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Experimental for batch synthesis approaches to compounds described in the main text.

All reagents were purchased from Sigma-Aldrich, Matrix Scientific or Lancaster Synthesis and were used without
purification. With the exception of THF (anhydrous > 99%) obtained from Sigma-Aldrich, all solvents were re-distilled
from glass prior to use.

'H and '3C NMR spectra were recorded using Briiker Avance™ AMX 400 and 600 MHz spectrometers at 400 (or 600)
and 101 MHz, respectively. Chemical shifts (8) are reported in parts per million (ppm) measured relative to the internal
standards, and coupling constants (J) are expressed in Hertz (Hz). Mass spectra were recorded on a Shimadzu LCMS 2010
EV using a mobile phase of 1:1 acetonitrile:H,O with 0.1% formic acid.

HPLC analysis was recorded using a Shimadzu 20A with Grace econosphere C18 5pu 150 x 4.6 mm column, and
GCMS analysis was carried out using a Shimadzu QP 2010 GCMS.

Flow Chemistry Approaches

tert-Butyl piperazine-1-carboxylate (S2)

To a chilled magnetically stirred solution of piperazine (1.60 g, 18.6 mmol) in methanol (25 mL) a solution of Boc-
anhydride (3.25 g, 14.8 mmol) was introduced using the Syrris FRX-100 reaction system at a rate of 0.2 mL.min"!. After
completion of addition of the Boc-anhydride solution, the mixture was allowed to stir and warm to room temperature
overnight. The ensuing mixture was concentrated under reduced pressure to give a white solid (1.050 g, 89%) containing a
mixture of mono- and di-Boc piperazine (88:12 by GCMS). This material was used without further purification.

'TH NMR (400 MHz, CDCl3) 8 3.45 — 3.36 (4H, m), 2.89 — 2.76 (4H, m), 2.20 (2H, s), 1.46 (9H, s). 3C NMR (101
MHz, CDCl;) & 154.9, 79.9 (2C), 45.9 (2C), 28.6. GCMS (EI) m/z 186 (100%). IR vp.x (cm): 3274, 2974, 2869, 1665,
1420, 1364, 1235, 1165, 1109, 1001, 865.12, 656, 593, 548.

i

S1 S2 S3
Scheme 1. Reagents and conditions. (i) Syrris FRX-100: Boc,0, MeOH 0.2 mL.min, 0 Y 19 °C., 19 h.

Table S1. Flow optimisation of the synthesis of Boc-piperazine S2.

Piperazine : Boc,O Temp Flow Rate S1:S2 Yield
(°C) (mL.min") (%)
1.0 0.8 30 0.2 -2 -
1.0 0.8 40 0.2 - -
1.0 0.8 50 0.2 -2 -
1.0 0.5 0 0.2 88:12 64%
1.0 0.7 0 0.2 80:20 ND
1.0 0.8 0 0.2 82:18 89%
1.0 0.9 0 0.2 75:25 >95%

2 -“=no S2 or S3 detected by GC MS

tert-Butyl 4-(4-aminophenyl)piperazine-l-carboxylate (S5
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tert-Butyl 4-(4-nitrophenyl)piperazine-1-carboxylate (S4)

A stream of crude fert-butyl piperazine-1-carboxylate S2 (0.93 g, 5.0 mmol) in DMF (100 mL) and another stream of 4-
fluoronitrobenzene (352 mg, 2.5 mmol) in DMF (100 mL) was passed through a Vapourtec R2+ reaction system at 0.5
mL.min!. The instrument was fitted with two 10 mL PFA coils, maintained at 120 °C and 8 bar of pressure. The resulting
product stream was taken up in CH,Cl, (200 mL) and washed with water (2 x 100 mL) and saturated NaCl (1 x 100 mL).
The organic layer was then dried (MgSQO,) and concentrated in vacuo to give a yellow solid (277 mg, 36% yield).

'H NMR (CDCl;, 400 MHz): 8 8.13 (2H, d, /= 9.3 Hz), 6.82 (2H, d, /= 9.3 Hz), 3.61 (4H, m), 3.42 (4H, m), 1.49 (9H,
s); 13C NMR (CDCl;, 101 MHz): 8 154.6, 154.6, 138.8, 126.0 (2C), 112.9 (2C), 80.4, 46.9 (2), 43.9-42.1 (bs, 2C), 28.4
(3C); Mass spectrum (ESI, +ve) 308 m/z [(M + H)*, 20%], 252 (100), 208 (7), 146 (7), 100 (13); FTIR vy, (cm™): 3007,
2970, 2865, 167, 1585, 1485, 1417, 1367, 1318, 1238, 1162, 1112, 1040, 1081, 1001, 919, 830, 774, 754, 714, 691, 666,
640, 538, 500.



tert-Butyl 4-(4-aminophenyl)piperazine-1-carboxylate (S5)

A solution of fert-butyl 4-(4-nitrophenyl)piperazine-1-carboxylate S4 (116 mg, 0.378 mmol) in methanol (100 mL) was
passed through a ThalesNano H-Cube Pro® using 30 mm 10% Pd-C CatCart® catalyst at I mL.min"!' at 50 °C and 50 bar of
pressure. The resulting reactant stream was concentrated under reduced pressure. This material was deemed pure by 'H
NMR spectroscopy and used in the subsequent step without further purification.

'TH NMR (CDCl;, 400 MHz): 8 6.81 (2H, d, J= 12 Hz), 6.86 (2H, d, J= 12 Hz), 3.62 — 3.59 (4H, m), 3.43 — 3.41 (2H,
bs), 2.96 (4H, m), 1.49 (9H, s); 13C NMR (CDCl;, 101 MHz): 8 154.8, 144.5, 140.6, 119.2 (2C), 116.17 (2C), 79.8, 51.2
(20), 43.9 (20), 28.5 (3C); Mass spectrum (ESI, +ve) 278 m/z [(M + H)*, 100%], 279 (33), 222 (22); IR (cm!) 3355,
2973,2929, 2813, 1682, 1628, 1513, 1477, 1453, 1365, 1391, 1280, 1325, 1263, 1248, 1225, 1163, 1122, 1083, 1042, 912,
862, 823, 769, 705, 641, 528.

2-((5-Chloro-2-((4-(piperazin-1-yl)phenyl)amino)pyrimidin-4-yl)amino)-/V-methylbenzamide (7)
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lamino)phenyl)piperazine-1-carboxylate (S6

To a quartz walled Smith tube containing a magnetic stirrer bar was charged with 2-(2,5-dichloropyrimidin-4-ylamino)-
N-methylbenzamide 10 (160 mg, 0.54 mmol), fert-butyl 4-(4-aminophenyl)piperazine-1-carboxylate S5 (1 mL ofa 0.3 M
n-butanol solution; 0.3 mmol) and then n-butanol (2 mL). The mixture was heated in the microwave (Biotage) at 150 °C
(200W) for 18 min. After cooling to room temperature, the solvent was removed in vacuo, and purified by flash
chromatography (silica gel, 0:1 3< 1:9 v/v methanol/dichloromethane gradient elution) and concentration of the relevant
fractions (R¢= 0.2 in 5:95 v/v methanol/dichloromethane) gave the title compound (240 mg, 47%) as an off-white coloured
solid (slow decomposition at 208 °C).

'H NMR (CDCl; + dy-MeOD, 400 MHz): 11.07 (1H, s), 8.66 (1H, d, /= 8.4 Hz), 7.48 — 7.43 (1H, dd, /= 7.8, 1.4 Hz),
7.43 —7.41 (3H, m), 7.06 (1H, m), 6.90 (2H, d, J = 8.9 Hz), 6.85 (1H, s), 3.59 (4H, m), 3.98 (4H, m), 3.03 (3H, d, J=4.9
Hz), 1.49 (9H, s); *C NMR (CDClI; + d;-MeOD, 101 MHz): & 13C NMR (CDCl; + d4-MeOD, 101 MHz): § 169.9 (rotamer
A), 169.6 (rotamer B), 158.1 (rotamer A+B), 155.8 (rotamer A+B), 155.0 (rotamer A+B), 154.3 (rotamer A+B), 147.4
(rotamer A+B), 139.4 (rotamer A+B), 132.7 (rotamer A+B), 131.7 (rotamer A+B), 126.9 (rotamer A+B), 122.4 (bs,
rotamer A+B), 122.3 (rotamer A+B), 122.1 (2C, rotamer A+B), 121.8 (rotamer A) 121.7 (rotamer B), 117.6 (2C, rotamer
A+B), 106.2 (rotamer A+B), 80.2 (rotamer A+B), 50.3 (2C, rotamer A+B), 44.2-43.1 (broad singlet, 2C, rotamer A+B),
28.5 (3C, rotamer A+B), 26.9 (rotamer A), 26.8 (rotamer B); Mass spectrum (ESI, +ve) 539 m/z [(M + H)", 23%], 538
(67), 198 (27), 152 (5), 126 (93), 85 (100); FTIR vyax (cml) 3374, 2923, 2854, 1682, 1601, 1562, 1515, 1448, 1416, 1228,
1161, 1081, 1048, 1024, 1001, 824, 759, 593, 531.

Batch Chemistry Approaches
tert-Butyl 4-(4-nitrophenyl)piperazine-1-carboxylate (S4)

To a magnetically stirred solution of mono-Boc protected piperazine (S2) (1.05 g, 5.62mmol) in DMSO (20 mL),
maintained at 18 °C, was charged with potassium carbonate (1.17 g, 8.43 mmol) and 4-fluoronitrobenzene (0.91 g,
6.47 mmol). The ensuing slurry was stirred and heated to 80 °C for 19 h. After cooling to 18 °C, the reaction mixture was
dilute with water (1 x 200 mL) and, then, extracted with ethyl acetate (4 x 20 mL). The combined organic extracts were
washed with water (2 x 100 mL), brine (1 x 100 mL), dried (MgSQ,), filtered and, then concentrated under reduced
pressure to afford a dark orange solid. Subjection of this material to flash chromatography (silica, 1:9 3< 3:1 v/v ethyl
acetate/hexane gradient elution) and concentration of the relevant fractions (R¢ = 0.8 in 1:3 v/v ethyl acetate/hexane) gave
the title compound (1.56 g, 90%) as an orange solid.



tert-Butyl 4-(4-aminophenyl)piperazine-1-carboxylate (S5)

To a magnetically stirred solution of tert-butyl 4-(4-nitrophenyl)piperazine-1-carboxylate (S4) (1.46 g, 4.75 mmol) in
methanol, maintained at 0 °C, was charged with, in this order, 10% w/w palladium on carbon (146 mg, 10%. wt), sodium
borohydride (720 mg, 19 mmol) and aqueous sodium hydroxide (1 drop of a 1 M solution). The resulting black slurry was
stirred at 18 °C for 2 h, before filtering through a pad of Celite that was then washed with ethanol. The combined filtrates
were concentrated under reduced pressure to afford a reddish-purple oil (1.25 g, 96 %).

2-amino-N-methylbenzamide (16)

A flask containing isatoic anhydride (1.0 g, 6.1 mmol), maintained at 0 °C, was charged, dropwise, with methylamine
(10 ml of 40% w/v aqueous solution). The ensuing mixture was stirred vigorously for 2 hours at room temperature before it
was dilute with ethyl acetate (1x100 ml). The separated aqueous layer was extracted further with ethyl acetate (4x100 ml),
and the combined organic extracts were washed with water (1 x 200 ml), brine (2 x 200 mL), dried (MgSO,), filtered and
then concentrated under reduce pressure to afford the title compound (749 mg, 81%), as a creamy solid.

2-(2,5-dichloropyrimidin-4-ylamino)-/V-methylbenzamide (10)

To a magnetically stirred solution of 2-amino-N-benzeneamide (11) (10.17 g, 37.0 mmol) in iso-propanol (200 mL),
maintained at 18 °C, charged with 2,4,5 trichloropyrimidine (7.4 ml, 40.0 mmol) and DIPEA (9.77 ml, 54.9 mmol). The
ensuing mixture was heated to reflux and at this temperature for 19 h. After cooling to room temperature, the resulting
slurry was filtered and the filter cake was washed with cold iso-propanol (2 x 20 mL) and ether (2 x 20 mL). The filter
cake was dried, under vacuum, to afford the title compound (12.6 g, 67 %) as a creamy coloured fine powder.

2-((5-chloro-2-((4-(piperazin-1-yl)phenyl)amino)pyrimidin-4-yl)amino)-N-methylbenzamide (7)

To a flask containing a solution of Boc protected piperazine (56.7 mg, 0.1 mmol) in dichloromethane (10 mL),
maintained at 18 °C, was charged, dropwise, with TFA (2 mL). —-CAUTION: CO; evolution— The ensuing mixture was
sonicated for 0.5 h and, then, concentrated under reduced pressure to afford a yellow gum. This material was diluted with
saturated aqueous sodium bicarbonate (1x20 mL) and, then, extracted with ethyl acetate (3 x 20 mL). The combined
organic extracts were washed with water (1 x 50 mL), brine (1 x 50 mL), dried (MgSO,), filtered and, then, concentrated to
afford a light orange solid. Subjection of this material to flash chromatography (Grace Reveleris® Amino Flash Cartridges,
0:1 3< 1:5 v/v methanol/dichloromethane) and concentration of the relevant fractions (Rf = 0.1 in 1:9 v/v
methanol/dichloromethane) gave the title compound (8 mg, 18%) as a pale solid.



'H spectra of products S2 and S3
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'H and '*C NMR spectra of product S4

0007--

0007 -

000+

0009

0008

00001~

000z 1+

000+1~

00091+

000HT~

00007~

00072+

000+ 4

0009z 4

{widd) 14
s

R o1 o1 0z o7 OE SE o+ o 5’5 [ o] s 5W'a g og [N oG
1 1 1 1 | 1 1 1 1 1 | 1 1 1 1 1 1 1 |
o o ot nt
& i i =
h i i i
s

BFT—

—
=

°ON

TE9~_
£xe~"
ii—

Ire
443
EFE
BSE
[8:43
THE

iﬁ;

a4 ﬁ%é {21204 3} £ DO NOLOYd
=0 = -]

o ZHOETETY



0L1 081 061 ooz

000z--

0001-+

000 T
0007+
OD0E~
000+
0005
acamm
0004+
OD0B-
0006
00001~
00011+
00021+
000ET
000+ 1+
00051+
00091+
00041+
0008+
00061+
00007~
000TE~
000z 7

000E~

7
¥

7

Doro-
OFEI—
S0Z
e
063y
L
FOLL
SELL
REDE-
2FTT
LEaZT
BERET—
OT#5T
BTHFST
FIFIT

vs

Qoom

°ON

puy {medtia} E(DdD SAnoLE DET

TA0GTETY



'H and '*C NMR spectra of product S5
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'H and '*C NMR spectra of product S6.

= = = = = = = = = = =
= = = = = = = = = = = = = = =
= 2 3 N = = ] % M = = = = = =
r r r r rd — — — — — o [¥=) =+ r = o
L 1 Il ] Il 1 Il 1 Il 1 Il 1 Il 1 | 1
j
i = =ZT0T
ToE } 3
ZD'E?L [ — = { SZ_E
E‘D'Ef X
BSE
ES'E} — 1 —, o+
02E
Egg— = —— =
Tq'2
9[)_!_-'\ A — ] .
178N == I
2L - _] EE.D
o . | e g
1344 E: 90T
¥ [
B E\
Sog— %LI — = w0
o
2R o % :
59'9> (] ZT —,  — = 0T
\ /8
=z % @
ZT
-
24}
5]
]
m
BOTL— ———— = o

11.5 11.0 105 10.0 3.5 3.0 B.5 B.0p 7.5 7.0 5.5 &0 5.5 5.0 4.5 4.0 1.5 1.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm}

12.0

10



7000
6500
6000
5500
5000
4500
4000
3500
3000
2500
2000
~1500
1000
500

~-500

90°0-— -

0497~
—8E'8T

€T~

4822

ov'6b

SS'61 d4 methanol _
69°6v

v8'6b

¥2'0S

-
Aoy
T1°08— -
T1'90T— —
LYL1T
99'121\ }

£6°TCT
Treea
8T°¢CT

(]

2\
gezer ZT -
18921 Q—\<
09'TET~
65°7ET—" _ ©
9£'6ET— =

\ S 8

~N
-

TE€LPT %’ ZT
P

5
PCST,
£8'ST, =
€/'GST
zZ

LS'LSIg (_
U J
S
o) =
Bsor 3
69T ]
Breoto
Z o
E o
]
(@] o™
it} i
= O

160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

170

180



'H and '*C NMR spectra of product 13
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'H and '*C NMR spectra of product 14
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'H and '*C NMR spectra of product 8

[urclel] z t g 8

\/O
} _ xf } _7 _ z&
......................... B T e e e e e T e S i - T AR = T e e e e e e e e e T e e e e e e S e e e o Rl = il ST e e e e e e e e e e
Ln | o o | [l Ca ] OO =100 (o]
(=% | ETIN] W Leabnich =1 — (=3
. [ o | TN (=] ms o) Lo — (=] NIZ

16



I3 {Cdatal Andrewl 8

C{3CP0 CD

NH,

e Goool‘.g} ...................................

PreL LS

E2LVL9 ——
66089 —

SL06°9L
L6LVLL
BlLecls

960Z°8L1
BoL¥'8LIL

Leseorl —
v PPl —

[Ppm]

I
100

I
150

I
200

17



'H and '*C NMR spectra of product 16
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'H and 3C NMR spectra of products 10
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'H and '*C NMR spectra of product 7.
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GC Mass Spectrum of S2 and S3

NH (\NBoc

Sample Information BocN \) BocN
Analyzed by : Admin
Analyzed :2/3/2014 10:37:28 AM sS2 s3
Sample Tvpe : Unknown
Level # i |
Sample Name :CR3010
Sample ID 1 CR3010
IS Amount :[1]=1.000
Sample Amount  : 1.000
Dilution Factor : 1.000
Vial # B ]
Injection Volume : 1.000
Data File : C:\GCMSsolution'Data\Cec\CR3010_3.qgd
Org Data File : C:\GCMSsolution'\Data\Cec\CR3010 3.qed
Method File : C:\GCMSsolution\Data'\Project1\Snar by flow high split.qgm
Org Method File  : C:\GCMSsolution\Data\Project1\Snar by flow high split.qgm
Report File : )
Tuning File : C:\GCMSsolution\System'\Tunel\ Default.qgt
Modified by : Admin
Modified :2/5/2014 7:06:45 AM
Chromatogram CR3010 C:\GCMSsolution'\Data\Cec\CR3010_3.qgd
2,123,334 &
|
|
|
|
|
|
‘\ TIC*1.00
| o~ I\
R RN R R A R TS AL | R R LA T DS S
4.0 5.0 6.0 7.0 8.0 9.0 2.9
min
Peak Report TIC
Peak# R.Time ITime F.Time Area Area% Heightleight% A/H Mark Name
1 51225 5.142 6.258 13599204 87.96 2108819 5636 645 MI
2 7:133 7.050 7.250 1861610 12.04 1632630 43.64 1.14 MI
15460813 100.00 3741449 100.00
Spectrum
Peak#:1 R.Time:5.2(Scan#:268)
MassPeaks:44 BasePeak:44(408553)
1007 57
5 41
85 113 130
Ul 2 I ‘ i
L Tt el A e ol L i v S e S e O T Rt il R ol TR il e S e S |
40 50 60 70 80 920 100 110 120 130 140 150 160 170 180
m'z
Peak#:2 R.Time:7.1(Scan#:497)
MassPeaks:50 BasePeak:57(478673)
100 5
s
] 174
11, ‘ 70 8 o 130 157 186 213 230 286
il A il ML) AL i) I ekt i Sl AR ] R i ) ] S LA Ll )\ L R W i)
40 60 80 100 120 140 160 180 200 220 240 260 280
mz
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GC Mass Spectrum of 16.

C:\GCMSsolution\Data\Cec\CR3127_1.qgd

Sample Information

Analyzed by : Admin
Analyzed 1 7/29/2014 10:19:26 AM
Sample Type : Unknown
Level # 3| HoN
Sample Name : CR3127
Sample ID :CR3127 _
IS Amount : [1]=1.000 o] N
Sample Amount  : 1.000 H
Dilution Factor - 1.000 16
Vial # )
Injection Volume : 1.000
Data File : C\GCMSsolution\Data\Cec\CR3127_1.qed
Org Data File : C\GCMSsolution\Data\Cec\CR3127_1.qed
Method File : C\GCMSsolution'Data‘Cec'\Ellipitcine flow 1.qgm
Org Method File  : C:\GCMSsolution'Data\Cec\Ellipitcine flow 1.qem
Report File :
Tuning File - C:\GCMSsolution'\System\Tunel\_Default.qgt
Modified by : Admin
Modified 1 7/29/2014 12:00:54 PM
Chromatogram CR3127 C:\GCMSsolution\Data\Cec\CR3127 1.9gd
8,512,804 ::
I
|
|
|
|
“ TIC*1.00
R i
L SR BRSO B e e S W R R R W F T [ )
5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0
min
Peak Report TIC
Peak?# R.Time ITime F.Time Area Area% Height leight%  A/H Mark Name
1 3.675 3.617 3.733 338067  1.04 210189 243 161 MI
2 6.283 6.125 7.083 32404066 98.96 8426677 97.57 385 MI
32743033 100.00 8636866 100.00
Spectrum
Peak#:1 R.Time:3.7(Scan#:82)
MassPeaks:37 BasePeak:37(45828)
1001 &
1a 71 207
85
il ‘ ||. II L1l 12 1.?5 136 177 it i 267 Zi\il
LA i AL B ML A N L A ) e R A ] AN L Ll ] A I L A
40 60 80 100 120 140 160 180 200 220 240 260 280
m'z
Peak#:2 R.Time:6.3(Scan#:395)
MassPeaks:86 BasePeak:150(1603350)
100 170 150
92
] 65
52 A0 132 ’ 77 e 2 267 281
L o L b S ] bt AL ] L Lt L P VMR et o el st LU L () By Bt L e L |
40 60 100 120 140 160 180 200 220 240 260 280
m/z
il

15/C
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GC Mass Spectrum 13.

C:\GCMSsolution\Data\Cec\CR3140_2.qgd

NO,
Sample Information
Analyzed by : Admin
Analyzed 1 8/21/2007 3:26:33 AM N
Sample Type : Unknown
Level # 1 fo) \)
Sample Name : CR3140
Sample 1D :
1S Amount S [11-1.000 13
Sample Amount  : 1.000
Dilution Factor 1.000
Vial # =17
Injection Volume : 1.000
Data File : C:\GCMSsolution\Data\Cec\CR3140 2.qgd
Org Data File : C:\GCMSsolution\Data\Cec'\CR3140 2.qad
Method File : C:AGCMSsolution\Data\Cec\Ellipiteine flow 1.qgm
Org Method File  : C:\GCMSsolution\Data\Cec'Ellipiteine flow 1.qzm
Report File k
Tuning File : C:\GCMSsolution\System\Tunel'_Default.qgt
Modified by : Admin
Modified 18/13/2014 2:17:04 PM
Chromatogram CR3140 C:\GCMSsolution\Data\Cec\CR3140_2.qgd
8,226,170 a
\
|
|
|
|
i
I\
I\ TIC*1.00
Ny U
T T T R L T B B | B T,
1.0 2.0 30 4.0 5.0 6.0 7.0 8.0 9.0 10.0
min
Peak Report TIC
Peak# R.Time LTime F.Time Area Area% Height [eight%  A/H Mark Name
1 9.208 9.042 9.717 20446281 100.00 8203541 100.00 249 MI
20446281 100.00 8203541 100.00
Spectrum
Peak#:1 R.Time:9.2(Scan#:746)
MassPeaks: 110 BasePeak:150(1979465)
100 G
208
] 120
1 104
a3 hid Al i A 131 | 161 177 192 1o
| AAREAGLS MAARLLLEA Lkl W] LAAAS LAAS] LA ALAAY MM LAAA) 4G AARAYRdal LAY ALK AL ARAL A WAAAIALAA) SR RAAS AAARL LM LML RAA | Tt
40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210
m/'z

15/09/2014
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GC mass spectrum of 8.

Analyzed by
Analyzed
Sample Type
Level #

Sample Name
Sample ID

IS Amount
Sample Amount
Dilution Factor
Vial #

Injection Volume
Data File

Org Data File

: Admin
: 8/21/2007 6:52:43 AM
: Unknown

C:\GCMSsolution\Data\Cec\CR3141_1.qgd

el

o/

Sample Information

=1
:CR3141 8

S [1]-1.000
000

=i N

:1.000

18

:1.000

: C:\GCMSsolution'\Data\Cec'\CR3141 1.qgd
: C:\GCMSsolution'\Data\Cec\CR3141_1.qgd

Method File : C:\GCMSsolution\Data\Cec'\Ellipitcine flow 1.qem
Org Method File  : C:\GCMSsolution\Data\Cec\Ellipitcine flow 1.qgm
Report File ;
Tuning File : C:\GCMSsolution\System\Tunel', Default.qgt
Modified by : Admin
Modified 1 8/12/2014 2:26:38 PM
Chromatogram CR3141 C:\GCMSsolution'\Data\Cec\CR3141 1.qgd
22,433,831 8
|
|
l
\ TIC*1.00
| SEY
e o I s ML I I s s M s e i
1.0 20 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
min
Peak Report TIC
Peak# R.Time LTime F.Time Area Area% Height leight%  A/H Mark Name
1 6.925 6.792 7.250 42701355 100.00 22415407 100.00 191 MI
42701355 100.00 22415407 100.00
Spectrum
Peak#:1 R.Time:6.9(Scan#:472)
MassPeaks:111 BasePeak:120(7057024)
100 30
178
] 65 02
141 52 ; 106 | 133 147 163 AR 190 207
L Raaa LR L L L L L A Ly L L e s
40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200
m/z

15/09/2014
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GC mass spectrum of 14

C:\GCMSsolution\Data\Cec\CR4094 recryst_2.qgd

Sample Information

16/02/2008
NO,

HNJ

Analyzed by : Admin
Analyzed :12/12/2008 6:52:01 AM
Sample Type : Unknown 14
Level # 1
Sample Name : CR4094 recryst
Sample ID :
IS Amount :[1]=1.000
Sample Amount  : 1.000
Dilution Factor : 1.000
Vial # 111
Injection Volume :2.000
Data File : C:\GCMSsolution\Data\Cec\CR4094 recryst_2.qgd
Org Data File : C:\GCMSsolution\Data\Cec\CR4094 recryst_2.qgd
Method File : C:\GCMSsolution\Data\Project1\Ellipitcine flow extended.qgm
Org Method File  : C:\GCMSsolution\Data\Project1\Ellipitcine flow extended.qgm
Report File :
Tuning File : C:\GCMSsolution\System\Tunel\_ Default.qgt
Modified by : Admin
Modified :2/12/2008 7:13:01 AM
Chromatogram CR4094 recryst C:\GCMSsolution\Data\Cec\CR4094 recryst 2.qgd
5,784,673 £
/TIC*1.00
i
- : - - - T - - : : : - : T
10.0 20.0
min
Peak Report TIC
Peak# R.Time LTime F.Time Area Area% Height leight% ~ A/H Mark Name
1 10.667 10.408 11.900 25008284 100.00 5771473 100.00 433 MI
25008284 100.00 5771473 100.00
Spectrum
Peak#:1 R.Time:10.7(Scan#:921)
MassPeaks:108 BasePeak:165(1871520)
100 165
g 119
] 207
1 56
A i %0 104 | w ! !
P e e e P T T T T e T [ T e
40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200
m/z
1/1
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GC mass spectrum of 9

NH,
ﬁN 24/10/2007 19:57:35
HN\)
9
C:\GCMSsolution\Data\Cec\SP3182_2.qgd
Chromatogram (All TIC)]
37,971,608
/TIC*1.00
A
H L L L O L L N L B L L I
4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 12.4
min
Chromatogram (Zoom)
53,424,073
TIC*1.00
L T L L U L N B R A I B
4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 124
min
Spectrum
Line#:1 R.Time:7.392(Scan#:528)
MassPeaks:109 BasePeak:135.20(2228420)
RawMode:Averaged 7.367-7.408(525-530)
BG Mode:Averaged 7.092-7.142(492-498)
135
2000000
1000000-] il
] 120
] 65 %2
1 106
R OO O T oA | O N - " SN TR ™ S
30 40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190
m/z
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HPLC trace of S4.
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HPLC trace of product S5.
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HPLC trace of products 10.

N*

s |

Cl

10

Iz

.Me

34



HPLC trace of product 7.

30/09/2014 8:45:20 AM Page 1/2

Analysis Report

<Sample Information>

Sample Name
Sample ID

Data Filename
Method Filename
Batch Filename
Vial #

Injection Volume
Date Acquired
Date Processed

: CR3173

:CR3173_1.lcd

: 10-100 over 15 mins.lcm
: CR2014.Icb

111

;10 uL

: 29/09/2014 1:57:22 PM

1 29/09/2014 2:27:23 PM

HN

K/N NZ Cl
X

Sample Type

Acquired by
Processed by

N N
H

7
: Unknown

: System Administrator
: System Administrator

<Chromatogram>

mV

o
D
N

Detector A Channel 1 254nm

0 5 10 15 20 25 30
min
mV
i Detector A Channel 2 370nm
1.5+
1.0
0.5+
0.0
1 T T T T T i
0 5 10 15 20 25 30
min

<Peak Table>

Detector A Channel 1 254nm

C:\LabSolutions\Data\Project1\Cecilia\CR3173_1.lcd
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