Mar. Drugs 2017, 15, 259; d0i:10.3390/md 15080259

Supplementary  Materials:

S1 of S12

Identification and

antifungal activity of compounds from the mangrove
endophytic fungus Aspergillus clavatus R7

Wensheng
Chunyuan

Li?t, Ping Xiong !, Wenxu Zheng !, Xinwei Zhu !, Zhigang She 2, Weijia Ding * and
Li v*

1 College of Materials and Energy, South China Agricultural University, Guangzhou 510642, China;

wenshengsc
m155211825

au@l126.com (W.L.); xp0000542003@scau.edu.cn  (P.X.); wzheng@scau.edu.cn
80@163.com (X.Z.); dwjzsu@scau.edu.cn (W.D); chunyuan-1i@163.com (C.L.)

(W.Z);

2 School of Chemistry and Chemical Engineering, Sun Yat-sen University, Guangzhou 510275, China;

cesshzhg@mail.sysu.edu.cn (Z.S.)

*

Figure S1.
Figure S2.
Figure S3.
Figure S4.
Figure S5.
Figure Sé.
Figure S7.
Figure S8.
Figure S9

Figure 510

Figure S11.
Figure S12.
Figure S13.
Figure S14.
Figure S15.
Figure S16.
Figure S17.
Figure S18.
Figure S19.
Figure S20.
Figure S21.

Figure 522.

Correspondence: dwjzsu@scau.edu.cn (W.D.); chunyuan-li@163.com (C.L.); Tel.: +86-20-85280319 (C.L.)

Contents
TH NMR spectrum (600 MHz) of compound 1in DMSO........ccccoeiiiiiiiiiinnnnirirennen 52
13C NMR spectrum (150 MHz) of compound 1in DMSO........cccooveiviiiiiiiiiiccccee 52
HSQC spectrum (600/150 MHz) of compound 1in DMSO .........ccccooniiiiiiniiininiicine, S3
HMBC spectrum (600/150 MHz) of compound 1in DMSO ........cccccocueeiiiininnnnnreennen S3
HRESIMS spectrum of compound T. ... 54
H NMR spectrum (600 MHz) of compound 2 in CDCls........ccccooeveiiiiicnieiicccicee S4
13C NMR spectrum (600 MHz) of compound 2 in CDCla......cueveuieveierieieieieeieeeeeeeeee e S5
HSQC spectrum (600/150 MHz) of compound 2 in CDCla....ccveeeeeeieierieieieeieeeeeieeereree e S5
HMBC spectrum (600/150 MHz) of compound 2 in CDCls .......ccccovuiuiuimiiiiininniniririnnen S6
. HRESIMS spectrum of compound 2 ...........cocueueieiiiiinieieieieeccicie e S6
H NMR spectrum (600 MHz) of compound 5 in CD3COCDs.........cooorueirieiiiiiiiicicineee S7
13C NMR spectrum (150 MHz) of compound 5 in CD3COCDs.........c.cccceeiinnirnereneennen 57
HSQC spectrum (600/150 MHz) of compound 5 in CD3COCDs.........ccooviviiiiiiiiiniinnnne S8
HMBC spectrum (600/150 MHz) of compound 5 in CD3COCD:s ........covviviiiiiiiiiiniiinns S8
HRESIMS spectrum of compound 5 ... 59
TH NMR spectrum (600 MHz) of compound 6 in CDCls........cccocovirieiiuiccciinnrnreeennen 59
13C NMR spectrum (600 MHz) of compound 6 in CDCls. ........ccooeeiiiiiinnnnninnee 510
HSQC spectrum (600/150 MHz) of compound 6 in CDCla.......cceeeveeeereecreerieieeieeeeeee e S10
HMBC spectrum (600/150 MHz) of compound 6 in CDCls ..........ccceuevriniiinieiciniicine. S11
TH-THCOSY spectrum (600 MHz) of compound 6 in CDCls.........c.ccccecuiecinnnnnenecnnen S11
NOESY spectrum (600 MHz) of compound 6 in CDCls. ..o 512
HRESIMS spectrum of compound 6 ... 512



Mar. Drugs 2017, 15, 259

7.06
7.05
6.92
6.92

L

I

S2 of 512

4500

4000

3500

3000

2500

2000

1500

r 1000

500

A

f
-
)

1.1=

<

3.1=

32 3.0

T T T T T T T T T
50 48 4.6 44 42 40 38 3.6 34
f1 (ppm)

Figure S1. '"H NMR spectrum (600 MHz) of compound 1 in DMSO.
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Figure S2. 3C NMR spectrum (150 MHz) of compound 1 in DMSO
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Figure S3. HSQC spectrum (600/150 MHz) of compound 1 in DMSO
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Figure S4. HMBC spectrum (600/150 MHz) of compound 1 in DMSO.
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Generic Display Report

Analysis Info
Analysis Name

Method Default for Dicrect Infusion.m Operator
Sample Name lijun_AM_EtOAc Instrument
Comment

Acquisition Date

D:\Data\amaZon\MS\data\2016\12\lws_kczn11_pos.d

12/28/2016 3:36:56 PM

SCSIO
amaZon SL

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 vV Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 vV Set Dry Gas 4.0 I/min
Scan End 2000 m/z Set Collision Cell RF 800.0 Vpp Set Divert Valve Waste
Intens. +MS, 0.1-0.7min #(10-68)
x104
s
395.1129
6
4
417.0954
2
ol Jll.(.[u‘a o L by
100 200 300 400 500 600 700 800 900 m/z
Meas. m/z # Formula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule
3951129 1 C22H1907 100.00 395.1125 0.8 0.4 269 135 even ok
417.0954 1 C22H18NaO7 100.00 417.0950 1.3 0.6 153 135 even ok
Figure S5. HRESIMS spectrum of compound 1.
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Figure S6. '"H NMR spectrum (600 MHz) of compound 2 in CDCls.
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Figure S7. ®*C NMR spectrum (600 MHz) of compound 2 in CDCls.
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Figure S8. HSQC spectrum (600/150 MHz) of compound 2 in CDCls.
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Figure S9. HMBC spectrum (600/150 MHz) of compound 2 in CDCls.
Mass Spectrum SmartFormula Report
Analysis Info Acquisition Date  6/29/2016 9:51:33 AM
Analysis Name  D:\Data\MS\data\201606\iwensheng_kcn-18f_pos_1_01_2072.d
Method LC_Direct Infusion_pos_100-1000mz.m Operator SCSIO
Sample Name liwensheng_kcn-18f_pos Instrument maXis 255552.00029
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 I/min
Scan End 2000 m/z n/a n/a Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°C
Intens. +MS, 0.2min #13
x105]
3]
1 297.1106
2]
¢
2751277
- 1. @ . .
270 275 280 285 290 295 300 305 m/z
Meas. m/z # lonFormula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule
275127743 1 C16H1904 100.00 275.127786 0.2 0.0 34.2 75 even ok
297110629 1 C16H18NaO4 100.00 297.109730 3.0 0.9 27.9 75 even ok
571.232300 1 C32H36Na08 26.77 571.230239 -36 -2.41 30.7 145 even ok

Figure S10. HRESIMS spectrum of compound 2.
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Figure S11. '"H NMR spectrum (600 MHz) of compound 5 in CDsCOCD:s.
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Figure S12. *C NMR spectrum (150 MHz) of compound 5 in CD3COCD:s.
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Figure S13. HSQC spectrum (600/150 MHz) of compound 5 in CDsCOCDs.
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Figure S14. HMBC spectrum (600/150 MHz) of compound 5 in CD3COCDs.
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  11/15/2016 4:24:54 PM
Analysis Name  D:\Data\MS\data\201611\zhuxinwei_ZH-3_pos_34 01_2603.d

Method LC_Direct Infusion_pos_100-1000mz.m Operator SCSIO

Sample Name  zhuxinwei_ZH-3_pos Instrument / Ser# maXis 29
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 vV Set Dry Gas 4.0 I/min
Scan End 2000 m/z Set Collision Cell RF~ 800.0 Vpp Set Divert Valve Waste
Intens.: +MS, 0.4min #25
40007
20007 269.0423
2000
1000
] 266.1837 268.2037 2100451 2r22117 274.1551
et gttt [ o W bttt L D i e
265 266 267 268 269 270 271 272 273 274 m/z
Meas. m/z # Formula Score miz err[ppm] err[mDa] mSigma rdb e Conf N-Rule
269.0423 1 C13H10NaO5 100.00 269.0420 -1.0 -0.3 228 85 even ok

Figure S15. HRESIMS spectrum of compound 5.
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Figure S16. '"H NMR spectrum (600 MHz) of compound 6 in CDCls.
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Figure S17. 13C NMR spectrum (600 MHz) of compound 6 in CDCl.
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Figure S18. HSQC spectrum (600/150 MHz) of compound 6 in CDCls
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Figure S19. HMBC spectrum (600/150 MHz) of compound 6 in CDCls.
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Figure S20. 'H-'"HCOSY spectrum (600 MHz) of compound 6 in CDCls.
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Figure 521. NOESY spectrum (600 MHz) of compound 6 in CDCls.

Mass Spectrum SmartFormula Report

Analysis Info
Analysis Name

Acquisition Date
D:\Data\MS\data\201603\liwensheng_ken-7_43_01_1533.d

3/28/2016 4:22:21 PM

Method LC_Direct Infusion_pos_100-1000mz.m Operator SCSIO
Sample Name liwensheng_ken-7 Instrument/ Se# maXis 29
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 I/min
Scan End 2000 m/z Set Collision Cell RF 800.0 Vpp Set Divert Valve Waste
Intens. | +MS, 0.5min #29|
x104
1.0
0.84
1 409.3108
0.6
0.4+
0.21 425.2674 431.2934
1 406.2174 421.2591 435.3066
00 bt b Ll e e L e L L
400 405 410 415 420 425 430 435 m/z
Meas. miz # Formula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule
4093108 1 C28H4102 100.00 409.3101 -1.7 -0.7 45 85 even ok
4312934 1 C28H40NaO2 100.00 431.2921 -3.1 1.3 110.0 8.5 even ok

Figure S22. HRESIMS spectrum of compound 6.



