM Seq Line
Vial No

Inj. No.
Inj. Vol.

C:\HPCHEM\HPLC0O157\METHODS\715.M

01/14/2002 1:00:57 PM
1m1/min

75/25 from 10 to 14 min
250 nm

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

 

DAD1 E, Sig=268,16 Ref=360,100 (023-0101.D) 
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
# {[min] [min] (mAU*s] % mg/ml

1 2.60 PB 0.076 1.46 7.264 0.35 0.000000
2 5.55 PB 0.080 272.03 1408.902 67.44 0.370994
3.12.88 BB 0.195 53.51 672.897 32.21 0.000000

Signal: 2 DAD1 E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount
# {min] (min] [mAU*s] % mg/ml

1 5.55 BB 0.080 31.36 161.870 73.55 0.370994
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
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Data file :C:\HPCHEM\HPLC0157\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\HPLCO157\METHODS\715.M

Last Changed : 01/14/2002 1:00:57 PM
75/25 0.1% HC104/Acetonitrile, 1lml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min

waters cl8 symmetry, 250 nm

DAD1 E, Sig=268,16 Ref=360,100 (045-0201.D) 
Sorted By : Signal

Calib. Data Modified : 01/14/2002 1:00:30 PM I$35 Ws
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 DAD] 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 0.259549 L-224,715

*** End of Report ***

HPLCO157 02/06/2002 8:15:30 AM -Page 1 of 1
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Data file :C:\HPCHEM\HPLCO157\DATA\044-0101.D Sample Name: 70316-027
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 5.54 BB 0.082 85.12 455.852 100.00 1.034739 L-224,715

*** End of Report ***
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Data file :C:\HPCHEM\HPLCO157\DATA\047-0101.D Sample Name: 70316-031

0.3925g/50m1 of super after cool down ->

Injection Date : 02/07/2002 7:34:01 AM Seq Line: : 1
Sample Name : 70316-0031 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% HC1lO4/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 (047-0101.D)

 

4

DAD? E, Sig=268,16 Ref=360,100 (047-0101.D) 
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM

Multiplier : 1.000000

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

Peak RT Type Width Height Area Area Amount Name
# [min] [min] [mAU*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 VV 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 DAD1 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
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Data file :C:\HPCHEM\HPLCO157\DATA\048-0101.D Sample Name: 70316-031

0.2753g/50m1 at 100ml total volume -?

Injection Date : 02/07/2002 8:12:57 AM Seq Line : l
Sample Name : 70316-031 Vial No : 48
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% HC104/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 (048-0101 D)

DAD1 E, Sig=268,16 Ref=360,100 (048-0101.D) 
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 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 DAD1 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 ***
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O
DELIVERY SHEET(A): CHEMICAL FOR NON-CLINICAL USE

 
L- 204PIS-606F Oo;

J MOLECULAR FORMULA: MOLECULAR WT.: . DATE: ASSIGNED BY

[SFeb 2002.iesEE]ae
LABELING INSTRUCTIONS
(FOR OUTSIDE DELIVERIES)

OL NUMBER
iNAME AS SHOWN ABOVE
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La2qis.
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*If GMP Compliancehasnotsigned below, data has not been audited. Ci Forsafety information and special handling precautions, access CHIS.
SEND TO: (NAME, LOCATION, QUANTITY, TEST NO. OR ACRONYM ANDINDICATE IF DELIVERED)

fecha Laz Dev AL
non-GMP andwill be used in (select one): GMP/GLPstudy, __ non-GMPstudy.
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DELIVERY SHEET (A): CHEMICAL FOR NON-CLINICAL USE

 

  
L- #84 FIS-006F 00
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2 ObLAwe
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[) L NUMBER
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*If GMP Compliancehas notsigned below,data has not been audited. CO Forsafety information and special handling precautions, access CHIS
SEND TO: (NAME, LOCATION, QUANTITY, TEST NO. OR ACRONYM ANDINDICATEIF DELIVERED)

Kare Lynn we 1$- 202
Material is (select one) GMP; _X__non-GMPandwill be used in (select one): GMP/GLPstudy; ___ non-GMP study.

CC: NAMES AND LOCATIONS: — Palace FY So - B%
Transfer Requested By Delivery Sheet By: APPROVED FOR DELIVERY BY MRL GMP COMPLIANCE Transfer Completed By:. '

Name: v. Hon se Name
Location: Location:
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. - - _
DELIVERY SHEET(A): CHEMICAL FOR NON-CLINICAL USE 1.224750 (p Foo|
MOLECULAR FORMULA: MOLECULAR WT - ASSIGNEDBY:

C. Aig Huds? Haase
CHEMICAL/TRIVIAL NAME:

STRUCTURE: LABELING INSTRUCTIONS
(FOR OUTSIDEDELIVERIES)
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C1 NAME AS SHOWN ABOVE

O QUANTITY

1 OTHER(Specify Under *Remarks")

O HAZARDOUS

CO NON-HAZARDOUS

PROJECT NUMBER:

Prepared by/Commercial Source: Notebook Ref./Lot No.: Criteria of Purity, Safety or Potency’ OTLc iv HPLC Occ

7o3Ilo-03 5 Or Ouv ONMR Os
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OD) other

*If GMP Compliancehas not signed below,data has not been audited C1 Forsafety information and special handling precautions, access CHIS.
SEND TO. (NAME, LOCATION, QUANTITY, TEST NO OR ACRONYM AND INDICATEIF DELIVERED)

Material is (select one) GMP; non-GMPandwill be used tn (select one): GMP/GLPstudy; ___ non-GMP study.

CC: NAMES AND LOCATIONS:
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Hansen,Karl
 

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

To: Hansen, Karl
Subject: RE:

Karl,

Gotyour 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 LCAPresults 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

Very clean. Iwill have the chiral results for you tomorrow.

@..::

senseOriginal Message-----
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
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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
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% HC1O4/Acetonitrile, Iml/min
10min 25/75 water/acn; 75/25 from 10 to 14 min

waters c18 symmetry, 250 nm

DAD1 C, Sig=210,8 Ref=360,100 (050-0101.D)

4

DAD1 E, Sig=268,16 Ref=360,100 (050-0101.D) 
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM

Multiplier : 1.000000

Signal: 1 DADI 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

HPLC0O157 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: 70316-0035
Signal: 2 DAD] 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 PB 0.081 3.21 16.716 0.49 0.000000

3.11.92 PB 0.080 670.87 3424.922 99.51 0.000000

**x* End of Report ***
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Data file

coupli

:C: \HPCHEM\HPLC0157\DATA\052-0101.D

ng after 1.5 h in acn

Sample Name: 70316-035

Inject
Sample
Acq Op

Method
Last C

75/25
10min
waters

Sorted
Calib.

Multip

Signal

Peak

#

ion Date 02/08/2002 9:15:27 AM Seq Line
Name 70316-035 Vial No

erator hansen Inj. No.
Inj. Vol.

C: \HPCHEM\HPLCO157\METHODS\715.M

hanged : 01/14/2002 1:00:57 PM
0.1% HC104/Acetonitrile, lml/min
25/75 water/acn; 75/25 from 10 to 14 min

cl8 symmetry, 250 nm

DAD1 C, Sig=210,8 Ref=360,100 (052-0101.D)

DAD1 E, Sig=268,16 Ref=360,100 (052-0101 D)

L-224,715

By Signal
Data Modified 01/14/2002 1:00:30 PM

lier 1.000000

: 1 DADI C, Sig=210,8 Ref=360,100

RT Type Width Height Area Area Amount
(min) {min] (mAU*s] % mg/ml

2.16 VV 0.057 2.35 9.020 0.06 0.000000
2.27 VV 0.065 520.13 2262.576 14.50 0.000000
2.44 VV 0.059 157.84 609.726 3.91 0.000000
2.58 VB 0.078 106.83 547.407 3.51 0.000000
3.63 PB 0.080 56.56 292.918 1.88 0.000000
0.00 0.000 0.00 0.000 0.00 0.000000
5.88 VB 0.077 3.25 15.947 0.10 0.000000
7.01 BB 0.096 7.90 52.874 0.34 0.000000
9.37 BB 0.109 4.11 32.148 0.21 0.000000

9.89 BP 0.085 24.57 131.621 0.84 0.000000
11.53 BV 0.164 1.48 17.941 0.11 0.000000
11.90 VV 0.094 11.46 72.284 0.46 0.000000
12.08 VB 0.091 2.00e3 1.111e4 71.21 0.000000
12.76 BB 0.211 31.89 439.530 2.82 0.000000
13.20 BB 0.143 1.02 10.059 0.06 0.000000

02/08/2002 9:29:06 AMHPLC0O157 Page 1 of 2
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Data file :C: \HPCHEM\HPLC0157\DATA\052-0101.D

Signal:

Peak RT

#

2 DAD1 E, Sig=268,16 Ref=360,100

[min]
Type Width Height Area Area

(mAU*s] %

0.000 0.00
5.794 0.53
6.609 0.60

1045.953 95.68
34.853 3.19

Sample Name: 70316-035

Amount Name

mg/ml

0.000000 L-224,715
0.000000
0.000000
0.000000
0.000000

*** End of Report ***

HPLCO157

(min]

0.000
BP 0.084
BV 0.078
VB 0.079
PP 0.199

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

ethyl acetate layer post brine ->

Injection Date : 02/08/2002 9:57:47 AM Seq Line : l
Sample Name : 70316-035 Vial No : 53
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% HC104/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 (053-0101.D)

2 4

DAD1 E, Sig=268,16 Ref=360,100 (053-0101 D)

  
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 2.29 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 L-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 «68.50 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 VV 0.134 1.25 10.713 0.03 0.000000

HPLCO157 02/08/2002 10:11:26 AM Page 1 of 2
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Data file
Peak

>C: \HPCHEM\HPLC0O157\DATA\053-0101.D

Type Width HeightRT Amount

mg/ml

Sample Name: 70316-035
Name

Signal:

Peak RT

#

[min]

VV 0.079
VB 0.080
PV 0.089
VV 0.114
VV 0.067
VV 0.076
VV 0.142 2
VV 0.201
VV 0.139
VV 0.188
VV 0.138
BBA 0.122

2 DAD1 E, Sig=2

{min]

26.87
.90e3
53.08
4.65
2.50
2.27
5.43

68,16

Type Width Height

Area Area

(mAU*s] %

8.649 0.03
6.092 0.02
8.276 0.03

55.649 0.17
95.142 0.29

132.692 0.41
2.139e4 65.67
759.701 2.33
45.036 0.14
35.276 0.11
22.218 Q.07
42.726 0.13

Ref=360, 100

Area Area

[mAU*s] %

0.000 0.00
6.657 0.10

17.079 0.26
34.387 0.53
19.214 0.30

6349.005 97.90
50.165 0.77
8.963 0.14

000009
000009
. 000009
000009
. 000000
000000
000000
000000
000008
000000
000000
000000

000000
. 000000
000000
000000
. 000000
000000
000000
000000

L-224,715

*** End of Report ***

HPLCOQ157

[min]

0.000
BB 0.089
BP 0.115
BP 0.084
PV 0.095
VB 0.080 1
PP 0.169
BBA 0.123

02/08/2002 10:11:26 AM Page 2 of 2
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Data file :C:\HPCHEM\HPLC0157\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
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% HC104/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 (051-0101.D)

DAD1 E, Sig=268,16 Ref=360,100 (051-0101.D) 
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM

Multiplier : 1.000000

Signal: 1 DADI 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 0.093 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

HPLCO157 02/08/2002 8:32:19 AM Page 1 of 2
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Merck Exhibit 2129, Page 139 
Mylan v. Merck, IPR2020-00040 

Data file :C:\HPCHEM\HPLCO157\DATA\051-0101.D Sample Name: 70316-035
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 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 ***

HPLCO157 02/08/2002 8:32:19 AM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\056-0101.D Sample Name: 70316-035

hydrog 18 h “>

Injection Date : 02/11/2002 9:37:44 AM Seq Line : l
Sample Name : 70316-035 Vial No : 56
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% HC1O4/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)

aswd

oO
o
eo ”

oAoly=A

DAD1 E, Sig=268,16 Ref=360,100 (056-0101.D) 
Sorted By : Signal
Calib. Data Modified : 01/14/2002 1:00:30 PM

Multiplier : 1.000000

Signal: 1 DADI 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 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 L-224,715
7 5.88 VV 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 VV 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

KPLCO157 02/11/2002 9:51:08 AM Page 1 of 2
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Data file :C:\HPCHEM\HPLCO157\DATA\056-0101.D Sample Name: 70316-035
Peak RT Type Width Height Area Area Amount Name

# {min] [min] [mAU*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 0.000000
18 11.90 VP 0.094 2.24 14.290 0.08 0.000000
19 12.18 VV 0.096 8.05 53.999 0.30 0.000000
20 12.44 VP 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 DAD1 E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount Name
# (min] (min} [mAU*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 0.000000
8 12.94 PB 0.089 6.02 33.488 2.22 0.000000

*** End of Report ***

HPLCO157 02/11/2002 9:51:08 AM . Page 2 of 2
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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 pl
Method . : C:\HPCHEM\HPLCO157\METHODS\715.M

Last Changed : 01/14/2002 1:00:57 PM > —
75/25 0.1% HC104/Acetonitrile, 1lml/min ).4s
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 (054-0101.D)

 

DAD1 E, Sig=268,16 Ref=360,100 (054-0101 D) 
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 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 0.000006

Signal: 2 DAD] E, Sig=268,16 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 8.97 46.638 13.08 0.104821 L-224,715
212.77 BP 0.204 23.75 309.841 86.92 0.000000

*** End of Report ***P WPO
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Data file :C:\HPCHEM\HPLC0O157\DATA\060-0101.D
Peak RT Amount

mg/ml

Sample Name: 70316-035
Name

Signal:

Peak RT

# [mi

000000
000000
. 000000
000000
. 000000
. 000000
000000
000000
. 000000
000000
.000000
000000
. 000000
.000000
.000000

Area Area

(mAU*s] %

16.106 0.09
26.522 0.15

450.439 2.55
68.174 0.39

922.375 5.22
86.724 0.49
26.977 0.15
24.012 0.14
23.130 0.13
37.096 0.21

214.955 1.22
43.069 0.24
43.826 0.25
64.284 0.36
13.565 0.08

Ref=360,100

Area Area

{mAU*s] 3

16.485 2.19
69.850 9.30

144.223 19.20
192.903 25.68

19.431 2.59
51.563 6.86
85.202 11.34

20.879 2.78
27.422 3.65

106.282 14.15
16.910 2.25

.000006

. 000006

. 331256

.000000

.00000¢

.00000C

.00000C

.000000
000000
. 000000
000000

L-224,715

*** End of Report ***

HPLCO157

Type Width Height
n] {min]

.05 VP 0.074 3.36
69 BV 0.123 2.94
89 VV 0.096 68.99
10 VV 0.124 7.35
38 VB 0.079 182.94
90 BB 0.118 10.80
20 BB 0.195° 1.80
62 BV 0.148 2.30
75 VV 0.098 3.46
91 VV 0.103 5.19
17 VB 0.120 24.48
67 BV 0.142 4.13
92 VV 0.137 4.47

06 VV 0.256 3.16
67 VP 0.156 1.18

2 DAD1 E, Sig=268,16

Type Width Height
n] {min}

15 BP 0.085 2.95
.16 BB 0.086 12.71
.65 BV 0.081 27.61
.88 VP 0.085 33.53
.65 BV 0.091 3.09
.93 VV 0.087 8.70
.24 VB 0.096 12.71
.89 PB 0.096 3.06
.90 BV 0.119 3.11
38 VP 0.077 21.57
17 VB 0.095 2.56

02/12/2002 3:17:48 PM Page 2 of 2
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Data file :C:\HPCHEM\HPLCO157\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 : 70316-0035 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% HC104/Acetonitrile, lml/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)

2

DAD1 E, Sig=268,16 Ref=360,100 (059-0101.D) 
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 2.43 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 7.93 VV 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

HPLCO157 02/12/2002 11:59:54 AM Page 1 of 2
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Data file :C:\HPCHEM\HPLC0157\DATA\059-0101.D Sample Name: 70316-035
Signal: 2 DAD] E, Sig=268,16 Ref=360,100

Peak RT Type Width Height Area Area Amount Name
# {min} {min} (mAU*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 ***

HPLCO157 02/12/2002 11:59:54 AM Page 2 of 2
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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 pl
Method : C:\HPCHEM\HPLCO157\METHODS\715.M

Last Changed : 01/14/2002 1:00:57 PM
75/25 0.1% HC104/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 (058-0101.D)

 

DAD1 E, Sig=268,16 Ref=360,100 (058-0101.D)

  
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 2.43 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 DAD1 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 0.014935 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 ***
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Data file :C:\HPCHEM\HPLCO157\DATA\061-0101.D Sample Name: 70316-035

25.7mg/50m1 of isolated salts ->

Injection Date : 02/13/2002 7:54:44 AM Seq Line : 1

Ors: Name : 70316-035 Vial No: 61Acq 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% HC104/Acetonitrile, 1Iml/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)

DAD1 E, Sig=268,16 Ref=360,100 (061-0101.D) 
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 5.65 PB 0.080 306.34 1571.970 95.90 0.414306 L-224,715 ¥O
2 12.72 BB 0.432 1.96 67.194 4.10 0.000000

Signal: 2 DAD 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 0.080 35.37 180.988 100.00 0.414306 L-224,715

*** End of Report ***
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