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Supplementary Data for PeakAL: Protons | Have Known and Loved — Fifty Shades of Grey-Market Spectra

Analyte
PO

P1

P1 as HCI
P2

P3

P4

P4 in DMF-d;
P5

P6a
P6b

P7

P8

P9

P10
P11
P12
P13a
P13b
P14
P15
P16
P17

Alleged
PEA HCI
2C-H
2C-H
2C-D
2C-E
2C-P
2C-P
2C-IP
2C-C
2C-C
2C-l
2C-T
2C-T-2
2C-T-4
2C-T-7
Escaline
Proscaline
Proscaline
AL

MAL
BOD
bk-2C-B

Found
PEA HCI
2C-H
2C-H HCl
2C-D
2C-E
2C-P
2C-P
2C-IP
2C-E
2C-C
2C-
2C-T
2C-T-2
2C-T-4
2C-T-7
Escaline
Proscaline
Proscaline
AL

MAL
BOD
bk-2C-B

Acquired

2014-08-19
2013-01-16
2013-11-08
2012-11-20
2012-11-24
2012-11-24
2013-05-07
2012-11-24
2012-11-24
2013-03-26
2012-11-24
2012-11-24
2012-11-24
2012-11-24
2012-11-24
2013-01-16
2012-11-24
2013-03-26
2012-11-24
2012-11-24
2012-11-24
2013-11-29

Page
70
73
76
79
82
85
88
91
94
97

100
104

Analyte
B1
B2
B3
B4
B5
B6
B7
B8
B9
B10
IM1
M2

Alleged
25B-NBOMe
25C-NBOMe
25I-NBOMe
25I-NBOH
25I-NBMD
25D-NBOMe
25E-NBOMe
25IP-NBOMe
25G-NBOMe
M-NBOMe
25H-NBOMe imine
251-NBOMe imine

Found
25B-NBOMe
25C-NBOMe
25I-NBOMe
25I-NBOH
25I-NBMD
25D-NBOMe
25E-NBOMe
25IP-NBOMe
25G-NBOMe
M-NBOMe
25H-NBOMe imine
251-NBOMe imine

Acquired

2013-01-16
2013-01-16
2013-01-16
2013-01-16
2013-05-07
2013-01-16
2013-01-16
2013-03-26
2013-05-07
2013-01-16
2013-11-08
2013-11-08



(blank)



Analyte PO: PEA; 2-Phenylethan-1-amine HCl

'H NMR (700 MHz, DMSO-dg) & 8.29 (s, 3H), 7.34 - 7.21 (m, 5H), 3.02 — 2.97
Acquisition Date 2014-08-19T7T02:01:52 (m, ZH), 2.95-2.89 (m, ZH).

Solvent dmso 5 10 NHE
N, 128
Temperature 27 5/ \ - 112
Number of Scans 64 || |
Relaxation Delay 5 4\ 42
Spectrometer Frequency 699.81 3
Spectral Width 11160.7
Nucleus 1H
Acquired Size 50223
12 (s) 2,3,4,5,6 (m) 10 (m) 11 (m)
8.29 7.28 3.00 2.92
. ~— N | vJ\_/ N— |
’ I ! ' I I I
0 ® I o
™ @ 2 R
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834 832 830 828 826 824 736 734 732 730 728 726 724 722 720 718 3.04 302 3.00 298 29 294 292 290 288 286



Analyt PO: PEA; 2-Phenylethan-1-amine HCl
natyte s £-rhenylethan-Z-amine 1H NMR (700 MHz, DMSO-dg) & 8.29 (s, 3H), 7.34 — 7.21 (m, 5H), 3.02 — 2.97

Acquisition Date 2014-08-19T7T02:01:52 (m’ ZH), 2.95-2.89 (m, ZH).
Solvent dmso 5 10 NHE
N, 128
Temperature 27 5/ \ - 112
Number of Scans 64 || |
Relaxation Delay 5 4\ 42
Spectrometer Frequency 699.81 3
Spectral Width 11160.7
Nucleus 1H
Acquired Size 50223
11 (m)
2.92
12 (s) 2,3,4,5,6 (M) 10 (m)
8.29 7.28 3.00

J483] =

9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5



Prediction 2-Phenylethan-1-amine H+

14 NMR (700 MHz, DMSO-dg) & 8.10 (s, 3H), 7.26 — 7.15 (m, 5H), 3.66 (t, J =
7.6 Hz, 2H), 3.13 (t, J = 7.6 Hz, 2H).

Origin Modgraph NMRPredict Desktop
Solvent DMSO-d6 +
6 10 NH;
Algorithm Best 5/ % -~ \11/12
GMMX Cycles 50 || |
Version 12489 4\3%2
Frequency 700.00
Nucleus 1H
12 (s) 2,3,4,5,6 (m) 10 (t) 11 (b)
8.10 7.21 3.66 3.13
T T T T T T T T T 1 T T T T T " T T 1
727 726 725 724 723 722 721 720 719 718 717 716 7.15
L N
f T i) i\
o N — ©
S N ~ ™~
™ {o] N ~
f T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 45 4.0 35 3.0 25 2.0 15 1.0 0.5



Analyte P1: 2C-H freebase

A . D 2013-01-17T02:00:25 75 'H NMR (500 MHz, DMSO-dg) 6 6.88 — 6.81 (m, 1H), 6.76 — 6.68 (m, 2H),
cquisition Date L P | 3.71 (s, 3H), 3.68 (s, 3H), 2.73 — 2.66 (m, 2H), 2.63 — 2.55 (m, 2H), 1.32 (s,
Solvent dmso /6 10 NH, 2H).
Temperature 25 ~ \ - \11/12
Number of Scans 16 || |
Relaxation Delay 5 4\ % ~
Spectrometer Frequency 499.67 s
Spectral Width 8012.8 2
Nucleus 1H
Acquired Size 32768
MeO (s)
3.68
ArH (m) ArH (m) MeO (s) 11 (m) 10 (m) 12 (s)
6.84 6.71 3.71 2.69 2.59 1.32

Mo e UL JM_J

L R S N 1 I ! I ’ T
[s2} (o] o o Y] [se] <
S . - G? @ S -
~ N [sp] N ~ ~ N
T T T T T T T T T T T T T T T T T T T T + T T T T T T T T T T T T T T T T T
6.90 6.85 6.80 6.75 6.70 6.65 3.75 3.70 3.65 3.60 2.75 2.70 2.65 2.60 2.55 1.40 1.35 1.30 1.25



Analyte P1: 2C-H freebase
14 NMR (500 MHz, DMSO-dg) & 6.88 — 6.81 (m, 1H), 6.76 — 6.68 (m, 2H),

Acquisition Date 2013-01-17702:00:25 7|5 3.71 (s, 3H), 3.68 (s, 3H), 2.73 — 2.66 (m, 2H), 2.63 — 2.55 (m, 2H), 1.32 (s,
Solvent dmso 6 10 NH. 2H).
Temperature 25 ~,.~ % e \11/122
Number of Scans 16 || |
Relaxation Delay 5 4\ % ~
Spectrometer Frequency 499.67 3
Spectral Width 8012.8 2
Nucleus 1H
Acquired Size 32768
ArH (m) MeO (s) 10 (m)
6.71 3.68 2.59
ArH (m) MeO (s) 11 (m) 12 (s)
6.84 3.71 2.69 1.32

214—=x




Prediction 2C-H freebase .
o . H NMR (500 MHz, DMSO-dg) 6 6.76 (d, J = 7.9 Hz, 1H), 6.71 — 6.65 (m, 2H),
75
Origin Modgraph NMRPredict Desktop | 3.80 (s, 3H), 3.72 (s, 3H), 2.80 — 2.69 (m, 4H), 2.70 (s, 2H).
Solvent DMSO-d6
6 10 NH,
Algorithm Best ~.~ \ - 11/12
GMMX Cycles 50 [l |
Version 11591 4\ 4 ~
Frequency 500.00 3
Nucleus 1H 7|2
4,6 (m) 75 (s) 12 (s)
6.68 3.72 2.70
3 (d) 72 (s) 10,11 (m)
6.76 3.80 2.75
‘lﬂ JUL m
frird i !
[e) (o] o o o
g SS So
o Mmoo < N
| T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
85 8.0 75 7.0 6.5 6.0 55 5.0 45 40 35 3.0 25 2.0 15 1.0 0.5

9.0



Analyte

P1 HCl: 2C-H H+

75 'H NMR (500 MHz, DMSO-dg) & 8.19 (s, 3H), 6.94 — 6.87 (m, 1H), 6.82 - 6.76
Acquisition Date 2013-11-08T20:55:22 | (m, 2H), 3.74 (s, 3H), 3.69 (s, 3H), 2.98 — 2.91 (m, 2H), 2.88 — 2.81 (m, 2H).
Solvent dmso -

Vi - /6§ PAUN /1NZH3
Temperature 25 "
Number of Scans 16 A|,| |
Relaxation Delay 1 \34 ~
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 72
Nucleus 1H
Acquired Size 36058
12 (s) ArH (m) ArH (m) MeO (s) MeO (s) 11 (m) 10 (m)
8.19 6.90 6.79 3.69 2.94 2.85
} I | I e I I } I | } I |
o — N (e} © D N~
S o S S S 2] o
N -~ N [sp] [sp} ~— ~
T T T T T T f T T T T T T T T T T T T T T T T T T T T T T T
8.25 8.20 8.15 6.95 6.90 6.85 6.80 6.75 3.75 3.70 3.65 2.95 2.90 2.85 2.80



Analyte P1 HCl: 2C-H H+
Acquisition Date 2013-11-08T20:55:22 |
Solvent dmso 6 10 NH;

14 NMR (500 MHz, DMSO-dg) & 8.19 (s, 3H), 6.94 — 6.87 (m, 1H), 6.82 — 6.76
(m, 2H), 3.74 (s, 3H), 3.69 (s, 3H), 2.98 — 2.91 (m, 2H), 2.88 — 2.81 (m, 2H).

N RN SN
Temperature 25 N 11 12
Number of Scans 16 A|,| |
Relaxation Delay 1 \34 ~
Spectrometer Frequency 499.67 |
Spectral Width 8012.8
Nucleus 1H
Acquired Size 36058
ArH (m) MeO (s) 10 (m)
6.79 3.69 2.85
12 (s) ArH (m) MeO (s) 11 (m)
8.19 6.90 3.74 2.94
L | M |
T T e N
o — QN O © D N~
< oo e Q O
N — N [apap] —
M T T T T T T T T T T T T T T T T T T T T T T T T 1
8.5 8.0 75 7.0 6.5 6.0 5.0 45 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5



Prediction  2C-H H+ 14 NMR (500 MHz, DMSO-dg) & 8.10 (s, 3H), 7.00 (d, J = 7.2 Hz, 1H), 6.86 (d,

Origin Modgraph NMRPredict Desktop | J=7.0 Hz, 2H), 3.80 (s, 3H), 3.72 (s, 3H), 3.66 (t, J = 7.6 Hz, 2H), 3.13 (td, J =
Solvent DMSO-d6 6 10 NH 7.7,0.9 Hz, 2H).
N SN N 28
Algorithm Best AN 1”12
GMMX Cycles 50 l' |
Version 11591 \34 ~
Frequency 500.00 |
Nucleus 1H 72
4,6 (d) 75 (s)
6.86 3.72
12 (s) 3 (d) 72 (s) 10 (td)
8.10 7.00 3.80 3.13
11 (1)
3.66
Jt L JU J
i T o U
0 © © 0w ~
< ) © Qoo S
(3p) o o MmN -~
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
8.5 8.0 75 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 25 2.0 1.5 1.0 0.5



Analyte P2:2C-D H+ 75 14 NMR (500 MHz, DMSO-ds) & 8.15 (s, 3H), 6.82 (d, J = 0.8 Hz, 1H), 6.78 (s,
Acquisition Date 2012-11-20T16:56:00 | 1H), 3.73 (s, 6H), 2.97 — 2.89 (m, 2H), 2.87 — 2.80 (m, 2H), 2.13 (d, /= 0.7 Hz,
Solvent dmso - 3H).
- /6§ AN /1NZH3
Temperature 25 "
Number of Scans 16 H |
Relaxation Delay 5 40/ \34 ~
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 72
Nucleus 1H
Acquired Size 32768
12 (s) ArH (d) ArH (s) 72,75 (s) 11 (m) 10 (m) 40 (d)
8.15 6.82 6.78 3.73 2.93 2.83 213
L B BN H e T T T T T T T T T T
6.830 6.825 6.820 6.815 6.785 6.780 6.775 2.140 2.135 2.130 2.125 2.120 2.115
7 ) , AW\ NAA - -
I : [ L I | } I —
[{e] < ™ [s2] o [e0] [(e}
~ ) o N S ® @
™ o o To] ~— ~ N
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
8.15 8.10 6.85 6.80 6.75 3.80 3.75 3.70 3.65 2.95 2.90 2.85 2.80 215 2.10



Analyte

P2:2C-D H+

75 'H NMR (500 MHz, DMSO-dg) & 8.15 (s, 3H), 6.82 (d, J = 0.8 Hz, 1H), 6.78 (s,
Acquisition Date 2012-11-20T16:56:00 | 1H), 3.73 (s, 6H), 2.97 — 2.89 (m, 2H), 2.87 — 2.80 (m, 2H), 2.13 (d, /= 0.7 Hz,
Solvent dmso 6 10 NH 3H).

N T N o103
Temperature 25 ~ 17 12
Number of Scans 16 H
Relaxation Delay 5 40/ \34
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 72
Nucleus 1H
Acquired Size 32768
ArH (s) 10 (m)
6.78 2.83
12 (s) ArH (d) 72,75 (s) 11 (m) 40 (d)
8.15 6.82 3.73 2.93 213
J/L , J)L A M “ A
i &\ i T i\
[<e] < ™ [s2] o © [{e]
N~ o O N & @® o
(a2} o o Yo} ~ N
M T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
8.5 8.0 75 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5



Prediction  2C-D H+ 14 NMR (500 MHz, DMSO-dg) & 8.10 (s, 3H), 6.75 (s, 2H), 3.71 (s, 6H), 3.66

75
Origin Modgraph NMRPredict Desktop | (t,/=7.6 Hz, 2H), 3.13 (td, J = 7.6, 1.0 Hz, 2H), 2.12 (d, J = 1.1 Hz, 3H).
Solvent DMSO-d6 6 10 NHE
N SN N, S8
Algorithm Best ~N 1”7 12
GMMX Cycles 50 || |
Version 11591 w0 \34 ~
Frequency 500.00 |
Nucleus 1H 72
11 (t)
3.66
12 (s) 3,6 (s) 72,75 (s) 10 (td) 40 (d)
8.10 6.75 3.71 3.13 2.12

. __
198 =—=——r0

-
'
11762 S

1
ik oy ik
N~ — QN [{e]
S5 S S
[32] O N [32]
[ T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 75 7.0 6.5 6.0 55 50 4.5 4.0 35 3.0 25 2.0 1.5 1.0



Analyte P3:2C-E H+ 75 14 NMR (500 MHz, DMSO-dg) & 8.02 (s, 3H), 6.81 (s, 1H), 6.79 (s, 1H), 3.74
Acquisition Date 2012-11-24T13:37:16 | (s, 3H), 3.74 (s, 3H), 3.00 — 2.91 (m, 2H), 2.86 — 2.79 (m, 2H), 2.54 (q, J = 7.5
solvent dmso - Hz, 2H), 1.11 (t, J = 7.5 Hz, 3H).
v ~ /6\ PN
Temperature 25 11
Number of Scans 1 ” || |
Relaxation Delay 1 \41/ \3% ~
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 72
Nucleus 1H
Acquired Size 32768
ArH (s) MeO (s)
6.79 3.74
12 (s) ArH (s) MeO (s) 11 (m) 10 (m) 41 (q) 42 (1)
8.02 6.81 3.74 2.95 2.82 2.54 1.1
—T ———T T — —T — —T
- < [ce] [ce} [ce] o [ce] (o] N~
S S S % 9 S S S S
™ ~ ~ N ™ N ~ N ™
T | — L e B I S B A B — T T T T T T T T T T
8.05 8.00 6.80 6.75 3.80 3.75 3.70 3.00 2.95 2.90 2.85 2.80 2.75 2.70 2.65 2.60 2.55 2.50 1.15 1.10



Analyte P3:2C-E H+ 75 14 NMR (500 MHz, DMSO-dg) & 8.02 (s, 3H), 6.81 (s, 1H), 6.79 (s, 1H), 3.74
Acquisition Date 2012-11-24T13:37:16 | (s, 3H), 3.74 (s, 3H), 3.00 — 2.91 (m, 2H), 2.86 — 2.79 (m, 2H), 2.54 (q, J = 7.5
solvent dmso ] N Hz, 2H), 1.11 (t, J = 7.5 Hz, 3H).
~ X7 ' 123
Temperature 25 11
Number of Scans 1 ” |
Relaxation Delay 1 \41/ % ~
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 72
Nucleus 1H
Acquired Size 32768
ArH (s) MeO (s) 10 (m)
6.79 3.74 2.82

12 (s) ArH (s) MeO (s) 11 (m) 41(q) 42 (t)

8.02 6.81 3.74 2.95 2.54 1.1

i M M T T T

by <t © 00 O o (e} N~

o SO > O S o S oS

™ ~— N ™ AN «— N [sp}

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T ]
9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0



Prediction  2C-E H+ 75 14 NMR (500 MHz, DMSO-dg) & 8.10 (s, 3H), 6.80 (d, J = 1.2 Hz, 2H), 3.71 (s,
Origin Modgraph NMRPredict Desktop | 6H), 3.66 (t, J = 7.6 Hz, 2H), 3.13 (td, J = 7.6, 1.0 Hz, 2H), 2.50 (qd, J = 6.6,
+ 1.0 Hz, 2H), 1.12 (t, J = 6.6 Hz, 3H).

Solvent DMSO-d6 1 NH
. ~ /6 0 Ly

Algorithm Best

GMMX Cycles 50 ||

Version 11591 41 3

Frequency 500.00 |

Nucleus 1H 72
11 (1)
3.66
12 (s) 3,6 (d) 72,75 (s) 10 (td) 41 (qd) 42 (t)
8.10 6.80 3.71 3.13 2.50 1.12
e J JL JL J -
i i\ 7 T T T
© o o o e I50) 0
S & S® > @ ®
%) - © — - - N
f T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 35 3.0 25 2.0 1.5 1.0 0.5



Analyte P4:2C-P H+

75 'H NMR (500 MHz, DMSO-dg) & 8.04 (s, 3H), 6.79 (s, 2H), 3.74 (s, 3H), 3.73
Acquisition Date 2012-11-24T13:58:43 | (s, 3H), 2.99 -2.90 (m, 2H), 2.86 — 2.79 (m, 2H), 2.51 — 2.45 (m, 2H), 1.60 —
Solvent dmso + 1.45 (m, 2H), 0.89 (t, J/ = 7.4 Hz, 3H).
v - /6§ 10 N
Temperature 25 1
Number of Scans 16 s || |
Relaxation Delay 5 45/ \43/ \34 ~
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 72
Nucleus 1H
Acquired Size 32768
MeO (s)
3.73
12 (s) 3,6 (s) MeO (s) 11 (m) 10 (m) 43 (m) 44 (m) 45 (t)
8.04 6.79 3.74 2.95 2.82 248 1.52 0.89

A SRASES

158 157 156 155 154 153 152 151 150 149 148

%
.
)
=
|

5{%

1) ~ - o ~ — © <
«© Qe - < N Qe ™~ ~ <
N N ™ ™ N N -~ N ™
T T T T T T T T T T T T T T T T T T T T T T T T T £ T T T T T T T
8.1 8.0 6.8 3.8 3.7 3.0 2.9 2.8 27 2.6 25 1.6 1.5 0.9



9.0

Analyte P4: 2C-P H+ 75 14 NMR (500 MHz, DMSO-dg) 6 8.04 (s, 3H), 6.79 (s, 2H), 3.74 (s, 3H), 3.73
Acquisition Date 2012-11-24T713:58:43 | (s, 3H), 2.99 -2.90 (m, 2H), 2.86 — 2.79 (m, 2H), 2.51 — 2.45 (m, 2H), 1.60 —
Solvent g + 1.45 (m, 2H), 0.89 (t, J = 7.4 Hz, 3H).
olven mso /6§ /10\ /1NzH3
Temperature 25 "
Number of Scans 16 s |
Relaxation Delay 5 45/ \43/ \34 ~
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 72
Nucleus 1H
Acquired Size 32768
MeO (s) 10 (m)
3.73 2.82
12 (s) 3.6 (s) MeO (s) 1 (m) 43 (m) 44 (m) 45 (1)
8.04 6.79 3.74 2.95 2.48 1.52 0.89
J\ J " JJL N A /\J( L %l J

T U M T i T ik

™ N~ ~— ™M N~ — o] Y] <

© o - 9 o o ™~ S o

N N [spNep) AN N -~ N (a2}

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 2.5 2.0 15 1.0 0.5



Prediction 2C-P H+
H NMR (500 MHz, DMSO-ds) & 8.10 (s, 3H), 6.80 (t, J = 1.0 Hz, 2H), 3.71 (s,

o - 75
Origin Modgraph NMRPredict Desktop | 6H), 3.66 (t, J = 7.6 Hz, 2H), 3.13 (td, J = 7.6, 1.0 Hz, 2H), 2.63 (td, J = 7.9, 1.1
Solvent DMSO-d6 5 10 N Hz, 2H), 1.64 (ddt, J = 14.4, 7.8, 6.6 Hz, 2H), 0.94 (t, J = 6.6 Hz, 3H).
Algorithm  Best NSNS ~4n 3
GMMX Cycles 50 [l |
Version 11591 ML N N
Frequency 500.00 45 43 3
Nucleus 1H 7|2

11 (t)

3.66
12 (s) 3,6 (t) 72,75(s) 10 (td) 43 (td) 44 (ddt) 45 (t)
8.10 6.80 3.71 3.13 2.63 1.64 0.94
e J JL J JL JL
i i\ [ T T s T
T9) (] 0 — N~ < N~ (o]
= o SO o & o >
[42] ~ o N ~ ~ ~— N

9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 25 20 1.5 1.0 0.5



Analyte P4in DMF: 2C-P H+ 75 H NMR (500 MHz, DMF-d5) & 8.64 (s, 3H), 6.9 (s, 1H), 6.87 (s, 1H), 3.82 (s,
Acquisition Date 2013-05-07T20:17:09 | 3H), 3.80 (s, 3H), 3.26 — 3.19 (m, 2H), 3.10 — 3.03 (m, 2H), 2.59 - 2.52 (m,
Solvent dmf ~ /6\ /10\ /1,\%_% 2H), 1.63 — 1.52 (m, 2H), 0.92 (t, J/ = 7.4 Hz, 3H).
Temperature 25 N 1
Number of Scans 16 ” || |
Relaxation Delay 5 45/ \43/ \3% ~
Spectrometer Frequency 499.67 |
Spectral Width 10000.0 72
Nucleus 1H
Acquired Size 65536
MeO (s)
3.80
12 (s) ArH (s) ArH (s) MeO (s) 11 (m) 10 (m) 43 (m) 44 (m) 45 (1)
8.64 6.99 6.87 3.82 3.23 3.07 2.56 1.57 0.92

T T T T T T T T T T T T T T T T T T T
1.62 1.61 1.60 1.59 1.58 1.57 1.56 1.55 1.54 1.53

N

N N
N ™

<

2.93
3.13
1.91
2.02
2.0

4 jL Juwﬂwﬂk—wﬁiﬂjm

T T T T T T T T T T T T T T T T T T T T T T '
6.9 3.8 3.3 3.2 3.1 26 25 16 1.5 0.9



Analyte P4in DMF: 2C-P H+ 75 'H NMR (500 MHz, DMF-d-) & 8.64 (s, 3H), 6.99 (s, 1H), 6.87 (s, 1H), 3.82 (s,

Acquisition Date 2013-05-07T20:17:09 | 3H), 3.80 (s, 3H), 3.26 — 3.19 (m, 2H), 3.10 — 3.03 (m, 2H), 2.59 — 2.52 (m,
Solvent dmf ~ /6§ /10\ /1,\3_% 2H), 1.63 — 1.52 (m, 2H), 0.92 (t, J = 7.4 Hz, 3H).
Temperature 25 1
Number of Scans 16 ” || /|
Relaxation Delay 5 45/ \43/ \3/ ~
Spectrometer Frequency 499.67 |
Spectral Width 10000.0 72
Nucleus 1H
Acquired Size 65536
ArH (s) MeO (s) 10 (m)
6.87 3.80 3.07
12 (s) ArH (s) MeO (s) 11 (m) 43 (m) 44 (m) 45 (t)
8.64 6.99 3.82 3.23 2.56 1.57 0.92

0.88—=<

2911 ==
|
e
kﬁ
N | 2041 ;
210 m=—
312

S 0.96-—=<

6.5 6.0 55 5.0 4.5 4.0 35 3.0



blank



Analyte

P5: 2C-IP H+

75 'H NMR (500 MHz, DMSO-dg) & 8.00 (s, 3H), 6.81 (s, 1H), 6.79 (s, 1H), 3.76
Acquisition Date 2012-11-24T713:26:15 | (s, 3H), 3.74 (s, 3H), 3.21 (hept, J = 6.9 Hz, 1H), 2.99 — 2.92 (m, 2H), 2.85 —
Solvent d - 2.78 (m, 2H), 1.15 (d, J = 6.9 Hz, 6H).
Vi mso ~ /6§ /10\ /1NZH3
Temperature 25 "
Number of Scans 16 47 H |
Relaxation Delay 5 \46/ \34 ~
Spectrometer Frequency 499.67 | |
Spectral Width 8012.8 48 72
Nucleus 1H
Acquired Size 32768
ArH (s) MeO (s)
6.79 3.74
12 (s) ArH (s) MeO (s) 46 (hept) 11 (m) 10 (m) 47,48 (d)
8.00 6.81 3.76 3.21 2.95 2.82 1.15
— T T T T T T "~ T T T T T T T T T T
326 325 324 323 322 321 320 3.19 3.18 3.17 3.16

o N [(e] © [ce] [Te] N — o

~ o O S O =] =) o S

N ~ ~— [sp] ™ ~— N N ©
L T 1 —rT T 7“7 717 *~ T ‘' T ‘' T ' T ' T ' T T T T T " T T T 7T T T T T T
8.05 8.00 7.95 6.85 6.80 6.75 380 375 3.70 325 320 315 310 305 300 295 290 285 280 275 120 115 1.10



Analyte
Acquisition Date

P5: 2C-IP H+
2012-11-24T13:26:15

14 NMR (500 MHz, DMSO-dg) & 8.00 (s, 3H), 6.81 (s, 1H), 6.79 (s, 1H), 3.76
(s, 3H), 3.74 (s, 3H), 3.21 (hept, J = 6.9 Hz, 1H), 2.99 — 2.92 (m, 2H), 2.85 —

+ 2.78 (m, 2H), 1.15 (d, J = 6.9 Hz, 6H).
Solvent dmso ~ /6§ /10\ /1NZH3
Temperature 25 "
Number of Scans 16 47 H |
Relaxation Delay 5 \46/ \34 ~
Spectrometer Frequency 499.67 | |
Spectral Width 8012.8 48 72
Nucleus 1H
Acquired Size 32768
ArH (s) MeO (s) 11 (m)
6.79 3.74 2.95
12 (s) ArH (s) MeO (s) 46 (hept) 47,48 (d)
8.00 6.81 3.76 3.21 1.15
10 (m)
2.82
T A I T oy T
o AN © © © Yo AN — o
~ S S S S S 99 S
N ~— [spNep) ~ AN N (o]
M T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5

9.0



Prediction 2C-1P H+

14 NMR (500 MHz, DMSO-dg) 6 8.10 (s, 3H), 6.97 (d, J = 1.0 Hz, 1H), 6.80 (d,

75
Origin Modgraph NMRPredict Desktop | J=1.1Hz, 1H), 3.74 (s, 3H), 3.71 (s, 3H), 3.66 (t, J = 7.6 Hz, 2H), 3.13 (td, J =
Solvent DMSO-d6 + 7.6, 1.0 Hz, 2H), 3.05 (pd, J = 6.4, 1.0 Hz, 1H), 1.14 (d, J = 6.4 Hz, 6H).
o ve.n ~ \ /10\ /12H3
Algorithm Best
GMMX Cycles 50 . || |
Version 11591 26" 34 ~
Frequency  500.00 | |
Nucleus 1H 48 72
6 (d) 72 (s) 46 (pd)
6.80 3.71 3.05
12 (s) 3 (d) 75 (s) 10 (td) 47,48 (d)
8.10 6.97 3.74 3.13 1.14
11 (t)
3.66

A JV“ JU L

i\ roy A, T i\

© o o < 10~ N~ <t <

S ISERS SCo o o &

) - - N o - o ©
M T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5



Analyte P6a: 2C-E H+ 75 H NMR (500 MHz, DMSO-d) & 8.03 (s, 3H), 6.81 (s, 1H), 6.79 (s, 1H), 3.74
Acquisition Date 2012-11-24T13:50:28 | (s, 3H), 3.74 (s, 3H), 2.98 — 2.91 (m, 2H), 2.86 — 2.79 (m, 2H), 2.54 (g, J = 7.5
+ Hz, 2H), 1.11 (t, J = 7.5 Hz, 3H).
Solvent dmso ~ /6\ /10\ /1NZH3
Temperature 25 11
Number of Scans 16 2 H |
Relaxation Delay 5 \41/ \34 ~
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 72
Nucleus 1H
Acquired Size 32768
ArH (s) MeO (s)
6.79 3.74
12 (s) ArH (s) MeO (s) 11 (m) 10 (m) 41 (q) 42 (1)
8.03 6.81 3.74 2.95 2.82 2.54 1.1
T T T T T T T — T T T T T
2.57 2.56 2.55 2.54 2.53 2.52 2.51 2.50 2.49
& & 3 < 8 S S e S
N ~ -~ ™ N N N N ™
— T T "/ T T T T — T T T T T T T T T 1 T L L L B | R —
8.05 8.00 6.85 6.80 3.75 3.70 3.00 2.95 2.90 2.85 2.80 275 2.70 2.65 2.60 2.55 2.50 1.15 1.10 1.05



Analyte P6a: 2C-E H+ 75 H NMR (500 MHz, DMSO-d) & 8.03 (s, 3H), 6.81 (s, 1H), 6.79 (s, 1H), 3.74
Acquisition Date 2012-11-24T13:50:28 | (s, 3H), 3.74 (s, 3H), 2.98 — 2.91 (m, 2H), 2.86 — 2.79 (m, 2H), 2.54 (q, J = 7.5
" Hz, 2H), 1.11 (t, J = 7.5 Hz, 3H).
Solvent dmso ~ /6\ /10\ /1NZH3
Temperature 25 1
Number of Scans 16 2 H |
Relaxation Delay 5 \41/ \34 ~
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 72
Nucleus 1H
Acquired Size 32768
ArH (s) MeO (s) 10 (m)
6.79 3.74 2.82

12 (s) ArH (s) MeO (s) 11 (m) 41 (q) 42 (t)

8.03 6.81 3.74 2.95 2.54 1.1

T M o o7 T

© 0 — AN © ™M — ™ <

© Qo -9 oo - Q

N ~ ™ AN AN N N (a2}

T T T T T T T T T T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5



Prediction 2C-E H+

14 NMR (500 MHz, DMSO-dg) & 8.10 (s, 3H), 6.80 (d, J = 1.2 Hz, 2H), 3.71 (s,

75
Origin Modgraph NMRPredict Desktop | 6H), 3.66 (t, J = 7.6 Hz, 2H), 3.13 (td, J = 7.6, 1.0 Hz, 2H), 2.50 (qd, J = 6.6,
Solvent DMSO-d6 6 10 N 1.0 Hz, 2H), 1.12 (t, J = 6.6 Hz, 3H).
~ - N ~ 403
Algorithm Best \ - 1”12
GMMX Cycles 50 || |
Version 11591 42 41/ \34 ~
Frequency 500.00 |
Nucleus 1H 72
11 (t)
3.66
12 (s) 3,6 (d) 72,75 (s) 10 (td) 41 (qd) 42 (t)
8.10 6.80 3.71 3.13 2.50 1.12
e J JL JL J -
i i\ 7 T T T
© @ o o 1) ™ 0
S & S > @ ®
%) - © — - - N
f T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5



Analyte P6b: 2C-C H+

75 'H NMR (500 MHz, DMSO-dg) 6 8.18 (s, 3H), 7.07 (s, 1H), 7.05 (s, 1H), 3.80
Acquisition Date 2013-03-26T19:35:22 | (s, 3H), 3.76 (s, 3H), 3.00 — 2.93 (m, 2H), 2.90 — 2.83 (m, 2H).
Solvent dmso 6 10 NH::
Temperature 25 \H/ kl/ h 1/12
Number of Scans 16
Relaxation Delay 5 - \34 ~
Spectrometer Frequency 499.67 |
Spectral Width 10964.9 72
Nucleus 1H
Acquired Size 65536
ArH (s) MeO (s)
7.05 3.76
12 (s) ArH (s) MeO (s) 11 (m) 10 (m)
8.18 7.07 3.80

2.96 2.87

N JLJL I S M

—_—rT F . ! b ! b !
1 & o o I @ @
o S S < S o >
ol — — ™ o — —
T T T T T T T " A T T T T T T T T T T T T T T T T T T T T T T
8.25 8.20 8.15 8.10 7.10 7.05 7.00 3.85 3.80

3.75 3.70 3.00 2.95 2.90 2.85 2.80



Analyte
Acquisition Date
Solvent
Temperature
Number of Scans

Relaxation Delay

P6b: 2C-CH+
2013-03-26T19:35:22

dmso

Spectrometer Frequency 499.67

Spectral Width
Nucleus

Acquired Size

12 (s)
8.18

=
==

MeO (s)
3.76

MeO (s)
3.80

14 NMR (500 MHz, DMSO-dg) & 8.18 (s, 3H), 7.07 (s, 1H), 7.05 (s, 1H), 3.80

(s, 3H), 3.76 (s, 3H), 3.00 — 2.93 (m, 2H), 2.90 — 2.83 (m, 2H).

10 (m)
2.87

11 (m)
2.96

:E L

3.05
1 3.04

25
16
5
10964.9
1H
65536
ArH (s)
7.05
ArH (s)
7.07
L
o
oM
SR
T T T T
7.5 7.0

S 1991
1.98-I :



Prediction  2C-CH+ 75 14 NMR (500 MHz, DMSO-dg) & 8.10 (s, 3H), 7.24 (s, 1H), 6.79 (t, J = 1.0 Hz,

Origin Modgraph NMRPredict Desktop | . 1H), 3.96 (s, 3H), 3.74 (s, 3H), 3.66 (t, /= 7.6 Hz, 2H), 3.13 (td, /= 7.6, 1.0
Solvent DMSO-d6 ~ /6§ 10 /1’\‘2H3 Hz, 2H).
Algorithm Best || | "
GMMX Cycles 50 =
~ ~
Version 11591 \\\3///
Frequency 500.00 1
Nucleus 1H 2
72 (s)
3.74
12 (s) 3(s) 6 () 75 (s) 10 (td)
8.10 7.24 6.79 3.96 3.13
11 (t)
3.66

%
-
§=

il i\ i\ TR T
@ o) o © o I
o} ) S S »HO =}
o o - N oA o
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 75 7.0 6.5 6.0 55 50 45 4.0 35 3.0 25 2.0 1.5 1.0 0.5



Analyte P7:2C1 H+ 75 H NMR (500 MHz, DMSO-ds) 6 7.99 (s, 3H), 7.33 (s, 1H), 6.90 (s, 1H), 3.77
Acquisition Date 2012-11-24T13:42:12 | (s, 3H), 3.76 (s, 3H), 3.00 — 2.93 (m, 2H), 2.87 — 2.80 (m, 2H).
Solvent dmso 6 10 NH
~ N, 7128
Temperature 25
Number of Scans 16
Relaxation Delay 5

Spectrometer Frequency 499.67

Spectral Width 8012.8

Nucleus 1H

Acquired Size 32768

MeOQ (s)
3.76
12 (s) ArH (s) ArH (s) MeO (s) 11 (m) 10 (m)
7.99 7.33 6.90 3.77 2.97 2.83
N b= 8 g 8 b=y S
o -~ - ® o o
— T : :

1 1 T T — T 1 T 1 1 /7
8.05  8.00 7.95 735 730 725 720 715 710 705 700 695 690 6.85 3.80 375  3.70 300 295 290 285 280



Analyte P7:2C-1 H+ 14 NMR (500 MHz, DMSO-dg) 6 7.99 (s, 3H), 7.33 (s, 1H), 6.90 (s, 1H), 3.77

Acquisition Date 2012-11-24T13:42:12 7|5 (s, 3H), 3.76 (s, 3H), 3.00 — 2.93 (m, 2H), 2.87 — 2.80 (m, 2H).
Solvent dmso ~ 6 /10\ /1héH§

Temperature 25 11

Number of Scans 16

Relaxation Delay 5

Spectrometer Frequency 499.67

Spectral Width 8012.8

Nucleus 1H

Acquired Size 32768

12 (s)
7.99

ArH (s) ArH (s)

MeO (s)
3.76

MeO (s)
3.77

_
=

10 (m)
2.83

11 (m)
2.97

—

=

3.06
1 3.03

E277T

7.33 6.90
i i
< [s2}
S S
—
75 7.0

35

o 7| 2041
2.021

3.




Prediction  2C-CH+ 25 1H NMR (500 MHz, DMSO-de) & 8.10 (s, 3H), 7.34 (s, 1H), 6.62 (t, J = 1.0 Hz,
Origin Modgraph NMRPredict Desktop | 1H), 3.93 (s, 3H), 3.74 (s, 3H), 3.66 (t, /= 7.6 Hz, 2H), 3.13 (td, /= 7.6, 1.0
Solvent DMSO-d6 6 + Hz, 2H).

Algorithm Best ||

GMMX Cycles 50

-
~

Version 11591 -~ \3 ™~
Frequency 500.00 |
Nucleus 1H 72
72 (s)
3.74
12 (s) 3(s) 6 (t) 75(s) 4, 10 (td)
1210 7.34 6.62 75’)c72 3.13
11 ()
3.66
3
6 10
JL 1 l S l
i i\
3 &
© -~

3.04—=x

0.99—=x
3.04-~
3.04
1.95

6.0 55 5.0 4.5 4.0 3.5 3.0 25 20 1.5 1.0 0.5



Analyte

P8: 2C-T H+

75 'H NMR (500 MHz, DMSO-dg) & 7.97 (s, 3H), 6.83 (s, 1H), 6.76 (s, 1H), 3.80
Acquisition Date 2012-11-24T14:06:55 | (s, 3H), 3.76 (s, 3H), 2.98 — 2.91 (m, 2H), 2.86 — 2.79 (m, 2H), 2.41 (s, 3H).
+
Solvent dmso ~ /6\ /10\ /1'\%"'3
Temperature 25 || | 1
Number of Scans 16
80 —
Relaxation Delay 5 > 7 \3/ ~
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 72
Nucleus 1H
Acquired Size 32768
MeO (s)
3.76
12 (s) ArH (s) ArH (s) MeO (s) 11 (m) 10 (m) 80 (s)
7.97 6.83 6.76 3.80 2.95 2.82 2.41
N Y Mo .
' I —T —T I ' I ] —_T —_ T

< < [se] [o)] [c0] AN [} o

~ < < Q S S 0’. S

N ~ ~ ™ ™ N ~ o
T T T T T T T T T T t T T T T T T T T T T T T T T T T

8.00 7.95 6.85 6.75 3.85 3.80 3.75 2.95 2.90 2.85 2.80 2.40



Analyte P8: 2C-T H+ 75 H NMR (500 MHz, DMSO-de) & 7.97 (s, 3H), 6.83 (s, 1H), 6.76 (s, 1H), 3.80
Acquisition Date 2012-11-24T14:06:55 | (s, 3H), 3.76 (s, 3H), 2.98 — 2.91 (m, 2H), 2.86 — 2.79 (m, 2H), 2.41 (s, 3H).
+
Solvent dmso ~ /6\ /10\ /1'\%"'3
Temperature 25 || | 1
Number of Scans 16
80 —
Relaxation Delay 5 > 7 \3/ ~
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 72
Nucleus 1H
Acquired Size 32768
ArH (s) MeO (s) 11 (m)
6.76 3.76 2.82
12 (s) ArH (s) MeO (s) 10 (m) 80 (s)
7.97 6.83 3.80 2.95 2.41
N A M JA \
T ik o T i\
< < ™ [e2 ¢ 0) N D o
~ S Qo SS =R S
N ~ [spNep) AN — ™
[ T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 45 4.0 35 3.0 25 2.0 1.5 1.0 0.5 0.0



Prediction  2CT H+ 75 14 NMR (500 MHz, DMSO-de) & 8.10 (s, 3H), 6.75 (t, J = 0.9 Hz, 1H), 6.67 (s,

Origin Modgraph NMRPredict Desktop | 1H), 3.79 (s, 3H), 3.74 (s, 3H), 3.66 (t, /= 7.6 Hz, 2H), 3.13 (td, /= 7.6, 1.0
Solvent DMSO-d6 + Hz, 2H), 2.47 (s, 3H).
. - /6\ AN .
Algorithm Best 11
GMMX Cycles 50 5 || |
Version 11591 ~_ - \34 ~
Frequency 500.00 |
Nucleus 1H 72
3(s) 72 (s)
6.67 3.74
12 (s) 6 (t) 75 (s) 10 (td) 80 (s)
8.10 6.75 3.79 3.13 2.47

1 (t)
3.66

T 7 ik o

o [sp )] — O O [ee]

o [@Ne)) [eNo) Ne] (o))

™ - o R ENEN -
T T

9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 2

o 7| 3.00—=

20 1.5 1.0 0.5



Analyte P9:2C-T-2 H+ 75 H NMR (500 MHz, DMSO-ds) § 7.98 (s, 3H), 6.85 (s, 1H), 6.83 (s, 1H), 3.78
Acquisition Date 2012-11-24T713:18:04 | (s, 3H), 3.76 (s, 3H), 3.01 — 2.92 (m, 2H), 2.92 (q, / = 7.3 Hz, 2H), 2.86 — 2.79
solvent dmso NN e (m, 2H), 1.23 (t, J = 7.3 Hz, 3H).
Temperature 25 1
Number of Scans 16 81 H |
Relaxation Delay 5 82/ ~_-7 \3% ~
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 72
Nucleus 1H
Acquired Size 32768
ArH (s) MeO (s)
6.83 3.76
12 (s) ArH (s) MeO (s) 1 (m) 81(q) 10 (m) 82 (t)
7.98 6.85 3.78 2.96 2.92 2.83 1.23

L I e e e A
298 297 296 295 294 293 292 291 290 289




Analyte P9: 2C-T-2 H+ 75 14 NMR (500 MHz, DMSO-dg) & 7.98 (s, 3H), 6.85 (s, 1H), 6.83 (s, 1H), 3.78
Acquisition Date 2012-11-24T713:18:04 | (s, 3H), 3.76 (s, 3H), 3.01 — 2.92 (m, 2H), 2.92 (q, / = 7.3 Hz, 2H), 2.86 — 2.79
Solvent dmso 6 10 NHE (m, 2H), 1.23 (t, J= 7.3 Hz, 3H).
N SN SN, —q08
Temperature 25 ~ 1~ 12
Number of Scans 16 81 H |
Relaxation Delay 5 82/ ~_-7 \3% ~
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 72
Nucleus 1H
Acquired Size 32768
ArH (s) MeO (s) 81(q)
6.83 3.76 2.92
12 (s) ArH (s) MeO (s) 11 (m) 82 (t)
7.98 6.85 3.78 2.96 1.23
10 (m)
2.83

T ) o s T

[s2] ™M — [N} AN WO N

© S SO o~ S )

N ~ [sp e} AN AN AN ™

T T T T T T T T T T T T T T T T T T T T T T T
8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 3.5 3.0 1.0 0.5



Prediction 2C-T-2 H+

75 IH NMR (500 MHz, DMSO-dg) & 8.10 (s, 3H), 6.75 (t, J = 0.9 Hz, 1H), 6.67 (s,
Origin Modgraph NMRPredict Desktop | 1H), 3.79 (s, 3H), 3.74 (s, 3H), 3.66 (t, J = 7.6 Hz, 2H), 3.13 (td, J = 7.6, 1.0
Solvent DMSO-d6 + Hz, 2H), 2.86 (q, J = 6.6 Hz, 2H), 1.31 (t, / = 6.6 Hz, 3H).
. ~ /6§ AN /1NzH3
Algorithm Best 11
GMMX Cycles 50 o1 || |
Version 11591 82/ ~_- \34 ~
Frequency 500.00 |
Nucleus 1H 72
3(s) 72 (s) 81(q)
6.67 3.74 2.86
12 (s) 6 (t) 75 (s) 10 (td) 82 (t)
8.10 6.75 3.79 3.13 1.31
11 ()
3.66

| | Jil | |
i 7y s T

8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 25 20 1.5 1.0 0.5



Analyte P10: 2C-T-4 H+ 75 14 NMR (500 MHz, DMSO-dg) & 7.98 (s, 3H), 6.91 (s, 1H), 6.87 (s, 1H), 3.77
Acquisition Date 2012-11-24T13:09:47 | (s, 3H), 3.76 (s, 3H), 3.54 (hept, J = 6.6 Hz, 1H), 3.01 — 2.93 (m, 2H), 2.87 -
Solvent d - 2.80 (m, 2H), 1.21 (d, J = 6.6 Hz, 6H).
olven mso ~ /6§ /10\ /1NZH3
Temperature 25 88 11
Number of Scans 16 8|6 || |
Relaxation Delay 5 87/ ~_ - \34 ~
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 72
Nucleus 1H
Acquired Size 32768
ArH (s) MeO (s)
6.87 3.76
12 (s) ArH (s) MeO (s) 86 (hept) 11 (m) 10 (m) 87,88 (d)
7.98 6.91 3.77 3.54 2.96 2.84 1.21
[ B B B B B S B B H L
3.59 3.58 3.57 3.56 3.55 3.54 3.53 3.52 3.51 3.50 3.49
L T 7 e I T T L
N N~ -~ [e0] < o (e} Yo} [Te]
~ @ < © - S S S
N o ~ N ™ ~ N N (o]
L e 5 e e O B S B B B T L L
8.00 7.95 6.90 6.85 3.80 3.75 3.70 3.65 3.60 3.55 3.50 3.45 3.00 2.95 2.90 2.85 2.80 1.25 1.20 1.15



Analyte P10: 2C-T-4 H+

14 NMR (500 MHz, DMSO-dg) 6 7.98 (s, 3H), 6.91 (s, 1H), 6.87 (s, 1H), 3.77

75
Acquisition Date 2012-11-24T713:09:47 | (s, 3H), 3.76 (s, 3H), 3.54 (hept, J = 6.6 Hz, 1H), 3.01 — 2.93 (m, 2H), 2.87 —
+ 2.80 (m, 2H), 1.21 (d, J = 6.6 Hz, 6H).
Solvent dmso ~ /6§ /10\ /1NZH3
Temperature 25 88 11
Number of Scans 16 8|6 || |
Relaxation Delay 5 87/ ~_ - \34 ~
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 72
Nucleus 1H
Acquired Size 32768
ArH (s) MeO (s) 10 (m)
6.87 3.76 2.84
12 (s) ArH (s) MeO (s) 11 (m) 87,88 (d)
7.98 6.91 3.77 2.96 1.21
86 (hept)
3.54
Jkt — J_J_A_LL N
ik M T T T
N N~ — o <t O O v w
N~ @S 0N S o =]
N O AN — N N ©
M T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 25 2.0 1.5 1.0 0.5



Prediction 2C-T-4 H+

75 IH NMR (500 MHz, DMSO-dg) & 8.10 (s, 3H), 6.75 (t, J = 0.9 Hz, 1H), 6.67 (s,
Origin Modgraph NMRPredict Desktop | 1H), 3.79 (s, 3H), 3.74 (s, 3H), 3.66 (t, /= 7.6 Hz, 2H), 3.17 — 3.10 (m, 2H),
Solvent DMSO-d6 5 10 N 3.13-3.03 (m, 1H), 1.32 (d, J = 6.4 Hz, 6H).

Algorithm Best
GMMX Cycles 50 | ||

Version 11591 a7’ D - \3 ~
Frequency 500.00 |
Nucleus 1H 72
3(s) 72 (s) 86 (m)
6.67 3.74 3.09
12 (s) 6 (t) 75 (s) 10 (m) 87,88 (d)
8.10 6.75 3.79 3.13 1.32

1 (1)
3.66

—
7 =

6.01—=x




Analyte P11:2C-T-7 H+ 75 14 NMR (500 MHz, DMSO-dg) 6 8.02 (s, 3H), 6.85 (s, 1H), 6.82 (s, 1H), 3.77
Acquisition Date 2012-11-24T714:15:22 | (s, 3H), 3.76 (s, 3H), 2.99 — 2.92 (m, 2H), 2.88 (t, /= 7.1 Hz, 2H), 2.86 — 2.79
solvent d + (m, 2H), 1.58 (h, J = 7.3 Hz, 2H), 0.98 (t, J = 7.3 Hz, 3H).
olven mso ~ /6\ /10\ /1l\12H3
Temperature 25 1
Number of Scans 16 o5 83 H |
Relaxation Delay 5 \84/ ~_ 7 \34 ~
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 72
Nucleus 1H
Acquired Size 32768
ArH (s) MeO (s)
6.82 3.76
12 (s) ArH (s) MeO (s) 11 (m) 83 (t) 10 (m) 84 (h) 85 (t)
8.02 6.85 3.77 2.95 2.88 2.83 1.58 0.98
L B e L L B B e —
1.63 1.62 1.61 1.60 1.59 1.58 1.57 1.56 1.55 1.54
el —_— — A —_— A A ULJ’LM/\/\/M _/LA A —— U —_—
— S e T ' I } I " I | ! I | —T
[{e] [ce] [s2} ™ D [Te] D ~— [} N~
~ S S S 9 S S o 2 07.
N ~— ~ ™ N N N N ~ N
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
8.05 8.00 6.85 6.80 3.80 3.75 2.95 2.90 2.85 2.80 1.65 1.60 1.55 1.00 0.95

7



Analyte P11:2C-T-7 H+ 14 NMR (500 MHz, DMSO-dg) 6 8.02 (s, 3H), 6.85 (s, 1H), 6.82 (s, 1H), 3.77

Acquisition Date 2012-11-24T14:15:22 | (s, 3H), 3.76 (s, 3H), 2.99 — 2.92 (m, 2H), 2.88 (t, /= 7.1 Hz, 2H), 2.86 — 2.79
+ (m, 2H), 1.58 (h, J = 7.3 Hz, 2H), 0.98 (t, J = 7.3 Hz, 3H).
Solvent dmso ~ /6\ /10\ /1NZH3
Temperature 25 "
Number of Scans 16 a5 83 H |
Relaxation Delay 5 \84/ ~_ 7 \34 ~
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 72
Nucleus 1H
Acquired Size 32768
ArH (s) MeO (s) 83 (1)
6.82 3.76 2.88
12 (s) ArH (s) MeO (s) 11 (m) 84 (h) 85 (1)
8.02 6.85 3.77 2.95 1.58 0.98
10 (m)
2.83
J )| ) Y m is MI h
T M 2 o T T
© o M [se X *>) 0 o — (o] N~
N~ S =X SS9 2] )
N ~ o N AN AN AN ~ N
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5



Prediction  2C-T-7 H+ 25 14 NMR (500 MHz, DMSO-dg) & 8.10 (s, 3H), 6.75 (t, J = 0.9 Hz, 1H), 6.67 (s,
Origin Modgraph NMRPredict Desktop | 1H), 3.79 (s, 3H), 3.74 (s, 3H), 3.66 (t, J = 7.6 Hz, 2H), 3.13 (td, /= 7.6, 1.0
Solvent DMSO-d6 5 10 NHE Hz, 2H), 2.86 (t, J = 7.9 Hz, 2H), 1.54 (tq, J = 7.9, 6.6 Hz, 2H), 0.95 (t, J = 6.6
IR, N, 7128 )
Algorithm Best N 1”12 Hz, 3H)
GMMX Cycles 50 o5 83 || |
Version 11591 IR - \34 ~
Frequency 500.00 |
Nucleus 1H 72
3(s) 72 (s) 83 (t)
6.67 3.74 2.86
12 (s) 6 (1) 75 (s) 10 (td) 84 (tq) 85 (t)
8.10 6.75 3.79 3.13 1.54 0.95
11 t)
3.66

i ik s T 1 T T

(e} 00 w0 © © (o] N Yo e}

o o O S 9o ® S S 2 07.

o oo MM~ ~ N ~ N
| T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T

9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 15 1.0 0.5



Analyte P12: Escaline H+ 7|5 H NMR (500 MHz, DMSO-ds) & 8.22 (s, 3H), 6.56 (s, 2H), 3.85 (q, J = 7.0 Hz,

Acquisition Date 2013-01-17T01:53:27 . 2H), 3.75 (s, 6H), 3.06 — 2.99 (m, 2H), 2.89 — 2.81 (m, 2H), 1.20 (t, /= 7.0 Hz,

Solvent dmso ~ /6§ /10\11/1'\‘2H3 3H).

Temperature 25 || |

Number of Scans 16 /51\ PN 42

Relaxation Delay 5 52

Spectrometer Frequency 499.67 |

Spectral Width 8012.8 73/

Nucleus 1H

Acquired Size 32768
12 (s) 2,6 (s) 51 (q) 73,75 (s) 11 (m) 10 (m) 52 (1)
8.22 6.56 3.85 3.75 3.02 2.84 1.20

I _JMLJJ M Mo

I —r _ — e —_ —T
~ [ce} AN 1o < © <t
= @ - < @ @ <
N - o © - - ]
. T . T . T . T . ¥ T . T . T . T . T T . T . T . T . T . T A T . T . T
8.25 8.20 8.15 6.55 3.90 3.85 3.80 3.75 3.70 3.05 3.00 2.95 2.90 2.85 2.80 1.25 1.20 1.15



Analyte P12: Escaline H+ 75 'H NMR (500 MHz, DMSO-d¢) § 8.22 (s, 3H), 6.56 (s, 2H), 3.85 (q, J = 7.0 Hz,
Acquisition Date 2013-01-17T01:53:27 | . 2H), 3.75 (s, 6H), 3.06 — 2.99 (m, 2H), 2.89 — 2.81 (m, 2H), 1.20 (t, J = 7.0 Hz,
Solvent dmso ~ /6§ /10\11/1’\12}_13 3H).
Temperature 25 || |
Number of Scans 16 /51\ PN 42
Relaxation Delay 5 52
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 73/
Nucleus 1H
Acquired Size 32768
73,75 (s) 10 (m)
3.75 2.84

12 (s) 2,6 (s) 51 (q) 11 (m) 52 (t)

8.22 6.56 3.85 3.02 1.20

k [ . ‘k ,N__J( ﬂ J

T i\ T T T

~— [ce] AN © < © <

> & =9 3 @ S

N ~— AN © ~ ™

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T ]
8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5



Prediction  Escaline H+ 75 14 NMR (500 MHz, DMSO-dg) & 8.10 (s, 3H), 6.54 (t, J = 1.0 Hz, 2H), 4.08 (q,
Origin Modgraph NMRPredict Desktop | . J=5.9 Hz, 2H), 3.70 (s, 6H), 3.66 (t, J = 7.6 Hz, 2H), 3.13 (tt, J= 7.5, 1.1 Hz,
Solvent DMSO-d6 ~ /6§ A0 2H), 1.34 (t, J = 5.8 Hz, 3H).
Algorithm Best || |
GMMX Cycles 50 P R ~ 42
Version 11591 52
Frequency 500.00 |
7
Nucleus 1H 73
73,75 (s)
3.70
12 (s) 2,6 () 51(q) 11 () 10 (tt) 52 (t)
8.10 6.54 4.08 3.66 3.13 1.34
e M l Jp
i ik T & T T
o] [} [} (s} [ce] <t
© S S 0o S ©
— — — ™ — -~ —
| T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 50 4.5 4.0 3.5 3.0 2.5 2.0 15 1.0 0.5



Analyte P13a: Proscaline H+ 75 14 NMR (500 MHz, DMSO-dg) 6 8.05 (s, 3H), 6.56 (s, 2H), 3.79 — 3.72 (m,
Acquisition Date 2012-11-24T12:58:57 | N 8H), 3.07 — 3.00 (m, 2H), 2.85 - 2.78 (m, 2H), 1.61 (h, J = 7.1 Hz, 2H), 0.94 (t,
solvent dmso ~ /6§ PAL 11/1r\12H3 J=7.4 Hz, 3H).
Temperature 25 || |
Number of Scans 16 55\ /53\ PN 42
Relaxation Delay 5 54
Spectrometer Frequency 499.67
Spectral Width 8012.8 73
Nucleus 1H
Acquired Size 32768
12 (s) 2,6 (s) 53,73,75 (m) 11 (m) 10 (m) 54 (h) 55 (t)
8.05 6.56 3.76 3.03 2.82 1.61 0.94
: T : T : T : T : T T —T— 77T T
3.78 3.77 3.76 3.75 3.74 165 164 163 162 161 160 159 158 157 1.56
AN J B _/\__J/W; J/UL Jkk
e T — —T —T S —
© < - o~ N~ ~ o
o S N o o o S
N N [ce] ~ ~ ~ ™
T T T T T T T T T T T T T T T T T T T T T T T T T T T
8.3 8.2 8.1 8.0 6.6 6.5 3.8 3.7 3.1 3.0 29 2.8 1.6 1.0 0.9



Analyte P13a: Proscaline H+ 5 H NMR (500 MHz, DMSO-de) & 8.05 (s, 3H), 6.56 (s, 2H), 3.79 = 3.72 (m,
Acquisition Date 2012-11-24T12:58:57 | N 8H), 3.07 — 3.00 (m, 2H), 2.85 - 2.78 (m, 2H), 1.61 (h, J = 7.1 Hz, 2H), 0.94 (t,
Solvent dmso N /6§ /10\11/1NZH3 J=7.4 Hz, 3H).
Temperature 25 || |
Number of Scans 16 55\ /53\ PN 42
Relaxation Delay 5 54
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 73/
Nucleus 1H
Acquired Size 32768
10 (m)
2.82
12 (s) 2,6 (s) 53,73,75 (m) 11 (m) 54 (h) 55 (t)

8.05 6.56 3.76 3.03 1.61 0.94

T i ik T 7 i T

© < — N~ N~ o

e S N o o ) S

N N [ce} ~ ~ ~— ™
M T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T

9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 45 4.0 35 3.0 25 2.0 1.5 1.0 0.5



Prediction  Proscaline H+ 75 14 NMR (500 MHz, DMSO-dg) § 8.10 (s, 3H), 6.54 (t, J = 1.0 Hz, 2H), 4.02 (t, J

Origin Modgraph NMRPredict Desktop | . = 7.5 Hz, 2H), 3.70 (s, 6H), 3.66 (t, /= 7.6 Hz, 2H), 3.13 (tt, /= 7.5, 1.1 Hz,
Solvent DMSO-d6 ~ /6§ PN /1NzH3 2H), 1.80 — 1.69 (m, 2H), 0.98 (t, J = 6.7 Hz, 3H).
1"
Algorithm Best || |
GMMX Cycles 50 55 53 _- ~ 42
Version 11880 54
Frequency 500.00 |
Nucleus 1H 73/
73,75 (s)
3.70
12 (s) 2,6 (1) 53 (@) 11 (b) 10 (tt) 54 (m) 55 (t)
8.10 6.54 4,02 3.66 3.13 1.74 0.98
_ J JWL L
i i\ TN T R T
© o - oo ~ 0 50}
< S Q oo S @Q Q
™ 3% 1% © o - - ™
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
. .0 0.5



Analyte P13b: Proscaline H+ 7|5 'H NMR (500 MHz, DMSO-dg) & 8.20 (s, 3H), 6.56 (s, 2H), 3.80 — 3.71 (m,

Acquisition Date 2013-03-26T19:44:08 . 8H), 3.06 — 2.98 (m, 2H), 2.89 — 2.80 (m, 2H), 1.66 — 1.55 (m, 2H), 0.93 (t, J =
Solvent dmso ~ /6§ /10\11/11\£H3 7.4 Hz, 3H).
Temperature 25 || |
Number of Scans 16 55\ /53\ P %2
Relaxation Delay 5 54
Spectrometer Frequency 499.67 |
Spectral Width 10964.9 73/
Nucleus 1H
Acquired Size 65536
12 (s) 2,6 (s) 53,73,75 (m) 11 (m) 10 (m) 54 (m) 55 (t)
8.20 6.56 3.75 3.02 2.84 1.60 0.93
— 71— ———————— -—YF— 777777~
3.78 3.77 3.76 3.75 3.74 165 164 163 162 161 160 159 158 157 156

P

—— T
< © I o) < I50)
S N ) > Q )
o [ee] -~ -— A AN
T T T T T T T T T T T T T T T T T T T T T T T T T T T
8.3 8.2 8.1 8.0 6.6 6.5 3.8 3.7 3.1 3.0 29 2.8 1.6 1.0 0.9



Analyte P13b: Proscaline H+ 75 'H NMR (500 MHz, DMSO-dg) & 8.20 (s, 3H), 6.56 (s, 2H), 3.80 — 3.71 (m,

Acquisition Date 2013-03-26T19:44:08 | . 8H), 3.06 — 2.98 (m, 2H), 2.89 — 2.80 (m, 2H), 1.66 — 1.55 (m, 2H), 0.93 (t, J =
Solvent dmso ~ /6§ /10\11/11\£H3 7.4 Hz, 3H).
Temperature 25 || |
Number of Scans 16 55\ /53\ PN %2
Relaxation Delay 5 54
Spectrometer Frequency 499.67 |
Spectral Width 10964.9 73/
Nucleus 1H
Acquired Size 65536
10 (m)
2.84
12 (s) 2,6 (s) 53,73,75 (m) 11 (m) 54 (m) 55 (1)
8.20 6.56 3.75 3.02 1.60 0.93
J\ | J ;_JL A Ju Ji 0 »M A
i i\ T T ak T
< [o2] [ee] AN D < [se]
S ) N o & ) ®
[32] — 0 - - - s\
T T T

9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 25 2.0 1.5 1.0 0.5



Prediction  Proscaline H+ 75 14 NMR (500 MHz, DMSO-dg) § 8.10 (s, 3H), 6.54 (t, J = 1.0 Hz, 2H), 4.02 (t, J
Origin Modgraph NMRPredict Desktop | . = 7.5 Hz, 2H), 3.70 (s, 6H), 3.66 (t, /= 7.6 Hz, 2H), 3.13 (tt, /= 7.5, 1.1 Hz,
Solvent DMSO-d6 ~ /6\ /10\11/11\£H3 2H), 1.80 — 1.69 (m, 2H), 0.98 (t, J = 6.7 Hz, 3H).
Algorithm Best || |
GMMX Cycles 50
ycles 85 BB AN 2
Version 11591
Frequency 500.00 |
7
Nucleus 1H 73
73,75 (s)
3.70
12 (s) 2,6 () 53 (t) 11 (t) 10 (tt) 54 (m) 55 (t)
8.10 6.54 4,02 3.66 3.13 1.74 0.98
A J JL JL _
i ik L 0 T T
© o ~ [o) N} N~ Y] (a2}
S S o 99 ) ) S
o N N o N ~ ~ [sp]
| T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
9.0 85 8.0 75 7.0 6.5 6.0 55 5.0 45 4.0 35 3.0 25 2.0 15 1.0 0.5



Analyte
Acquisition Date

P14: AL H+
2012-11-24T14:23:49

75 14 NMR (500 MHz, DMSO-dg) 6 8.13 (s, 3H), 6.57 (s, 2H), 5.98 (ddt, J = 17.3,
| 10.4, 5.6 Hz, 1H), 5.28 (dq, J = 17.3, 1.8 Hz, 1H), 5.17 = 5.10 (m, 1H), 4.35

Solvent dmso ~ /6§ /10\11/12H3 (det,J:S.G, 1.6 Hz, 2H), 3.76 (s, 6H), 3.06 — 2.99 (m, 2H), 2.87 - 2.80 (m,
Temperature 25 || | )
Number of Scans 16 923 /90\ DA 42
Relaxation Delay 5 91
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 73/
Nucleus 1H
Acquired Size 32768
12 (s) 2,6 (s) 91 (ddt) 92' (dq) 92" (m) 90 (dt) 73,75 (s) 11 (m) 10 (m)
8.13 6.57 5.98 5.28 5.14 4.35 3.76 3.03 2.83
f T T T T T T T T T T T l T T T T T T T T T T T ]
6.04 6.02 6.00 5.98 5.96 5.94 5.92 4.37 4.36 4.35 4.34 4.33 4.32
M T T T T T T T T T T T l T T T T T T T T T T T T
5.34 5.32 5.30 5.28 5.26 5.24 5.22 5.20 5.18 5.16 5.14 5.12 5.10
VAN By AT W | M M J L Uik Mo
— o ™ (o)) (o)) [Te] (o] [ce] N~
@© - @ S S S - S S
N N o o o N © ~ ~
T T T T T T T T T T T T T T T T T T T T T T T T T T T T
8.1 .6 6.5 6.0 5.3 52 51 44 43 3.8 3.1 3.0 2.9 28



Analyte Pl4: AL H+ 75 14 NMR (500 MHz, DMSO-dg) 6 8.13 (s, 3H), 6.57 (s, 2H), 5.98 (ddt, J = 17.3,
Acquisition Date 2012-11-24T14:23:49 | N 10.4, 5.6 Hz, 1H), 5.28 (dq, J = 17.3, 1.8 Hz, 1H), 5.17 = 5.10 (m, 1H), 4.35
Solvent dmso ~ /6§ /10\11/1NZH3 (det,J:S.G, 1.6 Hz, 2H), 3.76 (s, 6H), 3.06 — 2.99 (m, 2H), 2.87 - 2.80 (m,
Temperature 25 || | )
Number of Scans 16 923 /90\ DA 42
Relaxation Delay 5 91
Spectrometer Frequency 499.67 |
Spectral Width 8012.8 73/
Nucleus 1H
Acquired Size 32768
92" (m) 10 (m)
5.14 2.83

12 (s) 2,6 (s) 91 (ddt) 92' (dq) 90 (dt)  73,75(s) 11 (m)

8.13 6.57 5.98 5.28 4.35 3.76 3.03

T i\ T T T U T

o [ce} ™ O © Yo N~ [aY] ~—

@ ® < S5 S ® © o O

~ o o o O o N o o

| T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
8.5 8.0 75 7.0 6.5 6.0 55 5.0 45 4.0 35 3.0 25 2.0 15 1.0 0.5



Prediction  ALH+ 75 14 NMR (500 MHz, DMSO-dg) & 8.10 (s, 3H), 6.41 (t, J = 1.0 Hz, 2H), 6.06

Origin Modgraph NMRPredict Desktop | . (ddt, /= 16.3,10.0, 6.1 Hz, 1H), 5.47 —= 5.36 (m, 2H), 4.66 (dt, /= 6.2, 1.1 Hz,
i 6 10 NH; 2H), 3.70 (s, 6H), 3.66 (t, J = 7.6 Hz, 2H), 3.13 (tt, /= 7.6, 1.2 Hz, 2H).
Solvent DMSO-d6 ~ % e \11/12
Algorithm Best ||
GMMX Cycles 50 2% 0 _- ~ %2
Version 12489 91
Frequency 500.00 |
Nucleus 1H 73/’
91 (ddt) 11 (t)
6.06 3.66
12 (s) 2,6 () 92 (m) 90 (dt) 73,75 (s) 10 (tt)
8.10 6.41 5.41 4.66 3.70 3.13
\ l o N l M l
i i\ o T T e T
— o I © o - ~
o S S % o oo o
™ N - - - © o -

9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 25 20 1.5 1.0 0.5



Analyte P15: MAL H+ 7|5 14 NMR (500 MHz, DMSO-dg) 6 8.03 (s, 3H), 6.56 (s, 2H), 5.02 — 4.97 (m,

Acquisition Date 2012-11-24T12:41:39 . 1H), 4.89 — 4.83 (m, 1H), 4.27 — 4.22 (m, 2H), 3.76 (s, 6H), 3.06 — 3.00 (m,

Solvent dmso ~ /6§ /10\11/1’\3*3 2H), 2.86 — 2.78 (m, 2H), 1.81 - 1.76 (m, 3H).

Temperature 25 || |

Number of Scans 16 95§ /93\ N 42

Relaxation Delay 5

Spectrometer Frequency 499.67 |

Spectral Width 8012.8 % 73/

Nucleus 1H

Acquired Size 32768
12 (s) 2.6 (s) 95' (m) 95" (m) 93 (m) 73,75 (s) 11 (m) 10 (m) 96 (m)
8.03 6.56 5.00 4.86 4.25 3.76 3.03 2.82 1.78

M AN

__/_/
T | — | — | — T T L— L — — | — T T T T T T — T T T T T T
5.005 5.000 4,995 4.990 4.985 4.870 4.865 4.860 4.855 4.850 4.845 4255 4250 4245 4240 4.235 1.790 1.785 1.780 1.775
T I i i —r— —— T N —_—T FH
N o~ ~ I — IS - © To)
N. ) 5 S S 3 ) 3 S
® - o - N el - - )
T T T T T T T T T T T T f T T T T 7 T T

8.05 8.00 6.55 5.00 4.95 4.90 4.85 4.25 3.75 3.05 3.00 2.85 2.80 1.80



Analyte P15: MAL H+ 75 14 NMR (500 MHz, DMSO-dg) 6 8.03 (s, 3H), 6.56 (s, 2H), 5.02 — 4.97 (m,
Acquisition Date 2012-11-24T12:41:39 | X 1H), 4.89 — 4.83 (m, 1H), 4.27 — 4.22 (m, 2H), 3.76 (s, 6H), 3.06 — 3.00 (m,

Solvent dmso ~ /6§ /10\11/11\%H3 2H), 2.86 —2.78 (m, 2H), 1.81 = 1.76 (m, 3H).
Temperature 25 || |
Number of Scans 16 95§ /93\ PN 42
Relaxation Delay 5
Spectrometer Frequency 499.67 9% |
Spectral Width 8012.8 73/
Nucleus 1H
Acquired Size 32768
95" (m) 10 (m)
4.86 2.82
12 (s) 2,6 (s) 95' (m) 93 (m) 73,75 (s) 11 (m) 96 (m)
8.03 6.56 5.00 4.25 3.76 3.03 1.78
A | JU I8 . /\_J(
i i fi f i\ T !
N N ~ M — ™ ~ © Yo
N o ® 9 ) ) o O S
(a2} ~ o N wn ~ ~ [sp}
f T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5



14 NMR (500 MHz, DMSO-dg) 6 8.10 (s, 3H), 6.41 (t, J = 1.0 Hz, 2H), 5.29

Prediction MAL H+ 75
Origin Modgraph NMRPredict Desktop | . (dq,/=2.2,1.1 Hz, 1H),5.17 (dq, /= 2.2, 1.1 Hz, 1H), 4.61 (t, J = 1.0 Hz, 2H),
Solvent DMSO-d6 ~ /6\ 10 /1NzH3 3.68 (d, J = 19.9 Hz, 8H), 3.13 (tt, J = 7.6, 1.2 Hz, 2H), 1.77 (t, J = 1.0 Hz, 3H).
Algorithm Best || |
GMMX Cycles 50
ycles %§ /%\ /.\1¢2
Version 12489
Frequency 500.00 |
96
e
Nucleus 1H 73
95" (dq)
517
12 (s) 2,6 () 95' (dq) 93 (1) 73,11,75(d) 10 (tt) 96 (1)
8.10 6.41 5.29 4.61 3.68 3.13 1.77

-
—

201 b
200

| 805 s=—=———
198-T

3.02—=
1298—=x

8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0



Analyte P16: BOD H+

Acquisition Date 2012-11-24T12:49:33
Solvent dmso

Temperature 25

Number of Scans 16

Relaxation Delay 5

Spectrometer Frequency 499.67

Spectral Width 8012.8
Nucleus 1H
Acquired Size 32768
12 (s) ArH (d)
8.14 6.91
T :
4.80

DN
I

I
<
T F’ T T

MeO (s)
3.75

MeO (s)

3.75

2.07—

14 NMR (500 MHz, DMSO-dg) & 8.14 (s, 3H), 6.91 (d, J = 0.9 Hz, 1H), 6.82 (s,
1H), 4.78 (dd, J = 8.9, 3.9 Hz, 1H), 3.75 (s, 3H), 3.75 (s, 3H), 3.21 (s, 3H),
2.96 - 2.82 (m, 2H), 2.16 (d, J = 0.9 Hz, 3H).

40 (d)
2.16

~————

|—|—|
[o)]
(<]
3%

T T T T T
8.20 8.15 8.10 6.95 6.90

T
2.15



Analyte P16: BOD H+ AL 14 NMR (500 MHz, DMSO-dg) 6 8.14 (s, 3H), 6.91 (d, J = 0.9 Hz, 1H), 6.82 (s,
Acquisition Date 2012-11-24T12:49:33 75 1H), 4.78 (dd, J = 8.9, 3.9 Hz, 1H), 3.75 (s, 3H), 3.75 (s, 3H), 3.21 (s, 3H),
solvent dmso | I . 2.96 - 2.82 (m, 2H), 2.16 (d, J = 0.9 Hz, 3H).
6 10 NH
N 03
Temperature 25 ~,.~ % ~ 1”12
Number of Scans 16 || |
Relaxation Delay 5 PN 4 ~
Spectrometer Frequency 499.67 40 3
Spectral Width 8012.8 7'2
Nucleus 1H
Acquired Size 32768
ArH (s) MeO (s) 11 (m)
6.82 3.75 2.91

12 (s) ArH (d) 10 (dd) MeO (s) 17 (s) 40 (d)

8.14 6.91 4.78 3.75 3.21 2.16

T iy T N {7 i

AN N~ © < < © < N~ (o]

- Qo ] S @© @ S @

™ ~ ~ [sp o\ N N N

| T T T T T T T T T T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 2.5 2.0 15 1.0 0.5



Prediction  BOD H+ 7 14 NMR (500 MHz, DMSO-dg) & 8.10 (s, 3H), 6.88 (d, J = 1.0 Hz, 1H), 6.78 (q,
Origin Modgraph NMRPredict Desktop 75 J=1.1Hz, 1H), 5.20 (td, J = 6.0, 1.0 Hz, 1H), 3.92 (dd, J = 12.4, 5.8 Hz, 1H),
Solvent DMSO-d6 | X 3.74 (s, 3H), 3.71 (s, 3H), 3.67 (dd, J = 12.4, 5.9 Hz, 1H), 3.17 (s, 3H), 2.12
10 NH =
Algorithm Best ~,. 7 - \11/123 (d, /=11 Hz, 3H).
GMMX Cycles 50 [l |
Version 11591 P ~
Frequency 500.00 40
Nucleus 1H 79
11' (dd)
3.67
3(a) 72 (s)
6.78 3.74
12 (s) 6 (d) 10 (td) 11" (dd) 17 (s) 40 (d)
8.10 6.88 5.20 3.92 3.17 2.12
75 (s)
3.71
e l JUM J .
i T T b i i\
b Q N~ ~ O v o w0 [Te)
S loxe! o od oo =} (o)}
o o o o ~ MM ™ N
M T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 45 4.0 35 3.0 2.0 1.5 1.0 0.5



Analyte

P17: bk-2C-B H+

14 NMR (700 MHz, DMSO-dg) & 8.28 (s, 3H), 7.59 (s, 1H), 7.43 (s, 1H), 4.31

Acquisition Date 2013-11-29T14:34:40 7|5 (g,J=5.2 Hz, 2H), 3.94 (s, 3H), 3.86 (s, 3H).
Solvent dmso 6 ! NH;
Temperature 25 ~,7 % < 12
Number of Scans 16 || |
Relaxation Delay 5 ~ \34 ~
Spectrometer Frequency 699.82 |
Spectral Width 11160.7 72
Nucleus 1H
Acquired Size 50223
12 (s) ArH (s) ArH (s) 11 (q) MeO (s) MeO (s)
8.28 7.59 7.43 4.31 3.94 3.86
T T T T T T T T T T T T T T T T T T T T T T T T
8.30 8.29 8.28 8.27 8.26 4325 4320 4315 4310 4305 4300 4.295
____4__//\ J k J L J/\/\ . R k A "
I i —_—T e —T T S E— —
N~ N [ce] [ce] wn o
@ S S S < Q
N ~ o ~ ™ (a2}
T T T T T T T T T T T T T T T T T T T T T T T
8.35 8.30 8.25 7.60 7.55 7.50 7.45 740 435 4.30 3.95 3.85



Analyte P17: bk-2C-B H+ e H NMR (700 MHz, DMSO-dg) & 8.28 (s, 3H), 7.59 (s, 1H), 7.43 (s, 1H), 4.31
Acquisition Date 2013-11-29T14:34:40 | (g,J=5.2 Hz, 2H), 3.94 (s, 3H), 3.86 (s, 3H).
Solvent dmso
Temperature 25 ~ % - 11/1
Number of Scans 16 || |
Relaxation Delay 5 ~ 4 ~
Spectrometer Frequency 699.82
Spectral Width 11160.7
Nucleus 1H
Acquired Size 50223
ArH (s) MeO (s)
743 3.94

12 (s) ArH (s) 11(q) MeO (s)

8.28 7.59 4.31 3.86

H oy i\ T

N~ AN [ee] wn o

© S 2] =S

N ~— O ~— [sp e}

M T T T T T T T T T T T T T T T T T T T T T 1
8.5 8.0 75 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 25 2.0 1.5 1.0 0.5

0.0



Prediction

bk-2C-B H+

14 NMR (700 MHz, DMSO-dg) § 7.40 (s, 1H), 7.29 (s, 1H), 7.20 (s, 3H), 4.59

Origin Modgraph NMRPredict Desktop 7|5 (s, 2H), 3.93 (s, 3H), 3.88 (s, 3H).
Solvent DMSO-d6 5 1 N
Algorithm Best ~. \ -~ \11/12 ’
GMMX Cycles 50 || |
Version 12489 PN
Frequency 700.00 3
Nucleus 1H 7|2
6 (s) 72 (s)
7.29 3.88
3(s) 11 (s) 75 (s)
7.40 4.59 3.93
12 (s)
7.20

Juis 1 L

Py iy &

coo® o [=)=)

SESKe) S SES]

- N R

T T T T T T T T T T T T T T T T T T T T T T T
8.5 8.0 7.5 7.0 6.0 5.5 5.0 4.5 .0 3.5 3.0 25 2.0



Analyte

B1: 25B-NBOMe H+

//25\ 'H NMR (500 MHz, DMSO-d) § 9.18 (s, 2H), 7.49 (dd, J = 7.5, 1.7 Hz, 1H),
Acquisition Date 2013-01-17702:31:12 75 26 24 7.41 (ddd, J=8.3,7.5, 1.7 Hz, 1H), 7.19 (s, 1H), 7.08 (dd, J = 8.4, 1.0 Hz, 1H),
Solvent dmso | X | Il 7.02 (s, 1H), 7.00 (td, J = 7.4, 1.1 Hz, 1H), 4.11 (s, 2H), 3.83 (s, 3H), 3.79 (s,
6 10 NH 23 3H), 3.75 3H), 3.10 - 3.03 2H), 3.00 - 2.93 2H).
Temperature 25 N TN \11/122~20/ X - ) (s, 3H), (m, 2H), (m, 2H)
Number of Scans 16 || | |
Relaxation Delay 5 PN 4 ~ _
Spectrometer Frequency 499.67 3 28
Spectral Width 8012.8 7'2
Nucleus 1H
Acquired Size 32768
ArH (s) MeO (s)
7.02 3.79
12 (s) 26 (dd) 24 (ddd) ArH (s) 23 (dd) 25 (td) 20 (s) MeO (s) 11 (m) 10 (m)
9.18 7.49 7.41 7.19 7.08 7.00 4.1 3.83 3.06 2.97
MeO (s)
3.75

|—|—| I T { T { |—|—| |—|—||—|—|—|—| |—|—|—|—| |—|—| , T i I T {

© [se] w0 [se] < by AN N N~ N w0 by -

) = = Q S o - o S o 9 o o

-~ - -~ - -~ -~ -~ -~ I +7) 1) -~ -~

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T e
9.2 9.1 7.5 7.4 7.3 7.2 71 7.0 41 4.0 3.9 3.8 3.7 3.1 3.0



Analyte B1: 25B-NBOMe H+ //25\ 'H NMR (500 MHz, DMSO-dg) & 9.18 (s, 2H), 7.49 (dd, J = 7.5, 1.7 Hz, 1H),
Acquisition Date 2013-01-17T702:31:12 75 7.41 (ddd, J = 8.3, 7.5, 1.7 Hz, 1H), 7.19 (s, 1H), 7.08 (dd, J = 8.4, 1.0 Hz, 1H),
Solvent dmso | 7.02 (s, 1H), 7.00 (td, J = 7.4, 1.1 Hz, 1H), 4.11 (s, 2H), 3.83 (s, 3H), 3.79 (s,

6 3H), 3.75 3H), 3.10 - 3.03 2H), 3.00 - 2.93 2H).
Temperature 25 N TN 17122507 X - ). (s, 3H), (m, 2H), (m, 2H)
Number of Scans 16 || | |
Relaxation Delay 5 SN 2N
Spectrometer Frequency 499.67 3
Spectral Width 8012.8
Nucleus 1H
Acquired Size 32768
23 (dd) MeO (s)
7.08 3.75
24 (ddd) MeO (s) 10 (m)
7.41 3.83 2.97
12 (s) 26 (dd) ArH(s) 20 (s) 11 (m)
9.18 7.49 7.02 4.1 3.06
ArH (s) MeO (s)
7.19 3.79
25 (td)
7.00

T it b, oA i

(o] MO M — N AN M~NANW bl

o 0999 o- o S99 oo

— e e - Mmoo —

T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 20 1.5 1.0 0.5



Prediction ~ 25B-NBOMe H+ //25\ 14 NMR (500 MHz, DMSO-dg) & 7.29 (s, 1H), 7.22 — 7.13 (m, 3H), 6.95 — 6.82
Origin Modgraph NMRPredict Desktop 75 26 24 (m, 3H), 6.74 (t, J = 1.0 Hz, 1H), 3.93 (s, 3H), 3.74 (s, 6H), 3.60 (d, J = 0.9 Hz,
Solvent DMSO-d6 | . | || 2H), 3.33 (t, J = 5.2 Hz, 2H), 3.13 (td, J = 5.3, 1.0 Hz, 2H).
Algorithm  Best ~ 0N /1’\é AR A
g N 1 20
GMMX Cycles 50 || | |
Version 11591 N 4 ~ _
Frequency 500.00 3 28
|
Nucleus 1H 7
12,23 (m) 28,72(s) 10 (td)
7.18 3.74 3.13
3(s) 6 (t) 75 (s) 11 (t)
7.29 6.74 3.93 3.33
26,25,24 (m) 20 (d)
6.89 3.60

2.96-] =

1099—=x b
L
L

fir Rpp oy
o © D © O © 0
SO S®S D O
- o 0w~ - <
f T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5



Analyte B2: 25CG-NBOMe H+ 72 N 14 NMR (500 MHz, DMSO-dg) 6 9.23 (s, 2H), 7.50 (dd, J = 7.5, 1.7 Hz, 1H),

Acquisition Date 2013-01-17702:39:37 75 26 24 7.41 (ddd, J= 8.2, 7.4, 1.7 Hz, 1H), 7.14 — 7.05 (m, 1H), 7.08 (s, 1H), 7.04 (s,

Solvent dmso | X | Il 1H), 7.00 (td, J = 7.5, 1.1 Hz, 1H), 4.11 (s, 2H), 3.83 (s, 3H), 3.80 (s, 3H), 3.74
6 10 N

Temperature 25 ~._ N~ LR

(s, 3H), 3.10 — 3.01 (m, 2H), 3.03 — 2.94 (m, 2H).
X 11712729 -
Number of Scans 16 || | |
Relaxation Delay 5 PN 4 ~ _
Spectrometer Frequency 499.67 3 28
Spectral Width 8012.8 7'2
Nucleus 1H
Acquired Size 32768
ArH (s) MeO (s)
7.08 3.80
12 (s) 26 (dd) 24 (ddd) 23 (m) 25 (td) 20 (s) MeO (s) 11 (m) 10 (m)
9.23 7.50 7.41 7.09 7.00 4.11 3.83 3.06 2.98
ArH (s) MeO (s)
7.04 3.74

)
L
.
.
4

I | A = L L L L N
(e} [(e} < O NN — o < o D Yo ™ o
o] =] o - OO S [} - o)) o o] (o))
~— ~ ~— — O ~ ~— ™ N N ~— —
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
9.3 9.2 7.5 7.4 7.3 7.2 71 7.0 4.1 4.0 3.9 3.8 3.7 3.1 3.0 2.9



Analyte

B2: 25C-NBOMe H+

10.0

725\ IH NMR (500 MHz, DMSO-dg) & 9.23 (s, 2H), 7.50 (dd, J = 7.5, 1.7 Hz, 1H),
Acquisition Date 2013-01-17702:39:37 75 26 24 7.41 (ddd, J= 8.2, 7.4, 1.7 Hz, 1H), 7.14 — 7.05 (m, 1H), 7.08 (s, 1H), 7.04 (s,
Solvent dmso | . | || 1H), 7.00 (td, J = 7.5, 1.1 Hz, 1H), 4.11 (s, 2H), 3.83 (s, 3H), 3.80 (s, 3H), 3.74
6 10 N 23 , 3H), 3.10 - 3.01 (m, 2H), 3.03 — 2.94 (m, 2H).
Temperature 25 NN N2, > - (s, 3H) (m, 2H) (m, 2H)
Number of Scans 16 || | |
Relaxation Delay 5 PN 4 ~ _
Spectrometer Frequency 499.67 3 28
Spectral Width 8012.8 7'2
Nucleus 1H
Acquired Size 32768
ArH (s) MeO (s)
7.08 3.74
24 (ddd) MeO (s) 10 (m)
7.41 3.83 2.98
12 (s) 26 (dd) 25 (td) 20 (s) 11 (m)
9.23 7.50 7.00 4.1 3.06
23 (m) MeO (s)
7.09 3.80
ArH (s)
7.04
T i IR it
(e} O OO < [@Ne)NTe] [so N =}
® S0 —999d S =0 SR
-— ~—— ~ O+« «— — OANAN — -
| T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.0 3.5 3.0 2.5 2.0 15 1.0 0.5 0.0



Prediction ~ 25C-NBOMe H+ 725\ 14 NMR (500 MHz, DMSO-dg) & 7.24 (s, 1H), 7.20 (s, 2H), 7.17 (ddt, J = 7.7,
Origin Modgraph NMRPredict Desktop 75 26 24 2.1, 1.1 Hz, 1H), 6.95 — 6.82 (m, 3H), 6.79 (t, J = 1.0 Hz, 1H), 3.96 (s, 3H),
Solvent DMSO-d6 | X | Il 3.74 (s, 6H), 3.60 (d, J = 0.9 Hz, 2H), 3.33 (t, J = 5.1 Hz, 2H), 3.13 (td, J = 5.1,
) 6 10 NH ~ _23 1.0 Hz, 2H).
N S0 I o ,
Algorithm Best ~,.~ \ - 1171255
GMMX Cycles 50 || | |
Version 11591 PN 45; ~ _
Frequency 500.00 3 28
|
Nucleus 1H 72
25,24,23 (m)
6.89

12 (s) 28,72 (s) 10 (td)

7.20 3.74 3.13

3(s) 6 (t) 75 (s) 11 (1)

7.24 6.79 3.96 3.33

26 (ddt) 20 (d)

717 3.60
JQUL

P A AR L

585 538 885 3 §

~NO N+ ™ oo SV

10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 45 4.0 35 3.0 25 20 1.5 1.0 05



Analyte B3: 25|1-NBOMe H+

5}5\ H NMR (500 MHz, DMSO-dg) § 9.15 (s, 2H), 7.48 (dd, J = 7.5, 1.8 Hz, 1H),
Acquisition Date 2013-01-17702:47:03 75 26 24 7.41 (ddd, J = 8.3, 7.5, 1.7 Hz, 1H), 7.32 (s, 1H), 7.08 (dd, J = 8.3, 1.0 Hz, 1H),
Solvent dmso | N | I 6.99 (td, J = 7.4, 1.1 Hz, 1H), 6.90 (s, 1H), 4.11 (s, 2H), 3.83 (s, 3H), 3.77 (s,
6 10 NH. 23 H), 3.7 2H), 3.09 - 3. 2H), 2.99 - 2.92 2H).
Temperature 25 N TN \11/122~20/ X - 3H), 3.73 (s, 2H), 3.09 = 3.00 (m, 2H), 2.99 = 2.92 (m, 2H)
Number of Scans 16 || | |
Relaxation Delay 5 PN 4 ~ P
Spectrometer Frequency 499.67 3 28
Spectral Width 8012.8 7'2
Nucleus 1H
Acquired Size 32768
24 (ddd) MeO (s)
7.41 3.77
12 (s) 26 (dd) ArH (s) 23 (dd) 25 (td) ArH(s) 20 (s) MeO (s) 11 (m) 10 (m)
9.15 7.48 7.32 7.08 6.99 6.90 4.1 3.83 3.06 2.96
MeO (s)
3.73

L I [ I —r I [ I " L L
o < o (o] ™ N ™ [} [ce] ™ N~ ~—
> S = o = = S & = o o o
-~ -~ -~ o -~ — -~ -~ o eV -~ -~
T T T v T T T T T T T T T T T T T T T T T T T T T T T T £ T T T T T 1
9.2 9.1 75 74 7.3 7.2 7.1 7.0 6.9 4.1 40 3.9 3.8 37 3.1 3.0 29 00



Analyte

B3: 25I-NBOMe H+

725\ IH NMR (500 MHz, DMSO-dg) & 9.15 (s, 2H), 7.48 (dd, J = 7.5, 1.8 Hz, 1H),
Acquisition Date 2013-01-17702:47:03 75 26 24 7.41 (ddd, J = 8.3, 7.5, 1.7 Hz, 1H), 7.32 (s, 1H), 7.08 (dd, J = 8.3, 1.0 Hz, 1H),
Solvent dmso | N | || 6.99 (td, J = 7.4, 1.1 Hz, 1H), 6.90 (s, 1H), 4.11 (s, 2H), 3.83 (s, 3H), 3.77 (s,
6 10 NH 23 3H), 3.73 (s, 2H), 3.09 — 3.00 (m, 2H), 2.99 — 2.92 (m, 2H).
Temperature 25 NN N T2 N ) (s, 2H) (m, 2H) (m, 2H)
Number of Scans 16 || | |
Relaxation Delay 5 PN 4 ~ P
Spectrometer Frequency 499.67 3 28
Spectral Width 8012.8 7'2
Nucleus 1H
Acquired Size 32768
23 (dd) MeO (s)
7.08 3.73
24 (ddd) MeO (s) 10 (m)
7.41 3.83 2.96
12 (s) 26 (dd) 25 (td) 20 (s) 11 (m)
9.15 7.48 6.99 4.1 3.06
ArH (s) MeO (s)
7.32 3.77
ArH (s)
6.90
A s g_h JL M‘J\_)Ut il
T o i oA T
o TOH; MANM®M (@) [colop R N~ —
S O=&® -9 & =N~ oo
-~ O = ~— OoCNA —
| T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 45 4.0 35 3.0 25 2.0 15 1.0 0.5



Prediction  25I-NBOMe H+ 25 14 NMR (500 MHz, DMSO-dg) & 7.34 (s, 1H), 7.22 — 7.13 (m, 3H), 6.95 — 6.82

Origin Modgraph NMRPredict Desktop 75 2677 24 (m, 3H), 6.62 (t, J = 0.9 Hz, 1H), 3.93 (s, 3H), 3.74 (s, 6H), 3.60 (d, J = 0.9 Hz,
Solvent DMSO-d6 | N | || 2H), 3.33 (t, J = 5.1 Hz, 2H), 3.13 (td, J = 5.1, 1.0 Hz, 2H).
) 6 10 NH, 21 23
Algorithm  Best AN ~ 7127, e
GMMX Cycles 50 || | |
Version 12489 PN 1;? ~ P
Frequency 500.00 3 28
|
Nucleus 1H 72
12,23 (m) 28,72(s) 10 (td)
7.18 3.74 3.13
3(s) 6 () 75 (s) 11 (t)
7.34 6.62 3.93 3.33
26,25,24 (m) 20 (d)
6.89 3.60
U
A Ry 7
— N~ — N <t 0 O - O
o o o o oR=Na} o o
~— N N ~ M ON N ~
T T T T T T T T T T T T T T T

10.0 95 9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5



Analyte

Acquisition Date

B4: 251-NBOH H+
2013-01-17703:09:57 /9

14 NMR (500 MHz, DMSO-dg) § 9.22 (s, 3H), 7.39 (dd, J = 7.6, 1.7 Hz, 1H),

2677 24 7.32 (s, 1H), 7.23 (ddd, J = 8.1, 7.3, 1.7 Hz, 1H), 6.97 (dd, J = 8.2, 1.1 Hz, 1H),
Solvent dmso | | I 6.89 (s, 1H), 6.84 (td, J = 7.4, 1.1 Hz, 1H), 4.09 (s, 2H), 3.77 (s, 3H), 3.74 (s,
6 10 NH 23 H .09 - 3.02 2H .00-2.91 2H).
Temperature 25 N TN ~ 712 2'20/ X - 3H), 3.09 = 3.02 (m, 2H), 3.00 - 2.91 (m, 2H)
Number of Scans 16 || |
Relaxation Delay 5 _ \34 ~ 207H
Spectrometer Frequency 499.67
Spectral Width 8012.8 7'2
Nucleus 1H
Acquired Size 32768
ArH (s) ArH (s) MeO (s)
7.32 6.89 3.74
12,27 (s) 26 (dd) 24 (ddd) 23 (dd) 25 (td) 20 (s) MeO (s) 11 (m) 10(m)
9.22 7.39 7.23 6.97 6.84 4.09 3.77 3.05 2.94
| - | Y| AR

: — o e L L L

~ ™ < (e} N [(e} N~ © ©© O [s2} (o]

o ] ) S S & 9o ) S & o S

(a2} -~ o ~ ~ o ~ ~ N N N N

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T e T T T T T i

9.3 9.2 9.1 9.0 7.4 7.3 7.2 71 7.0 6.9



Analyte

B4: 251-NBOH H+

10.0

725\ IH NMR (500 MHz, DMSO-dg) & 9.22 (s, 3H), 7.39 (dd, J = 7.6, 1.7 Hz, 1H),
Acquisition Date 2013-01-17703:09:57 /9 26 24 7.32 (s, 1H), 7.23 (ddd, J = 8.1, 7.3, 1.7 Hz, 1H), 6.97 (dd, J = 8.2, 1.1 Hz, 1H),
Solvent dmso | | I 6.89 (s, 1H), 6.84 (td, J = 7.4, 1.1 Hz, 1H), 4.09 (s, 2H), 3.77 (s, 3H), 3.74 (s,
6 10 NH 23 3H), 3.09 - 3.02 (m, 2H), 3.00 - 2.91 , 2H).
Temperature 25 ~. % -~ \11/12 2 20/ X - ) (m, 2H) (m, 2H)
Number of Scans 16 || | |
Relaxation Dela 5 OH
‘ ' NN Z
Spectrometer Frequency 499.67
Spectral Width 8012.8 7'2
Nucleus 1H
Acquired Size 32768
23 (dd)
6.97
ArH (s) 25 (td) MeO (s) 10 (m)
7.32 6.84 3.77 2.94
12,27 (s) 26 (dd) ArH(s) 20 (s) 11 (m)
9.22 7.39 6.89 4.09 3.05
24 (ddd) MgO (s)
7.23 3.74
| i b T T

— N TO© N O~ (e} [(e N e} ™M ©

o QNS 99 & 95 S 9S

™ ~O v O+« ~ NN AN AN

| T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 45 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5



Prediction 251-NBOH H+

14 NMR (500 MHz, DMSO-dg) & 9.68 (s, 1H), 7.34 (s, 1H), 7.20 (s, 2H), 7.01

~ ~
Origin Modgraph NMRPredict Desktop 75 2677 24 (dd, J= 8.2, 6.4 Hz, 2H), 6.79 (td, J = 7.4, 2.0 Hz, 1H), 6.75 (dd, J = 7.2, 2.0
Solvent DMSO-d6 | . | [l Hz, 1H), 6.62 (t, J = 0.9 Hz, 1H), 3.93 (s, 3H), 3.74 (s, 3H), 3.60 (d, J = 0.9 Hz,
6 10 NH 23 = =
Algorithm  Best ~ % _ \11/12 2_20/ N 2H), 3.33 (t, J = 5.0 Hz, 2H), 3.13 (td, J = 5.0, 1.1 Hz, 2H).
GMMX Cycles 50 || | |
Version 11591 N % ~ 2O7H
Frequency 500.00 3
Nucleus 1H !
72
12 (s) 23 (dd) 72 (s) 10 (td)
7.20 6.75 3.74 3.13
27 (s) 3(s)  25(td) 75 (s) 1 (t)
9.68 7.34 6.79 3.93 3.33
26,24 (dd) 20 (d)
7.01 3.60

e e U

i WK B oy qoH

o O O©OND [(ol{oNe)] (2] N~

S SO SO & o

~ ~AN—OOO MM~ -~ ~—

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

95 9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 4.0 35 3.0 25 2.0 15



Analyte B5: 251-NBMD

725\ 1H NMR (500 MHz, DMSO-dg) 6 7.25 (s, 1H), 6.84 (s, 1H), 6.86 — 6.78 (m,
Acquisition Date 2013-05-07T719:21:56 75 26 24 1H), 6.81 - 6.72 (m, 2H), 5.96 (s, 2H), 3.73 (s, 3H), 3.71 (d, J = 0.3 Hz, 3H),
Solvent dmso | || 3.66 (d, J = 0.6 Hz, 2H), 2.69 — 2.65 (m, 4H), 1.98 (s, 1H).
6 10 NH N
Temperature 25 N TN ~ 712 \20/ NN
Number of Scans 16 || | \
Relaxation Delay 5 PN 4 ~ —29
Spectrometer Frequency 499.67 3
Spectral Width 10000.0 7'2
Nucleus 1H
Acquired Size 65536
MDO-ArH (m) MeO (d)
6.83 3.71
ArH (s) ArH (s) MDO-ArH (m) 29 (s) MeO (s) 20 (d) 10,11 (m) 12 (s)
7.25 6.84 6.77 5.96 3.73 3.66 2.67 1.98
T T ' T ! T S R N N S N T

N~ ™ o [ce} N~ ™ ™ o ™ [ee]

o S S S S @ S = S ~

o ~ ~— N N N ™ N < o
T T T T T T T T T T T T T T T T T T T T T T T T T

7.25 6.85 6.80 6.75 5.95 3.75 3.70 3.65 2.70 2.65 2.00 1.95



Analyte B5: 251-NBMD 2N H NMR (500 MHz, DMSO-dg) § 7.25 (s, 1H), 6.84 (s, 1H), 6.86 — 6.78 (m,
Acquisition Date 2013-05-07T719:21:56 75 26 24 1H), 6.81 - 6.72 (m, 2H), 5.96 (s, 2H), 3.73 (s, 3H), 3.71 (d, J = 0.3 Hz, 3H),
Solvent dmso | || 3.66 (d, J = 0.6 Hz, 2H), 2.69 — 2.65 (m, 4H), 1.98 (s, 1H).
T t 25 ~ o TN N TR P
emperature X 1 20
Number of Scans 16 || | \
Relaxation Delay 5 PN 4 ~ —29
Spectrometer Frequency 499.67 3
Spectral Width 10000.0 7'2
Nucleus 1H
Acquired Size 65536
MDO-ArH (m)
6.77
ArH (s) MeO (d)
6.84 3.71
ArH (s) 29 (s) MeO (s) 10,11 (m) 12 (s)
7.25 5.96 3.73 2.67 1.98
MDO-ArH (m) 20 (d)
6.83 3.66
n JUL .JL M A J A

U At U A i\ T

N~ [se = Nce] N~ N MmO ™ [ce]

o S389 o O = S ~

o ~ — N N NN < o

| T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 35 3.0 25 2.0 15 1.0 0.5



14 NMR (500 MHz, DMSO-dg) 5 9.70 (s, 1H), 7.13 (s, 1H), 6.93 (ddt, J = 7.5,

2.1, 1.0 Hz, 1H), 6.86 (t, J = 7.5 Hz, 1H), 6.80 (dd, J = 7.5, 2.2 Hz, 1H), 6.61 (t,
J=1.0 Hz, 1H), 5.83 (s, 2H), 4.03 (d, J = 0.9 Hz, 1H), 3.93 (s, 3H), 3.92 (d, J =
1.1 Hz, 1H), 3.74 (s, 3H), 3.27 (t, J = 7.6 Hz, 1H), 3.11 (t, J = 7.6 Hz, 1H), 2.68
(td, J = 7.6, 1.0 Hz, 2H).

72 (s)
3.74

75 (s) 11' (t)

3.93 3.11

20" (d) 1" 10 (td)
4.03 3.27 2.68
20" (d)
3.92

0.98~¢ L_
[
-
197 ——

1 3.05-%
1 1.00I
1.00I

Prediction 251-NBMD 25
L ) 2
Origin Modgraph NMRPredict Desktop 75 26
Solvent DMSO-d6 5 10 N |
) AN
N 7 ~ SN
Algorithm Best ~. % - 117 12 =9
GMMX Cycles 50 [l | \
Version 11591 PN 4 ~ —29
Frequency 500.00 3
I
Nucleus 1H 72
24 (dd)
6.80
26 (ddt)
6.93
12 (s) 3(s) 6 (t) 29 (s)
9.70 713 6.61 5.83
25 (t)
6.86
1 A JL
i Ropid o i
o O~ —OD o)
3 235383 S
< Soo~+~o N
. ;

10.0 9.5 9.0 85 8.0 75 7.0 6.5 6.0 55 5.0

4.0 3.5 3.0



Analyte B6:25D-NBOMe H+ 725\ 14 NMR (500 MHz, DMSO-dg) 6 9.18 (s, 2H), 7.49 (dd, J = 7.5, 1.7 Hz, 1H),
Acquisition Date 2013-01-17T02:54:51 75 24 7.41 (ddd, J = 8.3, 7.5, 1.7 Hz, 1H), 7.08 (dd, J = 8.3, 1.0 Hz, 1H), 7.00 (td, J =
solvent dmso | X I 7.5, 1.1 Hz, 1H), 6.88 - 6.79 (m, 1H), 6.77 (s, 1H), 4.11 (s, 2H), 3.83 (s, 3H),
6 10 NH AN 23 3.73 (s, 3H), 3.71 (s, 3H), 3.10 — 2.96 (m, 2H), 3.00 — 2.88 (m, 2H), 2.13 (d, J
N S0l IR o
Temperature 25 ~.~ \ - 1" 20 = 0.7 Hz, 3H),
Number of Scans 16 || | |
Relaxation Delay 5 PN 4 ~
Spectrometer Frequency 499.67 40 3
Spectral Width 8012.8 7'2
Nucleus 1H
Acquired Size 32768
24 (ddd) 25 (td) ArH (s) MeO (s) 10 (m)
7.41 7.00 6.77 3.73 2.94
12 (s) 26 (dd) 23 (dd) ArH (m) 20 (s) MeO (s) MeO (s) 11 (m) 40 (d)
9.18 7.49 7.08 6.82 4.11 3.83 3.71 3.03 213
N W I R UV 0
[ce} AN < — ™ N~ (o] To] AN < - < Q
o S S S S o @ o N o S 3 S
-~ - -~ -~ -~ -~ -~ -~ o X8\ o -~ o
T T T T | — T | — T T L B S R — A B — 1 1
9.2 9.1 5 7.4 7.3 7.2 71 7.0 6.9 6.8 6.7 4.1 4.0 3.9 3.8 3.7 3.1 3.0 29 2.2 21 0.0



Analyte B6: 25D-NBOMe H+

10.0

725 IH NMR (500 MHz, DMSO-dg) & 9.18 (s, 2H), 7.49 (dd, J = 7.5, 1.7 Hz, 1H),
Acquisition Date 2013-01-17T702:54:51 75 7.41 (ddd, J=8.3,7.5,1.7 Hz, 1H), 7.08 (dd, J = 8.3, 1.0 Hz, 1H), 7.00 (td, J =
Solvent dmso | 7.5, 1.1 Hz, 1H), 6.88 — 6.79 (m, 1H), 6.77 (s, 1H), 4.11 (s, 2H), 3.83 (s, 3H),
6 10 AN 3.73 (s, 3H), 3.71 (s, 3H), 3.10 — 2.96 (m, 2H), 3.00 — 2.88 (m, 2H), 2.13 (d, J
~N . N
Temperature 25 ~. 7 % -~ 11 20 = 0.7 Hz, 3H).
Number of Scans 16 || | |
Relaxation Delay 5 PN 4 ~ P
Spectrometer Frequency 499.67 40 3
Spectral Width 8012.8 7'2
Nucleus 1H
Acquired Size 32768
ArH (s) MeO (s)
6.77 3.71
24 (ddd) ArH (m) MeO (s) 10 (m)
7.41 6.82 3.83 2.94
12 (s) 26 (dd) 25 (td) 20 (s) 11 (m) 40 (d)
9.18 7.49 7.00 4.1 3.03 2.13
23 (dd) MeO (s)
7.08 3.73
N Ju_h o W }\ A J
T AN e T i
[ce] AN < —MND Yo AN < — - < [ee]
2 oS 999od ¥ ON© o ]
— — - — - ~ NON N~ 9V
M T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 25 20 1.5 1.0 0.5 0.0



Prediction 25D-NBOMe H+

14 NMR (500 MHz, DMSO-dg) & 7.20 (s, 2H), 7.17 (ddt, J = 7.6, 2.1, 1.0 Hz,

Origin Modgraph NMRPredict Desktop 75 1H), 6.95 - 6.82 (m, 3H), 6.75 (s, 2H), 3.74 (s, 3H), 3.71 (s, 6H), 3.60 (d, J =
Solvent DMSO-d6 | 0.9 Hz, 2H), 3.33 (t, J = 7.5 Hz, 2H), 3.17 - 3.09 (m, 2H), 2.12 (d, J = 1.1 Hz,
. 6 10 3H).
. 7 7
Algorithm Best ~ -~ % e 11/ 20
GMMX Cycles 50 || | |
Version 11591 PN 4 ~
Frequency 500.00 40 3
I
Nucleus 1H 72
26 (ddt) 72,75(s) 10 (m)

717 3.71 3.13

12 (s) 3,6(s) 28 (s) 11 (b) 40 (d)

7.20 6.75 3.74 3.33 212

25,24,23 (m) 20 (d)
6.89 3.60
. e

H iy S i)

VoM O ©oWw — © o)

S& o SNC @ O S

o o+ KON ~ « ™
M T T T T T T T T T T T T T T T T T T T T T T T T T T T T

10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 45 4.0 35 3.0 25 2.0 1.5 1.0 0.5



Analyte
Acquisition Date
Solvent
Temperature
Number of Scans
Relaxation Delay

Spectrometer Frequency 499.67

Spectral Width
Nucleus
Acquired Size

12 (s)
9.20

B7: 25E-NBOMe H+ 25
7 ~N
2013-01-17703:02:12 75 26 24
dmse 6 10 NH) |\ |2|3
N 2 NS
25 ST S 125y,
16 I | |
5 42 —
~ ~
a4 \3/ 28"
|
8012.8 5
1H
32768
23 (ddd) 24 (td) ArH (s)
7.41 7.00 6.78
26 (dd) 25 (dd) ArH (s) 20 (s)
7.49 7.09 6.80 412

14 NMR (500 MHz, DMSO-dg) 5 9.20 (s, 2H), 7.49 (dd, J = 7.5, 1.7 Hz, 1H),
7.41 (ddd, J = 8.3, 7.5, 1.7 Hz, 1H), 7.09 (dd, J = 8.3, 1.0 Hz, 1H), 7.00 (td, J =
7.5, 1.0 Hz, 1H), 6.80 (s, 1H), 6.78 (s, 1H), 4.12 (s, 2H), 3.83 (s, 3H), 3.73 (s,
3H), 3.72 (s, 3H), 3.07 — 2.99 (m, 2H), 2.98 — 2.91 (m, 2H), 2.53 (q, J = 7.4 Hz,
2H), 1.11 (t, J = 7.5 Hz, 3H).

MeO (s) 10 (m)
3.73 2.95
MeO (s) 11 (m) 41 (q) 42 (t)
3.83 3.03 2.53 1.11
MeO (s)
3.72

T L A I H i T T
[{e} < v ™ ™ 0 — ~ D o — o (o]
e S 9 S Q< S 9 > > = * S
-~ -~ — — — - - — o ™ N — ol
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
93 92 91 75 74 73 72 74 70 69 68 67 42 41 39 38 37 3.1 30 29 26 25 1.1 0.0



Analyte B7: 25E-NBOMe H+ /25\
Acquisition Date 2013-01-17703:02:12 75 267" 24
Solvent dmso . | H
Temperature 25 ™~ /6\ /10\11/1%—'2 20/ N
Number of Scans 16 || | |
Relaxation Delay 5 2 o ~ 4 ~ P
Spectrometer Frequency 499.67 41 3 28
Spectral Width 8012.8 7'2
Nucleus 1H
Acquired Size 32768
ArH (s)
6.78
24 (ddd)  ArH (s)
7.41 6.80
12 (s) 26 (dd) 25 (td)
9.20 7.49 7.00
23 (dd)
7.09

14 NMR (500 MHz, DMSO-dg) 5 9.20 (s, 2H), 7.49 (dd, J = 7.5, 1.7 Hz, 1H),
7.41 (ddd, J = 8.3, 7.5, 1.7 Hz, 1H), 7.09 (dd, J = 8.3, 1.0 Hz, 1H), 7.00 (td, J =
7.5, 1.0 Hz, 1H), 6.80 (s, 1H), 6.78 (s, 1H), 4.12 (s, 2H), 3.83 (s, 3H), 3.73 (s,
3H), 3.72 (s, 3H), 3.07 — 2.99 (m, 2H), 2.98 — 2.91 (m, 2H), 2.53 (q, J = 7.4 Hz,
2H), 1.11 (t, J = 7.5 Hz, 3H).

MeO (s)
3.72
MeO (s) 10 (m)
3.83 2.95
20 (s) 11 (m) 41(q) 42 (t)
412 3.03 2.53 1.1
MeO (s)
3.73

L\
T P A I T
[<o] < w0 D MW — by DM - ©
S SS ©3839 S < >
-~ - = ~ N I
[ T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 20 1.5 1.0 0.5 0.0



Prediction 25E-NBOMe H+

o , //7—5\ IH NMR (500 MHz, DMSO-dg) & 7.20 (s, 2H), 7.17 (ddt, J = 7.6, 2.1, 1.1 Hz,
Origin Modgraph NMRPredict Desktop 75 26 24 1H), 6.95 — 6.82 (m, 3H), 6.80 (d, J = 1.2 Hz, 2H), 3.74 (s, 3H), 3.71 (s, 6H),
Solvent DMSO-d6 | N | || 3.60 (d, J = 0.9 Hz, 2H), 3.33 (t, J = 5.1 Hz, 2H), 3.13 (td, J = 5.1, 1.1 Hz, 2H),
Algorithm  Best ~ /6§ /10\11/1f\éH2 20/ N 2.50 (qd, J = 6.6, 1.0 Hz, 2H), 1.12 (t, J = 6.6 Hz, 3H).

GMMX Cycles 50 || | |
Version 11591 42\ P 4 ~ _
Frequency 500.00 41 3 28
Nucleus 1H |
72
25,23 (d)
6.80
26 (ddt) 72,75(s) 10 (td)
7.17 3.71 3.13
12 (s) 28 (s) 11 (b) 41 (qd) 42 (t)
7.20 3.74 3.33 2.50 1.12
3,6,24 (m) 20 (d)
6.90 3.60

1 2.01
0.97
3.06
‘1.94j
3.04
6 OO>§
3.01I

10.0 9.5 9.0 85 8.0 75 7.0 6.5 6.0 55 5.0 45 4.0 3.5 3.0 25 20 1.5 1.0 0.5



Analyte B8: 25IP-NBOMe H+ //25\ 14 NMR (500 MHz, DMSO-dg) 6 9.22 (s, 2H), 7.50 (dd, J = 7.5, 1.7 Hz, 1H),
Acquisition Date 2013-03-26T19:52:57 75 26 24 7.41 (ddd, J= 8.3, 7.4, 1.7 Hz, 1H), 7.08 (dd, J = 8.4, 1.0 Hz, 1H), 6.99 (td, J =
Solvent dmso X | || 7.4,1.0 Hz, 1H), 6.80 (s, 1H), 6.79 (s, 1H), 4.12 (s, 2H), 3.83 (s, 3H), 3.73 (s,
6 10 NH >~ _23 3H), 3.73 (s, 3H), 3.21 (hept, J = 6.9 Hz, 1H), 3.07 — 2.99 (m, 2H), 2.98 — 2.91
~ N 02 IO o
Temperature 25 X 117 12 799 (m, 2H), 1.15 (d, J = 6.9 Hz, 6H).
Number of Scans 16 || |
Relaxation Delay 5 ar . ~ 4 ~ _
Spectrometer Frequency 499.67 46 3 28
. |
Spectral Width 10964.9 48 72
Nucleus 1H
Acquired Size 65536
24 (ddd) 25 (td) ArH (s) MeO (s) 10 (m)
7.41 6.99 6.79 3.73 2.94
12 (s) 26 (dd) 23 (dd) ArH (s) 20 (s) MeO (s) 46 (hept) 11 (m) 47,48 (d)
9.22 7.50 7.08 6.80 4.12 3.83 3.21 3.03 1.15
MeO (s)
3.73

S e N T aE DAY 7 N T

N~ < N~ — © [ce] O N~ o ~ [e0] [}

) S ) S o S o ) S =9 Q o o o)

-~ — -~ -— - — - — ™ o Xep) o ~ ~ [Te]
r— -~ ~ 7~ 1T 1~ 1 1171 1 °~1 ~ ’~7"7 1771717 "~ 1~ 1.~ 1 T " T °* T * T ‘' T ‘' T /T ' T
93 92 75 74 73 72 71 70 69 68 4.1 40 39 38 37 36 35 34 33 32 31 30 29 12 11



Analyte B8: 25IP-NBOMe H+ //25\ 14 NMR (500 MHz, DMSO-dg) 6 9.22 (s, 2H), 7.50 (dd, J = 7.5, 1.7 Hz, 1H),
Acquisition Date 2013-03-26T19:52:57 75 26 24 7.41 (ddd, J= 8.3, 7.4, 1.7 Hz, 1H), 7.08 (dd, J = 8.4, 1.0 Hz, 1H), 6.99 (td, J =
Solvent dmso | X | || 7.4,1.0 Hz, 1H), 6.80 (s, 1H), 6.79 (s, 1H), 4.12 (s, 2H), 3.83 (s, 3H), 3.73 (s,
6 10 NH ~ _28 3H), 3.73 (s, 3H), 3.21 (hept, J = 6.9 Hz, 1H), 3.07 — 2.99 (m, 2H), 2.98 — 2.91
~ N 02 SIS o
Temperature 25 X 117 1279 (m, 2H), 1.15 (d, J = 6.9 Hz, 6H).
Number of Scans 16 || | |
Relaxation Delay 5 ar ~ 4 ~ _
Spectrometer Frequency 499.67 4|6 3 28
Spectral Width 10964.9 48 7'2
Nucleus 1H
Acquired Size 65536
ArH (s) MeO (s)
6.79 3.73
24 (ddd)  ArH (s) MeO (s) 11 (m)
7.41 6.80 3.83 3.03
12 (s) 26 (dd) 25 (td) 20 (s) 46 (hept) 47,48 (d)
9.22 7.50 6.99 412 3.21 1.15
23 (dd) MeO (s) 10 (m)
7.08 3.73 2.94
A JIJ JULJ[ JLHJU{, Ik M I e

7 o A M e =y T

S 88 3355 & 325 L &

— ~— - - - MMoM O~ To]

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 45 4.0 35 3.0 25 2.0 15 1.0 0.5 0.0



Prediction  25IP-NBOMe H+ 725\ 14 NMR (500 MHz, DMSO-dg) & 7.22 — 7.14 (m, 3H), 6.97 (d, J = 1.0 Hz, 1H),
Origin Modgraph NMRPredict Desktop 75 26 24 6.95 — 6.82 (m, 3H), 6.80 (d, J = 1.0 Hz, 1H), 3.73 (d, J = 15.0 Hz, 9H), 3.60 (d,
Solvent DMSO-d6 X | || J=0.9 Hz, 2H), 3.33 (t, J = 7.5 Hz, 2H), 3.17 = 3.09 (m, 2H), 3.05 (heptd, J =
6 10 NH 23 =
Algorithm  Best ~ X ~, 712 2_20/ X 6.4, 1.0 Hz, 1H), 1.14 (d, J = 6.4 Hz, 6H).
GMMX Cycles 50 || | |
Version 11591 T N 4 ~ _
Frequency 500.00 4|6 3 28
|
Nucleus 1H 48 79
6 (d)
6.80
3 (d) 20 (d) 46 (heptd)
6.97 3.60 3.05
12,23 (m) 28,72,75(d) 10 (m) 47,48 (d)
7.18 3.73 3.13 1.14
26,24,25 (m) 1 (t)
6.89 3.33

AN Ty oy i\

™M AN O — oM o < I~ [s2}

SO ®9o NS ©09 S

™M~ N v o AN — — O ©

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 45 4.0 35 3.0 25 2.0 15 1.0 05



Analyte B9: 25G-NBOMe H+ 725\ 14 NMR (500 MHz, DMSO-dg) 6 9.29 (s, 2H), 7.52 (dd, J = 7.5, 1.7 Hz, 1H),
Acquisition Date 2013-05-07T719:40:05 75 26 24 7.41 (ddd, J= 8.3, 7.5, 1.7 Hz, 1H), 7.09 (dd, J = 8.4, 1.0 Hz, 1H), 7.00 (td, J =
Solvent dmso N | || 7.5,7.4,1.0 Hz, 1H), 6.66 (s, 1H), 4.14 (s, 2H), 3.84 (s, 3H), 3.73 (s, 3H), 3.58
6 10 NH 23 , 3H), 3.11 - 3.02 (m, 2H), 3.05 — 2.95 (m, 2H), 2.12 (s, 3H), 2.04 (s, 3H).
Temperature 25 A 2'20/ X - (s, 3H) (m, 2H) (m, 2H) (s, 3H) (s, 3H)
Number of Scans 16 || | |
Relaxation Delay 5 N 4 ~ _
Spectrometer Frequency 499.67 40 | 28
Spectral Width 10000.0 63 7'2
Nucleus 1H
Acquired Size 65536
24 (ddd) 25 (td) MeO (s) 10 (m) Me (s)
7.41 7.00 3.73 2.99 2.04
12 (s) 26 (dd) 23 (dd) 6 (s) 20 (s) MeO (s) MeO (s) 11 (m) Me (s)

9.29 7.52 7.09 6.66 4.14 3.84 3.58 3.08 2.12
A M JI J _J__JLJL_JL N N W U
e L L N L T T i A e e T
<t N~ - o (@) - o < < < o) [a0] ~— [e0]
~ ) o S o Q S S S S S 9 = 9
~— o — ~ o ~ N (sp] [sp] (32 [9V] (V] (3p] [aV]

-7 0 /-~ 71 T T ~Tr 7T ° 7 °"1 "~ 1~ 1 1~~~ 1 T T 1r - Tr  1r v 7/ 1 ©r T — 1 T T
9.3 75 7.4 7.3 7.2 7.1 7.0 6.9 6.8 6.7 6.6 42 4.1 4.0 3.9 3.8 37 3.6 3.1 3.0 2.1 2.0



24 (ddd)

Analyte B9: 25G-NBOMe H+
Acquisition Date 2013-05-07T19:40:05
Solvent dmso
Temperature 25
Number of Scans 16
Relaxation Delay 5
Spectrometer Frequency 499.67
Spectral Width 10000.0
Nucleus 1H
Acquired Size 65536
12 (s) 26 (dd)
9.29

14 NMR (500 MHz, DMSO-dg) § 9.29 (s, 2H), 7.52 (dd, J = 7.5, 1.7 Hz, 1H),
7.41 (ddd, J = 8.3, 7.5, 1.7 Hz, 1H), 7.09 (dd, J = 8.4, 1.0 Hz, 1H), 7.00 (td, J =
7.5, 1.0 Hz, 1H), 6.66 (s, 1H), 4.14 (s, 2H), 3.84 (s, 3H), 3.73 (s, 3H), 3.58 (s,
3H), 3.11 — 3.02 (m, 2H), 3.05 — 2.95 (m, 2H), 2.12 (s, 3H), 2.04 (s, 3H).

MeO (s) 10 (m) Me (s)
3.84 2.99 2.04
MeO (s) 11 (m) Me (s)
3.58 3.08 212
MeO (s)
3.73

-
£
=
=

200 =—m——

1.0l = —mmor

10.0 9.5 9.0 8.5 8.0
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< << ToRar} — ®©
[e¥=¥o) X - ®
Moo N SeeY
T T T T T T T T T T T T T T T
4.0 35 3.0 25 20 1.5 1.0 0.5



Prediction  25G-NBOMe H+ //25\ 14 NMR (500 MHz, DMSO-dg) § 7.22 — 7.13 (m, 3H), 6.95 — 6.82 (m, 3H),
Origin Modgraph NMRPredict Desktop 75 26 24 6.65 (t, J = 1.0 Hz, 1H), 3.73 (d, J = 15.0 Hz, 9H), 3.60 (d, J = 0.9 Hz, 2H), 3.37
Solvent DMSO-d6 | N | || -3.30 (m, 2H), 3.17 - 3.09 (m, 2H), 2.08 (s, 6H).
6 10 NH 23
Algorithm  Best N TN N 127 0 N
GMMX Cycles 50 || | |
Version 11591 N 4 ~ _
Frequency 500.00 40 | 28
|

Nucleus 1H 63 7

26,25,24 (m) 20 (d)

6.89 3.60
6,23 (m) 12 (t) 28,72,75(d) 10 (m) 40,63 (s)
7.18 6.65 3.73 3.13 2.08
11 (m)
3.34

LL l JL

o7 T 7 i

[Te] [(e] o [loNe) ™ N o

S & 9 -39S N O N
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10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 45 4.0 35 3.0 25 2.0 15 1.0 05



Analyte B10: M-NBOMe H+ 725\ 14 NMR (500 MHz, DMSO-dg) & 9.33 (s, 2H), 7.53 (dd, J = 7.5, 1.7 Hz, 1H),
Acquisition Date 2013-01-17T03:17:44  7° 26 24 7.41 (ddd, J = 8.2, 7.4, 1.7 Hz, 1H), 7.08 (dd, J = 8.4, 1.0 Hz, 1H), 6.99 (td, J =
Solvent dmso | X | Il 7.5, 1.0 Hz, 1H), 6.55 (s, 2H), 4.11 (s, 2H), 3.83 (s, 3H), 3.76 (s, 6H), 3.62 (s,
6 10 NH NP 3H), 3.16 — 3.08 (m, 2H), 3.00 — 2.93 (m, 2H).
Temperature 25 N TN ~4 /122~20/ N7 ) (m, 2H) (m, 2H)
Number of Scans 16 || | |
Relaxation Delay 5 " A %2 g
Spectrometer Frequency 499.67 | 28
Spectral Width 8012.8
Nucleus 1H 73/
Acquired Size 32768
24 (ddd) 25 (td) 75,73 (s)
7.41 6.99 3.76
12 (s) 26 (dd) 23 (dd) 2,6 (s) 20 (s) 28 (s) 74 (s) 11(m) 10 (m)
9.33 7.53 7.08 6.55 411 3.83 3.62 3.12 2.96
N I M JULJ(M W ,J__*_A_JL LJL_ oM M
I L R T - o ik = '_I_'
D ™ Te) N < o [ee] ~— © © (o] N~
g S S e 3 S S S = = 3 S
- - - - -~ N - %) © 1%} - -
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Analyte B10: M-NBOMe H+ 725\ 14 NMR (500 MHz, DMSO-dg) & 9.33 (s, 2H), 7.53 (dd, J = 7.5, 1.7 Hz, 1H),
Acquisition Date 2013-01-17T03:17:44 7 26 24 7.41 (ddd, J = 8.2, 7.4, 1.7 Hz, 1H), 7.08 (dd, J = 8.4, 1.0 Hz, 1H), 6.99 (td, J =
solvent dmso | N | Il 7.5, 1.0 Hz, 1H), 6.55 (s, 2H), 4.11 (s, 2H), 3.83 (s, 3H), 3.76 (s, 6H), 3.62 (s,
6 10 NH NP 3H), 3.16 — 3.08 (m, 2H), 3.00 — 2.93 (m, 2H).
Temperature 25 NI 120 00”9 ) (m, 2H) (m, 2H)
Number of Scans 16 || | |
Relaxation Delay 5 ne A %2 g
Spectrometer Frequency 499.67 | 28
Spectral Width 8012.8
Nucleus 1H 73/
Acquired Size 32768
24 (ddd) 28 (s) 10 (m)
7.41 3.83 2.96
12 (s) 26 (dd) 25 (td) 2,6 (s) 20(s) 74(s) 11 (m)
9.33 7.53 6.99 6.55 4.1 3.62 3.12
23 (dd) 75,73 (s)
7.08 3.76
TR T A
T i AR i T Py T

[} [sel Yol AN <+ o [ce) — © © D N~

© o 9 S % ow- o o
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Prediction  M-NBOMe H+ N 14 NMR (500 MHz, DMSO-d¢) & 7.22 — 7.13 (m, 3H), 6.95 — 6.82 (m, 3H),
Origin Modgraph NMRPredict Desktop 79 26 24 6.54 (d, J = 1.2 Hz, 2H), 3.74 (s, 3H), 3.70 (s, 9H), 3.60 (d, J = 0.9 Hz, 2H),
Solvent DMSO-d6 | N | || 3.33 (t,./:7.5 Hz, ZH), 3.17-3.09 (m, ZH)
6 10 ~ .23
: N 2 PN
Algorithm Best ~. - % - 1275
GMMX Cycles 50 [l | |
Version 11880 ne N =l _
Frequency 500.00 | 28
Nucleus 1H
7
73
26,25,24 (m) 12,28,73 (s)
6.89 3.70
2,623 (m) 20 (d) 75(s) 11(t)
7.18 6.54 3.74 3.33
74 (d) 10 (m)
3.60 3.13
JA J ! JJ

A | SR

(&) N~ o — © © [a2] Te]

S & 9 SNS 9 N

(32] N N oM O N ~ ~
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Analyte IM1: 25H-NBOMe imine

725\ IH NMR (500 MHz, DMSO-dg) & 8.56 (s, 1H), 7.82 (dd, J = 7.7, 1.8 Hz, 1H),
Acquisition Date 2013-11-08T17:11:08 75 26 24 7.42 (ddd, J=8.3,7.3, 1.8 Hz, 1H), 7.08 (dd, J = 8.4, 1.0 Hz, 1H), 6.98 (tt, J =
Solvent dmso | || 7.5, 0.8 Hz, 1H), 6.87 (d, J = 8.8 Hz, 1H), 6.78 (d, J = 3.1 Hz, 1H), 6.72 (dd, J =
6 10 > 23 8.8, 3.1 Hz, 1H), 3.82 (s, 3H), 3.74 (s, 3H), 3.75 — 3.68 (m, 2H), 3.65 (s, 3H),
N 10> PN R
Temperature 25 ST ST 12Xy 2.84 (t, J = 7.5 Hz, 2H).
Number of Scans 16 || | |
Relaxation Delay 1 4\ 4 ~ P
Spectrometer Frequency 499.67 3 28
Spectral Width 8012.8 7'2
Nucleus 1H
Acquired Size 36058
4 (dd) MeO (s)
6.72 3.74
20 (s) 26 (dd) 24 (ddd) 23(dd) 25(t) 3(d) 6(d) MeO (s) 11 (m) 10 (t)
8.56 7.82 7.42 7.08 6.98 6.87 6.78 3.82 3.72 2.84
MeO (s)
3.65
1 T T T T T T T T T T T T T
3.75 3.74 3.73 3.72 3.71 3.70 3.69

Lo " [T T W
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Analyte IM1: 25H-NBOMe imine //25\ 14 NMR (500 MHz, DMSO-dg) 6 8.56 (s, 1H), 7.82 (dd, J = 7.7, 1.8 Hz, 1H),
Acquisition Date 2013-11-08T17:11:08 75 26 24 7.42 (ddd, J=8.3,7.3, 1.8 Hz, 1H), 7.08 (dd, J = 8.4, 1.0 Hz, 1H), 6.98 (tt, J =
Solvent dmso | Il 7.5,0.8 Hz, 1H), 6.87 (d, J = 8.8 Hz, 1H), 6.78 (d, J = 3.1 Hz, 1H), 6.72 (dd, J =
6 10 ~ _23 8.8, 3.1 Hz, 1H), 3.82 (s, 3H), 3.74 (s, 3H), 3.75 — 3.68 (m, 2H), 3.65 (s, 3H),
N 10> PN
Temperature 25 ST ST 12Xy 2.84 (t, J = 7.5 Hz, 2H).
Number of Scans 16 || | |
Relaxation Delay 1 4\ 4 ~ P
Spectrometer Frequency 499.67 3 28
Spectral Width 8012.8 7'2
Nucleus 1H
Acquired Size 36058
6 (d) MeO (s)
6.78 3.65
24 (ddd) 3 (d) MeO (s)
7.42 6.87 3.74
20 (s) 26 (dd) 23 (dd) MeO (s) 10 (t)
8.56 7.82 7.08 3.82 2.84
25 (tt) 11 (m)
6.98 3.72
4 (dd)
6.72
l Lol JLM ‘ .
i T T sbd bt T
[(e] ™ © WO T 0N [ToNeol o)) N~
o) o)) <) S sXeRoRa) SRR =R (o)
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Prediction  25H-NBOMe imine N 14 NMR (500 MHz, DMSO-dg) § 8.06 (d, J = 1.0 Hz, 1H), 7.60 (ddd, J = 7.4,
Origin Modgraph NMRPredict Desktop 75 26 24 2.0, 1.0 Hz, 1H), 7.49 (td, J = 7.5, 2.0 Hz, 1H), 7.28 (td, J = 7.5, 2.0 Hz, 1H),
Solvent DMSO-d6 | | || 7.14 (dd, J= 7.5, 2.1 Hz, 1H), 6.85 (d, J = 8.0 Hz, 1H), 6.81 — 6.75 (m, 2H),
6 10 23 ) . . =5, . . =
Algorithm  Best ~ % _ \11/ 520/ N zgzl(sb, a:l),za)so (s, 3H),3.78 (d, J = 5.0 Hz, 2H), 3.72 (s, 3H), 2.89 (td, J
GMMX Cycles 50 Il | | ’ '
Version 12489 4\\\ 1;; ~ _
Frequency 500.00 3 28
|
Nucleus 1H 72
23 (dd) 75 (s)
714 3.72
26 (ddd) 4,6 (m) 72 (s)
7.60 6.78 3.80
20 (d) 24 (td) 3 (d) 28 (s) 10 (td)
8.06 7.49 6.85 3.82 2.89
25 (td) 11 (d)
7.28 3.78

0.99-% p
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Analyte IM2: 25|-NBOMe imine //25\ 'H NMR (500 MHz, DMSO-de) § 8.54 (s, 1H), 7.82 (dd, J = 7.7, 1.8 Hz, 1H),
Acquisition Date 2013-11-08T17:17:35 75 26 24 7.42 (ddd, J = 8.3, 7.3, 1.8 Hz, 1H), 7.28 (s, 1H), 7.08 (dd, J = 8.3, 1.0 Hz, 1H),
Solvent dmso | || 6.97 (tt, /= 7.5, 0.8 Hz, 1H), 6.87 (s, 1H), 3.82 (s, 3H), 3.75 (s, 3H), 3.76 —
6 10 23 3.69 (m, 2H), 3.69 (s, 3H), 2.85 (t, J = 7.3 Hz, 2H).
Temperature 25 NN N TR N~ (m, 2H) (s, 3H) ( 2, 2H)
Number of Scans 16 || | |
Relaxation Delay 1 NG 4 ~ P
Spectrometer Frequency 499.67 3 28
Spectral Width 8012.8 7'2
Nucleus 1H
Acquired Size 36058
MeO (s)
3.75
20 (s) 26 (dd) 24 (ddd)  ArH (s) 23 (dd) 25(tt) ArH (s) MeO (s) MeO (s) 10 (t)
8.54 7.82 7.42 7.28 7.08 6.97 6.87 3.82 3.69 2.85
11 (m)
3.72

— 77— — —— 71—
3.76 3.75 3.74 3.73 3.72 3.7 3.70 3.69
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Analyte IM2: 251-NBOMe imine //25\ 14 NMR (500 MHz, DMSO-dg) 6 8.54 (s, 1H), 7.82 (dd, J = 7.7, 1.8 Hz, 1H),
Acquisition Date 2013-11-08T17:17:35 75 26 24 7.42 (ddd, J=8.3, 7.3, 1.8 Hz, 1H), 7.28 (s, 1H), 7.08 (dd, J = 8.3, 1.0 Hz, 1H),
Solvent dmso | || 6.97 (tt, /= 7.5, 0.8 Hz, 1H), 6.87 (s, 1H), 3.82 (s, 3H), 3.75 (s, 3H), 3.76 —
6 10 23 3.69 (m, 2H), 3.69 (s, 3H), 2.85 (t, J = 7.3 Hz, 2H).
Temperature 25 ~ - % - \11/ §20/ N~ (m, 2H) (s, 3H) ( z, 2H)
Number of Scans 16 || | |
Relaxation Delay 1 NG 4 ~ P
Spectrometer Frequency 499.67 3 28
Spectral Width 8012.8 7'2
Nucleus 1H
Acquired Size 36058
25 (tt) MeO (s)
6.97 3.69
24 (ddd) ArH (s) MeO (s)
7.42 6.87 3.75
20 (s) 26 (dd) ArH (s) MeO (s) 10 (t)
8.54 7.82 7.28 3.82 2.85
23 (dd) 11 (m)
7.08 3.72
J L;_ J._ LJ N 4‘ JU A "
ik T R Sy A T
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Prediction 251-NBOMe imine

//25\ IH NMR (500 MHz, DMSO-dg) & 7.99 (d, J = 1.2 Hz, 1H), 7.58 (ddd, J = 7.5,
Origin Modgraph NMRPredict Desktop 75 26 24 2.0, 0.9 Hz, 1H), 7.49 (td, J = 7.5, 2.0 Hz, 1H), 7.28 (td, J = 7.5, 2.0 Hz, 1H),
Solvent DMSO-d6 | | || 7.22 (s, 1H), 7.14 (dd, J = 7.5, 2.0 Hz, 1H), 6.72 (t, J = 1.0 Hz, 1H), 3.93 (s,
. 6 10 >~ _28 3H), 3.82 (s, 3H), 3.78 (t, J = 5.1 Hz, 2H), 3.74 (s, 3H), 2.87 (td, J = 5.1, 1.0
N SN IR o
Algorithm Best ~,. \ -~ 1 X, Hz, 2H).
GMMX Cycles 50 || | |
Version 12489 N 4 ~ _
Frequency 500.00 3 28
|
Nucleus 1H 79
3(s) 72 (s)
7.22 3.74
26 (ddd) 28 (s)
7.58 3.82
20 (d) 24 (td) 6 (1) 75 (s) 10 (td)
7.99 7.49 6.72 3.93 2.87
25 (td) 11.(t)
7.28 3.78
23 (dd)
7.14
i it Sk i A i T
D O— AN O D © 0 O o
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