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Analytical characterization of bioactive N-benzyl-substituted

phenethylamines and 5-methoxytryptamines

~0 N4 N4
H TR | H TR
N N} N N 3
2 .

O\.
(1a): R = 2-OCHj5 (25I-NB20OMe) - manuscript (2a): R = 2-OCHj3 (SMT-NB2OMe) - manuscript
(1b): R = 3-OCHj3 (25|-NB30OMe) - manuscript (2b): R = 3-OCH3 (SMT-NB3OMe) - manuscript
(1¢): R = 4'-OCHj3 (251-NB40OMe) - manuscript (2¢): R = 4-OCH3 (SMT-NB4OMe) - manuscript
(1d): R = 2 -Br (25I-NB2B) - suppl. information (2d): R = 2'-Br (SMT-NB2B) - suppl. information
(1e): R = 3-Br (25I-NB3B) - suppl. information (2e): R = 3-Br (SMT-NB3B) - suppl. information
(1f): R = 4'-Br (25I-NB4B) - suppl. information (2f): R =4'-Br (SMT-NB4B) - suppl. information

| H
0 | N ”Elsz
H

(3a): R = CF; (BMT-NB3TFM) - suppl. information
(3b): R = F (BMT-NB3F) - suppl. information

(3c): R = CH3(5MT-NB3Me) - suppl. information
(3d): R = CI (5MT-NB3CI) - suppl. information

(3e): R =1 (5MT-NB3l) - suppl. information

(3f): R =SCH; (5MT-NB3SMe) - suppl. information

Page 3: GC/MS retention times, El- and CI ion trap mass spectra of N-(methoxybenzyl)-
substituted isomers (1d)—(1f) and (2d)—(2f).

Page 4: GC/MS retention times, El- and Cl ion trap mass spectra of N-(methoxybenzyl)-
substituted 5-methoxytryptamines (3d)—(3f).

Page 5: GC/MS chromatograms of N-(methoxybenzyl)-substituted phenethylamines (1a)—(1f).

Page 6: GC/MS chromatograms of N-(methoxybenzyl)-substituted 5-methoxytryptamines (2a)—
(2f).



Page 7: GC/MS chromatograms of N-(methoxybenzyl)-substituted 5-methoxytryptamines (3a)—
(3f).

Page 8: QTOF-MS accurate mass spectra and tandem mass spectra of N-(methoxybenzyl)-
substituted phenethylamines (1d)—(1f).

Page 9: QTOF-MS accurate mass spectra and tandem mass spectra of N-(methoxybenzyl)-
substituted 5-methoxytryptamines (2d)—(2f).

Page 10: QTOF-MS accurate mass spectra and tandem mass spectra of N-(methoxybenzyl)-
substituted 5-methoxytryptamines (3a)—(3c).

Page 11: QTOF-MS accurate mass spectra and tandem mass spectra of N-(methoxybenzyl)-
substituted 5-methoxytryptamines (3d)—(3f).

Page 12: QqQ-MS/MS of N-(methoxybenzyl)-substituted phenethylamines (1d)—(1f).

Page 13: QqQ-MS/MS of N-(methoxybenzyl)-substituted 5-methoxytryptamines (2d)—(2f).
Page 14: QqQ-MS/MS of N-(methoxybenzyl)-substituted 5-methoxytryptamines (3a)—(3c).
Page 15: QqQ-MS/MS of N-(methoxybenzyl)-substituted 5-methoxytryptamines (3d)—(3f).

Page 16: LC-UV retention times and diode array full scan spectra of N-(methoxybenzyl)-
substituted phenethylamines (1d)—(1f).

Page 17: LC-UV retention times and diode array full scan spectra of N-(methoxybenzyl)-
substituted 5-methoxytryptamines (2d)—(2f).

Page 18: LC-UV retention times and diode array full scan spectra of N-(methoxybenzyl)-
substituted 5-methoxytryptamines (3a)—(3c).

Page 19: LC-UV retention times and diode array full scan spectra of N-(methoxybenzyl)-
substituted 5-methoxytryptamines (3d)—(3f).

Page 20: ATR-FT/IR spectra of N-(methoxybenzyl)-substituted phenethylamines (1a)—(1c).
Page 21: ATR-FT/IR spectra of N-(methoxybenzyl)-substituted phenethylamines (1d)—(1f).
Page 22: ATR-FT/IR spectra of N-(methoxybenzyl)-substituted 5-methoxytryptamines (2a)—(2c).
Page 23: ATR-FT/IR spectra of N-(methoxybenzyl)-substituted 5-methoxytryptamines (2d)—(2f).
Page 24: ATR-FT/IR spectra of N-(methoxybenzyl)-substituted 5-methoxytryptamines (3a)—(3c).

Page 23: ATR-FT/IR spectra of N-(methoxybenzyl)-substituted 5-methoxytryptamines (3d)—(3f).



169

100% 198 EHIT-MS 3 100% EHIT-MS 3 100% 71 EI-IT-MS A

] 200 12.66 min 3 : e & 13.08 min § E 198 278 13.33 min 2

] - E E 169 ~ E : 200 | ™ b

75% — ? HV@ 3 75% JL,@; 75% 3 1 H\/@ 3

] 171 E ] ] ] E

] 169 md) L ] umw) ] E *@fv(m E

[ 3 o5 7 3 o7 3 3

5% 278 O 1% g > ERR T > 3

: 3 3 90 E E 90 E

E 91 E E 89 E| E 89 E

25% 3 90 3 25% 263 3 25%4 77 263 3

o 247 478 T |10 247 ] | 247 E

E “ 476 13 3 “ 1119 2szl 3 3 M 119 2321 444

0% f .Il Jhas |.I| L | f 0% 3 .1 LLL 1 AT PR f 0% ﬁ I I Y i E

m/iz 100 200 300 400 500 miz 100 200 300 400 500 m/z 100 200 300 400 500

100% - CHIT-MS 476,478] 100%—] CHIT-MS 478 1 100%— CI-IT-MS 47;78 E
i (d) 3 1 (1) 478 ;0 an

75% 3 75%- 1 75% - E

50% _] 3 50%_3 3 50% 3

25% | { 25% 1 259 ;

E E ] 291 3 ] 291 322 ]

] 291 ] ] E 320 ]

0% 1. L L3 1 . 1 o0%d . ) ;

m/z 100 200 300 400 500 m/z 100 200 300 400 500 m/z 100 200 300 400 500

100% 161 EHT-MS 3 100% 181 EHT-MS 3 100% 161 EHT-MS -

: 14.09 min E 14.52min 3 ] 14.89min 4

; o N E E o N B ] ] ° N E

E 171 T 1 E E ] ] E ] E

50% 169 v @D B2 500 v @ 3 50% i~y 30 :

] 160|200 3 E 160155, E ] 160[169 E

] 117 3 ] ] ] 3

E E E 17 E E E

25% ] 145 3 25% 145|| , 200 1 25%— 90, 145|| 200 3

E 90 E E E E E

A o LT A

0% S Lbadodl L é 0% E ll_lL " I “ E 0% é " 111 l é

m/z 100 200 300 400 500 miz 100 200 300 400 500 m/z 100 200 300 400 500

100% B9 clm-ms 3 100% 39 clmms 1100% 9 Chmms 3

3 174 381 (2d) 3 E 381 (2e) E 31 (2f) 3

] E E 174 E ; 174 E

75% — 1 75% = 3 75% E

50% - 1 50% -3 1 50%

25% 3 25% 162 i 25% - 162

3 200 ] E E

5 162,42 3 ] 295 ]

0% 3 I 0% 3 0% L ]

m/z 100 200 300 400 500 m/z 100 200 300 400 500 m/iz 100 200 300 400 500

GC/MS retention times, El- and Cl ion trap mass spectra



100% 151 EHT-MS 3 100% ] 161 EHT-MS 3100%— |0 41 E-T-MS 7
3 10.29 min 1 E 10.84 min 7 E 11.67 min
] ] i 109 E ] E
75% | DOWEREE ! POERCS ! 'POE
3 O 3 E 0. 3 E o E
T B O w S O AN B |G Wi z
50% -] 159 N (32) 3 5gop 1 s H @b) 3 goop T 160 N B 3
E E E 145 E ] 148 ]
3 11“1156 3 E 3 E 145 E
] ] ] 138 ] 3 134 E
25% _E 117 | 188 g 250/0_5 M7 ; 25% _E 7917 -E
Al i il
0% L axllhadl . 1 oo wdudidl], . 1 e ull . E
miz 100 200 300 400 500 m/iz 100 200 300 400 500 m/iz 100 200 300 400 500
o ] 349 E E 299 E = 295 E
100% CHT-MS 1100%— CI-IT-MS ] 100% CHT-MS 3
] (3a) ] EONE ] ®e)
75% 1 75% 1 75%
50% 1 50% - 174 1 50% ;
: 174 E E ] ] ]
25% 1 25%— 162 1 250 , 174 E
i 162 329 { % % jer® é
0% f I . l g 0% f f 0% 3 |1 s ]
m/z 100 200 300 400 500 m/z 100 200 300 400 500 m/z 100 200 300 400 500
100% = 161 EHT-MS §100% - 161 EHT-MS 3 100% 161 E-T-MS 3
] 13.00min ] E 16.81 min E 160 16.81 min 1
75% 160 1 75% 1 75% 3 137
- 6 H\/@q : : 217c'> H\/Q\lz ; 6 Hﬂ\s/a
5 ] z : 1Swil z ] ]
% — 3 % — 3 0 — E
50% g ‘1255 u (3d) g 50% g 160 H (3e) g 50% ; u (3f) ]
{1l E E 126 | 248 E : 17 E
25% 90 fi4 4 25% 3 90, 145 4 25% 4 91 138 E
1 & : i &' ] i 90 "es E
ol | ol s Py
0% Ll ) 1 0% 3 bl 1 0% 4 Latbudlll
m/z 100 200 300 400 500 mz 100 200 300 400 500 m/z 100 200 300 400 500
100% 35 Clim-Ms 100% - CIHT-MS 47 3100% 327 ChT-Ms
g B I 1 (e - | @n
75% 3 174 4 75% — 75% =
50% 3 50% 3 174 1 50% E
; - 1 o 174 ;
25% 162 3 25% 25% E
3 E 3 162, E 166 E
E E : E ) 162 )
0% ] 1 0% 3 1 0% ] | s E
m/z 100 200 300 400 500 m/z 100 200 300 400 500 m/z 100 200 300 400 500

GC/MS retention times, El- and Cl ion trap mass spectra



kCounts

200+
150
100+

50+

0

ZT

| (1a) oL

11.55 min

_

kCountg
3004

2504
2004
1504
1004
50+
0

N O/
| (1b)
0\

12.08 min

_

kCountg
304

25+
204

~6 H\/Q/O\
N
IQ/\E‘G)
O\

12.35 min

kCountg
1254

1004
759
50
25

0

71O
N
|/©/\(;d) Br
O\

12.66 min

kCounts

20+

N Br
| (1e)
O\.

13.08 min

kCountg
200+
150+

100+

50

N
Jop
O\

13.33 min

\..”..Hz!s.m\..\..5!0"...\...7“5..”..

100 25 180 175

minutes

GC/MS chromatograms




kCountg 12.72 min =
60 =
50 E
407 \/Q =
3- [ I I (2a) E
204 =
104 3
0 :

kCounts 13.40 min E
2004 \/@\ =
150 E
1004 ;

504 E
0 f

kCountg 13.77 min =
\/©/O\ :

14.09 min -

100+

25

0

kCounts 14.52 min .

L

60
50
40|
30
204
10+

Br

2 -

kCountg

70 -
60 .
T
50 N .
40
2
30+ o
20+ H .
104 -

0
R P e e W Ay A

minutes

14.89 min —

Oﬁ”
Rewa:
o Wz
CU”Q
o

GC/MS chromatograms



kCounts
70
60
50+
40+
30+
20

10.29 min

.

kCounty
150
125
1004
754

504

25+

10.84 min

N

kCountg
200+

150+

100+

504

0

11.67 min

kCountg

75

50

25

13.00 min

0

kCounts

50-]
40+
30
20
104

kCount§
50+

404
304

20

16.81 min

minutes

GC/MS chromatograms



Z/W 08y 0L 09 0S¥ Ovp OSr 0Zv OLv 00v 06E 08 OLE 095 0SE OYE OSE 0ZE OLE O0E 06Z 08Z 0LZ 092 0SZ 0¥Z OEZ 02Z OLZ 00Z 06 08L OLL 09L 0GL OFL OEL OZL OLL 0OL 06 08 OL 09

Y S T T ; I - T T _ 5 o " . R
£6696°SLY 9£500°G9€ ve0ve 0oz SSBB0BEZ £0L66'261 L¥6S0°GYL 9655016 rso
SIW/SN-401D 068€0°22E LLZLOPEL L
£ZE80'¥IL Lot
e
) F6Z
{evoe'siz 9v296'0LL e
¥0886°06Z L¥96'891
pBIRISWSIN-BYOZ (ua <- [L=21591£6°GLY) £2€@AID AO'0LL=6e14 (Ulw 9¥8Z) uoj Jonpoid 1S3+ 4 01X
Z/w 68y 88v L8v 98¥ 8y vy £8¥ 8y 18y o8t 6Ly 8Ly Ly sty sty Ly ey ay Iy oy
8bOLEBLY | r°
SW-4010D 98EL6'BLY 08SL6'9LY rszo
5o
FsLo
/O L
() |
rsz'l
BYOLE'LLY . .
BLZLE'SLY Fgl
H o P'SN-8¥0Z A0'0EL=6R1d (LW Z16'Z) URaS 1S3+ o OLX
g ~
Z/ul 08k OLv 09F 0S¥ OFb OSY 0Zv OLy 00 0BE 0SE O/ZE 09E OSE OYE OSE OZE OLE OOE 062 08Z 0LZ 092 0SZ ObZ OEZ 0ZZ O0LZ 00Z 06 08L OLZL 091 0SL ObL OEL OZH OLL 0Ok 06 08 OL 09
. - - — T 1 —= - g T _ g 35 = - o
SLS96°LLY ZSE00'S9E : ) ‘661 - 8L Fzo
€88e0'cze PLOVE 09T e9Be00zE  TREBGOSL oepoggeL | cses0bhL v2zo0s0L  EVOVOE .
SIN/SN-401D 05296'0L} 8¥ZLOVEL [vo
S6Z80°+9L roo
reo
LO¥96°'SLT FL
68186067 FeL
pBIRISINSIN-BEDZ (oo <- [L=2]991L6'GLY) £L'2€@AID AD'OL L =581 (Ul 9p8°Z) U0l 1oNpoId IST+ g OLX
Z/W  1er 067 68 il 8y 98y sgr vey £8r 28y 18y 08y 6Ly 8Ly ey oLy sty viy ety 254 Ly ozy )
L ro
9cor6'6Ly | | ]
SW-4010 SZYLE'BLY 829L6'9LY reo
- 0
o] o
(a1) 0
| ]
Fi
ig -
n 060L6'LLY \92L6SLY L
o, P'SIN-B£0Z A0'0E1=681] (U £/8°Z) uBdS 1S3+ 9 OLX
Z/W 08% 0Lv 09% 0S¥ Oby OEY 0Z¥ OLb 00V 0BE 0BE OLE 09E 0SE ObE OEE 0ZE OLE OOE 06 082 OLZ 09Z 0SZ OvZ OEZ 0ZZ 0LZ 00Z 06+ 08 OZL 09F 0SL ObL OEL 0ZL Ol 00L 06 08 OL 09
s - e — B ; m L - ! h T T _ = 0
OELLE'SLY £5E£00°G9¢ SSLH0°0ZE Zb0V6'09Z G6680'GZ BELBE'66L LE650°6DL 669Y0°06 "
SW/SW-40.10 9¢C96°0LL | gzg0 YOl FOCLOVEL re
£vF96'891 e
06£96'SL2 Ly
ZELB6°062
P BIBISWSIN-BZIZ (v <- [1=2I9LL6°SLY) £ ZE@QAID AO'OL L=BE1 (UIW £68°Z) UO| 1ONPOId IST+  OLX
Z/W gey 88¥ L8y 98¥ 8y 8y £8¥ 8y 18y st 6Ly 8Ly Ly sty sey vy ey ey Ly oy
S95L6°6LY | °
SW-4010D 0SELE'BLY 08SL6°9LY reo
Fro
]
~
(e} Lo
(p1) | 80
18 re
SE0L6'LLY . et
N ZIZLE'SLY Lot
H fo) P'SIN-820Z A0'0EL=Beud (Ulw GER'Z) uedg 1S3+ g 0LX

QTOF-MS and QTOF-MS/MS
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QTOF-MS and QTOF-MS/MS
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25|-NB2B Product 12 (0.626) Cn (Cen,2, 80.00, Ht); Cm (1:50) 2: Product ions of 478ES+
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25|-NB3B Product 39 (0.898) Cn (Cen,2, 80.00, Ht); Cm (2:49) 2: Product ions of 478ES+

100 291 7.52e7
[
| . Br
el (1e)
] 0\.
478
276
1 164 471 322 334
0 IR B "‘ L I ‘ T M/Z
50 100 150 200 250 300 350 400 450 500

25|-NB4B Product 47 (0.474) Cn (Cen,2, 80.00, Ht); Cm (1:49) 1: Product ions of 478ES+
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ESI-QqQ-MS/MS
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5MT-NB2B Product VAR CeV 25 (0.252) Cn (Cen,2, 80.00, Ht); Cm (2:49) 1: Product ions of 360ES+
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SMT-NB3B Product R 23 (0.232) Cn (Cen,2, 80.00, Ht); Cm (2:49) 1: Product ions of 360ES+
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5MT-NB4B Product R 31 (0.313) Cn (Cen,2, 80.00, Ht); Cm (2:50) 1: Product ions of 360ES+
360 1.27e7
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ESI-QqQ-MS/MS
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5MT-NB3TFM 10EV Product 9 (0.091) Cn (Cen,2, 80.00, Ht); Cm (1:49) Product ions of 349ES+
349 5.97e7
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5MT-NB3F 10EV Product 47 (0.474) Cn (Cen,2, 80.00, Ht); Cm (1:49) Product ions of 299ES+
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5MT-NB3Me 10EV Product 23 (0.232) Cn (Cen,2, 80.00, Ht); Cm (1:50) Product ions of 295ES+
295 7.16e7
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ESI-QqQ-MS/MS
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5MT-NB3CI 10EV Product 44 (0.444) Cn (Cen,2, 80.00, Ht); Cm (1:49) Product ions of 315ES+
100, 174 315 4.95e7
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5MT-NB3I 10EV Product 36 (0.363) Cn (Cen,2, 80.00, Ht); Cm (1:50)  Product ions of 407ES+
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5MT-NB3SMe 10EV Product 36 (0.363) Cn (Cen,2, 80.00, Ht); Cm (1:48) Product ions of 327ES+
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LC/UV retention times and diode array full scan spectra
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LC/UV retention times and diode array full scan spectra
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LC/UV retention times and diode array full scan spectra
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