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The *H NMR spectrum of Apetaline A (1) in CsDsN

The **C NMR spectrum of Apetaline A (1) in CsDsN
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S3 The HSQC spectrum of Apetaline A (1)
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S5 The HMBC spectrum of Apetaline A (1)
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S7 The *H NMR spectrum of Apetaline A (1) in CDCls;
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The *C NMR spectrum of Apetaline A (1) in CDCl;
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S9 Positive ESIMS of Apetaline A (1)

Acq. Date: Mooday, October 11. 2010 ACq. TImes asiws .
SEVL
Sasple Mame: 101011EST TEA.S

+TOF MS: 0.300 10 0,683 min from Sampie 2 (10101181 TZA-5) of 101011ESI TZA-S.wifl
03 550143919049421800-004, 10=7 005756165856344600+001

388 8

Tntensity, counts
B8R 888868888 3
2

Ny o~ >
¥
Max. 214.2 counts|
1145
950 1000 1050 1100 1150 1200

S10 Positive HRESIMS of Apetaline A (1)

Acq. Date: Thursday, August 04, 2011 Acq. Time: 13:52

Sample Name: 110804ESIA tza$

+TOF MS: 0.033 to 0.067 min from Sample 1 (110804ESIA tza5) of 110804ESIA tza5.wiff
@=3.55789312178228600e-004, t0=4.37106976161448980e+001 R;

1540 584.2481
1200
1150
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1050{
1000
950
900 h
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500-
\

Intensity, counts
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S10 Positive HRESIMS of Apetaline A (1)

Acqg. Date: Thursday, August 04, 2011 Acg. Time: 13:52
Sample Name: 110804ESIA tzas
Elemental composition calculator
Target m/z: +584.2481 amu
Tolerance: +10.0000 ppm
Result type: Elemental
Max num of results: 1000
Min DBE: -10.0000 Max DBE: +60.0000
Electron state: OddAndEven
Num of charges: 0
Add water: N/A
Add proton: N/A
File Name: 110804ESIA tzaS.wiff
Elements Min Number Max Number:
1 Br o} 0
2 C 0 200
Z} Cl 0 0
4 F 0 0
5 H 0 . 400
6 I 0 0
i K 0 0
8 N 5 5
=) Na 1 1.
| 10 o 3 6
Acq. Date: Thursday, August 04, 2011 Acq. Time: 13:52
Sample Name: 110804ESIA tza$s
Elements Min Number Max Number:
i P 0 0
12 Pt 0 0
13 S 0 0
14 Si 0 0
Formula Calculated m/z (amu) mDa Error PPM Error DBE
1 C30 H35 N5 06 Na 584.2485 -0.4039 -0.6914 15.5




S11 The IR Spectrum of Apetaline A (1)
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S12 The UV Spectrum of Apetaline A (1)
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S13 The [a]p of Apetaline A (1)

Optical rotation measurement

Model : P-1020 (A060460638)
No. Sample  Mode Data Monitor Temp. Date
: Blank Cell Comment
Temp Point Sample Name
No.1  1(1/3) Sp.Rot -19.8000 -0.0297  22.1 Wed Oct 13 11:31:15 2010
0.0000 50.00 0.00300g/mIMeOH
Cell TZA-5
No.2 1(2/3) Sp.Rot -18.5330 -0.0278  22.1 Wed Oct 13 11:31:28 2010
0.0000 50.00 0.00300g/mIMeOH
Cell TZA-5
No.3 1(3/3) Sp.Rot -19.6000 -0.0294  22.2 Wed Oct 13 11:31:42 2010
0.0000  50.00 0.00300g/mIMeOH
Cell TZA-5

S14 The CD spectrum of Apetaline A (1)

Circular Dichroism (mdeg)
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S15 The 'H NMR spectrum of Apetaline B (2) in CsDsN
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S16 The *C NMR spectrum of Apetaline B (2) in CsDsN
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S17 The HSQC spectrum of Apetaline B (2)
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S18 The 'H-'H COSY spectrum of Apetaline B (2)
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S19 The HMBC spectrum of Apetaline B (2)
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S20 The ROSEY spectrum of Apetaline B (2)
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S21 Positive FABMS of Apetaline B (2)

g Mo G ST
File:1016F2 Ident:12_14-2 Wii. 1000PPM Acq:16-OCT-2009 12:14.50 +1:51 Cal:I016F
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File Text: Resl000 Gly TZA-6
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S22 Positive HRESIMS of Apetaline B (2)
Acq. Date: Thursday, December 31, 2003 ASF. saww avrirs
Sample Name: O0%12)1RSIA TIZA-6
+TOF MS: 2.184 16 2.600 min from 091231ESIA TZA-6.wifl Max. 207.0 counts
=3 550578837656321900-004, 10=7 96575916585934460e+001
207 | 596.2858
200+
190
180
{
1701
160 ¢
150+
1404
1301
2 12‘)‘. 609_507
3 10
z 1004
|
80 \
1 |
704
60
501
| 597.2900
o~ 576.3183 L .
30 PiO.ZS 5
201 592.3125 \ i
| sr43012 | | _se3s0s3 | | ‘
10, | §77.3256 14 ‘ 698'2960 :
0 | - LY Y LG R ST T e e B A ‘_.L\-LL.M,\\.‘“__A_..JW';A.«.A SEmREpeEl A | 1Y U
572 574 576 578 580 582 584 586 588 590 592 594 596 508 600 602 604 606 608 610
miz, amu
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S22 Positive HRESIMS of Apetaline B (2)

Acq. Date: Thursday, December 31, 2009 Acq. Time: 10:35
Sample Name: 091231ESIA TZA-6
Elemental composition calculator
Target m/z: +596.2858 amu
Tolerance: +10.0000 ppm
Result type: Elemental
Max num of results: 1000
Min DBE: -10.0000 Max DBE: +60.0000
Electron state: OddAndEven
Num of charges: 0
Add water: N/A
Add proton: N/A
File Name: 091231ESIA TZA-6.wiff
Elements ‘ Min Number Max Number:
1 Br 0 0
2 C 0 200
3 Ccl 0 0
4 iF 0 0
5 ’H 0 400
6 11( 0 o l
[ ;
7
| N JS 5
T 8 \Na 1 1
[; 9 10 4 6
i - - : 7,.‘
L . N b UL ol |
} |
Acg. Date: Thursday, December 31, 2009 Acqg. Time: 10:35
Sample Name: 091231ESIA TZA-6
Elements Min Number - Max Number:
B Si 0 0
Formula Calculated m/z (amu) mDa Error ‘ PPM Error DBE
s C32 H39 N5 O5 Na 596.2848 0.9105 ‘1.5259 15.5
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S23 The IR spectrum of Apetaline B (2)

o
Q = — :
1 AW /]
| ¥
o~ ﬁ o = o 'L I 18
E ~ 28 % 2! 13
8 g /V 354 a|3es3
= S ‘ |18 % gegxy
=X o | L S |»
- Py ° 8 Gy et |
g g 428 L alSs
=g P ;
Sg ] 3 558 3
& 2 | -8 S
g3 3 £
() = ae
= & o
=3 2
el
& 2
g2
& z 87
> ] w
g 28
8 &
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Wavenumber cm-1
[ sample : TzA-6 Frequency Range : 399.271 - 3996.57 __ Measured on : 03/01/2010 il
| Technique : KBrfk Ji | Resolution : 4 Instrument : Tensor27 | Sample Scans : 16
Customer : 100103IR | Zerofilling : 2 Acquisition : Double Sided,For
S24 The UV spectrum of Apetaline B (2)
L I ... . SHIMADZU Uv-2401PC
| |
o.eoo-[ ‘
L
0.400‘ f’
)
0.200‘
e S NOIE I A A  E e s — :
190.0 250.0 300.0 350.0 400.0
VAL (nm))
A 44 TZA-6 TZA-6
FESAE: 0.00775& va/5E T
G 18:16 09-12-23 il R
By prg i)
Wl A Abs.
o gt
I 4k 2.0
HH¥ 1R B 0.2
. HAS (nm.) Abs.
1 309.00 0.0298
2 204.00 0.5748
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S25

The [a]p of Apetaline B (2)

Optical rotation measurement

Model : P-1020 (A060460638)

No Sample Mode Data

Ne.1 4 (1/3) Sp.Rot -259.0000
No.2 4 (2/3) Sp.Rot -259.3200
No.3 4(3/3) Sp.Rot -259.0400

Monitor
Blank

-0.6475
0.0000

-0.6483
0.0000

-0.6476
0.0000

Temp
Cell
Temp Point

16.4
50.00
Cell
16.5
50.00
Cell
16.4
50.00
Cell

S26 The CD spectrum of Apetaline B (2)

Date

Comment
Sample Name

Thu Dec 24 16:04:27 2009

0.00500g/mIMeOH

TZA-6

Thu Dec 24 16:04:40 2009

0.00500g/miMeOH

TZA-6

Thu Dec 24 16:04:53 2009

0.00500g/mIMeOH

TZA-6

Light Cycle Time
Filter integ Time
Operator

Na 2 sec
589nm 10 sec

Na 2 sec
589nm 10 sec

Na 2 sec
589nm 10 sec

~10

&N

-14

Circular Dichroism (mdeg)

L)

-18

Absorbance (AU)

200

300 3

WVavelength (mrmd

3680

15

_‘)flp. /Jé’ﬁ

Smooth (m30

Subtrmcted:0



S27 The 'H NMR spectrum of epi-Mauritine A (3) in CDCls
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S28 The *C NMR f epi-Mauritine A (3) in CDCI
The spectrum of epi-Mauritine A (3) in CDCl3
tza7 ci13
Current Data Parameters
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S29 The HSQC spectrum of epi-Mauritine A (3)
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S30 The H-H COSY spectrum of epi-Mauritine A (3)
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S31  The HMBC spectrum of epi-Mauritine A (3)
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S32 The ROESY spectrum of epi-Mauritine A (3)
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S33 The Positive FABMS of epi-Mauritine A (3)
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S34 The Positive HRESIMS of epi-Mauritine A (3)

Acq. Date: Thursday, December 31, 2009 Acq. Time: 10:48

Sample Name: 091231ESIA TZA-7

+TOF MS: 2.450 to 6.667 min from 091231ESIA TZA-7.wiff
=3.55957416493267450e-004, t0=7.96575916585934460e+001

170

150
140
130
120
110
- 576.3186

80

Intensity, counts

70+

60

50

40|

30

20 p77.3221

A

598.3037

Max. 173.4 counts

*
609.2807

510.2848

I
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598 600 602 604
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S34 The Positive HRESIMS of epi-Mauritine A (3)

Acq. Date: Thursday, December 31, 2009

Sample Name: 091231ESIA TZA-7

Acqg. Time: 10:48

Elemental composition calculator
Target m/z: +576.3186 amu
Tolerance: +10.0000 ppm
Result type: Elemental
Max num of results: 1000
Min DBE: -10.0000 Max DBE: +60.0000
Electron state: OddAndEven
Num of charges: 0
Add water: N/A
Add proton: N/A
File Name: 091231ESIA TZA-7.wiff
Elements Min Number Max Number
1 Br 0 0
2 1 0 200
3 Cl 0 0
4 F 0 0
5 H 0 400
6 IK 0 0
3 lN 5 5
8 Na 0 0
9 (o] 4 6
10 S 0 0
Acq. Date: Thursday, December 31, 2009 Acq. Time: 10:48
Sample Name: 091231ESIA T2ZA-7
Elements Min Number Max Numberxr:
11 Si 0 0
Formula Calculated m/z (amu) mDa Error PPM Error DBE
G C32 H42 N5 05 576.3185 0.0050 0.0088 14.5
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S35 The IR spectrum of epi-Mauritine A (3)
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Sample : TZA-7 I Frequency Range : 399.271 - 3996.57 Measured on : 03/01/2010
Technique : KBrJE A Resolution : 4 Instrument : Tensor27 Sample Scans : 16
Customer : 100103IR1 Zerofilling : 2 Acquisition : Double Sided,Fon
S36 The UV spectrum of epi-Mauritine A (3)
0.800 SHIMADZU UV-2401PC
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> |
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|
0.200 :
oooo - 1 . - . - . . - —— A - - - - - N - - - 4 - - - - - i - - .
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ESE P 81 o
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S37 The [a]p of epi-Mauritine A (3)

Optical rotation measurement

Model :

No.

No. 1

No.2

No.3

P-1020 (A0B0460638)

Sample

1(1/3)

1(2/3)

1(3/3)

Mode

Sp.Rot

Sp.Rot

Sp.Rot

Data Monitor
Blank
-231.2800 -0.5782
0.0000
-231.0000 -0.5775
0.0000
-231.2000 -0.5780
0.0000

Temp
Celi
Temp Point

15.2
50.00
Cell
15.3
50.00
Cell
15.3
50.00
Cell

Date
Comment
Sample Name

Thu Dec 24 14:53:01 2009

0.00500g/mIMeOH

TZA-7

Thu Dec 24 14:53:14 2009
0.00500g/miMeOH
TZA-7
Thu Dec 24 14:53:27 2009
0.00500g/miMeOH
TZA-7

S38 The CD spectrum of epi-Mauritine A (3)

Circular Dichroism (mdeg)

TZA-7

0.5

0.4

0.3

0.2

Absorbance (AU)

01

Light Cycle Time

Filter integ Time

Operater

Na 2 sec

589nm 10 sec

Na 2 sec foh '
580nm  10sec o« dX 1 '{,/7“" v
Na 2 sec

589nm 10 sec

Emooth (=30

320 340 380 380 400
320 340 360 380 400

VVvavelength (mrmmm)



S39 The 'H NMR spectrum of epi-Mauritine A N-oxide (4) in CsDsN
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S41  The HSQC spectrum of epi-Mauritine A N-oxide (4)
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S42  The *H-'H COSY spectrum of epi-Mauritine A N-oxide (4)
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S43  The HMBC spectrum of epi-Mauritine A N-oxide (4)
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S44  The ROSEY spectrum of epi-Mauritine A N-oxide (4)
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S45 The Positive FABMS of epi-Mauritine A N-oxide (4)

I - )
FilerI1224F1 Ident:15_16-2_3 Win L000PPM Acq:24-DEC-2009 T4:36:53 +2:1T Cal:I2Z4F
AutoSpec FAB+ Magnet BpM:72 BpI:32780288 TIC:197766704 Flags:HALL
File Text: Resl000 Gly T2ZA-12
100y 72 i _3.3E7
H E
953 / Pahd g E 3. 1E7
E i | i 5
903 ! £ 3.0E7
85_3 J| ;2 .BE7
803 i E2.6E7
753 J E 2587
703 | E 2. 3E7
65] ' £ 2. 167
60 £ 2. 0E7
564 ; £1.8E7
50 E1.6E7
453 F1.587
1 592 g
404 Sl
353 E1.1E7
303 t9.8E6
25 378 F 8. 2E6
203 £ 6.6E6
154 116 576 F 4. 9F6
: : £ 3,386
284 E
8 350 F1.6E6
E 308 I 90 416 446470 531 E
S S et - b =0.0E0
300 350 ado " ad0 sb 550 m/z
S46  The Positive HRESIMS of epi-Mauritine A N-oxide (4)
Acqg. Date: Thursday, December 31, 2009 Acqg. Time: 10:58
Sample Name: 091231ESIA TZA-12
+TOF MS: 1.067 to 1.300 min from 091231ESIA TZA-12.wiff Max. 221.7 counts!
a=3.55958059032379540e-004, t0=7.96575916585934460e+001
*
609.2807
2204
210+
200+
190
180
592.3126
170
160
150
140
130+
8 {
13
§ 120 :
> 1104
g !
K] 100+
k=
90
80-
70 I |
60 ‘ ‘ 610.2812
o |
40 | 593.3109 ‘
30| ‘ ! ‘
10+ \ “‘ I\ “‘ \
0 SRR | S | S e i . : . } o N K
590 592 594 596 598 600 602 604 606 608 610 612
m/z, amu
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S46 The Positive HRESIMS of epi-Mauritine A N-oxide (4)

Acq. Date: Thursday, December 31, 2009

Sample Name: 091231ESIA TZA-12

Acq. Time: 10:58

Elemental composition calculator
Target m/z: +592.3126 amu
Tolerance: +10.0000 ppm
Result type: Elemental
Max num of results: 1000
Min DBE: -10.0000 Max DBE: +60.0000
Electron state: OddAndEven
Num of charges: 0
Add water: N/A
Add proton: N/A
File Name: 091231ESIA TZA-12.wiff
Elements Min Number Max Numbex:
1 Br 0 0
2 C 0 200
3 (e 0 0
4 F 0 0
5 H 0 400
6 K 0 0
P N 5 5
8 a 0 0
9 (o] 4 6
10 s 0 0
Acq. Date: Thursday, December 31, 2009 Acq. Time: 10:58
Sample Name: 091231BSIA T2ZA-12
Elements Min Number Max Number:
5 Si 0 0
Formula Calculated m/z (amu) mba Error PPM Error DBE
i C32 H42 N5 06 592.3135 -0.9095 -1.5356 14.5

27




S47 The IR spectrum of epi-Mauritine A N-oxide (4)

Transmittance [%)]
100

30

2854,05 —2872.51—=

3391.38 —

3500 3000

1506.55 —

1676.34 —

143858 —1453.86-

2500 2000 1500

Wavenumber cm-1

1177.10 —

~1101.36

1079.39

1128.01
103762 —————

1000

701.78

42075

455.71

500

Sample : TZA-12

Frequency Range : 399.271 - 3996.57

Measured on : 03/01/2010

| Technique : KBrif /i
Customer : 100103IR2

| Resolution : 4
| Zerofilling : 2

Instrument : Tensor27

Acquisition : Double Sided,For

S48 The UV spectrum of epi-Mauritine A N-oxide (4)

0.800
0.600
A |
b
s 0.400
0.200
0.000 . —
190.0 250.0
4 TZA-12
0 kL o 18:31 09-12-23
s Bias
Pobi i v Abs.
EEE P o3
PeLE: 2.0
HAE 7] B 0.2
. AL (nm.) Abs.
1 309.40 0.0265
2 204.00 0.5950

SHIMADZU UV-2401PC

300.0 350.0
A (nm.)
TZA-12

FESMMRPAE: 0.01282E58/%E 71
wol: FRE

28

| Sample Scans : 16

400.0



S49 The [a]p of epi-Mauritine A N-oxide (4)

Optical rotation measurement

Medel : P-1020 (A060460638)
No Sample Mode Data Monitor Temp.
Blank Cell
Temp Point
No.1  2(1/3) Sp.Rot -1163.0000 -0.5815 243
0.0000 50.00
Cell
No.2 2(2/3) Sp.Rot -1165.2000 -0.5826 243
0.0000 50.00
Cell
No.3 2(3/3) Sp.Rot -1163.4000 -0.5817 243
0.00C0 50.00
Cell

Date
Comment
Sample Name

Thu Jun 17 14:23:11 2010
0.00100g/miMeOH
TZA-12

Thu Jun 17 14:23:24 2010
0.00100g/mIMeOH
TZA-12

Thu Jun 17 14:23:37 2010
0.00100g/miMeOH
TZA-12

S50 The CD spectrum of epi-Mauritine A N-oxide (4)

Light Cycle Time

Filter Integ Time

Operator

Na 2 sec

588nm 10 sec

Na 2 sec

589nm 10 sec -
1 fS $b/5 )

Na 2 sec

58%nm 10 sec

>0

\
]

|
-
(-}

|
-
L]

N
o

Circular Dichroism (mdeg)

200 220 240 260 280

300 320 340 360

Vvavelength (mm)

File: CD TZA-12-1mm(195-400)0008.dsx
ProBinaryX
Attributes :
- Time Stamp :Thu Dec 16 15:49:53 2010

- File ID : {9E4B3D56-D716-4b56-81 1A-59206833EFA2}

- Is CFR Compliant : false
- Original unaltered data
Remarks:
- HV (CDDC channel): O v
- Time per point: 1 s
- Description: Sample 1
- Concentration: 0.0180mg/ml MeOH
- Pathlength: 1 mm

Settings:
- Time-per-point: 1s (25us x 40000)
- Wavelength: 195nm - 400nm
- Step Size: Inm
- Bandwidth: Inm
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S51 The 'H NMR spectrum of Mauritine A N-oxide (5) in CsHsN

Bruker DBX-200MHz:
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The *C NMR spectrum of Mauritine A N-oxide (5) in CsHsN

Current
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£XPND
ROCND

72 - Aca
Date_
Tise
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SROBHD

PULPROG

ppm
171
74517171 492
:i:::17c 683
169.079
158.243
150159
149889
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38.305
6
705

120

4

A
J

5
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57. 95
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e
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1
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S53 The HSQC spectrum of Mauritine A N-oxide (5)
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S54  The COSY spectrum of Mauritine A N-oxide (5)
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S55 The HMBC spectrum of Mauritine A N-oxide (5)
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S56 The ROSEY spectrum of Mauritine A N-oxide (5)
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S57 The Positive FABMS spectrum of Mauritine A N-oxide (5)

Ly i

File;I111F2 Tdent :40_48-4_6 Win I000PPM Acq:II-NOV-2000 II1:48:I7 +5:57 Cal:IIIIFZ
AutoSpec FAB+ Magnet BpM:72 BpI:8304472 TIC:24520644 Flags:NORM
File Text: Resl1000 Gly 2
100% 72 T2g—11 _8.3E6
953 £7.9E6
903 £7.5E6
853 E7.1E6
803 E .6E6
753 £ 6.2E6
703 Es.8E6
653 F5.4E6
603 E5.0E6
553 E4.6E6
50 E4.2E6
453 £3.7E6
403 £ 3.3E6
35 £2.9E6
303 E2.5E6
i 116 E
253 535 -2.1E6
203 £1.7E6
153 F1.286
103 Eg.3E5
i 84 3
53 134 F4.2E5
96 378 =4
] 284 E
E J ,.Llu .t]h‘%?lzl 203 250 “J302 350 | 416 531 614 654 F0.0E0
so 100 150 200 250 300 350 480 450 500 550 6060 6% 760 n/z
S58 The Positive HRESIMS spectrum of Mauritine A N-oxide (5)
’ Acq. Date: Thursday, December 31, 2009 Acqg. Time: 11:09
Sample Name: 091231ESIA T2A-15
+TOF MS: 2.817 to 3.017 min from 091231ESIA TZA-15.wiff Max. 170.0 counts.
fa=3.55958351137229610e-004, t0=7.96575916585934460e+001
*
1704 609.2807
1604
150+
1404
130
120
110
1004
£2
S
3 90+
2 592.3122
2 80 |
3 |
£
704
60
50
404 610.2811
304
|| 5933140 ; I
20 \‘ [l “
10 ‘ [ | | ennam
» )L‘ \k594-,3\”0 607.2668 J\ ('\ 1
0 T ~ T : - . v y . . _4 M I NPy iy
590 592 594 596 598 600 602 604 606 608 610 612
m/z, amu
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S58 The Positive HRESIMS spectrum of Mauritine A N-oxide (5)

l Acq. Date: Thursday,

December 31, 2009 Acq. Time: 11:09
Sample Name: 091231ESIA T2A-15
Elemental composition calculator
Target wm/z: +592.3122 amu
Tolerance: +10.0000 ppm
Result type: Elemental
Max num of results: 1000
Min DBE: -10.0000 Max DBE: +60.0000
Electron state: OddAndEven
Num of charges: 0
Add water: N/A
Add proton: N/A
File Name: 091231ESIA TZA-15.wiff
Elements Min Number Max Number
5 Br 0 0
2 e 0 200
3 Cl 0 0
4 F 0 0
5 H 0 400
6 K 0 0
7 IN 5 5
8 Na 0 0
9 (o) 4 6
10 S 0 0
| Acg. Date: Thursday, December 31, 2009 Acq. Time: 11:09
Sample Name: 091231ESIA TZA-15
‘ Elements Min Number Max Number:
|
11 Si 0 0
| Formula Calculated m/z (amu) mbDa Error PPM Error DBE
1 C32 H42 N5 06 592.3135 -1.3095 -2.2109 14.5
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S59 The IR spectrum of Mauritine A N-oxide (5)

09.56
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Wavenumber cm-1
Sample : TZA-15 Frequency Range : 399.271 - 3996.57 Measured on : 03/01/2010
Technique : KBri& f Resolution : 4 Instrument : Tensor27 Sample Scans : 16
| Customer : 100103IR3 Zerofilling : 2 Acquisition : Double Sided,For S
S60 The UV spectrum of Mauritine A N-oxide (5)
1‘000[ — e SHIMADZU UV-2401PC [
0.800
[
0.600+
A ;
b
S
0.400-
0.200-
S P R Ao T e e SRR
190.0 250.0 300.0 350.0
A (nm.)
B2 | o TZA-15 TZA-15 ——
PESAMREE: 0.0038%% 7w /% Tt
BT 18:05 09-12-23 wEA: R
K o
B ASE Abs.
ESE B9 o
Bsk: 2.0
KA 1) B - 0.2
5. A (nm.) Abs.
1 203.80 0.7673
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S61 The [a]p of Mauritine A N-oxide (5)

Optical rotation measurement

Model : P-1020 (A060460638)

No

No.2

No.3

Sample

Mode

Sp.Rot

Sp.Rot

Sp.Rot

Data Monitor
Blank
-377.0000 -0.1885
0.0000
-377.0000 -0.1885
0.0000
-375.8000 -0.187¢2
0.0000

Temp.
Cell
Temp Point

23.9
50.00
Cell
23.8
50.00
Cell
23.9
50.00
Cell

S62 The CD of Mauritine A N-oxide (5)

Circular Dichroism {mdeg)

File: CD TZA-15-1mm(1 95-400)0007.dsx

Date
Comment
Sample Name

Thu Jun 17 14:03:11 2010

0.00100g/mIMeOH
TZA-15

Thu Jun 17 14:03:24 2010

0.00100g/miMeOH
TZA-15

Thu Jun 17 14:03:38 2010

0.00100g/mIMeOH
TZA-15

Light Cycle Time
Filter Integ Time
Operator
Na 2 sec
589nm 10 sec
Na 2 sec v [ 3 é oy
589nm 10sec ) /
Na 2 sec
589nm 10 sec

Smooth (830

'
-
O

N
o

N
3

)
&

-35

ProBinaryX
Attributes :
- Time Stamp :Thu Dec 16 15:37:55 2010

Vwvavelength (n )

- File ID : {272COD10-A7FB-456b-A87B-C2E2F1E77FF3}
- Is CFR Compliant : false
- Original unaltered data

Remarks:

- HV (CDDC channel): O v

- Time per point: 1 s
- Description: Sample 1
- Concentration: 0.0200mg/ml MeOH

- Pathlength: 1 mm

Settings:
- Time-per-point: 1s (25us x 40000)
- Wavelength: 195nm - 400nm

Step Size: 1nm

- Bandwidth: Inm
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S63 The 'H NMR spectrum of Apetaline C (6) in CDCl;

h CDC13 ave00
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S64 The *C NMR spectrum of Apetaline C (6) in CDCl;

cl3 CDC13 av6e00
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S65 The HSQC spectrum of Apetaline C (6)
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S66 The 'H-'H COSY spectrum of Apetaline C (6)
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S67 The HMBC spectrum of Apetaline C (6)
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S68 The ROSEY spectrum of Apetaline C (6)
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S69 The Positive ESIMS of Apetaline C (6)

Mass Spectrum List Report

Analysis Info
Analysis Name
Method
Sample Name

D:\DATA\2011file\1108\110804\tza-9000.d

ms_ptservice.m
tza-9

Acquisition Date

Operator
Instrument

8/7/2011 4:01:12 PM

QUYAN
HCT

Acquisition Parameter
lon Source Type

Mass Range Mode
Capillary Exit
Accumulation Time

Std/Enhanced
136.9 Volt

Positive
100 m/z
40.0 Volt
7 Spectra

lon Polarity
Scan Begin
Skimmer
Averages

Alternating lon Polarity

Scan End
Trap Drive
Auto MS/MS

off
1500 m/z
69.0

off

Intens.
x107

301

612

748
579

1 LALL,l -

1201

+MS, 0.1-0.7min #(3-30)|

miz |
301 1924887

579 1693499
612 36205724
628 2308541
663 2396317
748 4141690
1201 1957801
1337 994760

ONOO B WN

1337
1

200

400

600 800

S70 The Positive HRESIMS of Apetaline C (6)

Acg. Date: Monday, September 19,

Sample Name: 110919ESA  tza-9

2011

Acq. Time: 14:26

1000

1200

1400 m/z

1.4
11.0

10.5

10.04
9.5
9.0
8.5
8.04
7.51
7.04
6.5
6.0
5.5
5.0
45

Intensity, counts

4.0
35
3.0
25
2.0
15
1.04

051
0.0%—

+TOF MS: 3.167 to 3.367 min from 110919ESA  tza-9.wiff
a=3.56009576470521400e-004, t0=8.68962387550491260e+001

609807

! [

7 607.0

6075  608.0

608.5

609.0

610.2861

611.2780

- K | 1

61 2./2782
\

il o
610.5 611.0 611.5
m/z, amu

6005  610.0 10 61"

I

6130 6135

Max. 11.4 counts.

613.2838

m

6140 6145

6150 6155

40




S70 The Positive HRESIMS of Apetaline C (6)

Acq. Date: Monday, September 19, 2011 Acg. Time: 14:26
Sample Name: 110919ESA tza-9
Elemental composition calculator
Target m/z: +612.2782 amu
Tolerance: +10.0000 ppm
Result type: Elemental
Max num of results: 1000
Min DBE: -10.0000 Max DBE: +60.0000
Electron state: OddAndEven
Num of charges: 0
Add water: N/A
Add proton: N/A
File Name: 110919ESA  tza-9.wiff
Elements Min Number Max Number:
1 Br 0 o 0
2 [ 0 » 200
3 cl 0 0
4 F 0 0
5 H 0 400
6 T 0 0
7 K 0 0
8 N 5 5
9 Na AR L
10 (o] 3 6
Acq. Date: Monday, September 19, 2011 Acg. Time: 14:26 v
Sample Name: 110919ESA tza-9
Elements Min Number Max Number:
11 P 0 0
12 Pt 0 0
13 S 0 0
14 Si 0 0
Formula Calculated m/z (amu) mDa Error PPM Error DBE
1, C32 H39 N5 06 Na 612.2798 -1.6041 -2.6199 15.5
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S71 The IR spectrum of Apetaline C (6)

Transmittance [%]
25 30 35 40 45 50

20

3425.98 —

1176.65

)
©
=
©

1126.72

T T
2500 2000 1500

Wavenumber cm-1

1000

=3

721.33 14480,
598,57

466.30

500

I Sample : tza-9

| Frequency Range : 399.246 - 3996.32 Measured on : 31/08/2011

Technique : KBr/E /-

Customer : 110831IR0

| Resolution : 4 Instrument : Tensor27

Zerofilling : 2 ’ Acquisition : Double Sided,For

S72  The UV spectrum of Apetaline C (6)

0.257

0.200

0.1501

SHIMADZU UV-2401PC

A |
b
s
0.100
0.050-
.000 Lo .
i 190.0 250.0 300.0 350.0
AL (nm.)
St TZA-9 TZA-9
FEGIRAE: 0.0320%E 7w/E T
faE 12:52 11-07-17 AR R
R Iy
B AR Abs.
F g
33 5.0
KA 1) i - 0.2
. . A (nm.) Abs.
: 1 206.00 0.1948
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S73 The [a]p of Apetaline C (6)

Optical rotation measurement

Model : P-1020 (A060460638)
No.

Sample Mode Data
No.1 10 (1/3) Sp.Rot -30.8000
No.2 10 (2/3) Sp.Rot -28.4000
No3 10 (3/3) Sp.Rot -30.2000

Monitor
Blank

-0.0154
0.0000

-0.0142
0.0000

0.0151
0.0000

S74 The CD spectrum of Apetaline C (6)

Tza-9
. 0
o2
o]
o
Lo B
E -
2
o
£
L -8
(a]
7
5
3
g
(8]
-10
1
08
5 08
<
<
o
g o4
[
el
=
.§ 02
<
]
-0.2

Temp. Date
Cell Comment
Temp Point  Sample Name

245 Sat Aug 27 12:00:51 2011
50.00 0.00100g/miMeOH

Cell TZAQ

24.4 Sat Aug 27 12:01:04 2011
50.00 0.00100g/miMeOH

Cell TZA-9

24.4 Sat Aug 27 12:01:17 2011
50.00 0.00100g/miMeOH

Cell TZA-9

g -

Light
Filter
Operator

Na
589nm

Na
589nm

Na
589nm

240

260 280 300 320 340 360
Wavelength (nm)

Cycle Time
Integ Time

2 sec
10 sec

2 sec 2
10 sec *’F"q"u

2 sec
10 sec

Smooth (=):0

260 =280 300 320 340 380
WWavelength (nm)
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S75 The 'H NMR spectrum of Mauritine A (7) in CDCl;

tzapeb H .

Current Data Parameters

- - -~ TN MODODOWVWLOSMVNWLVLOY " TVOTNOMDNWNNU—ONTONDSWLON T AME

T2l P o h Yo b N e AR M e e RO NMUDRONMMAUMNIONSNIUVONNROD MO U EXPNO

M T ORI OMONIDCOITPONMIONDTVDOETB =" MADNDIAUDSAUIODUVOOODORN TS
ESADI RS MACODUBUMARD—"ODDLUSCWLOERNVDNS=NO~NPDDOIVNSOSDLOLNIDY <O DI LO PROCND
SoouuRRTYS IO goooac BN Y 0o oim DEOMAN—A—"OOTAUAN—" "N NCS O O®

OB BB NN N NN cN~N~NN~N~NNCOOOOEEOBEEEOIITITIMOOOOOUNUVNNN ===~

™
Date_
Time
[ INSTRUM

| PROBHD
PULPROG

NS\

10
SOLVENT

DE

TE

it}
MCREST
MCHRK

=======s CHANNEL fi ==

tzap2b
21
1

F2 - Acquisition Parameters

20090227
11.03
spect

5 mm BB {H-BB

29

32768

coc13

1

0
8503.401 Hz
0.259503 Hz
1.9268084 sec

58.800 usec
6.00 usec

0.0 K
1.00000000 sec

0.00000000 sec
0.01500000 sec

| | b 2
| ' 1 10.00 usec
l ’ Ly -4.00 d8
| ‘ SFO1 500.0326015 MHz
| [ F2 - Processing parameters
s1 16384
- SF 500.0307417 MHz
| ‘ WOW
[ ] [ 558 0
LB -0.40 Hz
68 0.2
rC 1.00
10 NMR plot parameters
ox 22.00 cn
cy 16.00 cm
1P 9.598 ppm
F1 4799.07 Hz
FoP -0.678 ppm
2 -339.27 Hz
PPMCM 0.46708 ppm/cm
HzZeM 233.56108 Hz/cm

1693

Integral
1.0000

o

T T

&
g
2
s

T

0.8267

5.3825
1.5658

0.9105

I L i e

T

1.6258

)

R R B

5.0919

1.5687

—r

S76 The 13C NMR spectrum of MaurltlneA (Mi in CDCl;

tzapeb c13
Current Data Parameters
tzap2t
EXPNO 22
PROCNO 1
F2 - Acquisition Paraseters
Date_ 20080227
Time 21.36
INSTRUM spect
PROBHD 5 mm DUL 13C-1
¥ iy ; . v PULPROG 2900
. it 30768
SOLVENT Pyr
NS R
s 0
SWH 28985.508 Hz
FIDRES 0884567 Hz
AG 0.5652980 sec
% 22%.8
oW 17.250 usec
DE 6.00 usec
1€ 0.0k
01 3.00000000 sec
a1 0.03000000 sec
MCREST 0.00000000 sec
MCWAK 0.01500000 sec
R P —
i Nuct 13C
Py 5.90 usec
PLY 0.00 d8
SFO1 125.7467261 WHz
” b . il S B
CPOPRG2 waltz1s
Nuc2 iH
PCPD2 84.00 usec
CLULINNODNO—=NOMODONUDNIAUNDWINN O «— N U o o n o~ oM oO@OOMmMWOoOnNoO PL2 -4.00 98
NMNDMUOUOOLONUNCTOOWDDODON O NN - —O o - ~m o m U WL MmMmMmNNS O PLI2 18.00 d8
e 0 JONSE P O FU01A0 N 0 T G e o) D70l T D00 o S T o . sa ain | e e S0z 500,0325001 Wiz
a SO oo00OO0NOONOUNNOCODWVLWOLMMMNO g o n n n wn LN oMU~ ODOOhaomm
a NN NOODOSTMOMMMMMMMO0NONNNNNUNN QU @ ~ w w n o N IS MMM MN -
ol et R S b s s e Al B MR R R R B ), U L R £2 - Processing paraseters
st
& 125.7326059 Wiz
WOW
SS8 0
LB 1.00 Hz
% 0
PC 4,00
ID NMR plot parameters
22.00 cm
CV 9.00 cm
FiP 190.000 ppm
F1 23889.20 Hz
FoP <0.000 ppm
F2 =0.00 Hz
PPMCM 8.63636 ppm/cm
h HZCM 1085 87256 Hz/cm
| Lk N
R e e o ST e T e e e o T T T B A e e B |



S77 The 'H NMR spectrum of Mauritine F (8) in CDCls

tzap4a H

Current Data Parameters

MAURNNAUOTOOUANCMODAUVVOLONVUCTNDIVINVOT “MNOUOM—EINDASOORNNAUDNDD OO NN NAME

DOVWVWNOMNMNDITIITONDIWVONIORONNITIIMNN S AUDSIDDTANMOWLOOSTNNDWNDOS <10 O QN IO EXPN

oW - NP UNCATPAUTAUNDOIT M-S NNTITOONODNMODNUDDOO O UOM=—WDI N EXPNO
ECC0coNAASNNYNYIYIMAANS—-OO0O0OO0OC0WOVVNNOCARNNINMAUNCOO TSI NG~ WO “<—<ooco PROCND
COO0CDDDDMDMOMOONNNSENNNENNNSNNSNSNNOOOOOONOSIIIITOMMAUNMUN — — - - e e

L P Pipigs

PROBHO

/ PULPROG
/ 10

L4 SOLVENT

| ; 05

tzapda
1
1

- Acquisition Parameters

20090308

13.58

avao0

5 mm GNP 1H/15
8

65536

Me00

2

0
B012.820 Hz
0.122266 Hz
4.0894966 sec

20.2
62.400 usec
6.00 usec
292.3 K
2.00000000 sec
0.00000000 sec
0.01500000 sec

CHANNEL f] =sssssss
1H

|
o= Y 10.00 usec
|‘ r [ /’ -3.00 dB
| i ] f SFO1 400.1332010 MHz
,' i F2 - Processing parameters
| / 7 s1 32768
I ( ( SF 400. 1299966 MHz
J WOW EM
ssB 0
. 8 1.00 Hz
o 0
r oC 1.00
~
/ 10 NMA plot parameters
] cx 22.00 cm
oY 18.00 cm
£1p 11.429 ppm
F1 4573.06 Hz
2P -0.232 ppn
2 -82.79 Hz
A PPMCM 0.53004 ppm/cm
| HZCM 212.08412 Hz/cm

\

Y

H g 2 o g 8 = 2
5 =1 ) 0] =1 ~ o0 0
H 2 s o < < < <
nnm 1(‘13 ] A A 2 A
S78 The “C NMR spectrum of Mauritine F (8) in CDCl;
tzap4a c13
Current Data Parameters
NAME tzapda
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20090308
Time 14.25
J‘ﬁ_ I INSTRUM 8v400
PROBHD 5 mm ONP 1H/15
(9. NRIP e r PULPROG 290
- A 32768
SOLVENT coci3
NS 320
0s 2
SWH 23584.906 Hz
FIDRES 0.719754 Hz
A 0.6947316 sec
ARG 8192
o 21.200 usec
DE 6.00 usec
TE 293.1 K
01 4.00000000 sec
o1l 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.04500000 sec
== CHANNEL ] wwwessse
NuCH 13C
% P 9.40 usec
PLY -4.00 0B
SFO1 100.6239976 MHz
i | Lo | i . L i o a
CPDPRG2 waltz16
Nuc2 1H
PCPD2 90.00 usec
ONNSNMOUNNENODAUIYISNAU-0O0ON—- I INWOIN O (=] ~ w0 g o O N DOOMMDMIN OO PL2 -3.00 g8
QO MOMUOUAONAUNITOOY WANWM«~ MW~ 0«~W0NN < w =un~ ocmmM@@MOUNWOUNODUMIT NO PLIZ 14.00 o8
Emmvvv-—nmmv\v-—mommmmmmmmr\vr\o m m 010’1!\ LDLDOVO\ID(‘T.DLOW'\OO 5F02 400.1316005 Mz
Q00 WO DDVDVVOWLMUOOODNOITMNMNUODN < w ~ o n WmOMN =~ =00 0O~ W
ANNKNRNR OB I IMM MO OMEO MO Q0N NQUQU QU - @ w 0w n TS OMMMMMO o~~~
SERBRRISRASENNARRNNINRARE S sl
S1 32768
SF 100.6127161 M1z
WOK EM
558 0
LB 1.00 Hz
68 0
PC 2.00
10 NMR plot parameters
cx 22.00 cm
oy 18.00 cm
1P 180.000 ppm
3] 18110.29 Hz
Fop 0.000 ppm
F2 0.00 Hz
PPMCM B.18182 ppm/cm

AN —— 0 | O

823.19495 Hz/cn



S79 Retention time of standard amino acids and the hydrolysates of 1-8

Amino Acid Rt/min Compounds Configuration Rt/min
L-Phe 55.81 1 L-Phe, L-Val 56.01, 45.22
D-Phe 30.02 2 L-Phe, L-Val 56.21, 47.62
L-Val 44,51 3 L-Phe, L-Val, D-N,N(CHs),-Ala  56.72, 44.24, 27.66
D-Val 62.73 4 L-Phe, L-Val 56.12, 43.65

L-N(CHg)-Ala 33.21 5 L-Phe, L-Val 53.04, 44.76

D-N(CHj3)-Ala 48.25 6 L-Phe, L-Val 56.13, 45.60
L-N,N(CHa)2-Ala 38.57 7 L-Phe, L-Val, L-N,N(CHs),-Ala 5591, 44.63, 38.17
D-N,N(CHs),-Ala 27.55 8 L-Phe, L-Val, L-N(CHz)-Ala 5522 45.43, 33.38

1 13
S80 "Hand °C NMR data of 7-8
7b,* 70,# 8c,* 8b,#
No.
dc, mult. dn (Jin Hz) Jc, mult. du (Jin Hz) dc, mult. du (Jin Hz) dc, mult. dn (Jin Hz)
1 120.9,CH  6.48,d, (7.5) 115.1, CH 6.25, d, (7.7) 123.1, CH 6.56, d, (6.9) 114.7, CH 6.29, d, (7.9)
2 1268,CH  6.70,t, (7.5) 125.3, CH 6.64, m 127.2,CH 6.63, 1, (6.9) 125.3, CH 6.70, ‘;dg’)(lo""
3 7.78,d, (7.5) 6.32, d, (10.3) 8.20, d, (6.9) 6.33,d, (10.4)
4 168.8, qC 166.5, ¢C 169.5, qC 166.4, C
5 55.2, CH 5.06, m 54.0, CH 455,m 55.8, CH 5.09, m 54.0, CH 460, m
6 8.83,d, (8.8) 6.45, d, (8.5) 9.02, d, (9.0) 6.42, d, (8.4)
7 171.8,qC 170.3, ¢C 171.3,¢C 170.4, ¢C
8 65.9, CH 453,d, (6.0) 64.1, CH 4.12,d,(5.7) 66.4, CH 456,d, (6.1) 64.1, CH 4.15,d, (6.1)
9 84.4, CH 5.62,m 83.6, CH 5.44,m 84.3, CH 5.66, m 83.6, CH 5'5°'g‘i)(1°'2’
11 158.3, ¢C 157.3,¢C 158.4, qC 157.3,¢C
) 7.04, dd, (8.2,
12 1224,CH  6.96,d, (8.1) 1225, CH 6.98, m 122.5,CH 6.98-7.15 122.6, CH 24)
13 130.8, CH 7.03° 130.2, CH 6.91,d, (8.2) 130.9, CH 6.98-7.15° 130.2, CH 6'95’1‘12') 2,
14 132.7,¢C 132.4,¢C 133.0, qC 132.4,qC
o o 7.06, dd, (9.2,
15 132.2, CH 7.06 132.3, CH 7.01,d, (8.5) 132.3,CH 6.98-7.15 132.4, CH 14)
16 120.9, CH 7.44° 122.2, CH 7.24° 120.7, CH 7.47,d, (8.3) 122.3, CH 7.20-7.30°
3.15, dd, (13.7, 2.64, dd, 2.66, dd, (14.1,
17 38.2, CH, 75 36.1, CH, (140, 5.4) 38.7, CH, 3.00, d, (16.1) 36.0, CH, 5.3)
3.28,dd, (13.7, 3.41,dd, (14.1,
28) 3.32,m 3.24,d, (5.8) a1)
18 138.4, qC 135.6, C 138.7, qC 1355, ¢C
19 130.3,CH  7.43,d, (7.3) 130.0, CH 7.26° 130.3, CH 7.39,d, (7.4) 130.1, CH 7.32,d, (7.1)
20 1285 CH 7.0t (7.3) 128.4, CH 7.19° 128.8, CH 6.98-7.15° 1285, CH 7.20-7.30°
21 126.7, CH 7.06° 127.0,CH 7.22° 127.0,CH 6.98-7.15° 127.1,CH 7.20-7.30°
22 1285 CH 7.0t (7.3) 128.4, CH 7.19° 128.8, CH 6.98-7.15° 1285, CH 7.20-7.30°
23 130.3,CH  7.43,d, (7.3) 130.0, CH 7.26° 130.3, CH 7.39,d, (7.4) 130.1, CH 7.32,d, (7.1)
24 32.3,CH, 212,m 31.9, CH, 2.14,m 32.4,CH, 227,m 31.9, CH, 219, m
2.44,m 2.45,m 248, m 258, m
25 46.3, CH, 361, m 46.4, CH, 3.44,m 46.6, CH, 367,m 46.4, CH, 347, m
431,1, (9.3) 4.20,1, (9.2) 4.33,1,(9.3) 457, m
27 1715, ¢C 1714, ¢C 170.4, qC 1714, ¢C
28 555CH  4.86,t,(8.2) 547,CH 4.46,1,(8.1) 57.0,CH 4.94,1, (7.9) 542, CH 4.20, gdé)(lz'()*
29 314,CH 2.19,m 29.6, CH 1.94,m 313, CH 213, m 31.2,CH 197, gq%)(lzo,
30 19.7,CH;  1.01,d, (6.5) 19.2, CH, 0.83,d, (6.8) 18.8, CH, 1.05, d, (6.9) 19.2, CH, 0.86, d, (6.7)
31 183,CH;  0.95,d, (6.5) 17.9, CH, 0.81, d, (6.8) 17.0, CH, 1.03, d, (6.9) 17.6, CH, 0.84,d, (6.7)
32 8.25,d, (8.2) 7.75,d, (8.6) 10.02, d, (7.9) 7.79,d, (8.9)
33 174.3,¢C 174.2, qC 172.0, qC 175.1, ¢C
34 65.5, CH 3.08,q, (6.8) 64.7, CH 3.02,m 57.9, CH 4.75,q, (6.7) 60.5, CH 3.12,q, (6.9)
35 138,CH;  1.29,d, (6.8) 12.2, CH, 1.23,d, (7.0) 19.7, CH, 1.81,d, (6.7) 19.9, CH, 1.35, d, (6.9)
37 42.5,CH, 2235 42.3, CH, 230, 31.6, CH, 3.02,s 35.2, CH, 2.48,'s
38 42.5,CH, 2235 42.3, CH, 230,

® Recorded at 125/500 MHz, ¢ Recorded at 100/400 MHz. ™ Recorded at pyridine-ds, * Recorded at chloroform-d,, ® overlapped.
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S81 Figure 1. Key 'H-'H COSY, HMBC and selected ROESY correlations of compounds 1-6
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Figure 1. Key *H-'H COSY, HMBC and selected ROESY correlations of compounds 1-6
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