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check CIF/PLATON report

You have not supplied any structure factors. As a result the full set of tests cannot be run.

No syntax errors found. | _CIF dictionary |

Datablock: 12ma23 Oma

Interpreting this feport

Bond precision: C-C =0.0027 A Wavelength=0.71073
Cell: a=14.0891(6) b=12.3368(5) c=14.0775(6)
alpha=90 beta=117.268(1) gamma=90
Temperature: 296 K
Calculated Reported
Volume 2174.96(16) 2174.96(16)
Space group P 21l/c P12l/ic1l
Hall group -P 2ybc -P 2ybc
Moiety formula C22 H30 N4 O4 ?
Sum formula C22 H30 N4 04 C22 H30 N4 04
Mr 414.50 414.50
Dx,g cm-3 1.266 1.266
Z 4 4
Mu (mm-1) 0.088 0.088
FO00 888.0 888.0
FO00’ 888.39
h,k,Imax 18,16,18 18,16,18
Nref 5492 5405
Tmin, Tmax 0.987,0.991 0.984,0.991
Tmin’ 0.984

Correction method= MULTI-SCAN
Data completeness= 0.984 Theta(max)= 28.460
R(reflections)= 0.0482( 3025)

S=1.026 Npar= 276

wR2(reflections)= 0.1413( 5405)

The following ALERTS were generated. Each ALERT has the format
test-name_ALERT alert-type_alert-Ilevel.
Click on the hyperlinks for more details of the test.

“ Alert level C
PLAT230 ALERT 2 QHirshfeld Test Difffor N3 -- C11 .. 59su

PLAT242 ALERT 2 ( Check Low Ueq as Compared to Neighbors for N3
[PCAT242_ALERT 2 _({ Check Low Ueq as Compared to Neighbors for N4



http://www.iucr.org/iucr-top/cif/cif_core/definitions/index.html
http://journals.iucr.org/services/cif/checking/checkcifreport.html
http://journals.iucr.org/services/cif/checking/PLAT230.html
http://journals.iucr.org/services/cif/checking/PLAT242.html
http://journals.iucr.org/services/cif/checking/PLAT242.html
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“ Alert level G

PLATO05 ALERT 5 { No _iucr_refine_instructions_details in CIF .... ?
PLATO07 ALERT 5 { Note: Number of Unrefined D-H Atoms ............ 1

The Model has Chirality at C2  (Verify) .... S
The Model has Chirality at C4  (Verify) .... S
The Model has Chirality at C5  (Verify) .... R
The Model has Chirality at C6  (Verify) .... R
The Model has Chirality at C12  (Verify) .... R
[PLAT793_ALERT 4_Q The Model has Chirality at C17  (Verify) .... R

ALERT | evel A= Most likely a serious problem - resolve or explain

ALERT | evel B = A potentially serious problem, consider carefully

ALERT | evel C=Check. Ensure itis not caused by an omission or oversight
ALERT | evel G= General information/check it is not something unexpected

0w woo

0 ALERT type 1 CIF construction/syntax error, inconsistent or missing data
3 ALERT type 2 Indicator that the structure model may be wrong or deficient
0 ALERT type 3 Indicator that the structure quality may be low

6 ALERT type 4 Improvement, methodology, query or suggestion

2 ALERT type 5 Informative message, check

It is advisable to attempt to resolve as many as possible of the alerts in all categories. Often the
minor alerts point to easily fixed oversights, errors and omissions in your CIF or refinement
strategy, so attention to these fine details can be worthwhile. In order to resolve some of the more
serious problems it may be necessary to carry out additional measurements or structure
refinements. However, the purpose of your study may justify the reported deviations and the more
serious of these should normally be commented upon in the discussion or experimental section of a
paper or in the "special_details" fields of the CIF. checkCIF was carefully designed to identify
outliers and unusual parameters, but every test has its limitations and alerts that are not important
in a particular case may appear. Conversely, the absence of alerts does not guarantee there are no
aspects of the results needing attention. It is up to the individual to critically assess their own
results and, if necessary, seek expert advice.

Publication of your CIF in [UCr journals

A basic structural check has been run on your CIF. These basic checks will be run on all CIFs
submitted for publication in IUCr journalé¢ta Crystallographica, Journal of Applied

Crystallography, Journal of Synchrotron Radiation); however, if you intend to submit fxta
Crystallographica Section C or E, you should make sure that full publication checks are run on the
final version of your CIF prior to submission.

Publication of your CIF in other journals

Please refer to thidotes for Authors of the relevant journal for any special instructions relating to
CIF submission.

PLATON version of 12/03/2012; check.def file version of 10/02/2012


http://journals.iucr.org/services/cif/checking/PLAT005.html
http://journals.iucr.org/services/cif/checking/PLAT007.html
http://journals.iucr.org/services/cif/checking/PLAT793.html
http://journals.iucr.org/services/cif/checking/PLAT793.html
http://journals.iucr.org/services/cif/checking/PLAT793.html
http://journals.iucr.org/services/cif/checking/PLAT793.html
http://journals.iucr.org/services/cif/checking/PLAT793.html
http://journals.iucr.org/services/cif/checking/PLAT793.html
http://journals.iucr.org/services/cif/checking/checkform.html
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Datablock 12ma23_0Oma - ellipsoid plot
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Observed coupling constants of exo and endo IMDA cycloadducts.

3 _ HT: H g
13a Jnn=7.0Hz A ;‘ 13
H
%)y =6.5Hz 3Jpp = 12.0 Hz 33y = 6.5 Hz 3y = 12.0 Hz

Kontnik. R.; Clardy. J. Org.Lett. 2008,710, 4149
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Diol
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HGDDGDDDC’\U\WU\WWNW EXENO 3
ddAdMAMHAHMOO0O00O000 PROCNO 1

F2 = Acquisition Parameters
Date_ 20090930
Time 19.3%

INSTRUM spect
PROBHD S mm PAREC BB-
FULEROG 2g30

0 16331
SOLVENT cDCL

NE 3

Ds ]

SWH 4B07.692 Hz
FIDRES 0.293438 Hz
AQ 1. ?D35860 sec
RG

oW 1o4. 000 usec
DE uses
TE X

Dl 2.00000000 sec
oo 1

Pl 11.70 usec
PL1 .00
JFOL 300.1801012 MHE

FZ - Processing parameters
51 16334

§F 300.1780125 Mz
WOW EM
55B a
LA 0.10 Hz
GB 0
BC 1.00

A

L

Ty e

9 8 7 6 5

4 3 2 1

'H NMR (300 MHz, CDCl,) of Compound 5
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Diol

o V- - [T s v] ~ N
T O NW -~ ~ @mMmoWw Current Data Parameters
vor e T = e e e HAME ramnath 30-09-09
M- Q0w oo o WO EXPNO 4
-~ oW = = NN PROCNO 1
F2 - Acquisition Paramelers
Date_ 20090930
Time 19.3%
INSTRUM spect
5 mm PABBO BB-
PULPROG tgpg30
OH _ _ ™ 32768
= = SOLVENT cocld
= = NS G4
= = o= s
OH SWR 17857.143 Hz
FIDRES 0.544957 Hz
AD 0.9175540 sec
RG 1150
oW 28.000 usec
5 DE £.00 usec
TE 00,0 K
Dl 2.00000000 see
dll 0.03000000 sec
DELTA 1.8399939398 sec
Tl i
£1
HUCL 13¢
Fl 9.85 usec
PL1 .00 dB
SFOL 75.4004982 Muz
-------- CHANNEL 2 ========
CPDPRG2 waltzlb
c2 1H
PCPDZ 30,00 uscc
PL12 17.70 4B
PL13 20.70 dB
PL? 0.00 dB
SFO2 300.1792007 MHz

5T
SF
WDW
558
LB
GB
BC

T T I ’ : ' v
180 160 140 120 100 80 60 40 20  ppm

13C NMR (75 MHz, CDCl;) of Compound 5

F2 - Processing parameters
146384

T75.4738237 MHc
EM
o
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Mono silylation of diol pure
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F2 = Acquisition Parametecs
Date 20121020
Tima 12.24
INSTRIM spect
EROBHD 5 mm PABRO BR-
PULPROG 930
o 16384
SOLVENT cocll
NS 3z
5] [
SWH 4807.692 Hz
FIDRES 0.293438 Hz
AQ 1.7039660 sec
RG 25.4
o 104.000 usae
D& 6.00 usec
TE 300.0 K
bl 2.00000000 sec
OO 1
........ CHAMHEL £l sssssmes
HpCl in
Pl 11.70 uwsedc
PLl 0,00 4B
EFOl 300.1801002 MHz

F2 - Processing parameters
16

24

SF J00.1700134 MHZ
WO EM

358 @

LB 0.10 Hz
=3 [}

2= 1.00

) A__M L_

g

-1 ppm

I S A AR BRI MR

9 8 7 6 6 4 3

'H NMR (300 MHz, CDCl,) of Compound 6
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Mono silylation of diol pure W
B KER
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= oW N e Ate] L= LI e g BN B I TR RS Current Data Paramoters
L. " - . T o® s A s HAME zamnath 20-10-2012
~ - W [selty] o — N W9 OorWw EXPNO 2
M~ =~ o w - = NN PROCHO 1
FZ - Acquisition Parameters
Date 20121020
Time 12.29
INSTRIM spect
L i i I I i Lo PROZHD 5 mm PABEO EB-
PULPRDG 2gpg30
TD 32768
SOLVENT CDCla
HS 100
bs 0
SWH 17857.143 Hz
FIDRES 0,544957 Hz
AQ 0.9175540 sec
BG 203
oW 28.000 nsec
DE 6,00 usec
TE 300.0 K

D1 2.00000000 sec
0.03000000 sec

OTBS 150 1.9999999: sec

[«}) I
meen
B
E-—

mmmmm=m= CHANNEL f] mmmmm===

NUCL 13c
Pl 9.85 usec
PL1 0.00 48
SFOL 75,4804982 MHz
mmmm=se= CHANNEL f2 s=sssss==
CPDPRGZ waltzlé
nHoc2 1H
PCPD2 80,00 usec
PL12 17.70 de
|] PLLI 20.70 dB
FLZ 0.00 4B
sPoR 300.1732007 MHz
F2 - Processing parameters
ST 16384
aF 75.4799204 HHz
WO EM
S5B 1]
LB 2.00 Hz
GB o
PC 1.00

TTTTTTTTT | R | R T | NRAAARAR: T[T T T i RARBARRAR INRARARARLS ARR RS AR RARER RS T T T I ARARARERAS!

140 130 120 110 100 9 8 70 60 50 40 30 20 10 ppm
13C NMR (75 MHz, CDCl,) of Compound 6
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Todo OTBS pure

BRUKER

@MY MY oo Current Data Parameters
ggggﬂgﬁgg:‘?:33%33ru-zgggSsgggggggvﬁmﬁnmum—l\onﬂmww\ﬂ HAME camnath 19-10-2011
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F2 = Acquisition Parameters
Date 20111019
Time 11.14
INSTRIM spect
PROBHD 5 mm PABBO BB~
PULPROG g0
™ 16384
SOLVENT cpCl3
HE 32
oS o
SWH 4807.692 Hz
FIDRES 0.253438 Hz
1.7039860 sec
G 40.3

1—
13823

104,000 usec

& .00 usec
/\/\/\/OTBS o 2.00000000 sec
1

TR0
CHANNEL f1
7 wycL 10
Fl 11.70 usec
PLL 0.00 d&
srol 300. 1801012 HHz

F2 - Processing parametecs
16384

aF 300, 1TRO000 MMz
WOW EM

558 o

LA ©.10 Hz
GB

pe L.00

- o
§ 8 s

R A R R RIS I MR B T T MRS B

9 8 7 6 5 4 3 2 1 0 1 ppm

L I IR R I

'H NMR (300 MHz, CDCl,) of Compound 7
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Iodo OTBS pure m
BL)Z_)R

o™~ O - L= — = (T BT g e = T s e B
- O = o~ - ownwrE-hond Current Data Parameters
P . . R HAME ramnath 19-10-2011
-~ w0 [ — (=] ™S oSO o EXPRO 4
~ ~ =~ o uy - MO PROCHO 1
F2z = hoguisition Parameters
L) | | | ter) ) et i 20111018
A | WA o
INSTROM spect
PROBAD 5 mm PABBO BB-
PULEROG zgpg 30
0 32768
SOLVENT cpell
NS 16
DS o
SWH 17857.143 Hz
FIDRES 0.544957 He
AQ 0.9175540 sec
RG 912
oW 28.000 osec
I - - DE 6.00 usec
P puus TE 300.0 K
: = z ol 2.00000000 sec
- ps = di1 0.03000000 sac
/\/\/\/OTBS DELTA 1.89999998 sec
k] 1
massmsss CHANNEL ]l ==e=====
7 [ 13c
Pl 9,85 usec
FLL G.00 df
SFOL T5. 408040982 MHz
...... m= CHANNEL {2 ===smsss
CPDPRG2 waltzlé
HUCZ 1H
PCPD2 90.00 usec
FLl2 17.70 4B
BL13 20.70 dB
FL2 0.00 dB
sro2 300.1792007 HHe
F2 - Procesaing parameters
51 16384
SF 75.4798206 MHz
WOW EM
558 [
LB 2.00 Hz
GB ]
FC 1.00
- "
bl el b
L A S B A S e s I T | AR  RARRRARAL ) RAARARRRS | ARRARARRY | AR | AR AN RARRRALE T T T 1

L B AR |
140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

13C NMR (75 MHz, CDCl;) of Compound 7
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DPPO_OTBS purified m
BCSQ.)R

Current Data Parameters

HAME ramnach 28-02-2012
EXFNO 3
FROCKO 1

F2 = Requisition Farameters
Date 2012022
Time— 22,53
THSTRIM spact
PROBHD 5 mm PABBO Bi-
PULPROG zg

k34 16384
SCLVENT cocl?

N5 32

D3 a

SWH 4807.692 Hz
FIDRES 0.293438 Hz
AO 1.7039860 sec
R 228

oW 104,000

0=PPh, : i 4% o
- 2z o 2.00000000 sec
00 1
OTBS

smwmmmmm CHANNEL [1 === ———

[ARRNN]
g
-

NuUCl 1H
Pl 11.70 asec
8 pL1 .00 B
SFO1 300.1901012 MHz

F2 - Processing paramaters
16384

5P 300.1780135 MHz
WoW EM
358 o
LB 0.10 Hz
GB L]
BC 1.00

-
(

Ll o WD || -
©| (v Sj r&m 2E2E=2E (2
| @ LY «| 2| |ail@|~|mid|wle] o

[rorTTr T T T LML B | T

9 8 7 6 5 4 3 2 1 0 ppm

'H NMR (300 MHz, CDCl,) of Compound 8
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Diphenylphosphonate OTBS pure

MM OO0
s v s s w . < - M~ r~ o O =
NN~ OO o@o LRI o e 4 e s e e e e == Current Data Parameters
MMM NN - w'w o et N Mool ol N Tl I T aN HRAME ramnath 19-10-2011
e R R e R I I ™~~~ w M SN SNNN OO EXFNO 2
FROCKO 1
F2 - Acquisition Perameters
Date_ 20111019
Time 11,01
INSTROM apect
FROSHD S mm FABBO BBE-
FULPROG 2gpg 30
™ 32768
SOLYENT coell
Rs a3
ns a
SHH 17857.143 Hz
FIDRES 0. 544957 Hz
AQ 0.3175540 sec
BG 1230
O—PPh _ _ ] 28.000 uses
= 2 = = oE 6.00 usec
= = IE 200.0 K
= = D1 2.00000000 sec
OTBS d11 0.03000000 sec
DELTA 1.09939998 aec
TDO 1
8 ........ CHANNEL £l wewsssms
HOC1 13c
EL 9.85 uaec
PL1 .00 48
SFOl T5.4B84982 MHz
........ c [Z ====mem=
CPDPRG2 waltzlé
HUC2 1
FUFDE 20,00 usec
PL1Z 17.70 4B
PL13 20.70 4B
PLZ 0.00 dB
SFu2 300, 1732007 MHz
F& - Processing pacameteis
SL 16384
SF 75.4798331 MHz
WO EM
558 ]
LB 2.00 He
GB ]
34 1.00
v ~ S aimanma s
N I I T T L T I

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

13C NMR (75 MHz, CDCl;) of Compound 8
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Diene OTBS pure

—7.241

9a

aRGRER
(<O

Current Dats Parsmeters
HAME ramnath 06-12-2012
EXPNO 4

N
= E-F=-F---Y-N-F-F-] EBROCHO 1
F2 = Acguisition Parameters

Date, 20121206
i 0.5
apect
PROBHD 5 mm PABBO BB-
POLPROG zg30
™o 18384
SOLVENT coGld
NS 12
DS o
SH 4807.652 Hz
FIDRES 0.293438 H:z
aQ 1.7035060 3ec
R 45.2
il 104.000 usec
DE 5,00 usec
TE J00.0 K
o 200000000 sec
o0 1
CHANNEL £1
wuC1 1R
£l 11.70 wssc
PLL 0.00 B
SFUL 300,1801012 MHz

TZ = Frocessing paramelsis
51 16384

5F 300,1760120 Mir
WD EM
38R o
18 Q.10 HE
GB o
PC 1.00

1 | A | I
8|2 8 S[R(RBINS(3 5[5|S|2
-l -l || |nN|e| | v |G| m | o
ARBARSEEREsssssns o IBan T Baassssaas AR BARSERLEES L  RmaE e S REARS A=

8 7 6

2 1 0 -1 -2  ppm

'H NMR (300 MHz, CDCl,) of Compound 9a
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Diene OTBS pure W
BRUKER

— o ™M
— 0Ny oo ~uwu o - (3] -~ T oOoORMr-NT
T - MU N o — AN A NWY M~
oMo o™ L] + . . = r s = Curzent Data Farameters
™M oM ™~ ~ oo o oW - MmO o~ wmn ?ﬂﬁu ramnath 05-12;2012
- - [ N R B B B B
~ - — -~ - e EROCHD :
F2 - Acquisition Parameters
Date_ 20121206
Time 1.1%
IHSTRUM apect
PROBHD 5 =m PABBO BB-
PULPROG 2gpg3d
T 32768
ESOLVENT cocll
HS 546
Ds 0
SWH 17857.143 Hz
FIDRES 0. 5449937 Hz
AQ 0.9173540 sec
R M2
oW 26.000 usec
DE 6.00 usac
TE 300.0 K
bl 2.00000000 sec
di1l 0.03000000 sec
DELTA 1,89999998 sec
TDO 1
........ CHANNEL f1 me==mmm=s
WuC1 13c
Pl 9.8% usec
PL1 0,00 dB
SPO1 T5. 4BE4982 MHz
ga s=s=mwss CHANNEL [I ==ss====
CPDERGZ waltzlé
HUCZ 18
ecepz 90,00 usec
PL12 17.70 4B
FL13 20.70 dB
PL2 0.00 dB
SFo2 300,1792007 MHz
F2 - Precassing paramatacs
51 16384
5F T5.4738221 MHz
WDW =}
558 Q
LB 2.00 Hz
GB o
BC 1.00
N -
Ak " . P
NPT NS e o " e ity o e y
T T T A LA  AAAMARAAL T T T T T | RARARARAL L T T M B T | ALY LA

170 160 150 140 430 120 110 100 90 80 70 60 S50 40 30 20 10 ppm

13C NMR (75 MHz, CDCl,) of Compound 9a
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Wittig-Horner elimination of triene Precursor, purified

1 N_a sk

o~ F‘-lt"ﬂ ] b-ﬁlﬂl\-q
] bod b i |§|"'|“ A ] b
=i -l iMriewirio

r T T | AR A A ML AL E I I

8 7 6 5 4 3 2

'H NMR (300 MHz, CDCl,) of Compound 9b

Current Data Parameters
HAME ramnath 02-11-2012
EXFHO [3

EROCHO 1

F2 = Acguisition Parameters
Date_ 20121102
Time 20.21
INSTRIM spect
PROBHD S mm PARBO BB=
POLEROG zg3d

T 16384
SOLVENT coCcld

N5 32

D3 o

SWH 4807.6%2 Hz
FIDRES 0,293438 Hz
RO 1.7035860 sac
RG az

o 104.000 usec
DE €.00 usee
TE 300.0 K
118 2.00000000 sac
TDO 1
zaszssen CHANNEL f1 ssssssss
WUl

Pl 11,70 usec
PL1 . dB
5601 300,1801012 MHz

F2 - Procassing parameters
51 4

SF 300, 1TH0LIE MHZ
WDW EM
338 a
LB 0.10 He
GB a
PC 1.00
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'H NMR (300 MHz, CDCl,) of Compound 11b
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13C NMR (75 MHz, CDCl,) of Compound 11b
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'H NMR (300 MHz, CDCl,) of Compound 11c
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'H NMR (300 MHz, CDCl,) of Compound 12a
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)
w E‘)g N O~ NN MM HONOVON AW
®© o m =S QaRYeAngdnaad
o mm -~ M~ W0 NoDOVWNnO~FOFPMNONAO =
™~ — - ~r~r~ MNP O NNNNN A
\\\\\\
\\\\\\ py
LE
o
H> "0 13a
T T I T T T T T N T
200 180 160 140 80 60 40 20 ppm

13C NMR (75 MHz, CDCl;) of Compound 13a

Current Data Parameters
HAME ramnath 23-02-2012
EXPNO 2

PROCND 1

FZ - Acquisition Parameters
Data_ 20120223
Time 17.21
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG z2gpg30

e} 32768
SOLVENT ChC13

NS 190

DS 0

SWH 17857.143 Hz
FIDRES 0.544957 Hz
AQ 0.9175540 sec
RG 406

bW 28.000 usec
DE 6.00 usec
TE 300.0 K
Dl 2.00000000 sec
dl1 0.03000000 sec
DELTA 1.89999998 sec
e 1
=sm===== GHANNEL f] ===sss=s
NUCL 13C

P1 9.85 usec
PL1 0.00

SFOL T5.4884982 MHz
====s=== CHANNEL {2 wewa=sm=
CPDPRGZ waltzl6
HOC2 1H
PCPD2 90.00 usec
PL12 17.70 dB
PL13 20.70 dB
PLZ 0.00 dB
SFPOZ 300.1792007 MHz

F2 - Processing parameters
sI 16384

SF 75.4798203 MHz
WDH EM
88B 0

LB 2.00 Hz
GB 0

BC 1.00


user
打字機文字
29


Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry

This journal is © The Royal Society of Chemistry 2013

Ppm

Py .

—800"1
NOZT'T

Lo

\\“\\

e
O ™
0T <«

mQ

— 000°T

—
)
<
o
A W

30

'H NMR (500 MHz, CDCl,) of Compound 13b


user
打字機文字
30


Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2013

IMDA pure
= DY MmW
Cf S o N O w ORI AN MO AN
. e e e - oW WG uw @ o= O W) MM W
g 0oy e . L T T Current Data Paramgters
2 ™ o —-r-w ™NADLOWLA-NNASWM Iamnath 12=-11-2012
Lon B B M| ~r~r- WW=== MMy NN EXPRO k}
FROCHO 1
F2 - Acquisition Parameters
Date_ 20121112
Time 0.16
INSTROM spact
FRDEHD 5 mm PABBQ BB-
FOLFROG gpga0
0 32768
SOLVENT CDCla
NS 10000
oS o
SWH 17857.143 Hz
FIDRES 0.544957 Hz
AQ 0. 9175540 sec
BG 1030
oW 28.000 usec
oE 6. 00 uzec
TE 300.0 K
bl 2.00000000 sec
. dil 0.03000000 sec
\\\\ DELTA 1.89999998 sac
[\ THO 1

wesmm=== CHANNEL f]l ssssssss
i an | 13c

\\\ = Fl .85 usec
AN\ ] PL1 0.00 dB
= = - SFO1 75.4884982 MHz
H msmmmsss CHANNEL 2 sssmmsa=
CHO - CROFRGE waltzl€
NUCEZ 1H
PCPD2 §0.00 usec
PL1Z 17,70 4B
1. h PL13 20.70 db
o PL2 0.00 dB
EFOZ 300,1792007 MHz

F? = Processing parametars
16384

SF 75,4798189 MHz
L B

$5B o

LB 2.00 Hz
GB 1]

124 1.00

T T I r I T T ' [ T I T T ! I ' 1
200 180 160 140 120 100 80 60 40 20 ppm
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Endo, IMDA, 2,4DNP, pure m
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'H NMR (300 MHz, CDCl;) of Compound 15
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Endo, IMDA, 2,4DNP, pure ‘I IES :,

= W RO~ N 3
™ O W mMma - W oo @ WMoV Yr- oMo
- e e e e e s . - O W = =@ WS MW o o s ™
w v Mmoo mMm W T currentmta?arm:eumm
[Ty} T MMM NNy - [l DE-OMOoOr-oOOW NS HAME ramnath 28-02-:
— — oA e - ~r Lol R G N W R R :XPNOO f
F2 - Acquisition Parameters
Date, 20120229
Time ™ 0.08
IRSTRUM apect
PROBHD 5 mm PABBO BE-
PULPROG 2qpg30
™ 3z27¢8
SOLVENT cpell
NS 8000
oS 0
SWH 17857.143 Hz
FIDRES 0.544957 Hz
RAD 0.9175540 sec
\ RG 362
W bW 28,000 usec
DE 6.00 usec
TE 300.0 K
[} 200000000 sec
\ d11 0.03000000 sec
\\\\ = DELTA 1.89999998 sec
A > - 7 00 1
H Py H = smmssz=s CHANNEL [l ssssss==
py = HUCL 13
// Pl 9,85 usec
O N N_N PLL 0.00 dB
2 sE01 75.4884982 MHz
£2
1 5 CFDFRGZ waltzlé
WUCZ 1H
Nn FCPD2 90.00 vaec
~2 PL1Z 17.70 aB
PLL3 20.70 dB
FLZ 0.00 d8
SFO2 300.1792007 MHz

FZ - Procesaing parametecs
3 4 16384

SF 754798206 MHz
WD EM

ssB a

LB Z.00 Hz
GB 0

1= 1.00

T T T T T T T ! i I

I
120 100 80 60 40 20 ppm
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ba-CHO_NODEZ2.235

Pulse Sequence: NOESY1D CZ-CH3
C3-CH,
C1-H
(H H |
2 = 2 =
T T
R ‘\\\\\‘\\\\ C2- H
:j H . |
2 =
T
| i J._._
I T T T T T T L e L A | T | I
10 9 8 7 6 5 ] 3 2 1 ppm

NOE of 13a
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ba-CHO_NOEZ.507

Pulse Sequence: NOESY1D
C4a-CH,
P | e R L NPTV DT PR " " N T T I. Y PR
Pearh S—" . — v e e TR S E NS okt *11-‘151 Y Y
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. L . S | N
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10 9 8 7 3 5 4 3 2 1

NOE of13a
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ba-CHO_NOED.856

Pulse Sequence: NOESY1D

C4a-CH,

10 9 8 7 6 5

NOE of13a
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C4a-CH,
C1-CHO :
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NOE of13b
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Pulse Sequence; NDESYLD

e

NOE ofl4a
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ba-wer_NOED.SES
Pulse Sequencé: NOESYLD

Al ey i sl

C9-H

C4a-CH,

NOE ofl4a
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ba-wer _NOEZ.921

Pulse Sequence: NOESY1D Im
-~ r ¥
5 G 3
o] o
C1-H
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T T T L — T T 7 T T | L
9 8 7 B 5 4 3 2 1 0 ppm

NOE ofl4a
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ba-wer_NOEZ B35
Pulse Sequence: NOESY1D

1

C2-H

)

NOE ofl4a
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ba-wer_NOE1.107

C3-CH,
Pulse Sequence: NOESY1D

C2-H

Ci-H

‘\‘\‘\\\

Z
\
Oo—= T

C2-CH,

NOE ofl4a
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selective NOESY at 2.69ppm - C8-CH,
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NOE ofl4c
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selective NOESY at 0.B84ppm
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NOE ofl14c
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