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NMR spectra of compounds le-1h, 2b-2h
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NMR spectra of products 4
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HRMS of compounds 1e-1h, 2b2h, 4a-4p

Tolerance = 5000 mDs ! DBE min=-15 max=500
Elament predichon: ONf
Number of aotope peaks usad for WFIT =3

Moncisotopic Mass, Even Elactron lons
1 formula(s) evaluated with 1 results within Iimits (U 10 S0 closest results for each mass)

s Usad
C: 1515 H: 1015 N t-1 O 11 Na 01
KANG.1 197 (8.660)

1: TOF MS ESe o
62204002
" W SOAS
I. NH,
‘J 2a
]
i i 347 0554 2saecy  SS00TOT
| ! ll 1511 253.1459 )
s &34 s 256 0754 mzrﬂ'{"m
' 0 0
1.8
20.0 0.0 30.0
Mass Cale. Mass nDa PN DaE 1-FIT $-FIT {Norm) Tormula
246.0005  24£.083% 1.0 &.1 9.5 87.7 8.0 Cl5 HI3 N O Na
Tolerance = 500.0mDa | DBE: min = -1.5, max = 0.0
Element pradiction: Off
Numbar of isotope peaka used for i-FIT =3
Monolsotopic Mass. Even Electron lons
1 formula(s) evaluated with 1 results within bmits (up to 50 closest results for each mass)
Elsmeants Usea:
C:156-16 H:12-23 N 141 O'1-1 Na: 04
mmmmm
1 TOF WS i 13604003
- 0 "
] —
.: th
*
1 281203340 8% 11188
2052484
;”‘““mmsl | smevwsoems ISP swmvay alisied e TP R i
U2k 280 zd!o :&n PYAPRII AR A AR RS PR AR el P
Minimum: -1.%
Maxisum: §30.0  10.0 0.0
Masa Calc. Mans ala PN DaE 1-FIT L-FIT (Norm) Tormula
260.1052  260.1081 0.1 0.4 8.8 147.6 0.0 Cl6 M15 N O Ma
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Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 500.0 mDa / DBE: min=-1.5 max =500
Element prediction: Off

MNumber of isotope peaks used for i-FIT =3

Moneisotopic Mass, Even Electron lons

2 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:

C:1515 H:12-20 N:1-1 011 MNa: 01 Cl D

KANG-01-C1 75 (3.314)

1: TOF MS ES+

A 1.71e+004
100= 255.0693

NH; cl

2582848 2enpmis

2590797

1 2552250 236.0803 5eppeny

2550 2560 2570 2580 2590 2600 2610 2620 2630 2640 2650 2660 2670 268.0

Minimum: -1.5

Maximum: 500.0 1000.0 50.0

Mags Cale. Mass mDa PPM DEE i-FIT i-FIT (Nerm) Formula

258.0693 258.06E48 0.7 2.7 9.5 274.8 0.0 Cls H13 N O C1l

Elemental Composition Report

Single Mass Analysis

Tolerance = 500.0 mDa / DBE: min=-1.5 max =50.0
Element prediction: Off

Number of isotope peaks used for i-FIT =3

Monoisotopic Mass, Even Electron lons

1 formuia(e) evaluated with 1 resulis within limits (all resulis (up to 1000) for each mass)
Elements Used:

C:15-16 H:12-20 N:1-1 O:1-1 Na: 01

KANG-02-ME 21 (0.947)

1: TOF MS ES+ o
“ 9.77e+002
100~ O O 260 1044
J NH,
4 2d
%7 2381292
1 240.0856 261.1145
1 omased o 202063 244 13732465;‘;?1”02 25”‘342560601 257»i>978 w2184
i SOOI MO W O VO ... T A N ™
2325 2350 2375 2400 2425 2450 2475 2500 2525 2550 2575 2600 2625 2650
Minimum: -1.5
Maximum: 500.0 000.0 50.0
Mass Calc. Mass mba PPM DBE i-FiT i-FIT (Norm) Formula
260.1044  260.1051 -0.7 -2.7 9.5 228.6 0.0 Cie HIS N O Na
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Source Type ESI lon Polarity Pasitive Set Nebulizer 15 Bar
Foous Active Set Dry Heater 180°C
Scan Begin 50 miz Set Capitary 4500 V Set Ory Gas 6.0 ¥min
Scan End 3000 méz Set End Plate Offset <500 V Set Otvert Valve Waste
imeea. NS, 1.6-1.8min #195-105)
rIO‘
6 ]
2440821 2660438 o
\ o
4 NO,
le
n 2840641 3042616
1970503
3603238
; | .
ot Ll e |, lL Rk x wll zrepee sead |y
180 200 20 2% 260 =0 3 320 340 BC maz
Meas. miz ¥ Formuta miz err  Mean b N-R e Sl Sud Sidl  Stdmiz Std
[ppem] err ue Conf ma Mean  VarNor D#T  Comb
[ppm] miz m Dev
2060438
1 CI3H9NNaO4 266.042¢ L &0 as ok even 0s0 0.0008 0.0014 0.0006 0.0006 0.3%58
Analysis Info Acquisition Date 5/23/2014 1:45:08 PM
Analysis Name DAData\HWH-20140523UL0-19-2_43_01_3136.d
Method tune_low_for_lc-15min-seg.m Operator and analyzer ECNU.CHEM. G.D.Yang
Sample Name JLG-19-2 Instrument / Ser micrOTOF 10293
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positve Set Nebulzer 15 8Bar
Foous Set Dry Heater 180°C
Scan Begin 50 miz Set Capltary 4500 V Set Dry Gas £.0 ¥min
Scan End 3000 miz Set End Plate Offset <500 V Set Divest Valve Waste
*MS.1.7-1,Smin #(10G-118,
0P
121
10 235050 o
\ o,
03 \ /
19860770 HmoTe NH,
064 2e
0.4
128.0485
02 1450656
168.0804 214.0874
l l | 2540629 l 42614 3350860 3303237 360,2670
00 Ll A N Y L | L i " L, Ll 1 L.
150 200 20 20 35 mz
Meas. m/z ¥ Formula miz err Mean rd@d N-R e mSig Sl Std Sl Swumiz Std
Ippm] e ue Conl ma Mean  VarNer Dt  Comb
[ppm] miz m Dev
2350695
1 CI1IHIINNaO2 236 0682 73 £9 as ok even 9.02 0.0175 0.0017 o.0071 0.0008 0.5336
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Acquisition Date 6/3/2014 10:03:19 AM

Analysis Name DADataVHWH-20140603ULQ-02-3_51_01_3144.d
Method ume_low_for_le-15min-seg.m Operator and analyzer ECNU.CHEM. G.D.Yang
Sample Name JLQ-02-3 Instrument / Serdt micrOTOF 10293
Cormement
Parameter
Source Type ESI lon Polarity Posithve Set Nebulizer 15 Bar
Foous Acave Set Ory Heater 1m°C
Scan Begin 50 miz Sat 4500V Set Ory Gas 6.0 ¥min
Scan End 3000 miz Set End Plato Offset 500 V Set Oivent Valve Waste
<MS.1.7-2.3min #(101-136)]
R
[ 520183
o
s
4 \ \
NO,
5 260.0652 1f
‘ 304.2587 b
2140032 . 4132631
[ i TP | 4.|L wl Sz R T (W
200 29 30 30 420 40 mz
Meas.miz ¥ Formula miz  er Mea rdb NR & mSig sl std Stdl  Stdmiz S
[epm  neer ule Conf ma Mean  VarNor Dar Comb
1 [ppm miz m Dev
1
2820188
1 CIIHSNNaO3S 282019 27 32 95 ok even 212 00048 00012 00018 00021 04148
Analysis Info Acquisition Date 6/6/2014 3:28:55 PM
Analysis Name DADataWwh-20140605q-20-3_31_01_3161.d
Method tune_low_for_le-15min-seg.m Operator and analyzer ECNU.CHEM. G.D.Yang
Sample Name fg-20-3 Instrument / Serl micrOTOF 10293
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulzer 15 Bar
Foous Actve Set Ory Heater 180°C
Scan Begin 50 méz Set Capllary 4500 v Set Dry Gas 6.0 ¥min
Scan End 3000 miz Set End Plate Offset <500 V Set Devert Valve Waste
Ifers, *MSE. 1.7-2.2min (102131
0P,
110.9622 f
03 X
252.0451
S
2940853 ~
s |_/
NH,
164.1158 2f
04
1651134 1,001 S65.4851
3522452 S67.4541
0z (
|
81.0185
l:l 4811018 S41.0508
il & . 1d g il " bl o K, el G L\
100 200 0 400 N0 B0 ma3
Meas. m/z ¥ Formuls miz er Mean @ NR & mSig Sdi Std Sl Smiz Std
{ppm] e ule Cont ma Mean  VarNor Dif Comb
fpomj mz m Dev
2520951
1 CI3H1INNaOS 2520484 29 -3 8s ok even 218 0.0044 0.0015 00020 0.0038 04420

34



Single Mass Analysis

Tolerance = 500.0 mDa / DBE: min=-15 max=500
Element prediction: Off

Number of isotope peaks used for i-FIT =3

Monoisotopic Mass, Even Eleciron lons o
@ formulale) evaluated with 1 results within limits (up to 50 closest resulis for each mass)
Elements Used: B, N
C:15-15 H:10-22 N:1-1 0:1-3 Na 01 Br.0-1 O O
KANGZH-02-010 77 (3.402) NO,
1: TOF MS ES+
1g 5.24e+002
1 353,9737
3558731

3562738
354 8751 3569574 3353008
‘ 358.3728 3812198 i
v“r‘r’rff*v—
3.0 3530 ;55.0
Mass Calc. Mass mDa PEM DBE i-FIT i-FIT (Norm) Formula
353.9737 353.9742 -0.5 -1.4 13.5 72.5 0.0 CiS Hi0 N 03 Na Br
Toleranca = 500 OmBa / DBE min=-15 max=500
Element prediction Off
Number of isolope pesks used for 1kFIT =3
Monoisotople Mass, Even Electron lons
1 farmulale] svaiuated with 1 rasults within imits (Up 1o 50 closeet resuls for ach mass)
Elements Used:
C1515 H1229 N+1 11 NaQO1 Bri4
KANGL2.04234 141 5207)
1 TOF MS ESe o
£ 17e+002
155 323 e B =
: 28.0000
+ NH,
<+ 2
b
1
: mae;mnmm‘m e R€.0050 — 9 et .
ol L ; Pa ) VEBY. | XTSI 326 2008
T T TrrT TP rttry LA AN I I R B 0 S5 B Bn B e i 0 i | T Ty fﬁ'j AL S I s i v‘i*- YTy me
20 324 ] 20 00 o0
Minimums -1.5
Maxiymm: 500.0 10.0 52.0
Maos Calo. ¥Maasz nDe P s 4 -7 3~-FIT (Norm) Formula
523,955 524.%000 -5.5 -1.5 8.5 3.2 0.0 Cis Fi2 N O Ra 3r
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Single Mass Analysis
Tolerance =500.0 mDa / DBE: min=-1.5 max =500
Element prediction: Off

Number of isotope peaks used for i-FIT = 3 o
Monoisotopic Mass, Even Electron lons AN
9 formula(e) evaluated with 1 results within limits (up to 50 closest results for each mass)
Elements Used:
C:1515 H:10-22 N:1-1 O:1-3 Na:0-1 Br0-1 o v,
KANGZH-02-016 88 (3.574) 1
1: TOF MS ES+
1.68e+002
4 330.3362

353.9735356.9725

3743833

miz

Minimum: -1.5

Maximum: 500.0 10.0 50.0

Mass Calc. Mass mDa PPM DBE i-FIT i-FIT (Korm) Formula

353.9735 353.9742 -0.7 -2.90 10.5 78.8 0.0 Ci5 HIO N O3 Na Br
Tolerance =500 0 mDa )| DBE min=-15 max=500
Element pradiction: Off
Number of isotope peaks used for -FIT = 1
Mongisotopic Maas, Even Electron lons
2 formulate) evaluatad with 1 resuls within Iimits (up 10 50 closas! resulls for aach mass)
Elements Used"
C1524 W14 K% O+ NaOt Briad
KANG-3-1.0423E 27 (4 270) o
1 TOF MS ES+

e 7210002

. i (7O

. S NH,

1 2

L
D a0 & i . arou
- 7 ] 326.12¢7
Q':vjm bq'gwnv;?vrz:v vvv-’vfg:mm r’lv'0~nlvwv1-mr wmrv‘p"ii; vrv'mr"ﬁrvvw lv:-ra;f,lv%mvm
ED mao o o 240 2&0 o 0 ] n‘o ‘.\*0

Miniewm: -1.5
Maxinum: 300.0 0.0 50.9
Mana Calc. Mass mDa PEM D8E 1-FIT 1-FIT (Norm) Formula
323.98824 324.0000 -1.8 -4.9 3.5 7e.4 0.0 €i% H12 N O Na B:
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Analysis Info Acquisition Date 512312014 2:01:52 PM
Analysis Name D:ADataVHWH-20140523UL0-02-03_44_01_3137d
Method wne_tow_for_le-15min-seg.m Operator and analyzer ECNU.CHEM. G.D.Yang
Sample Name JLQ-02-03 Instrument / Sert micrOTOF 10293
Comment
Acquisition Parameter
Source Type ESI lon Polarky Pasitive Set Nebulizer 15 Bar
Foous Acive Set Dry Heater 180°C
Scan Begin 50 miz Set Capilary 4500 V Set Ory Gas 6.0 ¥min
Scan End 3000 miz Set End Plate Offset <500 V Set Divert Valve Waste
I, NS 152 0win #E2-117)]
X105
2
255.0754
o
4
1460606 I N//<
o
8 /
IZ&Q‘M NHy
7
24
1
o 1680413 271148 201,001 3011148 | e 374143
150 20 50 3 350 400 miz
Meas. miz ¥ Formula mz er Mean rdb N-R e mSig Stdl Std Stdl Swumiz Std
[ppm] e ule Conl ma Mean  VarNor Danr Comd
miz m Dev
2850754
1 C12H12N2NaO3 2880740 53 .41 78 ok even 466 00087 00013 00037 00024 08158
Acquisition Parameter
Source Type Es lon Polanity Posite Set Nebulzer 0.4 Bar
Focus Not active Set Capilary 4500 v Set Ory Heater 180 °C
Scan Begin 50 miz Set End Flate Ofset 500 V Set Dry Gas 4.0 ¥min
Scan End 3000 méz Set Colision Cell RF 6000 Vpp Set Divert Valve Sowrce
m::s,- 474.06508 PAS. 0.0in A1
1.0
Br
: R
N &
06 \,_-©
N N
Gid 316.2228 L SN
02 9231159
S41.9670 733.8660 l 11354962
a0 | R ¥ - el
00 40 00 &0 1000 1200 mz
+1AS 00mn At
ats|  4r2ee28 A0S
10
03
0.6
0s
473.0680 475.0642
x 10 W |
47E.CCE3
00 —'J b ; - ks oy e .
4ar2 473 ars ars ars mz
Meas. m/z ¥ Formula miz err  Mean b N-R e¥ mSigm Sid
{ppem] err ule Conl a Mean
fpem) miz
4720529
1 C24H2BrNNaO3 4720819 22 2.0 145 ok even 1823 0.c010

37



Acquisition Date 52014 2:35.01 PM

Analysie Name DAData\wh-20140605%ang-fiang_B1_01_3153.d
Method tune_low_Tor_le-15min-seg.m Operator and snalyzer ECNU.CHEM. G.D.Yang
Sample Name hangiang Instrument / Sert micrOTOF 10293
Cormement
Acquisition Psrameter
Source Type ES| lon Polarity Positve Set Nebulizer 15 Bar
Foous Active Set Ory Heater 180°C
Scan Begin 50 miz Set Capitary 4500 v Set Ory Gas 6.0 ¥min
Scan End 3000 mvz Set End Plate Offset <500 V Set Oivert Valve Waste
ineen, S, 23-3.4min #[165-202)|
105
6
5 406 1562
2] o
3 ___\\\\Q
AN
2
1
5684328
— 2661150 o i miazﬂ
o y N a.
100 200 30 400 S0 ECO e a0 900 mz
Meas. miz ¥ Formula miz err  Mea rdb N-R & mSigm S| Std Sidl  Stdmiz Std
[ppm  nem ule a Mean  VarNor Dip
1 Ippm miz m Dev
1
408.1862
1 C25H2INNaO3 408.1870 20 a 148 even 1203 00135 00017 0.0084 0.0020 05118
Acquisition Parameter
Source Type ES lon Palarty Positve Set Nebutzer 0.4 Bar
Foous Net active Set 4500 V Set Ory Heater 1®0°C
Scan Begin 50 miz Set End Plate Ofset <500 V Dry Gas 4.0 ¥min
Scan End 3000 méz Set Colision Cell RF  600.0 Vpp Set Divert Valve Sowrce
X105 o442 APAS. 0.0men #1
1251
1.00
o
075 ©
050
3163225
azs wries
8 ] TES. 2606 1056.5833
°~w lAlll 'n\l‘l AL 'll lll A Aenlmlﬁ h J r m'szla. 1
30 40 500 €00 700 an 00 1000 mez
X109 a84.1422 +1AS 00mn At
1.25
1.00
07s
050
3551448
023 \ "1
1471 2544
000 ..-J"— - ,—)L - i 2 - .
3838 354.0 3945 3950 WeS5 3e6.0 3865 3970 mz
Meas. nvz ¥ Formula miz et Mean b N-R e¥ mSigm Std
[ppm) e ule Conf a Mean
[ppm] miz
3041422
1 C24H2INNaO3 384,144 =20 1.7 145 ok even 18.07 0.0007
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Acquisition Parameter

Source Type ES lon Polarty Positve Set Nebutzer 0.4 Bar
Focus Not active Set Capllary 4500 V Set Ory Heater 1®0°C
Scan Begin 50 miz Set End Plate 500V Set Dry Gas 4.0 ¥in
Scan End 3000 miz Set Colision Cell RF  600.0 Vpp Set Divert Valve Source
Ieers. HAS. D Iren B3
305 iz
20
15 o F
10 ‘ ‘\\Q/
Y
957 3163221 a ©
l TS AN 1074.570
ooldi ol bl L, seoes ez TR , _
300 400 00 00 700 800 @0 1000 150 mz
Imtens +1AS 0.1min A
105 N2z
20
151
10
| 431363
05 I \ Jﬁ
. \
00 = e —n ol i - .
4120 qa2s 4130 4135 4140 4145 mz
Meas. vz ¥ Formula miz err  Mean b N-R e¥ mSig Sud
[ppen] efr ue Conf ma Mean
[ppm] miz
412132
1 C24H20FNNaOD2 4121319 08 L4 145 ok oven an 0.0002
Acquisition Parameter
Source Type £S lon Polary Positive Set Nebulzer 0.4 Bar
Focus Not active Set Capllary 4500V Set Ory Heater 180°C
Scan Begin 50 méiz Set End Plate Ofset 500 V Dry Gas 4.0 ¥min
Scan Eng 3000 méz Set Callision Cell RF  800.0 Vpp Set Divert Valve Source
Iners | AT, 03N 815
X103 4740608
20
151 o
10 A \\\\/\\/ Br
231182 H O\
951 3w ‘ e O
00 JI A A.L k. l L
500 1000 1500 2000 2500 mz
Interrs | +IAS, O 3min a1 Y
x10° 4720534 4740508
204
15
104
ATI0653
- \ 4750541
00l - . ’J k‘ - J - - J - —A - m.’t -
ans 4720 arz2s 473 4738 4740 aras 475.0 arss a5 mz
Mess miz  # Formula iz er  Mean b N-R e mSig Sud
fpom] err ule Conf ma Mean
[pom] miz
472053
1 C24H20BrNNaO3 4720518 22 24 RLE ck even 9.68 0.0012



Elemental Composition Report

Single Mass Analysis

Tolerance = 500.0 mDa / DBE: min=-1.5, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

1 formula(g) evaluated with 1 results within limits (all results (up to 1000) for each mass)

Elements Used:
C:24-24 H:16-25 N:1-1
JLQ-100 25 (1.422)

0:3-3 Na:0-1 CLO1
1: TOF MS ES+
2.03e+004
o
100- \ o 4061206
4 y o/
% cl
1 405.1212
] af 404.1064
1 40812317
ol 384'?“’?,.355.3145 3903824 301 3671 3063424 2982945 4posgan ‘ | 4123418
T T T T T T T T T LI s e e s S e =TT e B e LI B e o o e B e B e e e e LA e e e e e e e e e el 1 4
38|2 5 38|5 0 3811".5 SBb.G 39|2.5 SBIS.G SBI?'.E 4Db.D 4025 4D|5. ] 407.5 Bl EJ i] 41 |2 5
Minimums: -1.5
Maximum: 500.0 1000.0 50.0
Masa Cale. Maas mDa PEM DBE i-FIT i-FIT (Norm) Formula
406.1208 408.1210 0.4 -1.0 14.5 136.1 0.0 C24 HZ1 N 03 C1
Acquisition Parameter
Source Type ES lon Polacty Positve Set Nebulzer 0.4 Bar
Foous Not active Set Capiitary 4500 v Set Dry Heater 1%0°C
Scan Begin 50 miz Set End Plate Ofiset 500 V Set Ory Gas. 4.0 ¥min
Scan Eng miz Set Callision Cell RF  800.0 Vpp Set Divert Valve Source
Wnens 145 0 Deren #1
1051 2081577
151
10
°%1  sess
7833
L l | Seid0e7 662413 ) 1970.6028
oc ) + " Ada L . A L - v v
400 600 1000 1200 1400 m2
etesrs 406.1577 1. 0 Gmin A1
X109
s |
‘ o‘ l ‘
|
o | \ 4091611
J I% i
\ ) \ 410.1642
00 e e s . o :
4550 4085 5.0 408.5 410.0 4105 mz
Meas. m/z ¥ Formula miz err  Mean rdb N-Ru e Con! mSigm Sud
{ppem] err le Bl Mean
[ppem] miz
408.1577
1 C25HZANNaO3 £08.1570 1.7 1.7 REN ak even 2.18 Q.0007
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Acquisition Parameter

Scurce Type ES lon Polarty Pasitve Set Nebuizer 0.4 Bar
Foous Not active Set Capilary 4500 v Set Dry Heater 1mc
Scan Begin 50 miz Set End Plate Ofiset 500 V Set Dry Gas 4.0 ¥min
Scan Eng 3000 miz Set Colision Cell RF  600.0 Vpp Set Divert Valve Scwrce
Interrs. A1AS, 0.3-0,2min #(6-9)
x4 241521
100
o
ors N \\\\O\O/
o
050 3163227 N N
H
o
h
02 5253198
J l 5614066 To2.2577 l 106655659
00 J"v‘ PR .l_‘ 1'1 A . v v l‘ "
300 400 S00 a0 700 800 800 1000 1100 120 mez
Interrs +1AS. 0.1.0.2min #(6-8){
'g'g 424.1521
1.00
075
050
4251564
05 |ﬂ\
4251503
0o =l - . J . . .
4240 a248 4250 4255 4250 4268 miz
Meas. miz ¥ Formuka miz err  Mean rdb N-Ru eCon! mSigm S
[ppem] err a Mean
[ppen] miz
4241821
1 C25HZANNaOS 4241819 05 «10 s ok even .88 0.0006
Acquisition Parameter
Scurce Type ES lon Polarty Pasitve Set Nebuizer 0.4 Bar
Foous Not active Set Capilary 4500 v Set Dry Heater 1=mc
Scan Begin 50 miz Set End Plate Ofiset 500 V Set Dry Gas 4.0 ¥min
Scan Eng 3000 miz Set Colision Cell RF  600.0 Vpp Set Divert Valve Sowrce
) 400 0aaR WIS, 0.1-00min A48
034
06
04
021
T
00 . | . L . v v
20 400 660 an 1000 1200 mwe
Shern. 4000299 M5, 0.1.0.1min Ma-8)
x|03_
03 7
06 l
04
| 411013
02
402.0663
o / L A 433.1003
) 460 an 402 03 404 mz
Meas. # Form mz er Mean (@ N-RU e mSig Sidl S Sl Std Sid
miz ula [ppm) et e Conf ma Mean VaNo  miz Comb
[epm] miz m Ditr Dev
mg
1 C22H 20008 A4 50 135 ok even 431 00084 0.0023 00035 00030 0.8427
18N ™
NaO3
S
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Acquisition Parameter
Source Type ES
Foous

Scan Begin 50 miz
Scan End 3000 miz

ijoe

X105
3.
5332078

1554 6778

S, 0.1-02mn #(4-9)

2500

mz

b 5332075
25

201

+MS, 0.1.0 2min A48

sy 2142
00 . el b PAN : :
§325 3330 5335 535.0 3355 me
Meas. vz ¥ Formula err  Mean mSigm Std
ernr Mean
[ppm] miz
8332078
1 CIRHZENENaO £33.2060 28 25 11.91 0.0014
Acquisition Parameter
Scurce Type ES Positve 0.4 Bar
Foous Not active 4500 v 180°C
Scan Begin 50 miz <500 V 4.0 ¥min
Scan End 3000 miz 600.0 Vpp Source
Imeee. *MS. 0.3min 819
€051 SE005
0.8
Br
I
N s\\\
0.4 INEIZH 437 1048 N
N N
H
0z
l 5510034
00 il A WL
200 00 1000 1400 mz
X NS0 3mn #19)
10
081 B2
06
04
7 5100125
02 S07.011
L | S11.0117
0.0 SR A
05 507 ) &1t mz
Meas. m/z ¥ Formula Mea mSigm Std
nerr a Mean
1 [ppn; miz
s06.0122
1 C24HI198GNNaO3 14 119 0.0009



Elemental Composition Report

Single Mass Analysis

Talerance = 500.0 mDa / DBE: min=-1.5 max=50.0
Element prediction: Off

Number of isotope peaks used for i-FIT =3

MWonoisotopic Mass, Even Electron lons

5 formulaie) evaluated with 1 results within limits (all results {up to 1000) for each mass)
Elementis Used:

C:25-25 H:16-25 N:1-1 O: 34 Na 01 Br 01

JLO-1014 58 (2.613)

1: TOF MS ES+
B 1.20e+004
4850674 {
100 453.0653
%_
1 459.0728
] 450.0801 co2gaqg S04.0437
o, 481.0664 4540456 o AE20338 4oy g 0005 | [ sospsp1 12T si250m
L e o o B B e o L o e e e BB e e e WL A A
43000 4825 435.0 4575 4300 4525 4850 4575 S00.0 502.5 2050 5075 5100 525
Minimum: -1.5
Maximum: 300.0 1000.0 50.0
Mass Calc. Maas mDa PEM DEBE i-FIT i-FIT (Norm} Formula
4859.0874 436.0681 -0.7 -1.4 14.5% 135.7 0.0 Cas H2z N 03 Na Br
Analysis Info Acquisition Date S/23/2014 1:11:40 PM
Analysis Name DADataVHWH-20140523UL0-13-3_41_01_3134.d
Method une_low_for_lo-15min-seg.m Operator and analyzer ECNU.CHEM. G.D.Yang
Sample Name JLGQ-13-3 Instrument / Ser micrOTOF 10293
Comement
Acquisition Parameter
Source Type =51 lon Polarsy Posithe Set Nebulizer 1.5 Bar
Active Set Ory Heater 180°C
Scan Begin 50 miz Set Capllary 4500 V Set Dry Gas 6.0 ¥min
Scan End 3000 miz Set End Plate Offset <500 V Set Divert Valve Waste
mw‘;is. “ME. T 7-1.6min #[10G-115)
5]
S
0,
s8] 384.1226 —
20
15
10
‘.’52.|1020
051 220.0768
332118 W21377
7 3341047 d L L 48 (257 ~ 5891551
. l i | | J. I T L8 b 540,165 i
w00 50 i 350 40 50 500 550 83 miz
Meas. miz ¥ Formuka miz err  Mean b N-R & mSigm Sdi Std Sl Sdmiz Sus
fppen] err ue Conf a Mean  VarNor Din Comb
fpom] miz m Dev
384.1228
1 C22H19NNaO4 3821206 47 26 135 ok even 1114 00158 00021 00077 00030 08126
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Source Type ES lon Polary Positve Set Nebulzer 0.4 Bar
Foous Not active Set Capélary 4500 v Set Dry Heater 180°C
Scan Begin 50 miz Set End Flate Offset 500 V Set Dry Gas 4.0 ¥min
Scan Ena 3000 méz Set Colision Cell RF  600.0 Vpp Set Divert Valve Sowrce
e 4300050 IS S 030 A1
1.6 !
o Br
1.0 \ @Q
N o\
o
D5 4an
3163226 Q350237
] Lo IL Suge i l 11424501
400 £00 200 1000 17200 1400 mz
NS, 0 3min #16
«10% areoure 4800050
1.5
1.0
25 4790100 | 481.0088
_J L ) | s
oo ! | A
417 47 ais 480 48 482 mz
Meas. mfz 8 Formula miz err  Mean rdb N-R e¥ mSigm Suw
[epm e ule Conf a  Mean
1 W; miz
478.0078
1 C2ZHIBBrNNaO3S 478.0083 1.1 1.0 138 ok even 1224 0.0010
Tolerance = S00 O mDa ! DBE rmwn = 1.5, max = 50.0
Element pradiction Off
Number of sotops peaks used far +-FIT =3
Monoisotopic Mass, Even Elactron lons
2 formulaie) evaluated with 1 results within limits (up 10 50 closest results for each mass)
Elements Used
C: 1524 H:10-21 N:1-1 O:1-3 Na 01 Br 141
KANG-1 201 (8.837)
1. TOF MSES»
o 2654002
47205 N
» 74058 Br { @
1 S
: N O\
) "o
R 40
4
] 4720851 7% 057
] 471 1887 ’
1 #3306 ATOGTE? | 4713406 | 4TINS | oo | a7a7ES €75 0543 477 004 477 41ss
"'\:"T ¥ . s A ABA S 'L" v ' T 13 L) ! O L) v L P4 ¥ 3 L fr | A
46300 %00 47100 im0 4300 47400 a73.00 40 47700
Min o -1.5
Maximum: 500.0 10.9 50.0
Hass Calc. Maas =la o oet i-FiT i=FIT (Mozm) Formula
472,050 472.0524 1.9 1.1 14.5 64,0 0.0 C24 E0 ¥ 03 Ba B:
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Tolerance = 5000 mDa / DBE min=-15 max=500
Elemeant pradiction: Off
Number of isolope peaks used for i-FIT =3

Monassolopic Mass, Even Electron lons
2 formusiale) evaluatad with 1 results within imits (up 0 50 closest results for each mass)

Elements Used
C1524 H1223 N+1 O 13 NaO1 Br 14

KANG-S.A 112 (4 826)

1 TOF MS ES»
£ 18002
100+ o 720504 474 nusm
: O
. o.
C— Br N N
é o
4p ‘”95‘5747!0!40
458 2140
432072 L17 == o4t s 61 s
4 "'7"9}53! 13 455 3041 ,IGCZ 1 PR WIS 470 | la7e.0005 47T 2154
o T A i R e S e e LA B L e e e S B e e T e o 0 ROELEN S A e an S S 0 4
803 S5 4550 4575 00 @15 %50 4875 470 4725 4750 4775 430
Minisim: -1.8
Maximum: $00.0 10,0 50.0
Hass Calc. Mass mDa e ces A=K7 4=-FIT (Fozm) Fozmula
472.0504 £75.0534 ~3.9 ~&.d 4.5 g7.¢€ 0.0 €24 K0 X 03 Ra B:r

X-ray diffraction parameters and data

X-ray diffraction parameters and data of (2R*, 3S*)4a

.

Ph

mcoom

4a

I

3

The relative stereochemistry of 4a was determined to be anti by single-crystal
X-ray data analysis above.
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Bond precision: C-C=000334
Cell: a=8.5954(5) b=219171(16)
alpha=90 beta=105471{2)
Temperature: 173 K
Calculated
Volumea 1981.3(2)
Space group P21/c
Hall group -F Zyvbc
Moiety formula C2AH20BrM O3
Sum formula C24H20BrM O3
hr 450.31
Dg cm-3 1510
i 4
Mu {(mm-1) 2101
Fooo 92010
Fooo’ 91923
hk Imax 10,2612
Mref 3484
Trrim Trna 06230730
Train” 0.el11

Comrection method= MULTI-5CAN

Data completeness= 0999
Rireflectionsi= 0.0314( 2892)

5=1.029 Mpar= 262

CCDC number: 944673

Thetaimaxi= 25.010
wiZireflectionsi= 0.0774( 3479}

Wavelength=0.71073
c=109128(B)

gamma=50

Feported
1981.3(2)
P2i1)/c

7

7

C24 H20 Br N O3
45032
1510

4

2101
9200

10,2612
3479
0.644,0.743
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(A

Component table 1

HPLC chromatograms of 4a

)
vimn

Peak# | Componentname | Retention time(min) Height (mv) Area(mv.sec) Area (%)
1 Unknow 20.77 97.06 5741.52 50.2655
2 Unknow 25.03 83.50 5680.86 49.7345
Total 180.56 11422.38 100
|
|
1 M
== T
Component table 2
Peak# | Component name | Retention time(min) Hight (mv) Area(mv.sec) Area (%)
1 Unknow 20.77 86.07 5084.97 73.3979
2 Unknow 25.03 26.95 1842.98 26.6021
Total 113.02 6927.95 100

HPLC (Chiral IA, A =254 nm, hexane/isopropanol = 95/5, Flow rate = 1.0 mL/min), tmajor
= 20.77 min, tminor = 25.07 min.
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