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'H-NMR - 5,6-Dihydro-11,12-didehydrodibenzo-[b,flazocino-3-oxoprop-yl-4-
fluorobenzamide (FB-DBCO).
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*C-NMR - 5,6-Dihydro-11,12-didehydrodibenzo-[b,flazocino-3-oxoprop-yl-4-
fluorobenzamide (FB-DBCO).
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Qualitative Compound Report

MS - 5,6-Dihydro-11,12-didehydrodibenzo-[b,flazocino-3-oxoprop-yl-4-fluorobenzamide

Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
(FB-DBCO).
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Comment V. Bouvet, Wuest, Uncology Sample Name vbh 143

Data File 10091004.d Instrument Name 6220 0aTOF
Position -1 Operator ami

Acq Method DA Method da ami low mass.m

Compound Table

MS Spectrum S P

x10 5 |Cpd 1: C25H19FN202: + Scan (0.736 min) 10091004.d Subiract

" 421.1322
(M+Na)+

1.75
1.5+
1.25

0.75

0.5
399.1506

R . _ _ _ _ | | L o
310 320 330 340 350 360 370 380 390 400 410 420 430 440
Counts vs. Mass-to-Charge (m/z)

MS Spectrum Peak List

m/z Calc m/z Diff(ppm) z [Abund [Formula Ion
399.1506 399.1503 0.64] 1 11273|C25 H20 F N2 02 (M+H)+
421.1322 421.1323 -0.17 207434|C25 H19 F N2 Na 02 (M+Na)+

--- End Of Report -
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HPLC trace (254 nm) - 5,6-Dihydro-11,12-didehydrodibenzo-[b,flazocino-3-oxoprop-yl-4-
fluorobenzamide (FB-DBCO).
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'H-NMR - 17-[11-Azido-3,6,9-trioxaundane-1-amino]-17-desmethoxy geldanamycin (6)

498.122 MHz H1 1D in cdc13 (ref. to CDC13 @ 7.26 ppm), temp 27.2 C -3 actual temp = 27.0 C, autoxdb probe

date: Jan 28 2011 sweep width: 6001Hz acqg.time: S5.0s relax.time: 0.1s # scans: 284 dig.res.: 0.1 Hz/pt
spectrometer:ibds filetexp

hz/mm:22.8

Pulse Seguence:

s2pul
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MS - 17-[11-Azido-3,6,9-trioxaundane-1-amino]-17-desmethoxy geldanamycin (6)

Qualitative Compound Report

Comment

Data File
Position

V. Bouvet, Wuest, Oncology  Sample Name

11012109.d
-1

Acq Method

Compound Table

Instrument Name
Operator
DA Method

vb 193

6220 0aTOF
armi
da ami low mass.m

M5 Spectrum
¥10 % e 0d 4 CAOHSIFNADS. + Scan (2.9.34 min, 30 scans) 11012108.d Sublract
22 7473029
|
2 303 2079
| |
18 | |
16
14 421.2330
12
|
1 |
|
08 |
|
06 |
B 436.3218
0z 2020503 : | 4E760E 5313871 smsan3s
32527 355 1525 Lol ﬁ 4533033 | s07.3207 1 EE34544 707.4918
0 L ___. L P P | __ I e iy o TP TR R . b b beodeo .
1 4
260 280 30D 320 340 360 380 400 420 440 460 480 500 520 540 560 530 600 620 640 660 680 OO 720 740 760 780 BOD B20 B4
Counts vs. Mass0-Charge (miz)
--- End Of Report -~

Agilent Technologies

Page 1 of 1
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HPLC trace (254 nm) - 17-[11-Azido-3,6,9-trioxaundane-1-amino]-17-desmethoxy
geldanamycin (6)
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Qualitative Compound Report

Comment V. Bouvet, Wuest, Oncology Sample Name vb 145a

Data File 10091002.d Instrument Name 6220 0aTOF
Position =1 Operator ami

Acq Method DA Method da ami low mass.m

Compound Table

MS Spectrum
x.“_uo 5 |Cpd 1: C31H30FN507: + Scan (0.813-0.846, 0.994-1.374 min, 27 scans) 10091002.d mm_mqmﬂ ]
626.2014

3 (M+Na)+

25
2

1.5
1

0.5 ”
o b

555 560 565 570 575 580 585 590 595 600 605 610 615 620 625 630 635 640 645
Counts vs. Mass-to-Charge (m/z)

MS Spectrum Peak List

m/z Calcm/z Diff(ppm) [Abund [Formula Ion

526.2014 626.2021 -1.16] 316653|C31 H30 F N5 Na O7 (M+Na)+

MS regioisomer 1 — 6-FB-DBCO-coupled triazole (7)
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-— End Of Report -



Qualitative Compound Report

Comment V. Bouvet, Wuest, Oncology  Sample Name vb 145b

Data File 10091003.d Instrument Name 6220 0aTOF
Position . Operator ami

Acq Method DA Method da ami low mass.m

Compound Table

MS Spectrum

%10 5 |Cpd 1: C31H30FN507: + Scan (0.682-0.715, 0.897-1.128 min, 18 scans) 10091003.d Subtract

5 626.2013
45 (M+Ha)+

4
35
3
25
2
15 _
1
05
O L L

555 560 565 570 575 580 585 590 595 600 605 610 615 620 625 630 635 640 645
Counts vs. Mass-to-Charge (m/z)

MS Spectrum Peak List

m/z Calc m/z Diff(ppm)  |Abund |Formula Ton
626.2013 626.2021 -1.4] 482245|C31 H30 F N5 Na 07 (M+Na)+

MS regioisomer 2 — 6-FB-DBCO-coupled triazole (7)
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--- End OF Report —
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HPLC trace (254 nm) — 6-FB-DBCO-coupled triazole (7)
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MS - FB-DBCO-coupled triazole (8)
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Sample Name  vb 147-1 Position -1 Instrument Name 6220 0aTOF User Name ami
Inj Vol 5 InjPosition SampleType Sample IRM Calibration Status Success

Data Filename  10101216.d ACQ Method Comment V. Bouvet, Wuest, Acquired Time 10/12/2010 7:16:15 P
Oncology

x10 5 |+ Scan (0.714-0.813 min, 7 scans) 10101216.d
2 4201.2 626.2
1.95

1.9
1.85

1.75
1.7
1.65
1.6
1.55
1.5
1.45

A.K..v

0.55 323.1
- 1

0.4 _ 487.4 531.4
m 443.3
0351 1731 . _
0.3 . | es3s
0.25 | 371.3 | |
0.2 269.1 m f _

0.15 228.1 “
0.1 |
|

575.4

819.5
785.5

| |
oll. . _ * RTER ROV PR | Y .*__7__:__:: bl ____ " 7 L _, _,_ b |

1756 200 225 250 275 300 325 350 375 400 425 #mo 475 500 525 550 575 600 625 650 @ﬂm MOO 725 750 775 800 825 850 875
Counts vs. Mass-to-Charge (m/z)
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HPLC trace (254 nm) - FB-DBCO-coupled triazole (8)
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MS - FB-DBCO-coupled triazole (9)
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Sample Name vb 147-3 Position -1 Instrument Name 6220 0aTOF User Name ami
Inj Vol 5 InjPosition SampleType Sample IRM Calibration Status Success

Data Filename  10101217.d ACQ Method Comment V. Bouvet, Wuest, Acquired Time 10/12/2010 7:29:31 PM
Oncology

%10 5 |+ Scan (0.617-0.683 min, 5 scans) 10101217.d

1.3
1.25

1.2+
1.15

1.1
1.05

0.95
0.9
0.85 -
0.8
0.75-
0.7
0.65
0.6
0.55
0.5
0.45
0.4
0.35
0.3
0.25
0.2
0.15
0.1- 421.2

533.2

0.05 |
0 b ) 1| L LAl Wi aid Lyl il il (L LR T : MR P [P i AN Ll ,._:___.,__ 1 Lol

360 370 380 390 400 410 420 430 440 450 460 470 480 490 500 510 520 530 540 550 560 570 580 590
Counts vs. Mass-to-Charge (m/z)
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HPLC trace (254 nm) - FB-DBCO-coupled triazole (9)
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MS - FB-DBCO-coupled triazole (10)
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Sample Name vb 147-2 Position -1 Instrument Name 6220 0aTOF User Name ami
Inj Vol 5 InjPosition SampleType Sample IRM Calibration Status Success

Data Filename  10101215.d ACQ Method Comment V. Bouvet, Wuest, Acquired Time 10/12/2010 7:06:45 |
Oncology

x10 & [+ Scan (0.992-1.042 min, 4 scans) 10107215.d

8.5
8.25

7.75
7.5
7.25-

6.75
6.5
6.25

55
525

4.75
4.5
4,25 421.2

3.75
35
3.256

2.75

i | 575.4
| | 6635 819.5

f
|
|
I

|
olickeondn b il * _ f_ _.__7 i 7: _. ,_: I *,7 __ | “_ L .wﬂ___ __,:__ ____ L) m - | L i "

300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000 1050 1100 1150 1200
Counts vs. Mass-to-Charge (m/z)

K




Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry

This journal is © The Royal Society of Chemistry 2011

HPLC trace (254 nm) - FB-DBCO-coupled triazole (10)
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MS -FB-DBCO-coupled triazole (11)
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Sample Name vb 205 Position -1 Instrument Mame 6220 0aTOF User Name ami
Inj Vol 5 InjPosition SampleType Sample IRM Calibration Status Success

Data Filename  11022304.d ACQ Method Comment V. Bouvet, Wuest, Acquired Time 2/23/2011 3:34:31 PM
Oncology

%10 4 |+ Scan (2.9-3.2 min, 19 scans) 11022304.d
a.4 - 130.2

4.2
639.2
3.8
3.6
3.4

32

2.8
2.6
2.4

475.3
2.2

1.8
1.6

1.4
249.2

0.8

0.6

0.4- 346.3 388.3 |
. i
ol Ll Db e i g bl L Ltk b b sl I

150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 200
Counts vs. Mass-to-Charge (m/z)
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HPLC trace (254 nm) -FB-DBCO-coupled triazole (11)
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Radio-HPLC trace [*F]FB-DBCO
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Radio-HPLC trace of ["’F]FB-DBCO (with co-injection of reference compounds FB-DBCO)
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Radio-HPLC trace of ['*F]FB-DBCO-coupled triazole (['*F]7)
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Radio-HPLC trace of ['*F]FB-DBCO-coupled triazole (['*F]8)
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Radio-HPLC trace of ['*F]FB-DBCO-coupled triazole (['*F]9)
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Radio-HPLC trace of ['®F]FB-DBCO-coupled triazole (['*F]10)
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Radio-HPLC trace of ['®F]FB-DBCO-coupled triazole (['*F]11)
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