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S 1.1 'H NMR and **C NMR Spectra of 1

DVN-11 Acetone 100316
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S 1.2 HMBC Spectrum of 1
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S 1.3 HMBC Spectrum magnified of 1

DVN-11 gHNBC_Acetone-ds 100323
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S 1.4 HSQC Spectrum of 1

DVN-11 gHSQOC_Acetone-d6 100401
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S 1.5 EIMS and HREIMS Spectra of 1

Defaultinstrument 14:43:51 CA176-Cal
DVK-11
GCT-T1005-0S0308 308 (5.134) Cm (308:313-(23:108+446)) TOF MS El+
100, 700 468
S
358.1 500.2
429.2
3551
4672 4555
71.0
208.0 281.1 a1 501.2
95.9 155, 209.1 283.1 ’ 4111
1411 183.0 3711 505.2
2111 3111 3251 9.2
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Chanchai Institute of Organic Chemistry ,&

Instrument: Waters Micromass GCT

Chix

Cewdemie of Soiences

High Resolution MS Data Report

B o

8sloe

GCT-T1005-050308
5
DVK-11

Card Serial Number:
Sample Serial Number:
Operator: Li

Date: 2010/05/21

Elemental Composition Report

Single Mass Analysis
Tolerance = 1.5 mba / DBE: min = -1.5,
Isotope cluster parameters: Separation = 1
Monoisotopic Mass, Odd and Even Electron I
€l4 formulafe)

max
.0

ons

Minimum:

Maximum: 1.5 5.0

Mass Calc. Mass mDa PPM

500.2050 500,2051 -0.1 -0.2
500.2046 0.4 0.7
500.2060 -1.0 -1.9
500.2038 1.2 2.4

{displaying only walid results}

50.0

evaluated with 4 results within limits

-1.3

50.0

DEE Score
7.5 4
1z.0 1
17.0 2

8.0 3

Abundance = 1.0%

{all results {(up te 1000)

for each mass)
Formula
C24 H35 N 08 C1
c27 H3Z2 0%
C28 HZB N4 OS5
C22 H33 N4 07 C1



S 2.1 'H NMR and **C NMR Spectra of 2
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S 2.2 HMBC Spectrum of 2
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S 2.3 HSQC Spectrum of 2
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S 2.4 EIMS and HREIMS Spectra of 2

Defaultinstrument 14:26:57 CA176-Cal
DVK-3
GCT-T1005-0S0307-1 286 (4.767) Cm (282:286-(27:67+536)) TOF MS ElI+
100+ 355.1 96.2
191.0
133.0
711
. 281.1
=7 360.1
70.0
238.1 356.1]
341.0
207.0 2820
1270|1411 o 482.2
1671 /0 283.1 4111
1920 4122
267.0 3400
211.0 9y5 4| pin 2841 oy 342.0) 305.1 832
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Shanghai Institute of Organic Chemistry
Chincse Academic of Sciences A
High Resolution MS Data Report
Bloe
Instrument: Waters Micromass GCT
Card Serial Number: GCT-TI005-080307
Sample Serial Number: DVK-3
Operator: Li
Date: 2010/05/21
Elemental Composition Report
Single Mass Analysis (displaying only valid results)
Tolerance = 1.5 mDa / DBE: min = -1.53, max = 50.0
Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%
Monoisotopic Mass, Odd and Even Electron Tons
501 fermula(e) evaluated with 4 results within limits (all results {up to 1000) for each mass)
Minimum: =1.5
Maximum: 5.0 50.0
Mass Calc. Mass PPM DBE Score Formula
482.1%43 482.1941 0.5 13.0 1 C27 H30 08
482.1948 -0.5 8.5 El C24 H33 N 07 Cl1
432.1932 2.3 9.0 3 cz2 H31 N4 08 Cl
482.1954 -2.3 18.0 z C28 H26 N4 04
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S 3.1 'H NMR and **C NMR Spectra of 3
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NAME dvn-14
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100507
Time 16.44
INSTRUM spect
PROBED 5 nm QNP 113
PULFROG 2930
™D 65536
SOLVENT Acetone
NS 8
o8 2
SWH 15015.015 Hz
FIDRES 0.229111 Hz
AQ 2.1824323 sec
RG 64
oW 33.300 usec
DE 6.50 usec
TE 300.0 K
n1 2.00000000 sec
DO 1
CHANNEL 1 ==menmes
1H
10.50 w
=-4.00
500.1320584 MHz
F2 - Processing parameters
1 7
SF 500.1300084 MHz
WDW M
ssB [
1B 1.00 Hz
G8 o
3 1.00
1
| / ' | Y | i ‘ r |
wn e o r~ ol [ole] ol |= ovon o
£ e & B B I =] 1 = I B b I
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\\ | | | [N ) | NAME dvn-14
\ / £ EXPNO 4
A \ \ i PROCNO 1
F2 - Acquisition Parameters
Date_ 20100508
Time a.11
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2gpg30
™ 65336
SOLVENT Acetone
NS 10305
D3 4
SHH 43859.648 Hz
FIDRES 0.669245 Hz
aQ 0.7471718 sec
RG 183%0.¢
oW 11.400 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
di1 £.03000000 Bec
DELTA 1.89999658 sec
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CHANNEL f1 msm=sss==
| 13c
| 8.20 usec
-4.00 dB
125.7722600 MHz
- = CHANNEL £2 ==
CPDPRGZ waltzlé
NuC2 1H
PCPD2 82.00 usec
PL12 15.00 dB
PL13 13.36 dB
PL2 -4.00 dB
sFO2 500.1332350 MHz
FZ - Processing parameters
32768
5F 125. 75:5750 MHz
WD
SSB
LB 3.uo Ez
GB [
) PC 1.40
T T T T T T T —T T
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S 3.2 HMBC Spectrum of 3
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S 3.3 HSQC Spectrum of 3
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S 3.4 ROESY Spectrum of 3
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S 3.5 EIMS and HREIMS Spectra of 3

Defaultinstrument 10:15:25 CAL176-Cal
DVN-14
- - 5.301) Cm (317:334-(249:266+87:112)) TOF MS El+
GCT-T1009-0S0486 318 ( ) ( ( 4101 1.05¢3
1004
409.1
1 480.2
1 199.1
395.1
136.0
S 411.1
185.0
498.2
165.0 3671 465.2
| 126.1 213.1 412.1
113.0
164.0 96.0 499.2
67.0
o I
0 “1“\“‘\‘.‘\‘\\“““\“"L‘ “ ‘\H ’C_r m/z
50 100 500
Shanghai Institute of Organic Chemistry
Chinese Academic of Sciences \
High Resolution MS Data Report L
Instrument: Waters Micromass GCT [onisation Mode: EI+ Electron Energy: 70eV sloc

Card Serial Number: GCT-T1009-050486
Sample Serial Number: DVN-14
Operator: Li

Date: 2010/09/27

Elemental Composition Report

Single Mass Analysis
Tolerance = 1.5 mDa / DBE: min = -1.5, max = 50.0
Isotope cluster parameters: Separation = 1,0 Abundance = 1.0%

Monoisotopic Mass, Odd and Even Electron Tons
595 formula(e) evaluated with 4 results within limits (all results {up to 1000) for each mass)

Minimum: -1.5

Maximum: 1.5 5.0 50.0

Mass Calc. Mass mla PPM DBE Score Formula

498.1893 498.1895 -0.2 -0.3 8.5 4 C24 H33 N 08 cC1
498.1890 0.3 0.6 13.0 1 €27 H30 09
498.1903 -1.0 -2.0 18.0 2 C28 H26 N4 05
498.1881 1.2 2.4 9.0 3 €22 H31 N4 07 cCl
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S 4.1 'H NMR and **C NMR Spectra of 4
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S 4.2 HMBC Spectrum of 4
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S 4.3 HMBC Spectrum magnified of 4
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S 4.4 HSQC Spectrum of 4
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S 4.5 EIMS and HREIMS Spectra of 4

Defaultinstrument 10:38:08 CAl76-Cal
DVP-9
GCT-T1009-0S0488 155 (2.583) Cm (138:163-(64:86+17:35)) TOF MS El+
100+ 500.2 2.49e3
< | 59.1
4111
1 482.2
3951 501.2
1160.0
369.1 467.2
367.1
| 355.1 441.2
84.1 183.0
87.0 ’ 340.1
173.1 3251
1 256.2 502.2
0 ‘ ‘ i} MM “\M\\M “th; I ‘ il “H H“ ‘ miz
R R AN AR R LA RRE RARR NARRN RARAS]

50 100 150 200 250 300 350 400 450

500 550 600 650

Shanghai Institute of Organic Chemistry
Chinese Academic of Sciences
High Resolution MS Data Report

Instrument: Waters Micromass GCT Ionisation Mode: El+

Electron Energy: 70eV

Card Serial Number: GCT-TI009-050488
Sample Serial Number: DVP-9

Operator: Li

Date: 2010/09/27

Elemental Composition Report

Single Mass Analysis
Tolerance = 20.0 PPM / DBE: min = -1.5, max = 50.0
Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%

Monoisotopic Mass, 0dd and Even Electron Ions
91 formula(e] evaluated with 4 results within limits {all results

Minimum: -1.5
Maximum: 2.0 20.0 50.0
Mass Calc. Mass mDa PPM DBE
500.2045 500.2046 -0.1 -0.3 12.0
500.1988 5.7 11.5 21.0

- 500.2105 -6.0 -12.0° 3.0

500,214C -9.5 -19.0 25.0

22

(up to 1000) for esach mass)

Score Formula

2 Cc27 H32 09
3 C34 H28 04
1 C20 HM3E Ol4
4 C38 H28 ©



$5.1 'H NMR and **C NMR Spectra of 5
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S 5.2 HMBC Spectrum of 5
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S 5.3 HMBC Spectrum magnified of 5
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(wdd) 14

S 5.4 HSQC Spectrum of 5

0 0e 06 00T 0TI 021 0eT
[P e e S R e 2 = |
> -
|
|
|
-9
[ 4
L3 | e
[
° 7.| e
—5
. o
I &
ool
, _
=¢ i
(wdd ) | :
B e
=3 . | !
T T T ¥

102007 9p-3U0330y~D0SHE 2-dan

26



S 5.5 ROESY Spectrum of 5
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S 5.6 EIMS and HREIMS Spectra of 5

File : C:\MSDCHEM\1\DATA\SNAPSHOT\10091403.D #242(2.132 min)
Acquired : 14 Sep 2010 9:17 am

Sample Name : DVP-7 M.W.452

Misc Info : Agilent 5973N MSD EI 70eV

Shanghai Institute of Organic Chemistry
Base m/z:434 Inten:1195%

100 434

452

| 253 oe0 279 293 307 ‘ |
il ' - ‘

of il
miz—>_ 30 40 50 60 70 €0 90 100110120130 140150 160 170 180 190 200 210 220 230 240 250 260 270 260 250 300 310:320 330 340 250 360 370 360 380 400 &10 420 430 440 450

m/z %RA m/z ¥RA m/z $¥RA  m/z $¥RA m/z %$RA  m/z $RA  m/z $RA  m/z %RA
41 19.47 116 4.72 155 8.98 179 7.83 211 5.27 311 6.15 348 5.94 391 27.71
43 22.55 119 8.28 157 5.46 181 11.06 223 5.30 319 6.71 349 11.16 392 7.58
53 6.26 124 5.90 158 4.97 182 13.57 225 4.78 321 6.97 350 7.29 401 5.77
55 8.68 127 7.53 159 6.25 183 8.77 237 5.04 322 9.32 351 18.12 405 5.18
65 4.65 128 15.77 160 4.70 185 5.15 253 8.18 323 13.94 353 4.63 419 31.10
67 5.56 129 9.32 1le5 13.40 189 8.04 255 4,85 324 5.18 361 6.82 420 9.40
69 27.66 131 5.23 166 7.38 193 4.84 267 5.67 325 9.45 363 10.46 421 4.62
71 5.13 139 6.98 167 9.27 194 4.67 279 6.49 333 8.89 364 6.12 423 4.84
77 9.32 141 13.55 168 9.28 195 10.67 281 5.04 335 14.83 365 40.32 433 89.58
79 5.57 142 5.33 169 6.95 197 7.19 293 7.49 336 5.51 366 11.96 434 100.00
51 11.07 143 4.98 171 8.03 202 5.89 295 8.04 337 9.01 367 13.92 435 27.60

103 4.77 152 12.46 173 5.61 203 4.64 307 10.23 339 7.53 377 5.26 436 5.12

105 6.28 153 51.26 175 8.87 207 4.63 308 5.03 345 5.59 378 6.20 452 48.46

115 18.48 154 9.42 178 6.64 209 7.38 308 6.68 347 12.48 379 12.30 453 15.04

8 Peak Value:

434 100.00 433 89.58 153 51.26 452 4B8.46 365 40.32 419 31.10 391 27.71 69 27.66
Shanghai Institute of Organic Chemistry
Chinese Academic of Sciences !\
High Resolution MS Data Report

sioc

Instrument: Waters Micromass GCT Ionisation Mode: EI+ Electron Energy: 70eV

Card Serial Number: GCT-TI009-080441
Sample Serial Number: DVP-7
Operator: Li

Date: 2010/09/17

Elemental Composition Report

Single Mass Rnalysis
Tolerance = 5.0 PPM / DBE: min = -1.5, max = 50.0
Isotope cluster parameters: Separation = 1.0  Abundance = 1.0%

Monoisotopic Mass, Odd and Even Electron Ions
242 formula(e) evaluated with 3 results within limits (all results (up to 1000} for each mass)

Minimum: -1.5

Maximum: 1.5 5.0 50.0

Mass Calc. Mass mDa PPM DBE Score Formula

452.1837 452.1835 0.2 0.4 13.0 2 C26 H28 Q7
452.1848 -1.1 -2.5 18.0 3 C27 H24 N4 03
452.1822 1.5 3.4 13.5 1 C24 H26 N3 06
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S 6.1 'H NMR and **C NMR Spectra of 6

12,3991

Current Data Parameters
NAME dvn-12

EXPNO
PROCNG

Dat
Time ™
IKSTRUM
PROBHD
PULPROG
D

SOLVENT
NS

SFOL

m==a CHANNEL £1 ===e=m.
1\

1
1

F2 - Acquisition Parameters
e 201005132

16.55

spe
5 mm QNP 1H/13

65536
Acetone
16

2
15015.015 Kz
0.229111 Kz
2.1824322 gec

64

33.300 usec
6.50 usec

300.0 K
2.00000000 sec

10.50 usec

500.1320584 MHz

F2 - Processing parameters
sI

SF
WOH
ssB
L8
aB
BC

Ne A\ f' JRPAL N \
A A AAAR »
7,,3 8 2[5 B =) [=) F.'gmsm it S R
ol 5 Slois B sl sl lelslilslalehal  lalal ls! |l [ala
N T T T ——T T T T T Ty
13.0 1z.0 1.0 10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 Ppm
0 - dNumar orwnmooo o w
S 5 RES335 RRINARYS D 2 aw W o mounw
> jacwoa an g a4 2 5 R24s
o 2 Arcmnd ordsdsem v @ 1 : !
H 2 Gnadnl RRAARAIRY £ oa o 4 dsgw
] B ARAGAY SoodagSad g s 23 3 Fogssye
\\ ‘// \/ \\\/ \/ W’
N \ | [
T | i T , T ; T T T . : T T : T T )
210 200 150 180 170 160 150 140 130 120 110 100 S0 g0 70 50 a0 30 20 10 ppm

29

500.1300097 Miz
no

o
0.00 Hz
a

1.00

Current Data Parameters

NAME dvn-12

EXPNO 4

PROCNG 1

F2 - Acquisition Parameters

Date_ 20100513

Time

INSTRUM spect

PROBHD 5 mm QNP 1H/13

PULPROG 2gpg30

™ 65536

SOLVENT Acetone

us 8731

Ds 4

SWH 43859.648 Hz

FIDRES 0.669245 Hz

AQ 0.7471718 sec

RG 18390.4

D 11.400 usec

DE 6.50 usec

TE 300.0 K

D1 2.00000000 sec

dil 0.03000000 sec

DELTA 1.89599998 sec

D0 1
CHANNEL f1

NUCL 13ic

P1 8.20 usec

PL1 -4.00 dB

SFO1 125.7722840 MHz
CHANNEL 2

CEDPRG2 waltzlé

Nucz 1H

PCPD2 82.00 usec

PL12 15.00 dB

PL13 13.36 dB

PL2 -4.00 dB

SFO2 500.1332570 MHz

F2 - Processing parameters
ST 32768

SF 125.7576779 MHz
WDW EM

S5B 0

LB 3.00 Hz
GB 0

PC 1.40



S 6.2 HMBC Spectrum of 6
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S 6.3 HSQC Spectrum of 6
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S 6.4 NOESY Spectrum of 6
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Current Data Parameters

NAME dvn-12
EXPNO 6
PROCNO 1

F2 - Acquisition Parameters
Date_ 20100519
Time 8.13
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG noesygpph

TD 1024
SOLVENT Acetone

NS 2

Ds 16
SWH 7062.147 Hz
FIDRES 6.896628 Hz
AQ 0.0726200 sec
RG 228.1

DwW 70.800 usec
DE €.50 usec
TE 300.0 K
do 0.00005743 sec
D1l 2.00000000 sec
Dl& 0.00020000 sec
D8 1.00000000 sec
INO 0.00014160 sec
ST1CNT 128

o

.49880001 sec

10.5Q usec

21.00 usec

-4.00 dB
SFO1 500.1332330 MHz
====== GRADIENT CHANNEL =====
GPNAM1 SINE.100
GPNAM2 SINE.100
GPZ1 40.00 %
GPZ2 -40.00 %
Plé 1000,00 usec

F1 - Acquisition parameters

NDO 1

™ 323
SFOL 500.1332 MHz
FIDRES 21.864231 Hz
SW 14.121 ppm
FnMODE States-TPPI

F2 - Processing parameters
s1 1024

SF 500.1300088 MHz
WDH QSINE
SSB 2

LB 0.00 Hz
GB Q

PC 1.40

Fl1 - Processing parameters
SI 1024

MC2 States-TPPI

SP 500.1300088 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB Qo
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S 6.5 EIMS and HREIMS Spectra of 6

Defaultinstrument 14:52:38 CA176-Cal
DVK-12
GCT-T1005-0S0309 244 (4.067) Cm (242:246-16:62) TOF MS El+
100520 243
S
59.1
831 1001
1 99.0 281.1
528.2
71.0
1651 267.0 o1 21
133.0 1910 282.1 355.1|  411.1| 4211
210.1225.1 2050 3531 4952 5272
‘ 341.0 407.1| | 439.1 : £529.2
0 MM\‘ | ‘\‘1\\‘\\‘ ‘M‘\‘ NS W e j( e Mz
50 100 150 200 250 300 350 400 450 500 550
Changhei Tnstitete of Organie Chemistry N

Chinese Academic of Sciences
High Resolution MS Data Report

Instrument: Waters Micromass GCT

GCT-T1005-080309
-l
DVK-12

Card Serial Number:
Sample Serial Number:
Operator: Li

Date: 2010/05/21

Elemental Composition Report

Single Mass Analysis (displaying only valid results
Tolerance 1.5 mDa / DBE: min -1.5, max = 50.0
Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%

Monocisotopic Mass, Odd and Even Electron Ions

648 formula({e) evaluated with 5 results within limits (all results {up to 1000) for each mass)

Minimum: -1.5

Maximum: 1.5 5.0 50.0

Mass Calc. Mass mbDa PEM DBE Score Formula

528.199¢ 528.1995 0.1 0.1 13.0 2 c28 H3Zz o010
528.2000 -0.4 -0.8 8.5 5 €25 H35 N 0% Cl
528.1987 0.9 1.7 9.0 4 €23 H33 N4 08 CL
528.2009 -1.3 -2.4 18.0 3 C29 H2E N4 ©6
528.1982 1.4 2.6 13.5 1 C26 H30 N3 09

33



S 7.1 'H NMR and **C NMR Spectra of 7
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S 7.2 HMBC Spectrum of 7
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S 7.3 HMBC Spectrum magnified of 7
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S 7.4 HSQC Spectrum of 7
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S 7.5 EIMS and HREIMS Spectra of 7

File : C:\MSDCHEM\1\DATA\SNAPSHOT\10091402.D #267(2.344 min)
Acquired : 14 Sep 2010 $:09 am
Sample Name : DVP-1 M.W.482

Misc

Info

Agilent 58973N MSD EI 70eV
Shanghai Institute of Organic Chemistry

Base m/z:464 Inten:2878

454 |
| |
I |
|
| 80
|
|
3 449
|

482
ws 9 i
341 |
T T bl
S ) s o MO | T
—> 40 B0 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500
m/z $RA  m/z %RA  m/z %RA  m/z %$RA mw/z %¥RA m/z $RA  m/z $RA  m/z $RA
41 19.87 91 13.72 141 12.72 167 13.69 193 7.33 335 .95 422 15.08 481 5.84
43 21.23 93 €.39 143 6.15 168 13.90 194 6.60 337 5.87 423  7.33 482 32.24
44 21.40 103 6.88 145 5.46 169 13.93 195 10.39 341 10.49 431  7.40 48B3 11.47
50 7.02 104 $.31 149 51.63 171 €.81 196 8.20 355 7.64 438 5.52
51 9.59 105 24.39 150 6.32 174 7.09 187 11.12 363 8.27 445 5.77
53 B8.10 115 15.29 152 12.93 175 9.14 203 9.69 379 5.66 446 B.86
55 10.95 119 10.88 153 14.42 176 5.84 204 7.96 391 5.73 449 54.69
65 14.42 121 12.65 154 8.76 178 7.16 205 5.73 393 5.25 450 14.11
66 6.46 122 7.92 155 10.56 179 8.62 207 5.63 395 14.07 451 6.05
67 5.63 127 7.19 156 €.15 181 14.00 209 8.48 397 5.46 463 46.49
69 40.76 128 1le6.92 157 5.25 182 12.13 210 5.56 407 6.18 464 100.00
75 7.09 129 8.51 159 5.49 183 15.36 211 6.53 409 7.68 465 30.19
76 8.48 131 6.50 165 12.72 185 7.44 225 15.11 411 5.21 466 6.22
77 20.67 139 11.29 166 11.47 189 S.66 253 7.02 421 17.62 478 6.88
8 Peak Value:
464 100.00 449 54.69 149 51.63 463 46.49 69 40.76 4B2 32.24 465 30.19 105 24.39

Shanghai Institute of Organic Chemistry
Chinese Academic of Sciences
High Resolution MS Data Report

Instrument: Waters Micromass GCT lonisation Mode: El+ Electron Energy: 70eV

A

sloc

Card Serial Number: GCT-TI009-080440
Sample Serial Number: DVP-1
Cperator: Li

Date: 2010/09/17

Elemental Composition Report

Single Mass Analysis

Tolerance = 5.0 PPM / DBE: min = -1.5, max = 50.0

Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%

Monoisotopic Mass, Odd and Even Electron Ions

250 formula(e) evaluated with 3 results within limits (all results (up to 1000) for each mass)

Minimum: -1.5

Maximum: 1.5 5.0 50.0

Mass Calc. Mass mDa PPM DBE Score

482.1940 482.1941 -0.1 -0.1 13.0 2
482.1927 1.3 2.6 13.5 1
482.1954 -1.4 -2.8 18.0 3

38
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$ 8.1 'H NMR and **C NMR Spectra of 8
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S 8.2 HMBC Spectrum of 8
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S 8.3 HMBC Spectrum magnified of 8
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S 8.4 HSQC Spectrum of 8
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S 8.5 EIMS and HREIMS Spectra of 8

sioc

File C:\MSDCHEM\ 1\DATA\Snapshot\10092511.D #2132 (1.886 min)
Acquired 25 Sep 2010 9:54 am
Sample Name DVP-4 M.W.454
Misc Info Agilent 5973N MSD EI 70eV
Shanghai Institute of Organic Chemistry
Base m/z:367 Inten:1622
Pbundance
100 7 436
454
80
325 381
153
604
64
a M 337
118
i 91 |
| 128 209 293
laa P | 141 s 190 281 |
20, % i 253 26 411
UL L by LT LR i T
miz> 40 60 B0 100 120 140 160 180 200 220 240 260 280 300 320 34D 360 380 400 420 440 460
m/z %RA mfz SRA mfz $RA mfz $RA m/z SRA m/z %RA m/z FRA m/z SRA
41 39.70 102 11.90 143 9.68 170 10.42 213 10.85 308 10.05 353 11.84 411 15.97
43 36.19 104 9.49 145 10.42 171 12.70 225 10.91 309 24.66 363 15.23 412 9.25
44 31.07 105 13.87 146 9.25 173 11.53 253 16.21 311 16.40 365 27.44 419 14.98
45 9.56 115 32.80 152 21.09 175 21.15 254 12.89 321 10.36 366 12.76 421 14.43
48 20.10 119 12.21 153 61.47 178 13.75 255 13.75 323 11.78 367 100.00 435 43.59
53 9.99 123 12.21 154 13.13 180 14.36 267 9.99 325 €7.51 368 27.07 436 98.58
55 31.63 124 9.56 155 18.80 181 21.15 269 9.74 326 21.39 379 14.98 437 ©55.98
64 43.46 127 12.08 155 11.84 182 19.67 279 10.97 327 11.28 380 1B.56 438 13.75
67 10.60 128 24.54 161 10.60 183 1l4.67 281 9.49 335 10.73 381 6B.62 452 13.87
69 40.38 129 19.11 163 9.99 185 9.25 282 10.85 337 37.24 382 23.00 453 48.34
70 10.11 130 14.98 165 18.37 188 11.22 293 17.26 338 11.71 385 15.23 454 BS.15
77 19.98 131 12.58 167 16.28 190 22.81 294 10.79 339 12.64 383 24.17 455 34.16
78 9.62 141 22.26 168 20.41 197 12.02 295 19.05 349 17.57 394 9.62 4B4 9.74
91 27.93 142 11.84 169 14.36 193 10.54 307 12.76 351 19.73 407 10.23
8 Peak Value:
367 100.00 436 98.58 454 89.15 381 e68.62 325 67.51 153 €1.47 437 55.98 453 48.34
Shanghai Institute of Organic Chemistry
Chinese Academic of Sciences
High Resolution MS Data Report
Instrument: Waters Micromass GCT Tonisation Mode: EI+ Electron Energy: 70eV
Card Serial Number: GCT-T1009-0S0487
Sample Serial Number: DVP-4
Operator: Li
Date: 2010/09/27
Elemental Composition Report
Single Mass Analysis
Tolerance = 1.5 mDa / DBE: min = -1.5, max = 50.0
Isotope cluster parameters: Separation = 1.0 Rbundance = 1.0%
Monoisctopic Mass, Odd and Even Electron Ions
554 formula(e) evaluated with 4 results within limits (all results (up to 1000) for each mass)
Minimum: =-1.5
Maximum: 1.5 5.0 50.0
Mass Calc. Mass mDa PPM DBE Scere Formula
454.1989 454.1992 -0.3 -0.6 12.0 2 C2e H30 o7
454.1983 0.6 1.3 8.0 3 €21 H31 N4 05 cCl
454.1996 -0.7 -1.6 7.5 ! €23 H33 N 06 Cl
454,1978 1.1 2.4 12.5 1 C24 H28 N3 0§

43
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$9.1'H NMR and *C NMR Spectra of 9
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S 9.2 HMBC Spectrum of 9
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S 9.3 HSQC Spectrum of 9
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S 9.4 EIMS and HREIMS Spectra of 9

C:\MSDCHEM\ 1\DATA\ SNAPSHOT\10091408.D #228(2.014 min)
14 Sep 2010 10:06 am

DVQ-1 M.W.388

Agilent 5973N MSD EI 70eV

Shanghai Institute of Organic Chemistry

File
Acquired
Sample Name
Misc Info

Base m/z:386 Inten:18816

386

Abundance
100

33
369

325
357
339
SZ\;M el
T T T T T T T

0
miz—> 30 40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350 360 370 380 390

m/z $RA  m/z $RA  m/z $RA mw/z $RA  m/z $RA m/z %$RA  m/z $RA  m/z %RA
41 6.22 105 5.93 135 4.02 157 5.81 227 3.64 282 4.84 312 9.26 355 3.84
43 4.90 106 4.30 139 3.89 159 3.53 240 5.82 283 16.77 313 25.58 357 8.71
51 3.26 108 4.75 141 6.88 16l 7.29 241 22.03 284 13.68 314 158.80 365 6.62
55 7.67 115 9.82 142 3.57 162 3.93 242 6.37 285 10.0s 315 3.28 366 6.49
65 3.73 118 3.10 145 4.46 163 4.12 243 3.60 294 10.30 323 3.15 367 11.37
€9 13.75 119 3.49 146 4.08 165 4.34 253 4.42 295 12.52 325 15.65 368 4.31
77 9.62 121 3.21 147 6.31 169 4.69 255 12.12 296 15.38 326 4.12 369 20.15
78 5.07 123 3.49 148 4.70 170 3.42 256 4.74 297 15.45 327 12.52 370 4.84
79 4.67 124 5.54 149 10.44 171 3.95 266 4,02 298 7.68 328 3.17 371 4.08
81 3.62 127 5.01 152 5.43 173 3.16 267 3.96 299 52.02 337 4.19 385 78.53
89 6.16 128 7.76 153 23.75 187 5.03 269 26.39 300 10.45 339 5.47 386 100.00
90 3.34 129 4.39 154 4.45 197 3.14 270 7.70 301 3.88 343 3.16 387 22.78
91 10.42 131 6.99 155 4.88 199 3.84 271 4.38 309 4.36 351 7.85 388 3.76

103 4.08 133 6.82 156 14.15 213 7.27 281 9.91 311 7.96 353 5.70

8 Peak Value:

386 100.00 385 78.53 299 52.02 269 26.39 313 25.58 153 23.75 387 22.78 241 22.03

Chinese Academic of Sciences

Shanghai Institute of Organic Chemistry ‘\
High Resolution MS Data Report L)

Instrument: Waters Micromass GCT lonisation Mode: EI+ Electron Energy: 70eV

Card Serial Number: GCT-TI009-0S0445
Sample Serial Number: DVQ-1
Operator: Li

Date: 2010/09/17

Elemental Composition Report

Single Mass Analysis
Tolerance = 5.0 PPM  / DRE: min = -1.5, max = 50.0
Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%

Monoisotopic Mass, Odd and Even Electron Ions
207 formula{e) evaluated with 3 results within limits (all results {up to 1000) for each mass)

Minimum: -1.5

Maximum: 2.0 5.0 50.0

Mass Calc. Mass mDa PPM DBE Score Formula

386.1369 386.1366 - 0.3 0.9 11.0 - 2 €21 H22 O7
386.1379 -1.0 -2.6 16.0 3 €22 H1g8 N4 03
386.1352 1.7 4.4 11.5 1 €19 H20 N3 06
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$10.1 *H NMR and **C NMR Spectra of 10
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F2 - Acquisition Parameters
Date 20100511
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PROBHD 5 mm QNP 1K/13
PULPROG 2330
™ 65536
SOLVENT Acetane
NS 16
1 oS 2
SHH 15015.015 Hz
FIDRES 0.225111 Hz
AQ 2.1824322 sec
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oR §.50 usec
® .
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TD0 1

Bl 10.50 usec
PL1 -4.00 dB
sFOL 500.1320584 MHZ

P2 - Processing parameters
SI

sF 500.1300080 MHz

WDH no
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NAME dvn-9
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
20100!

Date_ 512
Time 8.14
INSTRUM spe
PROBHD 5 mm QNP 1H/13
PULPROG 2gpg30
™ 65536
SOLVENT Acetone
NS 9882
DS 4
SWH 43859.648 Hz
FIDRES 0.669245 Hz
aQ 0.7471718 sec
RG 18390.4
W 11.400 usec
DE 6.50 usec
TE 300.0 X
D1 2.00000000 sec
d11 0.03000000 sec
DELTA 1.89999998 sec
DO 1

= CHANNEL fl ======

13C
8.20 usec
-4

125.7722600 MHz

-4.00
500.1332010 MHz

F2 - Processing parameters
32

SF 125.7576784 MHz
M

0
LB 3.00 Hz

[
PC 1.40

T T T T T T T T T T T T 1
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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S 10.2 HMBC Spectrum of 10
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S 10.3 HSQC Spectrum of 10
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S 10.4 EIMS and HREIMS Spectra of 10

File : C:\MSDCHEM\1\DATA\Snapshot\10092509.D #201(1.784 min)
Acquired : 25 Sep 2010 9:37 am
Sample Name : DVN-$ M.W.388
Misc Info : Agilent 5973N MSD EI 70eV
Shanghai Institute of Organic Chemistry
) Base m/z:398 Inten:751

Abundance N

350

a0 |

o0 |

200

150

100| 398

50 |‘4 2e9 327 343 383 ‘

o prpreey L e e e e ey e e e ey ey g

miz—> 30 40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350 360 370 380 390 400

m/z %RA
41 21.44
43 26.76
44 41.94
69 26.63

299 33.95

327 28.76

329 28.23

343 24.37

383 28.50

397 49.00

398 100.00

398 31.69

8 Peak Value:
3388 100.00 387 49.00 44 41.94 299 33.95 3%9 31.69 327 28.76 383 2B.50 329 28.23

Shanghai Institute of Organic Chemistry

Chinese Academic of Sciences ‘\
High Resolution MS Data Report L)
. - ! i Bioc
Instrument: Waters Micromass GCT lonisation Mode: EI+ Electron Energy: 70eV

Card Serial Number: GCT-T1009-080485
Sample Serial Number: DVN-9
Operator: Li

Date: 2010/09/27

Elemsntal Ccmposition Report

Single Mass Analysis
Tolerance = 1.5 mDa / DBE: min = -1.5, max = 50.0
Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%

Monoisotopic Mass, Odd and Even Electron Ions
481 formula(e) evaluated with 5 results within limits {all results (up to 1000) for each mass)

Minimum: -1.5

Maximum: 1.5 5.0 50.0

Mass Calc. Mass mDa PPM DBE Score Formula

398.1364 398.1366 -0.2 -0.4 12.0 2 C22 H22 07
398.1370 -0.6 -1.6 7.5 5 C19 H25 N 06 ClL
398.1357 0.7 1.8 8.0 4 C17 H23 N4 05 Cl
398.1352 1.2 3.0 12.5 1 C20 H20 N3 06
398.1379 -1.5 -3.7 17.0 3 C23 H18 N4 03
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