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abund ance

- PROCESSING PARAMETERS ----
7 CN de_balance 1 0 1 FALSE
- sexp + 0.2(nz) « 0.0(s]
N £t + 1 1 TRUE : TRUE
1 machinephase
3 e U \ pp=
NH2 Derived from: SRK-1CU PB_PROTON-1.3df
g g N
Ol
Filename = SRE~1CU PB_PROTON~4.)
Author = delta
Experiment » single pulse.ex2
F sample id = Z:\\SRE~-1CU PB
6 Solvent = DMSO-D6
Creation time = 16-0CT-2016 17:12:11
Revision time = 16-0CT~2016 13:48.:03
Current time = 16-0CT~-2016 13:48,15
Comment = Z:\\SRE~1CU PB
Data format = 1D COMPLEX
Dim size = 13107
Dim title * 1H
Dim units = [ppm)
Dimensions - X
Site = EC3 400
Spectrometer = JNM-ECS400
Field strength = $.385766(T] (400 [Muz)
X acq duration = 1.6384(s)
X domain = 1n
X freq = 399.78219838 [Mxz])
X offset = 5.0 (ppm]
X points = 1638
X_prescans =1
X resolution = 0.61035156 [uz)
X sweep * 10 (knz)
Irr domain = 1x
Irr freq = 399.78219838 [Muz)
Irr offset = S[ppm]
Tri domain - 1M
Tri freq = 399.78219838 [Muz)
Tri offset = S(ppm)
1ipped = FALSE
Mod return =1
Scans = 32
Total scans = 32
X 90 width = 10.4214 (us)]
x_-cqxu.n = 1.6384(s)
X angle . eg
X atn « 0.4(aB)
X pulse = 5.2107 [us)
Irr mode = Ooff
Tri mode = Off
Dante presat = FALSE
Initial wait = 1(s)
Recvr gain - 34
R . - i . T— Relaxation delay =« 2(s)
r -~ | . r . . Repetition time = 3663::(71
T t - 19, C’
10.0 9.9 50 4.0 I 3.0 | 2. 1.0 o | T
5 g
|
- 't
- -
X : parts per Million : 1H
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] (0] -——— PROCESSING PARAMETERS ———-
= de balance : 0 : PALSE
= fo) sexp : 0.2[Hz] : 0.0([=]
-1 NC N | £t + 1 : TEOE : TRUE
] machinephaoe
] \ N | B
] N o Derived from: A1 CO PE PROTON-1.jdf
EE \_N
= g F
=] =
] 1a Filename - ARl (0 PE PROTON-2.j4f
1 Author - delca
i Experiment - pingle puloe.exl
] Sample id = Z:%W\A1 OO PE
1 Zolwent = CHLORCFORE-D
r ] Creation time = 17-0CT-2016 17:19:00
] - P - Bevision time = 17-0CT-2016 14:39.:58
B I:. J-_Jlr ?:E Current = 17-0CT-2016 14:40:09
q Comment - ZeWWA1l CO FE
=] Data format - 10} COMPLEX
2 Dim miz= - 13107
] Dim title = 1H
] Dim unite - [ppam]
1 Dim=nsions -
] Site - ECS 400
- 1 Spectrometer - JHE-EC5400
all Field ptrength = 5.389766[T] (400 [MHz]
] X mcqg duraticm = 1.6384[s]
] X domain - 1H
] - 359.T8219338 [MHz]
4 = 5.0 [pp=]
A = 16364
E -1
] = 0.61035166 [Hx]
] = 10 [kH=z]
] = 359.TA2153338 [MH=]
= = 5lpp=]
=1 -
1 - 159.7E21523% [MHz]
1 - Slppm]
] - PALEE
] -1
i - 32
a1 Total ocano - 32
] E 90 width = 10.4214 [us]
1 acg time - 1.5334[s]
q angle = 45 [deg]
] ¥ atn = 0.4 [dB]
=4 X pulse = 5.2107 [us]
] [ ITr mode - £
1 Tri mode - OEE
4 Dante presat = FALSE
] Initial wait = 1[s]
] Becvr gain - 41
= = - 2[s]
- T T T T e m;t;;;“_“m Tl
100 o0 80 /j /IKC 1 5. 43\ | i | e
e ZE2E53S g2 g
: £355AA2 £3 £ 3
- A ] I -

X : parts per Million : 1H
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abumd ance

——— PEDC’ESSIE‘G PARMAMETERS ————

15-J0L-2017 06:56:21
15-J0L-2017 17:17:38
15-J0L-2017 17:17:58

Creation time
Revision time
Current_time

de balance + FALSE
~ sexp + 2.0[Hz] : 0.0[s]
(o] t:;:se;oicB r D[%] « BO[%] =« 100[%]
zerofill « 1
(o] £ft : 1 : TRUB : TRUB
~ machinephase
- : .
(o) Derived from: AL CO PE  13C-1.5jdf
F Pilenam= - Al OO PB 13C-3.jaf
Author = delta
Experiment - single pulse dec
1a Sample id - Z:\\A1CO PE 13C
Solwent = CHLOROPORM-D

Comment

= single pulse decouple
Data format = 10 COMPLEX
Dim mize - 26214
Dim title - 13C
Dim units = [pp=l]
Dimensions - X
Bite = BC3 400
Spectrometer = JHH-EC5400

Field strength
X acq duratiom
in

5.3g2766 [T] (400 [MH=]
1.04333312 [a]

1iC
100.525302332 [MHz]

¥ freg -

X offoet = 100 [ppa]
pointo - 32ITER

X prescans - 4

X rescluticno - 0.96246665 [Hz]
owesp - 31.40703518 [kHz]

ITr domain = 1H

Irr freg = 359.78215838 [MH=]

Irr offoet = 5 [ppm]

Clipped - PALSE

Mod return -1

Scanm - 1000

Total scens = 1000

I 90 widch = 7.82792 [ua]
mcg time - 1.04333312[s]
angle - 50 [deg]
X mtn - 4.Z[dE]
X pulpe = 7.82792 [ua]
ITr atn dec - 21.399[dB]
Irr atn mos - 21.399[dB]
Irr nocioe - WALTI
DecSupling - 1)=3
Initis]l wait = 1][=]
| Ho= - - TEOE
i '™ | | Moa tims - 2[s]
o b A o o S g ey A s wwmm bl sV TR AR I Mt 2w cain - 60
Belaxation delay = 2[s]
| | ; ; ; ; ; ; ; ; - | ; ; ; | | ; ; ; | Bepetition time = 3.04332312[s]
LB L L L B L L L B B M B e - - 1o.o[ac
000 1800 1500 170D |1T].l] |15ﬂ_[|| l-ﬂ].l]| lj)k IZU:ﬂAL\ll[U]| HTJ} o 3[||]A To.0 T.l] | 0.0 40.0 0.0 200 10.0 o emp_get * =51
2% 5 @ % SZESR =nz 20F cEx 8 E
P T RPMAE—w —eaT  ® { 4l Hd
F% 3 I F 53333 k3% b 5 3= = 3
d: o §3 %s%n de2 43 2 fee 33

X : parts per Million : 13C




Elemental Composition Report

Single Mass Analysis

Tolerance = 3.0 PPM / DBE:min =-1.5, max =50.0
Element prediction: Off

Number of isotope peaks used for i-FIT =5

Monoisotopic Mass, Even Electron lons

Page 1

40 formula(e) evaluated with 1 results within limits (up to 50 best isotopic matches for each mass)

Elements Used:

C:9-25 H: 11-30 N: 04 0:0-3 F:01
Sample Name :A-1

Test Name - HRMSA1

IIMRPR

XEVO G2-XS QTOF

~o
160120-A-1 17 (0.174) o 1- TOF MS ES+
NC ~ 2 77e+007
S 381.1366 N&rn\ o
\_N
F
1a
%_
382.1361
2752756 3831370
o 3182977 3651028 453.3413 475 3951 5385157 £590688  607.3976 637.1602 3
LB NN RN AN NN R NN LN R RN NN R NN LN NN NN AL NN LN NN RN RN NN LN NN N R NN NN RN RN IR R Z
280 ' 300 320 ' 340 ' 360 380 400 @ 420 ' 440 460 @ 480 500 520 540 560 580 600 620 640
Minimum: -1.5
Maximum: 5.0 3.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula
381.1366 381.1363 0.3 0.8 13.5 1449.5 n/a n/a C20 HI8 N4 O3 F



Lime#]l B Tmed 360(Scans=:673)

hlz=aPeaks:341

Favdlode-Averaged 4. 3554 863(672-674) BazaPeal-3800492363)
BGMode:Cale. from Peak: Group 1 - Event 1

IEIIJE T %
] o
] NC h
QIJ—- NS N o~
3 \_N

O

103

60

363

405 413 451 473 401 517 336 361 570 611 G4l GAIAT6  TOG 721  T45 TETTEL 300
III._IIIIIHIIIIIIIIIIIIIIIIHIII AL L |

20 &0 100 140 180 I20 260 3000 340 380 420 4 500 540 580 620 660 700 740 780
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--—- PROCESSING PARAMETERS ———-

dc balance : 0 : FALSE
sexp ¢« 0.2[Hz] = 0.0[s]
£ i : TRUE : TRUE
machinephags

phase : 0 : 0 & 77.08623[%]
Derived f£rom: A-2 CU PB PROTON-1.jdf

L8]]

110

o
w =
w 2
: !
- =
e
100 |
v -
£ g
L g
= -

X : parts per Million : IH

34733

LI B I I L L e

23130

[
= —

(LE3S

(L AGYT

Filename - h-2 OO PB PROTON-5.jd
Author - delta =
Experiment = pingle pulse.exl
Sample id - Z:%\A-T OO PB
Splwent - CHLORCFORM-D
Creation time = 13-NOV-2016 23:44:21
Revipion time = 14-NOV-2016 1B:22:55
Current Time = 14_WOV-2016 1B:23.05
Comme=nt - ZeWWA-I OO BB
Data format = 10 COMPLEX
Dim pize - 13107
Dim title - 1H
Dim unite = [ppal
Dimensicns - X
Site = ECS 400
Spectrometer - JHE-EC5400
Pi=ld strength - 8.3E3766[T] (400 [MHz]
X acqg duraticm = 1.6384[s]
¥ domain = 1H
X freg = 359.7821%338 [MH=]
X offoet = 5.0 [ppm]

pointo - 16364
X prescans -1
X resclution - 0.51035156 [Hzl

owes=p = 10 [kH=z]
ITr domain - 1H
Irr freg = 359.7821%338 [MH=]
Irr offoet = 5[ppm]
Tri domain - 1H
Tri freg = 358.78219238 [MHz]
Tri offoet = 5[ppml
Clipped - PALSE
Mod return -1
Scans - 32
Total scens - 32

X 90 width = 10.4214 [us]
X mcg time - 1.65384 [m]
¥ angle = 45[deqg]

X atn = 0.4 [dE]

X pulpe = 5.2107 [us]
ITr modse - OEE

Tri mode - OFE

Dante presat - PALSE
Initial wait = 1[=]

Becwr gain - 44
Belaxation delay = 2[s]
Hepatition time = 3.6384[o]
Temp get - 1&[4C]
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Elemental Composition Report

Single Mass Analysis

Page 1

Tolerance = 5.0 PPM / DBE:min =-1.5, max =50.0

Element prediction: Off

Number of isotope peaks used for i-FIT =5

Monoisotopic Mass, Even Electron lons

39 formula(e) evaluated with 1 results within limits (up to 50 best isotopic matches for each mass)

Elements Used:

C:9-21 H:825 N: 05 O0:0-3 F:0-1

Sample Name :A-2
Test Name - HRMSA1
160120-A-2- 16 (0.165)

100— 351.1250

352.1261

2030714 2142720 351 o762 [353-12%0
0 N Y |

"

IMRPR XEVO G2-XS QTOF
~o 1- TOF MS ES+
4.446+007

460.1555

4611587
462 1635 529.0637  597.1863 7939930 163.1638 8181677

A1 YA S L Lt R Ll YAl e S e YA e i R

Minimum:

Maximum: 5.0 5.0
Mass Calc. Mass mDa PPM
351.1250 351.1257 =07 -2.0

=155

50.0

DBE i-FIT Norm Conf (%) Formula

13.5 1726.8 n/a n/a Cl9 H16 N4 02 F

10



Lins#1 B Time:d. 000(Scan®-301)
DassPeaks:336

Ravddode: Averaged 4.000-4.005(301-302) BasePeak-166(3373)
BGMode:Cale. from Peak Group 1 - Event 1

Infensity

100+ T

804 C\
] F

704

304 02

20—- 54

109

233349364378 306412 420 434 400 517, 546 367581 608 610 646 668 gp6 103718 43738 74
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abund ance

Q0 100 100 120 13.0 140 150 160 170 150 190 2000 200 22,0 235.0 24.0 25.0 6.0 27.0

0’0

40 50 &0

L0 20 A0

1]

---- PROCESSING PARAMETERS ———-
do FALSE

 balance : 0 ¢
] : D.3[Hz] : 0.0([s]
f?—fp: 1 : TRUE : TRUE
machinephaos
ppm
phage 0« 0 : B7.8284B[%]
phase : 0.75 & -7 : §57.E2848[%]
phaos 1:0 ¢ B7.82848[%]

Derived from: A-31 COU FB_PROTON-1.jdf

NO,
. |3 NC ﬁ
B
ol NS Nx
- \_N
F
1c
2
=
. : 7
E 1 I¢e
LI I e L
100 | Q0 /ll j\ f %7. a0 50 fJ(ﬂ 0 |?_[I | 10 il
= iR kR K] -2 - - w
i BREIERIEAEES it ik :
& E e e S A - 4 = =

X : parts per Million : 1H

Pilenams

A-3 OO FPB PROTON-7.3d
RAuthor delza =~
Experiment single pulpe.exl
Bample id Z:\\A-T OO PR
Solvent CHLOROFURM-D

13-HOV-2016 23:33:43
14-HOV-2016 18:38:51
14-HOV-2016 18:33:57

Creation time
Revigion time
Current times

Comment - Z:W\WA-3 CO PB
Data format = 10 COMPLEE

Dim gize = 13107

Dim title = 1H

Dim units = [pp=]

Dim=nsicns - X

Bite = EC3 400
Spsctrometer = JHE-ECS£00

Field strength = G.IE9T766[T] (400 [MHz]
X mcq duraticn - 1.5384[s]

¥ domain = 1H

X frag = 399 ,.78219238 [MHz]
X offoet = 9.0 [ppml

X points - 16284

X prescans -1

X resolution = 0.61035166 [Hz]

E gwesp = 10 [kHz]

Itr domain - 1H

Irr_fracr_ = 353, THI19338 [MH=z]
Irr ocffoet - 5[ppm]

Tri domain = 1H

Tri freg = 399,.T7H219238 [MHz]
Tri offoet = 5 [ppm]

Clipped - PALSE

Mod return -1

Soanm - 31

Total scans - 32

10.4214 [ua]

X 90 width -

X macg time = 1.6334[a]
X angle = 45 [dag]

X atn = 0.4 [dE]

X pulne = 5.2107 [us]
ITr mode - Qf£

Tri mode - OEE

Dante presat = FALSE
Imitial wait = 1[=]
Becwr gain = 50
Eelaxation delay = 2[s]
Bepetition time = 3.6324[s]
Temp get - 1%.2[aC]

12




Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 5.0 PPM / DBE:min =-1.5, max =50.0
Element prediction: Off

Number of isotope peaks used for i-FIT =5

Monoisotopic Mass, Even Electron lons

52 formula(e) evaluated with 1 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:9-21 H:11-30 N:0-5 O0:0-3 F:0-1

Sample Name :A-3 IIMRPR XEVO G2-XS QTOF
Test Name - HRMS-1
160120-A-3 14 (0.148) 1: TOF MS ES+
NO, 4.81e+007
336.0881 NC
100-
IS
N
\_N
F
1c
%
337.0906
460.1478
2030707 574 9714 338.0947 4611449 s
3 6 {5 el L 5 569.5947 55°- 698.1284 722 2568 849.1006
B B L Z
450 2 IR B0 BE O AR B0 B G0 R 00 el a0, B0
Minimum: -1.5
Maximum: 5.0 5.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula
336.0881  336.0897 -1.6 -4.8 14.5 1585.4 n/a n/a Cc17 H11 N5 02 F

13



Limes:]1 E.Time:3.420{5cans:383)

hlzssPeak=:353

Favdlode: Avverazed 3.415-3 425(384-3868) BasePeak-202(200256)
BGMode:Cale. from Peak Group 1 - Event 1

mtensity

100+ ,

] NO
] NC \/@/ 2
] N

90 N)\,/ X

1
(]

1 45

20 &0 100 140 180 220

203309322 330 37R 30G 434 44T 460 403 514 331 330 37T 306 633 630650 700 T7M Ti4 70 70§

300 340  3B0 420 460 300 340 380 620 e80  TOO  T40 TR0
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abund ance

———— PROCESSING PARAMETERE

OH | 4z balance : 0 : PALSE
NC mexp : 0.Z2[Hz] : 0.0[s]
N f:h; 1 : TRUE
machlosplages
N ~ X O/ prm
\_N Derived from: A-4 CU PE FROTON-1.jdf
1d
F

LAl

A-4 OT7 PB PROTON-£.3d
delta =

pingle pulse.exd
Z:\0\A 9 CU PR
CHLOROFTEM-D
13-WOV-2016 23:23:38
14-WOV-2016 1B:50:02
14-WOV-2016 1B:50:16

= 1D COMPLEX
- 13107
- 1H
3 - x[1:-1:|=1]
+ -
L~ - ECS 400
e - = ..'_-I Spectrometer - JHH-ECE400
k) 3 =
= < Field strength = 5.383766[T] (400 [MHz]
I [ X acq duraticm - 1.5324[sg]
k2 ¥ domain - 1H
¥ freg = 359.TH215%2838 [MH=z]
¥ offoet = 5.0 [ppm]
X points - 16284
¥ prescans -1
¥ rescluticn = 0.61035156 [Hz]
X owe==p = 10 [kHz]
Irr domain - 1H
Irr freg - 399 ,.7831%232 [MH=]
Irr offset = 5[ppm]
Tri domain = 1H
Tri freq - 399.78219838 [MHz]
Tri offoet - 5 [ppm]
Clipped - PALSE
Mod return -1
Scans - 31
Total ocans - 32
E 90 widch = 10.4214 [us]
X mcg tim= - 1.5324[sg]
¥ angle - 45 [deg]
¥ atn = 0.4[dBE]
X pulne = §5.2107 [us]
ITT mode -
Tri mode - DEE
Dante presat - PALSE
Initial wait = 1[=]
Beovr gain - 50
i, Relaxation dslay = 2[s]
9.]3 &0 /%( r.ﬂ 50 4.0‘ 10 ‘ 10 | 10 i o
S 2opETss Y 2 2 2
= SRRRARE C : 3
of e e = ] e =

15




[OF]

03

0.z

0.1

abund ance

OH

——-- PROCESEING PARAMETERS ----

frmite Sy ol sy

b 8 e

LIS LIS N I I

2000 1000 1800 1700

X : parts per Million : 13C

—

1640438
163, 3459
160.8978

A

152. 2018
47,7397

Rﬂ' 1000 200

=t

TTO3T0
TT.6223
TI.1082
8T —
411514

NC dc balapce : 0 : PALSE

peXp : 2.0[Hz] 0.0[al
N~ _-| £f£ + 1 : TRUE : TRUE
~N (0] machinsphass

N\ Fpom

NN : .
Derived from: A4 OO PB Cl3-1.jdf

1d
F

Pilename - A4 U PE Ci3-4.4df
Author - delta
Experiment = pingle pulse dec
Sample id = Zey\A4 CO PB C113
Sglvent = CHLOROPORM-D
Creation time - 26-JUL-2017 07:44:27
Revision time = 25-JUL-2017 14:13:11
Current_Eime = 29-J0L-2017 14:13:26
Comment - pingles pulss decouple
Data format = 10 COMPLEE
Dim mize - 26214
Dim” title = 1310
Dim units = [ppm]
Din=ngicns - K
Bite - BC3 400
Spectrometer = JHE-ECS4£00
FPield ptrength = 0. 29766 [T] (400 [MHz]
X acq duration = 1.04233312[=)
¥ domain - 11C
X freg = 100.52530233 [MH=]
X offoet = 100 [ppm]
X pointo - 31762
X prescans - 4
X resclutica = 0.95346665 [Hz]
X ow=sp = 31.40703518 [kHz]
ITr domain = 1H
Irr_frzq = 353 THI1%233 [MH=z]
Irr offoet - 5 [ppm]
Clipped - PALSE
Mod returm =1
Soanm = 5000
Total pcans = 5000
X 30 widcth = 7.82792 [usl
¥ mcg time = 1.04333312[8]
X_a.ngl'z = 80 [deg]
X atno - 4.2 [dE]
X pulse = 7.82792 [us]
ITtr atn dec = 21.333[dB]
Irr atn nos = 21.338%[48]
Irr ocioe - WALTZ
Decoupling = TROE

|| Initial wait - 1la]
Hoe - = TROE
Hoe time = 2[=]

] X Becwr gain - G0

B Yy delay - 2[a]
Bepetition time = 3.04333312([s]
Temp get = 20.5[aC]

o N0 00 100 L]

309417
30,7319

16




Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 6.0 PPM / DBE:min =-1.5, max =50.0
Element prediction: Off

Number of isotope peaks used for i-FIT =5

Monoisotopic Mass, Odd and Even Electron lons

46 formula(e) evaluated with 1 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:9-20 H:11-30 N:0-5 O0:0-3 F:0-1

Sample Name : A4 IIMRPR XEVO G2-XS QTOF

Test Name - HRMSA1

160120-A-4 16 (0.165) 1: TOF MS ES+
1.57e+005

100 337.1081

318.2990 3402602 \Q\
1d
%

301.9575 F

302.3053

340.7607 359.2387

319.3029 389.1453

375.2130

303.3100 363.2453 3832135 413.2675 425 2156431.0900

448.2209

0- m'z
3 0
Minimum: =375
Maximum: 5.0 6.0 50.0
Mass Calc. Mass mDa PEM DBE i-FIT Norm Conf (%) Formula
337.1081 337.1101 -2.0 =5.9 1 1087.3 n/a n/a Cl8 H14 N4 02 F

17



Line#:]1 F.Time:6.470{Scans:593)

MlassPeaks:351

Favhlode: Avaraged 6 465-6 475(994-9596) BasePeak- 134193540070
BG hode:Cale. from Peak Group 1 - Event 1

intensity

Spectrom

100+ 3T

90

80

e

x

20 60 100 140 180 220 260 300 340

351 368

S50 574 507 614 &38 662 884 00714 T30 761 T7E3

303 415420443 472435 300 328
R B A R e M Rt R A B e
380 420 460 500 340 580 620 660  TOO 740 T80
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abund ance

OH| - PROCESSING PARAMETERS ——--
de balance : 0 : PALEE
NC sexp : 0.5[Hz] : 0.0[s]
££t + 1 + TROE : TRUE
N ~ machinephane
= | X ppm
v N phase : @ : 0 : 50[%]
\\/N phage ¢ 2 ¢ -3 ¢ B82.83082[%]
Derived frcm: A6 CU PE PROTON-1.jdE
1e
F
Fil=name - A& CU PE PROTON-6.jdf
= Author - dalea”
- Experiment = single pulse.ex2
Sample id = E:\A6 OO FB
Solvent - CHLOROPORH-D
Creation time = 15-NOV-2016 14:42:45
4 Revigion time - 15-HOV-2016 10:54:18
el Cul:ren:_:_:ime = 15-HOV-2016 10:54.15
v
-
= Comment = Z:\WA6 CU PB
= 10 COMPLEX
Dim mize - 13107
R Dim title - 13
" Dim units = [ppal
e g % £ Dimensions - K
P .
- Bite = BCS 400
Spectrometsr = JHH-ECS400
Field strength = D.3B9TEE6[T] (400 [MHz]
X scq duraticn - 1.5384 0]
¥ domain - 1H
= ¥ freg = 359.T782198338 [MH=z]
X offoet = 9.0 [ppal
e X points - 16384
= § X preagcans -1
il ¥ resclution = 0.61035156 [Hz]
¥ owesp = 10 [kHz]
- ITr domain - 1H
J ';g Ir::fr:u’_ - 359.T78219838 [MHz]
Irr offoet = 5[ppm]
Tri domain = 1H
Tri freg - 359.78219838 [MHz]
Tri offost - 5[ppm]
Clipped - PALSE
Mod return -1
Scans -7
=_] Total scans -7
I 90 widch = 10.4214 [us]
X acg time = 1.5384[s]
X angle = 45 [deg]
X atn = 0.4 [dB]
X pulse = 5.2107 [us]
Tr mode -
Tri mode - OEf
Dante presat - PALSE
Initial wait - 1[=]
Recvr gain - 46
= . - Relaxation delay = 2[a]
10.0 ‘ J“I\ w\ﬂ\\?? 50 4.0 3.0 | ‘Jk 2.ﬂ}|l T
- g9 2EEZERENS 3 %L =g 2
= 7 U ERERED E AR k= S
& e PR MR v ol = .
X : parts per Million - 1H




Elemental Composition Report

Single Mass Analysis

Tolerance = 6.0 PPM / DBE:min =-1.5, max =50.0
Element prediction: Off

Number of isotope peaks used for i-FIT =5

Monoisotopic Mass, Even Electron lons

Page 1

59 formula(e) evaluated with 1 results within limits (up to 50 best isotopic matches for each mass)

Elements Used:
C:9-19 H 1130 N:0-5 0:0-3 F:0-1

Sample Name :A-6 IIMRPR XEVO G2-XS QTOF
Test Name - HRMS-1
160120-A-6 15 (0.157) 1- TOF MS ES+
5 89e+007
307.0989
100- OH
) \/©/
N«
N X
\_N
@ 1e
F
%
308.1000
203.0715 2742723
; R ) | 4801477 450369 6131936401495 7131132 7931082 3
L B NN RN N RN E R Z
150 = 200 = 250 = 300 @ 350 @ 400 & 450 @ 500 a0 T BE T O s 00 ;850
Minimum: -1.5
Maximum: 5.0 6.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula
307.0989 307.0995 -0.6 -2.0 13.5 1777.2 n/a n/a Cl7 HI2 N4 O F
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Spectrum

Line=1 FB.Time:6.270({5can=953)

MWlzzzPaaks:357

Favhlode: Avaraged 6 .2635-6.273(954-956) BasePeak- 1062138462
BG Mode:Cale. from Peak Group 1 - Evant 1

ntensity

100

: OH
5 0T
-_: )YN\

504 N
Su— Q 1e

10 03

iy 113

0 536 350 IE030S 411 430 &34 477 409 SI353I7 555 SRS EOTAILE3T 66T DD 728 M40 TP TOR
LIS Aol ) B et e I L A R I I L I I I I Il R R A R R
3410 380 420 4s0 300 340 5380 820 660 TO 74 T8

mz



14.0

130

abumd ance

———- PROCBSSING PARAMETERS ———-
(0] dc _balance : 0 : FALSE
NC N | se=xp 0.2[Hz] 0.0[s]
f:':h_: i }_ TROE : TROE
machinsphase
N = Nx PP
\\/N Derived from: A-8 CU PB_PROTON-1.jd4Ef
2
nofal 5 (s -
b I b 1f
Pilename - A-23 O0 PB PROTON-4.3d
Author = delta =
Experiment = pingle pulse.sxl
Sample id - Z:WV\A-F CT PR
Splvent - CHLOROPUEM-D
Creation time = 13-HOV-2016 23:03:46
Revision time = 14-HOV-2016 1B:57:44
Current_time = 14_WOV-2016 18:5T7:48
Comment - Z:\WA-B OO PEB
Data format = 1D COMPLEX
Dim size = 13107
Dim ticle = 1H
Dim unite - [ppm]
Dimensicne - X
Bite = EC3 400
Spectrometer = JHE-EC5400
Pield strength - 3.389766[T] (400 [MH=]
X acq duraticn = 1.5324[s]
¥ domain = 1H
X frag = 3159.TE219338 [MHz]
X offost - 9.0 [ppm]
X points - 16384
!_prenc-:mn - 1
¥ resolution = 0.61035156 [Hz]
X ow=sp = 10 [kHz]
Irr domain - 1H
Irr freg = 359 ,.TBI159238 [MHz]
Irr offset = 5[ppm]
Tri domain = 1H
Tri freqg = 3159.TE219338 [MHz]
Tri offort - 5[ppm]
Clipped - PALSE
Mod return -1
Spann - 33
Total scans - 32
X 90 widch = 10.4214 [us]
¥ mcg time = 1.5384[s]
X angle - 45 [dag]
X ato = 0.4 [dE]
¥ puloe = 5.2107 [us]
I mode - Off
Trl:made = Off
Dante presat = FALSE
Imitial wait - 1[=]
Becvr gain - 46
Relaxation delay = 2[s]
|||||||||||J_|||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||HEFEti:iou—tm-]'5]9"[“]
100 .ﬂ/, J )A\T‘«k |2- Tur._'n_g'er. 159.1[aC]
& SF’-‘”%F’-‘E_:JQ 3 z =
= EkE3aAaLa 2 £ F
= [ S A R L i -
X : parts per Million : 1H
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2

LN L]

13

011

abumd ance

——

|
r n i A B
i il g w

=

N .“'WIWJF‘JMW Yot

———— PROCESSING PARAMETERS -

dc balance : 0 : FALSE
pexp ¢ 2.0[Hz] ¢ 0.0[s]
trapezoid® « O[%] « BO[R] : 100[%]

zerofill :« 1
£ft : 1 : TRUE : TRUE
machinephase

SE:J: : =2.5 ¢+ 0 : T4.68432[%]
Derived from: AB CO PB C13-1.jdf

000 1900 1500 1700 l\t( 15000

164, 4156
1624515
161. 2507
154, 1895
153, M43

X : parts per Million : 13C

—
T

TTH03S
549205

TRA2TT

146, THG2
45,278
129.6812
129, 1754
1250050
125.0002
1163613
16,1325
113, 4342
THAGI4

LI LI B I e B L L I B e |

(ll]_ﬂ 100 s00 Il?l]jk T0.0 0.0 500 X e 0 100 0

39,2552

=
2
2
L]

306747

i - AE CO PE C13-E,jdf
Author = delta

Experiment = pingle puloe dec
Bample id - Z:\\ABTCD PETC13
Bolwent = CHLOROPORM-D
Creation time m 25-J0L-2017 06:09:40
Bevision time m 25-J0L-2017 13:06:47
Current Time = 25-J0L-2017 13:07:11

Comment = pingle puloe decouple
Data format = 1D COMPLEE

Dim mize - 26214

Dim title - 13C

Dim unite - [ppam]

Dim=noions - X

Bite - BEC3 400

Spectrometer - JHE-EC5400

Field strength
X acqg duraticn

9.3B9766 [T] (400 [MH=x]
1.04333312([a]

¥ domain - 131C

X freg = 100.52530333 [MH=]
¥ offoet = 100 [ppm]

X points - 33762

¥ preccans - 4

X r=gclutica - 0.95246665 [Hz]

X owesp = 31.40703518 [kHz]
ITr domain = 1H

Irr freg - 353 .THZ15232 [MHz]
Irr offoet - 5[ppm]

Clipped - PALEE

Mod return -1

Scans - 5000

Total scans = 5000

E 90 widch 7.82T752 [ua]
X acg time 1.043233312[s]
ran;%: 80 [deg]

¥ atno .2 [dB]

X pulse 7.82792 [us]
Irr atn_dac 21,3328 [4B]

Irr atn mo=

21.399 [4B]
Irr noioe WALTZ

Decoupling

Ipitial wait 1[e]
Ho= - TEUE
Ho= tim= 2[s]
Recwr gain &0

Relaxation deslay
Repetition time
Temp _get

a]
3.04333312[=]
1.7 [aC]




Spactnnm

Line:1 B Time:7.815(Scans=:1264)

MassPeaks-47%

Ravndlode-Averased 7.310-7 8201263-1263) BasePaak:363347447)
BG Mede-Cale. from Peak Group | - Event 1

mtensity

100 3 AT
50

50
703

60

439

450

“474

500

304 511337551

340

T8 507

G21£37 33670635 708 T8 T44 T4
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7.0 8.0

6.0

5.0

| )

3.0

2.0

abundance

0.82

2.24

~--- PROCESSING PARAMBTERS ----
dc_balance : 0 : FALBE

moxp 1 0.2[Hz) 1

0.0[s]

fft 1+ 1 1 TRUE 1 TRUE

machinophano
ppm

Dorived from: A-10-DMSO_CUPB_PROTON-1. jd

1.07
T.09
1.08

0.36

10.7740
9.4916 ——

X : parts per Million : 1H

B —
-0.1129

24611
2.4565

Filename
Author
Experiment
Sample_id
Bolveont
Creation_tima
Revision_time
Current_timao

Comment
Data_format
Dim_pizo
Dim_title
Dim_units
Dimonsions
Site.
Spoctromoter

Field strength
X_ncq_duration
X_domain
X_freq
X_offmet
X_points
X_prescans
X_resolution
X_sweop
Irr_domain
Irr_froeq
Irc_offsat
Tri_domain
Tri_freq
Tri_offset
Clipped
Mod_return
Scans
Total_scana

X_90_width
X_acq_time
X_angle

X_atn

Xx_pulse

Irr_mode
Tri_mode
Dante_presat
Initial wait
Recvr_gain
Relaxation delay
Repetition_time
Temp_get

A-10_DMSO_CUPB_PROTON
delta
pingle_pulseo.ox2
71\\A-10_DNSO_CUPB
DMS0-D6 .
1B8-JAN-2017 18:49:14
16-JAN-2017 15:01:12
18-JAN-2017 15:01130°

Z:\\A-10 DMSO CUPD
1D COMPLEX

13107

1H

[ppm]
X

ECS 4100
JNM-ECS5400

9.389766[T] (400 [MHE)
1.6364 [p)

i

399.78219838 [MHE]

9.0 [ppm]
16384

1
0.61035156 [Hz)
10 [kHz]

1H
399.78219838 [Miz)
5 [ppm]

1H

399.78219838 [MHZ]

S [ppml
FALSE

1
‘25
.25

10.4214 (us]
1.6384 [8]
45 [deg]
0.4[dB]
5.2107 [ua)
Off

Off
FALSE
1[e]

44

2(e]
3.6384 8]
25[dc)




Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 6.0 PPM / DBE:min =-1.5, max =50.0

Element prediction: Off

Number of isotope peaks used for i-FIT =5

Monoisotopic Mass, Even Electron lons
40 formula(e) evaluated with 1 results within limits (up to 50 best isotopic matches for each mass)

Elements Used:

C:9-19 H:11-30 N: 05 0:03 F:0-1

Sample Name :A-10
Test Name - HRMSA1

IIMRPR XEVO G2-XS QTOF

160120-A-10 17 (0.174) O,N 1- TOF MS ES+
NC \;@\ 3.04e+007
6 352.0833 . )ﬁ/N N oH
\_N
@ 19
F
%
353.0854
374.0642
203.0714
274.2722 3750679 4601319 5465958 5751743 7031597 7251415 793.0599
450 2 IR 0GR O AR B0 B GO R 00 R0 a0, B0
Minimum: -1.5
Maximum: 5.0 6.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula
352.0833 352.084¢ S 1 -3.7 14.5 1530.9 n/a n/a Cl7 H1I1 NS O3 F
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Spactnmm

Line:1 B Time:2 1535(Scans=:132)

MazsPeaks-4 30

Ravndiods-Averased 2. 150-2.160{131-133) BasaPeak-127(43367)
BG Mede-Cale. from Peak Group | - Event 1

mfensty

100 T

O,N
] )ﬁ/N\ OH

904 N

Q, «

84 F

=

191
60+

101

5 155

::J 136 375 iz 316341355 371306 ape 421437454 475400 511 54 e ST0IBS g5 40 €39 673 TDETIOTEE TED 87
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-

. L A A A e e R 0 A i e Ik A e A R et I R A A g
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abundance

---- PROCESSING PARAMETERS =----
dc_balance : 0 FALSE

sexp : 0.2[Hz] : 0.0[s]
£ft : 1 : TRUE : TRUE
machinephase

ppm

Derivéd from: A-1l1_CUPB_PROTON-1.jdf

1 g b
- :
4 ~”
7 a
] el
- - -
i 2 = .
| EllE. o
=
] NC ~
=] NS Nx OH
\_N
1h
F
=
v
o]
- )
ﬁ..
=]
~
a]
. . e e : T R Ep— S
1.0 10.0 9.r 8.0 / /N 1.0\ 6.0 l 5.0 “K 3.0 20 , 10 /i
- 00 00 M= S 28 = S
H R5FESST 2 2% .2 w3
) EIITTNNS [ a3 a3 ]
= Lol ol ol ol ol ) wy m e - = g?

X : parts per Million : 1H

Filename = A-11_CUPB_PROTON-4.jd
Author ° = delta
Experiment = single_pulse.ex2
Sample_id = Z:\\A-11_CUPB
Solvent =- CHLOROFORM-D
Creation_time = 18-JAN-2017 17:19:05
Revision_time = 18-JAN-2017 14:09:44
.= 18-JAN-2017 14:09:52

Current_time

z:\\aA-11 cUpB

Comment =

Data_format = 1D COMPLEX
Dim_size = 13107

Dim_title = 1H

Dim_unitse = [ppml

Dimensions =X

site - = ECS 400
Spectromater = JNM-EC3400

Field strength = 9.389766(T) (400[MHz]
X_acq_duration = 1.6384[s)
X_domain = 1H

X _freq = 399.78219838 [MHz]
X_offset = 9.0 [ppm]
X_points = 16384

X_prescans =1

X_resolution = 0.61035156 [Hz]
X_sweep = 10(kHz]
Irr_domain = 1H

Irr_freg = 399.78219838 [MHz]
Irr_offset = 5[ppm]
Tri_domain = 1H

Tri_freq = 399.78219838 [MHz]
Tri_offset = 5[ppm]

Clipped = FALSE

Mod_return =1

‘Scans =3

Total_scans =3

X_50_width = 10.4214 [us)
X_acq_time = 1.6384 (s8]
%_angle = 45[deg]

X_atn = 0.4 [dB]

X_pulse . = 5,2107 [us)
Irr_mode = Off

Tri_mode = Off

Dante_presat = FALSE

Initial wait = 1[s]

Recvr_gain = 50

Relaxation delay = 2[sg)

Repetition time = 3.6384(g]
Temp_get = 18.1[dC)

28



0.2 021

018 019

-——- PROCESSTHG FARAMETERS ——--
do balance : 0.B : PALSE

pexp : 3.0[Hz] : 0.0[a]
trapezoidd : O[%] : BOL%] : 100 [%]
perofill « 1

£ft : 1 : TROB : TROB
machinephage

012 013 w4 s e e

11

008 000

002 003 0o 0058 W06 007

0 am

abund ance

=101

MWJ.w.L'¢'i'-rpv-'mn,|"u-lr'\*ﬁw*ﬁ~rm’Hlu'“#ﬂ'm Vg ) ol i

ppm

phase = 0 : 0 = 50[%]
¢ 0+ 0 = 50[%]

ﬁ:: ¢ 02 0 = 50[%]

Derived from: A11 OU PB C13-1.jdf

Creation time
Revision time
Current_time

Comment

Data format
Dim mize
Dim™ title
Dim units
Dimensions
Bite
Spesctromster

Field strength
X mcqg duraticn
¥ domain

X freg

?n ffoet
pointe

¥ prescans

X resclutica

¥ owesp

ITr domain

Irr freg

Irr offpet

Clipped

Mod return

Scans

Total pcans

X 30 width
acqg time
angle
rar_g
X puloe
ITr atn dac
Irr atn nos
Irr noioe
Decoupling
Initial wait
Ho= -
Hoe time
Becvr gain
Eelaxation delay
Repetition time

All O PB C13-9.jdf
delca

single pulse dec
Z:\\A11 CU PE C13
CELORCPORM-D
25_JUL-2017 11:43.17
25-JUL-2017 13:26:03
25_JUL-2017 13:26:19

single puloe decouple
1D COMPLEL

26214

13C

[ppal
X

BCS 400
JHE-EC5400

9.3E9766[T] (400 [MHz]
1.04233312[=]

130

100.52530333 [MH=]

100 [pp=]

32762

4

0.9E246665 [He]
31.40703518 [kH=z]

1H

359.782159833 [MHz]
5 [ppm]

FALSE

1

1056

1056

7.82792 [ual
1.04333312[a]
50 [deg]

-2 [dB]
7.82792 [ual
21.3339[48]
21.3939[4B]
WALTI

31.04333312[a]

2000 1800 1300 1700 ’lltTﬂ' lr'ﬂ'jl liﬂ.ﬂ)ﬂl\llllllﬂl:!\\ll\ﬂ.ﬂ ll)ﬂr] 0.0 Eﬂj\ T0.0 ﬂl].ﬂ'| =00

LI N B B B N B B I B B B

0 00 200 100 o

St

;- pEnsoE mwm 5 nug = _.gs
-] o= E e riemed o 2

s4? Z232EE 325F £33 = izg
1g¢ §adung Sg8s 8 FRE g <48

X : parts per Million - 13C

= =] -
|

Temp get 18.7[aC]
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Elemental Composition Report

Single Mass Analysis

Tolerance = 6.0 PPM / DBE:min =-1.5, max =50.0
Element prediction: Off

Number of isotope peaks used for i-FIT =5

Monoisotopic Mass, Even Electron lons

43 formula(e) evaluated with 1 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:9-19 H:11-30 N: 05 O0:0-3 F:0-1

Page 1

Sample Name : A-11 IIMRPR XEVO G2-XS QTOF
Test Name - HRMS-1
160120-A-11 17 (0.174) 1: TOF MS ES+
3.46e+007
100— 337.1094 o
" \/@E )
N«
NS OH
\_N
QL
F
%
338.1097
322.0844 339 1115
217.0096 274 2714 \ 469.0411  gip 04 6021431 6732004 6951898 7351293 oii 4161
0 AR PRAA "ﬁ"l"'.' 'L"Tll"" AR PR ':"I"" LSRR B AR R R ';"I"" WA LR RN BRI P AL "'\"I"" AR BASRRN BERES BILLE ""I"-" m'z
R R R R R PR Sl R P R T Rl P SRR 800 = 850
Minimum: -1.5
Maximum: 5.0 6.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula
337.1094 337.1101 -0.7 -2.1 13.5 2165.1 n/a n/a Cl8 H14 N4 02 F
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Spacmm

Line=1 B Time:d 1B0(5casS5T)

MizzzPagk=: 512

FamdInde Averaged 6.175-6.185(036-03E) BasePealc336{307885)
B hiode:Cale. from Peak Groug 1 - Event 1

Ingensity

10 T
] NC \/@:
7 )YN\
N
= \_N

804

04 0E

353 3T 835 423 483458 #8e S0 1T S5T 579 S9E 6T 37 GEIETE SR T13TIT 743 TEs TEXTHG
20 &0 100 1a0 180 2 260 300 320 380 420 460 500 540 0 SBO 620 &80 OO 4D TED




7.0 8.0 9.0 IOI.O 11.0 12.0 13.0
avd N 1

6.0

5.0

4.0

X

2.0

abundance
1.0

~--=- PROCESSING PARAMETERS ----
1 dc_balance : 0 : FALSE
E sexp : 0.2[Hz] : 0.0(s]
E fft : 1 : TRUE : TRUE
3 machinephase
3 ppm
] Derived from: A-12_CU_PB_PROTON-1.jdf
Filename = A-12_CU_PB_PROTON-4.j
Author = delta
1 = Experiment = single_pulse.ex2
& - Sample_id = z:\\A-12_CU _PB
] Bolvent = CHLOROFORM-D
] Creation_time = 17-JAN-2017_21:30:56
~ Revision_time = 17-JAN-2017 19:00:11
~ Clurrent_time = 17-JAN-2017 19:00:21
E g = - = Comment = Z:\\A-12 CU PB
4] l_‘ N S Data_format = 1D COMPLEX
b - <) Dim_size = 13107
E v Dim_title = 1H
1 Dim units = [ppm]
B Dimensions = X
Site = ECS 400
3 Spectrometer = JNM-ECS400
3 Field_strength = 9.389766[T] (400[MHz]
E X_acq_duration = 1.6384([s]
] X_domain = 1H
1 X_freq = 399.78219838 [MHz]
X _offset = 9.0 [ppm]
] X _points = 16384
3 X_prescans =1 .
e X_resolution = 0.61035156 [Hz]
3 X_sweep = 10 [kHz]
Irr_domain = 1H
3 Irr_freg = 399.78219838 [MHz]
3 Irr_offset = 5(ppm]
3 Tri_domain = 1H
3 Tri_freq = 399.78219838 [MHz]
] Tri_offset = 5([ppm]
1 Clipped = FALSE
E Mod_return =1
3 Scans = 32
Total_scans = 32
X _90_width = 10.4214[us)
X_acq_time = 1.6384(s]
xpnnglc = 45[deg]
E X atn = 0.4[dB)
X_pulse = 5.2107 [us]
= Irr_mode = Off
1 Tri_mode = Off
1 Dante_presat = FALSE
1 Initial_wait = 1[s]
Recvr_gain = 44
N Relaxation_delay = 2[s]
e —— e - — : ; | RePetition time =« 3.6384(s]
. 1+ = »
10.0| 5 8.0 ) A\'{)\ 6.0 50 %K 30 20 1.0 X Temp_get i8s21dct
z g 2==398s agsas E uS
= 235 G93m5a8 aadak 2 g3
EN E T MR~ NSS emmen - ST
X : parts per Million : |H

32



I i b = - - -~ - - ] ] ] (=] ]

=1 =1 =1 = = = = = = = =1 =1 =1 =1

T I I T T L I T T I I T T
o (o]

Eras
_mml.m_mUT

LETE—

wrott
EETLT

iy 4
arelt
GTLTT
SELLT

1eazt
.&.ﬂﬁxr
ESErl
CYEZT
STET
LT
¥IEET
IR —
LT
BT

ES 9T
Fig ]

!

single pulse decoupled gated NOE

A-12 C13

33



Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 6.0 PPM / DBE:min =-1.5, max =50.0
Element prediction: Off

Number of isotope peaks used for i-FIT =5

Monoisotopic Mass, Even Electron lons

40 formula(e) evaluated with 1 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:9-19 H:11-30 N: 05 O0:0-3 F:0-1

Sample Name :A-12 IIMRPR XEVO G2-XS QTOF
Test Name - HRMS-1
160120-A-12 17 (0.174) 1- TOF MS ES+
4 64e+007
351.1255 )
100+ NC ~
S e
\_N
Q.
F
%
352 1268
3350923 [353.1296
gl e, 460.1493 g9 0541 6122502 701.2421 723.2237 7631656 818-17%
L B Z
SR R R R ). 1 R R R R 7 T i, 7 Rl P s VR vy
Minimum: -1.5
Maximum: 5.0 6.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula
351.1255 35%.1257 -0.2 -0.6 13.5 1738.3 n/a n/a Cl9 H1E N4 02 F
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Sample Mame © A-12

INDIAN INSTITUTE OF TECHNOLOGY

XEVO G2-X5 ATOF

Test Name . HRMS-1 ROPAR
231117-A-12 B {0.117) AMZ {Ar,15000.0,0.00,0.00); Cm (7-16-{21:34+2-4)) 1: TOF M5 ES+
. 351.12a0 B.5TeT
i
o
4 S N« o~
\_N
J @ 1i
F
#
362.1203
274 2751
120802 335 posn lass 1227
I73.0533 ’ : ; 4511222 467.1183 q £23.1705
2050105 e . .1 381.300044 crzlf - | 4226123 578 543:592, 473 §70.5130
L L L b L e L L L L L L L L e L L e L L L L L L L B s A L ) L)L) Ll ) Wl L W ek B Lk st et Lt oy

200 220 240 260 28D 3000 320 240 260 380 400
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Spectrom

Lime=]l E.Time:7 425(Scans:1186)

MzzzPaaks=:383

Favdlode: Averaged 7.420-7 430(1185-1187) BasaPazk-380{A561344)
BG Mode:Cale. from Peak Group | - Event 1

mtensity
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304 F

a5

405 425 450473480 510 534 53 379 604 626 65 633 711 732 734 TEI 300
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abundance

1j

E—

I

===~ PROCESSING PARAMETERS ----
dc_balance : 0 1 FALSE

sexp : 0.2[Hz] 1 0.0[s]

£ft 1+ 1 1 TRUE 1 TRUE

638

machinephase
ppm

Derived from: A-14_CU_PB_PROTON-1.jdf

1

X 2 parts per Milllon ; 11

YT L s e e o i e 0 i 2 g o i e | T T

H.OJ‘ ./R‘I.ﬂ

49
el

by
6.0 50 40 3,

~ : N’c
bt Bis

I {2 o o it o e G o g

D

1.6158
1.5791
1.2951
1.2921

12753

1.2585

A-14_CU_PB_PROTON-4.3

Filename -
Author = delta
Experiment = pingle’ pulse.ex2
Sample_id = Z:\\A-14_CU_PB
Solvent = CHLOROFORM-D
Creation_time = 17-JAN-2017 21541116
Revision_time = 17-JAN-2017 19:02:15
Cdrrent_timo = 17-JAN-2017 19:02124
Comment = Z1\\A-14 CU PB
Data_format = 1D COMPLEX
Dim_size = 13107
pim title = 1H
Dim units = [ppm)
Dimensionr " X
gite = EC3I 400
Spectrometer = JNM-ECI400
Field_strength = 9.389766(T] (400 ([MHz])
X_acq_duration = 1.6364(n)
X_domain - 1u
X freq = 399,76219838 [MHz)
X offmet = 9.0 ([ppm)
X_points = 16384
X _prescans -1 4
X_resolution » 0.61035156 [Hz]
Y._mwnop = 10 (kHz)
Irr_domain = 14
Irr_froq ~ 399,78219838 (MHx)
Irr_offeet = 5[ppm]
Trxi_domain = 1H
Tri _freq = 399,708219838 (MHz]
Tri_offoet = 5(ppm]
Clipped = PALOE
Mod_return e 1
Bcans = 32
Total wsocans - 32
X_%0_width = 10.4214 [us)
X_aoq time = 1.6304(s)
X_anglo = 45 [deg]
X Atn = 0.4[dp)
X_pulee » 5.,2107 (us)
Irr_mode = Oft
Tri_mode - Off
Dante_presat = TALBE
Initial_wait = 1(s)
Reovr _gain = 50
Relaxation_delay = 2(s)

ition_time « 3.6384(m)
Temp_get = 18([dC]
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0.4

abundance

—=-- PROCESSING PARAMETERS ---—
dc_balance : 0 : FALSE
sexp : 2.0([Hs] 1 0.0([s] |
trapexoidd : O[%] : 80([%] 1 100(%) {
serofill 1 1 * |
££t 1 1 :t TRUE : TRUE |
machinephase |
ppm {
Derived from: A-14 CU PB 13C-1.jdf
NC '
N
\ N
N\
NN Pilename = A-14 CU PB  13C-4.jdf
Author = delta
Experiment - lingloIpulln_dcc
Sample_id = Z:\\A-14 CU PB 13C
Solvent = CHLOROFORN-D
Creation_time = 15-JUL-2017 05:56:56
Revision_time = 15-JUL-2017 17:16:33
Current_time = 15-JUL-2017 17:16145
Comment = single pulse decoupls
Data_format = 1D COMPLEX
Dim_size = 26214
Dim_title = 13C
Dim unite = [ppm]
Dimensions =X
Bite = EC8 400
Bpectrometer = JNM-ECS400
FPield_strength = 9.389766(T] (400 (MHs]
X_acq_duration = 1.04333312(as)
X_domain = 13C
X freq = 100.52530333 [MHs)
X _offset = 100 (ppm]
X_points = 32768
X_prescans -4
X_resolution = 0.95846665 (Hx]
X_sweep = 31.40703518 [kHzx)
Irr_domain = 1H
Irr_freq = 399.78219838 [MHx)
Irr_offset = 5[ppm]
Clipped = PALSE
Mod_return -l
Bcans = 1000
Total_scans = 1000
X_90_width = 7.82792[us)
X_acq_time = 1.04333312(s)
X_angle = 90 (deg)
X_atn = 4.2[dB)
X_pulse = 7.82792[us]
Irr_atn_dec = 21,399 (dB)
Irr_atn_noe = 21,399(dBn)
Irr_noise = WALTZ
Deacoupling = TRUE
Initial wait « 1(a)
Noe = TRUE
. Noe_time = 2(s)
" Recvr_gain - 60
i Relaxation_delay = 2[a)
T T T T T T T T T T =E T T T T T T :'p.tll:lon_tm = 3.04333312(s)
2000 190.0 180.0 170.0 160.0 150.0 uo.ol 13}.0 120.0A\uo.o 1000 900 800 700 60.0 500 40.0 300 |1o.o 10.0 T mp_get = 3929451
w ® W N bf 3 § I ©
3 g 88 333 §s¢ B E
3 S R85 Ss2d RER = R -
- 2 =22 ===
X ; parts per Million : 13C




pectnom

Lina#] B Time:d 8RO Scan=:67T)

hlzesPeake:315

Ravdvloda-Averaped 43754 BE3(676-678) BasaPealc132{33538D)
BGhode:Cale. from Peak Group 1 - Evant 1

100+

QD—' N

504
5 1]

E F
70

60

a%;

113

429441 463 438 511 S33 357 974 390 607 613 S476E1 653
20 60 1000 140 180 220 260 300 340 380 420 480 500 340 B0 610 660 TOO T4 TEO

T
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SRK-2 CRYSTALLIZED
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N N H2 PROCHO 1

F2 - Acquisition Parameters
Date, 20170415

spect
5 mm PABBO BB/
0

0.152588 Hz
3.2767999 sec
128
50,000 usec
6.50 usec
293.1 K
1.00000000 sec
1

CHANNEL f1 ==
S500.3030896 M

1H
15.10
15.13599968 W
F2 - Processing parameters
51 65536
SF 500.3023

\
‘ I‘xm / \v’\\,_,_ﬂi‘ KN\_ . J'_

S J (- ~ -,

A S — —_ -

I e B B B B B e B B B S B By W L g
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SRK-2 CRYSTALLIZED
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. . . . . . . . . . . - 00 O NN =0 WO=
m '—| -~ N N i m m O m m . . . 0 . . . . . . .
Y YO = N NN A @ r~r~ WOOONRNNOO
=] - o - - - ~r~r~ PO MON
CN Current Data Parameters
N NAME Aprl5-2017
o\
N~ NH,

5 mm PABBO BB/
zgpg30

== CHANNEL f2 ==

500.3020012
NUCZ 1H
CPDERG[2 waltzlé
PCED2
PLWZ2
PLW12
PLW13

Mmﬂdﬁjwm Y e

I I I I ! I I I I I ! I I ! ! ! I T ! ! ! T

1 |
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O ppm




Spectnmm

Line:] B Timne:8 290{Bcan=030)

MazaPeaks-642

FandlodeAveraged £.285-6.205(058-960) BasePealc109{7591332)
BGMede:Cale. from Peak Group 1 - Event 1

100 L]

3 N
904 Qig\m-lz

i
i

16

LA

136301 321 347 365 383 443 477 456 514 532546 571 595610 A6 AATSTREDQT06 725 T4 TAOTEITRE
0 &0 100 140 180 220 260 300 340 330 420 460 500 340 380 s20  ee0  TOO 740 7RO

227243 13T
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SA-1

— O[O MO —~ o)™ =
()] WO W s oM o~ = ee]
(=] FANNNN A OO (o] [exINe)} L
w [l S S S S S e e w ™M —
CN
N
7 \ Current Data Parameters
P fo) WAME Aprlz-2017
~. EXP 10
N N PROCN 1
o/ F2 - Acquisitic
Date
Time
TNSTRUM spect
- PROBHD 5 mm PABBO BB/
zg30
F 1k 65335
[islabic]
16
2
10000. i
0.1525
3.27679%9 sec
256
50.000
= CHANNEL f£1
500.3030896
15,13
cessing parameters
65536
500.,3000118 MHz
WD EM
5SB 0
LB 0.30 Hz
GB 0
pC 1.00
‘ ‘ | ‘L | ,f)
UL J AN A
T T I I T T
9 8 7 5 4 2 0 ppm
[=] [ f=3E¢1k] [+¢] [ <] [{+]
= (BN & N @ ~
- olrinl~ N -] -
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Line? B Tirne:8 3900 Scan=:1019)

MazsPegks: 567

Fandoda-Averaged 6.383-6.303(1018-1020) BasePeak: 105902204380}
BGMoede-Cale. from Peak Group 1 - Event 1

100 3 i

90—- N N/ o\
3 o~

80 F

154

210 433 451 471487303 511 543 564 5BOSMM 611 634 651  BGEI69E  TIST4OTISTT TIE300
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08
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L
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L13

abumiance

9. 4763
5. 1893
1.6367

14305
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X : parts per Million : 1H
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Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 10.0 PPM / DBE: min =-1.5, max =50.0
Element prediction: Off

Number of isotope peaks used for i-FIT =5

Monoisotopic Mass, Even Electron lons
43 formula(e) evaluated with 1 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:9-22 H:11-30 N: 05 0:03 F:0-1

Sample Name : SA-2 IIMRPR XEVO G2-XS QTOF
Test Name - HRMSA1
160120-SA-2 12 (0.131) 1: TOF MS ES+
1.44e+008
100- 365.1409 N CN o~
T
N™ °N
/0
F
11
%]
366.1420

367.1448

729.2717
217.0128 2742721 3641318 4902031543 0780 6131732 6441942 "1 761.2578 829 1965

1S St i Sl e A R s S il oM e e i R
Minimum: -1.5
Maximum: 5.0 10.0 50.0
Mass Calc. Mass mDa PEM DBE i-FIT Norm Conf (%) Formula
365.1409 365.1414 -0.5 -1.4 13.5 1846.9 n/a n/a C20 H18 N4 02 F
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Spactnmm

Line=:1 F_Timne:3 230({5can=:T4T)

Mla=sPeak=-385

Fandvlode- Averaged 5.225-5 235(746-748) BasaPealc103(3182735)
BG Mode-Cale. from Peak Group 1 - Event 1

ety
100 3 0]

gu—é QNI “ 7

11

64

245 4734ET 505 330 530 JB6 605 f&1 66 68X 71O 737 757 777 T
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SA-3

032
204
186
972
962
955
946
499
478
464
269
212
123
112
107
097
907
890
873
5.138
5.130

7
%

NO, EXPNO ' 80
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170415
Time

F 1m
CHANNEL f1
SFC1 500.3030896 MHz
NuCl 1H
P1 15.10 usec
PLW1 15.,13539968 W
F2 - Processing parameters
sT 55536
5F 500.,3024236 MHz
WDW EM
55B 0
LB 0.30 Hz
GB 0
PC 1.00
\ \ |
\ Y J I /
S R | WY 4 * WY " N | W Y ) W — T e

— T T

|
10 9 8 7 6 5 4 3 2 1 0 ppm

N B B B B B

o | (o o (o) © o
< = @ (2= e *
- ol led ol leilled o -
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SA-3

—160.26
—149.90
—145.08
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Humn OWno A&
o~ OO0 < WWNLW
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o A A A

)
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. ~
(=] .
o o
— o0

77.59
77.33
77.07

<

srameters
pris-2017
81

1

misition Parameters
201 5

14.19

-t

sp
5 mm PABBO BB/

2050

. 0w
0.34512001 W

g parameters

5.801143.
EM

1.00 Hz
1.40
T T T T T T T T T T T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

49



Spactnmm

Linez:]l B Tme:5 910(Scans=8E3)

MaszPegks: 561

Favdode-Averaged 5.903-3 915(832-5334) BasaPeal-105(2769141)
BG Mode-Cale. from Peak Group 1 - Event 1

InfersTty
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] o\
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SA-4

—8.972

3.987

F_—

—1.585
—1.257

OH

C><)
RUKER

April-2017
90

1

F2 - Aequisition Parameters
e, 0170411

PUOLPROG zg30
el
SOLVENT
NS
DS 2
SWH 10000.000 Hz
FIDRES 0,152558 Hz
AQ 3.2767999 see
RG
Dw
DE .
TE 290,58 K
D1 1.00000000
DO 1
CHANNEL £1
SFO1 500.3030896 Miz
NOoCc1 18
Pl 15.10 usec
PLWL 15,13599968 W
Processing parameters
65536
500.3000109 MHz
EM
o
0.30 Hz
0
1.00
.

11

10

w0 —

1.00

4.91
3.07

-] —

1.03

|

=S

™~

B -

3.30

0 ppm
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SA-4

—163.34

146.91

136.13
131.46
129.78
129.71

/

T™~128.37

T~124.19

116.19
115.96
115.79
113.88
110.83

\

77.58

™ r~ WO ™wELwwANLwm©
m o OHWINMAHO WY
~ r~ NH~oOCOoOOoOOOO
~r~ NI OM

Current Data Parameters
N Apri5-2017

N 111
N ¢ :
¢ —
N iy
N 5 nm PABEG 5B/
2gpyg30
OH
_0
F'n

2 K
2.00000000 sec
0.03000000 sec

9.70 usec
73.00000000 W

=== CHANNEL £2 ========
500.302001

T
210 2

T T
00 190 180 170 160 150 140 130 120 110 100 90

80 70 60 50 40 30 20 10 O ppm
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Spectnmm

Line=:] F_Tmme:® 445 Scan=590)

MlzesPeaks-621

Favdilode-Averazed 6.440-6 43(585-851) BazaPeak-10%(7420310)
B hode:Cale. from Peak Group 1 - Evant 1

100 1 ¥
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li N™ °N
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3

350
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SA-8

o wn o O -1 NOIMUNOMIDM™
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O WO WO T OMNONNNAAA [<}] n r~
- - A A A A A A A [+)] n =
nt Data Parameters
N CN F.prLBfZAU_E
¢ '
N
N
F
10 ;
2.0000001 ec
D11 0.03000000 sec
TDO
CHANNEL
125.813 MHz
73.00000000 W
CHANNEL £2
F2 - Processing parameters
51 32768
SF 125,8005351 MHz
WDW EM
o .
LB 1.00 Hz
GB a
BC 1.40
. " " I TN Ju ‘| N | N e L . "
v e Vb ot ety oy i L » " el Y by v

T
210 2

T T T T
00 190 180 170

T T T \ \ \ T
160 150 140 130 120 110 10

T
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\
80
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Sample Name : SAP INDIAN INSTITUTE OF TECHNOLOGY XEVO G2-XS QTOF

Test Name - HRMS-1 ROPAR
231117-SAP 8 (0.117) AM2 (Ar,15000.0,0.00,0.00); Cm (9:13) 1: TOF MS ES+
335.1249 3.65e7
100+
N CN
<
T N
_
N
(o)
E /
1 10
=
336.1281
240.9840 304.0574 242 1471 471 1183 5991673
225 0065 296068? 04.5586 ' 425.0950 669.2431
b L P \ RAERE- S N P‘”“E? 5521?19?58”8'3 °00.1693 et o

200 220 240 260 '280 300 320 A0 350 350 400 430 | A0 60 450 500 550 " B40 B0 T 550 00 " es0 60 " eto eso " 700
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urrent Data Parameters
017

017

110

1

F2 - Acquisition Parameters
0415

.04

2017

i spect
PROBED 5 mm PABBO BB/

HO O PULPROG zg30
F D 65536
/  SOLVENT D13
NS 15
Ds 2
1[) SRH 10000,000 Hz
FIDRES 0.152588 Hz
a0 3.2767999 sec
RG 2
oW 50.000 usec
CE £.50 usec
TE 293.2 K
D1 1.00000000 sec
TDO
== CHANNEL f1
500.3 MHz
0 usec

15.13599968 W

ing parameters
55536

500.3000101 MHz
EM

0.30 Hz

|
i | | |

i (il ]
M‘-“M_m,____m)/)p__/# L_//F : lJ J |

T T T T T T T

10 9 8 7
[=JN=AF=00k k] & o [ =]

1.00
0.93

3.33 ®7 \
2.55
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Current Data

CHANNEL f1

13

9.70 usec
73.00000000 W

CHANNEL f£2
500.3020012 MHz
1H
waltzl
80

F2 - Processing parameters
51 32768

SF 125.8005351 MHz
Wow EM

55B o

LB 1.00 Hz
GB o

PC 1.40
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Line#2 P Timne:3 600(Scan=:821)

NlzesPeaks 504

Favdlodadveraged 5.595-53.605(820-822) BasaPealc109(3363792)
BG Mede-Cale. from Peak Group 1 - Evant |
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Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 10.0 PPM / DBE: min =-1.5, max =50.0
Element prediction: Off

Number of isotope peaks used for i-FIT =5

Monoisotopic Mass, Even Electron lons
43 formula(e) evaluated with 1 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:9-22 H:11-30 N: 05 0:03 F:0-1

Sample Name : SA-12 IIMRPR XEVO G2-XS QTOF

Test Name - HRMSA1

160120-SA-12 17 (0.174) 1: TOF MS ES+
4.61e+007

100 365.1419 N

N/\—/Z/CN

% —
(o] (o]
FR

366.1398 1q
L

2170126 274.2714 302.3027 [207-1430

644.1899 729.2701 7512536 829.1983
4701099 5430752 613.1716 -

) S S e S A S A"t o e e e B
Minimum: -1.5
Maximum: 5.0 10.0 50.0
Mass Calc. Mass mDa PEM DBE i-FIT Norm Conf (%) Formula
365.1419 365.1414 0.5 1.4 13.5 2169.2 n/a n/a C20 H18 N4 02 F
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Line=z] B Tomme:6.395(Scans=980)
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B Mode-Cale. from Peake Group 1 - Evant 1
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Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 5.0 PPM / DBE:min =-1.5, max =50.0
Element prediction: Off

Number of isotope peaks used for i-FIT =5

Monoisotopic Mass, Even Electron lons

65 formula(e) evaluated with 1 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:9-22 H:825 N 05 O0:03 F:0-1

Sample Name : Int-2 IIMRPR XEVO G2-XS QTOF
Test Name - HRMSA1
160120-Int-2 12 (0.131) 1: TOF MS ES+
1.59e+008
100 203.0736 HN
CN
N
U \
153.1396 N~ “NH;
230.0837
%%
F o
154.1391
266.2204 405.1368
249.0744 | 297.0909 314.1197 338.2414 3951517
197.1273 432.0962 485.1382
L s s ,\ ‘mw&m m'z
160 ' 180 ' 200 @ 220 0
Minimum: -1.5
Maximum: 5.0 5.0 50.0
Mass Calc. Mass mDa PEM DBE i-FIT Norm Conf (%) Formula
230.0837 230.0842 -0.5 2.2 9.5 2053.6 n/a n/a Cll H9 NS F
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—--- PROCEBSINC PARAMETERS -
@c balanca : 0 @ FALEE
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Ecans
Total scans

I B0 width
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I aktn

Imitial waik

Boa

Boo timo

EeovT gain
Eslaxafion delay
Eepetition tima
Texp gat

BAA-1 C13-E.jdf

delta

single pulsa dec
3

BRA-1 X
IME0-TE

26-MRA-Z018 O :I5:55
I7-MRO-Z018 16:33:.58
27-MRA-2018 16:34:15

single polsa decoupla
in fowsiex

26314

13C

BECE 400
JHE-ECE400

9.3IBSTEE[T] (400 [MEZ]
1.04333313 [s]

13c
100.53530333 [MEx]
ing |

327

]
0. 35B4EEES [Bx)
31 40703518 [kKHz]

1H
309 .TRILDAIE [MEX]
5[

1
1000
i0a0

9.5 [as]
1.04233313 [5]

9.5 [an]
21350 [dH]

21359 [d8)
WALTE

THDE
1[s]
THTE
1[s]
&0

1[s]
3.04333312 5]
as[ac)




Sample Name : SRA-1

INDIAM INSTITUTE OF TECHNOLOGY

XENVO G2-XS QTOF

TestName  : HRMS-1 ROPAR
200218-SRA-1 18 (0.123) AM2 (Ar,13000.0,0.00,0.00}; Cm (18:21) 1: TOF MS ES+
428.1850 1.02¢7
100+
H,NOC
] N— SN |
¢ | °
N™ °N
] H o}
o
| F
2a
~
448 1820
442,171 8733157
090077 235-124925_m8_ 283120 B74.3103
71087 1801 77 5572608 2600 7222056 : 5
1 N (I T (2701778 59,451 3772002 6822606 722 B ers sz gt onas
AR RALI LS LR ILULLE RLEY LS RN L) LN AL LY I IR R IS LI R LN A L) LN LAY LS LALLM LAY LS LAY AL LR LAALE RN LA Ry paLl i I LI
100 150 200 260 300 350 400 450 500 550 60D 650 700 750 GO0  BS0  900 950 1000
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do balanes « 0 : PRLER
saxp : 0.2[Hz] : 0.0([%]
€L : 1 : TH + TROE
hing $1-]
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dolta

siogla 15a.axd
Eu'ln,g'.ﬁu]-!;

=0

72-MRD-2018 21:38:1§
29-MAO- 2016 18:20:10
22-MA0- 2018 18:10:18

= B\ BRA-E
il COMFLEX

13107
1H

[
IFP"J

ECE 400
JHE-ECEALDD

0.IBOTEE[T] (400 [MEZ]
1.5384 (5]

309.TEI1EB3E [MET]
2.0 ]
163

i
0.&1035156 [Bx]
il [k8=x]

1H
399 . TET1HA3E [MEx]
5 [ppm]

309 .TEI10BIE [MEZ]
5[

1
a2
a2

i0.4314 [as]
1.63E4 =)
45 [dag]
0.4 [4E]
5.3107 [as]
off

off
FALSE
1[s]
42

2[s]
3.5284 5]
20.1 [4C]

75



Z:\\SRA-&

Z:\\GRA-& iig PRREN EEE §§ 2.3
‘\\SRA-§ N/ SN NI/ Vi 55
-‘2.1
2.0
~1.9

1.8

F1.7

f / / H NOG 16
N =N 15

«Nﬁ/)\Q\ :—1.4

O\ _‘1.3

1.2
11
10
2b -_0_9
-0.8
0.7
-0.6

-0.1

~-0.2

! ' ) Lo.s
0.4
il o 0.3
| | L0.2
i JU 0.1
J 0.0
- N. T T T = : .
75 74 7. 8 6.

91 90 89 88 87 86 85 84 83 82 81 80 79 78 77 76
f1 (ppm)



0.6

0.5

———- PROCESSING PARAMETERS ———-
H NOC de_balance : 0 : FALSE
2 _
sexp : 2.0[Hz] : 0.0[=]
trapezoid3 : 0[%] : BO[%] : 2100[%]
zerofill . 1
N ~N ££t : 1 : TRUE : TRUE
machinephasa

¢\, -

—0

0.4

0.3

0.2

0.1

Dim title
Dim units
Dimensions
8ite
Spectrometer

Field strength
X _acg duration

Filenams = SRA-8 C13-3.3df
Author delta
Experiment single pulse dec
Sample id SRA-8 C13
Solvent = DMS0O-D&

F Creation_time = 26-MAR-2018B 07:22:38
Revision time = 27-MAR-201B 16:26:17

2b Current time = 27-MAR-2018 16:26:29

Comment = single pulse decouple
Data format 1D COMPLEX
Dim Bize

= 5.389766 [T] (400 [MHEZ]

1.04333313[=]

abundance

0
]

X domain 13c
X freg 100.52530333 [MHz]
X offset 100 [ppm]
X points 32768
E_prescans 4
X resclutiom 0.95846665 [Hz]
E_sweep 31.40703516 [kH=z]
Irr domain 1H
Irr freg 300.78210838 [MHZ]
Irr offset 5 [ppml
Clipped FALSE
Mod return 1
Scans 1000
Total scans 1000
X 50 _width = 9.5[us]
X acg_time 1.04333312[=]
= angle 90 [deg]
X atn 4.2[dB]
X pulse 5.5 [us]
ITr atn dec 21.399 [dB]
Irr_atn noe 21.355 [dB]
Irr_noise WALTE
| Decoupling TRUE
Initial wait 1la]
Hoe TROE
| ' Mos_ time 2[a]
Wl"“" ot A e " ” [TORRET VRN [ W - Recvr_gain 50
N T R P vy ¥ W VAV T o ] mBelaxation delay = 2 [a]

Repetition time 3.04333312[=]

l\lllZI.IZI

T B e I T T T
1000 S0.0 50.0 T0.0 &0.0 S0 K 30.0 20.0 10.0 1]

T
2000 1%0.0 1800 1700 I

i

Temp get = 25[dc]

140.0 O 12000

/_D
~=E
7—

o so
2543 =25 P T
Sonay nex b4 FES

X : parts per Million : 13C
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Sample Name : SRA-8 INDIAN INSTITUTE OF TECHNOLOGY XEWVO G2-XS QTOF
Test Name - HRMS-1 ROPAR
200218-SRA-8 11 (0.122) AM2 (Ar,13000.0,0.00,0.00); Cm (7:18) 1: TOF MS ES+
100- 364.1260 H,NOC 7.61e7
N ~N
¢ |
Y
NN
]
F
2b
=] 386 1087
3651311
319.1085 3871120
241.0000 279 5623 320.1116 3881170 554 GATS
ererer e 2808504 M e A e ASAN9T 5160649 5260876 P 0726369
I2&0|2(—|}0I2q‘|30ISEIJOISéDISADI3(—|}0|3é0|4[|10|4é0|44|10|4é0|4éo|5[|10|5é0|5‘!|0|5é0|5é30|6[|10
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(%]
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[ e [ ] 4
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FL—F 1.3

dc_balance : 0 1 E
" : 2.0[Ex] : D.0[s]
kray H‘ﬂﬂ : O0%] = BOQR) = 1000%]
1 t

HZNOC fft : 1 : TROE : TROE

ZAZ
:|:z>/$/
; { z
_o ©°—
&
B
'

BAA-13 C13-3.jaf
delta

arimant = single 1sa dec
g‘;ﬂn 1 Z EmAig Tmi
Eolvect = IME0-I%
2c Craation tima = 35-MRR-ZD18 Z0:4T7:18
Eevision tima = I7-MRR-2018 17:02:11
F Current Timo = IT-MRAR-Z018 17:02:32
t = single pulsa decoupla
Leta format = :J}ngCDEJ B
Dim siza = Jeld
iz titls = 13C
Dim umits =
Cimgosions =
Eitae = ECE 408
Epactrometar = JHE-ECEADD
Flald st B 9.3BETEE[T] (400 [MEz]
I aog duration 1.04333312 5]
I domain 13C
I frag 100.53530333% [MEz]
I offsat 10q |
I poiots 327
I prescans [

0.35BLEEES [Hx]

L]
RN RN R ER]

31 40703518 [kHz]
ITrr demain 1H
Ir fraq 303.TRI1HE3E [MEZ]
It offset 5[]
raturm i
Scans i0ao
Total scans oo

Eelaxafion delay
Eepetition tima

I 00 width = 9.5[as]
I acg btims = 1.043333113 [5]
I -] = 20 il
I ato = 4.3 [dE]
1sa = 9.5[us]
ITT atm de = 31.350 48]
Irr_atn oow = 31.350 [d8]
Irr podss = WALTE
D 11 = THOE
miﬁl Eit = 1[s]
| Boa = THOE
N ; Lo | Boo time = 2[%]
T i . e e ke e s Saskiall ! ) =
1 L ” z A b bt S P st L e, b A M AR AR e =S 7T J3LE =E|:|

2[=]
3.043333112 [&]
A5 4C]

AL ILALILIN AL IR SN LA SLLIL N SLALLN S S SIS SULILN I B I B SO BN BRI LI | [
Mg 10 1500 170@ 1HJ} ]_7: 1400 EI}.DI% ?K 1y S0 =0 '.';.\[I &0 S0 K Wy N 100 ]
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- . UIE- Ak s Y == —'g -l
i §:3 R Fg g8 3EE
g geg sEsss-z= g8 Em 883
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Sample Mame : SRA-12 INDIAM INSTITUTE OF TECHNOLOGY XENVO G2-X5 AQTOF

Test Mame : HRMS-1 ROPAR
200218-5RA-12 17 (0.174) AM2 (Ar, 13000.0,0.00,0.00); Crm (17:21) 1: TOF MS ES+
ey 306 1531 H,NOC 83226
N— /SN \
¢ | ©
1 N“ N
H o
2c
F
418 1241
=
419.1368
S ) - . 4301441 . " !
ol 2710750 ZP3%3%2 4g ppge 363 1516 3602580 4753347 4R01402 5521208 B123441.502 1272644 2071
LA T LA AR AL L bR ALY RALLE LELLLE M W LA L | M Ty LR R | WL LA AL LR LR LLLLE L oy i
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dc_balance : 0
[ ] : D.I[EE
By
==chinephasa
PR

IEC PARRMETEOS -——-
: FALSE

: 0.0[s]

: TROE

Derived from: SRA-14 PROTON-1.]4f
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ERA-14
in
13107
1H
[ppal
I

ECE 400
JHE-ECE400

= 9.3ESTEE[T] (400 [MEx]
= 1.6384 [5]

1H

303.TRILHEIE [MEz]
9.0 J

163

1
0. 62035156 [Bx]
10 [k=x]

iH
399.TET1HE3IE [MEX]
E[pgm]

309.TRILHEIE [MEZ]
5[

= 104214 [us]

:g-e::.h]u

u.q‘?ﬁ.]

5. 3107 [as]
T
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ol

i ] s

——-— TRHICEBSINC PARAMETERS --—
do balanca « 0 : FALER

a2 2.0[HE] : D.0[=]
fEC = 1 : THOE : THOR
Backingphasg
]

Darived from: BAA-1d C13-Z.fdf

Tk g e 8 e e

L L B L L e e e L M L L B
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s gty bty

W00 1900 1800 1700 5
IMOTA
§8533784
PELEERED
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j
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13016
128,704
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1263834
117 A

135207
1169716

LI BRI I I |

K‘Iﬂl}.ﬂ 200 100 1]
S

) o L=

§3EEE B

ggszs X

Filapamo BAA-1d C13-5.faf
Auzthor dalta
Exparimant single pulsa dec
Eampla 1d BRAA-14 EB
Eolvent

IME0-I%

26-MAO-2018 DO:32:44
27-MAR-2018 15:38:15
27-MAR-2018 15:38:37

t = single pulsa decoupla
[ata_format Z 1o Tomsimr B
Dim size = 26324
Diz titla = 13C
Dim miks =
[imgnsioos =
Elta = ECE 400
Epoctrometar = JHE-BCE400
Flald Itrnngth = D.IBOTEE[T] (400 [MEX]
I acg duration = 1.04333312(5)

I domein = 13C
I frag = 100.52530333 [MEx]
I offsat = 103 |
I points = 327
I preacans =4
I resclution = D.9EBAEEES [BE]
= 31.40703E18 [kHz]

ITT domain = 1H
Irr Ixrag = 399.TBI1HBIE [MEZ]
Irr offsst = 5[]
B

Taturm =1
Scams = 1000
Total scans = 1000

E@IVT %am
Ealaxstion delay
Eepetition tima
TeZp gat

I 50 width = 9.5 [us]
I acg bims = 1.04333322(5]
I ] = 80 [dag]
I aktn = 4.2[4E]
I pulsa = 9.5 [us]
ITT atn dec = 21 _350 48]
Irr atm nod = 11.359 48]
It moisa = WALTZ
D 11, = THOE
miml Eit = 1[5]
Boa = THOR
Eoa timo = 2[s]

= &0

1[s]
3.04333312 8]
a5[ac]




Elemental Composition Report

Single Mass Analysis

Tolerance = 5.0 PPM / DBE:min =-1.5, max =50.0
Element prediction: Off

Number of isotope peaks used for i-FIT =5

Monoisotopic Mass, Even Electron lons

37 formula(e) evaluated with 1 results within limits (up to 50 best iso
Elements Used:

C:9-22 H 625 N 05 0:03 F:01

Page 1

topic matches for each mass)

Sample Name : SRA-14 IIMRPR XEVO G2-XS QTOF
Test Name - HRMS-1
160120-SRA-14 16 (0.165) 1: TOF MS ES+
4.43e+007
100 376.1566 H,NOC
N ~N
¢ |
Y7
N N
% 2d
3771576 F
773.2848
331,433 398.1366 7513035 | 774.2861
5 217.0128 2855680 l ﬁ399.1396 4921249 5827035 646.2105 35.2571 P
B B Z
SRR R R S 7 ) " N 1 Y R R S R 7 s, /P R R VR v
Minimum: -1.5
Maximum: 5.0 5.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula
376.1566 376.1574 -0.8 -2.1 14.5 1626.0 n/a n/a c21 HI9 N5 O F
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Sample Name : ANP12 LL.T.ROPAR KEVO G2-X5 AQTOF
Test Name - HRMS-1

020318-ANP12 19 (0.203) AM2 (Ar, 18000.0,0.00,0.00); Cm (18:22) 1: TOF M5 ES+
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Molecular docking of 3c in HER-2 and other proteins

We performed molecular docking of most potent compound 3c into the HER-2 kinase and other related proteins such as CDK-2, 4, 6,
ERa and PR and results were compared with their positive controls (Table S1). The Figure S1 represents the 3D binding pose of the
lapatinib (positive control) and the compound 3c in the active site of the HER-2 (PDB: 3RCD). The laptinib occupied more surface are
of 521.59 AZ of binding cavity of HER-2 protein than compound 3c (471.50 A?). This could be due to the presence of an extra
flurophenyl ring in lapatanib structure which increases the surface area of lapatinib by 50 A? and supports the crucial - 7 interaction
with PHE891 (Figure S1). Moreover, it was observed that lapatinib binding to active site was favoured by the hydrophobic interaction
(LEU796, MET 801 and PHE891) and salt bridge interaction (ASP808) whereas compound 3c showed only one hydrophobic
interaction (MET801), one polar interaction (GLN799) and one salt bridge interaction with LYS753 and hence lapatinib showed better
dock score (-12.39) than our compound 3c (-6.08).

- it interaction with
> PHE891 in lapatinib not
present in compound 3c

Surface area of Lapatinib: 521.59
Surface area of compound 3c: 471.50

Figure S1: Represents the structure of lapatinib (yellow) and compound 3c (green) in HER-2 protein (PDB: 3RCD) with important
flurophenyl ring in lapatinib that increases surface area of lapatinib by 50 A? and supports - m interaction with PHES91.
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Similarly, docking results of compound 3c were not favourable with other proteins as well (CDK-2, 4, 6, ERa and PR). We already
mentioned in the manuscript that 3c did not inhibit Cyclin dependant kinases (CDKSs) under in vitro condition which could be due to
poor binding and docking scores (Table S1). Compound 3c could not even enter binding cavity of some PR. Therefore, EGDR
inhibition could seem to be one of the major anticancer mechanisms.

Table S1: Docking of compound 3c into other proteins

Protein ID Positive  Control |Dock Score2D interaction with 3c
(Dock Score) (Compound 3c)

CDK2 5L2W Dinacicilib -5.47
(-13.46)

CDK4 2W9Z Pablocicilib No co-crystallized

ligand
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(NA)

CDKG6

2EUF

Pablocicilib

(-10.46)

-6.82
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HER?2

3RCD

Lapatinib
(-12.39)

-6.03
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ERa

SWIC

Tamoxifen

(-12.75)

-2.78

iz

PR

2W8Y

Mifepristone (NA)

Not entered in cavity
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