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1. Comparison of analytical data from purified illudin M with published data

Table S 1 Chemical shifts of llludin M in CDCls (reported” and measured data)

Literature Measured Literature Measured
1H 1H 13C 13C
0.43 (m, 1H) 0.40 (m, 1H) 200.5 200.6
0.83 (m, 1H) 0.83 (M, 1H) 146.6 146.8
0.96 (m, 1H) 0.94 (m, 1H) 138.8 138.9
1.11 (s, 3H) 1.09 (s, 3H) 134.5 134.6
1.15(m, 1H)  1.11(m, 1H) 132.9 133.1
1.17 (s, 3H) 1.19 (s, 3H) 78.9 79.0
1.37 (s, 3H) 1.35 (s, 3H) 75.9 76.1
1.55(brs, 1H) 1.54 (brs, 1H) 49.1 49.2
1.69 (s, 3H) 1.67 (s, 3H) 31.6 31.8
3.55(brs, 1H) 3.57 (brs, 1H) 27.3 27.4
4.41 (s 1H) 4.39 (s, 1H) 24.8 24.9
6.54 (s, 1H) 6.53 (s, 1H) 20.5 20.6
14.2 14.3

not reported 8.8
not reported 6.1

“FR. Kinder, K.W. Bair: Total synthesis of (z) llludin M. J. Org. Chem. 1994, 59, 6965-6967
Ci5H2103: m/z [M+Na]* calculated 271.1305, m/z [M+Na]* measured 271.1307

m/z [M-OH]* calculated 231.1385, m/z [M-OH]* measured 231.1377



2. Estimation of purity using 1H NMR data

To verify the purity of the crystalline material. A sample of 10 mg was dissolved in 500 pl CDCls and a
proton spectrum was recorded. The integration of the most dominant impurities in the spectrum
(highlighted in Fig. S 1) indicates that the proportion non-illudin M to illudin M protons is smaller than 5%.
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Fig. S 1 Enlargement of non-illudin M protons in the 1H spectrum of illudin M crystals.



NMR spectra
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Fig. S 2 Proton NMR spectrum
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Fig. S 3 Carbon NMR spectrum



leml¥_21061Fa 3
I1ludinM_=21

- umh%m

Curzent Dats Farsmelers

HLRME leni?_Z10&1Fa
EXFRZ £l
FROCHS 1 1
Fi - Aocguiaitich Fararmters
; mes a Date_ 0210315
Tams 19.08 b
IHSTRUM speot
F FROBHD 2113653 _6281 |
“ L FULFROE aeBFaRPRqt
. . . =1 ™ Z04%
- # [ FOLVERT [ e ]
- L Ha 4
k ] 16
[ Sl 20 ]
- - - F FIDRES 3,775371 Hz
F A 02640747 mms
L F& LEd. 28
e 125,338 udas
- LE uBas
r E E
L oo 1]
L o 3} s
r b1l Bea
L D1z 0. 30002000 aac
|w 013 000500400 sea
r Dig D 00SZ0000 mes
L LH? D OONZEAEE Bag
L TDaw 1
" SFTL S00.29L9095 MHZ
ML 1
FD .00 usso
Pl 9.00 unsms
L h. F17 ZEO0. 00 upesg
rl 3 FLR1 500305026 W
- s - - [ FLW1D Z,Z09Z3R33 W
. L CPHMH[L) SME016.108
+ GFEL 13,00 &
s Flé 100,00 unss
Fl - Acguisibicn pacsnetars
m ZEG
o 2Fd S00.2810 MH:
F FIDERES 30,Z197%1 Bz
r W T.TR0 ppm
] r FnMiDE F
F Fi - FEooessing pacanelers
- [ ESS 04§
b &F BR0.ZENG11Z MHZ
. o WOR QaTHE
[ &58 n
- . L " L -] 0 Hz
. 3B &
[ P 1.40
k T Fl - Procsasing pacansters
. [ &1 inzd
L ) 513
F =F BOD.ZEOG12Z MEz
3 WO OsTRE
I I | I | | I | | I I | I | I | 288

75 70 65 6.0 55 5.0 45 4.0 35 3.0 25 20 15 1.0 05 ppm

Fig. S4 COSY spectrum
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Fig. S 5 HSQC spectrum
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Fig. S 6 HMBC spectrum



