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Characterization of N-substituted glycine peptoid oligomers
1. Mass spectrometry of peptoids (LC/MS)

For characterization by mass spectrometry, all compounds were analyzed using an
Agilent 1100 Series LC/MSD Trap XCT equipped with an electrospray ion source. All

LC/MS experiments were preformed in positive ion mode. Unless otherwise stated, all
analyses were performed on peptoids cleaved from resin without further purification.

Table S-1.

Entry | Charge Formula Calc. m/z | Obs. m/z

1 +1 CH;13N»045 1569.9 1570.4
+2 C74H,14N2»Oy5 785.4 785.8
2 +1 CooH 133N2,0,, 1966.2 1966.7
+2 CyoH34N20; 984.1 984.1
3 +2 C17:Hp29N34059 1692.9 1692.7
+3 C17:H230N34059 1128.9 1129.0
4 +2 Ci9pH750N43059 1891.4 1892.1
+3 Ci9pH55:N43059 1261.3 1262.1
5 +1 Ci9H;30N704 419.5 420.4
6 +1 CosH3sN505 5523 552.5
7 +1 C47Hg1N1900 909.5 909.5
+2 C47HgoN 1909 455.7 453.7
8 +1 Cs4HgsN1309 1042.5 1042.6
+2 Cs4HgoN1300 522.1 521.9
9 +1 C7HosN9O43 1444.6 1444.7

+2 C73HgsN 9043 7233 723.2
10 +1 CgoHi0:FN19O45 1578.8 1579.5
+2 CgoH 102FN19O0y3 790.3 790.4
11 +1 Ci0/H127FNs0,7 | 1982.2 1982.2
+2 Ci01H128FN»5047 991.2 991.7
12 +1 Ci14H43FN,s047 | 21535 2154.2
+2 C114H144FN25017 1077.6 1077.8
13 +1 C62H90FCN13012 1264.3 1264.9
+2 C62H91F6N13012 633.2 633.2
14 +1 CyoHeFeN 304 967.9 968.3
+2 C42H67FCN13010 484.9 484.6




2. Reversed-Phase High Performance Liquid Chromatography on Peptoid Oligomers

Peptoid oligomers were characterized by analytical Reversed-Phase High Performance
Liquid Chromatography (RP-HPLC) using a C4 column as described in the Experimental
section. Products were detected by UV absorbance at 214 nm and data were analyzed with
Beckman Coulter 32 Karat software version 5.0. Linear gradients were conducted from 5%
to 95% solvent B (0.1% TFA in HPLC grade acetonitrile) over solvent A (0.1% TFA in
HPLC grade water) with a flow rate of 0.7 mL min™.

Figure S-1. HPLC traces of selected peptoid oligomers

Compound

RP-HPLC traces

Analytical data

Gradient = 5-95% solvent B
over solvent A in 32 min.

Flow rate = 0.7 mL min™

Retention time = 24.02 min
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Gradient = 5-95% solvent B
over solvent A in 30 min.

Flow rate = 0.7 mL min™

Retention time = 8.32 min




3. Sequencing of Peptoid Oligomers by Ion Trap LC/MS/MS

Figure S-2. MS/MS sequencing of crude peptoid 4. 1261.3 m/z of (M+2H")(z)" as doubly charged parent molecular ion was

trapped and subjected to fragmentation. Upper figure represents calculated masses of ions in sequence from peptoid 4. Lower figure

shows mass spectra containing observed masses of 4 upon MS/MS fragmentation. Target mass was set to 1261.3 m/z to enhance

low range mass intensity.
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Figure S-3. MS/MS sequencing of crude peptoid 12. 1078.8 m/z of (M+2H")(z)" as doubly charged parent
molecular ion was trapped and subjected to fragmentation. Upper figure represents calculated masses of ions in
sequence from peptoid 12. Lower figure shows mass spectra containing observed masses of 12 upon MS/MS
fragmentation. Target mass was set to 1078.8 m/z to enhance low range mass intensity.

1840.9 1725.8 1578.8 1305.6 1189.6 1042.5 8144 699.4 552.3 280.2 165.1
e I——;-»[————» I————>|-—'—'-> i_,_,_» ,—'—'-> i_:,'»i_,_,'» it Sttt
1 Y' 1Y Y 1 Y's :Y7 Y :YS Y'Yy :Y3 1 Y'", :Y"l
: : : : ! : 1 : 1 : 1
: 1 ' | : | : | 1 : 1
, : 1 F : | : 1 : : ' :
1 | : | ' ' | . 1 | |
1 1 f 1 ! | 1 1 1 1 1
1 1 f 1 1 ' 1 | 1 1 1
1 1 f 1 I | 1 | 1 1 1
1 1 ' 1 ' \ 1 ' 1 (@] | 1
1 1 ' | I | ! | 1 | I 1
1 1 f 1 1 ' 1 1 1 1 1
! ! . ! : - | A : |
1 1 1
o e DL R
1
L0 : V2 ; ! 10 P i
1 1 1 1 I 1
| ! ! | ! ~N
: CH, : | N~ | : ! | CH, ' X N ' .
D y ] A v b L
i CH, O v (CHys O . \ CH, O ' CH; O L\ (CHpys O \ CH,
R A A A B-NPE
C N LG UNC NN _C N/c N _C N

( {
(
o} ( CH . CH i CH f CH ' | CH X
(CHy)3 ' ' 2 ' L 2 \ X 2 : 1 2 | ! | 2 ' !
1
| D L cH, Lo N Lo,
N— 1 1 1 [ ' 1 / 1 ! 1 v 1 1
N | \ I [} I I H 1 1 1 "0 I 1
1 1 1 1 1 1
\ I,L : : : l | 1 : N ~N 1 1 1 : | : '
1
: | : . CHs oo | | : . CHs : |
| : | | b, CHe | | | | . |
I 1 1 1 I 1 ! ' ! 1 1 1
1 1 1 1 I 1 ! ! ! 1 1 1
1 | 1 1 I 1 ! ! ! | 1 1
1 | 1 1 1 1 ! ' ! 1 | 1
1 1 1 ! I 1 ! ! ! 1 | 1
' 1 ' 1 ' ' 1 1 1 1 | '
1 1 1 1 1 1 @ ! ! ! 1 1 1
1 1 1 ! ! 1 1 ! 1 1 ] 1
'
Cras 1 Lo Lo Lo ! ! A
1
CHs . l X . L | | i l : '
B, 1 By By 1 By Bs | Bg 1 B, 1 By Byt By B, 1 By
---! - ---!---! ---le-! ---'le--! ---! «--! ---!w--!
313.2 4283 575.3 8495 964.5 1111.6 1339.7 1454.8 1601.8  1873.9 1989.1 2136.1
Intens. [1g +MS2(1077.8), 21.6-51.2s #17-#45
x105
Y7
1042.6
154
10 ",
Y”4 11896
699.6 Y’s B,
814.7 Y”s 1340.5
B, »
Bs \m 46 8 Y’y
1 1454.6 o
e 1579.5
051 ’7 1602.5
Bs
B, . ,
4285 Y 3 B 964.7 1632.5 Y 11
s 552 5’7 5752 Y10 1841.9
By
360.5 634.7 ‘i 12395 M 17;65 1874.5
00 ndebsckl ] [ AP, O v " \ | ok |
400 500 1000 1200 1400 1600 1800 miz




4. Peptoid Redox Sensor

Figure S-4. Peptoid oligomer 14.
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