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SM-Table 1. 1H-NMR and 13C-NMR signals of compound 1 and reported data of 7´-O-methylmarmin (6) [6] in CDCl3.
	
	7´-O-Ethylmarmin (1)
	
	7´-O-Methylmarmin (6)

	H/C
	Ha
	Cb
	
	Hc
	Cd

	2
	—
	161.2 s
	
	—
	161.1 s

	3
	6.24 (1H, d, J = 9.4 Hz)
	112.9 d
	
	6.24 (1H, d, J = 9.5 Hz)
	112.7 d

	4
	7.63 (1H, d, J = 9.4 Hz)
	143.4 d
	
	7.64 (1H, d, J = 9.5 Hz)
	143.4 d

	4a
	—
	112.4 s
	
	—
	112.3 s

	5
	7.36 (1H, d, J = 8.5 Hz)
	128.7 d
	
	7.36 (1H, d, J = 8.5 Hz)
	128.6 d

	6
	6.85 (1H, dd, J = 2.4, 8.5 Hz)
	113.2 d
	
	6.85 (1H, dd, J = 2.4, 8.5 Hz)
	113.0 d

	7
	—
	162.2 s
	
	—
	161.2 s

	8
	6.82 (1H, d, J = 2.4 Hz)
	101.6 d
	
	6.82 (1H, d, J = 2.4 Hz)
	101.4 d

	8a
	—
	155.9 s
	
	—
	155.7 s

	1´
	4.61 (2H, d, J = 6.5 Hz)
	65.5 t
	
	4.61 (2H, d, J = 6.3 Hz)
	65.3 t

	2´
	5.52 (1H, t, J = 6.5 Hz)
	118.7 d
	
	5.52 (1H, t, J = 6.3 Hz)
	118.5 d

	3´
	—
	142.5 s
	
	—
	142.2 s

	4´
	2.14 (1H, ddd, J = 4.8, 10.1, 14.9 Hz)
2.41 (1H, ddd, J = 6.6, 9.7, 14.9 Hz)
	36.6 t
	
	2.16 (1H, m), 2.39 (1H, m)
	36.5 t

	5´
	1.44 – 1.50 (1H, m),
1.53 – 1.58 (1H, m)
	29.2 t
	
	1.471.58 (2H, m)
	29.1 t

	6´
	3.40 (1H, dd, J = 2.4, 10.0 Hz)
	76.4 d
	
	3.42 (1H, dd, J = 2.4, 10.0 Hz)
	76.1 d

	7´
	—
	78.0 s
	
	—
	77.3 s

	3´-Me
	1.78 (3H, s)
	16.9 q
	
	1.78 (3H, s)
	16.7 q

	7´-Me
	1.09 (3H, s)
	19.3 q
	
	1.10 (3 H, s)
	18.9 q

	7´-Me
	1.12 (3H, s)
	21.5 q
	
	1.12 (3H, s)
	20.5 q

	7´-OMe
	—
	
	
	3.22 (3H, s)
	48.9 q

	7´-OCH2CH3
	3.43 (2H, q, J = 7.0 Hz)
	56.4 t
	
	—
	—

	7´-OCH2CH3
	1.15 (3H, t, J = 7.0 Hz)
	16.1 q
	
	—
	—


a 600 MHz; b 150 MHz; c 500 MHz; d 125 MHz
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SM-Fig. 1	1H-NMR spectrum of 7´-O-ethylmarmin (1) (600 MHz, CDCl3)
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SM-Fig. 2	13C-NMR spectrum of 7´-O-ethylmarmin (1) (150 MHz, CDCl3)
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SM-Fig. 3	HH-COSY spectrum of 7´-O-ethylmarmin (1)
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SM-Fig. 4	NOESY spectrum of 7´-O-ethylmarmin (1)
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SM-Fig. 5	HSQC spectrum of 7´-O-ethylmarmin (1)
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SM-Fig. 6	HMBC spectrum of 7´-O-ethylmarmin (1)


SM-Table 2. 1H-NMR and 13C-NMR data of compound 5 and reported data of acetyltembamide (9) [12].
	
	2´-O-Ethyltembamide (5)
	
	Acetyltembamide (9) 

	H/C
	a
	Cb
	
	c
	Cd

	1
	3.56 (1H, dd, J = 13.6, 5.2 Hz)
3.52 (1H, dd, J = 13.6, 7.9 Hz)
	47.5 t
	
	3.85 (2H, t, J = 6 Hz)
	45.0 t

	2
	4.51 (1H, dd, J = 5.2, 7.9 Hz)
	81.1 d
	
	5.97 (1H, J = 6 Hz)
	75.0 d

	1´
	—
	133.5 s
	
	—
	130.8 s

	2´, 6´
	7.28 (2H, d, J = 8.6 Hz)
	129.1 d
	
	7.35 (2H, d, J =9 Hz)
	128.0 d

	3´, 5´ 
	6.92 (2H, d, J = 8.6 Hz)
	114.9 d
	
	6.92 (2H, d, J = 9 Hz)
	115.3 d

	4´
	—
	161.0 s
	
	—
	161.0 s

	1´´
	—
	135.8 s
	
	—
	135.5 s

	2´´, 6´´
	7.75 (2H, br d, J = 7.5 Hz)
	128.2 d
	
	7.75 (2H, m)
	129.7 d

	3´´, 5´´
	7.44 (2H, br d, J = 7.5 Hz)
7.53 (1H, t, J = 7.0 Hz)
	129.5 d
	
	7.50 (2H, m)
7.50 (1H, m)
	129.2 d

	4´´
	
	132.6 d
	
	
	132.6 d

	4´-OMe
	3.78 (3H, s)
	55.7 q
	
	3.83 (3H, s)
	55.6 q

	-CONH
	—
	170.3 s
	
	—
	168.5 s

	CONH
	—
	—
	
	6.40 (1H, br s)
	—

	OCOCH3
	—
	—
	
	2.12 (3H, s)
	21.5 q

	OCOCH3
	—
	—
	
	—
	172.0 s

	2-OCH2CH3
	3.343.45 (2H, m)
	65.1 t
	
	—
	—

	2-OCH2CH3
	1.16 (3H, t, J = 7.0 Hz) 
	15.6 q
	
	—
	—


a MeOD, 600 MHz; b MeOD,150 MHz; c CDCl3, 80 MHz; d CDCl3, 20 MHz.
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SM-Fig. 7	1H-NMR spectrum of 2´-O-Ethyltembamide (5) (600 MHz, methanol-d4)
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SM-Fig. 8	13C-NMR spectrum of 2´-O-Ethyltembamide (5) (150 MHz, methanol-d4)
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SM-Fig. 9	HH-COSY spectrum of 2´-O-Ethyltembamide (5)
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SM-Fig. 10	NOESY spectrum of 2´-O-Ethyltembamide (5)
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SM-Fig. 11	HSQC spectrum of 2´-O-Ethyltembamide (5)
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SM-Fig. 12	HMBC spectrum of 2´-O-Ethyltembamide (5)



- 1 -

image5.emf
TZ-17-5' (5.2mg) in CDCI3 // hsqc

Current Data Parameters

NAME hnin30
EXPNO 7
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170122
Time 17.47
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG hsgcetgpsiz
U J J h D 1024
J ot ' \ - PPM sorvenT cpc13
L NS 4
. DS 16
. o | SWH 5296.610 Hz
® ._: FIDRES 5.172471 Hz
- AQ 0.0966656 sec
LA 20 RG 193.26
1 r DW 94.400 usec
E ° ° o DE 18.00 usec
o F 30 TE 303.1 K
F CNST2 145.0000000
DO 0.00000300 sec
D1 1.50000000 sec
e e D4 0.00172414 sec
40 D11 0.03000000 sec
D16 0.00010000 sec
D24 0.00086207 sec
INO 0.00001970 sec
50 ZGOPTNS
r ======== CHANNEL fl ========
o ‘0 SFO1 600.1323334 MHz
r NUC1 1H
60 Pl 12.00 usec
[ P2 24.00 usec
o P28 0.10 usec
F PLW1 29.00000000 W
70 ======== CHANNEL f2 ========
F SFO2 150.9161838 MHz
) X NUC2 13C
3 * u CPDPRG[2 garp
80 »s 10.00 usec
P4 20.00 usec
PCPD2 60.00 usec
PLW2 68.00000000 W
90 PLW12 1.88890004 w
====== GRADIENT CHANNEL =====
GPNAM[1] SMSQ10.100
GPNAM([2] SMSQ10.100
* 100 crwam(3] SMSQ10.100
GPNAM[4] SMSQ10.100
GpPz1 80.00 %
GPZ2 20.10 %
—110 cpz3 11.00 %
[ GPZ4 -5.00 %
’ ‘ d i ; P16 1000.00 usec
P19 600.00 usec
1 2 ’ 120
F1 - Acquisition parameters
TD 256
F SFO1 150.9162 MHz
[ ) . F FIDRES 99.143402 Hz
130 sw 168.178 ppm
FnMODE Echo-Antiecho
F2 - Processing parameters
140 ST 1024
E [ SF 600.1300176 MHz
bl : WDW QSINE
r SSB 2
LB 0 Hz
150 s 0
PC 1.40
Fl - Processing parameters
160 ST 1024
MC2 echo-antiecho
SF 150.9028131 MHz
WDW QSINE
SSB 2
o+~ 7r T LB 0 Hz

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 1.5 ppm ©° 0
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TZ-17-5' (5.2mg) in CDCI3 // hmbc

Current Data Parameters

NAME hnin30
EXPNO 8
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170122
Time 18.15
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG hmbcgplpndgf
J J TD 2048
: - PPM sorvent cDC13
| NS 8
. DS 16
[ SWH 5296.610 Hz
9 e " L .. *lF FIDRES 2.586236 Hz
— AQ 0.1933312 sec
' ]2 20 RG 193.26
[ DW 94.400 usec
] ' DE 18.00 usec
(] [ ] (] 30 TE 303.2 K
CNST2 145.0000000
CNST13 8.0000000
. DO 0.00000300 sec
9 " D1 1.50000000 sec
40 o2 0.00344828 sec
D6 0.06250000 sec
D16 0.00010000 sec
INO 0.00001550 sec
50 ======== CHANNEL fl ========
SFO1 600.1323334 MHz
’ NUC1 1H
P1 12.00 usec
60 P2 24.00 usec
PLW1 29.00000000 w
======== CHANNEL f2 ========
F 70 SFO2 150.9191376 MHz
e |F NUC2 13C
o P3 10.00 usec
. . - - e t: PLW2 68.00000000 W
:_ 80 ====== GRADIENT CHANNEL =====
r GPNAM[1] SMSQ10.100
GPNAM[2] SMSQ10.100
GPNAM[3] SMSQ10.100
90 ocprz1 50.00 %
GPZ2 30.00 %
GPZ3 40.10 %
P16 1000.00 usec
' 100 Fl - Acquisition parameters
D 128
SFO1 150.9191 MHz
FIDRES 252.016129 Hz
110 sw 213.744 ppm
[} . " FnMODE QF
F2 - Processing parameters
"W 120 ST 2048
SF 600.1300183 MHz
WDW SINE
SSB 0
LB 0 Hz
130 s 0
PC 1.40
Fl - Processing parameters
140 st 1024
. (7Y ('] - ) MC2 QF
SF 150.9028292 MHz
WDW SINE
150 SSB 0
LB 0 Hz
GB 0
9
— —— . . === 170
7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 ppm
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TZ-17-3 (11.7mg) in methanol-d4 // non @30C

Current Data Parameters

NAME hnin32
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20170123
Time 5.07
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT MeOD
NS 4
DS 0
SWH 12019.230 Hz
FIDRES 0.183399 Hz
AQ 2.7262976 sec
RG 86.4
DW 41.600 usec
DE 18.00 usec
TE 303.2 K
D1 3.00000000 sec
TDO 1
======== CHANNEL fl =======:
SFO1 600.1337060 MHz
NUC1 1H
Pl 12.00 usec
PLW1 29.00000000 w
F2 - Processing parameters
ST 65536

(" r SF 600.1300139 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

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 2.5 2.0 1.5 1.0 0.5 ppm
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TZ-17-3 (11.7mg) in methanol-d4 // com @30C

hnin32
9

e} o o OO MMM < O
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~ e} ' oMo NN N — — o [Te} 1 oY O)Y O O O 0O O ™~ [Te}

— — — — — [ee} —~ e [FoARS R SUSEES E R E —

| | | \ \/ \// \/ | | | \k¢§§$é?2¢/ Current Data Parameters
NAME
EXPNO
PROCNO

1

F2 - Acquisition Parameters

Date_ 20170123
Time 10.02
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30

TD 65356
SOLVENT MeOD

NS 2548

DS 4

SWH 39062.500 Hz
FIDRES 0.597688 Hz
AQ 0.8365568 sec
RG 193.26

DW 12.800 usec
DE 18.00 usec
TE 303.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl =======:
SFO1 150.9178981 MHz
NUC1 13C

Pl 10.00 usec
PLW1 68.00000000 W
======== CHANNEL f2 =======:
SFO2 600.1324005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 70.00 usec
PLW2 29.00000000 w
PLW12 0.85224003 W
PLW13 0.41760001 W
F2 - Processing parameters
ST 32768

SF 150.9025967 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

""""" I I I I B I I R Rl RS AR R RS AR MR RARAARRALY RS RARRRLAARS RARRRRAREY
190 180 170 160 150 140 130 120 110 100 920 80 70 60 50 40 30 20 10 ppm
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TZ-17-3 (11.7mg) in methanol-d4 // dqf-cosy

Current Data Parameters
NAME hnin32
EXPNO 5

A " B ppm FROCNO '

F2 - Acquisition Parameters
Date_ 20170123
Time 5.44
INSTRUM spect
1 0 PROBHD 5 mm CPPBBO BB
- | - PULPROG cosygpmfphpp
s - J [ ™ 2048
' | SOLVENT MeOD
" ' | NS 2
M ' : DS 4
| 1'5 SWH 5868.544 Hz
| FIDRES 2.865500 Hz
‘ | AQ 0.1744896 sec
] ' RG 86.4
DW 85.200 usec
" | 2.0 DE 18.00 usec
. o | TE 303.1 K
DO 0.00006992 sec
' ‘ D1 2.00000000 sec
2 5 D11 0.03000000 sec
. D12 0.00002000 sec
D16 0.00010000 sec
INO 0.00017040 sec
======== CHANNEL fl ========
3'0 SFO1 600.1325683 MHz
J N | NUC1 1H
35 " . | Pl 12.00 usec
* : i P2 24.00 usec
s 3 5 P17 2500.00 usec
. ' - PLW1 29.00000000 W
PLW10 6.17749977 W
====== GRADIENT CHANNEL =====
4 0 GPNAM[1] SMSQ10.100
- GPNAM[2] SMSQ10.100
GPz1 10.00 %
GPZ2 20.00 %
Pl6 1000.00 usec
. * 4'5 F1 - Acquisition parameters
I ] TD 256
’ SFO1 600.1326 MHz
FIDRES 22.924002 Hz
44444444*44444‘4*““} 5 0 SW 9.779 ppm
- FnMODE States-TPPI
F2 - Processing parameters
ST 1024
SF 600.1300149 MHz
" 5.5 WDW QSINE
SSB 2
LB 0 Hz
GB 0
6 0 PC 1.40
Fl - Processing parameters
7 ST 1024
MC2 States-TPPI
6 5 SF 600.1300161 MHz
- WDW QSINE
SSB 2
X L 1B 0 Hz
. ‘ I GB 0
"
S b4 7.0
: [} ‘ : 7.5
8¢ (&
8.0
-ttt ———t———t————+——+18.5
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 1.5 1.0 ppm
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TZ-17-3 (11.7mg) in methanol-d4 // noesy

Current Data Parameters

NAME hnin32
EXPNO 6
N km ppm PROCNO 1
F2 - Acquisition Parameters
Date_ 20170123
Time 6.05
INSTRUM spect
1 0 PROBHD 5 mm CPPBBO BB
- PULPROG noesygpphpp
. TD 2048
SOLVENT MeOD
NS 4
1 5 DS 32
- SWH 5868.544 Hz
FIDRES 2.865500 Hz
3 AQ 0.1744896 sec
] RG 173.15
2 0 DW 85.200 usec
. DE 18.00 usec
TE 303.2 K
DO 0.00006992 sec
’ D1 2.00000000 sec
: 2 5 D8 1.00000000 sec
| - D11 0.03000000 sec
, | D12 0.00002000 sec
| D16 0.00010000 sec
| INO 0.00017040 sec
: | 3.0 ======== CHANNEL fl ========
J & | SFO1 600.1325683 MHz
ol g NUC1 1H
v ' S f.‘! AR i i .‘: ch 12.00 usec
-1V 3 5 P2 24.00 usec
1' | - P17 2500.00 usec
| PLW1 29.00000000 w
e | PLW10 6.17749977 W
‘ 4 0 ====== GRADIENT CHANNEL =====
Y L GPNAM[1] SMsSQ10.100
| GPZ1 40.00 %
| Pl6 1000.00 usec
H 4.5 Fl - Acquisition parameters
. | . TD 256
[} | SFO1 600.1326 MHz
" m—nﬁm FIDRES 22.924002 Hz
SW 9.779 ppm
5-0 FnMODE States-TPPI
| F2 - Processing parameters
L ST 1024
* L SF 600.1300145 MHz
[} WDW QSINE
. I 5-5 SSB 2
l L LB 0 Hz
L GB 0
|"'I L PC 1.00
| 6'0 Fl - Processing parameters
a I ST 1024
L MC2 States-TPPI
L SF 600.1300176 MHz
‘ 6 5 WDW QSINE
, L - SSB 2
. ] L LB 0 Hz
X L GB 0
qd ¢ ) ‘ -
| : : ~7.0
| L
‘ . [} n L L
g | |
' ; f 7.5
| d L
l ! .
] I" I 8.0
‘ . w -
‘ L
—_—tttttt—tr—tt—t——t—t————————+———+18.5

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 1.5 1.0 ppm
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TZ-17-3 (11.7mg) in methanol-d4 // hsqc

Current Data Parameters

NAME hnin32
EXPNO 7
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170123
Time 7.01
INSTRUM spect

PROBHD 5 mm CPPBBO BB

PULPROG hsgcetgpsiz
J hL km l TD 1024
Al et W PPM sorvenT MeOD

S
NS 4

F DS 16
Py F SWH 5868.544 Hz
. F FIDRES 5.731000 Hz
r 20 AQ 0.0872448 sec
F RG 193.26
° F DW 85.200 usec
° o DE 18.00 usec
[ TE 303.2 K
30 CNST2 145.0000000
DO 0.00000300 sec
.50000000 sec
.00172414 sec
.03000000 sec
.00010000 sec
.00086207 sec
.00001920 sec

40 »p11

lw)

=

o
cocoococor

======== CHANNEL fl ========
600.1325683 MHz
1H
60 Pl 12.00 usec
24.00 usec
0.10 usec
29.00000000

70
======== CHANNEL f2 ========
150.9156528
13C
garp
10.00
20.00
60.00
68.00000000
90 rcuwiz 1.88890004 W

80

====== GRADIENT CHANNEL =====
GPNAM[1] SMSQ10.100

100 cpPNaAM[2] SMSQ10.100
GPNAM[3] SMSQ10.100
GPNAM[4] SMSQ10.100
GPZ1 80.00

1 10 GPZ2 20.10
GPZ3 11.00
GPZ4 -5.00
P16 1000.00 usec
P19 600.00 usec

120
F1l - Acquisition parameters
F TD 256
[ ] [ SFO1 150.9157 MHz
e ® 430 FIDRES 101.725258 Hz
[ ] F SW 172.558 ppm
[ FnMODE Echo-Antiecho

140 F2 - Processing parameters
ST 1024
SF 600.1300161 MHz
WDW QSINE
SSB 2
150 18 0 Hz
GB 0
PC 1.40

160 Fl - Processing parameters
ST 1024
MC2 echo—-antiecho
SF 150.9025933 MHz
170 WDW QSINE
SSB 2

LB 0 Hz

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 1.5 1.0 ppm °° °

h
0 .
°
L ]
®
L
.
WYY Z 0 g g g Z 0
Haos>wdad H NN c =
=] o Qo = [eNe)
[N w) NN = [
S} )
@
N
A o° o o =ccc =< =
0w wnn o
® O D N
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TZ-17-3 (11.7mg) in methanol-d4 // hmbc

Current Data Parameters

NAME hnin32
EXPNO 8
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170123
Time 7.29
INSTRUM spect
PROBHD 5 mm CPPBBO BB
{ J J kw J\ u PULPROG hmbcgplpndgf
TD 2048
M..._L.WML_., W M | . S W PPM sozvent oD
[ NS 8
DS 16
SWH 5868.544 Hz
FIDRES 2.865500 Hz
20 2o 0.1744896 sec
: RG 193.26
] : DW 85.200 usec
[ DE 18.00 usec
30 1E 303.1 K
CNST2 145.0000000
CNST13 8.0000000
y DO 0.00000300 sec
40 D1 1.50000000 sec
' D2 0.00344828 sec
D6 0.06250000 sec
] D16 0.00010000 sec
50 INO 0.00001520 sec
======== CHANNEL fl ========
SFO1 600.1325683 MHz
NUC1 1H
F 60 P1 12.00 usec
} [ P2 24.00 usec
6 ] : PLW1 29.00000000 W
= 70 ———————— CHANNEL f2 ======—=
(] : SFO2 150.9196520 MHz
[ NUC2 13C
u P3 10.00 usec
[} C — 80 rrw2 68.00000000 W
====== GRADIENT CHANNEL =====
GPNAM[1] SMSQ10.100
90 cPNAM[2] SMSQ10.100
GPNAM[3] SMSQ10.100
: GPz1 50.00 %
J F GPZ2 30.00 %
o 100 GPZ3 40.10 %
P16 1000.00 usec
F1 - Acquisition parameters
110 TD 128
u SFO1 150.9197 MHz
F FIDRES 256.990143 Hz
' ' o SW 217.962 ppm
FnMODE QF
t 120
o F2 - Processing parameters
. ST 2048
‘ i o g ; SF 600.1300176 MHz
=130 wow SINE
) (] W : SSB 0
. : LB 0 Hz
GB 0
140 =c 1.40
\ ] )
Fl - Processing parameters
ST 1024
150 wmc2 OF
SF 150.9025891 MHz
" WDW SINE
: SSB 0
: o LB 0 Hz
) ) ° E 160 o 0
t » 170

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 1.5 1.0 ppm
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TZ-17-5' (5.2mg) in CDCI3 // non @30C
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Current Data Parameters
NAME hnin30
EXPNO 1

( PROCNO 1
F2 - Acquisition Parameters
Date_ 20170122
Time 14.57
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 4
DS 0
SWH 12019.230 Hz
FIDRES 0.183399 Hz
AQ 2.7262976 sec
RG 56.41
DW 41.600 usec
DE 18.00 usec
TE 303.1 K
D1 3.00000000 sec
TDO 1
======== CHANNEL fl =======:
SFO1 600.1337060 MHz
NUC1 1H
Pl 12.00 usec
PLW1 29.00000000 W
F2 - Processing parameters
ST 65536
SF 600.1300144 MHz
WDW EM
SSB 0
LB 0.30 Hz

( GB 0

PC 1.00
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TZ-17-5' (5.2mg) in CDCI3 // com @30C
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NAME hnin30
EXPNO 9
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170122
Time 22.55
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
TD 65356
SOLVENT CDC13
NS 5200
DS 4
SWH 39062.500 Hz
FIDRES 0.597688 Hz
AQ 0.8365568 sec
RG 193.26
DW 12.800 usec
DE 18.00 usec
TE 303.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl =======:
SFO1 150.9178981 MHz
NUC1 13C
Pl 10.00 usec
PLW1 68.00000000 W
======== CHANNEL f2 =======:
SFO2 600.1324005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 70.00 usec
PLW2 29.00000000 w
PLW12 0.85224003 W
PLW13 0.41760001 W
F2 - Processing parameters
ST 32768
SF 150.9028096 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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TZ-17-5' (5.2mg) in CDCI3 // dgf-cosy

Current Data Parameters
NAME hnin30
)/L EXPNO 5
PROCNO 1
L L. ppm

- e F2 - Acquisition Parameters

o * I Date_ 20170122
[ I Time 15.35
F INSTRUM spect
- PROBHD 5 mm CPPBBO BB
L ‘ 1 5 PULPROG cosygpmfphpp
| - TD 2048
: | SOLVENT CbC13
3: NS 2
I DS 4

o I SWH 5296.610 Hz

- 2.0 FIDRES 2.586236 Hz

- AQ 0.1933312 sec

| RG 56.41

| DW 94.400 usec

| DE 18.00 usec
TE 303.1 K

2.5

e

oLl
1=

0.00007912 sec
2.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
D16 0.00010000 sec
3_0 INO 0.00018880 sec
======== CHANNEL fl ========
SFO1 600.1323334 MHz
- H I NUC1 1H
# ' \ m 3' r P1 12.00 usec
T+ ‘ - 3.5 P2 24.00 usec
: . ! 3 P17 2500.00 usec
o | PLW1 29.00000000 W
PLW10 6.17749977 W
====== GRADIENT CHANNEL =====
4.0 GPNAM[1] SMSQ10.100
GPNAM[2] SMSQ10.100
GPZ1 10.00 %
GPZ2 20.00 %
| Pl6 1000.00 usec
” # ) | 4.5 Fl - Acquisition parameters
—_— TD 256
I SFO1 600.1323 MHz
FIDRES 20.689884 Hz
SW 8.826 ppm
5.0 FnMODE States-TPPI
F2 - Processing parameters
ST 1024
| SF 600.1300199 MHz
3 WDW QSINE
+ L 2 Y 5.5 585 ;
' r LB 0 Hz
F GB 0
PC 1.40
6 0 Fl - Processing parameters
| 9- SI 1024
. MC2 States-TPPI
¢ % I SF 600.1300199 MHz
} N i WDW QSINE
r SSB 2
6.5 LB 0 Hz
GB 0

7.0

7.5

R e N A N A A . e el O, A, ey
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TZ-17-5' (5.2mg) in CDCI3 // noesy
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Current Data Parameters

NAME hnin30
EXPNO 6
PROCNO 1

F2 - Acquisition Parameters
Date_ 20170122

Time 15.56
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG noesygpphpp

TD 2048
SOLVENT CDC13

NS 8

DS 32

SWH 5296.610 Hz
FIDRES 2.586236 Hz
AQ 0.1933312 sec
RG 95.68

DW 94.400 usec
DE 18.00 usec
TE 303.2 K

DO 0.00007912 sec
D1 2.00000000 sec
D8 1.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
D16 0.00010000 sec
INO 0.00018880 sec
======== CHANNEL f1l ========
SFO1 600.1323334 MHz
NUC1 1H

Pl 12.00 usec
P2 24.00 usec
P17 2500.00 usec
PLW1 29.00000000 w
PLW10 6.17749977 W
====== GRADIENT CHANNEL =====
GPNAM[1] SMSQ10.100

GPz1 40.00 %
P16 1000.00 usec
F1 - Acquisition parameters
TD 256

SFO1 600.1323 MHz
FIDRES 20.689884 Hz
SW 8.826 ppm
FnMODE States-TPPI

F2 - Processing parameters

MHz

MHz

ST 1024
SF 600.1300193
WDW QSINE
SSB 2
LB Hz

GB

PC 1.00
Fl - Processing parameters
ST 1024
MC2 States-TPPI
SF 600.1300187
WDW QSINE
SSB 2
LB Hz

GB










