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Truncated auto-inducing peptides as antagonists of Staphylococcus lugdunensis

quorum sensing

Christopher P. Gordon,** Shondra D. Olson,” Jessica L. Lister,” Jeffrey S. Kavanaugh,” and Alexander R. Horswill™*

Competitive quorum sensing antagonisim (QS) offers a novel strategy for attenuating current multi-drug resistant staphylococcal infections.
To this end, a series of 10 truncated analogues based on the parent auto-inducing peptides (AIPs) of Staphylococcus lugdunensis (group I &
11) and Staphylococcus epidermidis (groups 1 — I11) were sequentially assessed against a newly developed Staphylococcus lugdunensis group I
QS reporter strain. The truncated analogues based upon Staphylococcus lugdunensis AIP-1 (1) and AIP-2 (2) displayed respective ICs, values
0f 0.2 £ 0.01 uM and 0.3 + 0.01 uM whilst the truncated analogue of the S Staphylococcus. epidermidis AIP-1 (3) elicited an ICs, value of
2.7+ 0.1 uM. These findings demonstrate the potential of cognate and ‘cross-talk’ competitive quorum sensing inhibition using truncated
AlIPs as a means of attenuating staphylococcal infections in species beyond Staphylococcus aureus.
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Biology, Quorum-sensing inhibition assay
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Figure 1. Dose-response curves and tabulated ICs, values for N-acetylated truncated analogues (A) and protected N-acetylated
truncated analogues (B). Analogues based on S. lugdunensis and S. epidermidis AIP macrocycles are shown in red and blue,
respectively. In cases where the data could be fit, the ICs values are listed in the Figure key.
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Figure 2. OD600 curve for DMSO control and curves for active compound 1 - 3, 12 and 13 which demonstrate that the
compounds do not inhibit bacterial growth over an 8 hour period.
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Figure 3: Relative fluorescence units (RFU) curve for a DMSO control and curves for active compound 1 - 3, 12 and 13 which
demonstrate that the compounds do not inhibit bacterial growth over an 8 hour period.

In order to assess the ArgC inhibitory activity of the AIP analogues a S. lugdunensis | agr reporter strain, AH4031, was
constructed by moving agrP3sGFP reporter plasmid pCM40* into S. lugdunensis strain N920143? using the electroporation
protocol described by Heilbronner and colleagues.? Prior to electroporation into S. lugdunensis N920143, pCM40 was passaged
through E. coli strain SLO1B,* which is engineered to express the specificity (HsdS) and methylation (HsdM) subunits of the S.
lugdunensis N920143 type | restriction system.

Overnight cultures of AH4031, that were grown in Tryptic Soy Broth (TSB) supplemented with Cam at a concentration of 10
pg/mL, were inoculated at a dilution of 1:500 into fresh TSB containing Cam. 100 pL aliquots were added to 96-well microtiter
plates (Costar 3603) and combined with 100 uL aliquots of TSB containing Cam and 2-fold serial dilutions (either 10 uM to
0.004 uM or 40 uM to 0.2 uM) of the AIP analogs (dissolved in DMSQ). After mixing, the effective inoculum dilution was
1:1000 and the final AIP concentrations ranged from 5 uM to 0.002 uM or 20 uM to 0.1 uM, with a final DMSO concentration
of 2% (v/v) in all wells. Four dilution series were prepared for each AIP, and 4 mock vehicle (DMSO) dilution series were also
prepared. Microtiter plates were incubated at 37°C with shaking (1000 rpm) in a Stuart SI505 incubator (Bibby Scientific,

Burlington, NJ) with a humidified chamber. Fluorescence (top reading, 493 nm excitation, 535 nm emission, gain 60) and



optical density (OD) readings at 600 nm were recorded at 30 min increments using a Tecan Systems (San Jose, CA) Infinite
M200 plate reader. Data was transformed into units of percent of vehicle, and ICs,’s were obtained by subjecting the
transformed fluorescent data from 8 hours of growth to four-parameter-logistic fits (4PL) using GraphPad Prism version 6.0g.
In cases where the fluorescence at the highest AIP concentration tested was insufficient to fully inhibit quorum-sensing the

bottom baseline was fixed at 0%.

Chemistry. General Methods. Chemicals and solvents were purchased from standard suppliers and used without further
purification. Fmoc-protected amino acids were purchase for Auspep as was 2-chlorotrityl chloride resin (loading 1.5 mmol/g)
and (2-(6-Chloro-1H-benzotriazole-1-yl)-1,1,3,3-tetramethylaminium hexafluorophosphate) (HCTU). Polymer-bound 1-(3-
Dimethylaminopropyl)-3-ethylcarbodiimide and N-benzyl-N'-cyclohexylcarbodiimide were purchased from Sigma-Aldrich
with respective loadings of =~ 1 — 2 mmol/g). The PS-carbodiimde was obtained from biotage (loading 1.27 mmol/g). All
solvents were used as supplied (analytical, HPLC or peptide grade), without prior purification. Milli-Q water was used for
chemical reactions. Deuterated DMSO-ds was purchased from Sigma Aldrich. Reactions were monitored by using analytical

RP-HPLC and MS. Final compound purity was assessed via analytical HPLC will all biologically evaluated peptides of > 95 %
purity.

Mass spectra (ES-TOF) were recorded on a Waters 2795 separation module/Micromass LCTTM platform. *H and **C spectra
were recorded at 25 °C on a Varian mercury 300 operating at 299.8 MHz and 75.4 MHz respectively. Chemical shifts (J) are
reported in parts per million (ppm), referenced to TMS (1H, 0.0 ppm). Coupling constants (J) are recorded in Hz and
significant multiplicities described by singlet (s), doublet (d), doublet of doublets (dd), doublet of triplets (dt), triplet (t),
quadruplet (q), broad (br), multiplet (m). Spectra were assigned using appropriate gCOSY sequences.

Analytical RP-HPLC was performed using a Waters instrument comprised of two 510 pumps, a 486 detector and Millenium™
software. The systems outlined below were used for purification and to confirm purity. Analytical RP-HPLC was performed
using Phenomenex Onyx Monolithic reversed-phase C18 column (4.6 x 100 mm). Solvent A: 0.06% TFA in water and solvent
B: 0.06% TFA in CH;CN:H,O (90:10), flow rate of 1.0 mL/min, gradient 10-100 (%B), curve = 6, over 15.0 mins, and
detection at 216 nm and 254 nm (System 1).

Semi-preparative RP-HPLC was performed using a Waters 2525 binary gradient pump equipped with a water 2487 dual A
absorbance detector and a Chromolith®SemiPrep RP-18e 100-10 mm column. A flow rate of 10 mL/min was used with
solvent A: 0.06% TFA in water and solvent B: 0.06% TFA in CH;CN:H,O (90:10). Gradient 10-75 (%B) over 15 mins, curve
= 6, with UV detection at 216 nm and 254 nm.



General procedure 1: Fmoc-Phe-2-CITrt resin; 2-Chlorotritylchloide resin (100-200 mesh), 1% DVB (5.00 g, loading = 1.5
mmol/g) (Merck Chemicals Ltd. # 8.55017) was swelled in DCM (50.0 mL) for 0.5 h prior to the addition of 4.0 eq. of Fmoc-
Phe-OH (11.62 g, 0.03 mol), and 8.0 eq. of DIPEA (10.45 mL, 0.06 mmol). The resulting suspension was gently stirred at rt for
2 h before MeOH (5.0 mL) was added. After an additional 20 mins of gentle stirring the resin was filtered and sequentially
washed with DMF (2 x 50 mL), acetonitrile (2 x 50 mL), hexanes (2 x 50 mL), and DCM (2 x 50 mL). The resin was dried
overnight under high vacuum and standard UV Fmoc quantification revealed a resin loading of 0.83 mmol/g (loading = 86 %).
Fmoc Loading Determination; Two samples of pre-loaded dried resin (~10.0 mg each) were each added to a vial containing a
freshly prepared solution of 20% piperidine in DMF (3.00 mL). The resulting suspensions were gently agitated at rt for 2 h
after which 300 pL of each resin suspension was transferred to a quartz UV cuvette and an additional 2.70 mL of 20%
piperidine in DMF was added. A reference cell containing 3.00 mL of 20% piperidine was placed into a UV spectrophotometer
and reference was set at 290 nm. The absorbance of the cuvettes containing the settled resin was then obtained (290 nm). The
loading of the resin was then determined using the following equation (final loading = average of the two resin samples):

Loading (mmol/g) = [(AbSsample)/(Mg of sample x 1.75)] x10
Theoretical loading was determined using the following equation:

A =B x 1000/[1000 + (B x (M — X))]

A = theoretical substitution (mmol/g)
B = substitution of resin (mmol/g)
M = molecular weight of target peptide (with all protecting groups)

X =36 (loss of Cl on amino acid loading)

Fmoc-Leu-2-CITrt resin; prepared utilising general procedure 1 with 2-Chlorotritylchloide resin (100-200 mesh), 1% DVB
(5.00 g, loading = 1.5 mmol/g), 4.0 eq. of Fmoc-Leu-OH (10.60 g, 0.03 mol), and 8.0 eq. of DIPEA (10.45 mL, 0.06 mmol).

Fmoc quantification revealed a resin loading of 1.07 mmol/g (loading = 94 %).



General Procedure 2, Compound 6. Fmoc-Phe-2-Chlorotritylchloide resin (0.14 g, 0.12 mmol, loading = 0.83 mmol/g) was
Q placed in an Omnifit™ BenchMark™ column assembly and swelled with DMF (2.5 mL) for 0.5
H

OQ { B h. Utilising a NovaSyn® manual peptide synthesizer Fmoc-depotection and washing was

. SH o | Os achieved using 20% piperidine in DMF and DMF (2.8 mL/min) respectively. The column was
)LN N drained and a solution of 4.0 eq. Fmoc-(tBu)Try-OH (0.22 g, 0.48 mmol), 4.0 eq. HCTU (0.19
e Oﬁﬁo g, 0.48 mmol), and 8.0 eq DIPEA (0.16 mL, 3.84 mmol) in DMF (1.5 mL) was added. The
?"im column was gently agitated at ~40 °C for 1 hour after which the resin was washed (DMF 2.8

O e oo 605 mL/min), Fmoc-deprotected (20% piperidine in DMF 2.8 mL/min), and washed (DMF 2.8

mL/min). The remaining linear peptide sequence was prepared via subsequent rounds of acylation, washing (DMF 2.8
mL/min), Fmoc-deprotection (20% piperidine in DMF, 2.8 mL/min), and washing (DMF 2.8 mL/min). Each acylation was
achieved using a solution of 4.0 eq. HCTU (0.19 g, 0.48 mmol), 8.0 eq DIPEA (0.16 mL, 3.84 mmol), DMF (1.5 mL) at ~40
°C over 1 hour and 4.0 eq. Fmoc-Ala-OH (0.14 g, 0.48 mmol), and 4.0 eq. Fmoc-(Trt)Asn-OH (0.28 g, 0.48 mmol), and Fmoc-
(Mmt)Cys-OH (0.29 g, 0.48), respectively. The N-terminal Cys-amine was acetyaled via addition of an acetic anhydride (0.27
mL, 2.94 mmol) DIPEA (0.51 mL, 2.94 mmol) solution. After 0.5 h the resin was washed with MeOH (2 x 5.0 mL),
acetonitrile (2 x 5.0 mL), hexanes (2 x 5.0 mL), and DCM (2 x 5.0 mL) and dried in vacuo. Concurrent cleavage of the linear
peptide from the resin and deprotection of the Cys(Mmt) protecting group was achieved via flushing the column with a TFA
cocktail (10 x 2 mL, DCM:TFA:TIPS 96:2:2). The resulting solution was concerted in vacuo and the residual crude material
was triturated with ice-cold ether (x 3) to furnish an off-white solid. MS (ESI") m/z 957 (M + 1, 100 %) HRMS (ESI") for
Cs3He1NgOgS; calculated 957.4142, found, 957.4146; RP-HPLC Onyx Monolithic C18 100 x 4.6 mm, 40-100% B in 15 min, tg

9.5 min.



Data File D:\2014\CH..

.POUNDS\ALCL3 CPGP135 TEMP VARIATIONS 2015-08-085 1@-36-58\853-0361.D
Sample Name: Ac-CNAYF-OH uncyclised

Acg. Operator

Acq. Instrument :

Injection Date
Acq. Method

Last changed

Analysis Method :

Last changed

: SYSTEM Seq. Line : 3
LC1260 Location : Vial 53
: 8/5/2015 11:41:17 AM Inj : 1
Inj Volume : 10.000 pl

@5 18-36-58\40 TO 18@ OVER 15 MINS 18UL.M

: 8/5/2015 10:36:58 AM by SYSTEM
D:\2014\CHRIS\DATA\DDCOPPERCOMPQUNDS\ALCL3 CPGP135 TEMP VARIATIONS 2015-08-

95 10-36-58\40 TO 100 OVER 15 MINS 1eUL.M (Sequence Method)

1 8/5/2015 12:34:49 PM by SYSTEM
(modified after loading) (Current integration events modified)

: D:\2014\CHRIS\DATA\DDCOPPERCOMPOUNDS\ALCL3 CPGP135 TEMP VARIATIONS 2015-088-

mAU ]
100
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20|
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Fraction Information
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Page
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General Procedure 3 Compound 7; A suspension of the crude linear peptide and 3.0 eq. of PS-carbodiimide (0.28g, 0.36

Q mmol) and CH;CI (120 mL, 1.0 mM) was then stirred under an atmosphere of nitrogen for 5 h.
AN >L After this period the solution was filtered, concentrated in vacuo, purified via semi-preparative
oy”%@o - .
d NH RP-HPLC, and lyophilised to afford 7 (12 mg, 10.6 %). (Note; 3 mg of this sample was collect
)OL & i for biological analysis) MS (ESI®) for Cs3HsgsNgOgS; m/z 939.29 (M + 1, 100 %); HRMS (ESI)
N
Hg ﬂ%o for Cs3Hs9NgOgS; calculated 939.4037, found, 939.4042; RP-HPLC Onyx Monolithic C18 100 x
(©)
HN 4.6 mm, 10-100% B in 15 min, tg 13.75 min.
Trt

Chemical Formula: C53HsgNgOgS
Exact Mass: 938.4037

Data File C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2015-11-26 10-90-46\069-8901.D
Sample Name: Pro S lug AIP I cyclised

Acg. Operator 1 SYSTEM Seq. Line : 9
Acq. Instrument : LC1268 Location : Vial 69
Injection Date : 11/26/2015 2:14:33 PM Inj : 1
Inj Volume : 20.8008 pl
Acq. Method 1 C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2@15-11-26 18-0@-46\1@ TO 1@@ OVER 15
MINS 28UL.M
Last changed : 11/26/2015 18:00:46 AM by SYSTEM

Analysis Method : C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2015-11-26 10-8@-46\1@ TO 1@0 OVER 15
MINS 28UL.M (Sequence Method)
Last changed : 12/1/2015 18:39:28 AM by SYSTEM

(modified after loading) (Current integration events modified)
DAD1 A, Sig=254 4 Ref=360,100 (SAMPLES SENT TO IOWA 2015-11-26 10-00-461069-0901.0)

13:756

T T T T o o ’
5 20 25 min
DADT G, Sig=214 4 Ref=360,100 (SAMPLES SENT TO IOWA 2015-11-26 10-00-46\069-0901.D)
mAU 3 3
] T
600 T
500 |
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300 o
i 3
200 -
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3 : '
9
004 : . —
5 10 15 20 25 __min
Fraction Information
No Fractions found.
Area Percent Report
Sorted By : Signal
Multiplier : 1.8080
Dilution : 1.0080
Use Multiplier & Dilution Factor with ISTDs
LCi26@ 12/1/2015 18:39:38 AM SYSTEM Fage 1l of 2
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Off HPLC
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General Procedure 4; Compound 1; A solution of a TFA (10.0 mL), TIPS (0.25 mL), H,O (0.25 mL), and 7 (9 mg, 0.009

Q mmol) was stirred at rt for 6 h. The resulting mixture was concentrated in vacuo and the residual

H P >‘°\©\OH crude material was triturated with ice-cold ether (x 3) to furnish an off-white solid. The crude

d NH material was purified by via semi-preparative RP-HPLC to afford compound 1 (5.2 mg, 85%) as a

)OLNS% Nl)j white solid. MS (ESI") for CgH3;NgOsS m/z 641.56 (M + 1, 100%); HRMS (ESI®); calculated

o N‘/<o 641.2315, found 641.2309. RP-HPLC Onyx Monolithic C18 100 x 4.6 mm, 10-100% B in 15

NH, min, tg 6.08 min. *H NMR (300 MHz, DMSO ) & 9.13 (s, 1H), 8.27 (d, J = 7.6 Hz, 1H), 8.10 (d, J

Cremical Formu: Caoflele0sS = 7.7 Hz, 1H), 7.95 (d, J = 7.8 Hz, 1H), 7.93 — 7.88 (m, 2H), 7.43 (s, 1H), 7.30 — 7.14 (m, 5H),

6.98 (d, J = 8.4 Hz, 3H), 6.60 (d, J = 8.4 Hz, 2H), 4.49 (q, J = 6.7 Hz, 1H), 4.42 — 4.27 (m, 3H), 4.15 — 4.02 (m, 1H), 3.05 (d, J

=5.9 Hz, 1H), 3.00 (d, J = 5.8 Hz, 1H), 2.95 — 2.79 (m, 3H), 2.79 — 2.50 (m, 5H), 2.46 — 2.38 (m, 1H), 2.30 (t, J = 8.4 Hz, 1H),

1.84 (d, J = 3.4 Hz, 3H), 1.07 (d, J = 7.1 Hz, 3H). °C NMR (75 MHz, DMSO )  172.98, 172.35, 172.23, 172.04, 171.38,

171.09, 170.95, 170.32, 170.12, 156.09, 137.77, 130.52, 129.55, 128.64, 128.35, 126.87, 115.27, 55.51, 54.63, 53.97, 50.26,
49.14, 37.29, 37.19, 36.72, 26.57, 22.92, 18.23.

Data File C:\CHEM32\...CYCLISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-381046-3201.D
Sample Name: Tr § lug ATP I

Acqg. Operator : 8imi120102015 Seq. Line : 32

Acg. Instrument : LC1260 Locatien : Vial 46
Injection Date : 12/11/2015 9:11:57 AM Inj : 1
Inj Volume : 100.000 pl
Acg. Method : C:\CHEM32%1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-10
16-43-38410 TO 100 OV 15MIN 100UL.M
Last changed : 12/10/2015 4:12:03 PM by Simil20102015

Analysis Method : C:\CHEM32\1\DATA\CPG170S AND PS CYCLISATION 2015-12-14 09-26-38\10 TO
100 OV 15MIN S50UL.M
Last changed : 12/14/2015 11:20:50 BM by 5imil20102015

DADT A, §ig=264 4 Ref=off [DJEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-381046-3201.0)
mAU S §

200
1604 \‘
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w I
0t el . —
\f E— —— — T
504 ' S § — — _
_ o S — N | N 15 20 25 min
DAD1 B, S5ig=216 4 Ref=off (DEMOWCYCLISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-381046-3201.D)
mAU ] 2
2000 ?
1500 ||
1000 ‘
500 | ‘
1 |
0 _,—QJ- Alo— ~ —— —
—— ; . —
L 9 5 10 15 20 25 m
Sorted By H Signal
Multiplier: B 1.0000
Dilution: H 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAEDL A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU* 5] [mAU] %
B e B e ot [-eeomees |
1 6.800 BV 0.104% 1785.58350 251.35371 100.0000
Totals : 1785.58350 251.35371
Signal 2: DADL B, Sig=216,4 Ref=off
Peak RetTime Type Width Area Height Area
# [min] [min] [maU*s] [maU] %
1 6.800 BV 0.1102 1.96317e4 2657.20728 100.0000
LE1260 12/14/2016 11:21:32 AM Simil20102015 Page 1 of 2
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Compounds 11 & 2; The linear sequence required for compound 11 was prepared using general procedure 2. The residual
crude material was triturated with ice-cold ether (x 3) to furnish an off-white solid. MS (ESI")
A(cn@—)ﬂ_“ for Cs,HsgNgOoS; calculated 943.40, found, 943.51. RP-HPLC Onyx Monolithic C18 100 x 4.6
o \( mm, 40-100% B in 15 min, tg 9.1 min.

SH

AN~

Chemical Formula: C5,HsgNgO9S
Exact Mass: 942.3986

Data File D:\2014\CH...POUNDS\ALCL3 CPGP135 TEMP VARIATIONS 2015-08-05 1©-36-58\051-0101.D
Sample Name: Ac-CNGYF-OH uncyclised

Acq. Operator @ SYSTEM Seq. Line : 1
Acq. Instrument : LC126@ Location : Vial 51
Injection Date : 8/5/2015 19:38:23 AM Inj : 1
Inj volume : 10.800 pl
Method : D:\2014\CHRIS\DATA\DDCOPPERCOMPOUNDS\ALCL3 CPGP135 TEMP VARIATIONS 2015-08-
85 10-36-58\48 TO 18@ OVER 15 MINS 18UL.M (Sequence Method)
Last changed : 8/5/2015 16:36:58 AM by SYSTEM

(modified after loading) (Current integration events modified)
DADA A, Sig=254.4 Ref=360,100 (D:2014\CH...ALCL3 CPGF135 TEMF VARIATIONS 2015-08-05 10-36-56\051-0101.0)
0
mAU g
45 @

6.263

T i T T T
25 min

5
DAD1 C, Sig=214.4 Ref=360,100 (DA2014\CH...ALCL3 CPGP1356 TEMP VARIATIONS 2015-08-05 10-36-58\051-0101.D)
mAU

—8:125

12004
1000
800
600
400
200

== 6.263

04 . — I

Fraction Information

No Fractions found.

Area Percent Report

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 A, Sig=254,4 Ref=368,10

Peak RetTime Type Width Area Height Area
#  [min] [min]  [mAU*s] [mAU] %

1 6.263 BB ©.1276  55.50295 6.37214 15.12060
2 9.125 BV ©6.1168 311.57983  39.52258 84.8800

LC1260 8/5/2015 12:33:41 PM SYSTEM Page 1 of 2
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Compound 11; Compound 11 was synthesised utilizing general produce 3. The crude material was purified via semi-
Q preparative RP-HPLC, and lyophilised to afford 11 (15 mg, 13.5 %). (Note; 3 mg of this sample
J&O >L was collect for biological analysis) MS (ESI™) for Cs,Hs;NgOgS m/z 925.2 (M + 1, 100%);
HRMS (ESI™); calculated 925.3880, found, 925.3497. RP-HPLC Onyx Monolithic C18 100 x 4.6

N

(o]
i mm, 10-100% B in 15 min, tg 13.03 min.
N NH
i ”{(o
o

Chemical Formula: C5,H56NgOgS
Exact Mass: 924.3880

Data File C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2015-11-26 18-8@-46\072-1201.D
Sample Name: Pro S lug AIP II cyclised

Acq. Operator : SYSTEM Seq. Line : 12
Acg. Instrument : LC126@ Location : vial 72
Injection Date : 11/26/2015 3:49:83 PM Inj : 1
Inj Volume : 2@.@80@ pul
Acg. Method : C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2815-11-26 1@-8@-46\1@ TO 18@ OVER 15
MINS 20UL.M
Last changed : 11/26/2015 19:80:46 AM by SYSTEM

Analysis Method : C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 20615-11-26 18-0@-46\1@ TO 18@ OVER 15
MINS 20UL.M (Sequence Method)

Last changed : 12/1/2015 10:41:51 AM by SYSTEM
(modified after loading) (Current integration events modified)
DAD1 A, Sig=254,4 Ref=360,100 (SAMPLES SENT TO IOWA 2015-11-26 10-00-46\072-1201.0) i B -
mAU B
=
&
50 T
40
30
20
10| N
T T T T T T AE—
5 10 15 20 25 ____min
DAD1 C. Sig=214.4 Rel=: SAMPLES SENT TO IOWA 2015-11-28 10-00-46\072-1201.D) |
mAU 2
8
1000 4
800
600
400
200 | |
o L I
T T T T J
S 5 10 15 20 25 mi
Fraction Information
No Fractions found.
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution H 1.0008
Use Multiplier & Dilution Factor with ISTDs
LC1260 12/1/2015 10:42:00 AM SYSTEM Page 1 oef 2
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ORHPLC
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Compound 2; Compound 2 was prepared utilizing general procedure 4 with compound 11. The crude material was purified via

semi-preparative RP-HPLC, and lyophilised to afford 2 (7.2 mg, 88.5 %). MS (ESI") for

Q 2 ~\°\\©\OH Cs;Hs7NgO0gS, M/z 627.2 (M + 1, 100%); HRMS (ESI"); calculated 627.2159, found, 627.2204. RP-

g NS HPLC Onyx Monolithic C18 100 x 4.6 mm, 10-100% B in 15 min, tg 6.48 min. '"H NMR (300

)OL 5} ); MHz, DMSO ) 6 9.12 (s, 1H), 8.28 (d, J = 7.5 Hz, 1H), 8.17 (d, J = 7.8 Hz, 1H), 8.09 (d, J = 7.8

o H‘/% Hz, 1H), 7.97 (t, J = 5.5 Hz, 1H), 7.89 (d, J = 8.6 Hz, 1H), 7.39 (s, 1H), 7.28 — 7.16 (m, 5H), 6.98

ﬁz (d, J = 8.5 Hz, 2H), 6.59 (d, J = 8.5 Hz, 2H), 4.47 (dd, J = 13.6, 7.0 Hz, 1H), 4.42 — 4.30 (m, 3H),

C“e’“;jm:;‘s'?gg?;fgg‘ﬁoss 3.58 (t, J = 5.9 Hz, 2H), 3.06 (d, J = 5.5 Hz, 1H), 3.01 (d, J = 5.4 Hz, 1H), 2.92 (d, J = 8.7 Hz, 1H),

2.89 — 2.52 (m, 7H), 2.43 (d, J = 7.0 Hz, 1H), 2.29 (t, J = 8.5 Hz, 1H), 1.85 (s, 3H). *C NMR (75 MHz, DMSO ) & 173.08,

172.07, 171.57, 171.46, 170.44, 170.15, 168.63, 156.09, 137.84, 130.55, 129.54, 128.65, 128.35, 126.89, 115.28, 55.50, 54.54,
54.51, 54.00, 50.39, 42.41, 37.26, 37.14, 37.04, 26.49, 22.92.

Data File C:\CHEM32\...O\PURIFIED TR S EPI AND § LUG ATPS#2 2015-12-17 13-51-214090-0401.D
Sample Wame: Tr 8 lug AIP II 6.4 min

Rcqg. Operator  : Simil20102015 Seq. Line : 4
Acg. Instrument : LC1260 Location : Vial 90
Injection Date : 12/17/2015 3:28:30 PM Inj : 1
Inj Volume : 100.000 pl
Acg. Method : C:\CHEM32\1\DATA\DEMO\PURIFIED TR S EPI AND S LUG AIPS#2 2015-12-17 13-
51-21\10 TO 100 OV 15MIN 100UL.M
Last changed : 12/10/2015 4:12:03 PM by S£imil20102015

Analysis Methed : C:\CHEM22\1\DATA\DEMO\PURIFIED TR S EPI AND S LUG AIPS 2016-01-05 0%-
33-14\10 TO 100 OV 15MIN 20UL.M

Last changed : 1/6/2016 1:51:31 PM by Simi120102015
(modified after loading) (Current integration events modified)

DADT A, Sig=254 4 Ref=off (DEMOWPURIFIED TR S EPI AND S LUG AIPS#Z 2015-12-17 13-51-21\090-0401.0)

mAL _ %
F

S | — B L £ E— 20
DADTB, Sig=216,4 Ref=cff (DEMOWURIFIED TR S EPI AND S LUG AIPS#2 2015-12-17 13-51-21\080-0401.D)

E &
2000 %

|
1000 - “

|
P SR ._.J'\

0 5 . 10 15 20 25 mir}

Sorted By H Signal
Multiplier: H

Dilution: H 1.0000
Use Multiplier & Dilution Factor with ISTDs

1.0000

Signal 1: DAD1 A, Sig=254,4 Ref=off

Peak RetTime Type Width Area Height Area
# [min] [min] [maU*s] [mau] ¥
1 6.481 BV 0.1004 1733.96338 257.95151 100.0000
Totals : 1733.96338  257.95151

Signal 2: DAD1 B, 8ig=216,4 Ref=off

Peak RetTime Type Width Area Height Area
# [min] [min] [maU*s] [mAT] %
.- - ek |-=mmee e [

1 6.481 VvV 0.1084 1.99227e4 2753.27285 100.0000

LC1260 1/6/2016 3:03:38 PM Simil20102015 page 1 of 2
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Compounds 12 & 3; The linear sequence required for 12 was prepared using general procedure 2. The residual crude material

N o
o 'OH\
)\\(o

HN

SH o
SR
"
N NH
H N O\é

Chemical Formula: C37H53N509S
Exact Mass: 743.3564

was triturated with ice-cold ether (x 3) to furnish an off-white solid. MS (ESI) for
Ca7Hs54N50gS; calculated 744.35, found, 744.55. RP-HPLC Onyx Monolithic C18 100 x 4.6

mm, 10-100% B in 15 min, tg 10.28 min.

Data File C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2615-11-26 18-08-46\061-8181.D
Sample Name: S epi AIP I linear

Acq. Operator  : SYSTEM Seq. Line : 1
Acq. Instrument : LC1268 Location : Vial 61
Injection Date : 11/26/2015 10:02:13 AM Inj : 1

Inj Volume : 20.080 pl

Method : C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2@15-11-26 10-8@-46\10 TO 10@ OVER 15

MINS 20UL.M (Sequence Method)
Last changed 1 11/26/2015 18:00:46 AM by SYSTEM
(modified after loading) (Current integration events modified)

mAU -

~10:279

=

5 20 25 mi
DADT C, Sig=214 4 Ref=360,100 (SAMPLES SENT TO IOWA 2015-11-26 10-00-46\061-0101.0)
mAU J i
&
300 k3
250 <
200 =1
150
100
50 J ) P . O | W
0] |
-50 {
E| i
T T N T T T
5 10 15 20 25 mi
Fraction Information
No Fractions found.
Area Percent Report
Sorted By : Signal
Multiplier : 1.0008
Dilution H 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=360,100
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
el BEaer [ -oemfemnes J-mmmmmeees [-mmmmeee- |-oemmeee |
1 10.279 BB ©.1253 58.45141 7.00503 1006,0000
Totals : 58.45141 7.805@3
LC1266 12/1/2015 18:23:27 AM SYSTEM Page 1 of 2
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Compound 12; Compound 12 was synthesised utilizing general produce 3. The crude material was purified via semi-

Q preparative RP-HPLC, and lyophilised to afford 12 (12 mg, 13.8 %). (Note; 3 mg of this sample
L Hf O>L was collect for biological analysis) MS (ESI") for C3;Hs;NsOgS, m/z 726.63 (M + 1, 100%);
O, N
3/ N HRMS (ESI") calculated 726.3458, found, 726.3455. RP-HPLC Onyx Monolithic C18 100 x 4.6
)CL 5} );\ mm, 10-100% B in 15 min, tz 11.47 min.
N NH o
H N 14

Chemical Formula: C37H54N50gS
Exact Mass: 725.3458

Data File C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2015-11-26 1@-00-46\062-08201.D
Sample Name: Pro S epi AIP I cyclised

Acq. Operator  : SYSTEM Seq. Line : 2
Acq. Instrument : LC1260 Location : Vial 62
Injection Date : 11/26/2015 1@:33:47 AM Inj : 1
Inj Volume : 20.0@@ ul
Acq. Method 1 C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2815-11-26 10-90-46\1@ TO 108 OVER 15
MINS 20UL.M
Last changed 1 11/26/2015 10:00:46 AM by SYSTEM

Analysis Method : C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2015-11-26 10-80-46\1© TO 100 OVER 15
MINS 28UL.M (Sequence Method)
Last changed + 12/1/2015 10:33:30 AM by SYSTEM
(modified after loading) (Current integration events modified)
DAD1 A, Sig=254 4 Ref=360,100 (SAMPLES SENT TO IOWA 2015-11-26 10-00-46\062-0201.0)

11474

| . : . | | e
5 10 15 20 25 mi
360,100 (SAMPLES SENT TO IOWA 2015-11-28 10-00-46\062-0201.D)

11474

—1.679

No Fractions found.

Area Percent Report

Sorted By : Signal
Multiplier : 1.00600
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

LC1268 12/1/2015 10:33:44 AM SYSTEM Fage 1 of 2
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Compound 3; Compound 3 was prepared utilising general procedure 4 with 12. The crude material was purified via semi-
Q preparative RP-HPLC, and lyophilised to afford 3 (6.2 mg, 81.5 %). MS (ESI") for CoH3sN505S

o . +
o%“%@w m/z 614.40; HRMS (ESI") calculated 614.2206, found, 614.2231. RP-HPLC Onyx Monolithic C18
) d N 100 x 4.6 mm, 10-100% B in 15 min, tz 6.82 min. 'H NMR (300 MHz, DMSO ) § 9.13 (s, 1H),

H oy 8.23 (d, J = 7.8 Hz, 1H), 8.15 (d, J = 7.1 Hz, 1H), 8.07 (d, J = 7.9 Hz, 1H), 7.82 (d, J = 7.7 Hz,
N—

IN TS 1H), 7.73 (d, J = 8.2 Hz, 1H), 7.29 — 7.17 (m, 5H), 6.95 (d, J = 8.5 Hz, 2H), 6.58 (d, J = 8.5 Hz

Chemical Formula: CogH35N50g ,
toal Formula: CaotleasOsS D) 4 45— 4.30 (m, 3H), 4.30 — 4.16 (M, 2H), 3.05 (d, J = 5.5 Hz, 1H), 3.00 (d, J = 5.4 Hz, 1H),

2.93 - 2.81 (m, 3H), 2.80 — 2.53 (m, 4H), 2.32 (t, J = 8.4 Hz, 1H), 1.85 (s, 3H), 1.16 (d, J = 7.1 Hz, 3H). 13C NMR (75 MHz
DMSO ) § 173.05, 172.52, 171.26, 170.12, 170.00, 169.88, 156.14, 137.79, 130.57, 129.53, 128.66, 127.93, 126.90, 115.23
62.12, 55.40, 54.31, 54.03, 48.77, 37.20, 36.89, 26.62, 22.92, 18.35.

Data File C:\CHEM32\1\DATA\TR 5 EPI AIP I 6_8 MIN 2015-12-15 16-19-361082-0101.D

Acqg. Operator : 8imil20102015 Seq. Line : 1
Acg. Instrument : LC1260 Location : Vial 82
Injection Date : 12/15/2015 4:21:23 PM Inj : 1
Inj Volume : 100.000 Bl
Acg. Method : C:\CHEM32\1\DATA\TR S EPI AIP I 6_8 MIN 2015-12-15 16-19%-36410 TO 100
OV 1SMIN 100UL.M
Last changed : 12/10/2015 4:12:03 PM by 5imil20102015
Analysis Method : ¢ :\CHEM32\1\METHODS 10 TO 100 OV 15MIN 100UL.M
Last changed . 12/15/2015 5:24:52 PM by Simi120102015

(modified after loading) (Current integration events modified

BAGT A, 5ig=254 4 Ref=off (TR S EPI AIP | 6_8 MIN 2075-12-15 16-18-361082-0101.0)
mAU]
150 - 2
i 2
100 ‘ T
501 | I
— )\
04 ‘ f - —
W \~
-50 L YV
Y 7 —
0 5 10 ] 15 ] 20 2 min
TADT B, Sig=216,4 Ref=off (TR S EPI AIP | 6_8 MIN 2015-12-15 16-18-361082-0101.0)
mAU =
800 ] %
I
|

-
Sorted By : Signal
Multiplier: : 1.0000
Dilution: H 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DRD1 A, Sig=254,4 Ref=off
peak RetTime Type Width hrea Height Area
# [min] [min] [mEU*s] [mAU] ¥
wefemmeeae || -ommeee e e mneemmae- el
1 1.755 BB 0.1350 2235.54028 253.18295 75.1678
2 6.820 VB 0.1317 738.5278% 81.55083 24.8322
Totals : 2974.06818 334.73378
Signal 2: DADL B, Sig=216,4 Ref=off
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
meefemnnes R [mmnneee [oommmmee- f-meeee |
1 6.821 VvV 0.1260 8081.33545 943.2197% 100.0000
LC1260 12/15/2015 5:25:08 PM 5imi120102015 Page 1 of 2
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20151208_Tr_S _epl AIP_IA_Final 102 (0.351) Sm {SG, 2x0.50); Cm (63:106) 1 MS2 ES+
100 614.40 4.99e7

&

/H P
Y N\
S o

[e]

NH
N e O

O H: O

Chemical Formula: CpgH35N50gS
Exact Mass: 613.2206

636.45
637.36
354.43
| 41644
102.15 1304848112
‘ ’ 1029.74
590.60 |
f 939.97 |
e . T T "
ot g et el bbbt isstobion ot iz
600 300 900 1000 1100




N_AC_Tr_ S epi AIP_1_Hi

me  N_Ac_Tr_S_epi AIP_1 K1

Agilent Technologies i

/ 0 H,0
O>/H "‘\\\\Q\OH ,/ |

S '\jH;o [ ST NS AJLJL,AL____,_ _____ S \»-umm .___JL_,_.__JJL,

i ~
- &=
)LH N NH OH 1 h
o § =% % "“} 5 2 * B
I ] =

Chemical Formula: CygH3sN50gS 2 ] % =g’ g

Exact Mass: 613.2206 - 37 = 2

[

e AL
57 -y
| Lol it
3
%
LI ]
@

ot % :

) BDia

~1
$ 8
¢ %

4 o =
8- & Fa

- i -

1 4 -

| ]

|

1 10— |
T T [ T T T T T T T T [ T
10 9 8 7 & 5 4 3 2

F2 (ppm)

Data file
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N_AC_Tr_S_epi AIP_1_H1

Agilent Technologies N_Ac_Tr_S_epi AIP_J K1 P erce gCOBY b2 25

20180311 & i dmso uwsm3G0.uws.edu.au-mercury3d

¥
} 4
—y . ) 0 [
25, 0% : o
334.3
- 4
‘,‘Fn 5.0
% .
5.5
!
i
;
i 6.0
S Gy R
\l§ | %
7.0 e @ @
] L @
7.5
7 Gk B
E < E
3.0
T : I e e o
8.0 7.5 7.0 5.5 6.0 5.5 5.0 4.5

Data file /h
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N_Ac_iT_S_epi AIP 1 W1

ilent T i N_Ac Tr S epi AIP_1_HI e 25 Sty cwner helko
Agilent Technalogies Pttt tar UwSmI00.uws. e 300
h
/
|
/o
. i u
M RN P | BV M
d ] - s
1
___J ) - =
1 Gy 2 =
1 2 "
= e i = . oms
"fg o E ~gx. e sgamms
FES 1 mme s O
j 37 e L=
- b B .
4?
ﬁw"?‘” = T SRR b
5 -
E i
6
i 777
; 8 ]
T T T T T { T T ! T T 1 T ‘ ¥ T i T T ‘ T T
4.5 4.0 3.5 3.0 2.3 2.0 1.5

¥2 (ppm)

Data file fhomefnmeas0n F_1 I
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K_Ac Te & epi AIP_i_C13

CARBON 25

me N_Ac Tr 8 _epi AIF_1_Ci3
2016-03-11

Agilent Technologies

oo oo
5 a5
a8 g
S o o
ER
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8
G
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I in
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d - 1 p o k)
Seae [\ P w w3 @
kM:ﬁ - a A 1\ L ~.
gy £ AN
B

meee————\ 199 952

ROy,

38



N_Ac_Tr_S_epi_AtP_1_C13

B_AC_Tr_&_epl AP _1_Ci3
2016-03-11 £

ence CARBON
dmso

v hetko
amME300

Agilent Technologies

25 Stusy o
uwsm300.uws.ecu.au-merclry3Udeare

Data file /

atalit_Ac Plot
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Compounds 13 & 4; The linear sequence required for 13 was prepared using general procedure 2. The residual crude material
\< was triturated with ice-cold ether (x 3) to furnish an off-white solid. MS (ESI*) for

~ axy:
° HN”"/L“ S o CsaH7NgO10S; calculated 995.49, found, 995.71. RP-HPLC Onyx Monolithic C18 100 x 4.6
o

o " oH mm, 10-100% B in 15 min, tg 13.91 min.

NH )/\ At
N
: H

N
N
SR I

Chemical Formula: Cs4H7oNgO10S
Exact Mass: 994.4874

Data File C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2015-11-26 10-00-46\065-05@1.D
Sample Name: S epi AIP II linear

Acq. Operator : SYSTEM Seq. Line : 5
Acq. Instrument : LC1260@ Location : Vial 65
Injection Date : 11/26/2015 12:08:28 PM Inj : 1
Inj Volume : 20.800 pl
Acq. Method : C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2015-11-26 18-00-46\1@ TO 180 OVER 15
MINS 28UL.M
Last changed : 11/26/2015 10:00:46 AM by SYSTEM

Analysis Method : C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2015-11-26 10-80-46\1@ TO 10@ OVER 15
MINS 28UL.M (Sequence Method)
Last changed 1 12/1/2015 18:35:17 AM by SYSTEM

(modified after loading) (Current integration events modified)
DAD1 A, Sig=2544 Ref=360,100 (SAMPLES SENT TO IOWA 2015-11-26 10-00-46\065-0501.0)

mAU 7

——13.904

40

30

20

o — —— e —

20

5
DAD1 C, Sig=214.4 Ref=360,100 (SAMPLES SENT TO IOWA 2015-11-26 10-00-46\065-0501.0)

3

>

=
13:905

1400
1200 1
1000
800 ]
600
400
200 ) s
P — ! S AN

Fraction Information

No Fractions found.

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.2080

Use Multiplier & Dilution Factor with ISTDs

LC126@ 12/1/2015 18:36:11 AM SYSTEM Page 1of 2
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)

1 MS2 ES+
100- 985.71 7.80e7
o
RGN Tyt
% N_ &
HN)L o 996.69
SH (0]
10) j/ OH
)J\H NH )\N,Tﬁ
N
O H: b9 H
: /O\i
Chemical Formula: Cs4H7oNgO10S
Exact Mass: 994.4874
-
987 .67
243.52
988.65
7
24438 75%.55 939.62
| ]
218.39 : g 10 1286 ’149{}.28
| 11
0 ot “‘-r:‘”w”!“\“[ i il ﬁr)“h“'h' wU‘\‘ 4 ”‘”‘w‘ ')\'}‘J"i *ir)“hﬁ‘l‘"""\s‘luv‘ oottt et 4 ﬁ\ e miz
100 200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500
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Compound 13; Compound 13 was synthesized utilizing general produce 3. The crude material was purified via semi-

% preparative RP-HPLC, and lyophilised to afford 13 (13 mg, 10.9 %). (Note; 3 mg of this sample
(o]
OVHJRN:QO was collect for biological analysis) MS (ESI") for Cs4HggNgQOgS, m/z 977.71 (M + 1, 100%);
o S 0 HRMS (ESI) calculated 977.4768, found, 977.4719. RP-HPLC Onyx Monolithic C18 100 x 4.6
)LH& NH) " mm, 10-100% B in 15 min, t 15.38 min.
H

Chemical Formula: C54HggNgOoS
Exact Mass: 976.4768

Data File C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2015-11-26 10-88-46\066-0601.D
Sample Name: Pro S epi AIP II cyclised

Acq. Operator  : SYSTEM Seq. Line @ 6
Acq. Instrument : LC1260 Location : Vial 66
Injection Date : 11/26/2015 12:39:59 PM Inj : 1
Inj Volume : 20.000 pl
Acq. Method : C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2015-11-26 10-8@-46\18 TO 108 OVER 15
MINS 2@UL.M
Last changed : 11/26/2015 10:08:46 AM by SYSTEM

Analysis Method : C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2015-11-26 10-80-46\16 TO 106 OVER 15
MINS 20UL.M (Sequence Method)
Last changed : 12/1/2015 18:36:05 AM by SYSTEM

(modified after loading) (Current integration events modified)
DADT A, Sig=254,4 Ref=360.100 (SAMPLES SENT TO IOWA 2015-11-26 10-00-46\066-0601.D)

15.384

E
50
40
30
20
10 i L

o —

5 10 20 25 i)
DAD1 C, Sig=214 4 Ref=360,100 (SAMPLES SENT TO IOWA 2015-11-26 10-00-46\066-0601 D)
mAU 3
1400 a
1200 -
1000
800 |
600
4003
200
0 1 . : e -
’ T T T T -
- 5 10 15 20 25 mir|
Fraction Information
No Fractions found.
Area Percent Report
Sorted By H Signal
Multiplier H 1.66008
Dilution H 1.0000
Use Multiplier & Dilution Factor with ISTDs
LC1260 12/1/2015 10:37:21 AM SYSTEM Page 1 of 2
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20151208_Pro_S _epi AIF_lI 97 (0.333) Sm (SG, 2x0.50); Cm (82:99) 1. MS2 ES+
100 977.71 6.42e7
ey, \ e
o, NJ&\ o
Y
S o]
O "
)J\N Q/<NH %N/Trt
H N— o
oy o H 978,62
o)
)V 999.70
¢
Chemical Formula: CsyHggNgOgS 1000.54
Exact Mass: 976.4768
c\o“
24347
1001.59
i
735.52 ‘
|
| |
i 75771 /| 2016.58
0 {"E\‘ WV TSNP A— *{J‘J‘JL : L]A‘% “‘»“ - “‘\' J;~x" EJ‘L’%‘@L“["\“,“ Sikpabptpi bttt i i ,uA;;m/Z
100 200 300 700 800 900 1000 1100 1200 1300 1400
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Compound 4; Compound 4 was prepared utilising general procedure 4 with 13. The crude material was purified via semi-

S o
O iy
WSk
TS
Ho™

Chemical Formula: Cy7H3gNgOgS
Exact Mass: 622.2421

preparative RP-HPLC, and lyophilised to afford 4 (4.7 mg, 75.1 %). MS (ESI*) for C,;H39NgOsS,
m/z 623.3 (M + 1, 100%); HRMS (ESI") calculated 623.2421, found, 623.2425. RP-HPLC Onyx
Monolithic C18 100 x 4.6 mm, 10-100% B in 15 min, t; 7.08 min. *H NMR (300 MHz, DMSO ) &
9.16 (s, 1H), 8.10 (d, J = 8.0 Hz, 2H), 8.06 (d, J = 7.4 Hz, 1H), 8.01 (d, J = 7.8 Hz, 1H), 7.81 (d, J
= 8.3 Hz, 1H), 7.33 (s, 1H), 6.98 (d, J = 8.5 Hz, 2H), 6.89 (s, 1H), 6.61 (d, J = 8.5 Hz, 2H), 4.51 —
4.30 (m, 3H), 4.26 (dd, J = 13.2, 6.0 Hz, 1H), 4.20 — 4.09 (m, 1H), 3.65 — 3.50 (m, 4H), 2.92 (dd, J

=14.2,3.9 Hz, 1H), 2.79 (d, J = 5.3 Hz, 1H), 2.75 (d, J = 5.2 Hz, 1H), 2.69 — 2.56 (m, 2H), 2.44 (d, J = 5.4 Hz, 1H), 2.35 (d, J

= 7.5 Hz, 1H), 2.30 (d, J =

7.3 Hz, 1H), 1.85 (d, J = 7.0 Hz, 3H), 1.67 — 1.40 (m, 3H), 0.87 (d, J = 6.3 Hz, 2H), 0.82 (d, J = 6.3

Hz, 3H). *C NMR (75 MHz, DMSO ) § 174.29, 172.96, 172.88, 172.03, 171.29, 170.85, 170.56, 170.26, 170.09, 156.13,
130.51, 128.24, 128.20, 115.34, 115.34, 62.04, 55.49, 53.24, 53.02, 50.84, 50.34, 32.85, 26.62, 26.61, 24.64, 23.30, 22.92,

21.82.

Data File C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2815-11-26 10-88-46\064-8481.D
Sample Name: Tr S epi AIP I 8.5 min

Acq. Operator  : SYSTEM Seq. Line : 4

Acq. Instrument : LC1260 Location : vial &4
Injection Date : 11/26/2015 11:36:54 AM Inj : 1
Inj Volume : 28.88@ ul
Acq. Method ¢ C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2015-11-26 10-00-46\1@ TO 188 OVER 15

MINS 28UL.M

Last changed 1 11/26/2815 10:00:46 AM by SYSTEM

Analysis Method : C:\CHEM32\1\DATA\SAMPLES SENT TO IOWA 2815-11-26 18-8@-46\1@ TO 180 OVER 15
MINS 20UL.M (Sequence Method)

Last changed : 12/1/2015 10:34:30 AM by SYSTEM
(modified after loading) (Current integration events modified)

DADT A, Sig=254,4 Ref=360.100 (SAMPLES SENT TO I0WA 2015-11-26 10-00-46\064-0401.0)
mAL 1
70 ‘
60 ‘
50 |
40
304
20
10
o4

T ; -
10 15 20 % mn
DAD1C. Sig=214.4 =361 PLES SENT TO IOWA 2015-11-28 10-00-46\084-0401.0)

| mal

800 |

500

400 -

200

Area Percent Report

Sorted By : Signal
Multiplier : 1.60000
Dilution H 1.0000

Use Multiplier & Dilution Factor with ISTDs

LC1266 12/1/2015 108:35:23 AM SYSTEM Page 1 of 2



From vial }
20150808_ChrisGordon_SepiAlPH 90 (0.308) Sm (SG, 2x0.50); Cmi (71:90) 1. MS2 ES+
100 623.3 3.18e7

z H ? N
Y N\
S o)
ah g
N NH ;L\
H o7 NHz
o

d N
HO

Chemical Formula: Cy7H3gNg09S
Exact Mass: 622.2421

N\

545.3
e
B46.1
347.8 |
347‘1\!
|
3778
%‘i 4827 5641 7811 12462jf§82
. b [ : {
T a | ; L !
SUININEEE. T IWUTRH NIRRT PT . 8 SR IO ' Lol e ! miz

A} f
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w_§_epi APIL_HT

e b S_epi_AIPE_H1
ocd 2016-03-10

- Agilent Technologies

5 Sty owrer M08
w300 uws.edu.aw-mercury3iReraic:  nmIE300

)0

y

(¢)

y
‘/<NH >\NH

N— 2

H:o®

Ho”

861

=3
2

484

Chemical Formula: C,7H3gNgOgS P
Exact Mass: 622.2421 8
i
ooy /\ j
|
| |
a |
I \ bi
Mw | ~ SR "L'\
. | | P Nk o L
T T T T ‘ T T T "‘f‘ T T T { T T ‘ T T T T T T T ‘ T T T T ‘ T
8 7 3 4 3 2 1 ppm

Daia file e
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Agilent Technologies

TSR N |

N_Ac_Tr_S_egi AIP_l_gCOSY

Mame N_Ae Tr S epi AP 1 gCOSY!
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ire 25
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N_Ac_Tr S opi AIF_}l_gCOSY

5 2 wngr heiko
r uwsm300.uws.edu.au-mercury30pers! mr300

M_AG_Tr_&_epi_AIP_Ii_gCOSYR.
o0 2016-03-11

< sequence QCOSY

- Agilent Technologies

ent @mso
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4 .
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= 5.0
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Ac_tr_S_epl_AIPN_C3

Agilent Technologies

ame N_Ac tr_S_epl AIPH_C13

CARBON e 25
Hecied  2016-03-15

uwsm300.uws.eduav-mercuryddy

iy owner  viimel
a0

—39.351

Data file /b

Fiotds
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Compounds 14 & 5; The linear sequence required for 14 was prepared using general procedure 2. The residual crude material
A( was triturated with ice-cold ether (x 3) to furnish an off-white solid. MS (ESI*) for
o 8 "
O*ALH Ca4HsN50gS; calculated 710.37, found, 710.52. RP-HPLC Onyx Monolithic C18 100 x
o
SH 07HN ¢, 4.6 mm, 10-100% B in 15 min, t; 10.03 min.
(6]
A "

\
N NH ()“ﬁi\
H N
o H"'—:/<O

Chemical Formula: C34H55N509S
Exact Mass: 709.3720

Data File D:\2814\CH...ATA\DDCOPPERCOMPOUNDS\S EPI AIP IIIS 2015-11-11 09-46-5@\061-0181.D
Sample Name: S epi AIP III linear

Acq. Operator : SYSTEM Seq. Line : i
Acq. Instrument : LC1260 Location : vial 61
Injection Date : 11/11/2015 9:48:16 AM Inj : 1
Inj Volume : 10.800 pl
Method : D:\2014\CHRIS\DATA\DDCOPPERCOMPOUNDS\S EPI AIP IIIS 2015-11-11 ©9-46-50\106
TO 18 OVER 15 MINS 1@UL.M (Sequence Method)
Last changed ¢ 11/11/2015 9:46:586 AM by SYSTEM
(modified after loading) (Current integration events modified)
“DAD1 A, Sig=254.4 Ref=360,100 (D:\2014\CH...OPPERCOMPOUNDS\S EPI AIP IIIS 2015-11-11 09-46-50\061-0101.D)
mAU 4]
(=]
g
8 il
6
4] b )
2 L
™
o4
| T T T T T T 1
5 10 15 20 25 min{
DAD1 C, Sig=214 .4 Ref=360,100 (D:\2014\CH...OPPERCOMPQUNDS\S EPI AIP 1IIS 2015-11-11 08-46-50\061-0101.D)
mAU - &
2
350 S
300 |
2504 !
| 200
| 1504 ‘ ‘
100
50
04
E|
50 . : - T
5 10 15 20 25 mi]

Area Percent Report

Sorted By : Signal
Multiplier : 1.0000
Dilution H 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 A, Sig=254,4 Ref=360,100

Peak RetTime Type Width Area Height Area
#  [min] [min]  [mAU*s] [mAU] %

1 10.828 BV ©.1458  83.26463 8.16124 160.0000
Totals : 83.26463 8.16124

LC1266 11/11/2015 4:28:48 PM SYSTEM Page 1 of 2
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20151200_Tr_S _epi AIP_IIl_linear 94 (0.323) Sm (SG, 2x0.50); Cm (53:94)

1 MS2 ES+

1004 710.52 2.49e7
~ "
HN o
SH o
o ' OH
"
N NH O\é
H N~/<
O H: ©
Chemical Formula: C34H55N509S
Exact Mass: 709.3720
D\D,,
742.56
318.67
709.54
489.44
24324 s 99578
i l i 743.43 l
[ | s9te0
| 628 744.62
164.47 ; : i ;ii L7 57 )
i | | | 1 | i 817.09 28.4
. ‘ l A . i
0 iﬂw g ‘ H L“%"“; by o bl e 1z
L 800 900 1100 1200 1300 i
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Compound 14; Compound 14 was synthesised utilising general produce 3. The crude material was purified via semi-
preparative RP-HPLC, and lyophilised to afford 14 (16 mg, 18.8 %). (Note; 3 mg of this

o JR\Q sample was collect for biological analysis) MS (ESI*) for Cs4sHssNsOgS m/z 692.46 (M + 1,
>/ 100%); HRMS (ESI*) calculated 692.3615, found, 692.3620. RP-HPLC Onyx Monolithic

Chemical Formula: C34H53N50gS
Exact Mass: 691.3615

Data File D:\2814\CH.

ﬁ% ); C18 100 x 4.6 mm, 10-100% B in 15 min, tz 11.43 min.
—%

. .ATA\DDCOPPERCOMPOUNDS\S EPI AIP IIIS 2015-11-11 @9-46-50\862-0201.D

Sample Name: S epi AIP III cyclised crude

Acq. Operator
Acg. Instrument
Injection Date

Acg. Method

Last changed
Analysis Method :

Last changed

: SYSTEM Seq. Line : 2
: LC1268 Location : Vial 62
1 11/11/2015 10:19:37 AM Inj : 1

Inj Volume : 10.008 pl

: D:\2014\CHRIS\DATA\DDCOPPERCOMPOUNDS\S EPI AIP IIIS 2015-11-11 @9-46-5@\1@

TO 18@ OVER 15 MINS 18UL.M

: 11/11/2815 9:46:50 AM by SYSTEM

D:\2014\CHRIS\DATA\DDCOPPERCOMPOUNDS\S EPI AIP IIIS 2015-11-11 @9-46-56\1@
TO 180 OVER 15 MINS 18UL.M (Sequence Method)

1 11/11/2015 4:29:12 PM by SYSTEM

(modified after loading) (Current integration events modified)

| DAD1 A, Sig=254.4 Ref=360,100 (D\2014CH...OPPERCOMPOUNDS\S EFI AIP 1lIS 2015-11-11 09-46-50\062-0201.D)

11.428

200

—— 1679

150 =
100

50— '

50—,

DADI1 C, Sig=214,4 Ref=360,100 (D:201ACH...OPPERCOMPOUNDS\S EPI AIP IIIS 2015-11-11 09-46-50\062-0201.D)

T v T T T i T v
5 25 _ min

“H427

No Fractions found.

Area Percent Report

Sorted By
Multiplier
Dilution

Signal
1.0000
1.0ee8

Use Multiplier & Dilution Factor with ISTDs

LC1260 11/11/2015 4:29

:31 PM SYSTEM Page 1 of 2



1004

%

From vial
20151125_Chris_SEPIAIP3_3 86 (0.296) Sm (SG, 2x0.50); Cm (80:113)

(e}

QD

N

> o
OVN‘K

\
N NH O\é
H N
0 H\:—:/<O

Chemical Formula: C34H53N505S
Exact Mass: 691.3615

\Q\o 636.45
H |
o]

692.46

71451

715.28

850.42

1004.32 1/049.00
Ll
‘

1223.92

1406.12

Jp“‘l

74044@3& 1423.49
by

1 MS2 ES+ |
3.80e7

miz
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Compound 5; Compound 5 was prepared utilising general procedure 4 with 14. The crude material was purified via semi-

= o
S e

ah g
"\
N NH o
H
IHTS

Chemical Formula: CygH37N50gS
Exact Mass: 579.2363

preparative RP-HPLC, and lyophilised to afford 5 (9.1 mg, 71.8 %). MS (ESI*) for
Cy7H3sNs0gS, m/z 580.16; HRMS (ESI®) calculated 580.2363, found, 580.2367. RP-HPLC
Onyx Monolithic C18 100 x 4.6 mm, 10-100% B in 15 min, tg 6.55 min. *H NMR (300 MHz,
DMSO0 ) 6 9.16 (s, 1H), 8.10 (d, J = 8.0 Hz, 2H), 8.06 (d, J = 7.4 Hz, 1H), 8.01 (d, J = 7.8 Hz,
1H), 7.81 (d, J = 8.3 Hz, 1H), 7.33 (s, 1H), 6.98 (d, J = 8.5 Hz, 2H), 6.89 (s, 1H), 6.61 (d, J =
8.5 Hz, 2H), 4.51 — 4.30 (m, 3H), 4.26 (dd, J = 13.2, 6.0 Hz, 1H), 4.20 — 4.10 (m, 1H), 3.65 —
3.49 (m, 6H), 2.92 (dd, J = 14.2, 3.9 Hz, 2H), 2.79 (d, J = 5.3 Hz, 1H), 2.75 (d, J = 5.2 Hz,

1H), 2.70 — 2.56 (M, 2H), 2.44 (d, J = 5.4 Hz, 1H), 2.35 (d, J = 7.5 Hz, 1H), 2.30 (d, J = 7.3 Hz, 1H), 1.86 (s, 3H), 1.67 — 1.39
(m, 3H), 0.87 (d, J = 6.3 Hz, 3H), 0.82 (d, J = 6.3 Hz, 3H). 3C NMR (75 MHz, DMSO ) 5 176.39, 174.74, 174.59, 173.46,
172.42, 172.30, 172.18, 172.11, 158.33, 132.76, 130.16, 117.41, 64.30, 57.70, 57.57, 56.42, 52.91, 50.95, 42.51, 38.98, 28.79,
26.80, 25.46, 25.10, 23.93, 20.65, 20.49.

Data File C:\CHEM32\...O\PURIFIED TR § EPT AND § LUG ATPS$2 2015-12-17 13-51-211087-0201.D
Sample Name: Tr S epi ATP II 6.5 min

Acg. Operator  : Simil20102015 Seg. Line : 2

Acg. Instrument : LC1260 Location : Vial 87
Injection Date : 12/17/2015 2:24:49 PM Inj : 1
Inj Veolume : 100.000 ul
Acg. Method : C:\CHEM32\1\DATA\DEMO\PURIFIED TR § EFT AND S LUG AIPSH2 2015-12-17 13-
51-21\10 TO 100 OV 15MIN 100UL.M
Last changed : 12/10/2015 4:12:03 PM by $imil20102015

Analysis Method : C:\CHEM32\1\DATA\DEMO\PURIFIED TR & EPI AND S§ LUG AIPS 2016-01-05 09-
33-14\10 TO 100 OV 15MIN 20UL.M

Last changed : 1/6/2016 3:19:20 PM by Simil20102015
(modified after loading)

" DAD1 A, Sig=254 4 Ref=off (DEMO\PURIFIED TR S EPI AND S LUG AIPS#2 2015-12-17 13-51-211087-0201 D)
~

mAU ] & 2

g
\‘|
~

oy ) :

5 10 ) 15 20
DAD1 B, 5ig=216 4 Ref=off (DEMOVPURIFIED TR S EPI AND 5 LUG AIPS#2 2015-12-17 13-51-21\087-0201.D)

] £
aco—i T
o |

o+—AN— I N I

Sorted By : Signal
Multiplier: : 1.0000
Dilution: 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAED1 A, S5ig=254,4 Ref=off

Peak RetTime Type Width Area Height Area
# [min] [min] (maU+*s] [mAU]
- - R e B

1 1.787 BB

0.175% 1600.58044 127.84724 73.1662

2 6.553 Vv 0.1108 587.01422 77.06809 26.8338
Totals : 2187.59467 205.01534

Signal 2: DADLl B, Sig=216,4 Ref=off

LC1260 1/6/2016 3:19:38 PM Simil20102015 Page 1 of 2
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From vial o
20151203_Chris_TRSEP!_3 86 (0.286) Sm (8G, 2x0.50); C
100 580.18

O>/ J&
NH
)ﬁo
Ak
\
N NH oh
H
g H\5/<O

Chemical Formula: CygH37N50gS
Exact Mass: 579.2363

)
,“’0

487.13

449.35 562.38 1158.46
1 .

*lw‘ ‘:i‘l""‘:‘d‘ phak sl T ‘;‘i“;”": o) J\‘“’ :
800 90D 1000 1100 1200 1300 1400 1500

fel

11174
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w_S_epl AIPII_H1

r_8_ept AIPHL_H1
2016-03-10

uence PROTON

Agilent Technelogios

NH OH

Chemical Formula: CogH37N50S
Exact Mass: 579.2363

"o
@
~
N
o
S
/
W —
X
=
o]
k]
B8

Data file /i

£ _apl_AEi_miad

Pict tate 2616-04-05
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R_AC_Tr S epi AIPRI_gCOSY

N_AC_Yr_S_epi_AIPHI_gCOSY
2616-03-15

Study owner vl
UHSM300.uWS. oty ) nmr300

- Agilent Technologies

N

,_M,wk_,AuL__..__Jrlk,._M et S MmN _uL ,AM‘L,,,
jJ - L3 - e
o ey 4 & @
- F =
% =] - g
o ]
s i = i
4 s - - e 5B
j 57 ‘e P,
= : m;’
H B Tt § - - * e
7
87
QJ ] E
== 9_, - £
10+ o ==
? 1 o™ @ o
A I T T T ‘ T T T ‘ T ! ¥ I T T T T T T I T T
10 ) 2 7 & 5 4 3

F2 (ppm)

Data file /o
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spi_AIPIl_gCOSY

F_AC_Tr_S_epi AIPHI_pCGSY |
0 2016-03-15

gCosy

Study swner vamrt

- Agilent Technologies du 300

i
=
=
.
L

mﬂ'w'ﬁf‘,vf’ J\ﬁ\\v\M

\
W ‘mk_w.a
o
o

Pl {ppm)

o g .=~

3
<

)
§
i

b=
o

p
<
o
Toado
§
8
]

& - =

1
%
8
J

4o

Data file fhorae/np

e 8. epl. AT TS api AR SSY_die_pos02
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N_AC_Tr_B_epi AIPIE_gCOSY

N_AC_Tr_S_api AWPII_gCOSY
2016-03-15

Agilent Technelouies

|

v"wﬂw\\ M/\_,,/ufw J‘\MJ\, AL \

- s
"'g‘. - “Bge. E -]
= . . . -
— il St — ke
3 P i
= [ b
Z ] - "
2 5 . -
- 3 ‘K‘B
\ 6
"%" 4 oe e ey 58 & g
R ] : -
) 7]
| ]
N
- L3 o
97 @
10| = e
7 e o8
B T L — T T T T T T L LA
10 g 8 7 & 5 4
F2 (ppm)

Data file exp
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N_AC_Tv_S_epi_AIPH_gCOSY

Aqi iﬁnt T@Bhﬂﬂiﬂgi9$ N_AC_Tr_3_epi_AIPH_gCOSY

2016-03-15

sence gCOSY

25 Stusdy owner vamerl
d20

Uwsm3ol.uws.edu ercury a0 DR300

N | W
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= = 3~D;_ < o B
s
] Do swme P
]‘E{ 3.5 )
) ot 1 ccee 0 =
»»»»» —<| 4.0—:w e
. 4.5 = e
L
: @8
8 R )
B oge
<
&8s
& B e
= -
T T T R T — —r
6.5 5.0 5.5 5.0 4.5 4.0 3.5 3.0

Data file /g

Plot date 20
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L AIPIN_HT

LAC Tr S epi AIPIN HY
H_AC_Tr_S_spi
2016-03-14
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Data file /mom:
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N_AC_1¢_S _epl_AIPI_H1

N_AC_Tr_ S epl AlFI_H1
2015-02-14

wnce CARBON

ur2 26
maier UWsm3O0.uws.edu.au-mercury3ader.

Agilent Technologies

@i

42.377
41.821

N\

Data file /ac




Data File D:\2@14\CH...C DATA\DATA\CYCLISATION TIME COURSES 20815-12-@9 ©8-41-41\LOADTEST.D

Sample Name: S epi AIP I linear ;N%_<i>;1 Q <:%

H
N_&

EsssESSSSSSSSSs=s=sss==== ====== ========= ============ HN \(O
SH O:

Acqg. Operator 1 Simil2e1e2e15 Seq. Line : 1 ° i OH
Acq. Instrument : LC1260 Location : Vial 1 /MH£>\N‘/<NH%\€:
Injection Date : 12/9/2015 8:43:37 AM Inj : 1 O Hio
Inj Volume : 48.000 1 T 0
Acq. Method ¢ C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-09 ©8-41-41\18 TO
180 OV 15MIN 46UL.M
Last changed 1 12/9/2015 8:34:25 AM by Simil120102015

Analysis Method : D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 B88-41-41
\10 TO 1ee OV 15MIN 48UL.M (Sequence Method)

Last changed : 3/11/2016 3:93:37 PM by SYSTEM
(modified after loading) (Current integration events modified)

0 25 5 ) 125 15 175 20 215 i
DADT B. Sig=216.4 Ref=off (DA201A\CH... ATADATACYCLISATION TIME COURSES 2015-12-09 08-41-4\LOADTEST D)

mAU R
@«
o

1815
10.239

300
200
100

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area

#  [min] [min] [mAU*s] [mAU] %
e R RS EERER |-mmmmeeee |--mmmeeee [-omeeeee !

1 ©.761 BB 0.2168 4873.58838 325,23016 100.0000

Totals : 4873.58838 325.23016

LC1260@ 3/11/2016 3:03:42 PM SYSTEM Page 1 of 2
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Data File D:\2014\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 08-41-41\002-0201.D

Sample Name: Pro S epi AIP I

Acq. Operator
Acg. Instrument :
Injection Date

Acq. Method

Last changed
Analysis Method :

Last changed

: C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-09 ©8-41-41\10 TO

m——————————————————————————= o,
: Simil20102015 Seq. Line : 2 o 2//
LC1260 Location : Vial 2 /lwﬁ>\ "
1 12/9/2015 9:89:51 AM Inj 1 H ﬂ‘j<
Inj Volume : 28.866 pl .

1068 OV 15MIN 28UL.M

1 12/9/2@15 8:37:43 AM by Simil2©162015

D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 ©8-41-41
\1@ TO 18@ OV 15MIN 2BUL.M (Sequence Method)

3/11/2816 3:85:83 PM by SYSTEM

(modified after loading) (Current integration events modified)

Chemical Formula: C37Hs1N5OgS
Exact Mass: 725.3458

DAD1 A. Sig=254 .4 Ref=off (D:\2014\CH.. ATADATA\CYCLISATION TIME COURSES 2015-12-00 08-41-411002-0201.D)
mAU 9 @ 5
404 8 & 4 =
20 %, J
0- B
20
40|
L T L ™ T T U T
0 25 5 75 10 3 15 175 20 225
DAD1 B, Sig=216.4 Ref=off (D\2014\CH.. ATADATA\CYCLISATION TIME COURSES 2015-12-09 08-41-41\002-0201.0)
mAU j 5
] 3
200 0 -
E &
100 - o=
E| al
Dj -
-100 - | !
-200
i 1 T LA URE T L T "
0 25 5 7.5 10 12.5 15 17.5 20 2£.§
Sorted By Signal
Multiplier 1.0060
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min]  [mAU*s] [mAU] %
R B e TR | oemmmeeees | -ommmeeee [-mmeeeee |
1 2.130 BB 6.3460 586.05396 20.71649 11.2059
2 3.295 BY 8.9111 2659.98999 39.12846 56.8616
3 4.578 W 9.7974 1601.84785 24.,41543 30.6289
4 11.407 BV ©.1722 381.96857 30.96078 7.3036
Totals : 5229.85956 115.16116
LC1260 3/11/2016 3:05:24 PM SYSTEM Page 1 of 2

66

S

mil

__mir



Data File D:\2014\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-09 ©8-41-41\004-0401.D
Sample MName: Pro S epi AIP I EDCI T=1

Acq. Operator : Simil20102015

Seq. Line : 4
Acq. Instrument : LC1268 Location : vial 4
Injection Date : 12/9/2015 10:02:04 AM Inj : 1

Inj Volume : 5@.666 pl
Acg. Method

1ee@ ov 15MIN 5euL.M
Last changed 1 12/9/2015 8:34:52 AM by Simil2@102015
Analysis Method :

\1@ TO 1@8 OV 15MIN 56UL.M (Sequence Method)
Last changed 1 3/11/2016 3:07:01 PM by SYSTEM

(modified after loading) (Current integration events modified)

: C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-09 08-41-41\1@ TO

D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2015-12-09 08-41-41

‘ &
200 } W
100 '
i
-100 -
I : T T — U * — e A . Y _
0 25 5 7.5 10 125 15 17.5 20 225 mi
DAD1 B. Sig=216 4 Ref=off (D:\2014\CH...ATA\DATA\CYCLISATION TIME COURSES 2015-12-09 08-41-411004-0401.0)
mAU | 5 >
1 B =
100 - o 8 £
RS |
0- "
-100 - i ' '
-200 -
i | T T -
0 2.5 5 75 10 125 15 17.5 20 225 mit
Area Percent Report
Sorted By Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
S R P |--ommeeee |-onemeeee [-mmmeee |
1 1.581 BV ©.1396 3367.25024 352.04962 54.4977
2 1.733 VB ©.1370 2811.45020 306.56219 45.5023
Totals : 6178.70044 658.61182
LC126@ 3/11/2016 3:07:44 PM SYSTEM Page 1 of 2

67



Data File D:\2@14\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-09 08-41-41\005-86501.D

Sample Name: Pro S epi AIP I EDCI T=2

Acq. Operator : Simii2e1e2015 Seq. Line :

Acq. Instrument : LC126@ Location

Injection Date : 12/9/2015 10:28:28 AM Inj
Inj Volume :

5

1 Vial 5

1
50.008 ul

Acqg. Method

Last changed
Analysis Method :

Last changed

: C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-89 ©8-41-41\18 TO

10@ OV 15MIN 5QUL.M

1 12/9/2015 8:34:52 AM by Simil28102015

D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2015-12-09 08-41-41
\1@ TO 1@ OV 15MIN 58UL.M (Sequence Method)

: 3/11/2016 3:08:14 PM by SYSTEM

(modified after loading) (Current integration events modified)

DAD1 A, Sig=254 4 Ref=off (D\2014\CH. ATADATACYCLISATION TIME COURSES 2015-12-09 08-41-41\005-0501 D) o
mAU =
] &
200 - =
1001
u;'
100 ] .
E . ' T . T B - . - T T o T T T T T T L T
25 5 7.5 10 12.5 15 175 0 225 mi
DAD1 B, Sig=216,4 Ref=0lf (D2014\CH.. ATA\DATA\CYCLISATION TIME COURSES 2015-12-09 08-41-411005-0501.D)
mAU - 5 o
0 &
] + S
100 T
PR R—
100 ] '
200 4
-I T T T T T N T T T 1 '
0 2.5 5 7.5 10 12.5 15 17.5 20 225 mi
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
Rl REREE R EEE |-mmemeee [--meneee |-mmmeee |
1 1.685 BV ©.1429 2877.90430 320.21597 52.3450
2 1.720 VB ©.1291 2620.05444 321.40698 47.6550
Totals 5497.95874 641.62296
LC1266 3/11/2016 3:08:27 PM SYSTEM Page 1 of 2
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Data File D:\2@14\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-99 88-41-41\P06-0601.D
Sample Name: Pro S epi AIP I EDCI T=3

Acq. Operator 1 5imil128182015 Seq. Line : 6
Acq. Instrument : LC126@ Location : Vial 6
Injection Date : 12/9/2@15 10:54:51 AM Inj : 1
Inj Volume : 5@.000 pl
Acq. Method 1 C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-89 08-41-41\10 TO
16@ OV 15MIN 5euL.M
Last changed 1 12/9/2015 8:34:52 AM by Simil20182015

Analysis Method : D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 08-41-41
\1le TO 1@e OV 15MIN 58UL.M (Sequence Method)

Last changed 1 3/11/2016 3:08:17 PM by SYSTEM
(modified after loading) (Current integration events modified)

ey - : T T T e — -
| o] 25 5 7.5 10 12.5 15 17.5 20 225

[ DAD1 B, Sig=216.4 Ref=off (D72014\GH .. AT ADATACYCLISATION TIME COURSES 2016-73-06 0841 -411006-0601 0)
| mAU | 3 g
200 i S
| 100i )
3 I
0
1 1
-100
-200
— T T T | A | T T
o0 25 5 7.5 10 125 15 17.5 20 225

Area Percent Report

Sorted By Signal
Multiplier 1.0000
Dilution 1.00008

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 A, Sig=254,4 Ref=off

Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
ceeefmne [ P [-nmmmmeees |-mmee e |-oeeeees |
1 1.595 BV 0.1423 3228.24658 347.73294 54.0304
2 1.715 VB 9.1271 2746.62378 337.04803 45.9696
Totals : 5974.87836 684.78093
LC1260 3/11/2016 3:88:52 PM SYSTEM Page 1 of 2
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Data File D:\2014\CH.

..C DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 ©8-41-41\p87-8701.D
Sample Name: Pro S epi AIP I EDCI T=4

Acq. Operator
Acq. Instrument :

Injection Date
Acq. Method

Last changed
Analysis Method :

Last changed

: Simil20102015 Seq. Line : 7
LC1260 Location : Vial 7
1 12/9/2015 11:21:12 AM Inj : 1
Inj Volume : 50.000 pl

: C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2815-12-89 08-41-41\10 TO

106 OV 1S5MIN 5eUL.M

1 12/9/2@15 8:34:52 AM by Simil20102015

D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2015-12-09 08-41-41
\16 TO 180 OV 15MIN 58UL.M (Sequence Method)

1 12/9/2015 8:34:52 AM by Simil2e1e2@15

DADT A, Sig=254.4 Ref=off (D12014\CH.. ATA\DATA\CYCLISATION TIME COURSES 2015-12-09 @8-41-41\007-0701.0)
mAU g
i @
300 -
200 § = -
1 oy =
100 B a b
Df : - ——
100 |
T i T o i T L B T T T T T
0 25 5 - 75 10 125 15 175 20 225 mit
DAD1 B, Sig=216 .4 Ref=off (D:\2014\CH.. ATAIDATA\CYCLISATION TIME COURSES 2015-12-09 08-41-411007-0701.0)
mAU 2
. B
400 - | -
1 o S
200 s e -
“@ 5 = -
d & oy P~ ™~
0 ! = & © © o
i Por, . = 7
-200 - ‘ '
A : — .
| 0 25 7.5 10 125 15 175 20 225 mir
Sorted By Signal
Multiplier 1.6000
Dilution 1.0080
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min]  [mAU*s] [mAU] %
R e |-omrmeeee |-nmmeees |-oeeeee |
1 1.6@3 BV ©.1725 5201.67871 458.07654 10.4150
2 1.716 VB ©.1248 3381.00098 425.11902 6.7696
3 3.346 BB 2.6305 4.09253e4 188.53644 81.9426
4 10.213 BB 0.2607 127.26412 6.437180 @.2548
5 12.241 BB 1.4487 308.64209 2.53808 8.6180
Totals : 4.99439e4 1080.70718
LC1266 3/11/2016 3:17:17 PM SYSTEM Page 1 of 2
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Data File D:\2014\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 ©88-41-41\088-2801.D
Sample Name: Pro S epi AIP I EDCI T=5

Acq. Operator : Simil20102015 Seq. Line : 8
Acq. Instrument : LC1260 Location : Vial 8
Injection Date : 12/9/2815 11:47:34 AM Inj :+ 1
Inj Volume : 50.000 pl
Acq. Method 1 C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-89 88-41-41\18 TO
106 0OV 15MIN 56UL.M
Last changed : 12/9/2015 8:34:52 AM by Simil20102015

Analysis Method : D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2@015-12-09 08-41-41
\16 TO 1@@ OV 15MIN 58UL.M (Sequence Method)
Last changed : 12/9/2015 8:34:52 AM by Simil20102015

DADT A, Sig=254.4 Ref=off (D:\2014\CH... ATA\DATA\CYCLISATION TIME COURSES 2015-12-00 08-41-41\008-0801.0)

mAU @
] &
200 - -
i 2 v
3 ] &
100 = g
0 ! P
400
. — — et — —
L o2 5 7. 10 12.5 15 17.5 20 225 m
DADT B. Sig=216.4 Ref=off (D\2014CH.. ATADDATACYCLISATION TIME COURSES 2015-12-09 08-41-41\008-0801.0)
mAU iy @
3 Q o
100 ™ = > B
50 =8 g o
0 . i @ o 2
-50 ) &
-100 - | =
-150 | ! b
| -200
| T — T 1 w T 1 1
| o 25 5 . 10 12.5 15 17.5 20 225 mi
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
e BT B |=mmmmeeees |-nmmmnee | -mmmeees l
1 1.606 BV ©.1476 2910.32282 315.53625 6.1846
2 1.716 VB ©.1274 2650.71338 330.95630 5.6329
3 3.356 BB 2.8918 4.13931e4 177.55893 87.9624
4 10.215 BB 9.2443 103.56112 5.58528 9.2201
Totals : 4.78577e4  829.63676
LC1260 3/11/2016 3:17:39 PM SYSTEM Page 1 of 2
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Data File D:\2014\CH...C DATA\DATA\CYCLISATION TIME COURSES 2@815-
Sample Name: Pro S epi AIP I EDCI T=6

Acq. Operator : Simil20102015 Seq. Line :
Acg. Instrument : LC126@ Location :
Injection Date : 12/9/2015 12:13:57 PM Inj :

Inj Volume :

Acg. Method
100 OV 15MIN 560UL.M

Last changed 1 12/9/2015 8:34:52 AM by Simil2e162015

Analysis Method : D:\2@014\CHRIS HPLC DATA\DATA\CYCLISATION TI
\1@ TO 10@ OV 15MIN 56UL.M (Sequence Method

Last changed 1 12/9/20815 8:34:52 AM by Simii2e1e2e15

12-09 ©8-41-41\009-0901.D

50.000 pl

: C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-09 ©8-41-41\1@ TO

ME COURSES 2015-12-89 88-41-41
)

a3
1 oo
| @
| -
| 8 5 3
] b = o
o : I ). . - R .
400?
[ : L T T T T T ™ T " T o
0 2.5 5 75 12. 15 17.5 20 225 m
DAD1 B. Sig=216 4 Ref=oif (D:\2014\CH...ATADATACYCLISATION TIME COURSES 2015-12-09 08-41-41\009-0901.0)
mAU - b 3
E b i
100 - - ® _ e
50 = = 5 ~ o
0- 'y b 2 g o W
E| : o
50 Rl § s.ss“
-100 - " b
-150 4 ! T
-200
- — — r — T I LI T T
0 2.5 5 75 10 wig 15 jfs 20 225 mit
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
ceeef e R |- |=eeeeeees | -oeeeees |
1 1.589 BV ©.1806 4022.81079 329.05768 10,1141
2 1.723 VB ©.1354 2870.10156 323.77527 7.2160
3 3.355 BB 2.4141 3.25097e4 169.00912 81.7353
4 10.197 BB 8.2156 93.89954 6.45743  ©.2361
5 12.25@ BB 1.3976 277.87198 2.37042 0.6986
Totals : 3.97743e4  830.66993
LC1260 3/11/2016 3:18:81 PM SYSTEM Page 1 of 2
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Data File D:\2@14\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 88-41-41\6168-1861.D
Sample Name: Pro S epi AIP I EDCI T=7

Acq. Operator

Acq. Instrument :

Injection Date
Acq. Method

Last changed

Analysis Method :

Last changed

: Simil2e1e2e15 Seq. Line : 10
LC126@ Location : Vial 1@
12/9/2015 12:40:21 PM Inj : 1

Inj Volume : 50.000 pl

1 C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-89 ©8-41-41\18 TO

1e@ OV 15MIN 5eUL.M

1 12/9/2015 8:34:52 AM by Simi128102015

D:\2814\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 88-41-41
\1e TO 1@e oV 15MIN 5@UL.M (Sequence Method)

mi

DADT A, Sig=254.4 Ref=off (D\2014CH.. ATADATACYCLISATION TIME COURSES 2075-12-09 08-41-411010-1007.D)
mAU ] o
200 i
] % o« o o
100 - a & & 2
= g ¢
0 ‘ . o
100
T T A T U
0 25 7.5 10 12.5 15 175 0 2i5_
DAD1 B. Sig=216.4 Ref=0ff (D:\2014\CH.. ATADATACYCLISATION TIME COURSES 2015-12-00 08-41-41\010-1001 D)
mAU - 2
) ©
3 = o =
100 3 2 o =
: - © @ o g =
0- o . & 28 T o F
' 28 L
100 o o
| 200 .
| T T T T " T i
i 0 2.5 5 7.5 10 12.5 15 175 20 722‘.5
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
T R |=emmneeee | -mmmmnneee l-mmmeees !
1 1.685 BV ©9.1772 4489.14160 329.06613 11.4893
2 1.717 VB 0.1265 2783.65601 343.530824 7.1244
3 3.355 BB 2.3539 3.16887e4 168.51677 81.1829
4 10.213 BB ©.2389 64.0398@ 3.57667 9.1639
5 12.242 BB ©.1880 22.24874 1.602084 0.0569
6 13.100 BB 2.2078 24.43504 1,87783 09.0625
Totals : 3.90722e4 848.16968
LC126@ 3/11/2016 3:18:19 PM SYSTEM Page 1 of 2
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Data File D:\2014\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 ©8-41-41\811-1161.D
Sample Name: Pro S epi AIP I EDCI T=8

Acq. Operator 1 5imil2@182015 Seq. Line : 11
Acq. Instrument : LC1260 Location : vial 11
Injection Date : 12/9/2015 1:06:46 PM Inj : 1
Inj Volume : 50.000 ul
Acq. Method 1 C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-89 08-41-41\18 TO
108 OV 15MIN 58UL.M
Last changed 1 12/9/2015 8:34:52 AM by Simil20102015

Analysis Method : D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2015-12-0S 08-41-41
\1e TO 1@@ OV 15MIN 50UL.M (Sequence Method)

Last changed : 12/9/2015 8:34:52 AM by Simil20102015
[“'""'”"bﬁo?kféﬁﬁééiRééaﬁa)monucH,ATA@ATAEYCUSAHON11MECOURSES2m542090&4141mﬁ-m01m
I mAU 2
| 200- i
=]
B w = @ [}
100 i a8 5 &
B = = 9
0 L - S S R
-100 -
IS o — S e N — S
L 0 2.5 5 7.5 10 ‘__‘_“1é§_ 15 17.5 20 225
DAD1 B. Sig=216.4 Ref=off (D:\2014\CH...ATA\DATA\CYCLISATION TIME COURSES 2015-12-08 08-41-41\011-1101.D)
mAU 3 by
E 8 o
100 b3 = - §
50 = = by o - o
0 vy ' =~ % % T N
50 - ' S 3 -
100 - ' i T
-150 ! C
-200
i : : _— : . -
0 25 5 7.5 10 12.5 15 175 20 225
Area Percent Report
Sorted By : Signal
Multiplier : 1.6000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
el R e Reeee |ommemenee |-eemeeeeee [-ommeee |
1 1.608 BV ©.1869 4166.4@8869 335.40826 8.4552
2 1.715 VB ©.1@96 2818.24805 343.94464 5.7193
3 3.356 BB 2.9109 4.17501ed  177.7@731 84.7267
4 16,211 BB 0.2299 58.64925 3.,42352 0.1196
5 11.379 BV 9.3491 37.02816 1.39740 ©.0751
6 12.238 VB 1.7572 445.76926 3.01@096  0.9046
Totals : 4.92762e4  864.89209
LC126@ 3/11/2016 3:18:42 PM SYSTEM Page 1 of 2
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Data File D:\2014\CH...CYCLISATION AND CPGP175 DEPROTECTION 2015-12-16 16-43-38\004-9101.D
Sample Name: Pro S epi AIP I EDCI T=1

Acq. Operator 1 Simil20102015 Seq. Line : 1
Acq. Instrument : LC1268 Location : vial 4
Injection Date : 12/10/2015 4:45:56 PM Inj : 1

Inj Volume : 100©.600 ul

Acq. Method 1 C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2815-12-10 16-43

-38\1@ TO 10 OV 15MIN 180UL.M
Last changed 1 12/16/2015 4:12:03 PM by Simil28162015

Analysis Method : D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2815-12-

10 16-43-38\106 TO 1@ OV 15MIN 106UL.M (Sequence Method)
Last changed : 12/14/2015 1:10:24 PM by Simil20162015
(modified after loading) (Current integration events modified)

DAD1 A. Sig=254 4 Ref=off (D\2014\CH..LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\004-0101.0)

|
75 -
1 T T T J
0 5 R . — 25 _mi
DAD1 B. Sig=216.4 Ref=off (D:\2014\CH...LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-381004-0101.0)
mAU 1 el
1 o5
004 3 &
150 - = ? 8
-k I !
; T
. . .
0 5 10 15 20 ﬂizg i
Area Percent Report
Sorted By : Signal
Multiplier H 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Signal 2: DAD1 B, Sig=216,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
el TR e P |-mmmmemeee |-ommeeeee- | -oeeeees |
1 1.463 BV 9.2446 3036.20068 153.58002 26.0546
2 9.959 W ©.3315 4390.29346 164.40900 37.6746
3 1e.113 vB 8.1585&?154.8454@ 277.88388 27.0728
4 12.892 VB 0.1419 1071.86414 104.28788 9.1980
Totals : 1.16532e4 700.16877
LC1260 3/15/2016 8:52:22 AM SYSTEM Page 1 of 2
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Data File D:\2014\CH...CYCLISATION AND CPGP175 DEPROTECTION 2815-12-10 16-43-38\005-0201.D

Acq. Operator : 5imil20102015 Seq. Line : 2
Acq. Instrument : LC1268 Location : Vial 5
Injection Date : 12/18/2015 5:17:48 PM Inj : 1

Inj Volume : 106.000 ul

Acq. Method : C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 20815-12-18 16-43

-38\1@ TO 166 OV 15MIN 1@eUL.M

Last changed :12/10/2015 4:12:03 PM by Simil20102015
Analysis Method : D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-

1@ 16-43-38\1@ TO 1@@ OV 15MIN 108UL.M (Sequence Method)

Last changed 1 3/15/2016 8:54:32 AM by SYSTEM

(modified after loading) (Current integration events modified)

DADT A, Sig=254 4 Ref=off (D:\2014\CH.. LISATION AND CPGP175 DEPROTEGTION 2015-12-10 16-43-381005-0201 D)

[="s)
i}
—

T v 1 T T T — T T T T T T
5 10 15 20 25

min

DADT B, Sig=216,4 Ref=off (D:\2014\CH...LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\005-0201.0)

-9.98307

~=12.090

Sorted By : Signal
Multiplier : 1.0000
Dilution 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 A, Sig=254,4 Ref=off

Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
el R P [-ommmneees |-mmnmeeees J-oemneee |
1 1.548 BV ©.1986 1781.25818 112.59834 67.5538
2 1.795 VB ©.1072 855.54169 111.93997 32.4462

Totals : 2636.79987 224.53831

LC1260 3/15/20816 8:54:44 AM SYSTEM Page

76
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Data File D:\2@14\CH...CYCLISATION AND CPGP175 DEPROTECTION 2015-12-16 16-43-38\006-0301.D
Sample Name: Pro S epi AIP I EDCI T=3

Acq. Operator : Simil2ele2eis Seq. Line : 3
Acq. Instrument : LC126@ Location : Vvial 6
Injection Date : 12/16/2015 5:49:29 PM Inj : 1
Inj Volume : 100.000 pl
Acq. Method : C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-16 16-43
-38\16 TO 166 OV 1SMIN 1eeuL.M
Last changed :12/18/2015 4:12:83 PM by Simil20162015

Analysis Method : D:\2814\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-
18 16-43-38\1@ TO 1@@ OV 15MIN 188UL.M (Sequence Method)

Last changed 1 3/15/2016 8:54:32 AM by SYSTEM
(modified after loading) (Current integration events modified)

T v T T T T - T v v — v -
5 10 15 20 25

DAD1 B. Sig=216.4 Ref=off (D:\2014\CH.. LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\006-0301 D)

~9.8%11

12,096

Sorted By H Signal
Multiplier : 1.0000
Dilution : 1.00600

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s ] [mAU] %

R [ RS- |+emmmme e J-eenee |

1 1.585 BV ©.2453 2191.87305 128.33954 68.0926
2 1.796 VB ©.1123 1027.88752 124.38364 31.9074

Totals : 3218.96857 252.72318

LC126@ 3/15/2016 8:55:26 AM SYSTEM Page 1 of 2
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Data File D:\2@14\CH...CYCLISATION AND CPGP175 DEPROTECTION 2015-12-18 16-43-38\007-8481.D
Sample Name: Pro S epi AIP I EDCI T=4

Acqg. Operator : Simil20102815 Seq. Line : 4
Acg. Instrument : LC1260 Location : vial 7
Injection Date : 12/10/2015 6:21:19 PM Inj : 1
Inj Volume : 100.006 pl
Acq. Method : C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-1@ 16-43
-38\1@ TO 1@ OV 15MIN 18euL.M
Last changed : 12/10/2015 4:12:83 PM by Simil20162015

Analysis Method : D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-
10 16-43-38\10 TO 166 OV 15MIN 188UL.M (Sequence Method)

Last changed : 3/15/2016 8:55:17 AM by SYSTEM
(modified after loading) (Current integration events modified)

T T T T T T T v
10 15 20 25

— 5 . I
DADT B, Sig=216 4 Ref=aff (D\2014\CH_ LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\007-0401.D)
mAU o
800 &
1 ~
600 — Ay o
400 =
: 3 A -
200~ - 7 S
=
0 Ly W
— . . S A — — ——
0 o 5 10 15 B 20 25
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.6000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %

S e [ R - |=-meees |
1 1.517 BV 8.1917 4909.50439 326.61376 72.3912
2 1.732 VB ©.1158 1872.40393 210.45964 27.6088

Totals : 6781.90833 536.47340

LC1260 3/15/2816 8:55:47 AM SYSTEM Page 1l of 2
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Data File D:\2@14\CH...CYCLISATION AND CPGP175 DEPROTECTION 2015-12-18 16-43-38\088-8501.D
Sample Name: Pro S epi AIP I EDCI T=5

Acq. Operator : Simil2@182015 Seq. Line : 5
Acq. Instrument : LC126@ Location : Vial 8
Injection Date : 12/10/2015 6:53:08 PM Inj : 1

Inj Volume : 160.000 pl

Acq. Method : C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-18 16-43

-38\1@ TO 1@ OV 1SMIN 1@euL.M
Last changed : 12/10/2015 4:12:83 PM by Simil20102015

Analysis Method : D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-

10 16-43-38\10 TO 186@ OV 15MIN 1eeUL.M (Sequence Method)
Last changed 1 3/15/2016 8:56:26 AM by SYSTEM
(modified after loading) (Current integration events modified)

mAU :‘ o
‘ s04 &
25 '
IS
‘ 25
50
Jﬁimi
. ‘ e — — — :
0 5 10 15 20 25 min
DAD1 B, Sig=216.4 Ref=off (D:\2014\CH.. LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\008-0501.D)
! 2
=
= |
7
s g & g
@ oD W O d
p = - o = &
(Wt = 1o 2 1T
R, o =
T N
_— . S
5 10 15 20 ,gb;ﬁ il
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
| R R [-mmemeeees |-mmmeemeee oo |
1 1.533 BV ©.2171 1665.01831 187.28703 60.6916
2 1.792 VB ©.1301 1@78.38867 112.23992 39.3084
Totals : 2743.40698 219,.52695
LC1268 3/15/2016 8:56:42 AM SYSTEM Page 1 of 2
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Data File D:\2@14\CH...CYCLISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\009-0601.D
Sample Name: Pro S epi AIP I EDCI T=6

Acq. Operator 1 Simil1201@e2015 Seq. Line : 6
Acq. Instrument : LC1260 Location : Vial 9
Injection Date : 12/10/2015 7:24:58 PM Inj : 1
Inj Volume : 100.6€0 pl
Acq. Method 1 C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-1@ 16-43
-38\10 TO 1@@ OV 1S5MIN 1@euL.M
Last changed 1 12/10/2015 4:12:83 PM by Simil20102015

Analysis Method : D:\2@14\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-
19 16-43-38\1@ TO 1@@ OV 15MIN 100UL.M (Sequence Method)
Last changed 1 3/15/2016 8:56:35 AM by SYSTEM

3.380
87
12.993

T T v T T T — T— T

— —
20 25 mir

. 0 5 10 S 4
| DAD1 B. Sig=216 4 Ref=cff (D\2014\CH.. LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-381009-0601.0)
3
[=H
s
(5] @
¢ g
- = S o
L3 1 0% = 8 «
k. - o e
™ ' [=1
i N
i5 ‘ 1t! ‘ 1.5 i . I Zb . ‘ 2‘57 _I . ‘ miry
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0008
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s ] [mAU] %
Seenfemeeee B |- | ommmmmmee |-omemeee |
1 1.4591 BV ©.2361 1843.86450 105.4@421 16.8162
2 1.727 W 9.0568 341.28214 89.78984 2.0020
3 1.795 VB ©.0843 635.22333 111.85163 3.7263
a4 3.389 BB 2.2422 1.40668e4 77.69736 82.5165
5 9.979 BV ©.1553  42.23698 3.69582 0.2478
6 1@.144 VB 6.14e4 69.88574 7.12447 8.4168
7 11,991 BV 6.1196 21.28784 2.54482 @8.1249
8 12.154 VB ©.1232 26.67034 3.07549 0.1564
Totals : 1.70472e4  401.18364
LC1260 3/15/2016 8:57:01 AM SYSTEM Page 1 of 2
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Data File D:\2014\CH...CYCLISATION AND CPGP175 DEPROTECTION 2815-12-16 16-43-38\010-07081.D
Sample Name: Pro S epi AIP I EDCI T=7

Acq. Operator 1 Simil2e1e2e15 Seq. Line : 7
Acq. Instrument : LC1260 Location : Vial 1@
Injection Date : 12/10/2015 7:56:5@ PM Inj : 1
Inj Volume : 100.806 ul
Acq. Method : C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2815-12-16 16-43
-38\1@ TO 180 OV 15MIN 1@8UL.M
Last changed : 12/18/2015 4:12:03 PM by Simil20182015

Analysis Method : D:\2814\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-
10 16-43-38\10 TO 1@ OV 15MIN 18eUL.M (Sequence Method)
Last changed 1 3/15/2016 8:56:55 AM by SYSTEM

DAD1 A, Sig=254.4 Ref=0ff (D:\2014\CH.. LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-381010-0701.0)
&
= -
o 3 2
8 £ - 32838 2 5
) @ - m®dn S =
: R s A & &
. PR
3 — e —— i S —
0 N 5 10 15 20 25 min
DAD1 B. Sig=216.4 Ref=off (D:\2014\CH_..LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\010-0701.0)
U =1
mA_;{‘ . g
w00 ¥ i 8
- o 2 i i ©
B 3 5 59 s 2
E LT @ © - @ @ &
0 \ -— o «© 7
L 4 7 o o & 11
50% I A £ =
-100 - e L S UL T ' - —
o s 10 15 i 20 25 _min
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.00608
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAaU] %
Rl CEEEE B |-nmmmeeee | -mmmmmeee |-oeeeeee |
1 1.466 BV ©.2237 1583,25232 94.39129 13.0924
2 1.703 W ©.0786 556.03668 100.48852 4.5980
3 1.792 VB ©.8808 579.42816 111.17802 4.7915
4 3.381 BB 1.6932 8997.04297 67.75424 74,3994
5 8.317 BB 9.2922 67.80720 3.83977 0.5607
6 10.149 BB 9.2199 86.47871 5.20270 8.7151
7 11.34@ BB 0.2114 18.46382 1.17442 8.1527
8 11.999 BV 0.1154 16.660037 2.87312 0.1373
9 12.165 VB 0.1362 26.37018 2.89770 @.2181
18 12.889 BB 0.1486 27.80781 2.64722 @.2300
LC1260 3/15/2016 8:57:22 AM SYSTEM Page 1 of 3
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Data File D:\2@14\CH...CYCLISATION AND CPGP175 DEPROTECTION 2015-12-18 16-43-38\011-0801.D
Sample Name: Pro S epi AIP I EDCI T=8

Acq. Operator : Simil20102015 Seq. Line : 8
Acg. Instrument : LC1260 Location : Vvial 11
Injection Date : 12/18/2015 8:28:43 PM Inj : 1

Inj Volume : 166.860 ul

Acq. Method ¢ C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-18 16-43

-38\1@ TO 18e OV 15MIN 1eauL.M
Last changed 1 12/10/2015 4:12:83 PM by Simil20102015

Analysis Method : D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-

10 16-43-38\10 TO 100 OV 15MIN 18QUL.M (Sequence Method)
Last changed © 3/15/2016 8:57:13 AM by SYSTEM
(modified after loading) (Current integration events modified)

[ DADT A, Sig=254 4 Ref=aff (D\2014\CH.. LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-381011-0801.0)

[ mau % .
7 V8 B2 2 o
B o
204 -
-40 =
60 - |
80— — . — — : _—
o 5 . 10 15 20 N 25 ~mit
} DAD1 B, Sig=216.4 Ref=off (D:\2014\CH.. LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\011-0801.0)
i mAU | )
0] ¥ z 2
- N -
50 2 ~g 8
5 s 20
0 = o = 5 2
] ‘ S @ &
o N 2
T w T e R T
0 5 10 15 20 25 mir
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
e R e | oememnnnee |-omemeeeee oo |
1 1.465 BV ©.1316 937.44293 96.23300 5.3785
2 1.574 W 8.0891 667.00934 103.61787 3.8212
3 1.677 W 8.0874 542.16125 93.82185 3.1066
4 1.791 VB 0.0814 608.92010 112.03243 3.4884
5 3.383 BB 2.2716 1.44600e4 78.48016 82.839@
6 9.987 BV ©9.1528 25.63412 2.25257 0.1469
7 10.153 VB 8.1351 41.03677 4,38950 0.2351
8 18,759 BB ©.1353 13.90667 1.51162 0.68797
9 11,287 BV 0.1033 13.99164 2.08774 0.0802
18 11.334 vB ©.1380 20.33339 2.080180 0.1165
LC1260 3/15/2816 8:57:39 AM SYSTEM Page 1 of 3
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Data File D:\2014\CH.

..C DATA\DATA\CYCLISATION TIME COURSES 2015-12-09 @8-41-41\013-1361.D

Sample Name: Pro S epi AIP I DCC T=1

Acg. Operator

Acq. Instrument :

Injection Date
Acg. Method

Last changed

Analysis Method :

Last changed

¢ Simil12e102815 Seq. Line : 13
1.C1268 Location : Vial 13
¢ 12/9/2015 1:59:28 PM Inj : 1
Inj Volume : 50.686@ pl

1 C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-89 @8-41-41\16 TO

180 OV 1SMIN SQUL.M

1 12/9/2015 8:34:52 AM by Simil201@2015

D:\2814\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 08-41-41
\16 TO 160 OV 1SMIN 58UL.M (Sequence Method)

: 12/9/2015 8:34:52 AM by Simil20182015

DAD1 A, Sig=254 4 Ref=off (D\2014\CH.. ATADATAICYCLISATION TIME COURSES 2015-12.09 08-41-41\013-1301.0)
mAU 1 =
€=
200 - w
] : 3 o -
4 © S @
100 < ; &
o ' oy ) e
100
; 4
L T T T T T U N i T T i
0 2.5 7.5 10 125 15 7.5 20 225 m
DAD1 B, Sig=216.4 Ref=off (D\2014\CH.. ATA\DATAICYCLISATION TIME COURSES 2015-12-00 08-41-41\013-1301 D)
E = o =
50- & 3 & g g
0+ e ~ E e s
-50 2
100 - B -
~150 4 ! T
-200
. — . . - :
0 2.5 5 7.5 10 125 15 175 20 225 m
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.6000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min]  [mAU%s] [maU] %
e R P |-mmmemnees [ -nenmneae | -omeeees |
1 1.685 BV 09.1915 4572,15869 347.44028 9.2912
2 1.713 VB ©8.1272 2888.10840 353.98679 5.8698
3 3.353 BB 2.8775 4.1353%e4  177.48935 84.08364
4 19.2082 BB 9.2351 98.66362 5.15845 9.1842
5 12.231 BB 0.9588 304.67273 3.82686 8.6191
Totals : 4.92095e4  887.82172
1.C1260 3/11/2016 3:19:25 PM SYSTEM Page 1 of 2
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Data File D:\2014\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 88-41-41\814-1401.D
Sample Name: Pro S epi AIP I DCC T=2

Acg. O
Acg. I
Inject

perator

nstrument :

lon Date

Acq. Method

Last ¢
Analys

hanged
is Method

Last changed

: Simil20102015 Seqg. Line :
1LC1260 Location

1 12/9/2015 2:25:56 PM Inj :

Inj Volume :

16e oV 15MIN 5eUl.M

: 12/9/2815 8:34:52 AM by Simil20102015
: D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 08-41-41

14

t vial 14

1
5@.000 ul

1 C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-89 08-41-41\18 TO

\1e TO 18@ OV 15MIN 58UL.M (Sequence Method)

: 12/9/2015 8:34:52 AM by Simil26102015

DAD1 A, Sig=254 4 Ref=off (D2014CH .. ATADATAICYCLISATION TiME COURSES 2015-12-00 08-41-41\014-1401 D}
mAU &
] -
200 il
: 0 8 =
100 G 3 &
0 R i i —~- [
~100 -
| T i T T ' U
0 25 : 12.5 15 175 20 25 mi
DAD1 B. Sig=216.4 Ref=off (D20141CH. ATADATACYCUSATION TIME COURSES 2015-12-00 08-41-41\014-1401 D)
mAU - 3 o
3 I+ o
R ™ o £
160 & = 3 &
; r ] <o e & b
o ® =3 g =
. P ]
1 : f R =
100 - ; ‘ W
-200 -
T T T i 1 T T T
aQ 25 5 7.5 10 12.5 15 17.5 20 225 mi
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.00008
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DADI A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
] RERRE R [ ormenmneas [ orenennnas [ oeeeeeee !
1 1.603 BV 0.1872 4779.18799 363.93860 9.7463
2 1.716 VB ©.1259 2873.19458 357.82588 5.8593
3 3.351 BB 2.8B653 4.11772e4 177.31512 83.9732
4 10.203 BB 8.2592 161.51819 8.150686 0.3294
5 12,238 BB 2.1792 44.,99989 3.51958 8.0918
Totals : 4.90361ed  909.94977
LC1260 3/11/2016 3:19:46 PM SYSTEM Page 1 of 2



Data File D:\2014\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-069 ©8-41-41\015-1581.D

Sample Name:

Pro S epi AIP I DCC T=3

Acq. Operator : Similzelez015 Seq. Line : 15
Acq. Instrument : LC126@ Location : Vial 15
Injection Date : 12/9/2615 2:52:11 PM Inj : 1
Inj Volume : 56.008 ul
Acq. Method t Ci\CHEM32\1\DATA\DEMC\CYCLISATION TIME COURSES 2015-12-09 08-41-41\1@ TO
108 OV 15MIN S50UL.M
Last changed 1 12/9/2015 8:34:52 AM by Simil20182015
Analysis Method : D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 20815-12-89 88-41-41

\1@ TO 186 OV 15MIN S6UL.M (Sequence Method)

Last changed 1 12/9/2815 8:34:52 AM by Simil26102015

DADT A, Sig=254 4 Ref=off (D\2014\CH.. ATA\DCATA\CYCLISATION TIME COURSES 2015-12-09 08-41-41\015-1501.D)

mAU ] =Y
] @
200 - T
B [{=]
: 8 5 8§
100 - s s 2
K b 1 b L
0 ! i .
~100 -
H3
T T N T T L N A AL L N T
] 25 5 7.5 10 12.5 15 17.5 20 225 mir
DAD1 B. 5ig=216.4 Ref=off (D \2014\CH .. ATADATA\CYCLISATION TIME COURSES 2015-12-00 08-41-41\015-1501 D)
mAU ] 5 P
3 8 £
100 Te 2 - e 2
S0~ = P B o 9
0- e B 2 o 0 oF
: i o % 88
—50j ; ' »fo, - e
-100 . L mE
150 3 ! o
-200 -
T T T N T I T T I T T T R T T B P ’ T e
0 25 5 7.5 10 12.5 15 17.5 20 225 mit
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution 1.00008
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %

1.583 BV ©.1199 2985.13208 335.22275 7.7443
1.725 VB ©.1354 2756.44702 311.15768  7.1518

10.191 BB 9.2544 122.40668 6.72286 ©.3176

1
2
3  3.356 BB 2.4180 3.26423e4  169.10605 84.6840
4
5

12.227 BB 9.1463  39.73694 3.98539 8.1831

3.85461led  826.19473

LC1266 3/11/2016 3:20:84 PM SYSTEM Page 1l of 2
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Data File D:\2014\CH...C DATA\DATA\CYCLISATION TIME COURSES 2035-12-09 08-41-41\816-1681.D
Sample Name: Pro S epi AIP I DCC T=4

Acq. Operator 1 5imil120162015 Seq. Line : 16
Acqg. Instrument : LC1260 Location : vial 16
Injection Date : 12/9/2015 3:18:32 PM Inj : 1
Inj Volume : 5@.860 pl
Acg. Method ¢ C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-89 £8-41-41\1¢ TO
100 OV 15MIN S8UL.M
tast changed 1 12/9/2015 8:34:52 AM by Simil201020815

Analysis Method : D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 908-41-41
\16 TO 100 OV 1SMIN SeuL.M (Sequence Method)
Last changed 1 12/9/2815 8:34:52 AM by Simil20102015

DAD1 A, 5ig=254.4 Ref=off (D\2014\CH, ATA\DATA\CYCLISATION TIME COURSES 2015-12-08 08-41-41\016-1601 D)

mAL} =
; o
200 + -
] -8 g2 g g
100 ] P S : :
04 ' 1 LT T
-100 -
1 T 7T T A A [T | T T
0 2. 5 7.5 10 ’ 15 17.5 20 225 m
DAD1 B, Sig=216.4 Ref=off (D'201ACH ., ATAIDATACYCLISATION TIME COURSES 2015-12-08 08-41-411016-1601 D)
mAU ] % o
100 4 = © - )
50 58 & g S
0 T ¥ 23 % oo
50 : - 287
-100 - i T
; | Wt
-150 - i
-200 -
T T L T T L A T T
] 25 5 75 10 12,5 15 17.5 20 22.5 mi
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.9000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DADL A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s ] [mAUT %

1 1.581 BV 0.1490 3199.37695 324.78987 8.2637
2 1.726 VB 0.1294 2664.96948 312.72717  6.8833
3 3.356 BB 2.4654 3.26748e4  169.76886 84,3956
4 10.189 BB 9.2567 137.00867 7.84991  @.3539
5 11.352 BB 9.1482  10.37941 1.04253 0.0268
6 12,213 BB @.1620  29.76581 2.75120  0.e767

Totals : 3.87163e4 818.84955

LC1260 3/11/2016 3:208:23 PM SYSTEM . Page 1 of 2
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Data File D:\2014\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-99 ©8-41-41\017-17€1.D
Sample Name: Pro S epi AIP I DCC F=5

Acq. Operator

Acq. Instrument :

Injection Date
Acq. Method

Last changed

Analysis Method :

Last changed

: Simil2e102015 Seq. Line : 17
LC126@ Location : Vial 17
1 12/9/2015 3:44:54 PM Inj : 1
Inj Volume : 50.086 pl

1 C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-089 ©98-41-41\10 TO

166 OV 15MIN SeUL.M

1 12/9/2@15 8:34:52 AM by 5imil20102015

D:\2814\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2015-12-09 @8-41-41
\18 TO 180 OV 15MIN 50UL.M (Sequence Method)

: 12/9/2015 8:34:52 AM by 5imil20102@15

DAD1 A, Sig=254 4 Ref=off (D12014\CH., ATADATACYCLISATION TIME COURSES 2015-12-09 08-41-41\017-1701.D)
mAU Y
; @
200 -
- ¥ -
5 Q = -
E o bl [T
100 pid 5 29N
| ; Ca ERSURAN
O ‘ 1
100 -
“V I D T T T LR T T | '
0 2.5 7.5 10 2.5 15 17.5 20 22.5 m
DADTB. Sig=216.4 Refsoft (D\2014ACH. . ATADATACYCLISATICN TIME COURSES 2015-12-08 08-41-411017-1701 D)
mAU @ B
; ks s
100+ ™ 8 e P
‘ 2 ¢ £ P
: L] © © b o v
0- T ® =8 EE-N
: bl c8.2
£ -
100 - ;1 ! g
-200 -]
T N T T T i T T i
0 25 5 7.5 10 125 15 17.5 20 225 mi
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sip=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
e P Jrmmmmneees [oerenmeees |=emrneas l
i 1.581 BV 6.1918 4623.04297 347.97897 11.4518
2 1.726 VB 0.1327 2822.01587 326.9€796 6.9899
3 3.351 BB 2.4078 3.27222e4  165.99074 81.8506
4 10.186 BB @.2514 135.57306 7.87972  ©.3358
5 11.351 BB 0.1643 21.82674 1.95492 9.8541
6 12.211 BB 0.16206  47.89104 4.43376 ©.1186
Totals : 4.03726e4  858.34601
LCi268 3/11/2016 3:20:42 PM SYSTEM Page 1 of 2
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Data File D:\2814\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 08-41-41\818-1861.D
Sample Name: Pro S epi AIP I DCC T=6

Acq. Operator : 5imil20102015 Seq. Line : 18
Acqg. Instrument : LC1268 Location : Vial 18
Injection Date : 12/9/2015 4:11:15 PM Inj : 1
Inj Volume : 58.088 pl
Acq. Method 1 C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2615-12-09 ©8-41-41\10 TO
160 OV 15MIN 50UL.M
Last changed 1 12/8/2015 8:34:52 AM by Simil20102015

Analysis Method : D:\2814\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2815-12-09 88-41-41
\18 TO 168 OV 15MIN 58UL.M {Sequence Method)
Last changed : 12/9/2015 8:34:52 AM by Simil126102015

DADT A. Sig=254.4 Ref=cll (D:\2014\CH. ATADATACYCLISATION TIME COURSES 2015-12-08 08-41-4 1\018-1801.0)
mAU ] =
] @
200 - 'r
2 © [T
1 \ 4 . T
o] Ee g iy
-100 -}
] g
: TP OTOT ¥ | R L LA i 7 i T i T T I g
0 25 5 7.5 10 125 15 17.5 20 225 m
DADT 8. Sig=216.4 Ref=off (D\Z014CH. ATADATAWCYCLISATION TIME COURSES 20715-12-08 08-41-411018-1801 D
mAU ] § ]
100 4 % T g
50 - g 5 B o =
E IR 9 ~ b 3}
ol " g 8 gd
-50 4 : o =2
-100 4 ‘ g
-150 - ‘ v
-200
T T T i T T T H T
0 25 5 7.5 10 12.5 15 17.5 20 225 m
Area Percent Report
Sorted By : Signal
Multiplier : 1.6000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DADL1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [maU] %
] R P P |-mmmmmees | eemmmeeees | oomnnnee |
1 1.588 BV ©.1184 2893.84497 329.67761 7.5922
2 1.722 VB 9.13e3 2587.79492 307.17178 6.7892
3 3.355 BB 2.4080 3.24771e4  169.45660 85,2058
4 16,188 BB 9.2576 105.208487 5.35%66 8.2760
5 11.350 BB 8.1753 24.47615 2.84594 8.8642
6 12.2087 BB 9.1749 27.63758 2.35579 0.8725
Totals : 3.81161e4 816.07138
L.C1260 3/11/2016 3:21:00 PM SYSTEM Page 1 of 2
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Data File D:\2014\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 ©8-41-41\019-1901.D

Sample Name: Pro S epi AIP I BCC T=7

Acg. Operator : Similzei1e2e1s Seq. Line :
Acq. Instrument : LC1260 Location :
Injection Date : 12/9/20815 4:37:37 PM Inj :

Inj Volume :

19
Vvial 19
1
5@.808 pl

Acq. Method

Last changed

Analysis Method :

Last changed

o C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2815-12-89 88-41-41\18 TO
180 OV 15MIN 58UL.M

: 12/9/2015 8:34:52 AM by Simi12@182815

D:\2814\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2615-12-09 88-41-41

\1@ TO 18@ OV 15MIN 568UL.M (Sequence Method)

: 12/9/2015 8:34:52 AM by Simil2016201S

DAD1 A, Sig=254 .4 Ref=off (D\20141CH.. ATADATAICYCLISATION TIME COURSES 20715-12-09 08-41-41\019-1901.D)
mAl ®
b o
200 - ““
] B b4 & oF
100 i = d88
] ° r©zo
0] R PE E urhan
-100 - :
1 u
T v T U | A I A | S T T T T
0 2.5 5 7.5 10 12.8 15 17.5 20 22.8 mi
DADT B, Sig=216.4 Ref=cff (D\201ACH . ATADATACYCLISATION TIME COURSES 2016-12-09 06-41-41\019-1001 D)
mAl ] S 3
o -
z ™ - S
WO ROE g T og §
- o oS o -] H
of * e Sr¥,
i @ 2 : 2 $ Q
100 - ; b EREAES 2
e i P b
-200 h
T T 1 T I T i ¥ T T
0 25 5 75 10 12.5 15 17.5 20 225 mi
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.00600
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, 5ig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min} [mAU*s ] [mAU] %
e e |-nmmmmeees | -emmmmeees [ oeeeenae |
1 1.601 BV 0.1236 3045.34766 330,10397 6.4429
2 1.718 VB ©.1098 2739.89038 340,63965 5.7967
3 3.358 BB 2.8858 4.12533e4 177.08985 87.2783
4 10.199 BB 8.2294 125,25597 7.25652 0.2650
5 11.367 BB 0.1847 49.42875 3.92963 8.1846
6 11.869 BV 8.1399 18.39248 1.16696 0.08220
7 12.224 VB 8.1741 42.75997 3.41457 2.8905
Totals : 4.72664e4 863.60035
1.C12608 3/11/2016 3:21:16 PM SYSTEM Page 1l of 2
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Data File D:\2014\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-09 08-41-41\020-2001.D
Sample Name: Pro S epi AIP I DCC T=8

Acg. Operator

Acq. Instrument :

Injection Date
Acq. Method

Last changed

Analysis Method :

Last changed

: Simil20102015 Seq. Line : 20
LC1260 Location : Vial 20
1 12/9/2015 5:04:02 PM Inj : 1
Inj Volume : 508.600 pl

1 C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-89 ©8-41-41\1¢ TO

10¢ OV 15MIN 5UL.M

1 12/9/2015 8:34:52 AM by Simil20102015

D:\2014\CHRIS HPLC DATA\DATANCYCLISATION TIME COURSES 2015-12-89 08-41-41
\1@ TO 100 OV 15MIN S8UL.M (Sequence Method)

0 12/9/2015 8:34:52 AM by Simil20102015

DAD1 A, Sig=254.4 Ref=0off (D \2014\CH. ATADATA\CYCLISATION TIME COURSES 2015-12-08 08-41-411020-2001 D)
mAU =
] &=
200 =~
) o [= .
1004 & 8RE £ 35E8
N~ o~ 2T ro
] ; LI e R T S ot
O.ﬁ
-100 -
= L L A I | L L L R | T T LA R
0 2.5 5 7.5 10 12.5 15 17.5 20 225 m
DAD1 B, Sig=216.4 Ref=off (D\2014\CH. . ATADATACYCLISATION TIME COURSES 2015-12-00 08-41-41020-2001 D)
mAL 7] b po- 8
aD
wlB g g e Ty
] T “ Q & 22 ay a2 ol
0~ - h , r~ ™~ o @ ‘;.3 e Ez
E K (ﬁo . [~ 3
-200- -
) T i T LR T T T T T ! ;
0 25 5 7.5 10 12.5 15 17.5 20 225 mi
Area Percent Report
Sorted By Signal
Multiplier 1.000e
Dilution 1.0060
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DADL A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s ] [maAU] %
Ol EEEEER R Jonemeeene f-mmmeeeees Joreneees |
1 1.68@ BV ©.1977 A705.84521 348.08038 14.1124
2 1.723 vB 9.1287 2841.90308 342.74042 8.5226
3 3.352 BB 1.9856 2.50345e4 158.24918 75.8765
4 7.252 BY 9.2866 59.79783 2.67723 8.1793
5 7.771 VB 0.1862 25.2579%6 1.86263 8.8757
<] 8.191 BB ©.1210 12.33597 1.61698 6.e379
7 9.872 BY 8.1921 122.83799 8.67838 8.3668
8 10.880 v ©.2573 269.69159 14.61151 8.8088
9 10.907 W 0.3375 161.59647 6.51323 0.4846
18 11.376 W 0.2279 92.23831 5.72746 8.2766
LC1260 3/11/2016 3:21:37 PM SYSTEM Page 1 of 3
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Data File D:\2814\CH...CYCLISATION AND CPGP175 DEPROTECTION 2015-12-18 16-43-38\013-1001.D
Sample Name: Pro S epi AIP I DCC T=1

Acq. Operator : $imil2e182015 Seq. Line : 18
Acq. Instrument : LC1260 Location : Vvial 13
Injection Date : 12/18/2015 9:32:25 PM Inj : 1

Inj Volume : 100.008 ul

Acq. Method : C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43
-38\18 TO 186 OV 15MIN 108UL.M
Last changed 1 12/10/2015 4:12:83 PM by Simil28102015

Analysis Method :

10 16-43-38\10 TO 100 OV 15MIN 188UL.M {Sequence Method)

Last changed : 3/15/2016 B8:58:84 AM by SYSTEM

(modified after loading) (Current integration events modified)

D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-

DAD1 A. Sig=254 4 Ref=0ff {D\2014\CH .. LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-3%013-1001.0)

mAU 1 %
s IR
25 : ©
G ' ;s
-25 7
-50 <
75 b
T T T T 3 ” ! U ' T i T
0 5 10 15 20 25 min
DAD1 B, 8ig=216.4 Ref=off (D2014\CH. .LISATION AND CPGP175 DEPROTECTICN 2615-12-10 16-43-38\313-1001 D}
mAU w E g
160 < & o
100 - 3 3 !
; - oo
50 - o g r 8
E ©w o ] i
0 - LAY . ®
-50 - | 7 v -
-100 - ! v T T i i 7 r T T T i P T T
o} 5 10 15 20 25 miny
Area Percent Report
Sorted By : Signal
Multiplier : 1.0080
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] fmin] {mAU*s] [mAU] %
RN ] R B | neneeneas | < |
1 1.4%90 BV 9.2120 1773.21631 111.20480 10.6263
2 1.762 w 0.0544 349.67706  91.83134 1.9772
3 1.787 vB 0.0826 603.62054 112.52320 3.4130
4 3.383 BB 2.3448 1.49592e4 79.08295 84,5835
Totals : 1.76857e4  394.64230
LC1266 3/15/2016 8:58:36 AM SYSTEM Page I of 2
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Data File D:\2814\CH...CYCLISATION AND CPGP175 DEPROTECTICON 2615-12-10 16-43-38\014-1101.D
Sample Name: Pro S epi AIP I DCC T=2

Acq. Operator : Similzelez2015 Seq. Line : 11
Acg. Instrument : LC1260 Location : Vial 14
Injection Date : 12/18/2015 10:04:14 PM Inj : 1
Inj Volume : 100.860 pl
Acq. Method T C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43
-38\1¢ TO 160 OV 15MIN 106UL.M
Last changed t12/18/2015 4:12:03 PM by Simil2e1e2e15

Analysis Method :

l.ast

16 16-43-38\18 TO 188 OV 15MIN 188UL.M (Sequence Method)

changed 1 3/15/2016 8:58:38 AM by SYSTEM
{modified after loading) (Current integration events modified)

D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-

DAD1 A, Sig=264,4 Ref=cff (D\2014\CH_. LISATION AND CPGP175 DEPROTEG 110N 2015-12-10 16-43-38\014-1101 D)
mAU_: ?’%
BOE
04 T 8 @
25 g @
e [Tr]
0 ¥ P
254
-50 -
754 it
L R T M e N R " T
0 5 10 1 25 min
DAD1 B. $ig=216.4 Ref=off (D \2014\CH . LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-381014-1101 D)
mAU ]
300 - z £
s &
200 o - S
§ g' 9
100 - T 6 % g“? B kE
0+ ! ° 1 ¢ ?: ! : !
; i ' A
-100 v T T ¥ T T ; § v T i T i ; T T
0 5 10 5 20 25 i
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.6000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, S5ip=254,4 Ref=off
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU#s ] [mAU] %
comsfemnenes RR] ER [oeenns | -mmeeeeees |- |
1 1.493% BV ©.1532 1512.82771 132.39766 11.08688
2 1.688 VvV 2.0858 499.43127 85.90598 3.6558
3 1.791 VB 0.8851 619.86835 111.04837 4.5374
4 3.386 BY 1.8387 1.06876e4 72.97361 78.2331
5 5.978 VB ©.3121 342.30881 13.86132 2.50857
Totals : 1.36613e4  416.17895
LC1260 3/15/2016 8:58:56 AM SYSTEM Page 1 of 2
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Data File D:\2014\CH...CYCLISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\@15-1201.D
Sample Name: Pro S epi AIP I DCC T=3

Acg. Operator
Acq. Instrument
Injection Date

Acq. Method

l.ast changed

Analysis Method :

Last changed

r $imil20102015 Seq. Line :

: 1.C126@ Location

1 12/10/2015 18:36:84 PM Inj
Inj Volume

-38\10 TO 1€@ OV 15MIN 10eUL.M

1 12/10/2015 4:12:83 PM by Simil20102015

12

: Vial 15

1

: 100.000 pl
: C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43

D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2815-12-
10 16-43-38\18 TO 186 OV 15MIN 180UL.M (Sequence Method)

: 3/15/2016 8:58:48 AM by SYSTEM

{modified after loading) (Current integration events modified)

DAD1 A, 8ig=2564.4 Ref=off (D\2014\CH.. LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-384015-1201.D}

mAU §
50 4 r.w—" g
s 5 B
0 H b 1
-25
-50 -
75 * iy
3 T H T N i T * T
0 5 10 20 25 min
DADT B, Sig=216.4 Ref=off (DN20141CH...LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\015-1201 D)
mAU 3 B ©
E = ~
200 ;2 @
150 g ol o
100 4 Z 0 s 2! g 7
50 - ‘ = § 9 =
o4 - . © =
4 5
-50 i K AR
-100 . : ‘ : e -
0 5 10 15 20 25 mir
Area Percent Report
Sorted By Signal
Multiplier 1.6600
Dilution 1.68600
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [maU] %
smee|mmnnees |+nee|-mmnees |oeeeeneeee | -omemmmeee | |
1 1.383 BV ©.070% 244.92012 58.25¢99 1.7865
2 1.585 vv 0.1665 1396.61377 115.94518 18,1869
3 1.707 v 2.8675 426.61719 89.64386 3.1118
4 1.7%9 VB ©.0810 602.15082 111.55718 4.3921
5 3.382 BV 1.8693 1.97003e4 72.69448 78.0483
6 5.977 VB 9.3114 339.23999 13.76942 2.4744
Totals : 1.3709%e4  453.86111
LC1260 3/15/2816 8:59:16 AM SYSTEM Page 1 of 2
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Data File D:\2014\CH...CYCLISATION AND CPGP175 DEPROTECTION 2015-12-18 16-43-38\@16-1381.D
Sample Name: Pro S epi AIP I DCC T=4

Acq. Operator

Acq. Instrument :

Injection Date

Acq. Method

Last changed

Analysis Method :

Last changed

: Simil201020815 Seq. Line : 13
LC1260@ Location : Vvial 16
:12/18/2015 11:67:53 PM Inj : 1

Inj Volume : 1088.800 ul

1 C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43

-38\10 TO 108 OV 15MIN 188UL.M

1 12/16/2015 4:12:03 PM by Simi120102015

D:\2814\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-
19 16-43-38\1@ TO 18¢ OV 15MIN 166UL.M (Sequence Method)

: 3/15/2016 8:59:10 AM by SYSTEM

(modified after loading) (Current integration events modified)

DAD1 A, Sig=254.4 Ref=off (D120141CH... LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-36\016-1301.0)
mAU =
; a~
50 - aa 2
R ¥ o
25 4 ‘ «
0- v '
-26
-50 3
75 i
T T ‘ T T !
0 5 10 1 20 25 min
DAD1 B. Sig=216.4 Ref=off (D\2014\CH _.LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\016-1301 D)
mAU 8
300 Q;
: -3 W
200 - - % g
™~ o
: < - 0
1007 = & % $ : ;g %
o o P A
; i ' !
-100 - T T T 7 T
1] 5 10 15 20 25 min
Area Percent Report
Sorted By Signal
Multiplier 1.0080
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s ] [mau] %
cemefemenne e EERN |=mmoeneee |- |oeees |
1 1.526 BV 9.2333 1617.18999 165.21475 13.8630
2 1.717 W ©.0656 458.88681 96.35241 3.9337
3 1.786 VB ©.0777 563.38479 110.04817 4.8295
4 3.385 BB 1.6803 9626.67324 67.83665 77.3739
Totals : 1.16655e4  379.45199
LC1266 3/15/20816 8:59:36 AM SYSTEM Page 1l of 2
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Data File D:\2014\CH...CYCLISATION AND CPGP175 DEPROTECTION 2015-12-18 16-43-38\017-1401.D
Sample Name: Piro S epi AIP I DCC T=5

Acg. Operator 1 5imil20102015 Seq. Line : 14
Acg. Instrument : LC1260 Location : Vial 17
Injection Date : 12/18/2015 11:39:43 PM Inj : 1

Inj Volume : 120.06@ pl

Acg. Method : C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2@15-12-18 16-43
-38\18 TO 1ee OV 15MIN 186UL.M
Last changed 1 12/16/2015 4:12:63 PM by Simil120182015

Analysis Method : D:\2814\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-

10 16-43-38\10 TO 106 OV 15MIN 188UL.M (Sequence Method)

tast changed 1 3/15/2016 8:59:3@ AM by SYSTEM

{modified after loading) (Current integration events modified)

DADT A Sig=254.4 Ref=off (D\2014\CH...LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-361017-1401 D)
mAY ,%
25 ¥ o
04 ' '
26+
=50 -
754 i
¥ H T N T 4 T r T ¥ T T 4 T T
¢} 5 10 15 20 25 mi
DAD1 B. Sig=218.4 Ref=off (D\20140\CH  TISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\017-1401 D)
mAU & =
200 - & &
7 o o
150 = 2 T W
E 3 o |
1 w —
e s s 7 F
0 YT i b L +
50 - ‘ A
50 - ; .
~100 - T T i i T T T T T T T T T T i : T
0 5 10 15 20 25 mir{
Area Percent Report
Serted By : Signal
Multiplier : 1.0006
Pilution 1.0060

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 A, S5ig=254,4 Ref=off

Peak RetTime Type Width Area Height Area
#  [min} [min]  [mAU*s] [mAU] %

R EEEE R R J-mmmmmree | -omemmeeee [ oo 1
1 1.523 BV ©.1989 1762.90051 123,22841 14.6140
2 1.789 VB ©.1296 1854.14795 110.16790 8.7386
3 3.381 BB 1.6919 9246,.08381 69,15031 76.6475

Totals : 1.20631e4  302.54662

1.C1268 3/15/2016 8:59:54 AM SYSTEM Page

95
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Data File D:\2814\CH...CYCLISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\818-1501.D
Sample Name: Pro S epi AIP I DCC T=6

Acq. Operator : 5imil20102015 Seq. Line : 15
Acq. Instrument : LC1260 Location : Vial 18
Injection Date : 12/11/201% 12:11:32 AM Inj : 1

Inj Volume : 100.006 ul

Acg. Method : C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-18 16-43

-38\1@ TO 1@ OV 15MIN 180UL.M

Last changed 1 12/18/2015 4:12:03 PM by Simil20102015
Analysis Method : D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-

10 16-43-38\16 TO 100 OV 15MIN 188UL.M (Sequence Method)

Last changed 1 3/15/2016 8:59:49 AM by SYSTEM

(modified after loading) (Current integration events modified)

DAD1 A, Sig=254 4 Ref=off (DA2014\CH. . LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\018-1501.D)

mAU_Z %
50 - g 2
] @
25 - o
0 g :
-25
-50
754 g
i T [ 13 i
4] 5 10 15 20 25 mir
DAD1 B, Sig=216.4 Ref=off (DA2014\CH . LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-381018-1501 D)
mAU . B
] o w
200 - = -
150 -] @ 2 &
E «©Q o
1005 ;g 2 O gg p
50 - © = ) % = ©
04 T 3 E g 3
60 i ! vl ‘ S
; f : L
00 e SO . . e — : Lo ;
0 5 10 15 20 25 mir
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Bilution : 1.0080
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] {mAU] %
Gl R e ROEEES [-ommmees |-mmmmeeee |-emenee I
1 1.471 BV ©.0993 681.69727 97.83884 4.0274
2 1.547 W 8.1129 899.30565 116.54456 5.31380
3 1.722 W ©.8726 485.67072 56,73171  2.8693
4 1,785 VB ©.8773 558.99750 189.97053  3.3025
5 3.379 BB 2,2864 1.4300%4 78.24427 84.4879
Totals 1.69266e4  493.32991
LC1260 3/15/2816 9:80:12 AM SYSTEM Page 1 of 2
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Data File D:\2814\CH.

. .CYCLISATION AND CPGP175 DEPROTECTION 2015-12-16 16-43-38\019-1601.D

Sample Name: Pro S epi AIP I DCC T=7

Acq. Operator

Acq. Instrument :

Injection Date
Acq. Method

Last changed

Analysis Method :

Last changed

: Simil12e1020815 Seq. Line : 16
LC126@ Location : vial 19
1 12/11/2015 12:43:22 AM Inj : 1

Inj Volume : 16©.00¢ pl

: C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43

~38\18 TO 100 OV 15MIN 106UL.M

1 12/10/2015 4:12:83 PM by Simi120162015

D:\2614\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-
19 16-43-38\1¢ TO 106 OV 1SMIN 100UL.M (Sequence Method)

1 3/15/2016 9:00:97 AM by SYSTEM

(modified after loading) (Current integration events modified)

DAD1 A, Sig=254 4 Ref=cff (D\2014\CH._ LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\019-1601 D)

mAU =
E = -
50 i I ~
253 p &
3 w3
0 i ' 1
25
-50
2754 iy
" v T " \ " U i T " T T i T
0 5 10 15 20 25 min
DAD1 B, Sig=216.4 Ref=off (D\2014CH LISATION AND CPGP175 DEPROTECTION 2075-12-10 16-43-38\019-16071 D)
mAl ] 8 ha
200 4 % 3 %
. o ]
- e T
100 - - =] @ e
: g g 3 o
ol - i * &
i ' Pt i [}
; i o
-100 - . T T ; ; 5 t
0 8 10 15 20 25 min
Area Percent Report
Sorted By Signal
Multiplier 1.0880
Pilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s ] [mAU] %
Ol EERRR P |-nemmmnees feeeenemaae oo !
1 1.481 BV 0.2182 1699.13171 103.69606 10.0486
2 1.713 w 0.0649 446.71085 98.53292 2.6559
3 1.780 vB 0.8781 570.95282 118.74967 3.3946
4 3.377 BY 1.9284 1.19976e4 78.00579 71.3311
5 5.747 VB ©.7814 2114.18994 32.47945 12.5698
Totals : 1.68196e4  423.46389
LC1260 3/15/2016 9:00:29 AM SYSTEM Page 1 of 2
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Data File D:\2814\CH.

..CYCLISATION AND CPGP175 DEPROTECTION 2@15-12-18 16-43-38\820-1701.D

Sample Name: Pro S epi AIP I DCC T=8

Acq. Operator : 5imiil2e182015 Seq. Line : 17
Acq. Instrument : LC1260 Location : Vial 28
Injection Date : 12/11/281S5 1:15:13 AM Inj : 1

Inj Volume : 100.006 ul

Acg. Methoed

Last changed
Analysis Method

Last changed

1 C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43

-38\1@ TO 1@@ OV 15MIN 108UL.M

: 12/10/2015 4:12:03 PM by 5imil20102015
1 D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-

16 16-43-38\18 TO 180 OV 15MIN 188UL.M (Sequence Method)

1 3/15/2016 ©:00:24 AM by SYSTEM

mAUM; %
75+ 2
: Cndl o
507 _'{ S g
25+ J « e
o v : S
26 - .
50 4 i
75 ¥
T i 1 T { T T i T T ¥ T
0 5 10 15 20 25 min
DAD1 B. Sig=216.4 Ref=off (D'\2014\CH . LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\020-1701 D)
mAU 3 3 3
3 <t o
ot B s e
150“: I .
4 I se. B
50 N MEag N e
0+ R “ 4 ! by 7 1 ¥
50 4 } '
-100 -} i v T " T T i T T i i 7
a 5 10 15 20 25 mirf
Area Percent Report
Sorted By Signal
Multiplier 1.6600
Dilution 1.06000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 A, Sig=254,4 Ref=off

Peak RetTime Type Width Area Height Area
#  [min] [min]  [mAU*s] [mAU] %
] RN R P |--mmmeoeee | -oememenn J-mmmmeee |
1 1.476 BV ©.0982 542.02014 78.81866 5.5768
2 1.562 VB @.0616 213.46388 52.32769 2.15854
3 1.725 BV @.0496 125.30008 38.83519 1.2890
4 1.783 VB 0.8742 346.05554 71.82365 3.5600
5 3.373 BB 1.5965 8039.54834 64.57506 82.7663
6 9.952 BV ©.3204 454.26746 18.37459  4.6732
Totals : 9720.59544 324 ,75485

LC1266 3/15/20816 9:00:50 AM SYSTEM

98

Page
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Data File D:\2014\CH...CYCLISATION AND CPGP175 DEPROTECTION 2815-12-18 16-43-38\022-1901.D
Sample Name: Pro S epi AIP I PS CD T=1

Acq. Operator

Acq. Instrument :

Injection Date
Acq. Method

Last changed

Last changed

: Simil2e102815 Seq. Line : 19
LC1268 Location : Vvial 22
: 12/11/2015 2:18:53 AM Inj : 1

Inj Volume : 10@.860 pl

: C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2615-12-16 16-43

-38\1@ TO 1@ OV 15MIN 18QUL.M

1 12/1@/2@15 4:12:03 PM by Simil20162015
Analysis Method :

D:\2814\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 20615-12-
16 16-43-38\1@ TO 180 OV 15MIN 168UL.M (Sequence Method)

: 3/15/2016 9:01:02 AM by SYSTEM

(modified after loading) (Current integration events modified)

3
salin u;u.u.nf_
=154

3.382

T T T T — T T T T T r 7
10 15 20 25

mAU -

100

(4]
o
|
~1.896 1492

o

5
DAD1 B. Sig=216.4 Ref=off (D:\2014\CH.. LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-381022-1901.D)

=] I~
-

g I
s &
> F

3.127

5 10 15 0 25

mi

Sorted By
Multiplier
Dilution

Signal
1.6000
1.6000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 A,

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
Smme] e R |- | -omoneeee [-omonees |
1 1.518 BV ©.2892 1666.21387 115.15921 14,8589
2 1.737 W ©.9725 563.58258 108.64608 5.8414
3 1.786 VB ©.0681 481.81845 112.27672 4.31ee
4 3.382 BB 1.6321 8473.57813 66.16603 75.7978
Totals 1.11792e4 482.24796
LC1260 3/15/2016 9:01:29 AM SYSTEM Page 1 of 2

Sig=254,4 Ref=off
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Data File D:\2@14\CH...CYCLISATION AND CPGP175 DEPROTECTION 2015-12-16 16-43-38\623-2001.D

Acq. Operator
Acq. Instrument :
Injection Date

Acq. Method

Last changed
Analysis Method

Last changed

1 Simi1l20162015
LC1260
: 12/11/2015 2:50:43 AM

Seq. Line : 20
Location : Vial 23
Inj : 1
Inj Volume : 100.000 pl

1 C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2815-12-18 16-43
-38\1@ TO 1@ OV 15MIN 1@eUL.M

1 12/10/2015 4:12:03 PM by Simil2@1@2015

1 D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-
16 16-43-38\1@ TO 168 0V 15MIN 188UL.M (Sequence Method)
3/15/2@16 9:01:22 AM by SYSTEM
(modified after loading) (Current integration events modified)

mAU 1 =2

50 -
25
0-
25—
-50 =
75

13.361

mAU
200
150 -
1005

~1.6g71 481

3.314

8.220

712173

0 5 R 10
DAD1 B, Sig=216.4 Ref=off (D:\2014\CH...LISATION AND

15 20 25

-10.0079 161

13

PGP175 DEPROTECTION 2015-12-10 16-43-38\023-2001 D)

(9]

=12.0%%

| -1004

15 20 ) 25

Sorted By
Multiplier
Dilution

Signal
1.0000
1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 A, Sig=254,4 Ref=off

Peak RetTime Type
#  [min]

1 1.498 BV
2 1.737 W
3 1.778 VB
4 3.361 BB
5 12.173 VB

Width Area
[min] [mAU*s]

©.1840 1647.77673
9.8730 566.62054
9.0722 527.20453
2.2568 1.45051e4
©.1251 92.52731

1.73392e4

LC1260 3/15/2016 9:81:47 AM SYSTEM

Height Area
[mAU] %
111.78018  9.5832
188.45362  3.2679
113.49354  3.8405
79.12041 83,6548
19.68017 ©.5336
423.52793

Page 1 of

100

min



Sample Name

Data File D:\2014\CH...CYCLISATION AND CPGP175 DEPROTECTION 2015-12-1@ 16-43-38\024-2101.D

: Pro S epi AIP I PS CD T=3

Acq. Operator 1 Simil20192015 Seq. Line : 21
Acq. Instrument : LC1268@ Location : Vvial 24
Injection Date : 12/11/2015 3:22:32 AM Inj @ 1

Inj Volume : 166.800 pl

Acq. Method 1 C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43

-38\1@ TO 1€0 OV 15MIN 16euL.M

Last changed 1 12/18/2015 4:12:83 PM by Simil28182815
Analysis Method : D:\2@14\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2@15-12-

10 16-43-38\18 TO 100 OV 15MIN 100UL.M (Sequence Method)

Last changed 1 3/15/2016 9:01:42 AM by SYSTEM

DAD1 A, Sig=2544 Ref=off (D:\2014\CH...LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\024-2101 D)

| D~
E mAU E 3:_’
| 50 il 2
E i 4]
I .
| o]
-25
-50
.‘,'5—‘; i
R e . — T — l o
[} 5 10 15 o 20 25 mii
DAD1 B, Sig=216.4 Ref=off (D:2014\CH.. LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\024-2101.0)
mAU E by ©
200 df g?
150 w T o
i 2 @ -
1007 % 4 8 F
E| S o s 2
R ToE
04— ¥ )
504 X Tt
400% ——— \ L S S T L — "
0 i 5 10 15 20 25 __mir
Area Percent Report
Sorted By : Signal
Multiplier : 1.00008
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
ol RESEER P |-nmmeeeee R |<oemeeee |
1 1.502 BV ©.1311 105@.07764 104.61230 9.334@
2 1.566 W 0©.0897 635.97784 160.64491 5.6531
3 1.737 VB 8.1224 1004 .64984 108.08659 8.9302
4 3.386 BB 1.6486 8559.33203 66.45619 76.0827
Totals : 1.12500e4 379.79998
LC1260 3/15/2016 9:082:05 AM SYSTEM Page 1 of 2

101



Data File D:\2814\CH...CYCLISATION AND CPGP175 DEPROTECTION 2015-12-18 16-43-38\025-2201.D

Sample Name: Pro S epi AIP I PS CD T=4

Acq. Operator
Acq. Instrument :
Injection Date

Acq. Method

: Simil2@102015
LC1260
1 12/11/2015 3:54:22 AM

Seq. Line : 22
Location : Vial 25
Inj 1
Inj Volume : 166.000 pl

-38\1@ TO 16@ OV 15MIN 1@euL.M

Last changed
Analysis Method :

Last changed

: 12/10/2015 4:12:03 PM by Simil20182015
D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2815-12-

10 16-43-38\10 TO 100 OV 15MIN 186UL.M (Sequence Method)
1 3/15/2@16 9:02:00 AM by SYSTEM
(modified after loading) (Current integration events modified)

¢ C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2615-12-18 16-43

mAU 4
E

o

50? :
25+
0=

13.378

5.975

DAD1 A, Sig=254 4 Ref=off (D:\2014CH...LISATION AND CPGP175 DEFROTEGTION 2015-12-10 16-43-381025-2201 D)

25+
-50
75
} . : : -
0 5 10 . 15 Zb 25 mir
DAD1 B, Sig=216.4 Ref=off (D:2014\CH__.LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\025-2201.0)
5 ©
g; =
5 s
< 0! =
- 8 ®» @ %E {
(R a 21 =
T 1 Q‘ L i .
f ' !
" T ] T ! . T U T .
5 10 15 20 25 mir
Area Percent Report
Sorted By Signal
Multiplier 1.0008
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
i R [-omnfmmmmnee |-mmmmeeees |+ |=emmeeee |
1 1.56e8 BV ©9.1835 1661.88477 118.54943 12.0587
2 1.727 W 9.9705 520.62689 183.85775 3.7777
3 1.778 VB 8.0699 584.38531 189.18156 3.6598
4 3.378. BV 1.8522 1.87563e4 73.11949 78.8479
5 5.875 VB ©.3093 338.46811 13.74439 2.4559
Totals : 1.37816e4  418.45262
LC126@ 3/15/2016 9:82:22 AM SYSTEM Page 1 of 2
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Data File D:\2014\CH...CYCLISATION AND CPGP175 DEPROTECTION 2@15-12-18 16-43-38\826-23681.D
Sample Name: Pro S epi AIP I PS CD T=5

Acq. Operator : Simil20102015 Seq. Line : 23
Acq. Instrument : LC126@ Location : Vial 26
Injection Date : 12/11/2015 4:26:12 AM Inj : 1

Inj Volume : 16@.000 pl

Acq. Method
-38\1@ TO 1@ 0OV 15MIN 1eeuL.M
: 12/18/2015 4:12:03 PM by Simil20102015
D:\2814\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-
1@ 16-43-38\1@ TO 1€@ OV 15MIN 1@88UL.M (Sequence Method)
1 3/15/2016 9:082:17 AM by SYSTEM
(modified after loading) (Current integration events modified)

Last changed
Analysis Method :

Last changed

: C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-18 16-43

F DADT A, Sig=254.4 Ref=off (DA2014\CH .. LISATION AND CPGP175 DEPROTEGTION 2015-12-10 16-43-381026-2301.D) )
mAU | £
600 hi
4
4001 & o
= -
] ki < +8 ¢ w oo B2
g 5 8 & 5 2
\ mr‘ Ay i ._?:m"‘—rr‘,‘:
L - -
. : —— —— e
0 5 B 10 5 20 25  m
DADT B, Sig=216 4 Ref=off (D\2014\CH...LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\026-2301.0)
mAU 3 -
w w
500% - S o
400 L _ -3 -
300 % 8 2 S g8
200 - T -89 @n §dg
1004 -8 §% g = =g 3
0 ! y i L ] ] ik o i
| ! ‘ 1k S Py
04 — N e S — ey
L 0 . 5 10 15 20 25 mil
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
e EECEERS B P |=mmmmeeee |<oeeeee !
1 1.506 BV 0.1808 1.02451e4 716.78851 47.5757
2 1.727 VB ©9.1219 2299.40771 385.07468 10.6779
3 3.404 BB 1.3687 3721.28955 35.33350 17.28@7
4 5.484 BV ©.5729 796.08685 17.83087 3.6968
5 5.98@ W 9.1798 776.93054 58.92851 3.6879
6 6.481 VB ©.16@3 2397.76270 208.35289 11.1346
7 8.355 BV ©.2192 2608.92456 15.43838 1.2117
8 9.282 VB 8.2599 549.81959 27.49508 2.5485
9 10.179 BB ©.1373 273.00604 27.62776 1.2678
1@ 11.345 BB ©.2537 214.80388 11.18468 0.9975
LC1260 3/15/2016 9:@2:38 AM SYSTEM Page 1 of
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Data File D:\2@14\CH...CYCLISATION AND CPGP175 DEPROTECTION 2815-12-18 16-43-38\827-2481.D
Sample Name: Pro S epi AIP I PS CD T=6

Acg. Operator : Simil20182015 Seq. Line : 24
Acg. Instrument : LC126@ Location : Vial 27
Injection Date : 12/11/2015 4:58:82 AM Inj : 1
Inj Volume : 100.000 ul
Acg. Method : C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2815-12-16 16-43
-38\10 TO 1@0 OV 15MIN 1@QUL.M
Last changed 1 12/10/2015 4:12:83 PM by Simil20102015

Analysis Method : D:\2814\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-
10 16-43-38\18 TO 160 OV 15MIN 188UL.M (Sequence Method)

Last changed 1 3/15/2016 9:02:33 AM by SYSTEM
(modified after loading) (Current integration events modified)

"DADT A, Sig=254 4 Ref=off (D2014\CH.. LISATION AND CPGP175 DEPROTEGTION 2015-12-10 16-43-38\027-2401.0)

mAU &
E o
mi T
25+ o :
05 T -y
25
50 -
.75;; h
! B — e ——— -
B 0 5 N 10 15 N 20 25 . mir
DAD1 B. Sig=216 4 Ref=off (D:2014\CH...LISATION AND CPGP175 DEPROTECTION 20715-12-10 16-43-38\027-2401.D;
mAU :n ? E
200 2 od
150~ 8 JTo=d
1007 S e e B8 T
50 g = a 7 / o
04— T e £ . i &
50| ‘ " &
El ! e
-100 e - T ~ : - - - — — - . .
0 5 10 15 20 — 25 ____min
Area Percent Report
Sorted By : Signal
Multiplier : 1.0060
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
e R e |-nmmmneee [ -mmmmeeees [-onnnee |
1 1.495 BV ©.1857 1662.95837 114.31179 9.3171
2 1.778 VB ©.1266 1034.69458 111.17526 5.7971
3 3.375 BB 2.3414 1.50364e4 79.54213 84.2445
4 11,348 VB 0.1491 114.46119 16.84628 0.6413
Totals : 1.78485e4  315.87546
LC126@ 3/15/2016 9:82:57 AM SYSTEM Page 1 of 2
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Data File D:\2014\CH...CYCLISATION AND CPGP175 DEPROTECTION 2815-12-10 16-43-38\028-2501.D
Sample Name: Pro S epi AIP I PS CD T=7

Acq. Operator
Acq. Instrument :

Injection Date

Acq. Method

Last changed

Analysis Method :

Last changed

: Simil2@1@2015 Seq. Line : 25
LC1268 Location : Vial 28
1 12/11/2015 5:29:51 AM Inj : 1

Inj Volume : 106.000 ul

¢ C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43

-38\16 TO 1@@ 0V 15MIN 1eeuL.M

1 12/18/20815 4:12:93 PM by Simil28102015

D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2615-12-
10 16-43-38\10 TO 100 OV 15MIN 168UL.M (Sequence Method)

1 3/15/2016 9:02:52 AM by SYSTEM

(modified after loading) (Current integration events modified)

~ DADT A, Sig=254.4 Ref=aif (0:\2014CH.. LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\026-2501 D)

mAU =
3 s
©i T g %
25 o =
i 0 . ;L
25
-50 =
75
i | S — —— S
) 5 10 15 o 20 .25 _mi
DAD1 B. Sig=216.4 Ref=off (D:\2014\CH...LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-381028-2501 D)
mAU - g
150 2 @ &
1 2 £ T
100 < 8 o
w, 7 8 § ° =
0 i « & ® 2
AL L 5 o
| -50 y B
[ -100 ] , : e ‘ .
I 0 5 10 15 20 25 mit
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
el EEEEE ] |-mmmmeeeee |- |- |
1 1.488 BV ©9.2075 1636.97119 188.82732 12.2968
2 1.735 W 9.0668 479.67804 102.20838 3.6033
3 1.783 VB 8.6751 540.25592 118.29816 4.0584
4 3.381 BB 1.8424 1.04387e4 71.62056 78.4150
5 11.217 BV 9.1113 83.87583 11.168474 8.6241
6 11.351 VB ©.1487 133.44598 13.57142 1.0024
Totals : 1.33122e4  417.63059
LCi266 3/15/2016 9:03:14 AM SYSTEM Page 1 of 2
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Data File D:\2014\CH...CYCLISATION AND CPGP175 DEPROTECTION 2015-12-1@ 16-43-38\829-2601.D
Sample Name: Pro S epi AIP I PS CD T=8

Acq. Operator © 5imil20182015 Seq. Line : 26
Acq. Instrument : LC1260 Location : Vial 29
Injection Date : 12/11/2015 6:01:45 AM Inj : 1

Inj Volume : 186.6088 pl

Acq. Method 1 C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-18 16-43

-38\1@ TO 160 OV 1SMIN 180UL.M
Last changed 1 12/1@/2615 4:12:03 PM by Simil20162815

Analysis Method : D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-

10 16-43-38\10 TO 10@ OV 15MIN 1@0UL.M (Sequence Method)
Last changed : 3/15/2016 9:03:09 AM by SYSTEM
(modified after loading) (Current integration events modified)

DAD1 A, Sig=254 .4 Ref=off (D:\2014\CH...LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-381029-2601 D)

mAU =
o
_ 50 - v 2 §§
- :
\
0 - 5 ' 10 15 m y mi
DAD1 B, Sig=216 4 Ref=off (D\2014\CH...LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\028-2601.0)
mAU ] B
-
200 S T eo
3 5 &
0] T g S
B & T wE
= o ]
04— : ! e NE
' "
-100 -
| 0 5 10 15 20 25 mil
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
Rl R Rl EOEEERS | ommemmeeee |-onoreoeee [ -mmnmees |
1 1.486 BV ©.21088 1617.18762 186.70644 8.9874
2 1.719 W 8.8746 552.19513 182.85656 3.0688
3 1.784 VB ©.0738 525.49359 109.88778 2.9284
4 3.379 BB 2.3545 1.49545e4 78.99718 83.1089
5 11.215 BV ©.1124 133.09993 17.57053 8.7397
6 11.350 vB ©.1385 211.38432 21.54458 1.1748
Totals : 1.79939e4 437.56308
LC1260 3/15/2016 9:03:36 AM SYSTEM Page 1 of 2
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Data File D:\2014\CH...CYCLISATION AND CPGP175 DEPROTECTION 2815-12-16 16-43-38\030-2701.D

Sample Name: Pro S epi AIP I PS CD 2 days

Acq. Operator © Simil20182015
Acq. Instrument : LC1260
Injection Date

Acq. Method

1 12/11/2015 6:33:35 AM

Seq. Line :
© Vial 30

Location

Inj Volume :
: C:\CHEM32\1\DATA\DEMO\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43

-38\1@ TO 160 OV 15MIN 18eUL.M

Last changed

Last changed

Inj

1 12/18/2015 4:12:083 PM by Simii2eieze1s

Analysis Method : D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION AND CPGP175 DEPROTECTION 2015-12-
1@ 16-43-38\16 TO 100 OV 15MIN 188UL.M (Sequence Method)

1 3/15/2016 9:083:26 AM by SYSTEM
(modified after loading) (Current integration events modified)

27

1
108.000 pl

mAU 7 = =
| up~ an
50 - © -
i A b
25 “
0] . i
25
-50 -]
75 [
T T T T '
0 _ 5 1 5 ‘ 5 min
DAD1 B. Sig=216.4 Ref=off (D:\2014\CH...LISATION AND CPGP175 DEPROTECTION 2015-12-10 16-43-38\030-2701.D)
mAU o]
&
500 = b
400 - i
| 300 = ;
| 200 % o ;%
100 -8 g F_ c%
0_': L |_‘ - 1 .I - I 8 |
-100 - ‘ : - |
0 5 10 15 0 25 min
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU] %
S R R |- | oommeneeee frmmnneee s
1 1.549 BV ©.2209 1739.51306 106.29937 7.6243
2 1.724 W ©.0623 4408.05896 102.06186 1.9288
3 1.779 VB ©.0763 559.52161 111.87844 2.4524
4 3.378 BB 2.8608 1.93695e4 83.17658 84.8968
5 11.213 BV 0.1146 276.97739 35.68401 1.214@
6 11.348 VB 9.1390 429.76346 43.58271 1.8837
Totals : 2.28153e4  482.68216
LC126@ 3/15/2016 9:83:56 AM SYSTEM Page 1 of
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Data File D:\2014\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-09 ©8-41-41\022-2261.D
Sample Name: Pro S epi AIP I PS CD T=1

Acq. Operator 1 Simil2@102015 Seq. Line : 22
Acq. Instrument : LC126@ Location : Vial 22
Injection Date : 12/9/2015 5:56:48 PM Inj : 1

Inj Volume : 58.600 pl

Acq. Method

Last changed
Analysis Method

Last changed

1 C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-0% 08-41-41\10 TO

10@ OV 15MIN 5QUL.M

1 12/9/2015 8:34:52 AM by Simil120182015
1 D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 08-41-41

\1e TO 18@ OV 15MIN 5@UL.M (Sequence Method)

1 12/9/2015 8:34:52 AM by Simil20102015

~ DAD1A. Sig=254,4 Ref=olf (D:2014\CH... ATADATAICYCLISATION TIME COURSES 2015-12-00 08-41-41\022-2201.0
mAU =
1 o
200 - b
1 w
i ] S 3
100 - g o
0 A= —t -
100
by : ; . . R T S
| o 25 5 7. 1 12. 15 175 20 225 mii
DADT B, Sig=216.4 Ref=off (D:\2014\CH... ATADATA\CYCLISATION TIME COURSES 2015-12-09 08-41-41\022-2201.0)
<
mAU j % §
oo E 2
i o 5 5
o- R 2 o
e o
-100 - " -
:‘ 1
-200 -
1 : : ‘ — , —
| 0 25 5 7.5 10 125 15 17.5 20 225 mi
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type MWidth Area Height Area
#  [min] [min] [mAU*s] [mAU] %
R EEEEEE el EOCEE |--memmeeee fememneeee |-mmeeee |
1 1.598 BV 0.1721 4475.48674 357.39114 9.0291
2 1.716 VB ©.1296 2861.49512 349.85670 5.7731
3 3.356 BB 2.8882 4.14808e4 177.38484 83.6873
4 10.2082 BV ©.4864 177.58722 4.52004  ©.3583
5 12.234 VB 1.568@ 571.15186 4,34961 1.1523
Totals : 4.95664ed4  892.78234
LC126@ 3/11/2816 3:22:17 PM SYSTEM Page 1 of 2
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Data File D:\2014\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-09 08-41-41\023-2301.D
Sample Name: Pro S epi AIP I PS (D T=2

Acq. Operator
Acg. Instrument :
Injection Date

Acq. Method

Last changed
Analysis Method

Last changed

: Simil20162015 Seq. Line :
LC1260 Location :

1 12/9/2015 6:23:10 PM Inj
Inj Volume :

100 OV 15MIN 58UL.M

: 12/9/2815 8:34:52 AM by Simil26162015
1 D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2815-12-89 88-41-41

23
Vial 23
1
56.086 pl

1 C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-89 @8-41-41\18 TO

\16 TO 1@@ OV 15MIN 58UL.M (Sequence Method)

1 12/9/2015 8:34:52 AM by Simi120162615

[ DADT A, Sig=264 4 Ref=off (D\2014\CH.. ATADATAICYCLISATION TIME COURSES 2015-12-09 08-41-411023-2301.0)

mAU %
@
200 i
ﬁ_‘ ' g g 2z 3
100 i i g2 4
3 - w e e o
0‘ ! ' k b
400
J| R T T ! I ’ T ' ' v LI T T i T v T N T T 1 T T T T ! T
0 2.5 5 75 10 125 15 ) . 20 225 mi
DAD1 B, Sig=216.4 Ref=off (D:\2014\CH.. ATADATA\CYCLISATION TIME COURSES 2015-12-08 08-41-411023-2301.D)
=]
mAU ;I % -
i 5 = o
100 -] = s e £ &
] I3 Il & o @ =] o
L ¥ g 3 £
I B 5 !
-100 o b
! T
roj
- [ R e ™ T T T T T '
0 25 5 7.5 10 12.5 1% 17.5 20 225 mi
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.00600
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU#s] [mAU] %
S [-==nfmmnees J-ommeemnee |-ommmeeee |--emmeee |
1 1.592 BV ©.1710 4785.58185 379.84222 12.4461
2 1.716 VB ©.1278 3116.48981 379.48575 8.1052
3 3.345 BV 1.9716 2.68660e4 166.57294 67.7914
a4 5.736 VB ©.7355 4221.63525 68.64129 18.9795
5 16.2089 BB 8.2575 86.86096 4.65526 @8.2257
6 10.861 BB 8.2216 62.66041 3.98249 0.1630
7 12.261 BB 8.2353 111.13319 6.70899 0.28%0
Totals : 3.84503e4 1009.8889%4
LC1260 3/11/2016 3:22:37 PM SYSTEM Page 1 of 2
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Data File D:\2014\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-089 08-41-41\024-2401.D
Sample Name: Pro S epi AIP I PS CD T=3

Acq. Operator : 5imi120102015 Seq. Line : 24
Acq. Instrument : LC126@ Location : Vvial 24
Injection Date : 12/9/2015 6:49:33 PM Inj : 1

Inj Volume : 56.600 pl

Acq. Method : C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-09 ©8-41-41\16 TO

168 0V 15MIN 58UL.M
Last changed 1 12/9/2015 8:34:52 AM by Simil2@162015

Analysis Method : D:\2@14\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 08-41-41

\1@ TO 186 OV 15MIN 58UL.M (Sequence Method)
Last changed 1 12/9/2015 8:34:52 AM by Simil28162015

DADT A, Sig=254.4 Ref=off (D\2014\CH.. ATADATA\CYCLISATION TIME COURSES 2015-12-09 08-41-41\024-2401.D)

mAU L
200 e

i
150 -

3.353
10.224
11.428
12.283

+
|
|

S P ———— T T T
0 2.5 12.5 15 17.5

5 : 20 225 m
DADT B. Sig=216 4 Ref=off (D:A2014\CH.. ATADATAWCYCLISATION TIME COURSES 2015-12-00 08-41-41\024-2401.0)
° 8
B o
Yy 2 e 8
~ © © © N
T b 8 E &0
23 <8
T
| ! !
[ L B B R B S S T T e — S — ; .
0.5 5 7.5 10 12.5 15 175 20 225 mi
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.6600
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
i RESR e |-momeneees |-ommmeeee |<emmmees |
1 1.573 BV 0.1631 3866.66553 315.27979 7.9711
2 1.716 VB ©.1345 2936.91284 328.01505 6.0544
3 3.353 BB 2.8744 4.16436e4 176.79466 84.6097
4 19.224 BB 0.2467 117.43279 6.26312 0.2421
5 11.428 BV 9.36077 56.32907 2.43674 9.1161
6 12.283 VB 1.3310 488.26379 4.48569 1.0066
Totals : 4.85086e4  833.19503
LC1266 3/11/2016 3:22:55 PM SYSTEM Page 1 of 2
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Data File D:\2@14\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 ©8-41-41\025-2501.D

Sample Name: Pro S epi AIP I PS CD T=4

Acg. Operator 1 Simil2e@1e2015
Acqg. Instrument : LC1260
Injection Date : 12/9/2015 7:15:55 PM

: C:\CHEM32\1\DATA\DEMO\CYCL
100 OV 15MIN 56UL.M

Last changed 1 12/9/2015 8:34:52 AM by Si

Analysis Method :

Acg. Method

Seq. Line : 25

Location : Vial 25
Inj : 1
Inj Volume : 56.000 ul

ISATION TIME COURSES 20815-12-89 ©88-41-41\18 TO

mil20102015

D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2815-12-89 08-41-41

10 TO 1@ OV 15MIN 58UL.M (Sequence Method)

Last changed 12/9/2015 8:34:52 AM by Si

mil2@102015

" DADT A, Sig=254.4 Ref=off (D\2014\CH...ATADATA\C

YCLISATION TIME COURSES 2015-12-09 08-41-411025-2501.0)

mAU =
200 =
] o = © @
100 & y 2 8 o
] 2 - o Py
. ! A— S o
0 .
-100 |
| ’ " i T U T T ! T H
0 25 5 75 10 12.5 15 176 20 225 mi
DAD1 B, Sig=216.4 Ref=aff (D\2014\CH ... ATADDATACYCLISATION TIME COURSES 2015-12-00 08-41-41\025-2501 D)
-‘ -3
mAU__ﬁ 2 g
100 = = @ =)
50 § s § © ! w =
0 * § g g .o
-50 - T3
[ -100- - N
| ] LR,
150 = ! T
-200
M T S T T T T i
L 0 25 5 __?Lﬁ 10 12.5 15 175 20 225 mir
Area Percent Report
Sorted By Signal
Multiplier 1.6000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
ol BESCEE e |-mmmmeeee [-ommemees |-rmmeees l
1 1.587 BV 0.1370 2517.76270 290.86017 5.3746
2 711 VB ©.1231 2619.98633 328.320871 5.5928
3 3.348 BB 2.8989 4.13049e4 176.33109 88.1717
4 10.241 BB ©.2320 101.90182 5.88484 @.2175
5 11.458 BB 0.2007 37.1501% 2.69713 0.0793
6 12.308 BB 6.1748 37.44859 2.97651 0.075%9
7 22,119 BB 1.1297 226.86057 2,48345 0.4843

LC1260 3/11/2816 3:23:13 PM SYSTEM

4.68460e4  809.55389
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Data File D:\2014\CH..

.C DATA\DATANCYCLISATION TIME COURSES 2015-12-@9 08-41-41\026-2601.D

Sample Name: Pro S epi AIP I PS CD T=5

Acq. Operator
Acq. Instrument :
Injection Date

Acq. Method

Last changed
Analysis Method :

Last changed

: Simil2elez2ei1s Seq. Line : 26
LC1260 Location : Vial 26
1 12/9/2015 7:42:17 PM Inj : 1
Inj Volume : 58.000 pl

: C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-89 ©8-41-41\18 TO

1e@ oV 15MIN 5eUL.M

© 12/9/2015 8:34:52 AM by Simil20162015

D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 08-41-41
\1@ TO 18@ OV 15MIN 50UL.M (Sequence Method)

1 12/9/2015 8:34:52 AM by Simil20162015

| mAU_-j: §
it
w
o B
s = 3 888§ 8
o 30 o S o = o o
: | ASNE T S I
— H i T T T T T T T T '
- 25 5 7.5 10 12.5 15 17.5 20 22.5
DAD1 B. Sig=216.4 Ref=off (D:\2014\CH... ATA\DATAICYCLISATION TIME COURSES 2015-12-09 08-41-411026-2601.D)
[=23 (3]
w D
2 o =
T'- ~ (=a] g E @
= L5 © ? o o
b r~ 5w T oo
« ot Q —m@ 8~
\ L L N Hon -8 -
' 2 wgam T (=}
e b @
1 b T s
2005 o
*“‘fﬁ‘ﬁ'w L B T T ' T L L B T
L0 25 5 75 10 125 15 17.5 20 225
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
ceefemeeees R e |-eommeeee |-ommmeee [-omeeeee !
1 1.682 BV ©.1680 5580.91835 5©8.85904 21,9686
2 1.704 VB ©.1156 3330.80220 443.56009 13.10834
3 3.359 BB 1.4560 1.22159e4 109.29186 48.8690
4 5.744 BV ©.3984 766.57751 25.52615 3.0164
5  5.99%9 W ©.1941 690.55743  47.92941  2.7173
6 6.556 VB ©.1979 1854.15955 127.28959 7.2960
7 9.364 BB ©.2931 421.56686 18.69113 1.6588
8 18.252 BB 9.2312 139.49871 8.08670 0.5489
9 10.828 BB 0.1420 9.70858 1.02928 0.0382
16 11.480 BB 0.2287 122.68991 7.35835 0.4828
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Data File D:\2014\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 ©8-41-41\027-2781.D
Sample Name: Pro S epi AIP I PS CD T=6

Acq. Operator
Acq. Instrument :
Injection Date

Acq. Method

Last changed
Analysis Method :

Last changed

: Simil2e1e2e15 Seq. Line :
LC1260 Location :

: 12/9/2015 8:08:39 PM Inj
Inj Volume :

1ee@ OV 15MIN 5@UL.M
12/9/2015 8:34:52 AM by Simil2e162015

27
vial 27

1
56.600 1

1 C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2815-12-89 08-41-41\18 TO

D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 98-41-41
\1@ TO 166 OV 1SMIN 50UL.M (Sequence Method)

: 12/9/2015 8:34:52 AM by Simil20102015

: mAU \ m
;zqu'j &
| 3 b © v .
100 b 8 938 =
] = e Frd by
Dj — 4 i+ - _ 8
4055
i e R R , :
0 25 5 7.5 10 12,5 : 17.5 20 225 mit
DAD1 B, Sig=216.4 Ref=off (D:2014\CH.. ATA\DATA\CYCLISATION TIME COURSES 2015-12-09 08-41-411027-2701.0)
|3 Z
T 2 .
R s 8 o ¥ 8
i - = S8 -l
| ) o & e
. @ — ©
E| Frrl - el
z : ‘ g 0
E f ‘ =
e e — ‘ e ‘ . . .
0 25 10 12.5 15 175 20 225  mir
Sorted By Signal
Multiplier 1.0000
Dilution 1.00806
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s] [mAU] %
R B [ -mmmmeeeee |- <o !
1 1.574 BV 9.1851 4707.99365 340.84787 9.4353
2 1.724 VB 0.1276 2849.03564 333.68732 5.7@97
3 3.344 BB 2.8834 4.13704e4 177.22363 82.9101
4 18.251 BB 9.2719 118.68468 5.67604 8,2379
5 11.475 BV 9.2220 123.13974 7.89394 B8.2468
6 11.944 W 9.1930 29.98242 2.22746 0.0601
7 12.325 VB 1.3417 468.18466 4,88597 0.9221
8 22.119 BB 1.1316 238.57446 2.63836 9.4781
Totals 4,985979%e4 874.28059
LC1260 3/11/2016 3:23:48 PM SYSTEM Page 1 of 2
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Data File D:\2014\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 ©8-41-41\028-2801.D
Sample Name: Pro S epi AIP I PS CD T=7

Acqg. Operator 1 Simil2e182015 Seq. Line : 28
Acq. Instrument : LC126@ Location : Vial 28
Injection Date : 12/9/2015 8:35:82 PM Inj : 1
Inj Volume : 50.000 pl
Acq. Method 1 C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-@9 ©88-41-41\10 TO
160 OV 1S5MIN 58UL.M
Last changed :12/9/2015 8:34:52 AM by Simil20102015

Analysis Method : D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2@15-12-@9 08-41-41
\1& TO 1@ OV 15MIN 5@UL.M (Sequence Method)

Last changed : 12/9/2@15 8:34:52 AM by Simil201@2015
[ 'DAD1 A, Sig=254 4 Ref=off (D:\2014CH ... ATA\DATA\CYCLISATION TIME COURSES 2015-12-09 08-41-41\026-2801.D) )
| mAU =
u~
200 - HE
| o
‘ 100 - § § < 55 &
| ] =] = :ﬂ ;
i 0_: S o _ ™~
| ]
i -100
—— e
0 2.5 75 1 125 15 175 20 225 mir
DADT B, Sig=216.4 Ref=0ff (D\2014CH...ATAIDATAICYCLISATION TIME COURSES 2015-12-09 08-41-41\028-2801.D)
mAU 4
i w @
| T I «Q ©
| 100 3 3 5 EI:Q I g
| - © © ~ k= T 2
e . ig 2 g
w & ! "?“@
] - - 35
-100 - ! 8 i
] ' e T
-200 '
T T T T . T
0 2.5 5 7.5 10 12,5 15 17.5 20 225 min
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution H 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s ] [mAU] %
SRl ERCEEES B e [ -eemmeee |-ommee e |-emmeee |
1 1.586 BY 9.1941 4443.66699 332.10226 8.8077
2 1.71e VB 0.1245 2983.06885 360.52243 5.9127
3 340 BB 2.9327 4.20@51e4 177.80153 83.2577
4 10.256 BB 0.2146 41.02726 2.56589 8.0813
5 11.489 BY ©.2192 159.67226 10.51585 0.3165
6 11.957 W 9.1934 46.38908 3.43854 0.0919
7 12.337 VB 1.5655 535.66836 4.06821 1,0666
8 22.124 BB 1.1321 237.91399 2.64833 0.4716
Totals : 5.04519e4 892.85345
LC1260 3/11/2016 3:24:06 PM SYSTEM Page 1 of 2
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Data File D:\2014\CH...C DATA\DATA\CYCLISATION TIME COURSES 2815-12-89 @8-41-41\829-2961.D
Sample Name: Pro S epi AIP I PS CD T=8

Acq. Operator : Simii2eiezei1s Seq. Line : 29
Acq. Instrument : LC126@ Location : Vial 29
Injection Date : 12/9/2015 9:01:23 PM Inj : 1
Inj Volume : 50.000 pl
Acqg. Method : C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2815-12-89 88-41-41\16 TO
1@ OV 15MIN 5@UL.M
Last changed 1 12/9/2015 8:34:52 AM by Simil20162015

Analysis Method : D:\2@14\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2015-12-89 08-41-41
\18 TO 108 OV 15MIN 58UL.M (Sequence Method)
Last changed : 12/9/2015 8:34:52 AM by Simi120102015

DADT A, Sig=254.4 Ref=off (D\2014\CH._ ATADATA\CYCLISATION TIME COURSES 2015-12-08 08-41-411028-2901.0)
mAU ]
200 - &
100 3 g %éﬁ z
1 = = = b
] 1 — n 'IT- o
0+ ‘ ' !
400@
) T T L [ T T | L T 1 T L
0 25 5 7.5 0125 . 20 225
DAD1 B. Sig=216.4 Ref=off (D\2014\CH.. ATA\DATA\CYCLISATION TIME COURSES 2015-12-09 08-41-41\029-2601 D)
mAU 2 ¥ o @
E w o] -
100 = - ] o T
50 ‘% g % ) = 59
0- T ' . s 200
| 0 C@m TEE L ey
[T et S
-150 = ! P F.s
-200 - S
i i S : — : : —
‘ 0 25 5 7.5 10 12.5 15 17.5 20 22.5
Area Percent Report
Sorted By : Signal
Multiplier : 1.0006
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
#  [min] [min] [mAU*s ] [mAU] %
Rl REEEE e R |--mmeeee [-mmemeeees |--mmeeee |
1 1.569 BV 0.1660 3945.06543 324.15161 g8.0818
2 1.722 VB ©.1244 2753.34375 326.33218 5.5841
3 3.341 BB 2.9324 4,19959e4 177.36577 85.1726
4 10.251 BB 8.2612 67.30489 3.36711 9.1365
5 11.482 BY ©.1974 223,53157 16.35689 9.4533
6 11,954 W 8.1812 62.375985 5.81051 0.1265
7 12.332 VB 8.1537 21.76268 2.0867@ 9.e441
8 22.119 BB 1.1242 237.54454 2.64390 9.4818
Totals : 4.,9306%e4 857.31387
LC1266 3/11/2016 3:24:24 PM SYSTEM Page 1 of 2
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Data File D:\2@14\CH...C DATA\DATA\CYCLISATION TIME COURSES 2015-12-09 08-41-41\830-3001.D
Sample Name: Pro S epi AIP I PS CD 2 days

Acq. Operator 1 Simil2e102015 Seq. Line : 3@
Acq. Instrument : LC1260 Location : Vial 30
Injection Date : 12/9/2815 9:27:46 PM Inj : 1
Inj Volume : 508.000 pl
Acq. Method : C:\CHEM32\1\DATA\DEMO\CYCLISATION TIME COURSES 2015-12-89 88-41-41\1@ TO
166 OV 15MIN 56UL.M
Last changed 1 12/9/2015 8:34:52 AM by Simil2e8162015

Analysis Method : D:\2014\CHRIS HPLC DATA\DATA\CYCLISATION TIME COURSES 2015-12-09 08-41-41
’ \1@ TO 16@ OV 15MIN 5B8UL.M (Sequence Method)
Last changed 1 12/9/2015 8:34:52 AM by Simil28182015

DADT A. Sig=254 4 Ref=off (D:\2014\CH._ ATA\DATA\CYCLISATION TIME COURSES 2015-12-09 08-41-41\030-3001.0)

mAU %
200 i
<« '5);\_
100 § =8 &
i s g
0- L —
400£
T .‘I\‘ T T L T T T U
0 25 5 15 1 . 175 20 774ﬁ2£5
DAD1 B. Sig=216 4 Ref=off (D\207T4\CH.. ATA\DATA\CYCLISATION TIME COURSES 2015-12-09 08-41-41\030-3001.D)
mAU - ~ 5
3 I
200 = -
100 - g2 8 © 2
E = I 3 =3 <«
‘ 0- v = & =
; ] e
| -100 - ! !
-200
! T L T T LA B T L
0 25 5 7.5 10 125 15 . 17.5 20 ) gé;
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.6000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=254,4 Ref=off
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU] %
S R |- e |-osmnes |ommmmnees |--emeeen |
1 1.590 BV 8.1557 3266.97339 323.89368 6.0611
2 1.712 VB ©.1223 2821.94189 348.96078 5.2354
3 3.344 BB 3.1929 4.65812e4 179.53839 86.4203
4 11,497 BV ©.2117 458.28003 31.50893 9.8502
5 11.967 VB 9.7869 533.45526 8.33246 0.9897
6 22.125 BB 1.1335 238.9124@ 2.66091 9.4432
Totals : 5.39607e4 894.89515
LC1260 3/11/2016 3:24:46 PM SYSTEM Page 1 of 2

116



Jata File C:\CHEM32\1\DATA\S_EPI AIPI WITH HOAT 2016-04-05 14-13-16\041-06101.D
Sample Name: S epi AIP I cyclised with HOAt t = @

Acg. Operator : SYSTEM Seq. Line : 1
Acq. Instrument : LC1260 Location : Vial 41
Injection Date : 4/5/2016 2:14:35 PM Inj : 1
Inj Volume : 20.000 pl
Acq. Method ¢ C:\CHEM32\1\DATA\S_EPI AIPI WITH HOAT 2016-04-05 14-13-10\10 TO 1€e OVER 15
MINS 20UL.M
Last changed : 4/5/2016 2:13:10 PM by SYSTEM

Analysis Method : C:\CHEM32\1\DATA\S_EPI AIPI WITH HOAT 2016-84-05 14-13-10\10 TO 10808 OVER 15
MINS 28UL.M (Sequence Method)

Last changed : 4/5/2016 4:09:36 PM by SYSTEM
(modified after loading)

DAD1T A, Sig=254 4 Ref=360,100 (S_EPI AIPI WITH HOAT 2016-04-05 14-13-101041-0101.D)

mAU 0
160 o i
140 8 ‘
120 I

100 \| ‘

80 |

60 f‘ |

40 [

20 /PN A W S S

—_N

T T ) T ) T T ) T T T T T ) T ) ) ) T
5 10 15 20 25

DAD1 C, Sig=214 4 Ref=360,100 (S_EPI AIP| WITH HOAT 2016-04-05 14-13-101041-0101.D)
mAU o
1200 w
1000 f
800 /‘
600 | |
400 o | |
(=)
i
]

200

Sorted By : Signal
Multiplier : 1.06000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

LC1260 4/5/2016 4:09:42 PM SYSTEM Page
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Data File C:\CHEM32\1\DATA\S_EPI AIPI WITH HOAT 2016-84-85 14-13-10\043-0301.D
Sample Name: S epi AIP I cyclised with HOAt t = 2

Acq. Operator : SYSTEM Seq. Line : 3
Acq. Instrument : LC1268 Location : Vvial 43
Injection Date : 4/5/2016 3:17:39 PM Inj : 1
Inj Volume : 20.000 pl
Acq. Method ¢ C:\CHEM32\1\DATA\S_EPI AIPI WITH HOAT 2016-04-85 14-13-10\1@ TO 108 OVER 15
MINS 2QUL.M
Last changed 1 4/5/2016 2:13:10 PM by SYSTEM

Analysis Method : C:\CHEM32\1\DATA\S_EPI AIPI WITH HOAT 20816-04-85 14-13-16\1@ TO 1@ OVER 15
MINS 28UL.M (Sequence Method)

Last changed 1 4/5/2016 4:09:36 PM by SYSTEM
(modified after loading) (Current integration events modified)

DAD1 A, Sig=254 4 Ref=360,100 (S_EPI AIPI WITH HOAT 2016-04-05 14-13-10\043-0301.D)
mAU % Q
1 ] / no
400 0. % NJR oH
E ‘ >/// NH
300 o S jﬁo
200 ] ‘ /JKN£>\ N b
] ‘ w0 H 1o} N%
] | 2 H: o
100 - [ © Chemical Formula: CogH3sN5OgS
] [ f Exact Mass: 613.2206
04 L S L L‘ S — — —
I T T T T ) T T T T I T T T T ) T T T T I T T T T
5 10 15 20 25 min
DADI1 C, Sig=214 4 Ref=360,100 (S_EPI AIPI WITH HOAT 2016-04-05 14-13-10\043-0301 D)
mAU g
2500 %
2000 H
1500 o
] | R
10004 “ T
500 | |
1 | ‘l
] I \
] [\ 1
0 i—«,—A %—sﬁ—-—n—'—b-r'—»——‘m—;; - S —_—
T " T L 1 " T T T T
5 10 15 20 25 min

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

LC1260 4/5/2016 4:11:25 PM SYSTEM Page 1 of 2
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