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S1. "H NMR spectrum of compound (1) in MeOH-d,
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S2. C NMR spectrum of compound (1) in MeOH-d,
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S3. DEPT experiment of (1) in MeOH-d,
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S4. HMQC NMR spectrum of compound (1) in MeOH-d,
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S5. HMBC NMR spectrum of compound (1) in MeOH-d,
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S6. "H NMR spectrum of compound (1) in acetone-ds
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S7. "H NMR spectrum of compound (1) in acetone-ds at -20°C
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S8. Comparison of 'H NMR spectrum of compound (1) in acetone-ds at room
temperature and at -20°C
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S9. 3C NMR spectrum of compound (1) in acetone-d
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S10. COSY spectrum of compound (1) in acetone-ds
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S11. HMBC spectrum of compound (1) in acetone-ds
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S12. HMBC NMR spectrum of compound (1) in acetone-ds at -20°C
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S13. ROESY experiment of compound (1) in acetone-ds at -20°C
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S14. HRESIMS of compound (1)

Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  9/16/2014 10:38:10 AM

Analysis Name D\Data\Spektren 2014\Proksch14000124.d
Method tune_low.m Operator  Peler Tommes
Sample Name  Weaam Ebrahim semi4 in CH30H (CH3CNMH20) Instrument  maxis 26888220213
Comment
Acquisition Parameter S o “
Source Type ESI lon Polanty Positive Set Nebulizer 0.3 Bar
Focus Not actve Sat Capillary 4000 vV Set Dry Heater 180 °C
Scan Begin 50 miz Set End Plate Offst  -500Y Set Dry Gas 4.0 limin
Scan End 1500 miz Set Collision Cell RF  600.0 Vpp Set Divert Valve Source
Intens. | 5, 4.7-5.Dmin #284-
8 D; 5911134 m‘
2]
14 54921170
. SEI0OT? 5901024 SIS gog1a0
568 sa0 580 591 532 503 504 %35 566 2mz
Meas. miz # lonFormula miz err[ppm] mSigma #mSigma Score rdb e Conf N-Rule
5911134 1 C30M23013 5911133 02 147 1 10000 195 ewven ok
- - e - TRAA WS aven ok
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S15. "H NMR spectrum of the methylated derivative (1b) in acetone-ds
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S16. Expanded 'H NMR spectrum of the methylated derivative (1b) in acetone-ds
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S17. COSY spectrum of the methylated derivative (1b) in acetone-ds
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S18. Expanded COSY spectrum of the methylated derivative (1b) in acetone-ds
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S19. HMQC spectrum of the methylated derivative (1b) in acetone-ds
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S20. HMBC spectrum of the methylated derivative (1b) in acetone-ds
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S21. Expanded HMBC spectrum of the methylated derivative (1b) in acetone-ds
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S22. ROESY spectrum of the methylated derivative (1b) in acetone-ds
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S23. Expanded ROESY spectrum of the methylated derivative (1b) in acetone-ds
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S24. Expanded ROESY spectrum of the methylated derivative (1b) in acetone-ds
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S25. HRESIMS of the methylated derivative (1b)

Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  3/11/2015 9:40:32 AM
Analysis Name D:\Data\Spektren 2015\Proksch15HR000088.d
Method tune_low.m Operator  Peter Tommes
Sample Name L. Lewald Meth (CH30H) Instrument maXis 288882.20213
Comment 13 ul auf 1000 ul
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.3 Bar
Focus Not active Set Capillary 4000V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset  -500V Set Dry Gas 4.0 Umin
Scan End 1500 m/z Set Collision Cell RF  600.0 Vpp Set Divert Valve Source
Intens. | +MS, 3.6-3.7min #216-222)
x104
] 675:2072
3.
2 -
676.2105
1 -
: 677.2135
o L s 678.2159
674 675 676 677 678 679 miz
675.2072 C36H35013 675.2072 -0.0 43.8 2 10000 195 even
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$26. "H NMR spectrum of compound (2) in MeOH-d,
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S27. C NMR spectrum of compound (2) in MeOH-d,

13C NMR (151 MHz, MeOD) & 169.90, 130.51, 129.82, 12626, 75.34, 71.41, 45.73, 45.06, 30.15, 29.18, 19.89.
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S28. DEPT spectrum of compound (2) in MeOH-d,
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S29. COSY spectrum of compound (2) in MeOH-d,
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S30. HMQC spectrum of compound (2) in MeOH-d,
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S31. HMBC spectrum of compound (2) in MeOH-d,
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S32. HRESIMS of compound (2)

~ Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  10A10/2014 3;13:35 PM
Analysis Mame  D)\Data\Spektren 2014\ Proksch 14000143,
bethod tune_fow.m Operator  Peter Tommes
Sample Mame  \Weaam Ebrahim Asp268 (CH3OH) instrument  meaXis 288882 20213
Comment pur
Acguisition F'Er}n.nter
Source Typa ESI fon Palarity Positive Set Nebulkzer 0.3 Bar
Focus MNed active Sel Capilllary 4000 W Sat Dry Heater 180 °C
Scan Begin 50 miz Sef End Plate Offsel  -500W Set Dry Gas 4.0 lkmin
Scan End 1500 mix Sal Collision Cell RF - 800.0 Vpp Set Diverl Valve Source
Itens. § SIS, 4.1-0 Teren #243-156
w105
1834410
a 266 + Ve
2313380

3.

2

13

o] 213,104 | OB aem 076 | Atiag

180 200 20 240 260 260 200 320 340 miz
2891410 1 CiSH22NaO4 2891410 o 18.0 1 10000 45 even ok
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S34. "H NMR spectrum of compound (8) in acetone-ds
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S35. Expanded 'H NMR spectrum of compound (8) in acetone-ds
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S36. COSY spectrum of compound (8) in acetone-ds
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$37. C NMR spectrum of compound (8) in MeOH-d,
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S38. HMQC spectrum of compound (8) in MeOH-d,
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S39. HMBC spectrum of compound (8) in MeOH-d,
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S40. HMBC spectrum of compound (8) in acetone-ds
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S41. ROESY spectrum of compound (8) in MeOH-d,
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S42. ROESY spectrum of compound (8) in acetone-ds

jo’ ;
; =
)
e’
coplifee
%ﬁ‘t o ("

.«

B G G

9 8 7 6 5 4 3 2 1 0
f2 (ppm)

45

f1 (ppm)



S43. HRESIMS of compound (8)

Mass Spectrum SmartFormula Report

Analysis Info
Analysis Name

D:\Data\Spektren 2015\Proksch15HR000115.d

Acquisition Date  3/27/2015 10:27:44 AM

Method tune_low.m Operator  Peter Tommes
Sample Name  Weaam Ebrahim Aspco273 (CH30H) Instrument  maXis 288882.20213
Comment 100 ul auf 1 ml CH30H
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.3 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 4.0 l/min
Scan End 1500 m/z Set Collision Cell RF  600.0 Vpp Set Divert Valve Source
Intens. ] +MS, 4.9-5.0min #296-302)
x105
2741076
1.5+
1.0
g 0.5
296.0894
5 e o 257.0808 |
) 220 240 260 280 300 320 mz
Meas. m/z # lon Formula m/z err[ppm] mSigma #mSigma Score rdb e Conf N-Rule
2741076 1 C15H16NO4 274.1074 -0.9 34.2 1 100.00 8.5 even ok
296.0894 1 C15H15NNaO4 296.0893 -0.2 18.0 1 100.00 85 even ok
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