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Zelinsky Insfitute of Organic Chemistry, Moscow; Bruker AC200 SF=200.13 MHz {1H} SI-16K SW~4386 O1=4800 PW~2.0 AQ—1.868 RD—2.00 N5—4 SR=3268.30 TE-323K 11 November 2014 Opr: Bastrakov M.A; Solv: DMSO-d6;

/LPIK KA-36.001
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Zelinsky Institute of Organic Chemistry, Moscow; Bruker AC200 SF=30.32 MHz {13C} SI-16K SW=11627 O1=5600 PW=3.0 AQ=0.705 RD=1.00 NS=735 SR=578.20 TE=297K 11 November 2014 Opr: Bastrakov M.A.; Solv: DMSO—d5;
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Zelinsky Instifute of Organic Chemistry, Moscow; Bruker AM300 SF=300.13 MHz {1H} SF-16K SW-9009 OI—2401 PW=9.0 AQ=0.901 RD=3.00 NS—I SR—4.12 TE-300K 21 November 2014 Opr: Struchkova M.L; Solv: DMSO-d6;
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© Zelinsky Insfitute of Organic Chemistry, Moscow; Bruker AM300 SF=75 47 Mz {13C} SI=32K SW—18114 O1=8301 PW~14.3 AG-0.900 RD-1.00 NS~795 SR-38.93 TE-302K 25 November 2014 Opr: Dacva ED; Solv: DMSO-d6;
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© Zelinsky Instifute of Organic Chemisiry, Moscow; Bruker AMB300 SF=300.13 MHz {1H} SI=16K SW=6002 O1=2401 PW=9.0 AQ=1352 RD=1.00 NS=1 SR=—d.11 TE=298K 10 November 2015 Opr: Daeva E.D.; Solv: DMSO—d6;
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© Zelinsky Inslitute of Organic Chemisiry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SE-32K SW=18114 O1=8301 PW=14.3 AQ=0.900 RD=1.00 N'S=163 SR=35.83 TE=298K 7 December 2015 Opr: DaevaE.D.; Solv: DMSO—d6;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=300.13 MHz {1} SI=16K SW=5002 O1=2401 PW=9.0 AQ=1.352 RD=1.00 NS=1 SR=—4.11 TE=209K 22 December 2015 Opr: Daeva ED.; Solv: DMSO-d6;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 01=8301 PW=14.3 AQ=0.900 RD=1.00 NS=697 SR=37.92 TE=299K 24 December 2015 Opr: Daeva E.D.; Solv: DMSO-d6;
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g Zelinsky Institute of Organic Chemistry, Moscow; Bruker AC200 SF=200.13 MHz { 1H} SI=16K SW=4386 O1=4800 PW=2.0 AQ=1.868 RD=2.00 NS=4 SR=3288.30 TE=323K 12 November 2014 Opr: Bastrakov M.A.; Solv: DMSO—d6;
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Zelinsky Institute of Organic Chemistry, Moscow; Bruker AC200 SF=30.32 MHz {13C) SI-16K SW~11627 O1-3600 PW-3.0 AQ=0.705 RD=1.00 NS~1276 SR—578.20 TE-207K 12 November 2014 Opr: Bastrakov M.A; Solv: DMSO-d6;

2
30.694

T T T T T T T T T ¢ T T T T b T T T T T
160 155 150 145 140 135 130 125 120 115 110 105 100 95 90 85 80 75 70 65 60

Page S7

©ARKAT USA, Inc



Issue in Honor of Prof. Oleg A. Rakitin ARKIVOC 2017 (iii) S1-S27
© Zelinsky Institute of Organic Chemistry, Moscow: Bruker AM300 SF=300.13 MHz {1H} SI=16K SW=6010 O1=2401 PW=9.0 AQ=1.352 RD=1.00 NS=1 SR=0.01 TE=300K 28 October 2014 Opr: Daeva ED.; Solv: CDCI3;
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© Zelinsky Instifute of Organic Chemisiry, Moscow; Bruker AM300 SF=300.13 MHz {1H} SI-16K SW=6010 OL=2401 PW=9.0 AQ=1.352 RD=1.00 NS=1 SR=0.03 TE=302K 26 November 2014 Opr: Daeva E.D.; Solv: CDCI3;
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© Zelinsky Instifufe of Organic Chemisiry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 O1=8301 PW=10.0 AQ=0.901 RD=1.00 NS=1086 SR—8.80 TE=300K 2 December 2014 Opr: DaevaE.D.; Solv: CDCI3;
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g Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=300.13 MHz {1H} SI-I6K SW=6010 O1=2401 PW=9.0 AQ=1.352 RD—1.00 NS—1 SR=001 TE=300K 28 October 2014 Opr: Daeva E.D; Solv: CDCI3;
g
= O DN HN D oW m oo M H oD oW o DO W
: 23352398 28499 g2 229 259223 gio
$amaanne S i ©oana Sie Aol anRd N
o NN PR - ameno R Sacaa
0 N 1/ 4 \ N NI W/
¢ MY NI \ ; \f
i
5 CH: =
5 o
& 07 N
o N {
s T
5 me—N N
B A F
3 N
%
f_/w
|
|
I
[
|
I |
T T T T T T T T T T
7.5 740 6.5 6.0 5.5 5.0 4.5 4.0 35 3 .5 ppm
b _ L J - R \T i TR B
© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 01=8301 PW=10.0 AQ=0.901 RD=1.00 N$=249 SR=-5.17 TE=301K 1 December 2014 Opr: Daeva E.D.; Solv: CDC13;
°
2
8o @ B e
a8 23 5 P ©oa aan oo ° s
38 a8 b 5 03 8§32 S35 8% 3 23
. 2 ] 8 8 355 333 8¢ g 28
P 6w o ) (el Bom B y ]
et S8 5 8 @ N deua @w < A
P S 8 3 g & BRE 38 22 ¢ zd
3 | \ | \/ |
! |y /
I | | I
§ |
. cHs
5 /
< °§N(0 N
N o
i <
R H;C—N bq\
i =
§ N
&)
I
I |
Lo
|
[
|
Il
T I T T T T T T T 1] T T T T T T T 13 I T T T T T
155 150 145 140 135 130 125 120 115 110 105 100 95 90 85 80 75 70 65 60 55 50 45 ppm‘

Page S12

©ARKAT USA, Inc



Issue in Honor of Prof. Oleg A. Rakitin ARKIVOC 2017 (iii) S1-S27

Display Report

Analysis Info Acquisition Date  11.12.2014 13:18:04
Analysis Name  D:\Data\Kolotyrkina\2014\Bastrakov\1211008.d
Method tune_low.m Operator BDAL@DE
Sample Name  /LPIK KA-39 Instrument / Ser# micrOTOF 10248
Comment C17H21N504S mw 391 calibrant added
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Dry Heater 180 °C
Scan Begin 50 m/z Set Capillary 4500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set End Plate Offset -500 V Set Divert Valve Waste
Intens. +MS, 0.2-1.0min #(10-58)
x1041
3.0
1 345.1381 N/
ON
2.5: 360.3243 N NO,
N s
2.0 @
1.5
1.0
392.1392
0.5
368.4257
] 1 376.3031 385.2925 l
Y TSRS SN U1 S YU PN DEUOEW | F TS § FUSS DU U ST S DUSUTOE U DS ,l;,
340 350 360 370 380 390 400 m/z
Intens. +MS, 0.2-1.0min #(10-58)
8000 392.1392
6000
4000+
2000 393.1430
394.1386
391.1299 4#/\\/\g N
0: C17H21N504S, M+nH ,392.14
20001 392.1387
15001
1000
5001 393.1420
] 394.1347
-|----n----n----n----n----n----n----n-/\---|----|
390.5 391.0 391.5 392.0 392.5 393.0 3935 394.0 394.5 m/z
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Display Report

Analysis Info Acquisition Date  28.11.2014 17:39:40
Analysis Name  D:\Data\Chizhov\Shevelev\Bastrakov\ka-51_&clb.d
Method tune_wide.m Operator BDAL@DE
Sample Name  /LPIK KA-51 Instrument / Ser# micrOTOF 10248
Comment CH3CN 100 %, dil. 200, calibrant added
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Dry Heater 180 C
Scan Begin 50 m/z Set Capillary 4500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set End Plate Offset -500 V Set Divert Valve Waste
Intens. +MS, 0.0-1.0min #(2-59),
x10% 398.1854 N/
O,N
54 2
N NO,
o
N" S
3_
2_
1_
2159.8926
959.9655 1559.9276 o
il l |,|j||||4|,|1 wilb | d.u..l R . Lk e Al ,
500 1000 1500 2000 2500 m/z
Intens. +MS, 0.0-1.0min #(2-59),
X104 398.1854
4
2_
| ., 4132714 420.1671
03 C17H27N504S, M+nH 398.19
398.1857
20001
1000+
; |
1 C17H27N504S, M+nNa ,420.17|
420.1676
2000
10001
07— T — ———— ....n,",,..
395 400 405 410 415 420 m/z
©
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Display Report
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Analysis Info

Analysis Name  D:\Data\Kolotyrkina\2016\Bastrakov\0602031.d
Method tune_low.m

Sample Name  /LPIK AF-9

Comment C16H21N505S mH 396.133 clb added

Acquisition Parameter

Source Type ESI lon Polarity Positive
Focus Not active

Scan Begin 50 m/z Set Capillary 4500 V
Scan End 3000 m/z Set End Plate Offset  -500 V

Acquisition Date 02.06.2016 17:27:25

Operator

BDAL@DE

Instrument / Ser# micrOTOF 10248

Set Nebulizer 0.4 Bar
Set Dry Heater 180 °C
Set Dry Gas 4.0 I/min
Set Divert Valve Waste
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x104] N
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4 \ fo)
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4309131
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15
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0.5
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15

1.0

0.5
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Display Report

Analysis Info Acquisition Date  02.06.2016 17:35:52
Analysis Name D:\Data\Kolotyrkina\2016\Bastrakov\0602032.d
Method tune_low.m Operator BDAL@DE
Sample Name  /LPIK AF-19 Instrument / Ser# micrOTOF 10248
Comment GC15H25N504S mH 372.170 clb added
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Dry Heater 180 °C
Scan Begin 50 m/z Set Capillary 4500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set End Plate Offset  -500 V Set Divert Valve Waste
Intens. | +MS, 0.0-0.7min #(2-44)
x104]
/
O,N N
3 2
1 _N N02
~
N S
5] 372.1688
1_
| J J 394.1504
| 1 1 A
x103] C15H25N5045, ManH 372.17
. 372.1700
1.59
1.0
0.54
x1009- C15H25N504S, M+nNa ,394.15|
204 394.1519
1.5
1.0
0.5
ool
370 875 380 385 390 395 400 405 m/z
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Display Report

Analysis Info Acquisition Date  28.11.2014 17:33:40
Analysis Name  D:\Data\Chizhov\Shevelev\Bastrakov\ka-40_&clb.d

Method tune_wide.m Operator BDAL@DE

Sample Name  /LPIK KA-40 Instrument / Ser# micrOTOF 10248
Comment CH3CN 100 %, dil. 200, calibrant added

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Dry Heater 180 °C
Scan Begin 50 m/z Set Capillary 4500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set End Plate Offset -500 V Set Divert Valve Waste

Intenss- +MS, 0.0-1.0min #(1-60)|
x10 376.1607

0.8

S

0.2

2159.8910

1038:6053 1559l9275 1897.1256 2497.0918 2759.8494
ool bl i e b b b L
500 1000 1500 2000 2500 mz

Intens.]

+MS, 0.0-1.0min #(1-60)
x105]

376.1607

0.6:
0.41
0.21

' |

398.1425
60 392.1555 |

C17H21N505, M+nH ,376.16|

376.1615
20007

10007

] C17H21N505, M+nNa ,398.14
398.1435

2000+

10007

"a70 375 38 38 3% 3% 400 405  miz
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checkCIF/PLATON report

Structure factors have been supplied for datablock(s) ka39

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: ka39

Bond precision: C-C = 0.0022 A Wavelength=1.54178

Cell: a=23.2992(5) b=9.9484 (2) c=16.2653(3)
alpha=90 beta=106.144 (1) gamma=90

Temperature: 120 K
Calculated Reported

Volume 3621.46(13) 3621.46(13)

Space group C 2/c C 2/c

Hall group -C 2vyc -C 2yc

Moiety formula <C17 H21 N5 04 S Cl7 H21 N5 ©4 S

Sum formula Cl7 H21 N5 04 S Cl7 H21 N5 Q4 S

Mr 391.45 391.45

Dx,g cm-3 1.436 1.436

Z 8 8

Mu {mm-1) 1.898 1.898

F0O00 1648.0 le48.0

FO0O~’ 1655.61

h,k,1lmax 27,11,19° 27,11,1¢°

Nref 3225 3196

Tmin, Tmax 0.572,0.610 0.749,0.864

Tmin’ 0.519

Correction method= # Reported T Limits: Tmin=0.74% Tmax=0.864
AbsCorr = MULTI-SCAN

Data completeness= 0.991 Theta(max)= 66.218
R(reflections)= 0.0318( 3054) wR2 (reflections)= 0.0816( 3196)
S = 1.062 Npar= 246

The following ALERTS were generatad. Hach ALERT has the format
test-name ALERT alert-type alert-level.
Click on the hyperlinks for more details of the test.
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# Alert level C
PLAT911 ALERT 3 C Missing # FCF Refl Betwsen THmin & STh/L= 0.597 30 Report

¥ Alert level G

PLAT7%3 ALERT 4 G The Model has Chirality at C3 {Centro SPGR) 8 Verify
PLAT7%3 ALERT_4 G The Model has Chirality at C4 (Centro SPGR) S Verify
PLAT7%3 ALERT 4 G The Model has Chirality at C5 {Centro SPGR) S Verify
PLAT753 ALERT 4 G The Model has Chirality at Cé (Centro SPGR) S Verify
PLATS09 BLERT 3 G Percentage of Observed Data at Theta(Max) Still 82 % Note
PLATS933 ALERT 2 G Number of OMIT Records in Embedded .res File 1 Note
PLAT978_ ALERT_2 G Number C-C Bonds with Positive Residual Density. 10 Note

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

0 ALERT level B = L potentially sericus prcblem, consider carefully

1 ALERT level C = Check. Ensure 1t is not caused by an omission or coversight

7 ALERT level G = General informaticn/check it is not something unexpected

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

4 ALERT type 4 Improvement, methodology, query or suggestion

0 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 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 (dcta 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 27/03/2017; check.def file version of 24/03/2017
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LAADIOUK KADY = €LIPS01A PLoL

Prob
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checkCIF/PLATON report

Structure factors have been supplied for datablock(s) ka0

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: ka40

Bond precision: C-C = 0.0018 A Wavelength=1.54178

Cell: a=12.6465(1) b=11.0625(1) ¢=14.0367 (1)
alpha=90 beta=113.143 (1) gamma=90

Temperature: 120 K
Calculated Reported

Volume 1805.73(3) 1805.73(3)

Space group P 21/n P 21/n

Hall group -P 2yn -P 2yn

Moiety formula €17 H21 N5 O5 Cl7 H21 N5 05

Sum formula Cl7 H21 N5 Q05 Cl7 H21 N5 05

Mr 3 154,39 375.39

DX,g <¢m-3 1.381 1.381

z 4 4

Mu {(mm-1) 0.870 0.870

F0OO00 792.0 792.0

F0O0O0’ 794 .66

h,k,lmax 15,13,16 15,13,16

Nref 3278 3175

Tmin, Tmax 0.784,0.933 0.772,0.864

Tmin’ 0.784

Correction method= # Reported T Limits: Tmin=0.772 Tmax=0.864
AbsCorr = MULTI-SCAN

Data completeness= 0.969 Theta(max)= 67.7%9
R(reflections)= 0.0326( 2935) wR2 (reflections)= 0.082%9( 3175)
S = 1055 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.
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“ Alert level C

PLAT029 ALERT 3 C diffrn measured fraction theta full value Low 0.971 Note
ELAT911 ALERT 3 C Missing # FCF Refl Betwsen THmin & STh/L= 0.600 94 Report
“ Alert level @
PIAT142: ATERT 4 @ ‘8.0« cn b - Docks Small ©F MIsging «ausws e avenus s 0.00010 Ang.
EIAT143 ANERT 4 @ g .1, om e — Dzeks Small or Missing ..oxvr vmmrnsns 0.00010 Ang.
PLAT793 ALERT 4 G The Model has Chirality at <3 (Centro SPGR) 8 Verify
PLAT7%3 ALERT 4 G The Model has Chirality at <4 (Centro SPGR) S Verify
PLAT7%3 ALERT 4 G The Model has Chirality at <5 (Centro SPGR) S8 Verify
PLAT7%3 ALERT 4 G The Model has Chirality at Cé& (Centro SPGR) S Verify
PLAT909 ALERT 3 G Percentage of Observed Data at Theta(Max) Still 87 % llote
FLAT912 ALERT 4 G Missing # of FCF Reflections Above STh/L= 0.600 10 Note
PLATS78 ALERT 2 G Number C-C Bonds with Pogitive Residual Density. 12 Note

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

0 ALERT level B = & potentially serious problem, cconsider carefully

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

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

0 ALERT type 1 CIF construction/syntax srror, incongistent or missging data

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

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

7 ALERT type 4 Improvement, methodology, guery or suggestion

0 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 te 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 (4Acta Crystallographica, Journal of Applied
Crystallography, Journal of Synchrotron Radiation);, however, if vou 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.
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PLATON version of 27/03/2017; check.def file version of 24/03/2017

Datablock ka40 - ellipsoid plot
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- Temp = 120
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checkCIF/PLATON report

Structure factors have been supplied for datablock(s) ka51

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: ka51

Bond precision: C-C = 0.0017 & Wavelength=0.71073

Cell: a=13.0403(5) b=13.3193(5) c=11.8357(5)
alpha=20 beta=108.653(1) gamma=%0

Temperature: 120 K
Calculated Reported

Volume 1947.74(13) 1947.73(13)

Space group P 21/c P 21/c

Hall group -P 2vbc -P 2vbc

Moiety formula €17 H27 N5 04 § Cl7 H27 N5 04 8

Sum formula Cl7 H27 N5 ©4 S Cl7 H27 N5 04 S

Mr 397.50 397 .49

Dx,g cm-3 1.355 1.356

Z 4 4

Mu (mm-1} 0.200 0.200

FOO0O0 §48.0 848.0

F000’ 848 .84

h,k,1lmax 18,18, 16 18,18,16

Nref 5681 5681

Tmin, Tmax 0.913,0.929 0.796,0.862

Tmin’ 0.908

Correction method= # Reported T Limits: Tmin=0.796 Tmax=0.862
AbsCorr = MULTI-SCAN

Data completeness= 1.000 Theta{max)= 29.991
R(reflectionsg)= 0.0369( 4665) wR2 (reflections)= 0.0998( 5681)
S =1.042 Npar= 246

The following ALERTS were generated. Each ALERT hag the format
test-name ALERT alert-type alert-level.
Click on the hyperlinks for more details of the test.
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¥ Alert level C

PLAT230_ALERT 2 C Hirshfeld Test Diff for 04 == N5 5.4 g.u
PLATZ20 BIERT 2 © Hivsehteld Test Difr fod N5 s 1S5 5.6 8
¥ Alert level G
PLAT753 ALERT 4 G The Model has Chirality at C3 (Centro SPGR) R Verify
PLAT7%3 ALERT 4 G The Model has Chirality at C4 (Centro SPGR) R Verify
PLAT7%3 ALERT 4 G The Model has Chirality at C5 {Centro SPGR) R Verify
PLAT753 RLERT 4 G The Model has Chirality at <8 {Contys SEGR) R Verify
PLATS210_ ALERT 3 G Misgsing # of FCF Reflecticn(s) Below Theta(Min) 1 MNote
PLATEE0 BLERT 3 G MNumber of Intemsitiss with [ = = e (10 10 Check
PLATE78 BLEET 2 O Number U-C Bonde with Poglblve Residual Denglty. 1% Mols

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

0 ALERT level B = I potentially serious problem, considsr carefully

2 ALERT level C = Chsck. Ensure it is not caused by an omission or oversight

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

0 ALERT type 1 CIF construction/eyntax error, ingconsistent or missing data

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

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

4 BRLERT type 4 Improvement, methodology, dquery or suggestion

0 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 docs 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, seck 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.

FPublication 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.
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PLATON version of 27/03/2017; check.def file version of 24/03/2017

Datablock ka1 - ellipsoid plot

Prob = 50
Temp = 120
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Table S1. Crystallographic data for compounds 7a, 7b and 7e

Formula
Formula weight
T, K

Crystal system

Space group
z/7

a, A

Clcalcr g cm'3
Radiation type
W, cm™

zemaxr °

Refls. collected /independent

Observed refls. [[>20(I)]

R1
WRZ

GOF

Residual density, eA? (dmax/dmin)

7e
C17H21NsOs

375.39

P2,/n
4/1
12.64650(10)
11.06250(10)
14.03670(10)
113.1430(10)
1805.73(3)
1.381
CuKa
8.7
134
18589/3175
2935
0.0326
0.0829
1.055

0.259/-0.226

Page S27

7a
C17H21N504S
391.45
120
Monoclinic
C2/c
8/1
23.2992(5)
9.9484(2)
16.2653(3)
106.1440(10)
3621.46(13)
1.436
CuKa
18.98
134
45770/3196
3054
0.0318
0.0816
1.062

0.492/-0.371

ARKIVOC 2017 (iii) S1-S27

7b
C17H27Ns0,S

397.50

P2,/c
4/1
13.0403(5)
13.3193(5)
11.8357(5)
108.6530(10)
1947.73(13)
1.356
MoKa
2
60
25510/5681
4665
0.0369
0.0998
1.042

0.383/-0.242
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