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X-ray structure of 4de

Table 1 Crystal data and structure refinement for 4de.

Identification code
Empirical formula

Formula weight
Temperature

Wavelength

Crystal system, space group
Unit cell dimensions

Volume

Z, Calculated density
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Limiting indices

Reflections collected / unique
Completeness to theta = 27.48
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F/*2

Final R indices [[>2sigma(I)]
R indices (all data)

Absolute structure parameter
Largest diff. peak and hole

sa2823
C32H36 CIN O
486.07
173(2) K
0.71073 A
Orthorhombic, P2(1)2(1)2(1)
a=10.084(2) A  alpha =90 deg.
b=10.408(2) A beta = 90 deg.
c=26.571(6) A gamma = 90 deg.
2788.7(11) A™3
4, 1.158 Mg/m"3
0.161 mm”"-1
1040
0.30x 0.24 x 0.22 mm
3.07 to 27.48 deg.
-12<=h<=13, -13<=k<=12, -34<=1<=34
17842 / 5869 [R(int) = 0.0442]
98.8 %
Semi-empirical from equivalents
1.0000 and 0.6549
Full-matrix least-squares on F/2
5869 /114 /395
1.138
R1=0.0531, wR2=0.1128
R1=0.0562, wR2 =0.1149
-0.01(7)
0.206 and -0.142 e.A™-3
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X-ray structure of 4ge

o} Cl

HPLC Conditions: Column: Chiralpak AD-H, Daicel Chemical Industries, Ltd.,

Eluent: Hexanes/IPA ( 90/10 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic
mAU J ]

140 3 E

120 4 o
100
80
60
40
20
0]

T LN R T
0 2 4 6 min|

Peak RT Area % | Area
# [min] |-———]———

1 4. 419 49.907|975.273
2 5. 398 50.093/978.900

Chiral

mAU 7

4.317

140
120
1003
80
60
40
20
0

5.232

Peak RT Area % | Area
2 [min] |————|————

1 4.317| 95.105/1. 7493
2 5.232] 4.895] 90.036
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Table 2 Crystal data and structure refinement for 4ge.

Identification code
Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume
Z

Density (calculated)

Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 26.000°

Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F2

Final R indices [[>2sigma(])]
R indices (all data)
Absolute structure parameter

Extinction coefficient

Largest diff. peak and hole

sa3633

C30H40 CIN O

466.08

173.1500 K

0.71073 A

Orthorhombic

P212121

a=9.7793) A a=90°.
b=10.660(4) A b=90°.
c=26.314(8) A g=90°.

2743.4(15) A3
4

1.128 Mg/m3

0.160 mm-!
1008
0.42 x 0.24 x 0.19 mm3

2.459 to 27.473°.

-12<=h<=12, -13<=k<=13, -34<=1<=34

21255

6242 [R(int) = 0.0370]

99.4 %

Semi-empirical from equivalents
1.0000 and 0.8117

Full-matrix least-squares on F2
6242 /0/304
1.126

R1=0.0424, wR2 = 0.0980
R1=0.0445, wR2 = 0.0991
0.01(2)

n/a

0.157 and -0.205 e.A-3
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The chromatograms for determination of the enantiomeric excess
Table 1, entry 11

0
Ph\)LN/\/\ Ph

'Bu

HPLC Conditions: Column: Chiralpak AS-H, Daicel Chemical Industries, Ltd.,
Eluent: Hexanes/IPA( 90/10 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic Chiral
mAU ] 2 mAU ] =
1 & 160 2
400 -] 140 _
] 120 g
300 3 100 b
4 ~ |
1 © 80
200 604
100 40
] 20
0 04
RENERTN} T T T A DR ER I REERN REARS ERRENTE.
0 25 5 75 10 13mi 0 25 5 75 10 13min
Peak RT Area % | Area Peak RT Area % | Area
# [min] |-———|——- # [min] |———|——
il 6. 289| 50.239|7. 727e3 1 6.421| 19.342/1. 7873
2 8.734| 49.761|7. 653e3 2 9. 226| 80.658)7. 451e3

Table 1, entry 12
o}
Ph A~
'‘Bu
Bu
HPLC Conditions: Column: Chiralcel OD-H, Daicel Chemical Industries, Ltd.,
Eluent: Hexanes/IPA ( 85/15 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic Chiral

mAU o
140
120
100
80
60
40
20

.863

8.363

Peak RT Area % | Area Peak RT Area % | Area

# [min] |———|——— # [@ith] |=ee—=—gree=
092e3 1 8.363| 10.524/1.410e3
048e3 2 11. 863| 89.476 1. 199e4
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Table 2, entry 1

(o]
Ph
\/U\N =
Bu
CF
Bu

HPLC Conditions: Column: Chiralpak AD-H, Daicel Chemical Industries, Ltd.,
Eluent: Hexanes/IPA ( 90/10 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

3

Racemic Chiral
mAU ] mAU 3 §
] 3 8
200 150
150 L
1 100
100 75
] 50 g
5 253 «
0 04
= e L7 5
0 0 2 6 8 10 min
Peak RT Area % | Area Peak RT Area % | Area
# [min] |-—————— # (min] |[-———|———-
1 6.317| 49.954 2. 271e3 1 5.900| 84.160 1.861e3
2 9. 149| 50, 046 2. 275e3 2 8.706| 15.840|350. 365

Table 2, entry 2
0
ph. I ~s
‘Bu

Cl
Bu

HPLC Conditions: Column: Chiralpak AD-H, Daicel Chemical Industries, Ltd.,
Eluent: Hexanes/IPA ( 90/10 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic Chiral
mAU_: § mAU E §
] r~ 1000 ~
100 2 =
1 (£ E
] p 800 -]
80 % ]
60 600~
40 400—; =
20 200 =
0—3 0 - L_A
T T T AER BN SRR SRR R
0 925 5 75 10 13mn 0 25 5 75 10  13mi
Peak RT Area % | Area Peak RT Area % | Area
z [min]  [———[— 2 e ) S (e
! 7. 098] 50.095/1. 342e3 1 7.021| 87.577| 1. 220e4
2| 10.349] 49.905 1.337e3 2| 10.191| 12.423/1.731e3
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Table 2, entry 3

(o]
Ph OM
\/U\N = e
Bu
Bu

HPLC Conditions: Column: Chiralcel OD-H, Daicel Chemical Industries, Ltd.,
Eluent: Hexanes/IPA ( 80/20 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic Chiral
rnAU—: 8 mAU ~
60| o g0 ]
50 1
40 L B
E <
30—: 40_,
204 1
| 204
10 ]
03 LN I O B g
0 5 10 15 mir 0 5 10 15 min
Peak RT Area % | Area Peak RT Area % | Area
# [mind, [s=ssejreme 2 [minll e
1 8.193| 50.055)1.619e3 1 8.187| 11.991/997.330
2 11. 246| 49.945) 1. 616e3 ) 11.171| 88.009|7. 320e3

Table 2, entry 4

0
ph. I ~r

‘Bu

Cl

Bu
HPLC Conditions: Column: Chiralcel OD-H, Daicel Chemical Industries, Ltd.,

Eluent: Hexanes/IPA ( 97/3 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic Chiral

0 5 10 15 20  min 0 5 10 15 20  min

Peak RT Area % | Area Peak RT Area % | Area
# [min] |[———|—— # [min] |———|——
1 12. 958 49.947|5. 730e3 1 13.032| 10.073/616. 864
2 17.097| 50.053|5. 742e3 2 17. 167| 89.927|5.507e3
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Table 2, entry 5

O
ph I ~s

‘Bu

OMe

'‘Bu
HPLC Conditions: Column: Chiralcel OD-H, Daicel Chemical Industries, Ltd.,
Eluent: Hexanes/IPA ( 80/20 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic Chiral
mAU ] mAU ]
1204 3
] 300
100—E st 3
Gl 2003 3
60 2 B
] b 150 3 2
40 = 8 E =
1 = 1003 ©
20 - El <
B 504 o
0-‘_JL__ ; [\,K ; 0] %@L
o 5 1 15 20 mil 0 5 10 15 20 mid
Peak RT Area % | Area Peak RT Area % | Area
z [mind, [oeesjreee # e R N I
| 12.616] 50.198 1. 742e3 il 12. 418 8.020!769. 423
2l 15.703] 49.802] L. 728e3 2| 15.337| 91.9808.824e3

Table 2, entry 6

0
Ph. s

‘Bu

OBn

Bu
HPLC Conditions: Column: Chiralpak IC, Daicel Chemical Industries, Ltd., Eluent:
Hexanes/IPA ( 80/20 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm
Racemic Chiral

T B B e o LB L e o
0 25 5 s 10 13mi 0 2.5 5 75 10 13min

Peak RT Area % | Area Peak RT Area % | Area

= [min] |[———]—— z [min] |=——=—|———
1 8.532| 50.065/8. 147e3 i 8.554| 90.284|5.192e3
2 11.007| 49.935 8. 126e3 2 11.062| 9.716/558.808
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Table 2, entry 7

(o]
Ph AL~

'Bu

O'Pr

Bu
HPLC Conditions: Column: Chiralcel OD-H, Daicel Chemical Industries, Ltd.,
Eluent: Hexanes/IPA ( 95/5 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic Chiral
mAU - mAU3
] 1753
80 E
1 1503
60 | 125
100
407 75
20 50
] 25
0 04
0 0 5 10
Peak RT Area % | Area Peak RT Area % @ Area

# [min] |———— # T T [T M—

1 12. 785 49.633 4. 374e3 1 12. 625 89.421/8. 7273

2 14. 869 50. 367 4. 438e3 2 14. 881 10.579/1. 033e3

Table 2, entry 8
o}
Ph\)J\N -
'‘Bu

Bu
HPLC Conditions: Column: Chiralcel OD-H, Daicel Chemical Industries, Ltd.,
Eluent: Hexanes/IPA ( 90/10 ); Flow rate: 0.6 mL/min; Detection: UV 254 nm

Racemic Chiral
mAU ] 5
250 i
200
150—f 8
1 &
100 i
504
04 s
0 ‘5 1b ‘|I5 min|
Peak RT Area % | Area Peak RT Area % | Area
# i ] e # ke e A——
1 7.597| 50.233|5. 244e3 1 7.585] 12.330|1. 431e3
2 11.326| 49.767|5. 195e3 2 11. 290 87.670/1.017e4
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Table 2, entry 9

o}
Ph\)J\N = ‘

‘Bu O

‘Bu

HPLC Conditions: Column: Chiralpak IC, Daicel Chemical Industries, Ltd., Eluent:
Hexanes/IPA ( 90/10 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic

mAU
100—3
80
60 -
40—5

20

mi

Peak RT Area % | Area
# [(min]

1 13. 054| 49.865 2. 809e3
2 15.551| 50.135|2. 824e3

Table 2, entry 10
0
‘Bu

Bu
HPLC Conditions: Column:

Chiral
mAU - L]
4 (=]
1 PN
100 =
80
60
40 ©
4 w
4 <
20 o
04 — iR
—_— —
0 5 10 15 min

Peak RT Area % | Area
b [min]

1 12. 933| 91.298|2. 704e3

2 15.465| 8.702|257.696

Chiralpak AD-H, Daicel Chemical Industries, Ltd.,

Eluent: Hexanes/IPA ( 90/10 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic
mAU ] =
3 ™ g
] I w
40
30
20
10
O =
i T L T "
0 2 4 6 min|

317] 49.338/303.433
204| 50.662|311.575

S10

Chiral

mAU
120

5.187|

100

80

4.309

60
40

20

0 2 4 6 min|

Peak RT Area % | Area
# [min] |———|——-
il 4.309| 27.082|349.680
2 5.187| 72.918/941.521



Table 3, entry 1
o) ol

Ph/\)J\N &

‘Bu

Bu

HPLC Conditions: Column: Chiralpak IC, Daicel Chemical Industries, Ltd., Eluent:

Hexanes/IPA ( 90/10 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic

mAU

7.381
8.937

500
400
300

200 *

1 7.381| 49.979/6. 856e3
2 8.937 50.021 6. 862e3

(0] Cl

Chiral

mAU

7.298

250
200
150
100

50

o
8.823
ﬁp—

Peak RT Area % | Area
# [min] |-———|—————
1 7.298| 73.731/3. 664e3

2 8.823| 26.269 1. 305e3

HPLC Conditions: Column: Chiralcel OD-H, Daicel Chemical Industries, Ltd.,
Eluent: Hexanes/IPA ( 92/8 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic
mAU E g ‘Q
500 = S
400
300
200
100 -

0 ‘
T T T e N
0 2 4 6 8 10 min
Peak RT Area % | Area
2 [min] |-——|———

1 6. 020| 49.854|8.678e3
2 6.945| 50.146/8. 729e3

Chiral

mAU

6.017]

400

300

6.956

200

Peak RT Area % | Area
# [min]

1 6.017| 71.918|7.59Ze3
2 6.956| 28.082|2.965e3
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Table 3, entry 3
Cl

HPLC Conditions: Column: Chiralpak AD-H, Daicel Chemical Industries,
Eluent: Hexanes/IPA ( 90/10 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic Chiral
mAU_Z E - mAUE g
] © & 800 ©
400 © 7004
] 6003
300 500 3
200_3 400 R
] 3003 P
100 2004
] 1003
0 ——— 0
G R TS b AR L UL T ™1 T )
0 2 4 6 8 10 min 0 2 4 6 8 10 mi
Peak RT Area % | Area Peak RT Area % | Area
# [min] |———— ——— 2 (min] |——|——
1 6. 710, 49.977 5. 665e3 1 6.641| 72.971/9. 4833
2 8.895| 50.023|5.671e3 2 8. 773| 27.029|3.512e3

Table 3, entry 4

Ltd.,

HPLC Conditions: Column: Chiralcel OD-H, Daicel Chemical Industries, Ltd.,

Eluent: Hexanes/IPA ( 90/10 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic Chiral
mAU_; S E mAU E g
140 | 2 ] =
120 500
100 400 2
n, ] w0
80 300
60 - E
] 200
40 al
203 100
0 0
\ T ‘ ‘ ‘
0 2 4 6 8 ‘I‘O mir 0 é lli é 8 1‘0 mi
Peak RT Area % | Area Peak RT Area % | Area
# [min] |-———|—/—— # [min] |-————|——
1 6.723| 49.998|2. 515e3 1 6.713| 28.553 4. 88%e3
2 7.837| 50.002|2.515e3 2 7.816| T1.4471.223e4
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Table 3, entry 5

HPLC Conditions: Column: Chiralpak AD-H, Daicel Chemical Industries, Ltd.,
Eluent: Hexanes/IPA ( 90/10 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic Chiral
mAU J o mAU =
140 3 g E ¥
120 v 350
100 300
2504
80 E
200
60 1503
40 1003 2
20 k 504 =
. ; 03 /\.A.,J\_M
. —_—
0 é )1- é mi Q ‘2 4 6 miry
Peak RT Area % | Area Peak RT Area % | Area
z [min] |-———[—— 2 T T R
1 4. 419, 49.907|975. 273 1 4. 390, 87.091 2. 745e3
2 5.398| 50.093|978. 900 2 5,354 12.909]406.873

HPLC Conditions: Column: Chiralcel OD-H, Daicel Chemical Industries, Ltd.,
Eluent: Hexanes/IPA ( 95/5 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic Chiral
mAU ] =z mAU | E
2. o 100—: o
i 80 -
60 | 2 ]
4 @ 1
] o 60 S
40 1 o
i 40
20 ]
- 20
0 ' i 4
7""I‘"'\""I""I""\" LR RS L) L0 SR I LR I R
0 25 5 75 10  13min 0 25 5 75 10 13 mi
Peak RT Area % | Area Peak RT Area % | Area
2 [min] |-———]——- # [Gindl [ b e
1 8.374| B50.222|1.822e3 1 8.362| 17.066|799.703
2 9,875 49.778|1. 806e3 2 9.773 82.934 3. 886e3
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Table 3, entry 7

Cl '‘Bu

HPLC Conditions: Column: Chiralcel OD-H, Daicel Chemical Industries, Ltd.,
Eluent: Hexanes/IPA ( 90/10 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic Chiral
mAU ] 8 mAU ] 5
100—: o ] 5
80 - 80
il ©@ il
] < ]
60 N 60 |
i ] ©
40 40 2
4 o w
20 20
0 0+
T 7 I T 7] R T T T T T
0 2 4 6 8 10 min 0 2 4 8 10 mid
Peak RT Area % | Area Peak RT Area % | Area
# :min] ______________ # :m]'_nj 77777777777777
1 6. 256 49.880 1. 48le3 1 6. 308 12.719 404. 184
2 7.436) 50,120/ 1. 488e3 2 7.507| 87.281|2.774e3
Table 3, entry 8
(o] Cl
N =
'Bu

HPLC Conditions: Column: Chiralcel OD-H, Daicel Chemical Industries, Ltd.,
Eluent: Hexanes/IPA ( 97/3); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic Chiral
mAU J mAU |
1204 100
100 80-]
80 ]
3 60
60— © o)
b = 40 S
40 8 © ] w16
1 B ] 5 «
o 7 ) t A v /\
0F— 04 Py
(LB L NN B LRI L L LB B LA T [Ty rrjyrryreyprrrrprrorT
0 5 10 15 20 25mi 0 5 10 15 20 min
Peak RT Area % | Area Peak RT Area % | Area
# L e # [Hin] oo s

1 16. 106 50. 278 1. 226e3
2 19. 778| 49.722|1. 213e3

16. 337/ 8.645/260. 294
2 20.078| 91.355|2. 750e3



(0] (o]
Ph \/U\ N /\¢\©
I
4ke

HPLC Conditions: Column: Chiralpak AD-H, Daicel Chemical Industries, Ltd.,
Eluent: Hexanes/IPA ( 90/10 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic Chiral
mAU—; E E mAUE E
70 9= 500 2
0 400
50 ]
405 300—; %
307 200 =
g | .AL
E 100
10 ]
04 A Ly 04
0o 25 5 75 10 1amid 0 25 5 75 10 13mn
Peak RT Area % | Area Peak RT Area % | Area
# [min] |-———|——— # [min] |——|——
1 10. 474 50.366 1. 183e3 1 10. 468 74.063|8. 613e3
2 11. 553 49.634 1. 166e3 2 11. 553| 25.937|3. 016e3
0] Cl
Ph
Hymr
Br.
4le

HPLC Conditions: Column: Chiralpak AD-H, Daicel Chemical Industries, Ltd.,
Eluent: Hexanes/IPA ( 90/10 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic Chiral
mAU 3 mAU 3
e 600
150 ]
E 500
125 ]
E 400
100 ]
75 300—:
50 200
25 i
0 0]
o 25 5 785 o 25 5 75
Peak RT Area % | Area Peak RT Area % | Area

# (min] |[———|——— 2 [iif] || e e

1 10,1061 50.299]2.670e3 1 10. 055 76.440 9. 553e3

2 11. 211 49.701|2. 638e3 2 11.162| 23.560|2. 944e3
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0 cl
Ph\)LN =
Br

4me

HPLC Conditions: Column: Chiralpak AD-H, Daicel Chemical Industries, Ltd.,
Eluent: Hexanes/IPA ( 98/2 ); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic Chiral
mAU ; g mAU E 'é
100 P f S
] o 120+ )
80 100
60 80
i 60
40 3
] 40
A 20
o 01
0 1‘0 Zb (;0 mir] 0 1‘0 2‘0 3|O miry
Peak RT Area % @ Area Peak RT Area %  Area
# [min] |-————|——— # [min] |—————-
1 29. 867 49.893 4. 712e3 1 30.007| 72.828|6.034e3
2 31,995 50,107 4. 732e3 2 32, 182| 27.172)2.251e3
(@] Cl
Ph
Az
Ph
4ne

HPLC Conditions: Column: Chiralcel OD-H, Daicel Chemical Industries, Ltd.,
Eluent: Hexanes/IPA ( 85/15); Flow rate: 1.0 mL/min; Detection: UV 254 nm

Racemic Chiral
mAU 3 i mAU - 2
- (=] — (=]
30043 @ ] < &
i J el
25gi 250—E 2
200% 200—;
1503 8 150
fe: C\I |
100 = 100
50 50+
0 0
URRARE I I T Lo I
0 2‘5 5‘ 7‘5 1b 1‘3 Imim 0 5 10 15  min
Peak RT Area % | Area Peak RT Area % | Area
# [minl [==—ss|rsere # [min] |[———|———-
1 5.874| 49.269|4. 355e3 1 6.089| 33.464|4. 444e3
2 12.935 50.731)4. 484e3 2 13.232| 66.536 8.837e3
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NAME 1H

XPNC 464
PROCNO 1
Date_ 20130705
Time /.03
INSTRUM spect
PROBED 5 mm PADUL 13C
PULPROC zg30
TD 32768
SCLVENT CDC13
NS 16
\ DS 0
OO SwH 12019.230 Hz
FIDRES 0.366798 Hz
O ~Ph AQ 1.3631988 sec
! .
) 1.600 usec
(0] OT:U—,.M 6.50 usec
TE 300.0 K
L1 2.00000000 sec
3d TDO 1
======== CHANNEL fl ========
1H
12.60 usec
6553
400.1300201 MHz
EM
0
0.50 Hz
0
1.00

T T T T T T T T T T T T T T T T 1
Nmﬂ.om. .on.mh.ou.mw.ow.mn.o._.mA.oo.m _u_uB

8.0 5 60 55 5
IR ElCIE
rlel=lailcilolo] i ~llo -
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ppm

148.833

ly1-R-diPh-L

v

=

Zurrent Data Parameters

NAME 3p
ZHPNO 1171
SROCHD 1
F2 = Acquisition Paraneters
Date_ 20130705
Time 4,22
INSTRUM spect
AA0BHD 5 nm BBO BB-iH
BULPROG 251930
o 32768
SOLVENT Acetone
N5 ! 18
a5 0
SHH 36231.883 Hz
FIDAES 1.105709 Hz
Al 0.4522484 sec
A6 32768
OH 13.800 usec
OE 6.00 usec
TE 0.0 K
o 2.00000000 sec
dii 0.03000000 sec
MCREST 0.00000000 sec
MCHAK 0.01500000 sec
== CHANNEL f1
3P
11.40 usec
7.00 a8
SFO1 121.5023928 WHZ
=mzmz=== CHANNEL 2
CPOPAG2 waltzib
- NUC2 1H
PCPO2 B0.00 usec
PL2 2.50 d8
PL12 18.00 08
SFo2 3001321998 Mz
F2 - Processing paraneters
51 32768
SF 121.4947224 MHZ
HOW EM
558 a
LB 10.00 Hz
6B (]
PC 0.20.
10 HMR plot parameters
=] 23.00 cm
cY 8.00 cm
FiP 212160 ppm
Fi . 25776.30 Hz
Fap -86.058 ppm
F2 -10455.50 Hz
PPMCH 12.96583 ppm/cm

HICH 1575,29932 Hi/cm
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NAME 1H

EXPNO 462
PROCNO 1
Date_ 20130704
Time 11.44
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
D 32768
\ SOLVENT CDC13
(O : i
O “uPh DS 0
P—N SWH 12019.230
/e FIDRES 0.366798 F
o AQ 1.3631988 ¢
RG 203
DW 41.600
3h DE 6.50 U
TE 300.0 F
D1 2.00000000 s
TDO 1
======== CHANNEL f1l =====
NUC1 1H
Pl 12.60 ¢
SI 65536
SF 400.1300197 >
WDW EM
SSB 0
1B 0.50 F
GB 0
PC 1.00
h U w |
T T T T T T T T T T T T T T T 1
8.0 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 ppm
—|©O olm — ™ o —
oo ol|o o o o

1.41

.37
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. ly18H-L

Current Data Parameters

NAME 31p
™ ZXPNO 1170
. % SROCNO 1
Q o
a < 2 - Acquisition Parameters
T Date_ 20130705
Time 14.18
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG 291930
0 32768
SOLVENT Acetone
NS 7
s 0
SHH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.4522484 sec
a6 32768
.° w R oW 13.800 usec
O p { 0E 6.00 usec
O \ TE 0.0 K
.0 A B 2.00000000 sec
a11 0.03000000 sec
MCREST 0.00000000 sec
Wr MCHRK 0.01500000 sec
======== CHANNEL f{ ===
NUCT 3P
Pl 11.40 usec
Ly 7.00 o8
SFO1 121.5023828 MHz
======== CHANNEL f2 ========
CPOPRG2 waltz16
NuC2 1H
pCPD2 80.00 usec
PL2 2.50 a8
oL12 18.00 dB
SFO2 300.1321998 MHz
F2 - Processing parameters
{i ( SI 32768
i ! fL I | ! | SF 121.4947224 MHz
| i | i Iy I W L | f HOW EM
I | I | Ss8 0
L8 10.00 Hz
¢} 0
oC 0.20
10 NMR plot parameters
2% 23.00 cm
cy 8.00 cm
F1P 212.160 ppm
F1 25776.30 Hz
Fop -86.058 ppm
T T T e B e e e N B e e T e S S B S T L F2 -10455.59 Hz
ppa 150 0 -50 PPMCM 12.96599 ppm/cm

HZCM 1575.29932 Hz/cm
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Table 1, entry 11

8.0

T
7.5

T
7.0

6.5

g sle e

|

T

6.0

! T

55 50 45 40
g
o

w
n

6,98

ppm
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—171.37

Pt
10
ﬁ

§39.77

36.91

135.22

134.05

CY O € e [ 1 e WD O3 WD
W H WO W 0N ®ed
Gl O D WM
QVQV}QZ FaSIESN IS BN I\ Bk Bt
e v o e e el e e e e

//////f,/%\\\\\

—— 53,88
—42.04
—36.40
—32.49

NAME 1H
BAPHO 358
PROCNO 1
Date_ 20130408
Time 12.08
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
/Loﬁ ™ 32768
Ph = SOLVENT CDCL3
N P NS 126
Bu D3 0
SWH 25252.525
FIDRES 0.770646 F
AG 0.6488564 =
Table 1, entry 11 RG 203
DW 18.800 ¢
DE 5.50 ¢
TE 296.4 ®
Di 2.00000000 &
Dil (G.03000000 =
TRO 1
======== CHANNEL f£i =====
NUCE 13C
Pi 9.40 ¢
ST 327638
SF 130.6127587 ¥
WOW EM
SSB 0
LB 1.00 F
GB 0
PC 1.40
T T T T T T 1 T T T T 1
160 150 140 130 120 110 100 90 30 20 10 0 ppm
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Bu
Table 1, entry 12

ppm
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NAME 1H
EXPHNO 247
PROCNO 1
Date_ 20121215
Time 13.36
INSTRUM spect
PROBED 5 mm PADUL 13C
PULPROG zgpg30
Ph TD 32768
/(\ﬁ/Zx)/«“v/vr SOLVENT CDCL3
By NS 110
Ds 0
SWH 25252.525
Bu FIDRES 0.770646
Table 1, entry 12 WM o.mbmmWMw
oW 12.800
DE 6.50
TE 293.8
Di 2.00000400
Dil 5.03000000
TRO 1
======== CHANNEL £} =====
NUCY 13¢
Pl 9,40
ST 32768
SF 130.6127575
WOW BEM
558 g
1B 1.00
& 0
BC 1.40
:___ |
T T T T T T T T T T T 1
160 150 140 130 120 110 1060 90 30 20 10 0 ppm
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Bu oF

By

3

Table 2. entry 1

g g . TN |

I t I I I i t i ¥ 1 i i

_ T
75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 ppm
s
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TESSEESS

126.69

125.97
125.75

125.72

125.68
125.64
126.83

3

T7.55
77.23
76.91
53.45
42.07
36.01
34.12
32.48
31.08
126.8

NAME, 14
RRPRO 394
FROCNO 1
Date_ 20130667
Time 22.24
INSTRUM spect
PROBED 5 mm PADUL 13C
o PULPROG zgpg30
D 32768
ﬁ:/(\zx = SOLVENT CDol3
N NS 3609
oy DS 0
CF SWH Z5252.525
FIDRES 0.770646
Bu AQ 0.6488564
RG 203
Table 2. entry 1 Dw 12.800
DE 6.50
TE 300.0
Di 2.00000400
nil 5.03000000
TR0 1
======== CHANNEL f} =====
NUCL 13¢
Pl 9,40
ST 32768
SF 130.6127542
WOW |
558 0
LB 1.00
GB 0
2C 1.40
| L __
T T I i T T T T T T T T 1
180 170 160 150 140 130 120 110 100 90 30 20 0 ppm
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‘Bu
By Cl
Table 2, entry 2
; ® . :Lg 'Y S
T T T T T T T T T i T T T T T T
8.0 7.5 70 65 6.0 55 5.0 45 40 35 3.0 2.5 2.0 1.5 10 05 ppm

N
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‘Bu

‘Bu
Table 2, entry 2

i —__

77.55
77.23

76.91

~

53,50

O @

< o

o

o) oy
NAME 18
EXRPHNO 235
PROCNO 1
Date_ 20130221
Time 9,51
INSTRUM spect
PROBED 5 mm PADUL 13C
PULPROG zgpg30
TD 32768
SOLVENT CcDC13
NS 333
Ds 0
S5WH 25252.525
FIDRES 0.770640
AG 0.6488564
RG 203
DW 12.880
DE 6.50
TE 283.1
Di 2.00000080
Dil G.03000080
ToO 1
======== CHANNEL i =====
NUCL 13C
P1 9.40
51 32768
SF 150.6127528
Wik EM
558 g
LB 1.00
&) 0
2C 1.40

T T
190 180

T T T ¥
170 160 150 140 130 120 110 100 90

F

80

i i 1 1

1
36 20 10 O ppm
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Table 2, entry 3
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NAME 1H
BXPHO 289
FROCNO 1
Date_ 20130222
Time 13.1%
INSTRUM spect
PROBED 5 mm PARUL 13C
PULPROG zgpg30
o TD 32768
SOLVENT CDCL3
v:/&ﬁz NS 534
Ds 0
SWH 25252.525
FIDRES 0.770646
p AG 0.6488564
8u G 203
Table 2, entry 3 Dw 19.800
DE 5.50
TE 2893.5
Di 2.00000080
Dil (G.03000000
RO 1
======== CHANNEL £l =====
NUCL 13C
Pl 9.40
SI 327638
SF 150.6127530
WOW EM
558 9
LB 1.00
GB 0
2C 1.40
; T T T T T T 1
170 150 140 130 120 110 30 20 0 ppm
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By
Table 2, entry 4

Cl
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T
1.5

T
1.0
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0.5

ppm
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NAME 18
EXPHNO 270
PROCNO 1
Date_ 20130124
Time 9.407
INSTRUM spect
PROBED 5 mm PADUL 13C
PULPROG zgpg30
O Cl TD 32768
SOLVENT CDCl3
ﬁﬂ/(\mlz = NS 855
ns 0
‘Bu SWH 25252.525
FIDRES 0.770646
By AQ 0.6488564
RG 2032
Table 2, entry 4 DwW 1%.800
DE 5.50
TE 294.3
Di 2.00000080
Dil (G.03000000
TRO 1
======== CHANNEL i =====
NUCE 13C
Pl 9.40
SI 327638
SF 130.6127523
WOR EM
558 g
LB 1.00
GB 0
2C 1.40
T T T I i T T T T T T T T T T i T T T T }
190 180 170 160 150 140 130 120 1110 160 90 80 70 60 50 40 30 20 10 0 ppm
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Table 2, entry 5
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NAME 1H
EXPNO 369
PROCNO 1
Date_ 20130801
Time 9,16
INSTRUM spect
PROBED 5 mm PADUL 13C
PULPROG zgpg30
D 32768
/<\m/ Qhle SOLVENT CDC13
NS 1325
Ph N = oe 5
By SWH 25252.525
FIDRES 0.770646
AG 0.6488564
‘Bu RG 203
D 12.800
Tabk 2, entry § b 6 50
TE 300.0
Di 2.00000400
nil G.03000080
ToO 1
======== CHANNEL £l ====
NUCL 13C
PX 9.40
SE 327638
SF 130.6127483
WEW EM
558 g
LB 1.00
GB 0
2C 1.40
T T T I I T T T T T T T T T T i T T T T 1
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Table 2. entry €
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NAME 1H
EXPNO 391
PROCNO 1
Date_ 20130604
Time 5.40
INSTRUM spect
PROBED 5 mm PADUL 13C
PULPROG zgpg30
D 32768
o] GBn SOLVENT CDC13
NS 227
?3/{\b/2 P D 0
By SWE 25252.525
FIDRES 0.770640
AL 0.6488564
By RG 203
Table 2. entry 6 ww pwmwmm
TE 300.0
D1 2.00000080
Dil G.03000080
TRO 1
======== CHANNEL i =====
NUCE 13C
Pi 9.40
51 327638
5F 130.6127505
WW EM
558 g
LB 1.00
B 0
2C 1.40
T T T I i T T T T T T T T T T i T T T T 1
190 180 170 160 150 140 130 120 1110 160 90 80 70 60 50 40 30 20 10 0 ppm
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NAME 1H
EXPHNO 273
PROCNO 1
Date_ 201301246
Time 8,43
INSTRUM spect
PROBED 5 mm PADUL 13C
PULPROG zgpg30
o o TD 32768
r SOLVENT CoDel3
NS 202
t:/(\m/z = e 5
=1 SWH Z5252.525
FIDRES 0.770646
AL 0.6488564
Bu RG 203
Tabie 2. entry 7 ww wawmm
TE 284.1
Di 2.00000080
Dil G.03000000
TRO 1
======== CHANNEL £} ====
NUCL 13¢
Pl 9,40
ST 32768
SF 130.6127541
WOW BEM
558 g
LB 1.00
B 0
2C 1.40
T T T T T T T T T T T T T T T I T T T T 1
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Tabie 2, entry 8
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139.33
36,04
35.45

131.95
29.73

128.53

127.64

126.75

126.20

126.07

1
i

149,77
143,03

o) 00
(e B I e B

TEEESENN=

[SRIRSS
o

o}
u:x(\hfz &

‘Bu

Bu
Tabie 2, entry 8

i

125.88
125,51

™
=
—
o
NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBED
FULPROG
T
SOLVENT
NS

s

SWH
FIDRES
AQ

RG

Dw

DE

— 53,87
32.47
—19.,95

-

1H
262

1
20130119

4.5%

spect

5 mm PADUL 13C
zgpg30

32768

CDnC13

253

o

25252.525
0.770646
0.6488564

203

12.800

6.50

293.9
2.00000080
5.03000000

32768
150.6127553
EM

0

1.00

0

1.40

T
190

I t t 1 i

T _ T ¥
180 170 160 150 140 130 120 110 100

I F i ] 1 P i i

90 80 70 60 50 40 30 20

1
10 0 ppm
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Table 2,entry 9
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NAME 1H
EXPNO 281
PROCNO 1
Date_ 20130201
Time .39
INSTRUM spect
PROBED 5 mm PADUL 13C
PULPROG zgpg30
0 Q D 32768
SOLVENT CDC13
Ef&ﬁz = NS 378
: _ﬁ_w Ds 0
Bu SWH 25252.525
FIDRES 0.770646
Bu A 0.6488564
RG 203
Table 2, entry 9 DwW 12.800
DE 6.50
TE 292.38
D1 2.00000400
Dil G.03000080
TRO 1
======== CHANNEL i =====
NUCE 13C
Pl 9.40
ST 327638
SF 130.6127534
WOW EM
558 g
LB 1.00
GB 0
2C 1.40
- L L —— 1| —
T T T T T T T T T 1 T T T T T T T 1
190 180 170 160 150 140 130 120 110 100 90 80 40 30 20 10 0 ppm
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NAME

EXPNO z
PROCNC
Date 20130¢
Time g.
INSTRUM spPe
PROBHD 5 mm PADUL 3
PULPROG e
D 327
SOLVENT SinlN
o NS
DS
w:/Lﬁz\/\ SWH 12019.%
By FIDRES 0.36a¢”
AO 1.3631¢
. RG i
Bu DW 41.¢
Dk 6.
Table 2, entry 10 - sg¢
D1 2.00000¢C
0O
=mmmmm== CHANNEL f1 =
HNUCL
Pl iz,
SI 65¢
SF 400.130803
WDW
SSB
B 0.
GB
PC 1
g h ~ ; ._r S u
T T T T T T T T T T T T T T T T T ]
8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 ppm
Bes s E e | 3l
| - [~3 L g | oo | g [ ] <o) =3
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NAME 1H
EXPRO 353
PROCNO 1
Date_ 20130487
Time 8,15
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 32768
/(\MW, SOLVENT Dol
Ph P NS 281
N DS 0
Bu SWH 25252.525
FIDRES 0.770646
A 0.6488564
Bu RG 203
DWW 19.800
Table 2, entry 10 DE 6.50
TE 296.3
Di 2.00000400
Dil (G.03000000
TRO 1
======== CHANNEL f£i =====
NUCE 13C
P1 9.40
ST 327638
SF 130.6127510
WDW EM
SSB 0
1B 1.00
& 0
‘ 2C 1.40
T T T T T T T T T 1 T T T T T T T T T T 1
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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NAME 1H
BRPHO 295
PROCNO 1
Date 20130226
Time g.32
INSTRUM spect
PROBHD 5 mm PADUL 13C
o PULPROG zgpg30
D 32768
p \\//\Lk, o SOLVENT CDC13
f N NS 253
Bu DS 0
SWH 25252.525
" FIDRES 0.770646
Bu AG 0.6488564
RG 203
Table 3, entry 1 Du 19.890
DE 6.50
TE 294.38
DI 2.80000400
Dil G.03000080
RO 1
======== CHANNEL f£i =====
NUCE 13C
Pl 9.40
SI 327638
SF 130.6127536
Wi EM
SSB 0
LB 1.00
GB 0
20 1.40
T T T T T 1 T T 1
150 140 130 120 110 1060 90 30 0 ppm
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Table 3,entry 2
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NAME 1H
EXPNO 298
PROCNO 1
Date_ 20130301
Time 10.53
INSTRUM spect
PROBED 5 mm PADUL 13C
PULPROG zgpg30
8] Ci D 32768
SOLVENT CcDC13
Ur\{ﬁz F NS 265
wm ns 0
Y SWH 25252.525
FIDRES 0.770640
By AG 0.6488564
RG 203
DY 12.800
Table 3, entry 2 DE 6,50
TE 285.7
DI 2.00000080
Dil G.03000000
TRO 1
======== CHANNEL £l ====
NUC3 13¢
Pl 9,40
ST 32768
SF 130.6127525
Wik BEM
558 g
LB 1.00
&) 0
2C 1.40
AN
T T T T T T T T T T T T T T T T T T T 1
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 30 20 10 0 ppm
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NAME 18
EAPHO 304
PROCNO 1
Date_ 20130304
Time 13.47
INSTRUM spect
PROBED 5 mm PADUL 13¢
o] cl PULPROG zgpg30
PS P Bo 32768
Ph™ N SOLVENT Coels
'Bu NS 2390
DS 0
SWH 25252.525
Bu FIDRES 0.770646
A 0.6488564
Table 3, entry 3 jale) 203
DW 19.800
DE 6.50
TE 2947
D1 2.00000000
D31 G.03000000
LG 1
======== CHANNEL ] =====
NUCT 130
Pl 9.40
ST 32768
sF 100.6127528
WOW EM
53SB 0
1B 1.00
& 0
BC 1.40
e L A . b
T T ; T 7 T T T T 7 T ; q T T 7 T T T T 1
180 180 170 160 150 140 130 120 110 100 9 80 70 60 50 40 30 20 10 0 ppm
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Table 3, entry 4
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NAME. 1H
BXPHO 350
FROCNO 1
Date_ 20130403
Time .21
INSTRUM spect
PROBED 5 mm PADUL 13C
PULPROG zgpg30
D 32768
o cl SOLVENT Dol
o - NS 106
] N DS 0
N Bis SWH 25252.525 F
FIDRES 0.770646 F
ACG 0.6488564 =
Bu RG 203
Table 3, entry 4 ww G%mm w
TE 296.2 ®
Di 2.800000000 &
Dil G.03000000 =
s 1
======== CHANNEL £] =====
NUCI 13C
P 9.40 ¢
ST 327638
SF 1560.6127536 W
WO EM
S8R 0
1B 1.00 E
CB 0
PC 1.40
; T T T T T T T T T T T T T T T T T T T 1
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Table 3, entry 5
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NAME 1H
EXPHNO 414
PROCNO 1
Date_ 20130812
Time 8,16
INSTRUM spect
PROBED 5 mm PADUL 13C
PULPROG zgpg30
O cl ™ 32768
P SOLVENT CDCl3
N NS 69
'Bu Ds 0
SWH 25252.525
FIDRES 0.770646
By B 0.6488564
Table 3, entry 5 Wm 19. mwm
DE 6.50
TE 300.0
Di 2.00000080
D1l G.03000000
TRO 1
======== CHANNEL i =====
NUCT 13C
Pi 9,40
ST 32768
SF 130.6127517
WHW EM
558 a
LB 1.00
GB 0
PC 1.40
T T T T T T T T T T T T T T T I T T T T 1
190 180 170 160 150 140 130 120 1110 160 90 80 70 60 50 40 30 20 10 0 ppm
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Table 3, enfry 6
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8.0 7.5 7.0 6.5 6.0 55 5.0 45 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 ppm
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NAME 1H
EXPNO 448
PROCHNO 1
Date 20130625
Time T.10
INSTRUM spect
PROBED 5 mm PADUL 13C
BPULPROG zgpg30
. TC 32768
SOLVENT CDCl3
9 ¢l NS 156
e ns 0
N SWH 25252525
By FIDRES 0.770646
AQ D.6488564
RG 203
Bu DW 19,800
Table 3, entry 6 DE §.50
TE 300.0
Di 2.00000000
Dil 0.03000080
TGO 1
s CHANNEL 1 e
NUCl 13¢
Pi .40
T 32768
SF 100.6127531
WOW EM
588 0
LB 1.80
5B 0
¥C 1.40
7 T T T T T T T T T T T ; T T T T 1
190 180 170 160 150 140 130 120 110 100 90 80 40 30 20 10 0 ppm
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Table 3, entry 7
A ] T ™ } w
T T I T T I i T I T T T T i T T T
80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 ppm
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NAME 1H
EXPNO 436
PROCNO 1
Date_ 20130621
Time 8,32
INSTRUM spect
PROBED 5 mm PADUL 13C
PULPROG zgpg30
o] Cl D 32768
SOLVENT CDel3
N & NS 248
4 Ds 0
cl Bu SWH 25252.525
FIDRES 0.770646
ty, xe 0.6488564
RG 203
Table 3,entry 7 DwW 12.800
DE 6.50
TE 300.0
D1 2.80000400
Dil G.03000000
TRO 1
======== CHANNEL i =====
NUCE 13C
Pl 9.40
ST 327638
SF 130.6127507
Wik EM
558 g
LB 1.00
GB 0
2C 1.40
. ] :%__, e
T T T T T T T T T 1 T T T T T T T T T 1
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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NAME 1H
EXPHNO 4546
PROCNO 1
Date_ 20130628
Time 6,28
INSTRUM spect
PROBED 5 mm PADUL 13C
PULPROG zgpg30
o Ci D 32768
SOLVENT CDCl3
N e 246
¢ ns 0
Bu SWH 25252.525
FIDRES 0.770646
By AL 0.6488564
RG 203
Tabk 3,entry § Dw 19.800
DE 6.50
TE 300.0
Di 2.00000080
D1l G.03000000
TRO 1
======== CHANNEL £} =====
NUCE 13C
P1 9.40
ST 327638
SF 150.6127510
Wik EM
558 g
LB 1.00
B 0
2C 1.40
FI - s it Ay U D oot P ,&4,.!_! M o » o
T T T T T T T T T T T T T T T I T T T T
190 180 170 160 150 140 130 120 1110 160 90 80 70 60 50 40 30 20 10 0 ppm
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NAME 1H
EXPHNO 314
PROCNO 1
Date_ 20130308%
Time 11.54
INSTRUM spect
PROBED 5 mm PADUL 13C
PULPROG zgpg30
8} fod] D 32768
SOLVENT cpel3
EM/\Fz # NS 114
ns 0
! sWH 25252525
FIDRES 0.770646
AG 0.6488564
RG 2032
Ake Dw 19.800
DE 5.50
TE Z85.9
Di 2.00000080
Dil (G.03000000
TRO 1
======== (CHANNEL il =====
NUCE 13C
P: 9.40
ST 32768
SF 130.6127564
W EM
S55B a
1B 1.00
GB 0
— PC 1.40
T T T I I T T T T T T T T T T i T T T T 1
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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NAME 1H
BRPNO 311
PROCNO 1
Date_ 20130308
Time 9.40
INSTRUM spect
PROBED 5 mm PADUL 13C
o el PULPROG zgpg30
D 32768
ns:<\M/z P SOLVENT cpols
NS 147
Br Ds 0
SWH 25252.525
FIDRES 0.770646
AQ 0.6488564
RG 203
de DW 19.850
DE 6.50
TE 295.8
Di 2.00000000
Dil (G.03000000
RO 1
======== CHANNEL £} =====
NUCE 13C
Pl .40
ST 32768
SF 160.6127572
Woy EM
SSH g
1B 1.00
GB 0
PC 1.40
7 T T T ; T T T T T T T T T T ; T T T T 1
190 180 170 160 150 140 130 120 110 1060 90 80 70 60 50 40 30 20 10 0 ppm
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EXPNG 323
PROCNG 1
Date_ 20130314
Time 10.00
INSTRUM spect
PROBHD Y mm PADUL 13C
PULPROG zgpg30
TD 32768
SOLVENT [staton )
NS 122
DS d
o ¢l S 25252.525 Hz
_ur/\c/ P FIGDRES 0.770646 Hz
N 29 0.6488564 sec
Br RG 203
DW 19,800 usec
DE 6.50 usec %
1% 295.8 K 2]
4me Dl 2.00000000 sec
D1l 0.03000000 sec
o 1
s=s==me=e CHANNEL {1 ss=ss==-
Nucl 13C
Pl .40 usec
5T 32768
5F 100.6127533 MHz
WDW EM
558 0
1B 1.00 EHz
GB 0
PC 1.40

H I t t i 1 1

T _ ¥ T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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NAME 1H
EXPNO 342
PROCNO 1
Date_ 20130330
Time 2.51
INSTRUM spect
PROBED 5 mm PADUL 13C
PULPROG zgpg30
D 32768
a o mmwiwze Qumww
mus/\:/ = DS 0
N SWH 25252.525
Ph FIDRES 0.770640
AG 0.6488564
RG 203
D 12.800
DE 6.50
4ne TE 285.9
DI 2.80000400
Dil G.03000080
ToO 1
======== CHANNEL £l =====
NUCE 13C
P: 9,40
SE 32768
SF 130.6127524
WEW EM
558 0
LB 1.00
GB 0
PC 1.40
i I
i T T T T T T T T T 1
150 140 130 120 110 100 90 30 20 10 0 ppm
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