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Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

Acqﬁ'isition Parameter

Acquisition Date  11/23/2012 11:59:39 AM
D:\Dataluser data\NOV 2012\22 nov\Dr, A. Bisai- LK-02-113.d
tune_low.m
LK-02-113

Meena Sharma
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Source Type
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Bruker Compass DataAnalysis 4.0

printed:

11/23/2012 12:22:36 PM

Page 1 of 1

Scanned copy of mass spectrum (HRMS) of £(16d)
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Display Report

Analysis Info Acquisition Date
Analysis Name  D:\Dataluser data\2013\WAN\22 JAN\Dr.A Bisai-LK-02-100(R)_1-B,2_01_5296.d
Method HRLCMS-20 Sept.m Operator
Sample Name  Dr.A Bisai-LK-02-100(R) Instrument
Comment

1/22/2013 2:33:01 PM

IISERB
micrOTOF-Q Il 10330

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 1.2 Bar
Focus Active Set Capillary 4500V Set Dry Heater 200°C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 7.0 /min
Scan End 3000 miz Set Collision Cell RF~ 130.0 Vpp Set Divert Valve Waste
Intens. T
x1068y 1
I

T

1 2 3 4 5 6 7 8  Time[min]
[-—=-TiIc+AIMS ------ UV Chromatogram, 200-400 nm ]
200 220 240 260 280 300 320 340 360 Wavelength [nm]
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0
Intens. +MS, 3.8-4.4min #(229-260)|
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2
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. ' . ' | 3641434 4::9‘5013 . s66874 i
100 200 300 400 500 600 miz
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x104
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oo 365.1467
' C24H17N30, M+nH ,364.14
20001 364.1444
1000 365.1477
363.75 364.00 364.25 364.50 364.75 365.00 365.25 365.50 miz
Bruker Compass DataAnalysis 4.0 printed:  1/22/2013 2:47:05 PM Page 1 of 1

Scanned copy of mass spectrum (HRMS) of (16e)
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Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\Data\luser data\NOV 2012\22 now\Dr. A. Bisai- LK-02-122 -1.d
tune_low.m
AB-LK-02-122
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Instrument

e
Acquisition Date  11/23/2012 12:34:31 PM

Meena Sharma
micrOTOF-Q Il 10330

Acquisition Parameter
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Bruker Compass DataAnalysis 4.0 printed:

11/23/2012 12:47:02 PM

Page 1 of 1

Scanned copy of mass spectrum (HRMS) of +(16f)
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Analysis Info Acquisition Date  5/13/2013 3:06:56 PM
Analysis Name  D:\Data\user data\2013\MAY\13 MAY\Dr.A Bisai-LK-02-62_1-A,7_01_185.d
Method HRLCMS-20 Sept.m Operator Amit
Sample Name  Dr.A. Bisai-LK-02-62 Instrument micrOTOF-Q Il 10330
Comment
Acquisil.i;m Parameter - S
Source Type ESI lon Polarity Positive Set Nebulizer 1.2 Bar
Focus Active Set Capiiiary 4500 V Set Dry Heater 200 °C
Scan Begin 50 miz Set End Plate Offset  -500 V Set Dry Gas 7.0 Vmin
Scan End 3000 m/z Set Collision Cell RF 130.0 Vpp Set Divert Valve Waste
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Bruker Compass DataAnalysis 4.0 “printed:  5/13/2013 3:56:20 PM " Pagelof1

Scanned copy of mass spectrum of (17)
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checkCIF/PLATON (standard)

Datablock: 12a

Bond precision: C-C = 0.0033 A Wavelength=0.71073
Cell: a=11.245(2) b=12.063(3) c=13.951(3)

alpha=90 beta=97.496(10) gamma=90
Temperature: 298 K

Calculated Reported

Volume 1876.3(7) 1876.4(7)
Space group P 21/n P 21/n
Hall group -P 2yn -P 2yn
Moiety formula C23 H19 N 03 ?
Sum formula C23 H19 N 03 C23 H19 N 03
Mr 357.39 357.39
Dx,g cm-3 1.265 1.265
z 4 4
Mu (mm-1) 0.084 0.084
FO0O 752.0 752.0
FO00* 752.35
h, k, Imax 14,15,18 14,15,18
Nref 4514 4382
Tmin, Tmax 0.983,0.992 0.983,0.992
Tmin* 0.983
Correction method= MULTI-SCAN
Data completeness= 0.971 Theta(max)= 27.970
R(reflections)= 0.0460( 1743) wR2(reflections)= 0.1303( 4382)
S =0.839 Npar= 246

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.

9 Alert level C

RINTAO1_ALERT_3_C The value of Rint is greater than 0.12

Rint given 0.175
PLATO26_ALERT_3_C Ratio Observed / Unique Reflections too Low ....
40 Perc.
PLATO29_ALERT_3 C  _diffrn_measured_fraction_theta_full Low .......
0.971
PLAT242_ALERT_2_C Check Low Ueqg as Compared to Neighbors for
C12
PLAT334_ALERT_2_C Small Average Benzene C-C Dist. C9 -Cl14
1.37 Ang.

J Alert level G

PLATOO7_ALERT_5_G Note: Number of Unrefined D-H Atoms ............
1
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PLAT128_ALERT_4 G Alternate Setting of Space-group P21/c  .......

P21/n
PLAT194_ALERT_1_G Missing _cell_measurement_reflns_used datum
?
PLAT793_ALERT_4_G The Model has Chirality at C7 (Verify) .... S

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

(6] = A potentially serious problem, consider carefully

5 ALERT level C = Check. Ensure it is not caused by an omission or
oversight

4 ALERT level G = General information/check it is not something
unexpected

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

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

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

2 ALERT type 4 Improvement, methodology, query or suggestion

1 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 1UCr 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, you should make sure thatfull
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 05/11/2012; check.def file version of 05/11/2012

S74



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

Kinthada, Ghosh, De, Bhunia, Dey, and Bisai* Supporting Information

Datablock shelxl - ellipsoid plot (12a)
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checkCIF/PLATON (stardard)

checkCIF/PLATON (standard)

Structure factors have been supplied for datablock(s) LaX

Mo syntax errors found. CIF dictionary
Please wait while processing ... Interpreting this repaort

Strecture: factor report

Datablock: LAX

Bond precision: C-C = 0.0026 & Wawalangth=0.71073
Oall: a=10. 8652 {16] b=12.4758 (1E) £=13.7493{13}
alpha=50 beta=103.481(5]  gamma=50

TempREATUER: 298 K

Caloulatad Raparted
Vi luma 18163 (4} 1816.3(4}
Space group F Zlim F Zl/n
Eall group -F 2ym -F 2ym
Molety fommla 23 HIT W 04 7
S forzmla 23 HIT W 04 I3 HIT W 04
M 37138 371,38
D, g cm—3 1.353 1.358
H ] ]
Mu {mm-1) 0.094 0.094
FOaD 776.0 776.0
Fooo* 776,38
b &, Imax 14,16,18 14,1€,18
Hraf 4632 4675
Tmin, Tnax 0.%51,0.351 0.%51,0.951
Tmin' 0.%91

Correctlon mathods HOLTI-SCAN

Data completeness= 0,537 Thata(max}= ZE.700
Rireflecticns]= 0.0513[ 3051) WRZ {raflections)= 0.1386( 467%)
£ = 1.038 Npar= 253

Supporting Information

The following ALEATS were generated. Each ALEAT has the format
test-name_ALERT_alert-type_alert-level.
Click on the hyperlinks for more details of the test.

dAlert level C

FLAT241_ALERT 2 C Check High Ueq as Compared to Neighbors for (a3}
FLATIDE ALERT 3 C Large K walue in the Analysis of Variance . 3267
FLATOLO0_ALERT 3_C Missing & of FCF Reflections Below Th{Min} _ 2
FLATOL1 ALERT_3_C Missing & FCF Refl Batween THmin & SThil= 0.600 4

2 Alert level G

FLATOO? ALERT_5_G MNote: Number of Unrefined D-H Atoms 1
FLATLZE ALERT 4 G Alernate Setting of Space-group F21/c P2Lin
FLATIS4 ALERT 1 G Missing _cell_measurement_refins_used datum ...
PLATTSA_ALERT 4 G The Mndzl has Chirality at C&  (Verify) ... S
FLATOL12 ALERT 4_G Missing & of FCF Reflections Above SThfL= 0600 r

0 ALERT level & = Most likely a serious problem - resclve or explain

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

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

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

1 ALERT type 2 Indicator that the structure model may be wrong or deficient
3 ALERT type 3 Indicator that the structure quality may be low

3 ALERT type 4 Improvement, methodology, gquery or suggestion

1 ALERT type 5 Irfgrn'luuve message, che Jc

It is advisable to attempt to resolve as many as possible of the alerts in all categories.

Often the minor alerts paint to easily fived oversights, errors and omissions in wour
CIF ar refinement strategy, S0 attention to these fine details can be worthwhile. In

arder to resohwe some of the more serious problems it may be necessary to carry out

addtionall measurements or structure refinements. However, the purpase of your
study may justify the reported deviations and the more serious of these shauld

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 ide ntify

autliers and unusual parameters, but every test has it 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

vzt Juer orgicgl-binichecke_nkl.pl
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Datablock shelxl - ellipsoid plot (12b)

43 CheckCIFPLATON | standard)

individual to critically assess their own results and, if neceszary, seek expert advice.

Publica tion of ywouwr CIF in IUCr journals

& basic structural check has been run an youwr CIF. These basic chescks will B2 run om
all C1Fs submitted for publication in IUCr journals (dcta Crpstaliographica, fowvmal of

e ﬂ'r:h#np-apg, Journal of Synchrotron Rad:'a-n:nl]; however, f you intend to
=ubmit to Acta Crystalographica Saction C or E, you should make swre that full
publication checks are run on the final version of your CIF gricr to submissian.

Publication of your CIF in other journals

Flease refer to the Motes for Authors of the relevant journal for any special
instructions relating to CIF submigsian.

PLATOM version of 05 /11 /2012; check.def file version of 05711 72012

Datablock LAX - ellipsoid plot
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CheckCIF data of 17

Datablock: 17

Bond precision: C-C = 0.0050 A Wavelength=0.71073
Cell: a=6.7467(4) b=12.8110(7) c=21.6174(13)

alpha=90 beta=90 gamma=90
Temperature: 298 K

Calculated Reported

Volume 1868.43(19) 1868.43(19)
Space group P 21 21 21 P 21 21 21
Hall group P 2ac 2ab P 2ac 2ab
Moiety formula C24 H21 N3 ?
Sum formula C24 H21 N3 C24 H21 N3
Mr 351.44 351.44
Dx,g cm-3 1.249 1.249
z 4 4
Mu (mm-1) 0.074 0.074
FOO0O0 7440 744 .0
FOOO0*" 744 .24
h, k, Imax 9,17,29 9,17,29
Nref 5022[ 2872] 5021
Tmin, Tmax 0.996,0.996 0.993,0.996
Tmin* 0.993

Correction method= MULTI-SCAN

Data completeness= 1.75/1.00 Theta(max)= 29.130

R(reflections)= 0.0706( 2663) wR2(reflections)= 0.1849( 5021)
S =1.025 Npar= 244

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.

*
PLAT230 ALERT 2 B Hirshfeld Test Diff for N2 -- Cl6 .- 7.5
su

2A0ert level C
And 3 other PLAT230 Alerts

More ...

PLAT241 ALERT 2 C Check High Ueq as Compared to Neighbors for c22
PLAT242 ALERT 2 C Check Low Ueq as Compared to Neighbors for C19
PLAT340 ALERT 3 C Low Bond Precision on C-C Bonds ............... 0.0050
Ang

PLAT420 ALERT 2 C D-H Without Acceptor N1 - H1 S ?
And 2 other PLAT420 Alerts

More ...

sAlert level G
PLATOO7 ALERT 5 G Note: Number of Unrefined Donor-H Atoms ........ 4
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0 ALERT level A Most likely a serious problem - resolve or explain

1 = A potentially serious problem, consider carefully
9 ALERT level C = Check. Ensure it is not caused by an omission or
oversight

1 ALERT level G

General information/check it is not something unexpected

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

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

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

0 ALERT type 4 Improvement, methodology, query or suggestion

1 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 1UCr 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, you should make sure thatfull 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 24/04/2013; check.def file version of 23/04/2013
Datablock 18 - ellipsoid plot
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