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Figure S1. *H (600 MHz) and *C NMR (150 MHz) spectra of serrin K (1) in CsDsN.
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Figure S2. HSQC and *H-"H COSY spectra of serrin K (1) in CsDsN (600 MHz).
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Figure S3. HMBC and ROESY spectra of serrin K (1) in CsDsN (600 MHz).



Qualitative Analysis Report

Data Filename
Sample Type
Instrument Name
Acq Method

IRM Calibration Status

swi45.d Sample Name swi4h

Sample Position P1-F3

Instrument 1 User Name

SIBU,m Acquired Time  4/27/2015 4:15:07 PM

DA Method Default.m

Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125.2)
User Spectra

Fragmentor Voltage Collision Energy Ionization Mode

135 0 ESI
x10 5 |+ Scan (0.175-0.209 min, 3 Scans) swj45.d Subtract (2)
413.1942
i (M+Na)+

0.8

0.6

0.4

0.2

0 T ; T " T T T r T
412.4 412.6 412.8 413 413.2 413.4 413.6 413.8 414
Counts vs. Mass-to-Charge (m/z)

Peak List
m/z Z |Abund Formula Ion
277.1286 1 [81398.48
299.1109 1 [363410.34
315.0845 1 }160241.05
366.2465 1 |80564.24
408.2385 1 152039.3
413.1942 1 {93982.81 C22 H30 06 {M+Na)+

Formula Calculator Element Limits

Element Min Max
C 3] 60
H o] 120
Q 0 30
Formula Calculator Results .
Formula CalculatedMass CalculatedMz Mz Diff. (mDa) [Diff. (ppm) DBE
C22 H30 Q6 390.2042 413.1935 413,1942 -0.8 -1.9 8.0000
Optical rotation measurement
Model : P-1020 (A0B0460638)
No. Sample Mode Data Monitor Temp. Date Light Cycle Time
Blank Cell Comment Filter integ Time
Temp Point  Sample Name Operator
Ne.1 8 (1/3) Sp.Rot -48.7120 -0.0397 229 Fri Apr 24 18:15:01 2015 Na 2sec
0.0000 50.00 0.00163g/ml. MeOH 589nm 10 sec
Cell SWJ45 ©
No2  8(213) Sp.Rot 482210 -0.0393 23.0 Fri Apr 24 18:15:15 2015 Na 2 sec 2 g : is‘f{(&
00000  50.00 0.00163g/mL MeOH s8enm  10sec ~ &N HE
Cell SWJ45
No.3  8(3/3) Sp.Rot -48.4660 -0.0395 23.0 Fri Apr 24 18:15:28 2015 Na 2 sec
0.0000 50.00 0.00163g/mL MeOH 589nm 10 sec
Cell SWJ45

Figure S4. HR-ESI-MS and ORD spectra of serrin K (1).
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Figure S7. HSQC and *H-"H COSY spectra of xerophilusin XVII (2) in CsDsN (600 MHz).
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Figure S8. HMBC and ROESY spectra of xerophilusin XVII (2) in CsDsN (600 MHz).
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Qualitative Analysis Report

Data Filename Swi29.d Sample Name SWJ29
Sample Type Sample Position P1-C6
Instrument Name Instrument 1 User Name

Acq Method SIBU.m Acquired Time  4/30/2015 3:20:16 PM
IRM Calibration Status z DA Method Default.m

Comment
Sampie Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125.2)
User Spectra
Fragmentor Voltage Collision Energy Tonization Mode
135 0 £ ESL
x10 3 |+ Scan (0.198-0.231 min, 3 Scans) SWJ29.d Subtract (2)
355.2188

7 {M+Na)+

6

5

4

3

2

1

‘ L " 1
< T ; r ; T T ; T {
358.4 358.6 358.8 359 359.2 359.4 359.6 350.8 360
Counts vs. Mass-to-Charge (miz)

Peak List
m/z z [Abund
197.1169 1 |13136.37
391.2113 1 ]20579.63
594.2544 1 147332.64
595.2576 1 J15770.32
595.2083 1 121739.52
615.1832 1 121020.84
Formula Calculator Element Limits

Element Min Max

C 3 60

H 0] 120

[¢] 0 30

Formula Calculator Results

[Formula [CalculatedMass [CalculatedMz Mz [Diff. (mDa) [Diff. (ppm) [DBE ]
[c20 H3z2 04 | 336.2301] 359.2193]  355.2186] 0.5} 1.6] 5.0000]

Figure S9. HR-ESI-MS spectra of xerophilusin XV1I (2).
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Figure S11. *H (400 MHz) and **C NMR (125 MHz) spectra of enanderianin Q (3) in CsDsN.
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Figure S13. HMBC and ROESY spectra of enanderianin Q (3) in CsDsN (500 MHz).
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Qualitative Analysis Report

Data Filename Swi4t.d Sample Name SWi41
Sample Type Sample Position P1-A5
Instrument Name Instrument 1 User Name
Acq Method SIBU.m Acquired Time  5/5/2015 3:09:39 PM
IRM Calibration Status i SRS DA Method Default.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01'(B5125.2)
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
135 0 ESI
%10 4 |+ Scan (0.174-0.208 min, 3 Scans) SWJ41.d Subtract (2)
357.2033
251 {M+Na)+
24
1.54
1
0.5
04— ‘ : ‘ : ; T — r ‘
356.4 356.6 356.8 as7 367.2 357.4 357.6 357.8 3658
Counts vs. Mass-to-Charge (m/z)
Peak List
myz Z [Abund Formula Ton
197.1174 7147.94
277.1296 1 16392.98
279.1574 1 |6469.99
281,1884 1 ]9256,2
299.2004 1 {11599.76
334.2376 1 |35864.13
335.2405 1 |8276.27
357.2033 1 |25134.21 €20 H30 04 (M+Na)+
373.1782 1 |28991.58
374,1806 1 |5740.64
Formula Calculator El T Limits
[Element Min Max
C 3 60
H 0] 120
[*] 0 30
N 0 10
Formula Calculator Results
[Formula [ CalculatedMass [CalculatedMz Mz [OHT. (mDay ____|Diff. (ppm) ____|DBE |
[c20 H30 04 | 334.2144 357.2036] 3572033 -0.2] -0.7] _6.0000]

Optical rotation measurement

Model - P-1020 (ADB0460638)

Ne. Sample Mode Data Monitor Temp. Date Light Cycle Time
Blank Cell Comment Filter Integ Time
Temp Point  Sample Name Operator
Ne.1  3(1/3) Sp.Ret 29.3420 0.0223 248 Tue May 05 17:35:17 20156 Na 2sec
0.0000 50.00 0.00152g/mL MeOH 589nm 10 sec
Cell SWJ#1
No.2  3(2/3) Sp.Rot 207370 0.0228 248 Tue May 05 17:35:30 2015 Na 2sec N ? Yy 1:;
0.0000 5000 0.00152g/mL MeOH s8onm  10sec 1 <+ YN ¢
Cell Swda
Ne.3  3(3/3) Sp.Rot 301320  Q.022¢ 247 Tue May 05 17:35:43 2015 Na 2 sec
0.0000 50.00 0.00152g/mL MeOH 589nm 10 sec
Cell SWJ41

Figure S14. HR-ESI-MS and ORD spectra of enanderianin Q (3).
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Figure S17. HSQC and *H-'H COSY spectra of enanderianin R (4) in CsDsN (500 MHz).
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Figure S18. HMBC and ROESY spectra of enanderianin R (4) in CsDsN (600 MHz).
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Qualitative Analysis Report

Data Filename SWid4.d Sample Name SWi44
Sample Type Sample Position P1-A6
Instrument Name Instrument 1 User Name
Acq Method SIBU.m Acquired Time  5/5/2015 3:11:21 PM
IRM Calibration Status DA Method Default.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125.2)
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
135 0 ESI
x10 4 |+ Sean (0.185-0.212 min, 2 Scans) SW.J44.d Subtract (3)
2.25 371.2188
2 (M+'!*la)+
175
1.5
1.25 |
: i
0.75 i
08 |
0.25 |
[t} - . r : " . . r
3704 37086 370.8 371 371.2 3714 3716 371.8 a2
Counts vs. Mass-to-Charge (m/z)
Peak List
m/z z_|Abund Formula Ton
157.0495 1 [128023.12
203.094L 1 148900.36
277.1283 1 |192300.58
278.1317 1 |26255.63
294.1605 1 |33786.62
299.1106 1 |124492.95
315.0839 1 143561.67
371.2188 1 {20401.92 C21 H32 04 {M+Na)+
387,193 1 130861.9
408.2379 1 |37039.21
Formula Calculator Element Limits
emen [Min___ [Max |
C 3 60
H 0] 120
0 0 30
N 0] 10
Formula Calculator Results
[Formula [CalculatedMass [CalculatedMz Mz [DIff- (mbay DI (ppm) TOBE
lc21H32 04 | 348.2301 371.2103]  371.2188] | 33] s.0000|

Optical rotation measurement

Model : P-1020 (A060460638)

No. Sample Mode Data Monitor Temp. Date Light Cycle Time
Blank Cell Comment Filter Integ Time
Temp Point Sample Name Operator
No.1 18 (1/3) Sp.Rot -108.0000 -0.0054 203 Fri Jan 13 13:21:51 2017 Na 2sec
0.0000 10.00 0.00050g/mL MeOH 589nm 2 sec
Cell SWJ44_1
No.2 18 (2/3) Sp.Rot -100.0000 -0.0050 203 FriJan 13 13:21:56 2017 Na 2sec
0.0000 10.00 0.00050g/mL MeOH 589nm 2 sec
Cell SWJ44_1
No.3 18(3/3) Sp.Rot -106.0000 -0.0053 203 Fri Jan 13 13:22:02 2017 Na 2 sec R
0.0000 10.00 0.00050g/mL MeOH 589nm 2 sec
Cell SW.J44_1 /037774
No4 19 (1/3) Sp.Rot -106.0000 -0.0053 203 Fri Jan 13 13:22:25 2017 Na 2sec
0.0000 10.00 0.00050g/mL MeOH 589nm 2 sec
Cell SWJ44_1
No.5 19(2/3) Sp.Rot -114.0000 -0.0057 20.3 FriJan 13 13:22:30 2017 Na 2 sec
0.0000 10.00 0.00050g/mL MeOH 589nm 2 sec
Cell SWJ44_1
No6 19(3/3) Sp.Rot -100.0000 -0.0050 203 Fri Jan 13 13:22:35 2017 Na 2 sec
0.0000 10.00 0.00050g/mL MeOH 589nm 2 sec
Cell SWJ44_1
No.7 20 (1/3) Sp.Rot -106.0000 -0.0053 203 Fri Jan 13 13:23:17 2017 Na 2sec
0.0000 10.00 0.00050g/mL MeOH 589nm 2 sec
Cell SWJ44_1
No.8 20 (2/3) Sp.Rot -94.0000 -0.0047 203 Fri Jan 13 13:23:23 2017 Na 2 sec
0.0000 10.00 0.00050g/mL MeOH 589nm 2 sec
Cell SWJ44_1
No.9 20 (3/3) Sp.Rot -100.0000 -0.0050 20.3 Fri Jan 13 13:23:28 2017 Na 2sec
0.0000 10.00 0.00050g/mL MeOH 589nm 2 sec
Cell SWJ44_1

Figure S19. HR-ESI-MS and ORD spectra of enanderianin R (4).
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Figure S20. UV (in MeOH) and IR (KBr) spectra of enanderianin R (4).
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