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Crude HPLC profile of Fmoc-L-Orn-OBn=TFA (3)

Fmoc-0rn-0Bn.TFA on 5 g scale

Injection Date : 1/6/2015 10:43:04 AM

Sample Name : PC158 Location : Vial 51
Acg. Operator : Nilay sukant

Acg. Instrument : Instrument 1 Inj Volume : 0.5 pul
Aeg. Method : C:\HPCHEM\1\METHODS}5-95.M

Last changed : 1/6/2015 10:42:16 AM by Nilay sukant

(modified after loading)
Znalysis Method : C:\HPCHEM\1\METHODS}5-95.M
Last changed : 2/16/2015 3:56:45 PM by Nilay sukant

VWD1 A, Wavelength=220 nm (PRABINSIG11959.D)

mAU 8.684
800

?ﬂné
sﬂné
5ﬂné
4ﬂné
3ﬂné

200

100

HPLC Conditions
Column: Phenomenex column C18 (3 um x 4.6 x 50 mm)
Eluent: 5 - 95% CH,CN /0.1% TFA in 15 min

Sol. A:100% H,0/0.1% TFA, Sol. B: 100% CH,CN/0.1% TFA
Wavelength: 220 nm Flow rate: 1 mL/ min

S3



'H NMR & '3C NMR copies of Fmoc-L-Orn-OBn=TFA (3)
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HRMS (ESI-QTOF) profile of Fmoc-L-Orn-OBn*TFA (3); Calc. for C,;H,5N,04445.2121,
found 445.2167.

Display Report
Analysis Info Acquisition Date  1/7/2015 11:15:31 AM
Analysis Name  D:\Datalprabhu\pc158_070115_2_24_01_4823.d
Method fia.m Operator BDAL@DE
Sample Name  pc158_070115_2 Instrument micrOTOF-Q 10139
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 1.5 Bar
Focus Mot active Set Capillary 5000 Vv Set Dry Heater 200*C
Scan Begin 100 miz Set End Plate Offset  -500V Set Dry Gas 8.0 Vmin
Scan End 2300 miz Set Collision Cell RF 500.0 Vpp Set Divert Valve Source
Intens. +M3, 0.3-0.5min #{31-54)
X107
445 2167

2.54

2.01

1.51

1.0 4462182

0.51

4472211
=42 445 445 447 448 449 mfz

Bruker Compass DataAnalysis 4.0 printed: 1/12/2015 3:17:16 PM Page 1 of 1
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'H NMR & '3C NMR copies of Fmoc-L-Orn(Ac,0Bz)-OBn (4)
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HRMS (ESI-QTOF) profile of Fmoc-L-Orn(Ac,0Bz)-OBn (4); Calc. for C3¢H34N,07 607.2438,
found 607.2403.

Display Report

Analysis Info Acquisition Date  1/6/2015 5:51:02 PM
Analysis Name  D:\Data\prabhu\pc160A_22 01_4818.d

Method fia.m Operator BDAL@DE

Sample Name pc160A Instrument micrOTOF-Q 10138
Comment

Acquisition Parameter

Source Type Esl lon Polarity Positive Set Nebulizer 1.5 Bar
Focus Not active Set Capillary 5000 V Set Dry Heater 200°C
Scan Begin 100 m/z Set End Plate Offset =500V Set Dry Gas 8.0 Wmin
Scan End 2300 m/z Set Collision Cell RF 500.0 Vpp Set Divert Valve Source
Intens. +S, 0.3-0.5min #{31-63)
x10%
607.2403
2.0
1.5
1.07 608.2429
0,54
£09.2440
610.2434
0. D_k{/\_,__lj : : . W
606 607 608 609 610 611 612 iz
Bruker Compass DataAnalysis 4.0 printed: 1/12/2015 3:25:36 PM Page 1 of 1
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HRMS (ESI-QTOF) profile of Fmoc-L-Orn(Bz)-OBn (5); Calc. for C3,H3,N,05549.2383, found
549.2342.

Display Report

Analysis Info Acquisition Date  1/6/2015 5:45:02 PM
Analysis Name  D:\Data\prabhu\pc160B_25 01_4816.d

Method fia.m Operator BDAL@DE

Sample Name  pc160B Instrument micrOTOF-Q 10139
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 1.5 Bar
Focus Mot active Set Capillary 5000V Set Dry Heater 200°C
Scan Begin 100 m/z Set End Plate Offset =500V Set Dry Gas 8.0 Vmin
Scan End 2300 miz Set Collision Cell RF 500.0 Vpp Set Divert Valve Source
Intens. +M3, 0.2-0.5min #(29-65)
x4
2.5
5492342
2.0
1.5+
1.0
550.2384
0.5
551.2430
D-D_ T T T T T T T T T T
5485 549.0 5495 550.0 550.5 551.0 5515 552.0 5525 553.0 mfz
Bruker Compass DataAnalysis 4.0 printed: 1/12/2015 3:27:04 PM Page 1 0of 1
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'H NMR & '3C NMR copies of Fmoc-L-Orn(Ac,0Bz)-OH (1)
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HRMS (ESI-QTOF) profile of Fmoc-L-Orn(Ac,0Bz)-OH (1); Calc. for Calc. for Cy9H»sN,04
517.1969, found 517.1975.

Display Report

Analysis Info Acquisition Date  1/6/2015 4:35:01 PM
Analysis Name  D:\Data\prabhu\pc162_23 01_4806.d

Method fia.m Operator BEDAL@DE

Sample Name  pc162 Instrument micrOTOF-Q 10138
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 1.5 Bar
Focus Mot active Set Capillary 5000 V Set Dry Heater 200*°C
Scan Begin 100 miz Set End Plate Offset  -500V Set Dry Gas 8.0 Wmin
Scan End 2300 m/z Set Collision Cell RF 500.0 Vpp Set Divert Valve Source
Intens. +MS, 0.3-0.4min #7E6-125)
®10°
2.04
5171975
1.54
1.04
518.1981
0.5
519.2004
_’\_r__’ﬁs_/_) 5202014
0.01 —
5315 516 517 518 k] 520 521 522 miz
Bruker Compass DataAnalysis 4.0 printed: 11272015 3:21:29 PM Page 1 of 1
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Model peptide: DA-Lys-Ser-Orn(Ac,0Bz)-OH; Calc. for C;3Hs3N509 663.3843, found 664;
DA-Lys-Ser-Orn(Ac,0H)-OH; Calc. for C;sH49Ns5Og 559.3581, found 560 (M+1).

Inten.(x10,000,000)

LCMS profile of crude model peptide after debenzoylation with 25% NH;3 in MeOH

" DA-Lys-Ser-Orn(Ac,0Bz)-OH

* DA-Lys-Ser-Orn(Ac,0H)-OH

—— T T T T T T T T T e T T
530 540 550 560 570 580 590 600 610 620 630 640 650 660 670 680 690 miz

Inten.(x1,000,000)
8.01 560

LCMS profile of crude model peptide after debenzoylation
o] with 1 M LiOH in THF/MeOH

DA-Lys-Ser-Orn(Ac,OH)-OH
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Purified HPLC profile of amphibactin-T

After prep-HFPLC

Injection Date
Sample Name
Acg. Operator
Acg. Instrument
Ecg. Method
Last changed

Analysis Method
Last changed

: 12/26/2014 10:43:56 AM

: PC153

Location : Vial 51

: Nilay sukant

#

Instrument 1 Inj Volume : 3 pl
C:\HPCHEM\1\METHODS45-55.M

12/26/2014 10:37:12 AM by Nilay sukant
(modified after loading)

C:\HPCHEM\1\METHODS45-95.M

: 2/16/2015 3:56:45 PM by Nilay sukant

VWD1 A, Wavelength=220 nm (PRABUN\SIG11958.D)

mAlU ]

200 8.862
150
100
50

0
T T T T I T T T T I T T T T I T T T T I T T T T I T T T T I T 1
0 2.5 5 7.5 10 12.5 15

Prep-HPLC Conditions
Column: Phenomenex C18 column (10 um x 10 x 250 mm)
Eluent: 5 - 60% CH,CN /0.1% TFA in 30 min

Sol. A: 100% H,0/0.1% TFA, Sol. B: 100% CH,CN/0.1% TFA
Wavelength: 220 nm Flow rate: 7 mL/ min

S13



HRMS (ESI-QTOF) profile of amphibactin-T; Calc. for C3sHgsN;,O;3 804.4713, found

804.4707.

Display Report

Analysis Info
Analysis Name

Acquisition Date

D:\Data\prabhu\pc153_13_01_4802.d

1/6/2015 4:17:56 PM

Method fia.m Operator EDAL@DE
Sample Name pc153 Instrument micrOTOF-Q 10139
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 1.5 Bar
Focus Mot active Set Capillary 5000 v Set Dry Heater 200°C
Scan Begin 100 m/z Set End Plate Offset  -500V Set Dry Gas 8.0 Vmin
Scan End 2300 miz Set Collision Cell RF 500.0 Vpp Set Divert Valve Source
Intens. +M3, 0.2-0.5min #{68-160)
%105
1.251 804 4707
1.004
0.75
8054717
0.501
0.25
802.4377 BOT.4826  gng3va9
O'Oo- T T T T T T T T
802 803 804 805 806 807 808 802 miz
Intens. +M3, 0.2-0.5min #{58-160)
#1059
3_
762 4609
2
804.4707
'l 4
784 4244 7973812
0= ey L Jstay e T by .l". b
70 a0 Tro - 90 a00 810 820 miz
Bruker Compass DataAnalysis 4.0 printed: 1/12/2015 3:11:37 PM Page 1 of 1
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Purified HPLC profile of moanachelin ala-B

After prep-HFLC

Injection Date : 12/24/2014 1:47:24 PM

Sample Name : PC157 Location : Vial 51
BAcg. Operator : Nilay sukant

Acg. Instrument : Instrument 1 Inj Volume : 5 pl
Acg. Method : C:\HPCHEM\1\METHODS5\5-95.M

Last changed : 12/24/2014 1:44:24 PM by Nilay sukant

imodified after loading)
Enalysis Method : C:\HPCHEM\1\METHODSY5-95.M

Last changed : 2/16/2015 3:56:45 PM by Nilay sukant
VWD1 A, Wavelength=220 nm (PRABUNSIG11957.D)
mAU ] 9.045

400

300

200

100
B
£

0 _:3
— T T ] T T T T [ T T T T [ T T T T | T T T T [ T T T '

0 25 5 7.5 10 12.5 15

Prep-HPLC Conditions
Column: Phenomenex C18 column (10 um x 10 x 250 mm)
Eluent: 5 - 60% CH,CN /0.1% TFA in 30 min

Sol. A: 100% H,0/0.1% TFA, Sol. B: 100% CH,CN/0.1% TFA
Wavelength: 220 nm Flow rate: 7 mL/ min
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HRMS (ESI-QTOF) profile of moanachelin ala-B; Calc. for C3¢HgsN-7O,, 788.4763, found

788.4770.

Display Report

Analysis Info

Acquisition Date

Analysis Name  D:\Data\prabhul\pc157_12_01_4801.d

1/6/2015 4:14:53 PM

Method fia.m Operator BDAL@DE
Sample Name  pc157 Instrument micrOTOF-Q 10139
Comment
Acquisition Parameter
Source Type ESI lon Polarity Paositive Set Nebulizer 1.5 Bar
Focus Not active Set Capillary 5000 Vv Set Dry Heater 200 *C
Scan Begin 100 m/z Set End Plate Offset  -500V Set Dry Gas 8.0 Vmin
Scan End 2300 miz Set Collision Cell RF 500.0 Vpp Set Divert Valve Source
Intens. +MS, 0.2-0.6min #52-173)
x1
1.254
788.4770
1.00-
0.754
780.4789
0.50
0254

0.00-

791.4601

794,3724

786 787 788 789 790 791 792 793 794 miz

Intens. +MS, 0.2-0.6min #{69-173)
W10
4.
3.

T45. 4678
2.
TEB.ATTO
1 -
l TEE.4324 781.3688
ol -— sk - Lo — T b - .'
740 720 T80 0 TG0 720 200 miz
Bruker Compass DataAnalysis 4.0 printed: 1/12/2015 3:13:28 PM Page 1 of 1
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