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1. Crygal data
Crystal data and structure refinement for 3q (CCDC: 867331).

Empirical formula
Formula weight
Temperature
Wavelength
Crystal system, space group

Unit cell dimensions

Volume

Z, Calculated density
Absorption coefficient

F (000)

Crystal size

Theta range for data collection
Limiting indices

Reflections collected / unique
Completeness to theta = 28.45
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness—of—-fit on F 2

Final R indices [I>2sigma(l)]
R indices (all data)

Absolute structure parameter
Largest diff. peak and hole

C21 H17 Br N2 04

441. 28

100(2) K

0.71073 A

Orthorhombic, P 21 21 21
a=6.611(3) A alpha = 90 deg.
b = 14.222(6) A beta = 90 deg.
c = 20.570(9) A  gamma = 90 deg.

1934.0(15) A"3

4, 1.516 Mg/m 3

2.155 mm -1

896

0.70 x 0.25 x 0. 18 mm

1.74 to 28.45 deg

-8<{=h<=8, -17<=k<=18, -27<=1<=26
15446 / 4661 [R(int) = 0.1122]
96.6 %

Semi—empirical from equivalents
0.6976 and 0. 3138

Full-matrix least-squares on F 2
4661 / 0 / 254

1.125

R1 = 0.0952, wR2 = 0. 2499

R1 = 0.1430, wR2 = 0. 2790
0.14(3)

1.809 and —2.602 e.A -3
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Crystal data and structure refinement for 7b (CCDC: 851295)

Empirical formula C25H26 N202 S

Formula weight 418.54

Temperature 100(2) K

Wavelength 0.71073 A

Crystal system, space group Orthorhombic, P212121

Unit cell dimensions a=9.1977(12) A  apha=90 deg.
b =10.4095(13) A beta = 90 deg.

Volume 2092.1(5) A3

Z, Calculated density 4, 1.329 Mg/m"3

Absorption coefficient 0.180 mm*-1

F(000) 888

Crystal size 0.80 x 0.15x 0.09 mm

Thetarange for datacollection  1.86 to 30.04 deg.

Limiting indices -12<=h<=12, -14<=k<=14, -30<=I<=30

Reflections collected / unique 22328/ 5920 [R(int) = 0.0416]
Compl eteness to theta = 30.04 98.5 %

Absorption correction Semi-empirical from equivalents
Max. and min. transmission 0.9840 and 0.8696

Refinement method Full-matrix least-squares on F*2
Data/ restraints / parameters 5920/0/272

Goodness-of-fit on F*2 1.044

Final Rindices[I>2sigma(l)] R1 = 0.0349, wR2 = 0.0763

R indices (all data) R1 =0.0449, wR2 = 0.0803

Absol ute structure parameter -0.01(5)

Largest diff. peak and hole 0.377 and -0.338 e A"-3
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2. NMR Spectra of Products
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3. HPL C chromatograms

e} o
] H,C0 .
a) e we 0 :
= =
0 .
:-E L
5
5
L i =
-I L - a Ll - i " t AL L] n LE -a- L] ™= - - T » o
peak | RT(min) | Heightgmyv=cac) | _area(mv) | Area(s)
1 | 17.273 | 383186884 | 9136261.000 | 500425
? | 28740 | 224534656 | 5120755000 | 439575
v a
- : Q
[+ e
i
i--

Peak | RT{min) | Height{m\V'*sec) Area(mi/} Areal %)

i 16.373 26060.199 601800.250 | 2.5015

Pl 26.423 6B83650.813 | 26765720.000 | 96.7835
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am
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Ll

RT{ mnir)

Heig ht{m * sec)

Areal mv)

Area( )

17.148

305851 313

7175167.000

499183

24 182

214272 156

7198645500

50.0817

WiEjau)
A npAAnAR NN

AR MAm

Peak

RT{ min)

Height{mf*sec)

Arealm\y

Area( )

17.457

6533 985

167575.750

4 6606

24 B2%

9B059 438

3427985 250

95.3394
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Peak | RT{min) [ Heightim\V*sec) [  Arealm\ Areal )
1 18857 219795 438 5786634000 ( 49.8B72
2 26.090 57202.065 5812806.500 | 50.1128
- 0
= o
f‘ i e
. HaC O
= H T
- %
] :
. e
Peak | RT(min) | Height{m\V*sec)| Area(m\]) Area( )
1 19.198 89655.558 273155844 | 42377
2 26.665 160940422 6172613.000 | 95.7623
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Peak | RT{min) | Height(mV*sec) |  Area(m\i Area( %)
1 215840 14B395.078 | 4751482.000 | 49.9355
2 30.332 106914.563 A4763750.500 | 50.0645
o ;
O
HzCO :
: NG D
2d
"
. yi\
M H A e PR ASFAE T T PAMC AR A A
Peak | RT{min) | Height{m\/*sec) Areal i) Areal %)
1 19,508 26717 811 730626875 4 8759
2 26.165 391902.094 14255692000 | 95.1241
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Peak | RT{min) | Height{m\V*sec)| Area(my) Area| %)
1 26.282 BEGE4 148 4696699000 | 48.1495
2 31.015 2288.011 150920688 | 15472
3 33.548 2098.032 142081422 | 14566
4 41282 48B06.156 4688975.000 | 48.0702
= 0
- a
= HiCO :
z : “*N::qﬂ.:.
- =
a - = 1 = k-4 a4 = :I:x“-' = II: H = k-] a - 48
Peak | RT(min) | Height{m\ *=sec) Arealmh/) Area()
1 26.232 16147.713 B27937.750 5.1350
2 40.840 160901.688 15295345.000 | 94.8650
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Peak | RT{min) | Height({m\/*sac) Arealmi) Areal®)
1 115348 B2585.053 1262997875 | 5.3456
2 14215 524600.875 10371114000 | 43.8955
3 15915 58725250 1296550 500 | 54877
4 24582 297574.565 10696157000 | 45.2712
0
= o i
= N~©— CHs i
Pk HzCO
= PE “NC O
115 ;.
’ LR s ih\ T
a H [ T n " = a ] M -xf.».-' a H = E- FEY = =
Peak | BT{min) | Height{m\/*sac) Area( i) Area( %)
1 14607 37096.500 015813.375 48472
2 25807 468480.750 17977486.000 | 95.1520
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Peak | RTimin) | Height(my*sec) | Arealm\) Areal %)
1 17.890 181713922 | 4555329.000 | 4B.6376
2 26.290 123556705 4810529500 | 51.3624
= o
o o —Q—DCH3
o HsCO
= e e B
Za] 3
.
(= L
:: .
)M T
Peak | RT(min) | Height(m\V*sec)|  Area(m\] Areal %)
1 18.585 4274711 122452 B0O5 | 5.0572
2 27.792 56453.891 2298535.750 | 949428
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Peak | RTimin) | Height|mV*sec) Arealmi) Areal %)
1 11.123 40534.157 640387.063 28152
2 14 823 30648.385 G55434.188 | 2.8B14
3 16.757 462846781 10775868.000 | 47.3635
4 20.223 3B83550.563 10677507.000 | 46.9399
= o
-] o
iz H
= HacDJj}( q( ‘Q
=] FH™ HC O F
2h
—_ - -—l——L—"'-"‘—
Peak | RT{min) | HeightimV*sec) | Area(m\f Area|®a)
1 16.715 £14.710 18433209 | D.B46T
2 21.315 7228B.070 2158607 500 | 99.1533
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Peak | RT(min) | Height{m\V*sec)| Arealmy) Area| )
1 14 248 5370.792 123358.797 | 20702
2 17.182 105054313 2857164750 | 47.5492
3 21.082 3459 205 122339086 | 2.0531
4 46748 35235508 2855867.250 | 47.9274
o
L O-0)
HzCO
TR e B oH
i
A_J\_ﬂ ;
1 - SR 1
Peak | RT(min) | Height{m\V*sec) | Arealm\) | Area(®)
1 18.132 6678100 199173.000 | 97.776
2 43.565 53.234 4530.400 22240
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Peak | RT(min) | Heightim\V*sec) | Arealm\) Areal )
i 11.323 95201.906 1550474 500 | 9.4913

2 14.057 361619 281 6614746000 | 40.45925
3 14823 348114 5938 6646818 500 | 40 68BE
4 154253 7T7096.460 1523656.000 | 9.3274

: "

: o QN -CH3

: H3CO JJ>/

PE NC D
3j
;
: = AN

Peak | RT(min) | Heightim\W/*sec)| Area(mV) | Area(%)
1 15652 39560.532 673815458 | B0.2064
2 14265 BEGA.TT7 166286469 | 19.7937
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Peak | RT(min) | Helght{m\V*sac) | Areamy) Area( %)
1 0 507 253048 768 304215906 | 7.8072
2 12 B40 16978 563 307416594 | 7.8B04
3 14823 77185.141 1627041.125 | 41.7555
4 15.707 75608 813 1657921 375 | 42 5480

—_— e I
L 1 1 _.._'.I“ a L -\I.
Peak | RT{min) | Heightim\V*sec)| Arealm\) | Area(%)
1 14.057 008.972 19525.205 | 7.5155
2 15.173 11667955 240272 484 | 92.4845
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Peak | ET{min) | Height{mV*sec) Area(mi) Area( )
1 14.040 B79125.188 17040064.000 | 496064
2 145923 B26222 438 17310460.000 | 50.3936
i o
I e
: 3 Q-0
HCOZ 55
= FH WC O
3l
g
: ; H ST O z : 1 = p
Peak | RT{min) | HeightimV*=ec) [ Area(my) Area( )
1 13.923 30774.105 600560.688 | 13.6668
2 14 757 184782 406 3793744000 | 86.3332
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Peak | RT{min) | Height{mV*sec)| AreaimV) Areal %)
1 14207 108404 227 3716658.250 | 42.6510
2 17.140 17768.602 GEE304 6BE | 78987
3 18.440 83137968 3583880.750 | 41.1273
4 21.207 14004 528 725270938 | B.3229
]
4 PRl
I-.Ei_'l'ﬂ?’
TP e

R T BT RS TR R

Peak | RT(min) | Height{m\/*=sec)| Arealm\) Area(%)
1 13.157 34766.602 1032390875 | 72.51B4
2 15.582 2407 568 83577797 5.8546
3 17552 6100.000 248259703 | 17.3004
4 19.365 1450 857 63335.102 | 4.4366
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Peak | RT(min) | Helight(m\*sac) | ArealmV] | Area(k)
1 19.673 15677.700 412169.000 | 15.1955
2 26.357 25344 350 931176.563 | 34.3299
3 34757 7938.902 413766813 | 15.2544
4 36.357 17233.195 0955325.000 | 35.2202

HaCO

Peak | RTimin) | Height{m\*sec) | Area(mV) | Areal%)
1 19.752 30454 334 B02501. 688 | 28.7403
2 26.413 25958 643 929728 188 | 53.2967
3 35.200 5374 579 212910813 | 7.6251
4 36.455 17039990 B47108.563 | 30.3379
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Peak | RT{min) | Height{m\/*sec)| Area(mVy) Areal )
1 11.8%0 87455430 1405881 875 | 2004359
2 12.990 128313.97 2133017.000 | 31.0497
3 13.790 121609.750 2089616.625 | 30.4179
4 15.057 67148.242 1245179.000 | 1B.0966

: 7 T H T 3 z
Peak | RT(min) | Height{m\V*sec)| Area(m\V) Area( )

il 11.BBO 397900.781 6719842.000 | 38.2250

2 12 980 249753.563 4553183.500 | 20.8757

3 13.798 335923.719 6186257.500 | 29.6661

4 15.063 169481.219 35936135.750 | 11.2332
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Peak | RT(min) | Height{mV*=sec)| Arealm\) Area| )
1 15848 117837.602 3304520.750 | 49.8416
2 27823 B2979.750 3325519.500 | 50.1584
z
bt o
& a
iz M-Fh
G H3I3H3I2EI"J1:;{ C\((
= PE® HEC O
i A G o TR
T T PR N G O M A R T % = PP
Peak | RT(min) | Height{m\V*=sec) | Area(mV) Area( )
1 17.648 14226727 344184031 | 3.9031
2 24207 254011125 | B475942 000 | 96.0969
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1 4 | ] 1 —T:d - a
Peak | RT(min) | Height{m\V*sec)| Areajm\) Area(%)
L 9698 87503.315 1507598 875 | 379981
2 10.498 25326.357 465152625 | 11.7239
3 11.315 23503 857 462994 656 | 11.6695
4 13.198 64647250 1551815 875 | 38.6085
i o
::- o QN ~CH3 E
o] I::Hsu)l){ i
2] FH® HNC 0O
Ar
—— A:f\./\_ '
[ H [ it 1 a a AT ] i " a

Peak | RT{min) | Height{mV*sec)| Arealmh) Areal %)
1 9.623 19302.512 320579.513 | 13.9565
2 13.112 B5512.102 1976407750 | B6.0435
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Peak | RT(min) | Height{m\V*sec)| Area(mV) | Area(%)
1 11532 11526542 182654.703 | 10.4822
2 12948 10669.000 190121797 | 10.9107
3 14 808 35666770 681135.625 | 39.0BE9
4 15.498 34583 328 68B618.750 | 33.5183
e a
% o QNfEIn
3 CzHs0
o FE "NC O
e 3s
: I R e P P TR G B .
Peak | ETimin) | Height(mV*sec)| ArealmV) Area()
1 14.893 00071.914 1832115.000 | BB.5730
2 15.505 14497 055 236365.391 | 11.4270
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Peak | ETimin) | Height{m\V*=ec) Arealni) Areal %)
1 12598 218697 016 3578712250 | 9.8135
2 18.390 150527 688 3660356.750 | 10.0373
3 22590 459528 438 14572329 000 | 39.9599
4 24.057 430742.063 14655989.000 | 40.1895

sy

Peak | RT(min) | Height{m\V*sec) | Area(mV) Area( %)
1 22.563 24481012 734074.188 | 6.9808
2 24012 293988.563 9781572.000 | 93.0192
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+ F] ] 10 1% 14 w 22 18 i i ) ]
Peak | RT{min) | Height{m\*sec) Arealmiv) Areal )
1 25.440 | 690069.563 26306688.000 | 94.9897
2 | 27.215 | 32458684 1387569625 | 5.0103
,: Br
::-: ] Q :
= HzCH,COOC “LN
i ol Tl
i b T s FARE R T L=
Peak | RTimin) | Heightim\/*sec)| Area(m\) Areal %)
1 1B.723 152625.016 3987845.250 | 39.1609
2 20.240 40023.355 1153295.000 | 11.1291
3 21.207 37780297 1136082125 | 11.1564
4 22 540 123742 836 | 3825984 500 | 3B.5536
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Peak | RT(min) | Height{im\/*sec)| Arealm\] Area(%)
1 18.507 321217 969 T922725.000 | 93.2216
2 22.348 18577932 576085.313 | 6.7784
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EEE Bﬁr
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] H3CH,COOC N
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Peak | RT(min) | Height{m\/*seac) Arealmi) Areal )
1 20.823 20191.783 504201938 | 4.2784
2 24 B57 361211 438 13296110.000 | 95.7216

45



http://www.fineprint.cn
http://www.fineprint.cn

Wik

Akl

: Fh i
e
E o = 7 & : = P pr P
Peak | RT(min) | Height(mVW*sec) | Arealmy) Area| )
1 70307 13574 206 5745348 000 | 49.0883
2 BB.373 18936.157 5958754.000 | 505117
=] o
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= H Fh 5
= E=
i
¥ .
~ e
Peak | RT(min) | Height{m\/*sec) Areami) Area( )
i 70.973 2247 802 785.208.063 40298
2 B7.332 60573035 18699860 000 | 95.9702
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Peak | RTimin) | Height(my/*sac) Area(mif) Areal %)
1 74297 29150938 14236512000 | 96.3204
2 94 282 1790.708 543855.000 3.6796
L O
e H
= T
: i
8 Fd i A\
T T P SECE 2P R O R R
Peak | RTimin) | HeightimVW*=sec) | Area(my) Area(a)
1 11 080 236011 500 3742748 000 | 55.0552
2 33.600 190272 875 | 3000295.730 | 44 9468
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Ta
ji2
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i = e
Peak | RT{min) | HeightimV/*sec) | Area(mV) | Areal)
1 11.150 2765.244 31999554 | 4.8157
2 33.750 12130.100 632492 313 | 95.1843
(-0
= : N
= £ Fh
T
= | L
= : T MU T T R A e e A T T T
Peak | RTimin) | Height{mW*sec)|  Arealm\ Areal %)
1 11.128 165351.205 2636544750 | 95.9202
2 33.737 2562 610 112135906 | 4.0798
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