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Electrospray ionisation -MS WATERS Q-TOF Premier-HAB213 07-Jan-2016
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131  Fig. S-60 mass spectrum of compound 27n



434

HJEOL

30

Creation_tims
Revision time

1JAN2016 12133407
SJAN2016 19129144

- Fillename = DDO141HS.jdr

= Author = RAJA BRET

Ll Experiment = gingle BE. Exl
Sanple id = 8§5111%32
Solvent -

= Current Eime OJANIO1E 19:30:04
= Mo [2 -
o Data_trormat - 1D coMP
= Din_gize - 13107
s Din_title - 1H
Din units = [ppm]
Dinensions - X
site - ECX 500
Spactremster - DELTAI_MMR

106
109

103

086

Fleld strength
X_acq_duration
X demain

11.74736T9[T] (500 [HH
1.04585466[8]

1H
500.15991521 [MHz]

X _fr

x:o::sm: 5.0 [ppm]

Pemnu 16304
_prescans 1

X_resolution 0.95606448 [Hz]

X_swaep 15.6641604 [kHz]
ITr_domain 1m

Irr freq

500.15991521 [MHz]
[ppm]

Irr offset 5.0
Tri domain 1H
Tri_freq 500.15991521 [MHz]
Tri_offset 5.0 [ppm]
Clipped FALSE
Mod_return 1
Scans 16
Total scans 18
=
- X_p0_width = 15.75[us]
X_acqg_time = 1.04685456[8]
X_angle = 45 [dag]
X atn = 3.99[4B]
pulse = 7.875[us]
Tr_mode - orf
= Tri_mode - OfL
i Danfe_presat = FALSE
Initial wait = 1[8]
Recvr_gain - 18
= 2[8]

3.04595456 (8]
27.2(ac]

abundance

—

]

£

k_)LJLl ) U J
A )

>
N
>,

g2 ge g g3 8 gz gEEiz 33pgezas
43 EBE BF  43% E 33% 33888 %84 93585

X : parts per Million : 1H

132
133 Fig. S-61 'H NMR spectrum of compound 270



- =
] 3
] Filename = DDO141HS.jdr
] Author = BRJA BAED
1 Experiment = gingla BE. exl
] Sanple_id - 8§5111%2
i Solvent = METHANOLD®
1 Creation_time = 1JAN2016 12133107
] Revielcn time - SJANI016 18:32:858
=5 current Eime = 9JAN2016 19133104
] Data_format = 1D COMPLEX
1 Din_Fize = 13107
] Din_title - 1E
] 2 Dinunits = [ppm]
| - Dinensione - X
=] Site - ECX 500
27 Spectrometer = DELTAI_NMR
] Field strength = 11.T7473§78([T] (500 [MH
1 X _acg duration - 1.04595456[8]
] X_demain -1E
] I frag = 500.15891621 [MHz]
R X offsst - 5.0[ppm]
E §_po.mt.u - 16384
] “prescans -1
] X_resolution = 0.95606448 [Hz]
] X_sweep = 15.6641604 [KHz]
q ITr domain = 1H
] Irr_freg = 500.15891621 [MHz]
] Irr_offset = 5.0[ppm]
q Tri_domain - 1E
] Tri”freq - 500.15891521 [MAz]
q Tri offset = 5.0[ppm]
1 Clipped - FALSE
] Mod_return -
b Scans - 16
] Total scans - 16
X 90_width = 15.75[us]
] X acq_time = 1.04695466[8]
i X_angle = 45 [deg]
] X atn = 3.9% [AB]
] “pulse = 7.876[us]
B Ir mode -
| Tri mode - off
#i] Danfe presat = FALSE
1 Initial wait = 1(8]
] Recvr_gain - 28
] Relaxition delay = 2[s]
1 Bepetition time - 3.04595466([8]
] Tenp_get = 27.20aC]
2
2
2
3
L
T T T T T T T T T T
22 21 20 ) ) '1'9‘ ‘ k k 13 17 } ZT l \ 15 14 13
5292855 BERTS
ERERLEL L g35aL
X : parts per Million : 1H

134
135

136  Fig. S-62 'H NMR spectrum of compound 270 (expansion)



H

HJEDL

Fillename = DDO1413C6.j4f
Author = RAJA BAED
eriment = single s8_deg
Sample 1d - S§6780 -
Solvent -
Creation_time = 20JAN2016 00:47:29
Revislon time = 10JAN2016 01:07:l2
current_Eime = 10JAN2016 01:07:21
Data_format = 1D COMPLEX
Din_Bize - 32768
Dim title = 13C
Din units = [ppm]
] Dinensions - X
] Site = ECX 500
] Spectrometer - DELTAZ HMR
4 Flald strength = 11.7473879[T] (500 [HH
4 X_acqg_duration = 1.0420224 (8]
4 X dcmain = 13C
X freq = 125.76529768 [MHz]
X offset = 100 [ppm]
q olnts - 32768
E prescans -4
1 X_resolution = 0.85967227[Hz]
1 X_swaep = 31l.44654088[kHZ]
1 ITr_demain = 1H
1 Irr_frag = 500.15991521 [MHz]
1 Irr offset = 5.0([ppm]
] Clipped = FRALSE
Mod_return -
1 Scans = 1000
4 Total_ scans = 1000
4 X_9%0_width = 11.75[us]
4 x_ncq_t.lnn = 1.0420224 (8]
4 L] = 30[deg]
] x:nt.n - 7.1[aB]
X _pulea = 3.91666667 [us]
Irr_atn dec = 18.32[dE]
Irr_atn nos = 18.32[dE]
Irr nolse = WALTZ
Decdupling = THOE
Initial wait = 1[8]
Hoe = THUE
Hoe_time = 1[8]
Recvr_gain =70
Relaxation delay = 1[8]
Repetition time = 1.0420224 (8]
Temp get = 28.4[ac]
g
=
-
H
L]

T T T T T T T T T T T T T T T T T

""00 2]0.0 "wll 190.0 m.n 1?0.0 lrll.r 150. O;M;j)\l 200 ]JT.II 1000 500 500 700 QT.II NAM 1.0 |2TD wo 0 100 200
s ?

2
%
g

1749041

158.0312

AggESEE 2
EELRAEE &
3285888 3

X : parts per Million : 13C

137
138

139  Fig. S-63 C NMR spectrum of compound 270



Electrospray ionisation -MS WATERS Q-TOF Premier-HAB213 07-Jan-2016
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144 Fig. S-65 mass spectrum of compound 27p
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Electrospray ionisation -MS WATERS Q-TOF Premier-HAB213
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