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APPENDIX A:

ES-MS analysisof Ag(l)-binding using ligands (22, 23 and 39)
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Appendix Al: ESI spectraof a solution of22) with (a) 1 equiv.(b) 2 equiv.(c) 3 equiv.(d) 4 equiv. of AgN@in H.O.
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Appendix A: ESI spectraof a solution of23) with (a) 1 equiv.(b) 2 equiv.(c) 3 equiv.(d) 4 equiv. of AgN@in H.O.
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(b) AJF_Ag_2-2
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(e) AJF_Ag_5-2
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Appendix A3: ESI spectra of a solution a39) with (a) 1 equiv.,(b) 2 equiv.,(c) 4 equiv.,(d) 6 equiv.,(e) 7.5 equiv. of AgNQ@in H.O.
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APPENDIX B:

HPLC, Mass and NMR spectra
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AJF_HK 01
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Elemental Composition Report: AJF-HK-01

Single Mass Analysis

Tolerance =5.0 PPM / DBE: min =-1.5, max = 50.0

Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

671 formula(e) evaluated with 1 results within limits (up to 20 closest results for each mass)

Elements Used:
C:51-51 H:0-150 N:0-25 0:0-25
Minimum:

Maximum: 10.0
Mass Calc. Mass mDa
1096.4884 1096.4839 4.5

-1.5

50.0
DBE
215

i-FIT  i-FIT (Norm)
113.1 0.0

Formula
C51 H70 N9 018

0 (0]
(6]
° N+« _N

g NN "N 0

)TO \7&/0\@/0\/{*/ O7<
(0]
(:LN
N-N
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AJF_HK_01
ML0590 233 (2.087) Cm (232:236) 1: TOF MS ES+
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Appendix BLl: HRMS (ESI) spectraf compound42).
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| I\#\\M‘ ; \\// Current Data Parameters
NAME A25314
O EXPNO 1,
PROCNO 1
z F2 - Acquisition Parameter
" Date_ 20120125
N—N Time .
0 INSTRUM DRX500
PROBHD 5 mm DUL 13C-1
(@) PULPROG zg30
o o D 65536
o SOLVENT cDCl3
{ NS 16
DS 2
(42) SWH 10288.065 Hz
FIDRES 0.156983 Hz
3.1850495 sec
RG 322.5
DW 48.600 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1
o CHANNEL £1 e
NUC1 1H
Pl 9.25 usec
PL1 -2.70 dB
SFOl 500.1330885 MH:
F2 — Processing parameters
SI 8
SF 500.1300083 MHz
WDW EM
SSB 0
1B 0.30 Hz
GB 0
PC 1.00
N ot L U
T T T T T T T T T
8 7 6 5 4 3 2 1 0 ppm
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Appendix B2: 'H NMR spectrum of compoundy.
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Appendix B3: Sdected areasH NMR of compound4@).
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Appendix Bk **C NMR spectrum of compourt).
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Current Data Parameters
NAME A25553

EXPNO s
PROCNO 1
F2 - Acquisition Parameter
Date_ 20120207
Time 14.41
INSTRUM DRX500
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
16384
SOLVENT CcDC13
NS 1024
DS 4
SWH 30120.482 Hz
FIDRES 1.838408 Hz
AQ 0.2719744 sec
RG 10321.3
DW 16.600 usec
DE 6.00 usec
TE 300.0 K
D1 0.69999999 sec
di1l 0.03000000 sec
DELTA 0.5939993%6 sec
TDO 1
— CHANNEL fl =—=——=
NUC1 13cC
Pl 8.00 usec
PL1 -2.30 dB
SFOL 125.7703643 MH:
= CHANNEL £f2 ====——
CPDPRG[2 waltzlé
NUC2 1H
PCPD2 80.00 used
PL2 -2.30 dB
PL12 16.21 dB
PL13 120.00 d¢B
SFO2 500.1320005 MH:
F2 — Processing parameters
SI
SF 125.7577626 MH2
WDW EM
SSB 0
1B 2.00 Hz
GB Q
PC 1.40
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Operator:Administrator Timebase:analyticalhplc Sequence:hk-small 2

Page 1-1
21/2/2015 4:46 PM

1 HK-small 2
Sample Name: HK-small 2 Injection Volume: 20.0
Vial Number: RA1 Channel: UVv_VIS_1
Sample Type: unknown Wavelength: 210
Control Program:  poly-p4 28min +230nm Bandwidth: 10
Quantif. Method:  dna method Dilution Factor: 1.0000
Recording Time: 17/9/2013 13:32 Sample Weight: 1.0000
Run Time (min): 24.00 Sample Amount: 1.0000
goo_k-small 2 #1 HK-small 2 UVv_VIS_1
JmAU WVL:210 nm
700 3-10.677
600
500~
400
300-{
200
100
1-8.96b 480
& b
-100 ] T T T T T T ! min
0.0 25 5.0 75 10.0 125 15.0 175 20.0 240
No. | Ret.Time Peak Name Height Area Rel.Area Amount Type
min mAU__ mAU*min %
1 9.97 na. 43.782 2431 3.00 n.a. BMB
2 10.48 n.a. 36.670 4476 552 n.a. BM
3 10.68 n.a. 671.359 73.108  90.08 na. MB
4 15.24 n.a. 4.300 1.145 1.41 n.a. BMB
Total: 756.111 81.160 100.00 0.000
Chromeleon (c) Dionex 1996-2006
default/Integration Version 6.80 SP4 Build 2361 (130805)

Appendix B: HPL chromatogram of compoung?).
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AJF_HK_02

MLO0591 BSM Composition B
100.000 2.62 Range: 95
mS  50.0009
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0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
MLO591 4: Diode Array
1.04 Range: 1.262e-2
260.00
1.0e-27
R E
2 3 0.26
5.0e-3 260.00
E 2.15
260.00
00 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
ML0591 1: TOF MS ES+
100~ 1.05 856.296 0.05Da
856.29 1.04e4
=
0.25
447,62
G T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
ML0591 1: TOF MS ES+
- 1.05 2.35 BPI
100 856.29 | 548.747| 1.04e4
I
| 112
< || 34919
B 95 | | 3.77
0.57 |\ 3.21 3.86
261.13) | |\, 359  610.18
217.10 [\ 338,34 o 663.45
FaN NN~ [ (BN Y AN
O —/\7 ri’\\ o 7\ 77J\\ 77777 V\ T ”/\/‘/J\‘h—/ T T T T T T T T T T T T T T T T T T T T T T T T T T
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 3.00 3.20 3.40 3.60 3.80 4.00
MLO0591 1: TOF MS ES+
g 1.05 2.34 TIC
100 85629/ 112 548.74 |\ 334 arr 5.80e4
/ / 288 311 gat 12409 359 S 389 399
/ ) i . ! X
) 137 [\ 11102 338.34 610.18 15409
095 | 16 219 | | 254 . 1240077 ¢ 124.09 124.09 124,
S 0.57 26113 | 22'03 10203 573 102, 2110208 102.03 /\*\x\/“\fw/f“.—/ \,v\f/v/\fmf“ AN
217.10 J Hrn  DIERE e AEREA [ VANV,
PSS s Ve
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AJF_HK_02

MLO591 116 (1.045) Cm (114:118) IM+HT* 1: TOF MS ES+
100 856.2958 4.27e4
<
857.2093
878.2751
447.6164
305.1540
4286458 879.2885
419.6407.
410.6337
261.1314 sto1srg 016306 894.2492
245.101 ‘ \/321 1390 \i 895.2516
) : 613.2131 838.2856
O—Loprirey u\‘\ \‘“‘\L r\ J\L T Ll\ el T f ey T T T T \“L\ L ol ! T 1 m/z
250 300 350 400 500 550 600 650 700 750 800 850 900 950 1000
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Elemental Composition Report: AJF-HK-02

Single Mass Analysis

Tolerance =5.0 PPM / DBE: min =-1.5, max = 50.0

Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

667 formula(e) evaluated with 1 results within limits (up to 20 closest results for each mass)

Elements Used:
C:33-33 H:0-150 N:0-25 0:0-25
Minimum:

Maximum: 10.0
Mass Calc. Mass mDa
856.2958 856.2961 -0.3

-1.5

50.0
DBE
155

i-FIT  i-FIT (Norm)
137.7 0.0

Formula
C33 H46 N9 018
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AJF_HK_02
MLO591 261 (2.344) Cm (260:264)

1: TOF MS ES+
100+ 548.7418 3.72e4
549.2419
s
510.7163 [549.7404
102.0335
167.0137 189.8717 568.2177
. 94-04?7\l { L 7 266.9390 312.3649 490.6954 [ 632.6964
T T T T T T T T T T T T T T T T T 1
ML0591 124 (1.123) Cm (124:128) 1: TOF MS ES+
100+ 349.1826 1.36e4
<
327.2002
102.0337 167.0130 305.1570 393.2066
940455 | 125 9876 236.9388 2891252 ’ Mk 856.2930
' BARN : 417.6096 PA48-1227 847.2767 | 857.2961
) Y W PO O W Y TN O T rrit 4878883 [,
T T T T T T T T T T T T T T T T T T T T T T T
ML0591 104 (0.945) Cm (101:109) 1: TOF MS ES+
1004 261.1286 2.11e4
EQ,
167.0135
102.0337 275.1098
94043 {125'9881 236 93329'1485 326.0780 635.1943
X X 447.6125 5.194:
o } f Ll \‘ b e j‘ T ”\L \(277.\1064\ f ‘\116.87\86 T T 6\13?0?6 T T T 85(\3'2863\
MLO0591 62 (0.573) Cm (60:66) 1: TOF MS ES+
100- 217.1024 1.49e4
=
167.0129
102.0333 155 9870 217.2668
94.0445
| 195121 | |.1257,9683 3011390 375.8531 416.8765
- bbbt - T ‘ T 1 T T T T T T T T T T T T T T T T T 1 m/z
50 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000

Appendix B5: HRMS (ESI) spectraf compoundZ42).
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4.7611
4.5319
4.5163
4.5097
4,4979
4.4911
4.4819
4.2878
4.2758
4.2610
4.2086
4.1941
3.9230
3.9141
3.9070
3.8971
3.7016
3.6979
3.6275
3.6219
3.5953
3.5891
3.5673
3.5605
3.5473
3.5406
3.3297
3.3234
3.3105
3.3042
3.2846
3.2699
3.2507

0
N—N
HO
o
HO OH
OH
(22)

i
|

| \O} ™~ ) of ~| <r| cof i}
| O e <Pl O | | O
| ) | )| W M N | <
|

Appendix B7: *H NMR spectrum of compouri2py.

ppm

£ o )
BRUKER
(<)

Current Data Parameters

NAME A26823
EXPNO 1
PROCNO 1

F2 - Acquisition Parameter
Date_ 20120330
Time 13.50
INSTRUM DRX500
PROBED 5 mm DUL 13C-1
PULPROG zg30

D 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10288.065 Hz
FIDRES 0.156983 Hz
a0 3.18504985 sec
RG 322.5

DW 48.600 usec
DE 6.00 usec
TE 300.0 K
Dl 1.00000000 sec
D0 1
======== CHANNEL f1l

NUC1 1H

Pl 9.25 usec
PL1 -2.70 dB
SFO1 500.1330885 MH:

F2 - Processing parameters
SI 32768

SF 500.1300051 MH:z
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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Appendix BB: Sdected areasH NMR of compound2p).

28



HO OH
(o} o
N~ N”N\ ™ om o
HO NN N OH o i o el SRRAINIS BRUKER
%o O\)Q/Ho & & & i
OH n < < ~ YN NN—AN®OA - LN
— — — NG NI~ O WYL
| v | \ ‘ / '\\ ’// | Current Data Parametersa
NAME A26823
(6] EXPNO 2
PROCNO 1
F2 - Acquisition Parameter
Date_ 20120330
¢ Time 14.09
N—N INSTRUM DRX500
HO PROBEHD 5 mm DUL 13C-1
O PULPROG zgpg30
D 16384
HO OH SOLVENT DMSO
OH NS 1024
DS 4
SWH 30120.482 Hz
(22) FIDRES 1.838408 Hz
AQ 0.2719744 sec
RG 10321.3
DW 16.600 usec
DE 6.00 usec
TE 300.0 K
Dl 0.69999999 sec
dil 0.03000000 sec
DELTA 0.59999996 sec
DO 1
CHANNEL £1
NUC1 13¢C
Pl 8.00 usec
PL1 -2.30
SFO1 125.7703643 MH:
=——== CHANNEL f2
CPDPRG[2 waltzlé6
NUC2 1H
PCPD2 80.00 use:
PL2 -2.30 dB
PL12 16.21 dB
PL13 120.00 dB
SF02 500.1320005 MH:
F2 - Processing parameters
SI 32768
SF 125.7578507 MH:z
WDW EM
S5SB 0
LB 2.00 Hz
T T T T T T T T T T GB 0
10 160 140 120 100 80 60 40 20 0 ppm € 1,20

Appendix BD: **C NMR spettum of compound2@).
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HK-18_11_13
ML2817

BSM Composition B
2.62 Range: 95

100.000
X 50.000
0.000- T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
ML2817 4: Diode Array
3003 3.18 Range: 4.141e-3
.0e-35 260.00
2.0e-33 236
2.27 .
< E 212 260.00 26000 341
1.0e-34 0.28 260.00 253 272
E 260.00 26000 260.00
0.0 T T T e e T T T T T e T e
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
ML2817 1: TOF MS ES+
2.27 811.351 0.05Da
100+ 811.36 1.78e4
<]
0 AR R AR R AR R AN A AR AR AN AR RN ASRRNRRRRD) T T T T T
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
ML2817 1: TOF MS ES+
BPI
1007 1.78e4
3.91
3.18
R 3.63 190.96
L S 413‘?‘.27 19%'96 \
[ 3.41 |
I | 366 /
| |
S . L AL s s09s /-
0 T T 7 T T T T T T T [N RN R AR AR RN EER N KRN RRARE] AR NARRIEARARRRARS T T T T T
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
ML2817 1: TOF MS ES+
2.27 TIC
1007 811.36 ] 318 290  7.66ed
| 232 41327 | 3.63 ;
“\ 849.37 il 3.41 - 188.96
| & J\ 30434  190.96 A
3 | A J e \
< | v \ B «'\AJ\ AN e T
|
U
R R L I B A A R A L R R AR R R R AR A BN ARRS RRR S AR AR RN AR AARE RAR S AR AR R E 11
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HK-18_11_13 IM+H1*

ML2817 254 (2.274) Cm (253:256-260:261) 1: TOF MS ES+
100+ 811.3538 4.62¢4
<
812.3611
833.3387
1834.3399
919.2554
1643.6740
920.2625 1645.7025
4251521 16216997 17295980
396.1306 st.essg 9212667 N 17275958
‘u\‘l‘ . bl - : \‘.“\I\“‘ miz

L
T T T T T T T T T T T T T T
300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800



HK-18_11_13 IM+H1*
ML2817 254 (2.274) Cm (253:256-260:261) 1: TOF MS ES+
100~ 811.3538 4.62e4
=
812.3611
833.3387
834.3399
919.2554
849.3405
4061760 4251521 9202625
25,6539
396.1306._ \ | _454.6483 873.3190 91,2667 y
T T N S T T T T T T T T T T T f T T T 1 m/z
300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000
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Elemental Composition Report: HK-18/11/13

Single Mass Analysis

Tolerance = 5.0 PPM / DBE: min =-1.5, max = 80.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

1110 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:

C:39-39 H:0-180 N:0-30 O:0-40

Minimum: -15
Maximum: 100 5.0 80.0
Mass Calc. Mass mbDa PPM DBE i-FIT i-FIT (Norm) Formula

811.3538 811.3514 2.4 3.0 175 1469 0.0 C39 H51 N6 O13



HK-18_11 13

ML2817 260 (2.324) Cm (258:261-256) 1: TOF MS ES+
100~ 849.3659 1.37e4
B3l 850.3771
871.3433
955.2665
872.3549
887.3445
958.2764
425.1821 888.3570
959.2875
44.6614 1719.7155 18056255
473.6568 811.6690 | J | 996-28461099.1440 11010730 168146958| 1722_7300"(1307-5307
\‘”\'r [y T T s + ‘\l“”'\ USRERal } T 7 T T T T T T T by k” T ey m/z
400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800



HK-18_11 13

100

ML2817 260 (2.324) Cm (258:261-256) 1: TOF MS ES+
849.3659 1.37e4
850.3771
871.3433
955.2665
872.3549
887.3445
958.2764
888.3570
425.1821 4/44.1588 ( 959.2875
144.6614 909.3763 : 995.2887
473.6568 526.2200 811.6690 || e | se0zens|
b T 7 T T T T T T T T T T e \L by b fr T T b T T m/z
400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800 825 850 875 900 925 950 975 1000 1025 1050
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Elemental Composition Report: HK-18/11/13

Single Mass Analysis

Tolerance =5.0 PPM / DBE: min =-1.5, max = 80.0

Element prediction: Off
Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

1926 formula(e) evaluated with 6 results within limits (all results (up to 1000) for each mass)

Elements Used:

C:39-45 H:0-180 N:0-30 O:0-40

Minimum:
Maximum:
Mass
849.3659

Calc. Mass
849.3657
849.3657
849.3671
849.3671
849.3684
849.3697

10.0
mDa
0.2
0.2
-1.2
-1.2
-2.5
-3.8

5.0
PPM
0.2
0.2
-1.4
-1.4
2.9
-45

-1.5

80.0
DBE
14.5
25.5
195
30.5
24.5
29.5

i-FIT
85.7
84.9
86.0
85.8
86.5
87.2

i-FIT (Norm)
1.8
0.9
2.0
1.8
2.6
3.2

Formula

C41 H57 N2 017
C39 H45 N16 O7
C42 H53 N6 013
C40 H41 N20 O3
C43 H49 N10 09
C44 H45 N14 O5
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HK-18_11_13

ML2817 406 (3.631) Cm (404:409-394:400)
90.9596

1: TOF MS ES+
1004 9.01e3
188.9593.|
[
147.9331 536.1670
537.1686
106.9054
191.9641
5191362 |539.1716
443.2080 705.5411 9317643 977.7292
H 332.8385 N . UK 752.2908 774.2641 N |~ 999.7002 1297.9117
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
ML2817 381 (3.412) Cm (378:381-389:396) 1: TOF MS ES+
100+ 559.5178 4.81e3
394.3472
537.5353
N
B 517.298
560.5251
447.3494
1448.3527
141.1655 903X S61.5314 684'20(::6 2066
851020 ~7 289.1812307.1940 1 L | ‘ \L/ " 776.0421 834.2574 903.7263 1055.7457 1096.0590 1251.8917
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
ML2817 356 (3.181) Cm (354:357-336:340) 1: TOF MS ES+
100+ 413.2670 1.59e4
391.2860
149.0238
279.1626
< 167.0335
1414.2708
113.1320
280.1589
190.0534 2 415.2830
371.3148 - 492.3289 803.5456
H . 2611459 y L Gl‘f'is(” 681.3726699.6087 ) 865.5150  934.6440 955.5837 miz
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
50 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 80 900 950 1000 1050 1100 1150 1200 1250 1300 1350

Appendix BLO: HRMS (ESI) spectraof compound44).
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(44)

7.7966
6.3066
6.3024
6.2982
6.2623
6.2581
5.5220
5.5122
5.1568
4.6512
4.6468
4.6425
4.6350
4.6303
4.6220
4.6138
4.4904
4.4736
4.4618
4.4451
4.3402
4.3350
4.3302
4.3251
4.2194
4,2159
4.2115
4.2079
4.2006
4.1945
4.1915
4.1864
4,1827
2.5353
2.5306
2.5259
1.4956
1.3910
1.3604
1.2937

BN |

Appendix BL1: *H NMR spectrum of compoung¥j.

B

1.01
3.97
6.89
2.69
4.81
0.95

Co><)
BRUKER
LD

Current Data Parameters

NAME A36216
EXPNO 1
PROCNO 1
F2 - Acquisition Parameter
Date_ 20131208
Time .
INSTRUM DRX500
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 256
DS 2
SWH 10288.065 Hz
FIDRES 0.156983 Hz
AQ 3.1850495 sec
RG 322,
DW 48.600 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1

== CHANNEL f1 =
NUC1 1H
Pl 18.50 usec
PL1 0.30 dB
SFOl1 500.1330885 MH:

F2 - Processing parameters
SI 8

SF 500.1300085 MHz
WDW EM

SSB 0

1B 0.30 Hz
GB 0

PC 1.00
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Appendix BL2: Sdected areasH NMR of compoundif).
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o w® o [Te} ~ o~
2088 9N graBgARR884R 9583
oo o <« O 0y e S e H R e e g BRUKER
O n < o~ HO WD XN HOONNYO WO W CN
— — — A OO M~ WWYWnN NN NN
\/ | | \/ \V \\'\\//// / “V Current Data Parameters
NAME A36216
EXPNO 2
PROCNO 1
F2 - Acquisition Parameter
Date_ 20131208
o) o Time 19.12
INSTRUM DRX500
0 (o} PROBED 5 mm DUL 13C-1
PULPROG zgpg30
o) o) 16384
N- _N SOLVENT cDCl3
AN N="5 o) NS 8192
o} N N DS 4
)TO =L_0 0o o7< SWE 30120.482 Hz
FIDRES 1.838408 Hz
AQ 0.2719744 sec
RG 11585.2
DW 16.600 usec
10) DE 6.00 usec
TE 300.0 K
D1 0.69999999 sec
dil 0.03000000 sec
| | DELTA 0.59999996 sec
TDO 1
=———— CHANNEL f1
(44) Nuc1 13¢
Pl 20.00 usec
PL1 4,20 ¢B
SFO1 125.7703643 MH:
======— CHANNEL f2 =——=
CPDPRG[2 waltzlé
NUC2 1H
PCPD2 80.00 use:
PL2 -2.30 dB
PL12 12.84 dB
PL13 120.00
SF02 500.1320005 MH:
F2 — Processing parameters
i | o ok s g
b v el o e : v L > SF 125.7577671 MH:
WDW EM
SSB 0
LB 2.00 Hz
I | I I I I I | 1 | GB 0
180 160 140 120 100 80 60 40 20 0 ppm ¢ 1.40

Appendix BL3: **C NMR spectrum of compount#.
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HK-22_11_13
ML2818

BSM Composition B

100.000 2.62 Range: 95
ES  50.000]
000 2 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
ML2818 4: Diode Array
3.18 Range: 2.471e-3
260.00
1.0e-39
2.05
2 E 260.00 -
5.0e-47 : 353
028 260.00 260.00
E 1.93
260.00 260.00 !\
0.0 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
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
ML2818 1: TOF MS ES+
912.41 0.05Da
1007 1.32e4
=
(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
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
ML2818 1: TOF MS ES+
2.05 BPI
1007 912.417‘\ 1.32e4
| 3.90
192 || 190.96
. 107348 || |
ES [ 3.17 ’s\
188 || || a0 902 ] “ 3.98
526.24 || | - i / 188.96
, S ¥ O I |- s -
O P T T T T T T e T e ] T T T T T T T T T T T T T (ERARNRARRS T T T T T T T
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.80 4.00
ML2818 1: TOF MS ES+
2.05 TIC
1007 912.417| 9.08e4
192 | | 3.17 3.90
107§.48 | | 203 3.06 149.02 3.62 190.96
] 188 |\ [ 111.02188.96 341 190.96 /
52624 || | DDA A e
Y o -
O T T T T T T T e e e e T e e e e e Time
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
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HK-22_11 13 IM+H1*

ML2818 228 (2.046) Cm (226:230-261:269) 1: TOF MS ES+
1004 912.4121 3.78e4
934.3993
<
456.7017 935.3980
427.6825
457.2065
936.4017
398.6608 4/75.6783 950'37301020,3140
476.1855 1021.3222
1846.8000
369.6419
N AB4.6689 5892647 | 1022.3203 1824.8250. 1931.7241
O T O e T B 74
300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 900



HK-22_11 13 IM+H1*

ML2818 228 (2.046) Cm (226:230-261:269) 1: TOF MS ES+
100+ 912.4121 3.78e4
934.3993
<
456.7017 935.3980
427.6825
1457.2065
936.4017
950.3730
398.6608 475.6783 1020.3140
1476.1855 951.3779 1021.3222
369.6419 _484.6689 531.1753 ‘ 952.3824 1022.3203  1070.3765
, | " Y " 589.2647 L E I ;
[ o L e e e e L e L e T B e e L. e e e e e e O (114
300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000 1050 1100
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Elemental Composition Report: HK-22/11/13

Single Mass Analysis

Tolerance = 10.0 PPM / DBE: min =-1.5, max = 80.0

Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

1201 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)

Elements Used:
C:42-42 H:0-180 N:0-30 0O:0-40
Minimum:

Maximum: 10.0
Mass Calc. Mass mDa
912.4121 912.4103 1.8

-1.5

80.0
DBE
18.5

i-FIT  i-FIT (Norm)
121.2 0.0

Formula
C42 H58 N9 014

(47)

44



HK-22_11 13

ML2818 214 (1.918) Cm (214) 1: TOF MS ES+
100+ 1073.4836 6.92e3
10514875
1074.4738
< 526.2380
526.7407
1075.4728
497.2173 | oo
1076.5143 1159.3745
545.2184 1160.3911
545.7249 [1090.4587 (1613022
. . 1209.4382
. 468.1957 | m552.7'020 728.3041 0124083 1091m4521 /
L e e e e e e e . e e e e Y e 11174
400 450 500 550 600 650 700 750 800 850 900 950 1000 1050 1100 1150 1200 1250
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Elemental Composition Report: HK-22/11/13

Single Mass Analysis

Tolerance = 5.0 PPM / DBE: min =-1.5, max = 80.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

2245 formula(e) evaluated with 6 results within limits (all results (up to 1000) for each mass)
Elements Used:

C:40-45 H:0-180 N:0-30 0O:0-40

Minimum: -15

Maximum: 100 5.0 80.0

Mass Calc. Mass mbDa PPM DBE i-FIT i-FIT (Norm) Formula

1051.4875 1051.4894 -1.9 -1.8 7.5 234 26 C40 H75 N8 024
1051.4908 -3.3 -3.1 125 222 15 C41 H71 N12 020
1051.4835 4.0 3.8 275 237 3.0 C45 H59 N22 09
1051.4921 -4.6 -4.4 285 243 3.6 C40 H55 N30 06
1051.4921 -4.6 -4.4 6.5 216 0.9 C44 H79 N2 026
1051.4921 -4.6 -4.4 175 222 15 C42 H67 N16 O16

Appendix Bl4: HRMS (ESI) spectraof compound47).
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Operator:Administrator Timebase:analyticalhplc Sequence:HK_(7) new core without sugar Page 1-1
21/2/2015 5:15 PM

2 HK_(3) sugar two
Sample Name: HK_(3) sugar two Injection Volume: 20.0
Vial Number: RA2 Channel: Uv_Vis_1
Sample Type: unknown Wavelength: 210
Control Program:  poly-p4 28min +230nm Bandwidth: 10
Quantif. Method:  dna method Dilution Factor: 1.0000
Recording Time:  11/12/2013 15:56 Sample Weight: 1.0000
Run Time (min): 24.00 Sample Amount: 1.0000

600_HK (7) new core without sugar #2 HK_(3) sugar two Uv_VvIS_1

ImAU WVL:210 nm

500 5-10.717

400-{

300+

200

100

-100 T T T T T T T T T L
0.0 25 5.0 75 10.0 125 15.0 175 20.0 240
No. | Ret.Time Peak Name Height Area Rel.Area Amount Type
min mAU ___ mAU*min %
1 9.49 na. 37.374 5.825 8.29 n.a. BM
2 9.65 na. 35.186 5.464 7.78 na. M
3 9.84 n.a. 33.381 3.317 472 n.a. MB
4 10.18 na. 22.278 3.643 5.19 na. BMB
5 10.72 n.a. 468.329 51.989  74.02 n.a. BMB
Total: 596.548 70.239 100.00 0.000
Chromeleon (c) Dionex 1996-2006
default/Integration Version 6.80 SP4 Build 2361 (130805)

Appendix BL5: HPL chromatogram of compoung3).



HK-27_11_13
ML2812

BSM Composition B

100.000 2.62 Range: 95
£ 50.000]
OOOO 2 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
ML2812 4: Diode Array
1.11 Range: 1.108e-2
1.0e-2] 260.00 | 113
260.00
2
I 5.0e-3]
0.42 2.36
E 260.00 260.00
00 T T \/\ T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
ML2812 1: TOF MS ES+
100 111 752.285 0.05Da
752.29 1.36e4
n &
0 T T T T T T T T T T T T T T T T T T T T T T T T
0.20 0.40 0.60 0.80 1.00 2.80 3.00 3.20 3.40 3.60 3.80 4.00
ML2812 1: TOF MS ES+
g 111 BPI
100 752.29) 1.36e4
g’,
344 357
587.55
R , L sewtm
T T T T T T T T T T T T T T T T T T T T T T
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60
ML2812 1: TOF MS ES+
g 111 TIC
100 752.29 | 7.25e4
[
|
I 3.16 3.70 3.89
| 16 323 346  3.62 .
< ‘ \\ ﬁfgz 391.28 335 34 55952 587.55 1072.31  610.19
|\ 1.86 2.35 2.66 TR A AV A A~
. 018 208 10203
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 Tlme
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
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HK-27_11_13
ML2812
40.000+

ES 20.0004

0.000

BSM Composition B
Range: 14

ML2812

1.0e-24

]
< 5.0e-34

0.0

T T T
1.28 1.30

4: Diode Array
Range: 1.103e-2

ML2812
100

n
%

T T T
1.28 1.30
1: TOF MS ES+
752.285 0.05Da
1.36e4

ML2812
100

%

o

1.08 1.10 1.12
1.11;260.00
1.13
260.00
T T T
1.08 1.10 1.12
1.11
752.29
T T T
1.08 1.10 1.12
1.11
752.29/7‘\

T T T
1.28 1.30
1: TOF MS ES+
BPI
1.36e4

ML2812
100

%

T T T
1.28 1.30
1: TOF MS ES+
TIC
7.25e4

/
///
g//

T T T T

1.08 1.10 112
111

752, -

T T T
1.08 1.10 112

T r Time
1.28 1.30
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HK-27_11 13

- — + +
ML2812 123 (1.115) Cm (122:123-124:126) M+HI 1: TOF MS ES+
100- 752.2871 1.13e4
=
753.2050
774.2690
775.2768
367.6386 395 6151 ( 1030.4388 1147.3884 1503,5669
i 515.7169 7342789 776.2812 : ; :
U l ] 893.3804 1138.8916. | 1148.3746 1525.5338
Ot T T e e T e P e R e o e e e e e e T e e e e et miz
300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000 1050 1100 1150 1200 1250 1300 1350 1400 1450 1500 1550 1600

50



Elemental Composition Report: HK-27/11/13

Single Mass Analysis

Tolerance =5.0 PPM / DBE: min =-1.5, max = 80.0

Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

1028 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)

Elements Used:
C:30-30 H:0-180 N:0-30 0:0-40
Minimum:

Maximum: 10.0
Mass Calc. Mass mDa
752.2871 752.2851 2.0

-1.5

80.0
DBE
14.5

i-FIT
87.6

i-FIT (Norm)
0.0

Formula
C30 H42 N9 014

HO OH
o o
HO NN:N NgN‘N OH
OH \7&/0\:;/0\#/ HO

o]
QN

§Nl\j

OH

(23)
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HK-27_11 13

ML2812 124 (1.123) Cm (124:126-122) 1: TOF MS ES+
100+ 891.3619 1.86e4
<
892.3659
913.3372
446.1769
914.3505
437.1724
465.1512
428.1671
358.6306 1465.6562 7522897 774.2644 915.3610
648.2742
367.6372 1466.1609 775.2748 929.3165
335.5940 ( | 515.7169 570-‘2525 734.2794 840.7865 r 1049.3112
) T | ! ol . | ! . i ol ’ L
[ o o o S L L e L L e 2 o S L e e o el 1174

300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000 1050



Elemental Composition Report: HK-27/11/13

Single Mass Analysis

Tolerance = 5.0 PPM / DBE: min =-1.5, max = 80.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

2729 formula(e) evaluated with 11 results within limits (all results (up to 1000) for each mass)
Elements Used:

C:35-45 H:0-180 N:0-30 O:0-40

Minimum: -15

Maximum: 100 5.0 80.0

Mass Calc. Mass mbDa PPM DBE i-FIT i-FIT (Norm) Formula

891.3619 891.3624 -0.5 -0.6 275 934 52 C38 H43 N20 O7
891.3624 -0.5 -0.6 165 928 4.7 C40 H55 N6 017
891.3610 0.9 1.0 225 917 3.6 C37 H47 N16 011
891.3610 0.9 1.0 335 936 55 C35H35N300
891.3610 0.9 1.0 115 915 33 C39 H59 N2 021
891.3637 -1.8 -2.0 215 945 64 C41 H51 N10 013
891.3637 -1.8 -2.0 325 949 6.7 C39 H39 N24 O3
891.3597 2.2 2.5 175 89.1 1.0 C36 H51 N12 015
891.3650 -3.1 -3.5 265 96.2 8.1 C42 H47 N14 09
891.3651 -3.2 -3.6 155 964 82 C44 H59 019

891.3583 3.6 4.6 125 888 0.6 C35 H55 N8 019



HK-27_11 13

ML2810 1 (0.032) Cm (1:56) 1: TOF MS ES+
100- 774.2695 1.99e5
=
775.2731 913.3440
914.3479
776.2762
670.2584 796.2511 458.2513 915.3512
671.2620 797.2531 832.2880 891.3651
765.2549 ‘ ‘833.2982 59.2521 ( 935.3300 971.3691 997.3163 1052.4207
P e YN O S ot R OO ot N
600 620 640 660 680 700 720 740 760 780 800 820 840 860 880 900 920 940 960 980 1000 1020 1040 1060 1080 1100
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Elemental Composition Report: HK-27/11/13

Single Mass Analysis

Tolerance = 10.0 PPM / DBE: min =-1.5, max = 80.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

1029 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)

Elements Used:
C:30-30 H:0-180 N:0-30 0:0-40 Na:1-1

Minimum: -1.5
Maximum: 10.0 10.0 80.0
Mass Calc. Mass mDa PPM DBE
774.2695 774.2671 2.4 3.1 14.5

i-FIT  i-FIT (Norm)
260.1 0.0

Formula
C30 H41 N9 O14 Na
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HK-27_11_13
ML2816

3.77

BSM Composition B
Range: 95

100.000
£ 50.000]
00007 T T T T T T T T T T T T T T T T T T T T T T
025 050 075 100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 6.00
ML2816 4: Diode Array
3.92 Range: 1.002e-2
2 50e3
E 0.42
260.00
0.0 T T T T T T T T T T
025 050 075 100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 6.00
ML2816 1: TOF MS ES+
100 1.12 752.285 0.05Da
752.29 1.44e4
] 53
0 T T T T T T T T T T T T T T T T T T T T T T T T
025 050 075 100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 6.00
ML2816 1: TOF MS ES+
g 1.12 BPI
100 75229 ) 1.44e4
H 4.24
<] 270.2
s “ | 120 00 221 an 417 ﬁ 8 as2 s 510 12.73$1
. | g . ph A
| | aoize 00 34528 330 373, 384 34127)] | ez 188.96 1
|l 25018 | 5305 28433 | |/ 53617 19§39
oo o AN\ | - WD VA N | 200 o S O V= 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
025 050 075 100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 6.00
ML2816 1: TOF MS ES+
g 4.21 TIC
100 4333|428 1.20e5
|
413 [| 413.32 5.29
7390 s1242]) | 452 18498
=] + 38 400 |V saas 485 513 |
[\ 12080136 206 300 321 344 149.02 30114 34 536.17 610.19 ’\‘\
[\ : 18 345.28 A N J\
. e PRETRETANRG s —
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 T T T T T T T T e e Time

025 050 075 1.00 125 1.50 175 200 225 250 275 3.00 3.25 350 375 4.00 425

450 475 500 525 550 575 6.00
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HK-27_11_13

ML2816 BSM Composition B
Range: 11
20.0004
ES
10.0004
0.000 T T T T T T T T T T T T T T T T
0.75 0.80 0.85 0.90 0.95 1.00 1.05 1.10 1.15 1.20 1.25 1.30 1.35 1.40 1.45 1.50
ML2816 4: Diode Array
1.13 Range: 5.704e-3
4.0e-3
2 3
<
2.0e-35
0.0 T T T T T T T T T T T T T T T T
0.75 0.80 0.85 0.90 0.95 1.00 1.05 1.10 115 1.20 1.25 1.30 135 1.40 1.45 1.50
ML2816 1: TOF MS ES+
1004 1.12 752.285 0.05Da
752.29, 1.44e4
=
0 T T T T T T T T T \\ T T T T T T
0.75 0.80 0.85 0.90 0.95 1.00 1.05 1.10 1.15 1.20 1.25 1.30 1.35 1.40 1.45 1.50
ML2816 1: TOF MS ES+
1004 BPI
1.44e4
2
0 T T T
0.75 0.80 1.45 1.50
ML2816 1: TOF MS ES+
- TIC
100 6.28e4
[ ] B
Oy — T T T T A e e e e e T T T T T T T — 7 Time
0.75 0.80 0.85 0.90 0.95 1.00 1.05 1.10 1.15 1.20 1.25 1.30 1.35 1.40 1.45 1.50
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HK-27_11 13

- — + +
ML2816 123 (1.115) M+HI 1: TOF MS ES+
100+ 752.2882 1.21e4
774.2684
<
775.2600
358.6277
395.6128 76,2837
o 3961208 790.2433
: " 306.6210 734.2780 791.2460
O P e e T PP P T T [ T e e e e u“m“‘ t\"uu‘\‘u‘\‘uu‘uH‘HHm/Z
300 320 340 360 380 400 440 460 480 500 520 540 560 580 600 620 640 660 680 700 720 740 760 780 800 820
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Elemental Composition Report: HK-27/11/13

Single Mass Analysis

Tolerance = 10.0 PPM / DBE: min =-1.5, max = 80.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

1028 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:

C:30-30 H:0-180 N:0-30 O:0-40

Minimum: -15
Maximum: 10.0 10.0 80.0
Mass Calc. Mass mbDa PPM DBE i-FIT i-FIT (Norm) Formula

752.2882 752.2851 3.1 4.1 145 737 0.0 C30 H42 N9 O14



HK-27_11_13

ML2816 133 (1.198) Cm (131:136-128:129)

100

891.3561

1: TOF MS ES+

1.1%e4
913.3397
=
446.1778 914.3491
437.1729
465.1519
428.1677
1465.6573
915.3541
929.3178
1466.1598 6ag 2772 5102598 1049,3195
397.1418 930.3239 ~ 999.2610 1050.3292
4435 : 166.6622515.7158 5411116 671.2612 10002734 |7
3435948 { h \ o 630.2675 [ 754.2633 840.7857 953.2961 [ ‘ 1065.2815
0Ll ’ v NRWEN FELNT YT TN ' , , . “ - et e - I b " B SWUE 1 TP iz
300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000 1050 1100

Appendix BL6: HRMS (ESI) spetra of compoundZ3).
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A ANSTOOOVONITNOWMNMIT AN IALNMFOONEMNMASOITOWONO AN
OCEAATNUOUNITOUNTNONDNAAOCNATNNOANI-INLMONNT WO
AN AFOAOOFNNOON T AONOOHFNAONOF N AN M
OCOANNNHCOOCWOUWONNIUOINIPIIIITITITIANNNODSOOD NN
@ ™~ [EeToRTo I Te s Ul S LIRS LIS S U S USRS R RS S R LT OONM

3.9261
3.9165
3.8751
3.8666
3.8583
3.7582
3.6620
3.6535
3.6372
3.6286
3.5767
3.5474
3.5319
3.5162
3.5083
2.0967
2.0800
2.0636
2.0466
2.0302

4
i

Current Data Parameters

NAME B27520
EXPNO 1
OH HO PROCNG &
HO OH F2 - Acquisition Parameters
le} o) Date_ 20131127
N Time 16.35
,N:N =N INSTRUM AV400
HO N N OH PROBHD 5 mm PABBO BB-
\V/,l\\//() ()\\//l:::/ PULPROG 2930
OH HO ) 32768
SOLVENT D20
NS 256
DS 2
SWH 8278.146 Hz
o) FIDRES 0.252629 Hz
aQ 1.9791873 sec
RG 114
pw 60.400 usec
DE 6,00 usec
//,N TE x
/ Dl 2.00000000 sec
N—N TDO 1
PL1 -2.
PLIW 12.77515030 W
OH SFOL 400.0324703 MHz
(23) F2 - Processing parameters
SI
SF 400.0299582 MHz
WD W EM
SSB 0
1B 0.30 Hz
GB 0
g PC 1.00
i il
T T T T T T T T T T T T T T T T T T T
85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 0.0 ppm
0| < o ~of ™~ of oof e 0o co] =] S —
10| & N 0| Of 1| f | f S| 1 L N 1) IS
| o o~ | o | =] | of | = | Of [ M| o

Appendix BL7: '"H NMR spectrum of compour2sj.
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Appendix BL8: Sdected areasH NMR of compound@).

62



HO OH
(0] (0]
N~ N;N\ ™ 1 N © o
A N— Y o o B L & OFIBBIS]NLOILEIRR
—L_o o _<Mo S R W BRUKER
OH ro) < NN WCHNNNAN NP DO O M~ (_‘X_)
— — i g g AN~ OVWWOVLWVOWWVINIWWN ™M
| | \J/ \l\\ \\W//I// | Current Data Parameters
NAME B27520
(0] EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
ZN Date_ 20131128
1 Time 4.42
N—N INSTRUM AV400
PROBHD 5 mm PABBO BB—
PULPROG zgpg30
D 16384
SOLVENT D20
NS 8192
DS 2
OH SWE 23980.814 Hz
FIDRES 1.463673 Hz
(23) AQ 0.3416064 sec
RG 18390.4
DW 20.850 usec
DE 20.00 usec
TE 300.0 X
D1 0.69999999 sec
D11 0.03000000 sec
DO 1
= CHANNEL £1 =
13¢
8.00 usec
-2,80 dB
57.91424179 W
100.5976818 MHz
mmmmmmm= CHANNEL f2 mmmmmmm=
CPDPRG [2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PL2 -3,20 dB
PL12 14.30 dB
PL13 15.30 dB
PL2W 15.00949383 W
PL12W 0.26691073 W
PL13W 0.21201472 W
Mmm“ m wm‘n “I 'mm m‘m M Im“ SFO2 400.0316001 MHz
F2 - Processing parameters
ST 32768
SF 100.5876238 MHz
WD EM
ssB 0
T T T T T T T T T T LB 1.00 Hz
180 160 140 120 100 80 60 40 20 0 ppm o ¢ 1.40

Appendix BL9: **C NMR spectrum of copound 23).
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AJF_HK_03

BSM Composition B

ML0592
100.0004 2.62 Range: 95
B 50.0004
0.000 = T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
ML0592 4: Diode Array
: 3.52 Range: 1.597e-3
7 5e-41 3.23;260.00 9
5.0e-49 Zgbzgo 1.19
3 . . 3.05
< 260.00 5000 260.00
2.50-4 0.27 1.56 260.00 .
: 3 260.00 260.00
0.0 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
ML0592 1: TOF MS ES+
1004 1.92 987.479 0.05Da
987.46 2.29e5
)
0 T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
ML0592 1: TOF MS ES+
g 1.92 BPI
100 987.46‘7\\ 2.29e5
[ | 2m
|\ 987.49
[ & | K
|
| \ 222
| _ 98748
0 T T T T T T T T T T ARaY T R RARRARANRS RaaAS T T T T T T T T T T T T T T
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
ML0592 1: TOF MS ES+
g 1.92 TIC
100 98746\ 1.06e6
|
<] |
|
|
0 T T T T T T T T T T r T eEmaansse T T T e T T e e e e e e e Time
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 2.40 2.60 2.80 3.00 3.20 3.40 3.60 3.80 4.00
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AJF_HK_03 IM+H1*

ML0592 219 (1.960) Cm (219) 1: TOF MS ES+
100+ 987.4778 1.93e5
988.4968
=
1975.0157
1976.0187
989.5156
990.5231
991.5353
4
O e ‘M“mm‘uu‘mmm‘mmm“m‘mmuwuu“m‘mwmwmmm“m‘mmm‘mmm“m‘mWm‘uu‘mmuwuu‘mmm‘mwmmm‘mmm“m‘mmm“m bt miz

850 900 950 1000 1050 1100 1150 1200 1250 1300 1350 1400 1450 1500 1550 1600 1650 1700 1750 1800 1850 1900 1950
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Elemental Composition Report: AJF-HK-03

Single Mass Analysis

Tolerance =5.0 PPM / DBE: min =-1.5, max = 50.0

Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

670 formula(e) evaluated with 1 results within limits (up to 20 closest results for each mass)

Elements Used:

C:45-45 H:0-150 N:0-25 0:0-25

Minimum:

Maximum:

Mass Calc. Mass
987.4778 987.4787

Appendix B0: HRMS (ESI) spectra of compour).

-1.5

50.0
DBE
175

i-FIT  i-FIT (Norm)
1149 0.0

Formula
C45 H67 N10 015

N< 0
0 NN 3
Joo TN
N 0
N\#/ O7<
&y
N-N
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Appendix B21: '"H NMR spectrum of compourdy.
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