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*** Current Daia Parameiers ***

NAME GRPIRM~A
EXPNG . Y
FPROCKNO . 1

¥ Aequisition Paramefers *<*

DATE ¢« 21.5G:38
DATE d Aug 24 2009

DS : 2
LOCNUC . 24

NS 16

af 1853.67 Hz
o2 : 1853.67 liz
RG * 1140000000
SFO 300 1718537 MH:
SOLVENT DMSO

S 20.5644 ppen
T : 12768

1A : nuz K

*** Processing Pargineters ***

L .30 M=
PC . 1.00

SF 300.1700000 MH:
Si 16384

=** (I} NMR Plot Parameters ***

SR -0.00 Hz
SOLVENT - ?

Co><)
BRUKER

Current Data Parameters
RAME

10i208-z1n
LXPNO
PROCKO 1
F2 - Acguisition Paramoters
RDate 20101208
Time 6.07
THSTRUM dprl
PROBRD 5 mm QNP 1H/13
PULPRGG 2gpgl0
™ 65536
SOLVERT CHEO
NS 1624
s 2
SHit 23809,523 ¥z
EIDRES 0.363304 Mz
AQ 1.3762061 sec
Jilc] 16384
] 21,080 usec
D& 35,00 usec
T 283.6 K
21 2.00080000 sec
dil 0.03000000 sec
DELTA 1.888855%88 sac
TG 1
mewmmmes SHANNEL {1 sammomos
HUCY 13C
Pl 7.50 usec
PL1 ~3.00 dp
5701 T5.4873084 HHz
ssemmnax CHANHEDL £2 =mesaswcss
CPRPRG2 waltzlé
nyc2 1
PCPDZ i05.00 usec
PLE -3.00 4B
PLIZ 1%.34 B
PL:3 23.60 dB
SF02 300,1715008 MBEz

F2 ~ Processing paramelgrs
1 32768

75.4778155 MHz

ol
1.40 Hz
1l.40
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COMPOUND 4

] '
2 R’: ;g g ”m o T 8y ™~
~ o e § § § § 5\ €= Current Datg Paramgters ***
= = PN N - i
Q‘-f E; J NAME : ORPIRM~o
T } EXPNO 10
PROCNO - !
¢ dequisition Parameters 47
DATE 2 21:30:38
DATE d  © Aug 24 2009
T bl !
> =1 ., DS : 2
,.DN"\(,,E] 1 l{f“/’*w:z-; LOCNUC 21
T NS : 16
oI : 1853.67 H:
02 : 1853.67 Hz
RG 140000000
SFo! s 300 1718537 Milz
SOLVENT DMSO
hig N 20.56#44 ppm
™ : 32768
TE ' nz kK
*4® Processing Parameters =**
LB .20 H:
PC : 1.60
SF © 3001700000 MHz
5! : 16384
*42 10 NMR Plot Paramerers ***
SR . -0.00 H:z
SOLVENT - ?
,J L L N J LW v {1_ "L___._}J J .___JL
b=) h2d m bl
g é’} g |2
-~ - Ll ~
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28 e 1.0 20 8.0 70 20 20
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Supervisor Kumarbisisatinb COMPOUND 4

#

B ORER
(<O

Current DPata Paramelers

HAME 1031208«zrn
LXEND 2%
PROCHO 1

Fi - Acquisition Farameters
Pate_ 20101209
Time 6.07
THETRUK dpxrl
PROBHD 5 mm QNP 1H/13
FULPRCG zgpgil

T 65536
SOLVENT EB50

Hs 024

2] 2

SHH 23809.523 Hz
FIDRES 0.363304 Hz
AQ 1.3763061 sec
RG 16384

2] 21.000 usec
nE 25.00 usec
TE 293.6 K
0l 2.000000C00 sec
dil 0.03000000 scc
DELTR 1.89999590 sec
TDO 1

mremza CHAMNEL £] semmemsns

KUCL 13C

21 T.50 uaec
£11 =3,00 dg
5EQL 753.4873099 WHz
wascacazs CHAHNHEL £2 sssseoms
CPDPRGZ walrzié

HUG2 ht

PCPD2 105,00 ugec
PL2 -3.00 JD
PL12 17.34 dB
PFLL3 23.60 4B
SFO2 300.1715008 MHz

Wi S2 - Processing parameters
51 32768

1

T 1 T T T
280 240 220 200 180 180 140

120

AETTSE 75.4778155 MHz
W BH
558 0
18 1.80 Hz
: —cb 0
BC 1.40



COMPOUND 5
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Supervisor Kumarbisisatind A a1
Fa 4
; 3
COMPOUND 5 Ak BRUKER
| |
Current Data Parameters
NAME 101208-zrn
EXENG 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20101209
Time 4.46
INSTRUM dpxl
PROBHD 5 mm QNP 1H/13
PULPROG 2gpg30
TD 65536
SCLVENT DMSO
N 1024
DS 2
SWH 23809.523 Hz
FIDRES 0.363304 Hz
AQ 1.3763061 sec
RG 14596.5
bW 21.000 usec
DE 25.00 usec
TE 293.6 K
D1 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO i
s==ss=== CHANNEL fl ====sw==
NUCl 13C
Pl 7.50 usec
PL1 -3.00 dB
SFO1 75.4873094 MHz
mmwam=n= CHANNEL f2 scaszsos=
CPDPRG2 waltzl6
nuc2 1H
PCPD2 105.00 usec
PL2 -3.00 dB
PL12 17.34 dB
PL13 23.60 dB
- SFO2 300.1715008 MHz
! R R L 1 Lk
L | i : H F2 - Processing parameters
i | I 1idi bt ok il 11 f ot o 51 32768
J i J ! i SF 75.4778155 MHz
WDW EM
SSB a
LB 1.00 Hz
T T T T T T T T T T T T T T T T ;3 0 §oi
260 240 220 200 180 160 140 120 100 80 60 40 20 0 ppm



COMPOUND 6
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Supervisor Kumaracyl-bisisatind COMPOUND 6

WRME
EXPHO
FROCHD

pate_
Time
INSTRUM
EROBHD
PULPROG

15
SOLVENRT

CPDERG2

i LicES
SF
WDW
553
LB

; T T 1
260 240 220 200 180 160 440 420 100 80 60 40 20 0

*** Curremt Data Parameters ***

NAME 09PYBK~L
EXPNO 40
PROCNG !

=*= Acquisition Paramglery ***

DATE ¢ 0§25 1
DATE d Sep 01 2009

Ds : 2
LOCNUC - 2H

NS : 16

ol . 183367 Hz
o2 : 185367 Hz
RG o 645.0999756
SFO! : 300718537 M-
SOLVENT : DM50

S 20.5644 ppm
™ 32768

TE Jq2 K

*=* Processing Parameters ***

L8 : 030 H:
PC : 108

SF o N0ITR008 Mikz
81 h 16384

41D NMR Plot Parameters ***

SR : 000 fhz
SOLVENT z

BRUKER

Current Data Parameteras

101208~2rn
31
1

F2 - Acguisition Parameters
2010120

7.29

dprl
5 mm QNP LH/13

zgpg3d
£5536
DHSO
1024

2
23805,523 Kz
0.363304 ¥z
1.3763061 sec
16384
21,000 usec
25.00 usec
293.6 K
2.00000000 sec
0.03000000 sec
1. 09959998 sec
1

== CHANNEL £l s==auen=

13c
7.50 usec
-3.00 dB
75.4873094 HHz

suanuxss CHAHHNERL £3 wesosoms

waltzié
il
105.00 usec
~3.00 dB
17.34 dB
23.60 4B
300.1715008 MHe

P2 ~ Processing parameters
32768

15.4778155 M=
EM

1.00 Hz

1.oa0
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COMPOUND 7
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*4* Current Data Parameters ***

N4ME 090512~1
EXPNG 26
FROCNG !

¥ dequisition Paramelory ¥+~

DATE ¢ 01.26:58
DATE 4 Jun 12 2409

DS ; F:
LOCNUC 2]

NS 16

07 185367 He
02 185367 My
"G 406.3999939
SFO! 300.4718537 Mite
SOLVENT DMSO

s 20,3644 ppm
™ 22768

TE W82 K

*** Processing Parameters ***

LB @30 i
PC 1o

SF 300.1700008 AfH:z
St 16384

¥ 1D NMR Plet Paramaters ¥**

SR -0.60 Hz
SOLVENT ?

24 Current Data Parameters ©**

NAME 090612~
EXPNO 2
FPROCNG - i

*** dequisition Poromelers *5%

DATE ¢ 032511
DATE d Jun 12 2068

ns : 2
LOCNUC 2ir

NS 2048

ol 9532.38 H:
o2 150083 Hz
RCG - 16384.0000000
SEor 754873094 MKz
SOLIVENT DSO

S 3154109 pprm
1w 63330

TE 2981 K

**% Processing Paramelers ***

Le 700 H:
rC 140

SF 734778147 MHz
81 12748

1D NMR Plot Paramaters *%*

SR 3774 He
SOLVENT - ?



Supervisor Kumar

acyl-bisisating
[H DMSO FiMzrn 12 COMPOUND 8
=Rt Gy pe O b D N n ™ bR o &0 T Oy Oy Py
Ny 1A NS DI I el o~ D= O b T O S N
SR HRRERR = K ERESER NxE8s ==+ Cogrenr Date Parapieters ***
oo m&xx b ~ ARSI TeeEs NAME 4GV~
; N Slelyerss
N 5~ | N h'e EXPND 4
PROCNO !
Y4 deguisition Paramelers ¥4
DATE ¢ 13:30:26
DATE & Sep 05 2009
DS 4
LOCNUC 2H
NS 16
ol 1853.67 Hz
oz 00 Hz
RG 262 0000000
SFQ s 30D I3IB53T MH:
SOLVENT DMSG
S 203671 ppm
Fy) 32768
TE 2980 K
*** Processing Paresiolers ***
LB 230 H:
P 1.06
SE 3001300071 MHz
87 65536
so* D NMR Plot Parameters ***
v S : ENEN:
L SOLVENT - ?
I L.. L NAN 1
Folg als R
08 8 8
n Peif e ~
e e T e o ST R e e B LA St g g 2 G aa m e T
8.5 &0 7.5 FA 65 69 A5 b 435 40 33 3.4 235 20 B3 1o
{pp)
LRI
Supervisor Kumaracyl-bisisatinb Ppys COMPOUND 8 M
i
L e ( ><)
l [ E
Current Bata Paramecters
HAME 101298~z
EXeHO
PROCHC 1
F2 - Acquisition Parametexs
Date_ 20101208
Time 7.29
INSTRUM dpxi
PROBHE 5 mm QWP 1H/12
PULPROG 24pg30
D 65536
SOLVENT BHS0
us 1024
%] 2
SUH 23809,523 iz
FIDRES 0.363304 Hz
RO 1.3763061 sec
RG 16384
] 21.000 usec
DE 2%.90 usec
TE 293.6 K
ol 2.00030000 sec
dll 0.03000000 sec
DELTA 1.8999909¢ sec
TG L
wememmsa CHARHEL ] sss==ses
nuer 13C
Pl 7.50 usec
PL] -3.00 dB
SECL 75.4873094 MHz
anssmsan CHANHEL (2 s=m=sm=a
CPDPRG2 waltzlé
t ez 1H
: FCPD2 105.00 usec
: PL2 -3.00 <B
H PL12 17.39 dB
FL13 23.60 d8
¢ SFO2 300.1715608 MHz
i iy Ll likrz ~ Processing parameters
. Phs1 768
i ITTRE SE 75,4770155 Muz
HOW £
858 Q
LB 1.00 Hr
T T 1 T T T T T T 1 T T ;g 0 1.40
4
260 240 220 200 180 180 140 120 160 B8O 60 40 20 0 ppm
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COMPOUND 9 = 28 33T %D nom ox
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*** Current Dala Paramelers "**

NAME U2UNVE-H
EXPNO 24
PROCNG !

¥ dequisition Parameters ***

DATE ¢t a7:13.25

DATE o Jul 21 2009

Ds 2
LOCNUC 2ff

NS 16

ol 1853 67 H:
02 1853 67 K=
RG © HIA9.A0G6244
SFO} 3001718537 MH:z
SOLVENT o3

S 20,5644 ppan
D 32768

TE 002 K

4% Progessing Faremelers *+%
4

1B 0.38 Hs
re 100

S5F 001760257 MH:
5t 16384

*e¥ {1 NAR Plot Parameters =+

SR : 25.09 H:
SOLVENT ?

*9*¢ Current Data Paramaters *=*

NAME N2UNTE-1T
EXPNG 24
PROCNG 1

o+ dequisition Porameters ***

DATE 1 09:17:41
DATE d Juf 21 2009

ns 2
LOCNUC 2H

NS 2048

o! 953238 H:
o2 150085 H:
RG 103846000066
SFQM 754873094 MH:
SOLVENT CRCt3

Siy : 215.4100 ppm
m : 65836

7E : 3002 K

*¥% Processing Parameters ¥4*

[2:4 100 -
PO : {40

SF FS4FTTII0MH:
St 32768

*4¢ (D) NMR Plor Pavamelers 4%

SR -0.60 iz
SOLVENT ?



Supervisor KumarMeCH+bisisatins

COMPOUND 11

«
¢ T8 Bagess g SRR BRUKER
2 &3 PPN - AR
Voo f IV i g
EXPHQ 20
PROCHO 1
Date 20091109
Time 16.08
INSTRUM dpt
PRCEBHD 5 mm QNP IH/13
PULFROG zg
T 32768
SOLVENT £Dei3
us ig
s 2z
SWH 6172.0839 Hz
FIDRES 0.183380 Hz
fite] 26342580 poge
RG 645.1
oW 81.000 uzec
be 12,00 unec
TE 298.2 K
238 3.50000000 sec
T™he 1
munnnen CHANKEL £1 sszscowes
NUCl it
Pl 10.1¢ usec
PLY -3.00 a5
SFOL 300.1718537 MHz
81 655
SF 300.1700318 HHz
HBW M
58B ]
1B Q.30 Hz
GB ]
PC 1.00
fk [
L i T YOV B
| T T 3 LR | T T 7 T T
11 10 9 8 7 4 3 2 1 0 ppm
i ,
s I ? g b
o : wlSled I Pr =

Supervisecr KumarMeCH+bisisatins

<

1

COMPOUND 11

BRUKER

HAME 090921 -z7n
BXPHD 21
PROCHO 1
Date_ 20091109
Time 18.06
INSTRUN dpxl
BROAHD S mm QEE 1H/13
PULFROG 2gpg30

™ 65536
SOLVENT CDeLY

s Z0449

o5 2

SWH 23B0%.523 Hz
FIDRES 0,263304 Hz

te] 1.3783061 sec
RG 16384

oW 21.000 usec
DE 25,00 usec
TE 298.2 ¥

228 2.00000000 sec
dil 2.43000008 aec
DELTH 1.89989928 mec
DO 1
mra=znans CHANNEL £l sapamzoun
HOCL 11c

izl 7,50 useg
PL1 ~3.00 di
SFQ1 75.4873094 MiEx
swsmasas CHANNEL £2 sancswes
CPDPRG2 waltzlg
Hcz 1H
PCED2 105.400 usec
PL2 -3.00 d3
Pulz 17.34 4B
PL13 23.60 4B
5702 300.1715008 MHz
ST 32768

SF 75.477777¢ MH:
WO EM

S5B [+]
[ i1z 1.00 Hz
| L8 [}

PC 1.40

1 T T
180 160 140

1
120

T
100

80

60 40 20

ppm



Supervisor Kumar
EtOQfF+bisisatin §
JHCDCI Fl\zm 20

COMPOUND 12
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Supervisor Kumar
EQH +bisisatin 5 COMPOUND 12
13CEH} CDCH Fiorn 20
- — (=3 = By
g ¥ E g 2388 SRRE & 2 82 &%
bl Mmoo ) ™~ A b TUNR Ing o "“‘\% o
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4> Curvent Data Parameters 7=

NAME ; (YFIPZ~5
EXPNO 5
PROCNC i

*¥* dcguisition Paramafers ¥4

DAYEL - 09:06:26
DATE & : Nov 06 2000

DS - 0
LOCNUC 2H

NS . 1

1} . 210091 Hy
[#)] 0.00 Hz
RG 287.3999039
SFO! L300 1321009 MHz
SOLVENT . ChCi3

S 129752 ppm
i 12768

TE ; 2980 K

¥ Processing Paramelors ¥**

LB 0.30 Kz
rc 1.60

SF 300.1300077 MHz
St : 65536

4% 1D NMR Plot Parameters ¥*¢

SR : 74 R:
SOLVENT ?

%X
i

*** Current Date Parameaters % **

NAME OYFPZ-5
EXPNO [
PROCNO !

“ue dequisition Parameiers ¥+

DATE a1.55:33
DATE d . Nev(d 2607

Ds§ . 1]
LOCNIC 2H

NS : 2048

! : 734677 He
;2 . 1500.83 Iz
RG : 18390.4003906
SFol S 734752058 Mifz
SOLVENT CDCI}

s : 199.5388 ppm
T : 32768

TE . 2079 K

“** Procesying Parameters ***

LB . 100 Hz
PC 1.40

5F L PS46TTES Mik
51 31758

e JD NMR Plot Parameters ***

3R . 2846 Hz
SCGLVENT ?



Supervisor Kumar
NH3+bisisatind
1H DMSO F:\\zrn §

COMPOUND 13
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325853888 5§ R 39583
e N NN S LT SR K Ea ]
R TR
2
'
H ity
= b
H\/
X Y
5 (S, __'JL S JT—J A 3
: 2 HE g (3
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Supervisor Kumar
NH3+bisisatind
13C{1H} DMSO F:\\ zrn 9 COMPOUND 1 3
o s
g 2g S85E 8% 322 &
" e I8%s S5 253 2
o o SE¥~ woi RESINE
) sl MMM NN S o=
= == SRS A FFER &
i Sl I o
i EH R N B S s A e N A My LA TR RS A L TR A A e e G B B e e Sk i e ) i P e
240 220 200 180 i60 140 120 100 80 60 40 20

%% Current Data Parameters ***

NAME 0G8AGH~1
EXPNO 4 4
PROCNO . 1

** Acquisition Parameters ***
DATE 12:44:46
DATE d Aug 31 2009

DS 4
LOCNUC 2H

NS 16

ol 1853.67 Hz
o2 0.00 Hz
RG 3620000000
Srol © 3001318537 MHz
SOLVENT DMSQ

s 20.5671 ppm
™ 32768

TE 298.0 K

*** Processing Parameters ***

LB 0.30 Hz
e 1.00

SF 3001300071 MH:
SI 63536

**4 1D NMR Plot Parameters ***

SR £ 7.14 Hz
SOLVENT : 7

*** Current Data Parameters ***

NAME 0G8AGH~1
EXPNO 3
PROCNO  : !

*** Acquisition Parameters ***

DATE_( 13:50:17
DATE_d Aug 31 2009

0
LOCNUC 2H
NS 1024
o1 9810.80 Hz
02 : 1500.85 Hz
RG © 163840000000
SFOI 754775298 MHz
SOLVENT : DMSO
sW 259.7838 ppm
™D 65536
TE 2980 K

*** Processing Parameters ***

LB 100 Hz
PC 146

SF 754677485 MHz
81 65536

**+ |D NMR Plot Parameters ***

SR 5 29.46 Hz
SOLVENT : ?



Supervisar Kumar
NH3+bisisatin 5
IH DMSO F:\zrn 19

COMPOUND 14

83524
83186
8.3100
§.0802
8.0497
79278
AL
7.9022
i~ 7.8809
— 78717

.

}

=

M

A

C

40451
39943
— 13162
e 2 8002
= 2 4792

Wil

19638

o

_g - )
Mmoo e = ™~
g IR 2;] =
£ R =
— ] == == bl
16 15 9 8 7 g2
Supervizar Kumar
NH3+bisisatin 5 COMPOUND 14
13C{1H} DMSO F:v2m 19
WS Sy ™~y =3 o
e ] =1 - ™~ -~ P e e L i B - R ]
NS
SR RE ¥ 88 ¥ I = CSTIRITERRE T4
338s 9 S8 § o o AESSIEZ o
2 Eon X o8 oo 2 IERT|R/F/RNT I
i I E i [
R N % Al

'
I
¢

A e s i -s---/ﬁ"gun.

U RN T R R

40

4!37

v&s Current Data Parameters ***

NAME
EXPNO
PROCNG

FYF2PE~S
2
!

¥ Jequisition Paramelers *%*

DATE £
DATE d
s
LOCNUC
NS

o1

0z

G

SFO!
SOLVENT
s

)

TE

21:10:57
Nov 05 2009
0
2H
16
210091 Hz
0.90 Hz
143.6999968
3001321005 MHz
DMSC
19.9752 ppw
32768
083 K

**4 Processing Parameters ¥¥¥

iB
rC
&F
Sf

0.30 H
100
300.1300071 MH:
65536

*** 10 NMR Plot Parametors *4*

SR

SOLVENT -

714 H:z
?

#*= Current Duta Parameters *+¢

NAME
EXPNG
FROCNO

e

DATE ¢
DATE_d
s
LOCNUC
NS

o!

o2

RG

SFOI
SOLVENT
s

Fio)

TE

OYF2P2-5
3
!

Acguisition Parumeters T**

22.00.24

Nov 0F 2009

f

H

2048
754677 Hz
1500.85 Hz

- 163840000000

754732658 MHz
DAMSO
199.5388 ppai
12768
2976 K

*** Processing Parameters ***

Le
PC
SF
M

100 Hz
140
754677485 MH:
32768

e 1D NAMR Plot Parameters ***

SR

SOLVENT :

2846 Hz
?



Supervisor Kumarbutylomine + bisisatind COMPOUND 15

g
= el R =T, BN SR 1 s S b Bd e i BN R B W L RS TR Y
= fa i Bl e 05 OF D i e el s Sl B B i R
g T«?S‘Sﬁr‘::aﬁa Ema 3 RR%%%X‘Q&%&E%%% > Currenn Data Parameiers ***
T L L R N S N e o oy LI DR TACEURUE U N i P e
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*** dcquisition Paramelers ***
DATE T - 10:41:04
. . DATE d  © Aug 27 2009
NN NN NP N DS : 2
) =-‘f‘1;)1 :B o d ™ LOCNUE 28
~ TR e p
g o E 1853.67 H:
o2 . 1853.67 H:
RG 5747000422
SFor JO0.I718537 MH:
SOLVENT : R
SH : 20 5644 ppn
w : 32748
TE . 3002 K
*0* Processing Parameters ***
LB : 038 H:
rC . 1.00
SF C3N 6032 Mz
St : 16384
¥+ 1 NMR Plot Parameters ***
SR : 3208 #H:
SOLVENT - 2
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*2* dequisition Parameters ***

DATE L 12:39:22
DATE d  :  Aug 27 2009

DS : 2
LOCNUC - 20

NS : 2048

ol : 953238 Hz
o2 : 1500.85 1z
RG 163846000000
SFor - 75.4873094 MHz
SOLVENT cociy

S N 3154109 ppm
il . 65536

TE : 002K

*** Progessing Paramelers ***

LB : 1.00 Hr
PC : 140

SF : 254777770 MHz
S : 32748

A4+ 10D NMR Plot Paramefers *+*

SR : ~0.00 Hz
SOLVENT . 2

i
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(opny)
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*** Current Data Paramaters ***

NAME
EXPNG
PROCNO

GXTMCT-3
!
i

*** Arguisition Paromelers ™*

DATE 4
DATE d
DS
LOCNEC
NS

Gl

[¢74

RG
SFOI

SOLVENT

Sh
o
TE

010803
Qct 37 2069
2
2H
6
20100.91 He
0400 Hz
143.6992069
300.1321000 Mifz
coCi
99752 pom
22748
2079 K

**= Processing Paramalers ¥4

La
PC
SF
ki

630 2
100
001300071 Mz
65836

1D NMR Plol Parameters *4*
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*4* Current Data Parameters ***

NAME
EXPNO
PROCNO

OXTMCT=3
2

I

* ¥ Acquisifion Paramefers %%

DATE_t
DATE_d
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LOCNUC
NS

0/

02

RG

SFO!

SOLVENT

S
o
TE

G2:30:13

QOct 27 2008

G

2H

2048
7340.77 Hz
150085 He

: 16384.0000000

754752638 MH:z
cDci3
199.5388 ppm
32768
2976 K

Y4+ Processing Parameters ***

LB
PC
SF
S

100 Hr
140
75 4677485 MHz
32768

*2 1D NME Plot Davameters *¥**

SR

SOLVENT -

29,46 Hz
?
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T OCDLUUTELY RN D) NAME OEESI4-0
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*4= dequisitlon Parameiers ©**
DATE ¢ 23020
DATE 4 Jul 18 2009
ns : 2
S LOCNUC 21
. g Ay : 16
al 1853.67 He
a2 1833.67 If=
RG o 2031999969
SFoi : 3001718537 MH:
SOLVENT - [oialark)
S : 20.5644 ppm
D : 32768
TE . o0 K

4+ Drocessing Paramelers ***

B : 8,30 H:
rc : E

SF o 3001700223 MHz
& : 16384

**4 10 NMR Piot Parameters ¥**
SR : 2230 Hr

J SOLVENT ?
M’L |
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Supzrvisor Kumarbisisatind + piperidine 13C COMPOUND 17
= Py cm"g?r?‘% S A vyt LS L s e
] 2R aRsEd B3 3 RER aAENA
g 83 Sno S o2 g G *** Current Daja Paramieters ***
= = —— et [N ST AN VAME OEES1~0
aveRHG . Py R .
l I ‘\LDHI H| S: I {H fﬁé"‘t_J EXPNO . il
FROCNO !

“*t dequisition Poroamtetors ***

DATE; . 003042
DATE & . Jui 192009

DS ; 2
LOCNUC 24

NS ; 2048

ol ; 933238 H:
oz : 150083 Iz
RG : 16384 0000000
SFot : 75.4873094 MH:
SOLVENT CDCi3

3 : 3154109 ppm
™ : 65536

TE : onz K

*44 Processing Parameters ***

LB : 1.60 H:z
PC 140

SF : 54777770 Mz
87 - 32768

©** 11 NMR Plot Parameters *%*

Sk : -0.00 H:
SOLVENT : ?
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N
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(rem)
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*** Current Dara Parameters ***

NAME : 023MO8-T
EXPNG 1
PROCNG !

*** Acguisition Parameters ***

DATE ¢ 00:4:4:36
DATE d Oct 29 2062

2y . [
LOCNUC 21

NS i

ol 210091 Hz
02 006 Hz
RG : 3700000060
SFOI o 3007321009 A
SOLVENT cDCn

W 19.9752 ppm
™ . 32768

TE 2979 K

“** Processing Parameters ***
2

LB : Q36 H:
PC : 1.06

SF ©300.1300071 Mitz
St 63336

3% 1D NMR Plot Paraingters ***

SR 7i4 Iz
SOLVENT ?

*** Curremt Data Parameters **+

NAME : OZIMOS-T
EXPNO 5
PROCNG . !

**3 dcquisition Parameiers ***

DATE_t . 02:33:52
DATE o Oct 29 2069

DS ' [
LOCNUC . 28

NS : 2048

o T 7346.77 Hz
[£74 . 1500.85 1z
RG o 1§390.4003006
SFO! ; 734752058 MHz
SOLVENT - coet?

S . 199.3388 ppm
ha) : 32768

TE : 20786 K

*** Processing Parameiers ***

LB 100 iz
PC - 140

S 754677485 MHz
s7 - 12768

“** 1D NMR Plet Parameters ¥**

SR : 29.46 Hz
SOLVENT - ?



Supervisor Kumarbisisetiv 4+ gly
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*** Current Data Parameters “**

NAME
EXPNO
PROCNO

Ofrewd~i
40
!

*** deguisition Porametors ***

DATE ¢
DATE d
ns
LOCNUC
NS

o

o2

RG

SFoI :
SOLVENT
St

I

TE

22:11:59
Jhud 12 2009
2
2H
16
1853.67 Hz
1333.67 I
203.1999969
300.1718537 MH:=
DMS0
203644 ppm
32768
2992 K

“** Processing Paramelers ***

LB
rC
S
St

230 H:z
100
3001700000 Mifz
16384

*oe 10 NMR Plor Parometers 44

SR
SOLVENT

000 1z

7

R
~H

4% Current Data Parmmeters ***

NAME
EXPNQ
PROCNQ

JOFPIVX
10
!

*** Acquisition Parameters ***

DATE ¢
DATE d
DS
LOCNUC
NS

ol

oz

RG

SFOI

SOLVENT

S
W
TE

22.30:25
Jul 13 2009
2
2H
16
183367 H:
1833.67 He
§12.0000000
300 1718537 Mif:
cocly
20.5644 ppm
32768
2092 K

=¥ Processing Paramerers ***

LB
PC
SF
Sr

4.30 Mz
1.00
3001700245 Mifr
16384

*+% 1D MMR Plot Paraneters ***

Sk

SOLVENT

24352 B
?



COMPOUND 22
Supervisor RKumarleutbisisating
oo gL st

C><)
BRUKER

i v Cuzzent Data Parameters
HAME Q%8116-2rn

TRPNO 21
FROCHO H

72 - Acguisition Paramcters
Bate_ 20080117
Tame 4.1%
FUSTRUM dprl
PROBHD 5 mm QNP 1H/33
PULFROG 24p430

™ 85536
SOLVENT cpl3

ns 20438

DS 2

SUH 23009.523 Kz
FIDRES 0.363304 Hz
AQ 1.3762061 sec
RG 16383

o2 21.000 usnee
0E 25.40 wsec
TE 30,2 X
0l 2.0C0800006 sec
gl 0, 030000608 sec
FELTR 1.89899%%6 seo
THD L

=em CHRNNEL f1 =
13¢C
7.50 usec
=-3.¢3 4B
754873094 Wbz

1H
105,00 usec
~3.00 d8
17.60 dB
23.60 dB
300.1715008 MKz

F2 - Processing parameierns

I | ; J - T T J T ; i 75 47333?3 itz
200 180 160 140 120 100 80 60 40 20 ppm wo T e T
S5B o
Lg .00 Hz
G2 3
fd 1.40

COMPOUND 23

Suparvisor Kumarbisisadn vinat

Nt y—moohEh TODn o P D @ ne 08 WS v Oy SO oy
SS T RS b 5o O A R e B Sy e o S 0 T
g;:g@:&?ﬁ&nm& EQ&@ ::‘_2 ?‘,E%":’EEQ&&‘Q%E§ ** Currant Dota Parameters ¥+%
=50 85 g Bg N BN BN Ry ?-Vn? o on NNNNNNN‘-JTHH‘-JQ NAME OIZ3DEd
] ki -
e . e Expo %
PROCNO 7
&= Acquisition Porumaters ¥*%
3 DATE ¢ 193313
{‘E . A j'\s’ DATE o Jut 14 200%
[ F b2y 1y 3
I O SN ST S SN bs 2
e W:;}{; Lo LOCNUC H
it > NE i6
or E 1853 67 H=
Qz2 185367 H=
RG 436.1600067
SFOf 300 [718537 Mt
SOLVENT CDCIE
SH 203644 ppin
w 32768
TE 2982 K
*¥* Processing Parameters ***
LB : 03¢ H-
PC 100
SF 3006 { 700248 Mil-
S : 16384
wre 1D NMR Plor Paramaters +4°
SR 2482 Iz
SOLVENT ?
i
k]
=3 =3 e on [ “ =
g g HEE s e
o o~ -
16 is i 13 12 1 k) 7 ] 5 4 Fe i 0 of -2 -3

{opa
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COMPOUND 23
Supervisor Kumarmet+bisisating
4 T 1t bt

vy N RV
i

Current Data Parameters

HARE 0207 16~zzn
EXPNO
PROCHG 1
F2 ~ Acquisition Parameters
Date_ 20040717
Tima 7.1%
THSTRUN dpxl
PROBHD 5 mm gRP 1H/13
PULERGE 2gpg30
n 6553€

i SOLVENT CiC13

i HS 2048
ps 2
BYil 23869.523 Hz
FIDRES 0.363304 Hz
AQ 1.3763061 sec
RG 16384
2] 21.080 usec
DE 25.00 ugec
TE 300.2 K
|38 2.00000000 sec
ali 0.03000000 sec
DELTA 1.85999998 sec
TOQ K
===n==e CHANNEL fl =m=cmw-=n
nucl
Pl 1.50 usec
PL1 -3.00 4B
SFC1 TH.A8T3094 Mz

mnmacaas CHANNEL £2 ssscawuc
CPRPRG2 waltzld
HUC? 4

-1 FOPDZ 105.00 uaec
X WeLe -3.00 dB
b 1 PL12 17,40 d3
BL12 23.60 db
3FQ2 300.1715008 Miz
F2 - Processing paramelers
T T T T T i T T T ! 51 32768
5F TE.ATTTITO Mitz
180 160 140 120 100 80 60 40 ppm3E, T
958 o
LB 1.08 Hz
GB k]
BC 1.40
e COMPOUND 24
Supervisor Kumarbisisaiing + val
e
Smmabhmbhonhah Smost &N BONANS RN R TN
MO AC NG D DS O o =m pai =R ag = - kel
SHIZZSRNRRRY ABRRX 8% IRSERRORERRGRIRER "+* Curreat Data Paraeiers ***
—.cicOer\hrE\t\t\rE\r\t\r\ ??'v-‘-‘-‘v Lkl T?T?TTI?TITITT???? NAME GFI‘SNQ
T L L. =]
5 el e ([ EXPNO 20
PROCNQ !
*** Acquisition Parameters ***
DATE ¢+ - 19:48:46
DATE d . Juf 18 2009
os . 2
LOCNUC ZH
N : 16
(¢4} 1853.67 Iz
a2 . 185367 Hz
RG o 2281000061
SFC1 o 30041837 Mz
SOLVENT €oeh3
S : 20 5644 ppm
™ : 32768
TE : 602 K
=4 Processing Pavuniters ***
LB 0.30 Hz
rC 100
SF . 3001700233 MH:z
St 16384
*++ 1D NMR Plot Parameters ***
Sk . 2333 Mz
SOLVENT - ?
! | H.J}LLJ.]L =
5 s araleE Sz Ns
£ s l'%’&il'.‘*?. M EEREERE
~ LIS S =il el <
R L e L s e b e R O L N TR T
Is 13 4 13 12 1 i 9 8 7 & 5 4 3 2 1 [} -/ -2 -3

(rpm)

Ef



Supervisor Kumarbisisatind + val 13C

COMPOUND 24
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o et Bty =0
-y 2 e b RS b = b [ R ]
P S5 8 azwt 858 P Ra 5 EBREE
o Simm I Y o oo & MR A RS S
2 hE® xhom ooz TR 58 ¥ nnoF
N AR S B
T i 1 |
4 ol F e DT b A PRt Wb A AT i Rl L TR o v i Ahfi‘!w
B R e e e e e h T Sl . 1_"’_"("&‘;‘( x ik J&gh&!&)\_r!mnﬁgmwg‘wmumﬂ !
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Supervisor KumarD-Phe + bisisatin 4 COMPOUND 2‘5
w
RSN YD M o~ e e R T
R - ] X oGt o R -t )
S5g
SREEASRRRS8S 88 3EEISEII3S8EE
I N N N NS S T
k Ll ] Il.i L\J L_hi §H | Ao = %VQSJJJ
M\/(A:,\{Q
s “/73\”1:\’
s,
|-lu
i
i
| [[ l
R [— f ~ .'.L |
i : ¢
¥ / A ; W
£ = S e =~ ~ N RN m| el s
im‘ il = 9| ‘v ~ i1 |-
B L a L s L R ALAAT T e TR
15 14 i3 12 I Io ? & 7 G 3 q 3 2 i 9 -4 -2 -3

"4 Crirrent Data Paramclors ***

NAME QEESTI-0
EXPNO ki
PRGCANO i

*** dequisition Parameziers ***

DATE 2047:00
DATE d Jul i3 2009

DS : 2
LOCNUC 21

NS 2048

ot 9532.38 H:
[#74 150085 Iz
RG * 145965600500
SEa) 75 4873094 Mz
SOLVENT - COCH

snr 3154109 ppm
Hra) 63536

Fyos a2 K

*¥E Processing Parameters ¥t

123 100 H:
PC 140

SF P54TIFII0 MHz
St 22768

“4¥ 1D NMR Plot Parameters ***

SR -0 G0 fix
SOLVENT ?

Lo Crrrent Data Paraielers **¢

NAME LIFATslE)
EXPNQ 40
PROCKO l§

¥ dequisifion Parameters ¥**

DATE ¢ 18:16.48
DATE d Jul 13 2002

Ds 2
LOCNUC 2H

NS 16

o 185367 Hr
o 1853.67 Hz
G 256.0000660
SFOT D 3001718537 MH:
SOLVENT CDCis

S 20.5644 ppin
™ 32768

TE 2982 K

*** Pracessing Parometers ** ¥

L8 .36 fir
£C 1.00

SF 3001700265 MH:
S : 16384

Foe 10 NMR Plot Parameters ***

SR : 253 Nz
SCLVENT - ?

3



COMPOUND 2 7

Supervisor Kumarbisisatin 5+gly

s
SRNESSISRERES RER 83823y E
§ E 3': 5‘ a [Q 2 '& !r\\: ﬁ R’; ﬂ g 2 E S E g ?‘\ ~ § E % **4% Current Data Parameters ***
TELLT IV e e LT YT ONTTLL NAME — : 0GSYST-9
M ! T/Iu/ ‘ H H i’J' ‘ EXPNO - 20
| PROCNO  : 7
: *** dequisition Parameters ***
| DATEt - 14:37:03
4 T— DATE d Sep 23 2009
s Jﬁﬁ 6 DS : 2
i Y‘I_]’ 245 | roovue - 2
~r 2 | as : 16
- 01 . 1853.67 Hz
02 i 1833.67 H:z
RG c 3747000122
SFo! © 3001718537 MH:
SOLVENT : CDCl3
SW H 20.5644 ppm
m : 32768
TE g 3002 K

*** Processing Parameters ***

LB : 0.30 Hz
rc : 1.00

SF o 3004700315 MHz
51 : 16384

**2 ID NMR Plot Parameters ¥**

SR : 31.46 Hz
SOLVENT : ?

|
|
|
1
|
i
|
L
[
F
, —
{u_

'E PER s ] TP A
& s HEERE SRERERIE)
S = SRR SR =[5 B R=l
3 ~ =~ S| | et B )
LR B e ] R Rt TR Lo e Sd e R as AL e et et
16 15 14 13 12 11 10 9 8 7 6 3 q 2 I 0 -1 -2 -3 -4
(ppm)
32
Supervisor Kumarbisisatin 5+gly COMPOUND 2 1
I~ Smn 9 --\1‘.21.\
™~
8 Fed § gfgsds - 4 2 38
1 e e e e ] b A T o *** Current Data Parameters ***
5% 388 5 REURZ B 5 % 84
T J L) NAME — :  OGEYSI~9
I B BN by
PROCNO !

**% Acquisition Parameters ***

DATE 16:05:59
DATE 4 :  Sep 232009

DS : 2
LOCNUC 2H

NS i 1536

ol 2 9532.38 1z
02 3 1500.85 Hz
RG : 16384.0000000
SFol H 75.4873094 MHz
SOLVENT : cDCI3

S & 3154109 ppm
D . 635536

TE 2 3002 K

**% Processing Parameters ***

LB ; 1,00 Hz
PC 3 1.40

SF & 754777770 MHz
SI kS 32768

*4% JD NMR Plot Parameters ***

SR 2 -0.00 Hz
SOLVENT : ?

st Ar-w_h 1.‘&'»“" g gttt

T
270 | 250 230 20 90 170 150 130 110 90 70 30 30 10 -10
(ppm)




Supervisar Kiar
bisisatin 3+ lew
1 CDCI3 Fotizn 23 : COMPOUND 28
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Supervisor Kumar
bisisatin 5+ feu g
3OO0 k2 22 . COMPOUND 2
GO MY D Dy S
JERCEHBESINYANREERARARSRY aL8% 233
ﬂqﬁqu-b-f&eeghmmwwaar\‘obcgéaaa -h-‘-wvo:g c\g%&\
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ME\"—MEHHH%\HNQE-:Q":Q:P:EQ:: NRER ’/3X
_ A i
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(pit}

#4& Current Data Parameters ***

NAME : aGHLTg-1r
EXPNG I
PROCNO . !

¥ dcquisition Paramcters ***

DATE ¢ 3 4526
DATE_d et 13 2009

os . 4
LOONUC 2H

NS 1

[el} 1853 67 1z
02 o090 it
RG 71 §00a03}
SFOL 300.1318537 MH:
SOLVENT COcly

50 203671 ppm
2] 32748

e 2075 K

¥*¥ Propessing Parameters $**

i 0.30 Hz
P : 100

SF © 300130067 AH:
& : 65536

6210 NMR Flor Parameiers ©+*

St : TRz
SOLVENT - >

A
L

e Current Deta Parameters ***

NAME . OEWLVE-I
EXPNG . 2
FROUNO  : I

“** Acquisition Paramelors ***

DATE . 93.43 99
DATE 4 @ Qer 152009

ns : 4
LOCNUC . 2

NS 2048

o]} . 9502.00 H:
oz : 0.08 Hr
RG . 206425000000
SFOI : 754772510 MIfx
SOLVENT chol3

Bl - 3154530 ppm
o : 633536

TE 2084 K

**¢ Progessing Paramefers ¥¥*

LB : 100 Hz
PC : 1.40

SF 754677485 Mz
SF : 65336

*ex 1D NMR Plot Parowetors ***

SR ' -054 Hz
SOLVENT - i



Supervisor Kumar

met+bisisatin 5 COMPOUND 2 ‘,1

1HCDCI3 F:\\zrn 19

&QK\I‘\Q%\‘Q\QQ\ENH ISTET2Q o TooSehsREnen
§3G§§€'E§§‘a§5 E%§5E§ E aﬁa&ﬁgﬁaﬁgﬁg *E Current Data Parameters ***
M?%hhhl\hm??h ‘[‘TWTT T TTN_TNNNN-;“;—; NAME s 0JSDINM-4
N JsL*1}“‘5‘f’1"1 e S e EXPNO  : 4
PROCNO : 1
*** dcquisition Parameters ***
DATE - 13:36:42
DATE d : Oct 19 2009
i DS : 4
{ BT NCooMe LrOCNUC : 2H
“POC q ’C?-Jloj = NS ! r'f
i it ol 3 1853.67 Hz
X' 02 : 0.00 Hz
RG o 128.0000000
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checkCIF/PLATON report

Structure factors have been supplied for datablock(s) vs3arepro

THIS REPORT IS FOR GUIDANCE ONLY. IF USED AS PART OF A REVIEW PROCEDURE
FOR PUBLICATION, IT SHOULD NOT REPLACE THE EXPERTISE OF AN EXPERIENCED
CRYSTALLOGRAPHIC REFEREE.

No syntax errors found. CIF dictionary Interpreting this report

Datablock: vs3arepro

Bond precision: C-C = 0.0150 A Wavelength=0.71073
Cell: a=23.015(5) b=31.326(6) c=4.984(1)
alpha=90 beta=90 gamma=90
Temperature: 100 K
Calculated Reported
Volume 3593.3(13) 3593.3(12)
Space group P 21 21 2 P 21 21 2
Hall group P 2 2ab P 2 2ab
Moiety formula C35 H42 N4 010 [+ solvent] C35 H42 N4 010
Sum formula C35 H42 N4 010 [+ solvent] C35 H42 N4 010
Mr 678.73 678.72
Dx,g cm-3 1.255 1.255
Z 4 4
Mu (mm-1) 0.093 0.093
F000 1440.0 1440.0
F000’ 1440.75
h,k,1lmax 26,35,5 26,35,5
Nref 5588[ 3284] 5471
Tmin, Tmax 0.999,0.999
Tmin’ 0.999

Correction method= Not given
Data completeness= 1.67/0.98 Theta(max)= 23.885
R(reflections)= 0.1380( 4913) wR2 (reflections)= 0.3602( 5471)

S =1.571 Npar= 446



http://www.iucr.org/iucr-top/cif/cif_core/definitions/index.html
http://journals.iucr.org/services/cif/checking/checkcifreport.html

The following ALERTS were generated. Each ALERT has the format
test-name_ ALERT alert-type_ alert-level.
Click on the hyperlinks for more details of the test.

@ Alert level B

THETMO1_ALERT 3_B The value of sine(theta_max)/wavelength is less than 0.575
Calculated sin(theta_max)/wavelength = 0.5697

PLAT084_ALERT 3_B High wR2 Value (i.e. > 0.25) ...ciieeeecnnennnnn 0.36 Report

Author Response: Crystals were ultra thin and could be only measured for
diffraction at Australian Synchrotron. Even with the synchrotron radiation
they diffracted only to lower angles. So, the alerts arising at level B below

are due to weak diffraction, disordered L-leu moities and possible presence
of partially occupied water molecule in the crystal lattice.

PLAT097_ ALERT 2 B Large Reported Max. (Positive) Residual Density 0.81 eA-3
Author Response: as explained above
PLAT340_ALERT 3_B Low Bond Precision on C-C Bonds ......ecceeeen. 0.01504 Ang.

Author Response: as explained above

PLAT369 ALERT 2 B Long C(sp2)-C(sp2) Bond C9B - Cl0B . 1.57 Ang.

Author Response: as explained above

# Alert level C
DIFMX02_ALERT_1_C The maximum difference density is > 0.1*ZMAX*0.75
The relevant atom site should be identified.
RINTAO1_ALERT _3_C The value of Rint is greater than 0.12
Rint given 0.120

STRVAO1l_ALERT_4_C Flack test results are meaningless.

From the CIF: _refine 1ls_abs_structure Flack 0.300

From the CIF: _refine 1ls_abs_structure Flack_su 0.700
PLAT082 ALERT 2 C High Rl VAlUE +everrueenneennseensanasanoannnans 0.14 Report
PLAT089_ ALERT 3_C Poor Data / Parameter Ratio (Zmax < 18) ........ 7.23 Note
PLAT213_ALERT 2 _C Atom C13B has ADP max/min Ratio ..... 3.3 prolat
PLAT220 ALERT 2 C Non-Solvent Resd 1 C Ueq(max)/Ueq(min) Range 5.1 Ratio
PLAT222 ALERT 3 C Non-Solv. Resd 1 H Uiso(max)/Uiso(min) Range 6.4 Ratio
PLAT234_ALERT 4_C Large Hirshfeld Difference O3A --C10A . 0.16 Ang.
PLAT234_ALERT 4_C Large Hirshfeld Difference O04A --C12A . 0.17 Ang.
PLAT234_ALERT _4_C Large Hirshfeld Difference C5A --C6A . 0.16 Ang.
PLAT234_ALERT 4_C Large Hirshfeld Difference Cl1A --C12A . 0.19 Ang.
PLAT241_ALERT 2_C High 'MainMol’ Ueq as Compared to Neighbors of C7B Check
PLAT241 ALERT 2 C High 'MainMol’ Ueq as Compared to Neighbors of C14A Check
PLAT242_ ALERT_2_C Low 'MainMol’ Ueq as Compared to Neighbors of 05B Check
PLAT242 ALERT 2 _C Low "MainMol’ Ueq as Compared to Neighbors of N1B Check
PLAT242 ALERT 2 _C Low "MainMol’ Ueq as Compared to Neighbors of C7A Check
PLAT242_ ALERT 2_C Low "MainMol’ Ueq as Compared to Neighbors of Cl1A Check
PLAT329_ ALERT 4 C Carbon Atom Hybridisation Unclear for .......... Cl14B Check

PLAT369 ALERT 2 C Long C(sp2)-C(sp2) Bond C9A - Cl0A . 1.53 Ang.


http://journals.iucr.org/services/cif/checking/THETM_01.html
http://journals.iucr.org/services/cif/checking/PLAT084.html
http://journals.iucr.org/services/cif/checking/PLAT097.html
http://journals.iucr.org/services/cif/checking/PLAT340.html
http://journals.iucr.org/services/cif/checking/PLAT369.html
http://journals.iucr.org/services/cif/checking/DIFMX_02.html
http://journals.iucr.org/services/cif/checking/RINTA_01.html
http://journals.iucr.org/services/cif/checking/STRVA_01.html
http://journals.iucr.org/services/cif/checking/PLAT082.html
http://journals.iucr.org/services/cif/checking/PLAT089.html
http://journals.iucr.org/services/cif/checking/PLAT213.html
http://journals.iucr.org/services/cif/checking/PLAT220.html
http://journals.iucr.org/services/cif/checking/PLAT222.html
http://journals.iucr.org/services/cif/checking/PLAT234.html
http://journals.iucr.org/services/cif/checking/PLAT234.html
http://journals.iucr.org/services/cif/checking/PLAT234.html
http://journals.iucr.org/services/cif/checking/PLAT234.html
http://journals.iucr.org/services/cif/checking/PLAT241.html
http://journals.iucr.org/services/cif/checking/PLAT241.html
http://journals.iucr.org/services/cif/checking/PLAT242.html
http://journals.iucr.org/services/cif/checking/PLAT242.html
http://journals.iucr.org/services/cif/checking/PLAT242.html
http://journals.iucr.org/services/cif/checking/PLAT242.html
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http://journals.iucr.org/services/cif/checking/PLAT369.html

Author Response: as explained above

PLAT906_ALERT 3_C Large K Value in the Analysis of Variance ...... 2.950 Check
PLAT911_ALERT 3_C Missing FCF Refl Between Thmin & STh/L= 0.570 55 Report
PLAT913_ALERT 3_C Missing # of Very Strong Reflections in FCF .... 7 Note
PLAT934 ALERT 3 C Number of (Iobs-Icalc)/Sigma(W) > 10 Outliers .. 1 Check
PLAT975_ALERT_2_C Check Calcd Resid. Dens. 0.90A From O3A 0.78 eA-3
PLAT977_ALERT_2_C Check Negative Difference Density on H15B -0.31 eA-3
PLAT978_ALERT_2_C Number C-C Bonds with Positive Residual Density. 0 Info
“ Alert level G

PLAT002_ALERT 2_G Number of Distance or Angle Restraints on AtSite 13 Note
PLAT003 ALERT 2 G Number of Uiso or Uij Restrained non-H Atoms ... 4 Report
PLAT007 ALERT 5 G Number of Unrefined Donor-H AtOmMS .....ccoeeeenee 4 Report
PLAT032 ALERT 4 G Std. Uncertainty on Flack Parameter Value High . 0.700 Report
PLAT072_ALERT 2_G SHELXL First Parameter in WGHT Unusually Large 0.20 Report
PLAT171_ALERT 4 _G The CIF-Embedded .res File Contains EADP Records 9 Report
PLAT172_ALERT 4 _G The CIF-Embedded .res File Contains DFIX Records 17 Report
PLAT176_ALERT 4 G The CIF-Embedded .res File Contains SADI Records 1 Report
PLAT187_ALERT 4 G The CIF-Embedded .res File Contains RIGU Records 3 Report
PLAT300_ALERT 4_G Atom Site Occupancy of C15’ Constrained at 0.5 Check
PLAT300_ALERT 4_G Atom Site Occupancy of C15B Constrained at 0.5 Check
PLAT300_ALERT 4_G Atom Site Occupancy of Cl6’ Constrained at 0.5 Check
PLAT300_ALERT _4_G Atom Site Occupancy of Cl6" Constrained at 0.5 Check
PLAT300_ALERT_4_G Atom Site Occupancy of Cl6A Constrained at 0.5 Check
PLAT300_ALERT_4_G Atom Site Occupancy of C16B Constrained at 0.5 Check
PLAT300_ALERT _4_G Atom Site Occupancy of C17’ Constrained at 0.5 Check
PLAT300_ ALERT 4 G Atom Site Occupancy of C17" Constrained at 0.5 Check
PLAT300_ALERT 4 G Atom Site Occupancy of Cl7A Constrained at 0.5 Check
PLAT300 ALERT 4 G Atom Site Occupancy of C17B Constrained at 0.5 Check
PLAT300 ALERT 4 G Atom Site Occupancy of H14C Constrained at 0.5 Check
PLAT300_ALERT 4 G Atom Site Occupancy of H14D Constrained at 0.5 Check
PLAT300_ALERT 4 G Atom Site Occupancy of H15’ Constrained at 0.5 Check
PLAT300_ALERT 4 G Atom Site Occupancy of HI15A Constrained at 0.5 Check
PLAT300_ALERT 4 G Atom Site Occupancy of H15B Constrained at 0.5 Check
PLAT300_ALERT 4_G Atom Site Occupancy of H15C Constrained at 0.5 Check
PLAT300_ALERT 4_G Atom Site Occupancy of H16A Constrained at 0.5 Check
PLAT300_ALERT 4_G Atom Site Occupancy of H16B Constrained at 0.5 Check
PLAT300_ALERT 4_G Atom Site Occupancy of H16C Constrained at 0.5 Check
PLAT300_ALERT _4_G Atom Site Occupancy of H16D Constrained at 0.5 Check
PLAT300_ALERT 4_G Atom Site Occupancy of HI16E Constrained at 0.5 Check
PLAT300_ALERT _4_G Atom Site Occupancy of HI16F Constrained at 0.5 Check
PLAT300_ALERT_4_G Atom Site Occupancy of H16G Constrained at 0.5 Check
PLAT300_ALERT_4_G Atom Site Occupancy of H16H Constrained at 0.5 Check
PLAT300_ ALERT 4 G Atom Site Occupancy of H16I Constrained at 0.5 Check
PLAT300 ALERT 4 G Atom Site Occupancy of H16J Constrained at 0.5 Check
PLAT300 ALERT 4 G Atom Site Occupancy of H16K Constrained at 0.5 Check
PLAT300 ALERT 4 G Atom Site Occupancy of H16L Constrained at 0.5 Check
PLAT300_ALERT 4 G Atom Site Occupancy of H17A Constrained at 0.5 Check
PLAT300_ALERT 4 G Atom Site Occupancy of H17B Constrained at 0.5 Check
PLAT300_ALERT 4 G Atom Site Occupancy of H17C Constrained at 0.5 Check
PLAT300_ALERT 4_G Atom Site Occupancy of H17D Constrained at 0.5 Check
PLAT300_ALERT 4_G Atom Site Occupancy of H17E Constrained at 0.5 Check
PLAT300_ALERT 4_G Atom Site Occupancy of H17F Constrained at 0.5 Check
PLAT300_ALERT _4_G Atom Site Occupancy of H17G Constrained at 0.5 Check
PLAT300_ALERT 4_G Atom Site Occupancy of H17H Constrained at 0.5 Check
PLAT300_ALERT 4_G Atom Site Occupancy of H17I Constrained at 0.5 Check
PLAT300_ALERT_4_G Atom Site Occupancy of H17J Constrained at 0.5 Check
PLAT300_ALERT_4_G Atom Site Occupancy of H17K Constrained at 0.5 Check
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PLAT300 ALERT 4 |
PLAT301 ALERT 3 |
PLAT343 ALERT 2 |
PLAT367 ALERT 2 |
PLAT367_ ALERT 2 |
PLAT412 ALERT 2 |

G
G
G
G
G
G

PLAT413 ALERT 2 G

PLAT432_ALERT 2 G

PLAT605 ALERT 4
PLAT720 ALERT 4
PLAT791 ALERT 4
PLAT860 ALERT 3
PLAT868 ALERT 4
PLAT883 ALERT 1
PLAT909 ALERT 3_
PLAT910 ALERT 3
PLAT933_ALERT 2

G
G
G
G
G
G
G
G
G

Atom Site Occupancy of H17L Constrained at

Main Residue Disorder ........cc.e.. (Resd 1 )
Unusual sp?Angle Range in Main Residue for
Long? C(sp?)-C(sp?) Bond Cl1lA - Cl2Aa
Long? C(sp?)-C(sp?) Bond Cl1lA - Cl4A
Short Intra XH3 .. XHn H14B . .H17C
X/ Y2 =
Short Inter XH3 .. XHn H14A ..H17K
X,y,1+4z =
Short Inter X...Y Contact O3A ..Cl2A
X,y,-1l+z =

Largest Solvent Accessible VOID in the Structure
Number of Unusual/Non-Standard Labels ..........
Model has Chirality at C11B (Chiral SPGR)
Number of Least-Squares Restraints .............
ALERTS Due to the Use of _smtbx_masks Suppressed
No Info/Value for _atom_sites_solution_primary
Percentage of I>2sig(I) Data at Theta(Max) Still
Missing # of FCF Reflection(s) Below Theta(Min).
Number of OMIT Records in Embedded .res File

0.5
10%
CllAa
1.56
1.56
2.09

Check
Note
Check
Ang.
Ang.
Ang.

1_555 Check

2.14

Ang.

1_556 Check

2.88

Ang.

1_554 Check

56

8

R

29

!
Please
62%

4

7

A**3
Note
Verify
Note
Info
Do !
Note
Note
Note

27
65

25
14
55

ALERT
ALERT
ALERT
ALERT

ALERT
ALERT
ALERT
ALERT
ALERT

level A = Most likely a serious problem - resolve or explain

level B = A potentially serious problem, consider carefully

level C = Check. Ensure it is not caused by an omission or oversight
level G = General information/check it is not something unexpected
type 1 CIF construction/syntax error, inconsistent or missing data
type 2 Indicator that the structure model may be wrong or deficient
type 3 Indicator that the structure quality may be low

type 4 Improvement, methodology, query or suggestion

type 5 Informative message, check

Validation response form

Please find below a validation response form (VRF) that can be filled in and pasted into your CIF.

# start Validation Reply Form
_vrf THETMOl vs3arepro

4

PROBLEM: The value of sine(theta max)/wavelength is less than 0.575

RESPONSE :

4

# end Validation Reply Form
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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 IUCr 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 journals (Acta Crystallographica, Journal of Applied
Crystallography, Journal of Synchrotron Radiation); however, if you intend to submit to Acta
Crystallographica Section C or E or IUCrData, 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 the Notes for Authors of the relevant journal for any special instructions relating to
CIF submission.

PLATON version of 07/08/2019; check.def file version of 30/07/2019


http://journals.iucr.org/services/cif/checking/checkform.html
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checkCIF/PLATON report

Structure factors have been supplied for datablock(s) vs4repro

THIS REPORT IS FOR GUIDANCE ONLY. IF USED AS PART OF A REVIEW PROCEDURE
FOR PUBLICATION, IT SHOULD NOT REPLACE THE EXPERTISE OF AN EXPERIENCED
CRYSTALLOGRAPHIC REFEREE.

No syntax errors found. CIF dictionary Interpreting this report

Datablock: vs4repro

Bond precision: C-C = 0.0056 A Wavelength=0.71073
Cell: a=25.705(5) b=5.020(1) c=30.114(6)
alpha=90 beta=113.79(3) gamma=90

Temperature: 100 K

Calculated Reported
Volume 3555.7(15) 3555.7(14)
Space group Cc 2 c1l21
Hall group C 2y C 2y

Moiety formula
Sum formula

C33 H40 N4 010 S2
C33 H40 N4 010 S2

0.5(C33 H40 N4 010 Ss2)
Cl6.50 H20 N2 O5 S

Mr 716.81 358.40
Dx,g cm-3 1.339 1.339

Z 4 8

Mu (mm-1) 0.211 0.211
F000 1512.0 1512.0
F000’ 1513.73

h,k,lmax 28,5,34 28,5,34
Nref 5495[ 3108] 5460
Tmin, Tmax 0.996,0.997

Tmin’ 0.996

Correction method= Not given
Data completeness= 1.76/0.99
R(reflections)= 0.0366( 4781)

S =1.038

Theta(max)= 23.858

wR2 (reflections)= 0.0862( 5460)

Npar= 450



http://www.iucr.org/iucr-top/cif/cif_core/definitions/index.html
http://journals.iucr.org/services/cif/checking/checkcifreport.html

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

@ Alert level B
THETMO1_ALERT 3_B The value of sine(theta max)/wavelength is less than 0.575
Calculated sin(theta max)/wavelength = 0.5691

Author Response: Crystals were ultrathin which diffracted very weakly at
high angles even in the synchrotron beam at Australian MX1 beam line.

# Alert level C

PLAT089_ALERT 3_C Poor Data / Parameter Ratio (Zmax < 18) ........ 6.88 Note
PLAT340_ALERT 3_C Low Bond Precision on C-C Bonds ......c.ccoo... 0.00564 Ang.
PLAT369 ALERT 2 C Long C(sp2)-C(sp2) Bond C9A - C1l0A 1.55 Ang.
PLAT369_ ALERT 2 C Long C(sp2)-C(sp2) Bond C9B - C10B 1.54 Ang.
PLAT911_ALERT 3_C Missing FCF Refl Between Thmin & STh/L= 0.569 10 Report
PLAT913_ALERT 3_C Missing # of Very Strong Reflections in FCF 4 Note
“ Alert level G

PLAT007_ALERT 5 G Number of Unrefined Donor-H AtOmMS ......cceeve.. 4 Report
PLAT042 ALERT 1 G Calc. and Reported MoietyFormula Strings Differ Please Check
PLAT045 ALERT 1 G Calculated and Reported Z Differ by a Factor 0.50 Check
PLAT300_ALERT 4 G Atom Site Occupancy of HIMA Constrained at 0.5 Check
PLAT300_ALERT 4 G Atom Site Occupancy of HIMB Constrained at 0.5 Check
PLAT300_ALERT 4 G Atom Site Occupancy of HINA Constrained at 0.5 Check
PLAT300_ALERT 4 G Atom Site Occupancy of HINB Constrained at 0.5 Check
PLAT367_ ALERT 2 G Long? C(sp?)-C(sp?) Bond CI1M - C4A 1.52 Ang.
PLAT367_ALERT 2 G Long? C(sp?)-C(sp?) Bond CI1M - C4A_a 1.52 Ang.
PLAT367_ALERT 2 G Long? C(sp?)-C(sp?) Bond CIN - C4B 1.51 Ang.
PLAT367_ALERT 2 G Long? C(sp?)-C(sp?) Bond CIN - C4B_ b 1.51 Ang.
PLAT720_ALERT 4_G Number of Unusual/Non-Standard Labels .......... 10 Note
PLAT791 ALERT 4 G Model has Chirality at C1l1A (Chiral SPGR) S Verify
PLAT791 ALERT 4 G Model has Chirality at C11B (Chiral SPGR) S Verify
PLAT883_ALERT 1_G No Info/Value for _atom_sites_solution_primary Please Do !
PLAT909_ ALERT 3_G Percentage of I>2sig(I) Data at Theta(Max) Still 74% Note
PLAT910_ ALERT 3_G Missing # of FCF Reflection(s) Below Theta(Min). 1 Note
PLAT933 ALERT 2 G Number of OMIT Records in Embedded .res File 7 Note
PLAT978 ALERT 2 G Number C-C Bonds with Positive Residual Density. 4 Info

0 ALERT level A = Most likely a serious problem - resolve or explain

1 ALERT level B = A potentially serious problem, consider carefully

6 ALERT level C = Check. Ensure it is not caused by an omission or oversight
19 ALERT level G = General information/check it is not something unexpected

3 ALERT type 1 CIF construction/syntax error, inconsistent or missing data

8 ALERT type 2 Indicator that the structure model may be wrong or deficient

7 ALERT type 3 Indicator that the structure quality may be low

7 ALERT type 4 Improvement, methodology, query or suggestion

1 ALERT type 5 Informative message, check
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http://journals.iucr.org/services/cif/checking/PLAT910.html
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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 IUCr 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 journals (Acta Crystallographica, Journal of Applied
Crystallography, Journal of Synchrotron Radiation); however, if you intend to submit to Acta
Crystallographica Section C or E or IUCrData, 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 the Notes for Authors of the relevant journal for any special instructions relating to
CIF submission.

PLATON version of 07/08/2019; check.def file version of 30/07/2019


http://journals.iucr.org/services/cif/checking/checkform.html
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checkCIF/PLATON report

Structure factors have been supplied for datablock(s) vsSrepro

THIS REPORT IS FOR GUIDANCE ONLY. IF USED AS PART OF A REVIEW PROCEDURE
FOR PUBLICATION, IT SHOULD NOT REPLACE THE EXPERTISE OF AN EXPERIENCED
CRYSTALLOGRAPHIC REFEREE.

No syntax errors found.

CIF dictionary

Datablock: vsSrepro

Interpreting this report

Bond precision:

Cell:

Temperature:

Volume
Space group
Hall group

Moiety formula

Sum formula
Mr

Dx,g cm-3
Z

Mu (mm-1)
F00O0
F000"
h,k, lmax
Nref
Tmin, Tmax
Tmin’

C-C = 0.0145 A

a=32.369(7)
alpha=90
100 K

Calculated
3325.2(18)

Cc 2

C 2y

C33 H34 N4 010,
010

C66 H72 N8 020
1297.32

1.296

2

0.097

1368.0

1368.73
36,5,30

5143[ 2919]
0.998,0.999
0.998

Correction method= Not given

Data completeness= 1.68/0.95

R(reflections)= 0.1237( 4712)

S =2.026

Npar= 384

Wavelength=0.71073

b=4.869(1)
beta=127.16(3)

c=26.474(5)
gamma=90

Reported
3325.3(16)
c1l121

C 2y

C33 H38 N4Cl6.5 H19 N2 05,

N2 05

C33 H36 N4 010
648.66

1.296

4

0.097

1368.0

36,5,30
4904

Theta(max)= 23.836

Cl6.5 H17

wR2 (reflections)= 0.3870( 4904)



http://www.iucr.org/iucr-top/cif/cif_core/definitions/index.html
http://journals.iucr.org/services/cif/checking/checkcifreport.html

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

@ Alert level B

DIFMNO2_ALERT_2_B The minimum difference density is < -0.1*ZMAX*1.00

_refine diff density min given = -1.141
Test value = -0.800

THETMO1_ALERT 3_B The value of sine(theta max)/wavelength is less than 0.575

Calculated sin(theta max)/wavelength = 0.5686

Author Response: All the crystals were ultrathin and could only be
measured at Australian synchrotron. Crystals diffracted only to lower

values of theta.

PLAT029_ALERT_3_B _diffrn measured_fraction_ theta_full value Low .

Author Response: same as above

PLAT084_ ALERT 3_B High wR2 Value (i.e. > 0.25) .tieuiiuienrnncnnnnnn

0.955 Why?

0.39 Report

Author Response: As a result of weak diffraction with asymmetric unit
containing two molecules with disorders reflecting in higher values of wR2.
One of the molecules takes two orientations which are very slightly displaced
from each other. The limitation of data (not much of high angle data) and as a
result inadequate modelling of disorder resulted in residual densities, low
bond precisions and also inability to refine this molecule ansiotropically.

PLAT097_ALERT 2_B Large Reported Max. (Positive) Residual Density

Author Response: reasons as given above.

PLAT098 ALERT 2 B Large Reported Min. (Negative) Residual Density

Author Response: reasons as given above

PLAT201_ALERT 2_B Isotropic non-H Atoms in Main Residue(s) .......

C1N Cl1B C13B Cl4B

Author Response: reasons as given above

PLAT340_ALERT 3_B Low Bond Precision on C-C BondsS ......eceeeeenn

Author Response: reasons as given above

PLAT430_ALERT_2_B Short Inter D...A Contact O03A . .N2A
x,1+ty,z =
PLAT934 ALERT 3 B Number of (Iobs-Icalc)/Sigma(W) > 10 Outliers

0.96 eA-3

-1.14 eA-3

4 Report

0.0145 Ang.

2.73 Ang.
1_565 Check
2 Check



http://journals.iucr.org/services/cif/checking/DIFMN_02.html
http://journals.iucr.org/services/cif/checking/THETM_01.html
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http://journals.iucr.org/services/cif/checking/PLAT934.html

“ Alert level

DIFMNO3_ALERT_1 C The minimum difference density is < -0.1*ZMAX*0.75

Cc

The relevant atom site should be identified.

DIFMX02_ALERT_1 _C The maximum difference density is > 0.1*ZMAX*0.75

The relevant atom site should be identified.

GOODF01 ALERT 2 C The least squares goodness of fit parameter lies

outside the range 0.80 <> 2.00

Goodness of fit given = 2.026
STRVAO1l_ALERT_2_C Chirality of atom sites is inverted?

From the CIF: _refine ls_abs_structure Flack 0.900

From the CIF: _refine ls_abs_structure Flack_su 0.300
PLAT082 ALERT 2 C High RL VAlUE «evtuvurnennrnonncnnsnoaasannncoass 0.12 Report
PLAT087_ALERT 2 _C Unsatisfactory S value (Too High) .............. 2.03 Check
PLAT089 ALERT 3_C Poor Data / Parameter Ratio (Zmax < 18) ........ 7.26 Note
PLAT220 ALERT 2 C Non-Solvent Resd 1 C Ueq(max)/Ueqg(min) Range 4.6 Ratio
PLAT220 ALERT 2 C Non-Solvent Resd 1 O Ueqg(max)/Ueq(min) Range 3.4 Ratio
PLAT222 ALERT 3 C Non-Solv. Resd 1 H Uiso(max)/Uiso(min) Range 4.4 Ratio
PLAT234_ALERT 4_C Large Hirshfeld Difference O5A’ --C12A . 0.17 Ang.
PLAT241_ALERT 2_C High ‘MainMol’ Ueq as Compared to Neighbors of CIN Check
PLAT241_ALERT 2_C High 'MainMol’ Ueq as Compared to Neighbors of Cl1B Check
PLAT242_ ALERT_2_C Low 'MainMol’ Ueq as Compared to Neighbors of Cl1A Check
PLAT309 ALERT 2 C Single Bonded Oxygen (C-O > 1.3 ANg) .eoceeeeen. 04" Check
PLAT309_ALERT 2 C Single Bonded Oxygen (C-O > 1.3 ANg) .eoeeeeenn. O2AA Check
PLAT329_ALERT 4_C Carbon Atom Hybridisation Unclear for .......... C13B Check
PLAT369_ALERT 2 C Long C(sp2)-C(sp2) Bond C9A - C1l0A . 1.54 Ang.
PLAT790_ALERT 4_C Centre of Gravity not Within Unit Cell: Resd. # 1 Note

C33 H34 N4 010

PLAT907_ALERT_2_C Flack x > 0.5, Structure Needs to be Inverted? . 0.90 Check
PLAT911 ALERT 3_C Missing FCF Refl Between Thmin & STh/L= 0.569 131 Report
PLAT913_ALERT 3_C Missing # of Very Strong Reflections in FCF .... 34 Note
PLAT918 ALERT 3 C Reflection(s) with I(obs) much Smaller I(calc) . 5 Check
PLAT939 ALERT 3 C Large Value of Not (SHELXL) Weight Optimized S . 13.02 Check
“ Alert level G
PLAT002_ALERT 2_G Number of Distance or Angle Restraints on AtSite 10 Note
PLATO007_ALERT 5_G Number of Unrefined Donor-H Atoms .............. 3 Report
PLAT032_ALERT 4_G Std. Uncertainty on Flack Parameter Value High . 0.300 Report
PLAT042_ALERT_1_G Calc. and Reported MoietyFormula Strings Differ Please Check
PLAT045_ALERT_1_G Calculated and Reported Z Differ by a Factor ... 0.50 Check
PLATO072_ALERT 2_G SHELXL First Parameter in WGHT Unusually Large 0.20 Report
PLAT152_ALERT_1_G The Supplied and Calc. Volume s.u. Differ by ... 2 Units
PLAT171 ALERT 4 G The CIF-Embedded .res File Contains EADP Records 12 Report
PLAT172_ALERT 4 G The CIF-Embedded .res File Contains DFIX Records 1 Report
PLAT176_ALERT 4_G The CIF-Embedded .res File Contains SADI Records 5 Report
PLAT300_ALERT 4 G Atom Site Occupancy of Ol" Constrained at 0.5 Check
PLAT300 ALERT 4 G Atom Site Occupancy of 02" Constrained at 0.5 Check
PLAT300 ALERT 4 G Atom Site Occupancy of 03" Constrained at 0.5 Check
PLAT300 ALERT 4 G Atom Site Occupancy of O0AA Constrained at 0.5 Check
PLAT300_ALERT 4 G Atom Site Occupancy of 04" Constrained at 0.5 Check
PLAT300_ALERT 4 G Atom Site Occupancy of OlAA Constrained at 0.5 Check
PLAT300_ALERT 4_G Atom Site Occupancy of 04B Constrained at 0.5 Check
PLAT300_ALERT 4_G Atom Site Occupancy of 05" Constrained at 0.5 Check
PLAT300_ALERT 4 G Atom Site Occupancy of O2AA Constrained at 0.5 Check
PLAT300_ALERT_4_G Atom Site Occupancy of O5B Constrained at 0.5 Check
PLAT300_ALERT 4_G Atom Site Occupancy of N1" Constrained at 0.5 Check
PLAT300_ALERT_4_G Atom Site Occupancy of NOAA Constrained at 0.5 Check
PLAT300_ALERT_4_G Atom Site Occupancy of N2" Constrained at 0.5 Check
PLAT300_ALERT_4_G Atom Site Occupancy of N2B Constrained at 0.5 Check
PLAT300_ALERT_4_G Atom Site Occupancy of Cl1" Constrained at 0.5 Check
PLAT300_ALERT_4_G Atom Site Occupancy of CI1B Constrained at 0.5 Check
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Atom Site Occupancy of C8 Constrained at

Atom Site Occupancy of C13A Constrained at
Atom Site Occupancy of C15° Constrained at
Atom Site Occupancy of C15A Constrained at
Atom Site Occupancy of Cl6’ Constrained at
Atom Site Occupancy of Cl6A Constrained at
Atom Site Occupancy of HIMA Constrained at
Atom Site Occupancy of HIMB Constrained at
Atom Site Occupancy of H8A Constrained at
Atom Site Occupancy of H8B Constrained at
Atom Site Occupancy of H8C Constrained at
Atom Site Occupancy of H13D Constrained at
Atom Site Occupancy of H13E Constrained at
Atom Site Occupancy of H13F Constrained at
Atom Site Occupancy of H14A Constrained at
Atom Site Occupancy of H14B Constrained at
Atom Site Occupancy of H15G Constrained at
Atom Site Occupancy of H15H Constrained at
Atom Site Occupancy of H15I Constrained at
Atom Site Occupancy of H15J Constrained at

Atom Site Occupancy of H15K Constrained at

Atom Site Occupancy of H15L Constrained at
Atom Site Occupancy of H16G Constrained at
Atom Site Occupancy of H16H Constrained at
Atom Site Occupancy of H16I Constrained at
Atom Site Occupancy of H16J Constrained at
Atom Site Occupancy of H16K Constrained at
Atom Site Occupancy of H16L Constrained at
Main Residue Disorder ........ccee.. (Resd 1 )
Main Residue Disorder ..........c... (Resd 2 )
Single Bonded Oxygen (C-0O > 1.3 ANQg) ceeeceeeenn
Long? C(sp?)-C(sp?) Bond Cl1B - Cl1l4B .
Long? C(sp?)-C(sp?) Bond C1M - C4A .
Long? C(sp?)-C(sp?) Bond CI1IM - C4A b .
Deviating C-0-C Angle From 120 for 05"

Deviating C-0-C Angle From 120 for O5B

Number of Unusual/Non-Standard Labels ..........
Check long C-C Bond in CIF: C1l1B --C12B
Suspect or Irrelevant (Bond) Angle(s) in CIF . #
-CIN -C4" 2.453 1.555 2.453

Centre of Gravity not Within Unit Cell: Resd. #
H38 N4 010

No ADDSYM Analysis: Too Many Excluded Atoms
Number of Least-Squares Restraints
Percentage of I>2sig(I) Data at Theta(Max) Still
Number C-C Bonds with Positive Residual Density.
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Check
0.5 Check
85% Note
21% Note
02" Check

1.53 Ang.
1.51 Ang.
1.51 Ang.
108.1 Degree
101.3 Degree
22 Note
1.74 Ang.
43 Check

27.50 Deg.

2 Note

! Info
4 Note
90% Note
2 Info

0 ALERT
10 ALERT
24 ALERT

132 ALERT

5 ALERT
28 ALERT
15 ALERT

116 ALERT

2 ALERT

level A = Most likely a serious problem - resolve or explain

level B = A potentially serious problem, consider carefully

level C = Check. Ensure it is not caused by an omission or oversight
level G = General information/check it is not something unexpected
type 1 CIF construction/syntax error, inconsistent or missing data
type 2 Indicator that the structure model may be wrong or deficient
type 3 Indicator that the structure quality may be low

type 4 Improvement, methodology, query or suggestion

type 5 Informative message, check

Validation response form
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Please find below a validation response form (VRF) that can be filled in and pasted into your CIF.

# start Validation Reply Form

_vrf DIFMNO2 vs5repro

7

PROBLEM: The minimum difference density is < -0.1*ZMAX*1.00

RESPONSE:

7

_vrf PLAT430_vs5repro

7

PROBLEM: Short Inter D...A Contact O3A . .N2A . 2.73 Ang.
RESPONSE:

7

_vrf PLAT934 vs5repro

7

PROBLEM: Number of (Iobs-Icalc)/Sigma(W) > 10 Outliers .. 2 Check
RESPONSE:

4
# end Validation Reply Form

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 IUCr 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 journals (Acta Crystallographica, Journal of Applied
Crystallography, Journal of Synchrotron Radiation); however, if you intend to submit to Acta
Crystallographica Section C or E or IUCrData, 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 the Notes for Authors of the relevant journal for any special instructions relating to
CIF submission.

PLATON version of 07/08/2019; check.def file version of 30/07/2019
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