Determination of enantiomeric excess of epoxide of 12 by HPLC

Table 1, entry 4 HPLC Conditions
Column: Chiralcel OD (Lot No. ODO0CE-AH045)
O Ph Solvents: n-hexane/IPA (90.0/10.0)
Flow rate: 1.0 mL/min
Ph Detection: UV 254nm
MWD1 B, Sig=254,76 Ref=360,100 (MENRAC D)
| mAU]
500 Racemic
400 2
N~
w
| 300 {\ 3
P
! 200 : | o o o ji f\
i 100 2oy i
o~ [\l '
ki . " A, J A \
0 25 5 75 10 12.5 min
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] B
—mm oo R EEEEE | == e R R !
1 2.781 Vv 0.2769 380.88389  17.03100 4.7548
| 2 3.676 VvV 0.2193 373.82172 22.56270C 4.6665
3 4.290 vv 0.1433 334.00885 32.12846 4.1696
4 4.467 VvV 0.1499 329.70874 30.56289 4.1159
5 4.928 Vv 0.1511 283.40952  25.86290  3.5379
6 5.775 Vv 0.1504 3155.3379% 316.34717 39.3967 €——
7 8.534 vv 0.2478 3152.89087 1938 00575 3¢9.3537
Totals : 8010.68757 643.50087
g MWDT B, Sig=254,16 Ref=360,100 (MENM-4-131.0)
‘ mAU 3 . Q
E Chiral b
1750 = A
1500 - A I
1250 1 ’i »
1000 - ‘ &
: ®
750 3 | <
500 = % _ \ A
250 4 % g | I
b ﬁ‘? YO J
0 it e ‘ - ;
0 25 5 75 10 12,5 min
Peak RetTime Type Width Area Height Area
Po# [min] [min] [mAU*s3] [mAU] 3

1 3.050 vv 0.0708 986.33673 210.03309 2

2 3.134 vv 0.0876 730.85%55 11%.01545 1

3 4.881 vB 0.1274 272.77127 31.9888¢ 0. 3

4 5.672. BV 0.1974 2.28587=24 1834.47424 &0. S 44—

5 8.325 Vv 0.2890 1.26555e4 674.05310 33.7442 44—
Totals : 3.75042e4 286°.58178
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Determination of enantiomeric excess of epoxide of 12 by HPLC

Table 1, entry 5

O

Ph

Ph

HPLC Conditions

Column: Chiralcel OD (Lot No. ODO0OCE-JH192)

Solvents: n-hexane/IPA (90.0/10.0)
Flow rate: 1.0 mL/min
Detection: UV 254nm

MWD1 A, Sig=254,4 Ref=550,100 of Z50A D
mAU ]
250 3 Racemic
f
200 S
150 -
1oo—f
] &
50": ;
] A x : ,
0= 1 N T T T 7 "
25 5 75 10 125 min
Peak RT Type Width Area Height
* [min] [min] [mAU*s] [mAU]
<= m] e P e R <o mmm oo
1 6.122 BB 0.201 264.31732 18.77988
2 7.002 BB 0.210 3700.78589 262.00616
3 10.596 BB 0.347 3698.22266 157.02022
Totals 7663.32568 437.80627
MWD1 A, Sig=254,4 Ref=560,100 of Z59.D
mAU 3 . 2
E Chiral
350 =
300
250 -
200 — 2
150 - S
100 - I
50 °
0- T wi'i‘l 'll"'T’| T T
25 5 7.5 10 125 15 min
Peak RT Type wWidth Area Height
# [min] [min] [mAU*s] [mAU]
=D Dt e
1 6.094 BR 0.174 161.13721 13.68364
2 6.980 BB 0.209 5685.39258 404 .00726
3 10.365 BB 0.338 2293.18726 100.34383
Totals 8139.71680 518.03473
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Determination of enantiomeric excess of epoxide of 12 by HPLC

Table 2, entry 1
O Ph

Ph

HPLC Conditions

Column: Chiralcel OD (Lot No. ODO0CE-JK036)
Solvents: n-hexane/IPA (90.0/10.0)

Flow rate: 1.0 mL/min
Detection: UV 254nm

MWD?1 A, Sig=254,4 Ref=550,100 of JUNE28.D.
mAU ] >
2 Racemic & §
0 =
2
_4_:
] ©
-6 : 3
A <
8‘:'\""’“‘"""" Y . |
o 25 5 15 10 125 min
Peak RT Type Width Area Height
| # [min] | {min] [(mAU*s] [mAU]
Sl Bl el Bl il ettt |-------mmm- I
1 4.636 \'AY 0.193 -13.55257 9.80176e-1
2 8.447 BV 0.294 222.53619 11.26474
3 11.390 BV 0.337 224.05283 8.11261
Totals 460.14160 20.35753
MWD1 A, Sig=254,4 Ref=550,100 of M3-35A.D
mAU j
500 Chiral &
4oo-f ©
] 3
300 pas
200@
] 2
100 5 o M
] © « N~
0__: ,v‘l [T l \ © I : .
0 25 5 T s "0 125 min
Peak RT Type width Area Height
# [min] [min] [(mAU*s] [mAU]
P ot R D e Pl E e
1 4.623 VWV 0.252 16.50654  8.69882e-1
2 5.198 AAY 0.266 23.31474 1.12430
3 6.718 vV 0.294 36.00965 1.58422
4 7.475 vV 0.256 1110.93359 64.35889
5 8.445 AYAY 0.303 11395.34766 556.81451
6 11.306 BV 0.436 8318.43164 280.66083
Totals 20900.54297 905.41266
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Determination of enantiomeric excess of epoxide of 12 by HPLC

49.4376
50.5624

74 .8865
25.1135

Table 2, entry 6 HPLC Conditions
Column: Chiralcel OD (Lot No. ODOOCE-JK036)
O Ph Solvents: n-hexane/IPA (90.0/10.0)
Flow rate: 1.0 mL/min
Ph Detection: UV 254nm
MWD1 A, Sig=254,4 Ref=550,100 of MJUNE16.D
mAU J >
] Racemic
60 e 3
] &
50 - =)
-
30 -
20 -
104
04 .
0 25 5 ] 7!5 ' 10 125 gl.g
Peak RT Type Width Area Height
# [min] [min] (mAU*s] [mAU]
B e B Bl R
1 7.091 BB 0.242 1241.73389 75.41746
2 10.259 BB 0.369 1269.98535 49.54792
Totals 2511.71924 124.96538
MWD1 A, Sig=254,4 Ref=550,100 of M3-17.D
mAU ] ‘ ) o
] ~ Chiral n
800 - T
600 -
400 | 3
] =)
200 /\
0 , : . : .
o Tas s 75 10 125 i
Peak RT Type Width Area Height
| # [min] [min] [(mMAU*s] [mAU]
1 7.070 BB 0.254 17591.93359 1012.28772
2 10.381 BB 0.400 5899.53467 212.92455
Totals 23491.46875
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Determination of enantiomeric excess of epoxide of 12 by HPLC

Table 2, entry 7
O Ph

Ph

HPLC Conditions

Column: Chiralcel OD (Lot No. ODOOCE-JK036)
Solvents: n-hexane/IPA (90.0/10.0)

Flow rate: 1.0 mL/min
Detection: UV 254nm

MWD1 A, Sig=254,4 Ref=550,100 of Z5260.D
mAU 2
1 Racemic
1 3
300 ®
] e
200 '
100 -
0
- T T T T T T T I T jT ]
2 4 B 6 8 10 12 min
Peak RT Type Width Area Height
# [min] [min] [mAU*s] [mAU]
1 6.918 BB 0.212 6522.30908 458.83734
2 10.186 BB 0.347 6472.97510 276.22931
Totals 12995.28418 "735.06665
MWD1 A, Sig=254,4 Ref=550,100 of Z5261.D
mAU 7 . é
1200 _ Chlral 9
1000
] [}
800 -] g
] (=}
600 - =
400
200 - 'g
0 e
' 2 4 6 8 10 i
Peak RT Type width Area Height
# [min] [min] [mMAU*s] [ [mAU] |
I 1 6.087 BV 0.188 396.82706 30.87566
2 6.884 VB 0.221 20869.51367 1405.19897
3 10.043 BB 0.376 15429.21387 600.37433
Totals 36695.55469 2036.44897
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Determination of enantiomeric excess of epoxide of 12 by HPLC

Table 2, entry 9 HPLC Conditions ,
Column: Chiralcel OD (Lot No. ODO0CE-JK036)
O Ph Solvents: n-hexane/IPA (90.0/10.0)
Flow rate: 1.0 mL/min
g Detection: UV 254nm
MWDT A, Sigea54,4 Ref»850,100 of 25120.0

mAU 7 _' '

300 - Racemic

250 3

200 =

150

100 4

50_
04 — ’ e S A

0 25 5 _ 75 o 125 mn
" Peak RT ™7 Type Width “Area " . "Height
| # [min] [min] [mAU*g] [mAU]

1 ' 6.994 PV 0.209 4483.89746 " 320.99002

2 11.019 BB 0.373 4563.34521 181.19394
Totals 9047.24219  502.18396

MWD A, Sign284, 4 Refw550,100 of Z5121.D
mAU %
" 700 Chiral 5
600 -
500 -
400 -
300 - 8
200 3 =
o N
o- T v T : T T I " ! v M j M Y
0 28 & .. _.15 0 128 miy
" Peak RT'"“MM”Type “Width " Area Height
| # | - [min] [min] [mAU*g] (mAU]
1 6.997 BB 0.217 11119.41504 762.03595
2 11.063 BBA 0.366 3399.14697 137.55124
Totals : 14518.56250... 899.58716
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Determination of enantiomeric excess of epoxide of 12 by HPLC

Table 2, entry 10 HPLC Conditions
Column: Chiralcel OD (Lot No. ODOOCE-JK036)
Q. Ph Solvents: n-hexane/IPA (90.0/10.0)
PH Flow rate: 1.0 mL/min

Detection: UV 254nm

MWD1 A, Sig=254,4 Ref=550,100 of Z6280.D
mAU
40 Racemic S
] ~
: E
30
20
10 .
L 6 8 10 12 min
Peak RT Type width Area Height L Aroea
# [min] [min] [mAU*s] feaol | :
S [ e R il iabell el Sl
| 1 6.948 BB 0.252 787.11218 46.66928 49.6830
2 10.721 BB 0.420 797.15613 28.71158 50.3170
Totals 1584.26831 75.38086
MWD1 A, Sig=254,4 Ref=550,100 of Z6281.D
mAU ] A
3 Chiral
400 4
300
200
] 8
100 4 8 >
] w
0 L } . . /\ .
3 2 4 ' 8 10 12 mi
Peak RT Type Width Area Height Area
| # ! [min] {min] [mAU*s] [mAU] %
1 5.986 BV 0.208 272.55548 19.64817 - 2.4658
2 6.771 PB 0.250 8835.91406 526.42877 79.9380 44—
3 9.196 BB 0.368 1944 .98523 77.78242 17.5962 +——
Totals 11053.45508 623.85937
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Determination of enantiomeric excess of epoxide of 12 by HPLC

Table 3, entry 1 HPLC Conditions
Column: Chiralcel OD (Lot No. OD0O0CE-JK036)
O Ph Solvents: n-hexane/IPA (90.0/10.0)
Flow rate: 1.0 mL/min
Ph Detection: UV 263nm
MWD1 B, Sig=263,4 Ref=550,100 of MEII6DEC002.D
mAU 3 2
200 Racemic
175 4 3
3 N
150 4 =
125 3
100 -
75 -
1 T
50 3 0 by
wn
0— 1 $ T 1
0 25 s 745 10 125 mie
i Area
Peak RT Type width Area Height
{min] [min] [mAU*s] [mAU] | % |
I_'_;__l—_—;:.llS BV 1.058 "499.33588 6.49580 5.0345
2 6.614 A\'AY 0.294 487.11835 25.41404 4.9113
3 7.633 VB 0.315 4492.08838 222.45544 45.2909 «&—
4 11.295 BB 0.510 4439.75146 135.33473 44,7633 +—
Totals : 9918.29395 389.70001
MWD1 B, Sig=263,4 Ref=550,100 of MEIMI6DEC000.D
mAU ] ]
] Chiral '
250
200’“:
150
] ()
100 &
] 8 b
. 504 g
0_: i} . 4J\{ r .
!""F""I'."'I"“'l""l‘ "
0 25 5 75 10 125 min
Peak RT Type width Area Height Area
# [min] [min] [mAU*s] {mAU] %
B S s | -=-e-- Pl Bt ts | <=ommooe- |
1 6.602 BV 0.274 498.92612 27.80923 5.5811
2 7.623 PB 0.312 6313.84180 316.19345 70.6284
3 11.343 BB 0.501 2126 .75977 65.19128 23.7905 44—
Totals 8939.52734 409.19397
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Determination of enantiomeric excess of epoxide of 13 by HPLC

Table 3, entry 2
HsC O Ph

Ph

HPLC Conditions

Column: Chiralcel OD (Lot No. OD0O0CE-JK036)
Solvents: n-hexane/IPA (90.0/10.0)

Flow rate: 1.0 mL/min
Detection: UV 254nm

MWD1 A, Sig=254,4 Ref=550,100 of MEI\24NOV000.D
mAU ? .
] Racemic
400
300 — 8 ’
200 "
100 — J
0 :
0 25 5 75 10 125 min
Peak RT Type width Area Height
# [min] [min] [mAU*g] [mAU] |
1 6.080 BV 0.246 7548.02686 474 .27679
2 11.995 BB 0.530 7372.42969 215.45961
Totals 14920.45703 689.73639
MWD1 A, Sig=254,4 Ref=550,100 of MEI24NOV001.D T
AU Chiral 8
400 ira 3
350
300
250
200
150 — g
100 Q o
0 E L r /A\ .
0 2{5 I é 7!5 1'0 12’.5 min
Peak RT Type width Area Height
# [min] [min] [mAU*s] [mAU]
1 4.608 BV 0.314 416.40900 17.89818
2 6.075 AAY 0.255 7311.88867 441 .48743
3 12.074 BB 0.523 2403.60547 70.30433
Totals 10131.90332 529.68994
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Determination of enantiomeric excess of epoxide of 13 by HPLC

50.5884
49.4116

75.6771
24.3229

Table 3, entry 3 HPLC Conditions
Column: Chiralcel OD (Lot No. ODO0OCE-JK036)
HsC O Ph Solvents: n-hexane/IPA (90.0/10.0)
Flow rate: 1.0 mL/min
Ph Detection: UV 254nm
MWD1 A, Sig=254,4 Ref=550,100 of ME\24NOV000.D
mAU ]
1 Racemic
400 -
300 g
200 — N
- 100 —
0 - T
T T 4 T T T T T T T
___ 0 25 5 75 10 125 mi
Peak RT Type Width Area Height
# (min] [min] [MAU*s] [mAU]
|____ ______________________________________________
1 6.080 BV 0.246 7548.02686 474 .27679
2 11.995 BB 0.530 7372.42969 215.45961
Totals : 14920.45703 689.73639
MWD1 A, Sig=254,4 Ref=550,100 of MEI\24NOVO002.D
mAU . 8
] Chiral ;
200 -
150 —
100 <
5 g
50 o
0- - l ,/\ .
0 25 5 75 1{(‘_)_ 125 ms
Peak RT Type Width Area Height
# [min] [min] [mMAU*s] [mAU]
]____ ______________________________________________
1 6.086 bv 0.254 4024 .51294 245.19695
2 12.484 BB 0.529 1293.49536 37.16623
Totals 5318.00830 282.36316
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Determination of enantiomeric excess of epoxide of 13 by HPLC

Table 3, entry 4 HPLC Conditions
Column: Chiralcel OD (Lot No. ODO0CE-JK036)
HsC O Ph Solvents: n-hexane/IPA (90.0/10.0)
>Ly Flow rate: 1.0 mL/min
Ph Detection: UV 254nm
MWD1 A, Sig=254,4 Ref=550,100 of MERRAC00002.D
AU 7 . N
Tsoo—: Racemic &
1400
1200
~
1000 - ] 3
800 =
A
600 -] \ “' "'\\
400 ' \
200 \ I’ A
0+ : - o .
T T T T T T : T I T T T T 1 T T T T T T T T i T 4 T H T
0 25 5 75 10 12,5 min
Peak RT Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
R et T B P oo
1 6.024 BV 0.262 29230.96680 1727 .85425 50.8136
2 ‘11.937 BR 0.593 28294 .88867 735.85498 49.1864
Totals : 57525.85547 2463 .70923
MWD1 A, Sig=254,4 Ref=550,100 of MEN DEC0000.D
mAU 1 . >
700 4 Chiral
6004
500 -
400
300 !
E | ©
200 - I 3
A =
0 / \ o ,
1 T T T T T
| 0 25 5 75 10 12,5 min
Peak RT Type width Area Height Arfa
# [min] [min] (mAU*s] (mAU] A %
l—_]—.—lv——é.034 l BV 0.256 12407 .69531 751.58984 79.472%
2 12.096 BR 0.524 3203.90967 95.28791 20.5272¢
Totals 15611.60547 846.87775
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Determination of enantiomeric excess of epoxide of 14 by HPLC

Table 3, entry S HPLC Conditions

Column: Chiralcel OD (Lot No. OD00CE-JK036)
Ph O Ph Solvents: n-hexane/IPA (90.0/10.0)
Flow rate: 1.0 mL/min

Ph Detection: UV 254nm
MWD A, Sig=254,4 Ref=550,100 of MEN DEC0006.D
mAU ] F
E Racemic i
600
500 ~
] 8
400 } e
300
] o
200 \ 3 8
100 - c | e n
< \ N
0 ] L < LlJ \M \\ : /\\\ : L /
0 2!7577 5 75 10 125 __min
Peak RT Type Width Area Height
# [min] [min] [mAU*s] [mAU]
R REEer -ooe-- oooee- ool RS |
1 4.419 PV 0.388 61.13882 2.10409
2 5.748 BV 0.245 11372.08691 720.48462
3 6.634 \AY 0.272 1628.90295 93.72545
4 7.962 \AYS 0.334 2428 .44556 112.79986
5 11.657 BB 0.576 11502.07129 310.93521
Totals : 26992 .64648 1240.04919
MWDO1 A, Sig=254,4 Ref=550,100 of MEN DEC0008.0
5 o
mAY Chiral _
700
600
soog
400 5
300 -
] o R
= I @ ©
. 33 e | AN
E 0 25 5 75 10 125 mi
Peak RT Type Width Area Height
# [min] [min] [mAU*s] [mAU]
D PR P oom R e B |
1 4.415 PV 0.379 68.86162 2.45502
2 4.885 \AY 0.218 239.64899 16.61662
3 5.732 \AY 0.246 13084 .69824 829.44830
4 6.620 \YAY 0.286 390.24741 20.90193
5 7.970 \AY 0.339 1689.47485 77.48895
6 11.764 BB 0.551 3954 .44751 111.66781
Totals : 19427.37891 1058.57861
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Determination of enantiomeric excess of epoxide of 14 by HPLC

Table 3, entry 6

Ph O Ph

Ph

HPLC

Conditions

Column: Chiralcel OD (Lot No. ODO0CE-JK036)
Solvents: n-hexane/IPA (90.0/1 0.0)
Flow rate: 1.0 mL/min
Detection: UV 254nm

MWD1 A, Sig=254,4 Ref=550,100 of MENTDEC0006.D
AU 1 . {
™ 3 Racemic i
600
500 4
] B
300 - E A
200 3 g \
100 - s © /'\\ \
1 < / ! N,
0 f t < T L \\\‘/\.\ t - T L ’.. \
0 25 s 75 10 125 mi
Peak RT Type Width Area Height Area
# (min] [min] [mAU*s] (mAU] %
e oo e o TS oo |
1 4.419 PV 0.388 £61.13882 2.10409 0.2265
2 5.748 BV 0.245 11372.08691 720.48462 42.1303 <
3 6.634 vV 0.272 1628.90295 93.72545 6.0346
4 7.962 \AY 0.334 2428.44556 112.79986 8.9967
5 11.657 BB 0.576 11502.07129 310.93521 42.6119 <
Totals 26992 .64648 1240.04919
MWD A, Sig=254,4 Ref=550,100 of MEN DEC0007.D
3 ~
o Chiral b
i
800 — J i!
600 ; ‘g
% 400 - 0
% g 2 g
{ 3 i3 =
o 3 8 J k; /“ =
. < < N
0 : t t t t— T L T
T T T I T T T i f T T T " T
\ 0 25 5 7.5 _ 10 125 min
Peak RT Type wWidth Area Height Area
# [min] [min] [mAU*s] (mAU] %
<o oo === e | -=- - Rt <m oo | -mmeeee |
1 4.414 BV 0.410 319.07700 10.41580 1.0876
2 4.899 \AY 0.282 170.72032 8.49095 0.5819
3 5.747 AV 0.248 17430.52930 1093.16675 59.4130 <
4 6.638 \AYS 0.277 1421.04541 79.80736 4.8437
5 7.975 \AY 0.334 4549.32129 212.83951 15.5066
6 11.748 BB 0.559 5447 .22949 152.21739 18.5672 <
Totals 29337.92187 1556.93774
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Determination of enantiomeric excess of epoxide of 15 by NMR

Table 3, entry 7 NMR Conditions
' Chiral shift reagent: (hfc)sEu(Ill)

0o

4

T
3.30

3,28
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Determination of enantiomeric excess of epoxide of 16 by NMR

Table 3, entry 8 NMR Conditions
Chiral shift reagent: (hfc);Eu(III)

0]
Ph/<I/CH3

Racemic

Chiral

J\

A= '
D N

ke
6810

1

T
4.10

T
oom 4.20 ahs
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Determination of enantiomeric excess of epoxide of 17 by NMR

NMR Cenditions

Table 3, entry 9
Chiral shift reagent: (hfc),Eu(Ill)

o]

cd

(

1.6586

NG
N
-

'0 T T T T .
. 6.5 6.0 55
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Determination of enantiomeric excess of epoxide of 18 by HPLC

Table 3, entry 10

o}

ph” <L 0oH

HPLC Conditions
Column: Chiralcel OD (Lot No. ODO0OCE-AH045)

Solvents: n-hexane/IPA (90.0/10.0)
Flow rate: 1.0 mL/min
Detection: UV 254nm

MWD1 B, Sig=254,16 Ref=360,100 (MEI\WM-5-10.D)
mAU X
] Racemic
40
30
5 [$o]
20 @ 8
] & ©
10+ A\ N
: AA
0 _W%‘&NM M__
10 T 7 LI i T
0 25 5 75 10 125 min
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] 3
it Btk |- === | === === I
1 12.306 VB 0.3502 314.34644 12.81364 50.59793
2 13.855 VB 0.3%981 306.91772 11.18590 49.4021
Totals 621.26416 23.99954
MWD1 B, Sig=254.16 Ref=360,100 (MEI\M-5-11.D)
mAU c |
: hir
e al
30 4
20% 8 -
10 ] ‘N' g
] A ©
0 S Y A N
Qe - T A S S |
- 0 25 5 75 10 12.5 min
Peak RetTime Type Width Area Height Area
# (min] [min] [mAU*s) [mAU] E
Rt Eeteiintaiaie e it f=—mm [~=mmm [—=mmm = |
1 12.395 PB 0.3581 192.1839%4 8.179382 58.7000
2 13.921 BP 0.3655 135.21628 4.46206 41.3000
Totals 327.40022 12.64199
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Current Osta Parameters

NAME
EXPNO
PROCNG

mei-3-7f3
10
1

F2 - Acquisition Parameters

1.1053

2.2969

6.0863
6.7214
9.4016

0.9073

Date_ 20000609

Time 8.97

INSTAUM dpx300

PROBHD 5 mm Oual 13

PULPROG 2930

0 32768

SOLVENT coc13

NS 19

bs Q

ShH 6172.838 Hz

FIDRES 0.188380 Hz

AQ 2.6542580 sec

RG 181

oW 81.000 usec

0E 6.00 usec

TE 300.0 K

b1 1.0000000C sec

CHANNEL f1

NuCt 1H

P1 9.00 usec

PLY -6.00 dB

SFO1 300.1318534 MHz

F2 - Processing parameters

S1 32768

SF 300.1300028 MHz

WOW EM

558 [¢]

L8 0.30 Hz

G8 Q

PC 1.00

1D NMA plot parameters

CX 26.00 cm

FiP 10.000 ppm

F1 3001.30 Hz

Far -0.500 ppm

F2 -1580.07 Hz

PPMCM 0.40385 ppm/cm

HZCM 121.20634 Hz/cm
— [s2] ~ (=4
b [e2] 1] [
5 a @ S
g < ol |8
= o o ~

TTT LANNLN  L B L B S T T
ppm 9 8 7 5
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march 9

200 175 150 125

MENWGBCM

- OBNUGC

OFR 67.80 MHz

. OBSET 135.00 KHz
i OBFIN 5200.0 Hz

PW1 11.0 us

i DEADT 273 us
! PREDL 0.2000 ms

IWT 1.0 sec

. POINT 32768

i SPO 32768
TIMES 50000
DUMMY 1
FREQU 18348.6 Hz
FLT 9150 Hz

DELAY 219us
ACQTM 1.786 sec

- PD 3.500 sec
ADBIT 16.00
RGAIN 28
BF 1.00 Hz
T1 0.00
T2 0.00
T3 90.00
T4 100.00
EXMOGBCM

EXPCNB"SGBCM:Single.pulse.Bilevel.comple:
IRNUGH

IFR 270.05 MHz

IRSET 112.00 KHz

. IRFIN  5800.0 Hz
. IRRPW 45 us

IRATN 20
DFILECA\WINNMR9S\COMMON\_DEFAULT
SF  THS

LKSET 64.60 KHz

- LKFIN  59.0Hz

" LKLEV 220
LGAIN 20
LKPHS 125
LKSIG 339

© CSPED 14 Hz
FILDC

. FILDF

100

75

50

25

S28



Current Data Parameters

0.994

NANE mei-3-11
EXPND 10 AcO,
PROCNO 1 ~ o
F2 - Acquisition Parameters E
Date_ 20000613 N N
Time 9.12
INSTRUM dpx300 I I
PROBHD S mm Dual 13
PULPAOG 2930
0 32768 A
SOLVENT €oci3
NS 17
os 0
Sk 6172.839 Hz
FIDRES 0.188380 Hz
AG 2.6542580 sec
RG 80.5
oW 81.000 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
s==mzs====== CHANNEL fi ====ss==s====
NUCt 1H
Py 9.00 usec
PLE -6.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
SI 32768
SF 300.1299936 MHz
WOK EM
SS8 ]
LB 0.30 Hz
GB a
PC 1.00
10 NMR plot parameters
CX 26.00 cm
FiP 10.000 ppm
F1 3001.30 Hz
Far -0.500 ppm
F2 -180.07 Hz
PPMCM ©.40385 ppm/cm
HZCM 121.20634 Hz/cm
%r
—_ ~ \ (=
® B‘ S
5 S S
& . .
) - -
=3
= |

1.020

2.436

13.707

6.682
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Current Cata Parameters

mei-3-11
20
1

£2 - Acguisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
™
SGLVENT
NS

oS

S
FIORES
A

RG

on

oE

TE

20000613
9.14

dox300

5 mm Dual 13
2gpg30
6553

coea

262

2
23803.523 Hz
0.353304 Hz
1.3763061 sec
5792.6
21.000 usec
4.50 usec
300.0 K
1.00000000 sec
£.0300000C sec
©.00002000 sec

= CHANNEL f1

-3.00 @8
75.4771525 Wiz

L2

PLI2
PLI3
SFo2

CHANNEL f2
waltz16

1H
100.00 usec
-6.00 d8
18.00 o8
18.00 d8
300. 1312005 MHz

£2 - Processing paraseters

St
&
Lo
858
L8
PC

2768
75.4677512 M4z
EM
4
1.00 Hz
0

1.40

10 W plot parameters
in

F1p

25.00 cm
280.000 ppm
211%0.97 Wz
-15.000 ppm
-1132.02 Kz
11.80000 ppm/ca
890.51947 Hz/cm

ppm

AcO,

A

Ir=z

Ir=z

ppm

T T T T

— T
250

T
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Current Data Parameters

NAME 7-11-1
EXPNO 10
Sl PROCNO 1
HOOCY >\~ ~COOH
F2 - Acquisition Parameters
\r::_u_ Date_ 20000711
Ph CH Tine 15.22
3 INSTRUM dpx300
PROBHD 5 mm Dual 13
5b PULPROG 2830
0 32768
SOLVENT MeCH
NS 16
DS 0
SWH 6172.839 Hz
FIDRES 0.188380 Hz
AG 2.6542580 sec
RG 362
DW 81.000 usec
DE 6.00 usec
TE 300.0 K
234 1.00000000 sec
============ CHANNEL f1 s=ss==s=s======
NuC1 1H
P1 9.00 usec
LY -6.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
SI 32768
SF 300.1300011 MHz
WOW EM
SS8 0
L8 0.30 Hz
GB 0
PC 1.00
\71 \ ’ _ \ 10 NMR plot parameters
CX 20.00 cm
» - F1P 8.406 ppm
F1 2523.02 Hz
Fap -0.641 ppm
/ F2 -192.25 Hz
= =] ¢! - Q eud of 1= o PPMCM 0.45235 ppm/cm
m S m & & w ©| | m HZCH 135.76340 Hz/cn
& [Te] o < -~ o ~ a ™
._._____.______.;.__—___________.______v__._____.<..>_n._.__.-.___._-_u.____.___-__._-_____
ppm 7 6 5 4 3 2 1 0
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Zheng Yansong/z4-13-2/Com

S32

SGBCM
13C
67.80 MHz
135.00 KHz
5200.0 Hz
4.2 us
30.7 us
A|Vl 0.2000 ms
HOOC" NN~ ~COOH e
T H 32768
Ph
CH3 mooom
5b 18315.0 Hz
9150 Hz
21.9 us
1.789 sec
3.000 sec
16.00
26
1.00 Hz
0.00
0.00
90.00
100.00
SGBCM
"B"SGBCMA:Single.pulse.Complet
1H
270.05 MHz
112.00 KHz
5800.0 Hz
45 us
20
C:\WINNMR95\COMMON\ DEFAULT.AL
TH5 -
64.40 KHz
76.0 Hz
170
19
; 110
i 381
| 11 Hz
4

W 200 150 100 50 0




wdd
TR RS S B SR BT

3 c £ 4 S 9 L
Y NV ' T W S R (S R A A AU TR SN A R AR I ST SRR |

0
]

T T Y S N BT

Integral

._—/“
5.3588
N

2.0000

2.0599

0.6764
4.3822

mesed 10(0 kAN OI

SualeuRse: 2180 ILALT

335 060000C0" ¢
30008

8.3950
7.6122

6.4985

——
= ""‘“—”--‘—‘;<~\\\

o
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Current D3tz Perameters

NAME €-75-10
XN 2
PROCNG 1

2 - Acquisiticn Parameters

Jste. 20000425
Time 43.37
INSTRUK cox30C
PROBEC 5 mm Oual 13
2U_PROG 2gegc
™ 65536
SO_VENT oc13
NS o 146
25 Y 2
S& danoe 522 w2
“IRES ~0.363304 He
U=y 73763081 sec
B ™ izes2
™ 21,000 usec
*® .50 usec
TE 300.C K
2 1.0000600C sec
att ©.03006006 sec
a1z 2 00002000 sec
P CHANATY 4
NUC:
21 2.4C usec
A1 -3.00 68
sFe: 754771525 M2
CHANNTY 2 2==zzazos
w216
1
100,06 usec
6.00 08
18.00 08
18.90 8

300.:312005 Mz

2 - Processing parameters
st 32768
SF 15.4677472 Wz
[ EM
558 ¢
B8 £.00 Hz
68 ¢
B 140

10 NMR plo: parameters
23 25.06 ca

‘ip
1

0

2

PMCH 7.69153 ppn/ce
zen 58046222 Hz/ca
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01::2

Integral
2.000
_1.731

Current Data Parameters

NAME 11-25-1
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters

Date_ 20001126

Time 5.15
INSTRUM dpx300
PROBHD 5 mm B8BO
PULPROG 2930

0 32768
SOLVENT coC13

NS 13

DS 0

SWH 6172.839 Hz
FIDRES 0.188380 Hz
AQ 2.6542580 sec
RG 45.3

DW 81.000 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
========z==== CHANNEL f{ =====s=s=======
NUC1 iH

P1 9.00 usec
PL1 -6.00 dB
SFO1 300.1318534 MHz

F2 - Processing parameters

SI 32768

SF 300.1299834 MHz
WOW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

1D NMR plot parameters

CX 20.00 cm
FiP 8.503 ppm
Fi 2553.75 Hz
F2pP -0.972 ppm
F2 ~291.75 Hz
PPMCM 0.47404 ppm/cm
HZCM 142.27483 Hz/cm
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Current Data Parameters

NAME 11-25-1¢
EXPNO 11
PROCNO 1

s - AN

- N N N F2 - Acquisition Parameters
Date_ 20001126

++ T+ *+ Time 5.17
INSTRUM dpx300
m PROBHD 5 mm BBO
PULPROG 2apg30
0 32768
SOLVENT CoC13
NS 15
DS 0
SWH 18832.393 Hz
FIDRES 0.574718 Hz
AQ 0.8700404 sec
RG 13004
Ow 26.550 usec
DE 6.00 usec
TE 300.0 K
b1 2.00000000 sec
di1 0.03000000 sec
di2 0.00002000 sec
s====z====== (HANNEL f1 ==sss===s==s===
NUC1 13C
P1 8.40 usec
PLY -3.00 dB
SFO1 75.4760200 MHz
============ CHANNEL {2 sss=====s=====
CPDPRG2 waltz16
Nuc2 1H
pcPD2 100.0C usec
PL2 -6.00 dB
PL12 18.00 dB
PL13 18.00 dB
SFQ02 300.1312005 MHz
F2 - Pracessing parameters
SI 32768
SF 75.4677584 MHz
WOW EM
SSB 0
LB 1.00 Hz
6B [
PC 1.40
1D NMR plot parameters
cX 20.00 cm
FiP 202.129 ppm
F1 15254.20 Hz
Fa2pP -10.561 ppm
T T T T T T T L T T T T T T T T ] T T T T 1 ¥ LA B T T T T T T T T T T T T F2 -797.03 Hz
Mus 175 150 125 100 75 50 25 0 PPUCH 10.63430 pon/cm

HZCM 802.56177 Hz/cm
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