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Figure 1.'"H NMR spectrum of Patriscabioin A (1) in CDCl;.
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Figure 2.13C NMR spectrum of Patriscabioin A (1) in CDCls.
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Figure 3. HSQC spectrum of Patriscabioin A (1) in CDCls.
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Figure 4. HMBC spectrum of Patriscabioin A (1) in CDCls.
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Figure 5.'H-'"H COSY spectrum of Patriscabioin A (1) in CDCl;.
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Figure 6. ROESY spectrum of Patriscabioin A (1) in CDCls.
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Figure 7. HREIMS spectrum of Patriscabioin A (1).



Formula Predictor Report - zps-6-3.lcd

Data File: EADATA\20151105\zps-6-3.lcd

_Elmt Val  Min Max Emt Val.| Min Max UseAdduct
H 1 0 50 o] 2 0 40 MNa
C 4 0 50 Br 1 0 ]
N 3 o 10
Error Margin (ppm): 10 DBE Range: -2.0 - 1000.0 Electron lons: both
HC Ratio: unlimited Apply N Rule: yes Use MSn Info: yes
Max |sotopes: all Isotope RI (%): 1.00 Isctope Res: 10000
MSn Iso RI (%) 75.00 MSn Logic Mode: AND Max Resuits: 100

Page 10of 1

,E_venl#: 1 MS(E+) Ret. Time : 0.360 -> 0.470 Scan# : 73 -> 95

5.000961
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Figure 8.'"H NMR spectrum of Patriscabioin B (2) in CDCls.
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Figure 9.13C NMR spectrum of Patriscabioin B (2) in CDCl;.
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Figure 10. HSQC spectrum of Patriscabioin B (2) in CDCls.
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Figure 11. HMBC spectrum of Patriscabioin B (2) in CDCl;.
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Figure 12.'H-'H COSY spectrum of Patriscabioin B (2) in CDCls.
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Figure 13. ROESY spectrum of Patriscabioin B (2) in CDCls.
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Figure 14. HREIMS spectrum of Patriscabioin B (2).
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Qualitative Analysis Report

Data Filename zps-39.d Sample Name zps-39
Sample Type Sample Position P1-C7
Instrument Name Instrument 1 User Name
Acq Method SIBU.m Acquired Time  4/19/2016 3:38:19 PM
IRM Calibration Status DA Method ESI+.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 ESt
10 5 |+ Scan (0.217-0.233 min, 2 Seans) zps-30.d Subtract ]
1.6 489.2462
1.4 (M+P|\la}+
1.2
1
0.8
0.6
0.4
0.2
0 T - T T
488.4 488.6 488.8 489 489.2 489.4 480.6 489.8 490 460.2
Counts vs. Mass-to-Charge (miz)
Peak List
m/z z [Abund Formula Ton
274.2745 1 |156038.95
318.3008 1 |195575.78
315.3042 1 |38183.13
362.327 1 |66658.2
484.2908 1 |70822.38
489,2462 1 1142474.86 C25 H38 08 (M+Na)+
505.2202 1 [137884
955.5031 1 |75508.64
Formula Calculator Element Limits
emen [Min Max
C 3] 60
H 0] 120
0 0] 30
Formula Calculator Results
[Formula [CalculatedMass [CalculatedMz Mz [Diff. {(mDa) [Dift. (ppm) [DBE |
|c25 H38 08 | 466.2567] 489.2459]  489.2462| -0.7| -1.5] _7.0000]
--- End Of Report -
Agilent Technologies Page 1 of 1 Printed at: 3:42 PM on: 4/19/2016

Figure 15."H NMR spectrum of Patriscabioin C (3) in CDCl;.
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Figure 16."C NMR spectrum of Patriscabioin C (3) in CDCls.
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Figure 17. HSQC spectrum of Patriscabioin C (3) in CDCl;.
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Figure 20. ROESY spectrum of Patriscabioin C (3) in CDCl;.
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Figure 21. HREIMS spectrum of Patriscabioin C (3).
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Formula Predictor Report - zps-8.lcd Page 1 of 1

Data File: EADATA\20151106\zps-8.lcd

L EimtVal, B’ Max
TH 10 50
Cc 4 0 50
N 3 0 10

DBE Range: -2.0 - 1000.0 Electron lons:
Apply N Rule: yes Use MSn Info: yes

Isotope RI (%): 1.00 Isotope Res: 10000
MSn Logic Mode: AND Max Results: 100

Error Margin (ppm): 10
HC Ratio: unlimited
Max Isotopes: all
MSn Iso RI (%): 75.00

Event#: 1 MS(E+) Ret. Time : 0.370 -> 0.480 Scan#: 75 -> 97 o o
2.000e6” 491.2607
?.300&6'5
1.60086
1.40066/
503.2612
1.20086| |
2742725 i
1.00086- |
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a000es| 2752767 | | [489.2495 || g0 o0
e us2412. ” |
0L ‘L|!|l 'F. |!|"’“|i-. | 1 S O — : Ao : " - SIYERE
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€22 H32 N10 02 [M+Nal+ : Predicted region for 491.2602 miz B
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Figure 22.'"H NMR spectrum of Patriscabioin D (4) in CDCl;.
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Figure 24. HSQC spectrum of Patriscabioin D (4) in CDCl;.

19



S

A

il one Spwe B N5, B I

zpsET
=87 hmac
= [ ] o
-]
o
o o @
Q
o
e R— o
—_— c o o
T
B — -]
&
T T T T T T T T
&5 &80 5.5 5.0 45 4.0 35 30 z5
2 (ppa)

Figure 25. HMBC spectrum of Patriscabioin D (4) in CDCls.
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Figure 26.'H-'"H COSY spectrum of Patriscabioin D (4) in CDCl;.
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Figure 27. ROESY spectrum of Patriscabioin D (4) in CDCl;.
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Qualitative Analysis Report

Data Filename zps-87.d Sample Name Zps-87
Sample Type Sample Position P1-C8
Instrument Name Instrument 1 User Name
Acq Method SIBU.m Acquired Time  4/19/2016 3:39:44 PM
IRM Calibration Status S oA Method ESI+.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 5 [+ Scan (0.184.0.201 min, 2 Scans) zps-87.d Subtract
405.1889
4.54 (M+Nay+
4
3.5
3
25
2
15
]
[
0 . - - -
404.4 404.6 404.8 405 405.2 405.4 4056 405.8 406
Counts vs. Mass-to-Charge (m/z)
Peak List
m/z z [Abund Formula Ton
181.086 L |135206.47
405.1889 1 |429910 C20 H30 07 (M+Na)+
421.1626 1 [286921.09
785.373 1 |215689
786.3758 1 |86365.39
787.3884 824728
788.3919 1 |338700.53
789.3978 1 |126465.7
Formula Calculator Element Limits
emen [Min___ [Max
C 3 60
H 0 120
o] 0 30
Formula Calculator Result
[Formula CalculatedMass [CalculatedMz [Mz [Diff. (mDa) ____|Diff. (ppm) ____|DBE |
[c20 H3o 07 382.1592] 405.1884]  405.1889] 0.8 -2.1]  6.0000]
—- End Of Report -
Agilent Technologies Page 1 of 1 Printed at: 3:43 PM on: 4/19/2016

Figure 29.'"H NMR spectrum of Patriscabioin E (5) in CDCl;.
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Figure 30.1C NMR spectrum of Patriscabioin E (5) in CDCls
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Figure 31. HSQC spectrum of Patriscabioin E (5) in CDCl;.
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Figure 32. HMBC spectrum of Patriscabioin E (5) in CDCl;.
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Figure 33.'H-'H COSY spectrum of Patriscabioin E (5) in CDCl;.
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Figure 34. ROESY spectrum of Patriscabioin E (5) in CDCl;.
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Formula Predictor Report - zps-108.lcd Page 1 of 1

Data File: EADATA\2016\0525\zps-108.1cd

CEimt Vel Min Max Eimt Val Min Max Emt Val. Min Max Elmt Val Min Max _ UseAdduct
H 1 0 100 N 3 0 20 Na 1 0o 0 Cl 1 [ ] Na
B 3 o 0 (o] 2 0 40 Si 4 0 0 Br 1 o 0
C 4 0 80 E 1 0 0 S 2 0 0 Pt 2 Q 0
Error Margin (ppm). 10 DBE Range: -2.0-100.0 Electron lons: both
HC Ratio: unlimited Apply N Rule: yes Use MSn Info: yes
Max Isotopes: all Isotope Rl (%): 1.00 Isotope Res: 10000
MSn Iso RI (%): 75.00 MSn Logic Mode: AND Max Results: 10

Event#: 1 MS(E+) Ret.Time :0.390 Scan#:79

‘ 447.1983
2.5006- |
| |
2.00086- |
461.2147 |
1.500e6 l‘
|
— 274.2713 MEHY | ‘
. 462.2160 |
500085  263.0068 3402821
] } 449.2041 871.4038
ot ofl Pl ly e s DS AR OIS i ot oo T
1000 200.0 300.0 400.0 5000 600.0 700.0 800.0 900.0 1000.0 1100.0 1200.0 13000 14000

Measured region for 447.1983miz

447.1
100.0 / i
|
50.0-
w ' 448.2077
| 1
| i
‘ ‘ ‘ 449.2041
4485 449.0 4495
100.0- ’
| | ‘!
50.0 # ‘
448.2023 \
| i
P10 E—— (R T A L_,_ i —_— . o SN
4470 4415 448.0 T 449.0 4495
Rank _ Score Formula (M) SAERE el = e Meas.miz ~ Pred. miz Df. (mDa) Df (ppm) = Iso . DBE
1 85.05 C22 H32 08 IM+Nal+ 447.1983  447.1989 06 34 8578 7.0

Figure 36.'"H NMR spectrum of Patriscabioin F (6) in CDCl;.
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Figure 38. HSQC spectrum of Patriscabioin F (6) in CDCls.
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Figure 40.'H-'"H COSY spectrum of Patriscabioin F (6) in CDCl;.
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Figure 41. ROESY spectrum of Patriscabioin F (6) in CDCI;.
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Figure 42. HREIMS spectrum of Patriscabioin F (6).

Qualitative Analysis Report

Data Filename zps-21-1.d Sample Name zps-21
Sample Type Sample Position P1-C6
Instrument Name Instrument 1 User Name
Acq Method SIBU.m Acquired Time  4/19/2016 3:54:34 PM
IRM Calibration Status [SUECESS I oA Method EST+.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 Tonization Mode

135 0 EST
%10 3 |+ Scan (0.193-0.260 min, 5 Scans) zps-21-1.d Subtract

1.8 659.392

1.6

1.4

1.2

1

0.8

0.6

0.4

0.2

669.3  B59.32 65934 659.36 659.38 6594 65942 65044 65046 65048 6595
Counts vs. Mass-to-Charge (m/z)
Peak List
m/z z [Abund
274.2746 1 [216462.16
275.2775 1 [38565.11
318.3009 1 |265295.72
319.304 1 1493253
362.3269 1 |86683.3
363.3301 1 |18486.81
453.1676 1 |20150.49
473.265 1 |17250.22
Formula Calculator Element Limits
[Element n ax
C 3| 60
H 0f 120
[*] of 30
Formula Calculator Results
[Formula [CalculatedMass [CalculatedMz [Mz [Diff. {mDa . (ppm
(36 He0 08 | 620.4288] 659.3920]  659.3924] -0.3] 0.5 7.0000]
--- End Of Report -
Agilent Technologies Page 1 of 1 Printed at: 3:59 PM on: 4/19/2016

30



Figure 43.'"H NMR spectrum of Patriscabioin G (7) in CDCl;.
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Figure 44."3C NMR spectrum of Patriscabioin G (7) in CDCl;.
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Figure 45. HSQC spectrum of Patriscabioin G (7) in CDCls.
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Figure 46. HMBC spectrum of Patriscabioin G (7) in CDCls.
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Figure 47.'"H-'"H COSY spectrum of Patriscabioin G (7) in CDCl;.
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Figure 48. ROESY spectrum of Patriscabioin G (7) in CDCl;.
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Figure 49. HREIMS spectrum of Patriscabioin G (7).

Formula Predictor Report - ZPS-91.lcd Page 1 of 1
Data File: EADATA\2016\0511\ZPS-91.lcd
Eimt Vel Min Max Eimt Val.| Min Max Eimt  Val Min Max Eimt Val. Min Max Use Adduct

H 1 0 100 N 3 0 10 Si 4 0 0 Br 1 0 0 Na

B 3 0 0 o} 2 0 40 S 2 0 0 Pt 2 0 0

C 4 0 80 F 1 0 0 Cl 1 0 0
Error Margin (ppm): 10 DBE Range: -2.0 - 100.0 Electron lons: both

HC Ratio: unlimited Apply N Rule: yes Use MSn Info: yes
Max Isotopes: all Isotope RI (%): 1.00 Isotope Res: 10000
MSn iso Rl (%): 75.00 MSn Logic Mode: AND Max Results: 10

Eventi: 1 MS(E+) Ret. Time: 0.350 Scan#: 71

3.000e6
377.1934

2.500e6

2.000e6-

1.500e6

1-000s6: 378.1949

5.000e5- 731.3977

gl Jul sl I | l

ey ; ¢ : SEwe > e e D B e
1000 200.0 3000 4000 5000 6000 700.0 E0D.0 9000 1000.0 1100.0 1200
Measured region for 377.1934 m/z

3000 14000

377.1934
100.0,
50.oi
|
| j 378.1949
‘i ]
R i > = 5
L 377.0 785
C19 H30 O6 [M+Na]+ : Predicted region for 377.1935 miz —
377.1935
100.0, |
1 | i
1 P
| | ;'
| | |
-
1 500/
! |
\ |
; 378.1969
wl RN i i & PR . .
377.0 3775 378.0 3785 379.0

* Rank Score Formula (W)

{ppm)

a8

Isol ' DBE

" Meas. miz Pred.miz Df.(mDa) Df.
c

1 8897 C19H3006 773771034 377 103" 0

34

N7 RRAQT

&N



Figure 50.'"H NMR spectrum of Patriscabioin H (8) in CDCl;.
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Figure 51.13C NMR spectrum of Patriscabioin H (8) in CDCl;.
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Figure 52. HSQC spectrum of Patriscabioin H (8) in CDCls.
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Figure 53. HMBC spectrum of Patriscabioin H (8) in CDCls.
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Figure 54.'H-'"H COSY spectrum of Patriscabioin H (8) in CDCl;.
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Figure 55. ROESY spectrum of Patriscabioin H (8) in CDCl;.
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Figure 56. HREIMS spectrum of Patriscabioin H (8).

Formula Predictor Report - zps-112.lcd Page 10of 1

Data File: EADATA\2016\1020\zps-112.led

_Emt_ Val. Min Max Elmt Val. Min Max Eimt Val Min Max Elmt Val Min Max Use Adduct
H 1 0 100 N 3 0 20 Na 1 0 0 Cl 1 0 0 Na
B 3 o o] o] 2 [V Si 4 0 1] Br 1 0 0
c 4 0 80 F 1 0 0 S 2 0 1 Pt 2 0 0
Error Margin (ppm): 10 DBE Range: -2.0 - 100.0 Electron lons: both
HC Ratio: unlimited Apply N Rule: yes Use MSn Info: yes
Max Isotopes: all Isotope RI (%): 1.00 Isctope Res: 10000
MSn Iso RI (%): 75.00 MSn Logic Mode: AND Max Results: 10

Event#: 1 MS(E+) Ret. Time : 0.340 -> 0.760 Scan# : 69 -> 153
505.2407

1.000e6
9.000e5] ;
8.000e5 i
7.000e5| i

6.000e5 |

5.0005 |
4.000e5 '
3.000e5 |
z.UUUesi | 507.2446

506.2439

437.
100085 1825

1000.0_1100.0 12000 1300.0 14000

Measured region for 505.2407 m/z

505.2407
i 100.0 '
! i
_—
| 50.0
I 506.2439
| |
i ‘ 507.2446
i __ 5055 5060 5065 _507.0 5075 5080 508.5
©25 H38 09 [M+Na]+ : Predicted region for 505.2408 miz B ) o
i 505.2408
100.0 ;
]
1
|
50.0 !
: 506.2442 i
507.2468
0 s 2 . sl - - - A i S AT e e -
g 5050 5055 506.0 506.5 5070 5075 5080 5085
Rank Score Formula (M) st e e s Meas. miz  Pred. m/z_Df. (mDa) Df. (ppm) 1so DBE
1 9410 C25H38 09 [M+Na]+ 505.2407  505.2408 0.1 2020 9410 7.0
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Figure 57.'H NMR spectrum of Patriscabioin I (9) in CDCl;.
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Figure 58.13C NMR spectrum of Patriscabioin I (9) in CDCl;.
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Figure 59. HSQC spectrum of Patriscabioin I (9) in CDCl;.
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Figure 60. HMBC spectrum of Patriscabioin I (9) in CDCl;.
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Figure 61.'"H-'"H COSY spectrum of Patriscabioin I (9) in CDCls.
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Figure 62. ROESY spectrum of Patriscabioin I (9) in CDCls.

ssl24a roesy %
B R
‘ |
| } j Carzant Cuta m:;:;;i%
: = == = Fee g REC
r T ?
]
| e . 9
o e = z
g e @ hp
_ é T -
_— e " H E 4
1 = . .
___._:_ .._. E
F 6
' h§Ho L, pmnEn
| ] o I . H
X Ey B 7 i
HO
0]
9
B —— ﬂ L[] H
Ho OCHjs 110
| 9 -1
T T T T T T T T T T
10 ] 8 7 6 5 4 3 2 1 ppm

41

ro.5

ri.0

ri.5

.0

1 [y



Figure 63. HREIMS spectrum of Patriscabioin I (9).

Qualitative Analysis Report

Data Filename zps-124a.d Sample Name zps-124a
Sample Type Sample Position P1-A4
Instrument Name Instrument 1 User Name
Acq Method SIBU.m Acquired Time  8/10/2016 4:00:09 PM
1RM Calibration Status 255 i DA Method ESI+.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 Tonization Mode
135 a ESI
410 3 | +ES1 Scan (0.395-0.411 min, 2 Scans) Frag=135.0V zps-124a.d Sublract (2)
4 251.0885
(M+_Na}+
3.5 |
3
2.5
2
1.5
1
0.5
2502 250.4 250.6 250.8 251 251.2 251.4 251.6 251.8 252
Counts vs. Mass-to-Charge (m/z)
Peak List
m/z z [Abund Formula Ion
251.0885 3771.13 Cl1 H16 05 (M+Na)+
264.2331 1 |1664.45
267.0644 4069.74
274.2738 1 [1906.64
437.1925 1 [1903.3
447.1409 1 |1564.14
453.1656 1 |3295.84
479.1877 1 11607.98
Formula Calculator Element Limits
emen in [Max |
C 3 60
H 0] 120
0 0] 30
Formula Calculator Results
[Formula [CalculatedMass [CalculatedMz [Mz [Diff. (mDa) ___|Diff. (ppm) ____ |DBE |
|ci1 Hi6 05 | 228.0998] 251.0890]  251.0885] 0.5 2.1 4.0000|
--- End Of Report -
Agilent Technologies Page 1 of 1 Printed at: 4:06 PM on: 8/10/2016
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Figure 64.'H NMR spectrum of Patriscabioin J (10) in CDCls.
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Figure 65.13C NMR spectrum of Patriscabioin J (10) in CDCl;.
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Figure 66. HSQC spectrum of Patriscabioin J (10) in CDCl;.
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Figure 67. HMBC spectrum of Patriscabioin J (10) in CDCls.
W U» kLl
Sk .A‘l____nl_.” l__J “ L,_ ___IJ—&LFH;_II_—‘-‘“ W .-| e ] "\J l._-"l‘\_
:zg hmbe B
H 10
& -
e Lzo
- : c o
o Eoe = e e 50
@ Loz =] L= T o
10 @ k> i
= ; .
& T - @
-] (-2 o =2
s ‘@va i
o o =
5.‘0 {.IS {.ID STS S.ID — ZI5 Zjﬂ 1.'5 ]_Iﬂ

1 Lo

1 (i



Figure 68.'H-'H COSY spectrum of Patriscabioin J (10) in CDCls.
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Figure 69. ROESY spectrum of Patriscabioin J (10) in CDCl;.
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Figure 70. HREIMS spectrum of Patriscabioin J (10).

Formula Predictor Report - zps-63.lcd

Data File: EADATA\20151106\zps-63.lcd

Page 10of 1

(Elmt Val. | Min_ Max  Eimt Vali| Min Max _ UseAdduct’
H 1 0 50 o 2 0 40 Na
o] 4 0 50 Br 1 0 0
N 3 o 10
Error Margin (ppm): 10 DBE Range: -2.0 - 1000.0 Electron lons: both
HC Ratio: unlimited Apply N Rule: yes Use MSn Info: yes
Max Isotopes: all Isotope RI (%): 1.00 Isotope Res: 10000
MSn Iso RI (%): 75.00 MSn Logic Mode: AND Max Results: 100
Event#: 1 MS(E+) Ret. Time : 0.380 Scan#: 77
1.800e6+
1
1.60086
140085 207.0991
1.200e! |
1.000e6
8.000e5 |
6.000e! | 235.0912
| 4.000e5] 3608236 394 p10g
2.000354 | 437.1902
o' ! JJ- | - ; — . ‘ e
1000 2000 3000 400.0 500.0 600.0 700.0 800.0 900.0 1000.0 1100.0 1200.0 1300.0 1400.0 J

Measured region for 207.0991 m/z

207.0891 = —‘
100.0-
I! 1
I |
|
i .
i |
! |
SMJ l
\ I
1 1
\ i
| | 209.1145
; {14 ; 1
’,, 2070 207.5 208.5 209.0 2095 |
€10 H16 O3 [M+Na]+ : Predicted region for 207.0992 miz
207.
100‘[)] ez
|
|
‘ i
| Il
|
| | |
“ |
50.0 i
\ i
i
I
‘ | 208.1026
IH it -
‘ UJ**" _,_rd_._:_,_ —_ ; [ e s — :
. " 2070 2075 2080 208.5 209.0 209.5
. Rank "Score Formula (M) fon. . " Mess.miz  Pred.miz Df.(mDe) ' Df.(ppm) _ DBE
1 5178 CI0H16 03 [M+Na]+ 207.0991  207.0992 01 048 30

46



Figure 71.'"H NMR spectrum of Patriscabiobisin A (11) in CDCl;.
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Figure 72.13C NMR spectrum of Patriscabiobisin A (11) in CDCls.
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Figure 73. HSQC spectrum of Patriscabiobisin A (11) in CDCl;.
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Figure 74. HMBC spectrum of Patriscabiobisin A (11) in CDCls.

s ——— __n_ll\_n... ——— _U__ll-\_.l_........l_g‘_jnj_n_l \_._.__.',_ﬂ,_\dl :L_F|il'“_l]»_ ..,l"‘\__

e ° [ ]

T T T T T .
&0 &5 50 45 40 35 30 25 IO LE 10
2 (ppal

48

1 (i

R



Figure 75.'"H-'"H COSY spectrum of Patriscabiobisin A (11) in CDCls.
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Figure 76. ROESY spectrum of Patriscabiobisin A (11) in CDCls.
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Figure 77. HREIMS spectrum of Patriscabiobisin A (11).

Formula Predictor Report - zps-121.lcd Page 1 of 1
Data File: EADATA\201610921\zps-121.Icd
_Eimt - Val. Min Max Elmt Val. Min Max _ Elmt  Val. Min Max Elmt Val. Min Max Use Adduct
H 1 o 100 N 3 0 0 Na 1 0 ] Cl 1 1] 0 Na
B 3 0 0 (o} 2 0 40 Si 4 0 0 Br 1 a 0
C 4 o 80 F 1 0 0 S 2 0 0 Pt 2 0 0
Error Margin (ppm): 10 DBE Range: -2.0 - 100.0 Electron lons: both
HC Ratio: unlimited Apply N Rule: yes Use MSn Info: yes
Maix Isotopes: all Isotope Rl (%): 1.00 Isotope Res: 10000
MSn Iso RI (%): 75.00 MSn Logic Mode: AND Max Results: 10

Event#: 1 MS(E+) Ret. Time :0.340 -> 0.450 Scan#: 69 -> 91

2.00006-
1.800e6-
1.600e6-
1.400e6
1.200e6-
1.000e6
8.000e5
6.000e5
4.000e5
2.000e5

Ol

1000 2000 3000 400.0 5000 6000 700.0

Measured region for 567 2567 miz
I

567.2567
|
568.2622
437.1953 569.2638
274.2729
e |l oo I |, 588.6800

567.2567 ]
100.04 i !
[ ] i i
| | i
i - ;
| | | | i i
50.0| | !
| ! I i 568.2622
j | ‘ ! \ ‘
| | b |
! [ \ 569.2638 1
L 5670 5675  5B8.0 5685 5600 5695 5700 5705
C30 H40 08 [M+Nal+ : Predicted region for 567.2565 m/z
567.2565
100.04 A
‘l ]
50.0
| I 568.2599
| [ | | - 569.2626
5670 5675 5880 568.5 569.0 569.5  570.0 570.5
_Rank  Score Formula (M) “lon e Meas.m/z  Pred. miz Df. (mDa) Df.(ppm) Iso DBE
1 86.39 C30 H40 09 [M+Na]+ 567.2567  567.2565 0.2 035 8638 110
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Figure 78. ECD spectrum of Patriscabiobisin A (11).
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Figure 79.'H NMR spectrum of Patriscabiobisin B (12) in CDCl;.
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Figure 80."3C NMR spectrum of Patriscabiobisin B (12) in CDCls.
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Figure 81. HSQC spectrum of Patriscabiobisin B (12) in CDCl;.
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Figure 82. HMBC spectrum of Patriscabiobisin B (12) in CDCl;.
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Figure 83.'H-'H COSY spectrum of Patriscabiobisin B (12) in CDCl;.
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Figure 84. ROESY spectrum of Patriscabiobisin B (12) in CDCls.
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Figure 85. HREIMS spectrum of Patriscabiobisin B (12).

Formula Predictor Report - zps-122.lcd Page 10of 1

Data File: EADATA\2016\0921\zps-122.Icd

| Elmt Val. Min Max Eimt Val. Mn Max Elmt Val. Min Max _Elmt Val. Min Max Use Adduct
H 1 0 100 N 3 0 0 Na 1 0 0 Cl 1 0 0 Na
B 3 0 0 o} 2 0 40 Si 4 0 0 Br 1 0 0
c 4 0 80 F 1 0 0 s 2 0 0 Pt 2 0 0
Error Margin (ppm): 10 DBE Range: -2.0-100.0 Electron lons: both
HC Ratio: unlimited Apply N Rule: yes Use MSn Info: yes
Max Isctopes: all Isotope RI (%): 1.00 Isotope Res: 10000
MSn Iso RI (%): 75.00 MSn Logic Mode: AND Max Results: 10

Event#: 1 MS(E+) Ret. Time : 0.400 -> 0.490 Scan#:81->99

. 567.2562

| 1.000e8!
‘ 5.000e5-

8.000e5

7.000e5

6.000e5

5.000e5- 437.1963 568.2603

4.000e! 2742731 .

3.000e5 5 '

2.000e5° , | 4381986 5ag 6eg .
| 1.000e5: | ||381.2987 §59.2908 ;
i { ol _A..‘i.}.:\l. ,_L. S IS ES——] 1 I.,,L. o . i

3000 4000 5000 600.0 7000 00.0 9000 1000.0 11000 1200.0 1300.0 14000

Measured region for 567.2562 m/z

567.2562
1000 i
i !
Ul
500, H
i | 568.2603
I 1
| | "
| ! f
{i | 569.2580
5670 sb75 5680 5685 569.0 569.5 570.0 5705
C30 H40 Q8 [M+Na]+ : Predicted region for 567.2565 m/z — - R N
| 567.2565
100.0 i
50.0+ ]
j
I 568.2599 |
1 569.2626
567.0 5675 568.0 568.5 569.0 569.5 570.0 570.5
'Rank Score’ Formula (M) SESETg Meas.m/z  Pred. miz Df.(mDa). Df (ppm)  lso DBE
1 92.56 C30H40 09 IM+Nal+ 567.2562  567.2565 0.3 053 9256 110
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Figure 86. ECD spectrum of Patriscabiobisin B (12).
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Figure 87.'"H NMR spectrum of Patriscabiobisin C (13) in MeOH.
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Figure 88.1C NMR spectrum of Patriscabiobisin C (13) in MeOH.
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Figure 89. HSQC spectrum of Patriscabiobisin C (13) in MeOH.
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Figure 90. HMBC spectrum of Patriscabiobisin C (13) in MeOH.
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Figure 91.'"H-'"H COSY spectrum of Patriscabiobisin C (13) in MeOH.

\
!

LT,

LTS

|
!

| s
[N

i

lh

UL

_}'JUL__J 7Y lk_u’-u-'._" o _M-'wul

L S )u‘ P UL_ . i
| =ps132
] cosy MelD avE0D
e
63 = ] ]
< o & &
> .
= (= 3y e
= -] - ¥
3 . B &y -
—_ - =
|
:jg ) =
= = =
—_— ™
= &
2 952
ﬁ ® O
= b
|
B | w0
.:_2'l &
| OCH3
49
T T T T T T T T T T T T T T 13 T T
5.4 5.2 50 4B 46 44 42 40 3B 36 34 32 30 2B 26 il 0 18 18 14 12 10 [+:}

| il
et el — _U‘_--:
Je

£2 (ppm)

Figure 92. ROESY spectrum of Patriscabiobisin C (13) in MeOH
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Figure 93. HREIMS spectrum of Patriscabiobisin C (13).

Qualitative Analysis Report

Data Filename zps-132.d Sample Name zps-132
Sample Type Sample Position P1-E4
Instrument Name Instrument 1 User Name
Acq Method SIBU.m Acquired Time  8/9/2016 3:36:47 PM
IRM Calibration Status | DA Method ESI+.m
Comment
Sample Group Infa.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125.2)
User Spectra
Fraqment;)sr Voltage Collision Energy Tonization Mode
1 0
x10 4 ;ES\ Sean (0.173-0.240 min. § Scans) Frag=135.0V zps-132.d Subtract
225 A
2
1.75
1.6
1.26
1
0.75
0.5
0.25
0 r T — T T T
446.2 446.4 A48.6 446.8 447 447.2 447.4 4478 4478 448
Counts vs, Mass-to-Charge (m/z)
Peak List
m/z z [Abund Formula Ton
431.1677 1 |15275.19
432.1704 1 13187.25
447.1418 1 |20988.99 C21 H28 08 (M+K)+
448.1455 1 |4808.09 C21 H28 08 (M+K)+
449,1431 1 |2544.16 C21 H28 08 (M-+K)+
453,167 1 [3390.04
839.3455 1 [7524.07
840.3491 1 [3542.7
Formula Calculator Element Limits
emen in ax
C 3| 60
H 0f 120
(&} o 30
Formula Calculator Results
[Formula [Calculated™ [CalculatedMz [Mz [Diff. (mDa) ___|DIff. (ppm) ___|[DBE |
|c21 H28 08 | 408.1784] 447.1416] __ 447.1418] -0.3] -0.7] 8.0000]
—- End Of Report -—
- Agilent Technelogies Page 1 of 1 Printed at: 3:47 PM on: 8/9/2016
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