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Figure 1 *H NMR spectrum (CDCls, 600 MHz) of 3p-[(3-carboxy)propionyloxy]-urs-12-en-28-oic acid benzyl ester (compound 3)
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Figure 2 **C NMR spectrum (CDCl;, 600 MHz) of 3B-[(3-carboxy)propionyloxy]-urs-12-en-28-oic acid benzyl ester (compound 3)
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Figure 3 'H NMR spectrum (CDCls, 600 MHz) of 3p-[(3-carboxy)n-butyryloxy]-urs-12-en-28-oic acid benzyl ester (compound 4)
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Figure 4 **C NMR spectrum (CDCl;, 600 MHz) of 3B-[(3-carboxy)n-butyryloxy]-urs-12-en-28-oic acid benzyl ester (compound 4)
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Figure 5 *H NMR spectrum (CDCls, 600 MHz) of 3p-[(3-carboxy)propionyloxy]-urs-12-en-28-oic acid (compound 5)
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Figure 6 **C NMR spectrum (CDCl;, 600 MHz) of 3B-[(3-carboxy)propionyloxy]-urs-12-en-28-oic acid (compound 5)
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Figure 7 *H NMR spectrum (CDCls, 600 MHz) of 3B-[(3-carboxy)n-butyryloxy]-urs-12-en-28-oic acid (compound 6)
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Figure 8 3C NMR spectrum (CDCls, 600 MHz) of 3f-[(3-carboxy)n-butyryloxy]-urs-12-en-28-oic acid (compound 6)



HTM-20140525-1-1H

'H NME (600 MHz, CDCI) & 5.26 (t]

i
[}
I
it

i
A
4
4
4
A
4
4

}
Y

J=36 Hz, 1H), 462 — 4.54 (m, 2H), 4.50 (dd, J=10.5, 5.6 Hz,

1H), 225 (d, J= 112 Hz, 1), 2.08 — p.02 (m, 4, 1.91 (dd, =74, 3.4 Hz, 2H), 1.82 — 1.78 (m, 1H),
1.77 = 1.73 (m, 2H), 1.75 - 1.70 (m, 1§, 1.70 — 1.59 (m, 4H), 1.57 — 1.46 (m, 45D), 1.43 — 1.24 (m, 6E),
123 - 112 (m, 1H), 107 (d, 7= 12.0 Hz, 45, 0.94 {t, J=6.5 Hz, 6H), 0.89 — 0.85 (m, 10H), 0.84 (d, 7=

1.7Hz, 1H), 0.82 — 0.78 (m, 1H), 0.74

s. 3H).
f
/ /]
D (éd)
4,50
B (t) C (m
5. 28 | 4.58
f THH

rd. G

[
|

i,

[ f
L)) /ﬁ |.f|
|
T (mw m)
1. 65 N i
H (m) 0t
.78 L B
Effm) | (K (m) [|N] (g
204 LBl || }o
A WYG (md [ (L (o) || 8 |
2.25 1.79 132 ]| MEf
L H HEH— F— it
F (dd) M i fa | (=)
191 LT ol 74
I (m B (f)
L.71 g4

4300

4000

3300

3000

2300

2000

1500

=500

Figure 9 *H NMR spectrum (CDCls, 600 MHz) of Carboxymethyl-3p-Acetoxy-urs-12-en-28-oate (compound 9)
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Figure 10 *C NMR spectrum (CDCls, 600 MHz) of Carboxymethyl-3p-Acetoxy-urs-12-en-28-oate (compound 9)
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Figure 11 *H NMR spectrum (CDCls, 600 MHz) of Carboxymethyl-3p-propionyloxy-urs-12-en-28-oate (compound 10)
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Figure 12 3C NMR spectrum (CDCls, 600 MHz) of Carboxymethyl-3B-propionyloxy-urs-12-en-28-oate (compound 10)
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Figure 13 *H NMR spectrum (CDCl;, 600 MHz) of Carboxymethyl-3p-n-Butyryloxy-urs-12-en-28-oate (compound 11)
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Figure 15 *H NMR spectrum (CDCls, 400 MHz) of N-[3B-propionyloxy-urs-12-en-28-oyl]-para-fluoroaniline (compound 13)



html
3600

i, A8

— A, 22
— 14, 21

3400
B¢ NME. (400 MHz, CDCL:) & 176.29, 174.31, 160,37, 157.96, 140.22, 134.21, 126,02, 121.34, 12126, )
115.63, 11541, 8048, 55.19, 54.30, 48.55, 47.43, 42.65, 39.89. 39.56, 39.13, 38.32. 57.74. 37.03, 36.81, F3200
32.63, 30.88, 28.06, 27.89,25.10, 23.57, 23.54,23.27, 21.19, 18.08, 17.30, 16.87, 16.73, 13.57, 9.34.
3000
2800
F2E00
2400
2200
;QDDD
;1800
;IEDU
;1400
;IZDD
;IDDD
;SDD

lEDD

400

200

-0

=200

T T T T T T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 120 120 110 100 o0 80 0 B0 50 40 an 20 10 0
1 (ppm}

Figure 16 *C NMR spectrum (CDCls, 400 MHz) of N-[3B-propionyloxy-urs-12-en-28-oyl]-para-fluoroaniline (compound 13)
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Figure 17 *H NMR spectrum (CDCl3, 600 MHz) of N-[3p-propionyloxy-urs-12-en-28-oyl]-para-chloroaniline (compound 14)
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Figure 18 *C NMR spectrum (CDCls, 600 MHz) of N-[3p-propionyloxy-urs-12-en-28-oyl]-para-chloroaniline (compound 14)
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Figure 19 *H NMR spectrum (CDCls, 600 MHz) of N-[3B-propionyloxy-urs-12-en-28-oyl]-para-bromoaniline (compound 15)
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Figure 20 *C NMR spectrum (CDCls, 600 MHz) of N-[3p-propionyloxy-urs-12-en-28-oyl]-para-bromoaniline (compound 15)
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Figure 21 *H NMR spectrum (CDCl;, 600 MHz) of N-[3p-propionyloxy-urs-12-en-28-oyl]-ortho-fluoroaniline (compound 16)



HT-4-20348627 1300

— 4.1

— 75
— 17
i 1T
— ., 6
— G h
=4 1

e A
T

1800

50 NMR (600 Mz, DMSO0) & 175,90, 173,74, 138.74, 126.74, 126.66, 126,32, 12622, 125.53, 124.57, L1700
11583, 115.80, 80.17, 54.96, 52.45, 48.25, 47.26, 42.20, 39.30, 38.78, 38.19, 37.81, 37.14, 36.86, 32.95,
30.84,28.28, 27.97. 27.70,24.08, 2373, 23.70, 2337, 21.53. 18.18, 17.55, 17.16, 17.12, 15.62, 0.67.

+1600

1300

1400

1300

F1200

1100

1000

T T T T T T T T T

T T T
160 150 140 20 B0 70 60 a0 40 a0 20 10 0

f1 (ppm)

T T T T T T
180 170 130 120 110 100

Figure 22 *C NMR spectrum (CDCls, 600 MHz) of N-[3p-propionyloxy-urs-12-en-28-oyl]-ortho-fluoroaniline (compound 16)
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Figure 23 *H NMR spectrum (CDCl;, 600 MHz) of N-[3p-propionyloxy-urs-12-en-28-oyl]-ortho-chloroaniline (compound 17)
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Figure 25 *H NMR spectrum (CDCl;, 600 MHz) of N-[3p-propionyloxy-urs-12-en-28-oyl]-ortho-bromoaniline (compound 18)
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Figure 26 *C NMR spectrum (CDCls, 600 MHz) of N-[3p-propionyloxy-urs-12-en-28-oyl]-ortho-bromoaniline (compound 18)
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Figure 27 *H NMR spectrum (CDCls, 600 MHz) of N-[3B-propionyloxy-urs-12-en-28-oyl]-aminobenzene (compound 19)
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Figure 28 *C NMR spectrum (CDCls, 600 MHz) of N-[3p-propionyloxy-urs-12-en-28-oyl]-aminobenzene (compound 19)
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Figure 29 *H NMR spectrum (CDCl;, 600 MHz) of N-[3p-propionyloxy-urs-12-en-28-oyl]-para-methoxyaniline (compound 20)
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3B-[(3-carboxy)n-butyryloxy]-urs-12-en-28-oic acid (compound 6)

Generic Display Report

Analysis Info Acquisition Date  5/8/2014 4:52:03 PM
Analysis Name  D:\Data\201405\14050803\14050803-4_P1-C-8 01 556.d

Method esi_pos_50-1000_with calibration_for 1min.m Operator BDAL@DE

Sample Name 14050803-4 Instrument maxXis impact
Comment

Intenss 1t +MS, 0.34min #19
x10°7]
593.3810

1.27

0.8+

0.6+

1+
594.3835

0.4

0.2+ 1+

595.3864

«fe8) 1+ CasHsaNaOs, 593.3813

593.3813

0.8+

0.6+

1+
594.3847

0.4

0.2+

1+
595.3877

5030 5935 5940 5945 " 5950 ' 5955  miz
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timmy
打字机文本
3β-[(3-carboxy)n-butyryloxy]-urs-12-en-28-oic acid (compound 6)


Carboxymethyl-33-Acetoxy-urs-12-en-28-oate (compound 9)

Generic Display Report

Analysis Info Acquisition Date  4/15/2014 3:59:51 PM
Analysis Name  D:\Data\201404\140414-02\140414-02-9 P1-B-9_01_301.d
Method esi_pos_50-1000_with calibration_for 1min.m Operator BDAL@DE
Sample Name 140414-02-9 Instrument maxXis impact
Comment
Intenss_ 1+ +MS, 0.16min #9
x10 579.3663
6_
44
1+
580.3689
2_
1+
581.3705
x1 0%. 1+ CaaH52NaOs, 579.3656
579.3656
6_
4_
1+
580.3690
2_
1+
581.3720
‘5790 5795 5800 5805 5810 5815  miz
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timmy
打字机文本
Carboxymethyl-3β-Acetoxy-urs-12-en-28-oate (compound 9)


Carboxymethyl-3B-propionyloxy-urs-12-en-28-oate (compound 10)

Generic Display Report

Analysis Info Acquisition Date  4/15/2014 4:01:22 PM
Analysis Name  D:\Data\201404\140414-02\140414-02-10_P1-C-1_01_302.d
Method esi_pos_50-1000_with calibration_for 1min.m Operator BDAL@DE
Sample Name 140414-02-10 Instrument maxXis impact
Comment
Intenss- 1+ +MS, 0.27min #15
x10°4 571.3993
5_
44
3_
1 1+
2 572.4021
1 -
] 1+
573.4054
572.2435 A
x108] 1+ CssHss06, 571.3993
] 571.3993
5_
4_
3_
1 1+
5] 572.4027
1 -
] 1+
573.4057
'smo0 57115 s;20 5725 5730 5735 miz
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timmy
打字机文本
Carboxymethyl-3β-propionyloxy-urs-12-en-28-oate (compound 10)

timmy
打字机文本


Carboxymethyl-3-n-Butyryloxy-urs-12-en-28-oate (compound 11)

Generic Display Report

Analysis Info

Acquisition Date  4/15/2014 4:02:55 PM

Analysis Name  D:\Data\201404\140414-02\140414-02-11_P1-C-2_01_303.d
Method esi_pos_50-1000_with calibration_for 1min.m Operator BDAL@DE

Sample Name 140414-02-11
Comment

Instrument maxXis impact

Intens. 1 +MS, 0.28min #16
x105 I+

1 585.4146

3_

2_

1+
586.4172
1_
1+
587.4201

x103] 1+ CasHs706, 585.4150

4 585.4150

3_

2_

1+
586.4184
1_
1+
587.4214
5850 5855 ‘560 585 5870 5875  mz
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timmy
打字机文本
Carboxymethyl-3β-n-Butyryloxy-urs-12-en-28-oate (compound 11)


N-[3B-propionyloxy-urs-12-en-28-oyl]-para-fluoroaniline (compound 13)

Generic Display Report

Analysis Info Acquisition Date  5/8/2014 4:47:10 PM
Analysis Name  D:\Data\201405\14050803\14050803-1_P1-C-5 01 553.d
Method esi_pos_50-1000_with calibration_for 1min.m Operator BDAL@DE
Sample Name 14050803-1 Instrument maxXis impact
Comment
Intenss_ 1+ +MS, 0.51min #29
x10°) 628.4137
2.0
1.5
1+
1 629.4167
1.0
0.5
] 1+
GWS
x100%_ 14 CasHssFNNa0;, 628.4136
] 628.4136
2.0
1.5
1+
] 629.4170
1.0
0.5
| 1+
630.4202
00 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
628.0 628.5 629.0 629.5 630.0 630.5 m/z
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N-[3β-propionyloxy-urs-12-en-28-oyl]-para-fluoroaniline (compound 13)


N-[3B-propionyloxy-urs-12-en-28-oyl]-para-chloroaniline (compound 14)

Generic Display Report

Analysis Info Acquisition Date  4/15/2014 3:47:34 PM
Analysis Name  D:\Data\201404\140414-02\140414-02-1_P1-B-1_01_293.d

Method esi_pos_50-1000_with calibration_for 1min.m Operator BDAL@DE

Sample Name 140414-02-1 Instrument maxXis impact
Comment

Intens. { +MS, 0.44min #25

54 1+
x10] 622.4034

6_

3 1+
623.4061 n

624.4022

1 1+
11 625.4038

|

x1 0%: 1+ CaoHs,CIND3, 622.4021
622.4021

] 1+
3 623.4055 1+

624.4014

1+
625.4034

6220 6225 6230 6235 = 6240 6245 6250 6255 6260 miz
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打字机文本
N-[3β-propionyloxy-urs-12-en-28-oyl]-para-chloroaniline (compound 14)


N-[3B-propionyloxy-urs-12-en-28-oyl]-para-bromoaniline (compound 15)

Generic Display Report

Analysis Info

Analysis Name

D:\Data\201404\140414-02\140414-02-2_P1-B-2_01_294.d

Acquisition Date

4/15/2014 3:49:06 PM

Method esi_pos_50-1000_with calibration_for 1min.m Operator BDAL@DE
Sample Name 140414-02-2 Instrument maxXis impact
Comment
Intens. | +MS, 0.35min #20|
x106 1+
14 668.3522
666.3535
1.0
0.8
0.6+
1+ 1+
667.3560 669.3543
0.4+
0.2+
1+
J 670.3564
X100% 1t CasHs7BrNOs, 666.3516
1 668.3504
1+
101 666.3516
0.8
0.6+
1+ 1+
667.3550 669.3532
0.4+
0.2+
1+
670.3562
00 T T T T T T T T T }\l T T
666 667 668 669 670 671 m/z
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timmy
打字机文本
N-[3β-propionyloxy-urs-12-en-28-oyl]-para-bromoaniline (compound 15)


N-[3B-propionyloxy-urs-12-en-28-oyl]-ortho-fluoroaniline (compound 16)

Generic Display Report

Analysis Info Acquisition Date  5/8/2014 4:48:47 PM
Analysis Name  D:\Data\201405\14050803\14050803-2_P1-C-6_01_554.d

Method esi_pos_50-1000_with calibration_for 1min.m Operator BDAL@DE

Sample Name 14050803-2 Instrument maxXis impact
Comment

Intens. +MS, 0.27min #15
x106] *
1 628.4142

1.254
1.00+

0.751

1+
629.4164

0.50+

0.25+
' 1+
630.4184

A

C39Hs6FNNaOsg, 628.4136

1+
628.4136

g

1.254
1.00+

0.751

1+
629.4170

0.50+

0.251
1 1+
630.4202

0.00

6280 6285 6290 6295 6300 6305  mz
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N-[3β-propionyloxy-urs-12-en-28-oyl]-ortho-fluoroaniline (compound 16)


N-[3B-propionyloxy-urs-12-en-28-oyl]-ortho-chloroaniline (compound 17)

Generic Display Report

Analysis Info

Acquisition Date  4/15/2014 3:50:38 PM

Analysis Name  D:\Data\201404\140414-02\140414-02-3_P1-B-3_01_295.d
Method esi_pos_50-1000_with calibration_for 1min.m

Sample Name 140414-02-3
Comment

Operator BDAL@DE
Instrument maxXis impact

Intensé_ 1+ +MS, 0.23min #13
X102 622.4044
4
3_
1 1+
5 623.4072 1+
] 624.4032
1 E
1 1+
625.4042
x108] 1+ CaoH57CINOS, 622.4021
54 622.4021
4
3_
1+ 1+
] 623.4055 6244014
2_
11 1+
] 625.4034
0 T T T T T T T — T T T T T T T T T T T T T T T T 7 T T T T T T T T T T T
622.0 6225 623.0 6235 624.0 6245 625.0 6255 626.0 m/z

Bruker Compass DataAnalysis 4.1

printed: 4/16/2014 9:22:07 AM
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N-[3β-propionyloxy-urs-12-en-28-oyl]-ortho-chloroaniline (compound 17)


N-[3B-propionyloxy-urs-12-en-28-oyl]-ortho-bromoaniline (compound 18)

Generic Display Report

Analysis Info

Analysis Name

Method
Sample Name
Comment

D:\Data\201404\140414-02\140414-02-4_P1-B-4_01_296.d

esi_pos_50-1000_with calibration_for 1min.m

140414-02-4

Acquisition Date  4/15/2014 3:52:10 PM

Operator BDAL@DE
Instrument maxXis impact

Intens. |
X109

2.5

2.0

0.5

1+
666.3527

L

1+
667.3556

1+
668.3515

L

+MS, 0.47min #27

1+
669.3539

1+
670.3560

1+
671.3583
L

x100%:

2.5

2.0

0.5

0.0

1+
666.3516

1+
667.3550

1+
668.3504

C39Hs7BrNOs, 666.3516

1+
669.3532

1+
670.3562

1+
671.3592
T T T T /\I T

666

667

668

669

670 671 miz
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N-[3β-propionyloxy-urs-12-en-28-oyl]-ortho-bromoaniline (compound 18)


N-[3B-propionyloxy-urs-12-en-28-oyl]-aminobenzene (compound 19)

Generic Display Report

Analysis Info Acquisition Date  4/15/2014 3:53:43 PM
Analysis Name  D:\Data\201404\140414-02\140414-02-5_P1-B-5_01_297.d
Method esi_pos_50-1000_with calibration_for 1min.m Operator BDAL@DE
Sample Name 140414-02-5 Instrument maxXis impact
Comment
Intensé_ 1+ +MS, 0.41min #23
x10 : 588.4434
6_
5_
4_
3_
] 1+
] 589.4464
2_
1 -
1 1+
J 590]4<83
x1®] 1+ CsoHssNO3, 588.4411
] 588.4411
6_
5_
4_
3: 1+
] 589.4445
2_
1 1+
] 590.4477
0 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
588.0 588.5 589.0 589.5 590.0 590.5 m/z
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N-[3β-propionyloxy-urs-12-en-28-oyl]-aminobenzene (compound 19)


N-[3B-propionyloxy-urs-12-en-28-oyl]-para-methoxyaniline (compound 20)

Generic Display Report

Analysis Info Acquisition Date  4/15/2014 3:55:14 PM
Analysis Name  D:\Data\201404\140414-02\140414-02-6_P1-B-6_01_298.d
Method esi_pos_50-1000_with calibration_for 1min.m Operator BDAL@DE
Sample Name 140414-02-6 Instrument maxXis impact
Comment
Intensé- 1+ +MS, 0.32min #18
x10 618.4539
8_
6_
44
1+
619.4568
2_
1+
J L 620.4589
x1 0%' 14 CaoHsoNOs, 618.4517,
618.4517
8_
6_
1+
4 619.4550
2_
1+
] 620.4582
0 T T T T T T T T T T T T T T T T T T T T T T T T T T T AI T T T T T T T T
618.0 618.5 619.0 619.5 620.0 620.5 621.0 m/z
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N-[3β-propionyloxy-urs-12-en-28-oyl]-para-methoxyaniline (compound 20)
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