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'H NMR, 3C NMR and HR-MS (ESI) spectra of compound 7
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H NMR, 3C NMR and HR-MS (ESI) spectra of compound 8
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H NMR, 3C NMR and HR-MS (ESI) spectra of compound 9

S4



Cs-2-1H i o

sy
% M
PRoC v
E2 Parauen
D TS
T am
T
EROEHD & men DL 1501
Bl
™ essse
T -
e 5
e H
S rame
Bl 'WIAEE
A arsn
Aa [y
oW alimame
o B0
¥ 25
O 50000000 me
MicResT D Di0eDInS see
407800006 e
CraEL
i i
B 180 e
Bl s
SOt g ke
-
El S
S amimoriee
ow B
= ©
& [E T
& il
B 1

Cs-2-13C

r232m0
1719280

—_

IS s Y

s %
=

wow I
ss8 o
g 10z
& T
e 140

Lkl

T T T v
180 160 140 120 100 80 60 40 20 ppm

6#16 RT:0.08 AV:1 NL:143E8
T: FTMS + p ESIFull ms [100.0000-1500.0000]

100+, 649.46637

90

~
=]

a -3
=3 =]
LT T T

671.44855

30

631.45557
512.50391 569.31335 590.89227 ) “
e f A
+ T

AT Y T
by e AR Miatk aaaes' T T e ety T aaaas

1
500 550 600 650 700 750 800
miz

698.44910
L 73145673 76340576
; o X

'H NMR, C NMR and HR-MS(ESI) spectra of compound 10



CR-3-1H

CR-3-13C

&
IS
o
v

i

e
Expho 1
PROCHE 1
FI- semuniton Py .

i
g&egs g 9 “g EE gggﬁﬂgg o o
L B e S

E 000 e
F-
B S,
—
i
HE aibouse
B e
B A
SR,
£ Preg—
&, e
& o
£ e
| ] S
s L o o Lnn-
T T : T T . .
180 180 140 120 100 80 60 40 20 ppm
3.20181115192423 #16 RT: 0.08 AV: 1 NL: 1.52E8
T: FTMS + p ESI Full ms [100.0000-1500.0000]
645.43481
100+
90
80
704
50
40
| 667.41687
309
20
107 609.41339
1 | 51250366 27.42407 683.38965 745.43073
ol b, 5‘\193\6163, 584.56122 \6 I o “ L 723.44336 765.45172
s s aa a as
500 550 600 650 700 750
m/z

H NMR, C NMR and HR-MS (ESI) spectra of compound 11

1
800

S6



Cument Daia Paramators

EXFNO 4501
PROCND 1

F2.- Acquisison Paramaters
Date_ | 2130604

1=

I

gl

C5-3-13C Gt i Pt
&

°§§E§§ ggg%ﬂgs ?‘.ﬁﬁ% 28 sendil
Sl B

*N\%\\\NN\\VW -

17180
B30
— R OTI0
MMO
RARRIO
&!M
b1t
;si
&
w
ie
g1
¥

—_

NUET 13E
&1 9,00 e
BLy 0 a8
EFON I00AMEN bt

Pz )
Lz 37T dE

ERCE D0 THS0E btz
-

Z I —
i SR
SE st e
W i
=8 o
Iy 0k
& [
S 140

180 160 140 120 100 80 60 40 20 ppm

7#17 RT:0.09 AV:1 NL:8.89E7
T: FTMS + p ESI Full ms [100.0000-1500.0000]
645.43494

=
o
7

©
o
Ll

@
t=}

o
o

I
oS

667.41711

w
=}

525.28833

N
=}

569.31384
613.33942
683.39075

‘ 701.39105 745.43042

i
o

541.26233 585.28784 627.42407 ‘
el Ll N P N P Y o

| 723. 44879 “ 761.39075 789.44330
L ! 1
et

o

b A e p e et ey ASatianas
500 550 600 650 700 750
m/z

H NMR, C NMR and HR-MS (ESI) spectra of compound 12

800



CR-4-1H

Gumees Data Parsmaters

EXPHD

G
FROCHD 1

F2. Acquisiton Parsmoters
Daie_ ' 20130025

A A
T T T T T T T T T
] 8 7 [ 5 4 3 ppm
EE 5 EN
CR-4-13C P
e
A
P
it
i % H 5 § e R T SR e,
S828% BEanaNahE ey
EE Ed £ ﬁ%nn = %ﬁ?w §§g§2§§§§§3 KELE T e
T
v | | | \\'MWW B
T
g v
-
8 e
5 poiibieose
I, e
e TR
-
B o
B, e
B B
J—
=
Frali
B2
B i
B i
&P
ER.. S,
s o
Y
g 4
) L. IH I \_.I
: T r : T ; ; - : - )
180 160 140 120 100 80 &0 40 20 pom
4#16 RT:0.08 AV:1 NL:5.67E7
T: FTMS + p ESI Full ms [100.0000-1500.0000]
100— 669.43536
90
804
70
6
50
404
309
209
1 63341412
107 691.41583
] 776.60114
151520770 12 600.87628
1 561.29559 651.42444 “ 716.50818 768.30450 | 783.37512
P PO W R | VoW NP NS VR VRN | N | Pt i
500 550 600 650 700 750 800
miz

'H NMR, 3C NMR and HR-MS (ESI) spectra of compound 13

S8



CS-4-1H

SR e

Gumses Duta Parsmaters

oo S
ey T

F2 - Acquisiion Parasatars
Daie, 106

-
W
1180 usee
&
001312087 Wiz
£2- Processng s
i
S o
wow o
ssa o
Iy 30
@ o
3 150
Cunest Daia Pararraiors
HAME T Carbons

| i
ey,
S
R T .
2. Procesung s
e
‘ ER . S
ow i
= o
T
& T
g2 a4
T T T T T T T T
180 160 140 120 100 80 60 40 20
8#16 RT:0.08 AV:1 NL:5.20E7
T: FTMS + p ESI Full ms [100.0000-1500.0000]
669.43536
100+
90
80
70
60
50
40
30
203 776.60144
1 52528833 56031354 1535011 688.47620
104 558.43634 600.30389 657.36591
] - - 701.39044
1 ‘ 54053619' 501.10299 63341467 ‘ ‘ 769.42969 || 789 44305
0ol L HHu + ki ! ‘\ m I L P
it bt el iy
5 600 650 700 750
miz

H NMR, C NMR and HR-MS (ESI) spectra of compound 14

800

S9



x
a

RNNENNENN D

OLNURVONDO=SNUADONRONSNLLOONGOVD

ZHY-2014-1119-3-Ala

CDCL3

1HNMR

AV300

ddddddaaa

occogocoe

| HU‘N H‘ '\JL “‘
- ,%_wwtm Ty ("L AL A
UM B Ranae s B N e —
85 B0 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 00 ppm
= g ]
R i o i
B eV
[ [ ‘ il
R
l ’ L ‘ |
e
il ol I} I eilibdiyte | UTECnIEL Y Ll AR
il b Likbadd (Y A BRI \ ki pilhi i) | il
: , : : . : : v
240 220 200 180 160 140 120 100 80 60 40 20 0 ppm
+ES| Scan (0.312 min) Frag=100.0V 3-Ala-p.d
548 4321
LV EeE

" L m
495 500 505 570 515 520 525 530 535
o

'H NMR, 3C NMR and HR-MS (ESI) spectra of compound 15

540 545 550
unts vs. Mass-to-Charge (m/z)

L Ly
555 560 565 570 575 580 585 590 595 600 605




ZHY-2014-1112-4-Ala CDCL3 1HNMR AV300

T T T T T T T T T T T T T T
220 210 200 180 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O ppm

%10 5 [+ESI Scan (0.603 min) Frag=100.0V 4-Ala-p.d
2.

1.9
1.8 iﬁ;ﬁ)zf
1.7
1.6
1.5
1.4
1.3
12
1.1

0.9
0.8
0.7
0.6
0.5.
0.4
0.3
0.2

0.1 ‘
ol S _ _ _ _ . ‘ h_\.“_\_‘_ I N § -
539 540 541 542 543 544 545 546 547 548 549 550 551 552 553 554 555 556 557 558 559

Counts vs. Mass-to-Charge (m/z)

H NMR, 3C NMR and HR-MS (ESI) spectra of compound 16



Z2HY-2014-1119-3-Leu CDCL3 1HNME

AV300

NSNS

—7.1731

]
P NWJ" \
L A VIR

7 6 5

e
tilah

| ke it m L bl b

T T T T T

T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

x10 6 [+ESI Scan (0.560 min) Frag=100.0V 3-Lau-p.d
1.8
17
1.6
5504779

1.5 (M+H)+
1.4
1.3
12

1.1

0.9
0.8
0.7
06
0.5
0.4
0.3
0.2

° il - . .

565 570 575 580 585 590 595 600 605 610 615 620
Counts vs. Mass-to-Charge (m/z)

'H NMR, C NMR and HR-MS (ESI) spectra of compound 17



112-4-Leu CDCL3 1HNMF AV300

<
H FEENSESRIS8F308E583859353828838
P H8N885858 -8R 588 N3 RIRC8ARNE
g EEZFFEREEEHRTTESREINEI L RRRRAANE
" » M
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 ppm

%10 & [+ESI Sean (0.411 min) Frag=100.0V 4-Leu-p.d

2.6 590.4778
(M+H)+

o ‘ A L
586 588 590 592 504 596 598 600 602 604 606 608
‘Counts vs. Mass-to-Charge (m/iz)

H NMR, C NMR and HR-MS (ESI) spectra of compound 18



08360'1EL ———
ozt —

0roLY 69} ————
0S168'ZL1
09525°SL1

|

e

160 140 120 100 80 60 40 20 ppm

180

100.0V 3-Val-p.d Subtract

576.4627
(M+H)+

nm mm.L

+10 4 [+ESI Scan (0.918 min) Frag

4.4
4.2

a8

3.6

3.2

2.8
2.6

22

1.8
1.6

1.2

086
0.4

0.2

572 574 576 578 580 582 584 586 588 590 592
Counts vs. Mass-to-Charge (m/z)

570

566 568

564

'H NMR, C NMR and HR-MS (ESI) spectra of compound 19

SK



L 0vL298)
o18bLE
09088 '
jesczs : %

4TEOL

!

02989821 ———
o0gier62L —

0£202°SL)

20 ppm
552

5890

40
588

586

584

60

582

80
580

100
578

bl o

576.4636
576

(Ma+H)+
Counts vs. Mass-to-Charge (m/z)

120
574

160 140
568 570 572

566

180
564

x10 4 [+ESI Scan (0.770 min) Frag=100.0V 4-Val-p.d Subtract

'H NMR, 3C NMR and HR-MS (ESI) spectra of compound 20



ZZW-03-1H

T i b

Ly
™ 058%4"
SOVENT T coeo
NE 1

0% 0

S nmse e
Fomes oiedsan:
AG 2730011 see
"o )

o 41 T00usee
e 800 usec
IE 271K

OF 100000000 sec
NCREST 0

I

s 2

N 8 4 382 233 saw o sgnessesaeregnsss [0 022
single pulse decoupled gated FOE & dfd B9 A ERNEsBSTHIYNCLESTNERRABING|
2 5 ANN #8888 ddgddggdsdgsddddnngddadadas 1. 021
1 1 N7 VU VT SN N ettt ———
k0. 020
0.019
H0.018
0.017
F0.016
0.015
0.014
F0.013
0.012
F0. 011
0.010
0.009
0.008
0.007
0.006
0.005
| £0. 004
| 0.003
i 0.002
y 0.001
L e
2 o ! F0. 000
£-0.001
-0.002
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -l0 -20
£1 (ppm)
9#16 RT:008 AV:1 NL: 171E9
T: FTMS + p ESI Full ms [100.0000-1500.0000]
624.46155
100+
907
807 702.47479
709
604
50
40
30
20
109 798.45642
] 720.44287
oA 537.35559 568.34930  606.45148 646.44293 672.45294 L | 744.48328 77153107 |
e e e e daansden g s e e e e M e e ]
500 550 600 650 700 750 800

miz

H NMR, 3C NMR and HR-MS (ESI) spectra of compound 21



ZHY-2012-11-06-01 IH-NMR CDCL3 303K AV-300

iy Lt

85 80 75 70 65 60 55 50 45 40 38 30 2§

i P

Nk

o £
single pulse decoupled gated O
|

0.019

0.018
0.017
+0. 016
0.015
0.014
0.013
0. 012
0.011
0.010
0. 009
0. 008
0. 007
0. 006
0. 005
0.001
0. 003
0. 002

0. 001

R

. 000

~0.001

-0.002

220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 10 -20
1 {ppm)

10#16 RT:0.08 AV:1 NL: 1.46E9
T: FTMS + p ESI Full ms [100.0000-1500.0000]

100 624.46149

90

70247479

69347595
52528870 569.31439 613.33084 || 64396698 66447522 | 724.45593 74541931

e e e T i
500 550 600 650
miz

798.45795
; e
750 800

T
700

H NMR, 3C NMR and HR-MS (ESI) spectra of compound 22



ZHY-2012-11-06-04 1H-NMR CDCL3 303K AV-300

LEPEL

RS 5
single pulse decoupled gateg NOE

+.

0.
0.

o,

0065

0060

0055

. 0050

. 0045

0040

0035

. 0030

0025

0020

. 0015

. 0010

. 0005

0000

0. 0005

e

70 60 50 40 30 20 10 0 -10 20

£1 (ppa)

11#18 RT:0.09 AV:1 NL: 3.60E8
T: FTMS + p ESI Full ms [100.0000-1500.0000]

100 663.47272

o ~ - ©
=3 =} S o

IN
S

a
=]
e T T T T T T Do T Tew 0

w
=}

741.48615

N
=}

=
5]

o

53812817 577 38040 64546185 || 69440384 72451324 | 75345380
B e e e M
500 550 600 650 700 750 800 850
miz

H NMR, C NMR and HR-MS (ESI) spectra of compound 23

824.50916 858.48657
LMAAAI s Mads aasad adas it

900



ZHY-2012-11-06-02 1H-NMR CDCL3 303K AV-300

s - S 523 | a2
single pulse decoupled gaged NOE & ges | s¢
| i [l
0.016
0. 015
0.014
0.013
0.012
0. 011
0.010
0. 009
0. 008
0. 007
0. 006
0. 005
. 004
. 003
. 002
LU
f g 5 . 000
~0. 001
220 210 200 190 180 170 160 150 140 130 120 110 100 9 80 70 60 50 10 30 20 10 0 -10 -20
1 (ppm)
12#20 RT:0.10 AV:1 NL: 6.65E8
T: FTMS + p ESI Full ms [100.0000-1500.0000]
663.47284
100+
904
807
704
60
504
40
304
203 741.48590
104
] 645.46350
0352528804 56031470 __ 613.33807 | 68545233 71953485 || 763.46741 797.54742  839.45062 87107568
e s e e e e e e e e M e M sl Mt et s st e ]
500 550 600 650 700 750 800 850 900

miz

H NMR, ¥C NMR and HR-MS (ESI) spectra of compound 24



1 ORL

S o .S

single_pulse

7.25

1.00-¢

0. 30

0.28

0. 26

0. 20

F0. 18

0.16

+0. 14

F0. 12

12 1 10 9 8 7 6 5 § 3
(ppm)

KL 2

single pulse decoupled gaged NOE

|

0. 020
20.019
0.018
0.017
0.016
0.015
0.014
0.013
0.012
0.011
0.010
0, 009
0.008
0. 007
0. 006
0.005
0.004
0.003
0.002
0.001

. 000
0.001
0. 002

0.003

220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60
1 (ppm)

13#18 RT:0.09 AV:1 NL: 2.45E9
T: FTMS + p ESI Full ms [100.0000-1500.0000]

100 605.48920

n w I o @ ~ @ ©
=3 o S o o o oS o
e T T T Tee s T T s T Tan i e

[
=)

517.37134 561.39783 587.47723
LAMANt nans nasns nansy anar aanas enas Manss T

627.46899 647.49829 683.49866
1Aant aases aaneiaoons nases aanar aana)

73358215
T

0 0 10

T
500 550 600 650
m/iz

T
700

T
750

'H NMR, 3C NMR and HR-MS (ESI) spectra of compound 25



0. 20

0.18

0.16

0. 14

0.06

0.04

0.02

0. 00

0,02

£1 (ppm)

081 . 0040

single pulse decoupled

0. 0035

0. 0030

0. 0025

. 0020

0. 0015

. 0010

0005

. 0000

220 210 200 190 180 170 160 150 140 130 120 110 100 90 S 70 60 50 40 30 20 10 0 -10 20

£1 (ppm)

14#17 RT:0.09 AV:1 NL: 1.35E9

T: FTMS + p ESI Full ms [100.0000-1500.0000]
1004 605.48895

©
2

80

7

=}

6

=3

5

w I
S S o
T T T v T T T Te 1

N
o

=
o

525.28894  561.42639 587.47797 741.35083 761.39087
T T e T T T T T T T T

T T
550 600 650 700 750 800
m/iz

627.46869 50.43878 683.49988

@ ©
Q
=]

'H NMR, 3C NMR and HR-MS (ESI) spectra of compound 26



