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19

4

Bruker Daltoni

283.1169 2420 34 260 01134 2497
284.1131 ss1 Q8 62 QIOD 2785
285.1351 2768 3.9 295 00770 3702
286.6148 2023 2.9 214 00494 5799
287.1147 1768 2.5 187 00791 3632
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Figure 22 Mass spectrum of compound DB4
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Analysis Info

Mass Spectrum List Report

Analysis Name OSCUPK561120001 d

Acquisition Date  11/20/2013 9:31:43 AM

Method MKE_lune_low_positive_20130204.m Operator Administrator
Sample Name DB4 Instrument micrOTOF 72
CB4
Acquisition Parameter Set Corrector Fill 75V
Source Type Fﬁli lon Polarity Positive Set Pulsar Pull 398V
Scan Range Capillary Exit 150.0V Set Pulsar Push 330V
Scan Begin 50 m/z Hexapole RF 90.0 V Set Reflector 1300 vV
3000 m/z Skimmer 1 455V Set Flight Tube 9000 V
Hexapote 1 250V Set Detector TOF 1910 vV
Intens +MS, 0.4min A(21)
x104
4 265.0479
3
|
2 253.1384
243.0666 |
1
I 277.1570281.1458
il g | 1) = f = & | Ll afak -
240 245 o
# m/z 1 1% S/IN  FWHM Res.
1 149.0228 7106 13 226.1 00295 5051
2 231.1591 18949 3.6 3307 0.0431 5362
3 242.0848 6833 13 112.3 0.0570 4249
4 243.0666 12483 24 204.3  0.0495 4913
5 253.1384 16821 32 261.8 0.0489 5181
6 2650479 36185 6.9 532.4  0.0525 5052
7 297.095C 5548 11 70.7 0.1153 2576
8 301.1418 36083 6.8 454.7 0.0576 5230
9 302.1445 6195 12 774 0.0563 5371
10 304.2620 6793 13 84 2 0.0558 5452
11 313.1770 10574 20 126 8 0.0664 4714
12 337.1164 5690 11 62.3 0.1074 3139
13 353 1610 5933 11 636 0.1232 2866
14 393 3014 44287 84 466 7 0.0726 5417
15 394.3050 10433 2.0 1093 0.0724 5448
16 413.2713 115671 22.0 12056 0.0756 5464
17 414.2744 28469 54 2959 0.0748 5537
18 427.3787 5913 11 60.3 0.0777 5503
19 429.2444 7499 14 76.6 0.0878 4890
20 441.3006 16768 3.2 Sjefislende 0.0839 5257
21 449.3665 526837 100.0 5378.8 0.0638 5359
22 450.3700 142769 27.1 1456.1 0.0798 5643
23 451.3698 22279 42 226.3 0.0815 5535
24 457.2603 13247 2:5] 133.7 0.0950 4811
25 465.3414 17136 3.3 172.4 0.0853 5455
26 469.3343 12351 23 123.7 0.0885 5305
27  479.2513 6671 le8) 65.S 0.1093 4386
28 505.1720 9659 18 945 0.1050 4810
29 507.1153 8703 1.7 84.9 0.0932 5438
30 602.2428 9579 18 119.8 0.1096 5496
Bruker Daltonics DataAnatysis 3.3 printed: 11/20/2013 9:50:03 AM Page 1of1

Figure 28 Mass spectrum of compound DB5
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Figure 31a 'h-NMR (500 MHz) spectrum of compound DB5 (acetone-cf6)
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Figure 31b 'h-NMR (500 MHz) spectrum of compound DB5 (acetone-c/6)



0

"

A

31
s T
z 8 iz
S 6 2 ¥
2 9a {
. 4 8a ' {
= LT Ef 4a {
33 W N/ A3
18 &
z | 3
|10
|

- fa o8

130 120 110 100

170 160

A

Figure 32 13C-NMR (125 MHz) spectrum of compound DB5 (acetone-c/6)

174

4-OMe

LT

5 6 8 1.3 4-OMe
T ‘
el WA AP AR 'W‘WM\‘MWM\VQ’M
1 ;:n') !
Me a0 3 l
"
.3«
5.
6¢j
| "
3 ]
1 5— ro
L i f
{ vl
e 12 10 no 10 @ & s e
fl (po)
Figure 33a HSQC spectrum of compound DB5 (acetone-c/6)



175

4 2 - - TS
(ppe) |
|
|
6.70
.rs |
o 1
3 o 6.80
1 —umas i !
{ s.es.;

100 lor ioa Ics 106 10) @

(pp«)

Figure 33b HSQC spectrum of compound DB5 (acetone-d6)

5 6 8
31
!
— I
. y o M
T ‘.’-.w.",.\llv:. AL A ey ."‘-.O_'\’f\\»-\f\‘,ﬁa, e DSty bipity

130 12 120 s 110 108
L (ppw)

Figure 33¢c FISQC spectrum of compound DB5 (acetone-d6)



176

oH 5 2 7 98:83-4[,"4? ‘ ‘

4-OMe N j %

is0 180 170 160 150 140 130 120 110 100
F1 (ppn)

Figure 34 HMBC spectrum of compound DB5 (acetone-c/6)

s 13
sf 6 "
i | i
PIERCA ey ek _
e -4 AT e s r
(geg) {
A Y O
: X e
i B 1
3 ! ii
s.og gx i |
3.2 K i
: | .
3.3 |
i ' |
].l_g -"
: y ] |
x.a:z f' | i
| i
! 4.05 { |
4-OMe —1 g o

| |

I

. i (8
U4 YL 9V KO Q0 arcal d(‘;pl)« Lats [J'L e
<K<

Figure 35 NOESY spectrum of compound DB5 (acetone-c/6)



I

Mass Spectrum List Report

Analysis info

Analysis Name OSCUPK561120002.d Acquisition Date  11/20/2013 9:37:13 AM

Method MKE_tune_low_positive_20130204.m Operator Administrator

Sample Name DB11 Instrument micrOTOF 72
CB11

Acquisition Parameter Set Corrector FiB 75V

Source Type ESI lon Polarity Positive Set Pulsar Pull 398V
Scan Range n/a Capillary Exit 150.0 V Set Pulsar Push 380V
Scan Begin 50 mIZ Hexapole RF 90.0 V Set Reflector 1300 V
Scan End 3000 ml Skimmer 1 455V Set Flight Tube 9000 V
Hexapotel 250V Set Detector TOF 1910V
ln;o;r‘n)s‘. 281.0445 +MS, 0.2-0.2min #(12-13;
15
107 2531391
259.0619
0 267.1284 l 295.1572
l l'1 Sf ey ‘.1.1'1 g lA,l,L14‘1‘ ijl"l‘ll
255 260 265 270 275 280 285 290 295 miz
« m |Z e 1% SIN  FWHM  Res.
1 231.1600 10835 5.8 201.5 0.0427 5415
2 253.1391 8444 4.5 140.2 0.0521 4860
3 2590619 6116 3.3 986 00489 5301
4 279.0291 7408 3.9 109,1 00544 5132
5 281.0445 19244 10.3 2815 0.0531 5289
6 301 1433 26455 141 3564 00566 5324
7 302.1457 4620 25 61.7 0.0554 5454
8 313.1779 8091 43 103.8 0.0655 4783
9 347.9858 17674 94 2055 00653 5328
10 3499838 8519 4.5 98.8 0.0647 5411
11 352.0053 5629 30 651 0.0645 5456
12 393.0014 4925 2.6 56.4 00739 5318
13 393 3018 18970 101 219.2 0.0765 5144
14 394.3053 4804 2.6 550 00736 5356
15 397 9952 4801 26 549 00720 5529
16 400 3842 4710 25 53.8 00719 5565
17 413.2736 69861 37.2 807.2 0.0754 5482
18 414.2763 17182 9.2 197.9 00760 5450
19 4292471 9018 4.8 1032 0.0839 5116
20 441.3024 9631 51 110 1 0.0875 5041
21 449.3689 187688 100.0 2160.6 0.0824 5454
22 450.3719 49841 26.6 5729 00790 5700
23 451.3697 9039 48 1031 0.0832 5425
24 457.2643 22850 12.2 261.9 0.0948 4823
25 458.2679 6832 3.6 77.6 00959 4777
26 465 3430 12856 68 1467 0.0896 5191
27 469.3341 5503 29 62.1 0.C91G 5123
28 479.2532 4956 26 558 0.1141 4199
29 550.1385 5122 2.7 596 0.0948 5803
30 602.2478 6379 34 91.7 0.1067 5642
Bruker Daltonics DataAnalysis 3.3 printed: 11/20/2013 9:47:44 AM Page 1 of 1

Figure 36 Mass spectrum of compound DB6
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Analysis Info

Mass Spectrum List Report

Analysis Name OSCUPK561112002.d
e_low_positive_20130204.m

Method MKE_t
Sample Name DB.14
OB. 14
neter
Source Type ESI
Scan Range na
Scan Begin 50 /z
Scan End 3000 m/z
Intens.
X10-
230.2473
-4-
« m/z 1
1 139.0768 15699
2 185 1149 7724
3 227.0717 12615
4 2302473 18380
5 267.0634 101754
6 268.0669 14704
7 278.2435 20762
8 2810534 11135
9 2822770 6720
to 283.0871 10789
11 293.0413 25095
12 297.2371 8754
13 299.0848 10257
14 302 2437 41161
15 303.2471 8026
16 304 2599 363761
17  305.2631 63404
18 306.2690 11740
19 318.2371 10091
20 320.2443 37065
21 321.2462 7701
22 341.2644 10399
23 351.0846 8589
24 3852910 8026
25 413.1600 12516
26 420 3457 6654
27 525.1194 6310
28 559.5207 8395
29 5855408 33973
30 586 5450 12193

Broker Daltonics DataAnalysis 3.3

Figure 42 Mass spectrum of compound DB7

Acquisition Date

Operator

Instrument

181

11/12/2013 12:33:53 PM
Administrator
micrOTOF 72

Sel Corrector Fin 75V

lon Polarity Positive Se( Pulsar Pull 398V
Capillary Exit 120.0V Sel Pulsar Push 380V

Hexapole RF 90.0V Set Reflector 1300V

Skimmer 1 455V Set Flight Tube 9000 V

Hexapole 1 25.0V Set Detector TOF 1910 V

tMS. 0.7min #{40)
585.5408
Lu x1L 1 525.1194 |
IV. SN FWHM  Res.
43 2046 0.0264 5278
21 825 00361 5135
35 1141 00443 5130
51 1645 00434 5301
280 8048 00528 5054
40 1157 0.0519 5160
57 1583 0.0502 5538
31 840 0.0774 3631
18 504 0.0536 5266
30 809 00646 4385
69 1831 0.0539 5441
24 629 0.0535 5554
28 733 0.0587 5091
113 2926 0.0548 5516
22 566 0.0557 5440
1000 2573.3 0.0565 5390
174 4470 0.0556 5491
32 823 00573 5349
28 683 0.0619 5139
102 2505 0.0636 5037
21 516 0.0639 5028
29 66.4 0.0636 5366
24 559 00629 5582
22 565 0.0717 5377
34 94.7 0.0737 5603
18 511 0.0714 5888
17 66.9 00938 5599
23 9.2 01048 5341
93 4339 0.1186 4937
34 1557 01218 4816
printed: 11/12/2013 12:37:31 PM Page 1of 1
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Mass Spectrum List Report

Analysis Info
Analysis Name OSCUPK561112001.d

185

Acquisition Date  11/1272013 12:28:09 PM

Method MKE_tune_low_positive_20130204.m Operator Administrator
Sample Name DB.13 Instrument micrOTOF 72
DB.13
Acquisition Parameter Set Corrector Fit! 7BV
Source Type ESI Polarity Positive Sel Pulsar Pull 398V
Scan Range n/a Capillary Exit 120.0V Set Pulsar Push 380V
Scan Begin 50 : Hexapoie RF 90.0V Set Reflector 1300 V
Scan End 3000 m/z Skimmer 1 455V Set Flight Tube 9000 V
Hexapole 1 25.0V Set Detector TOF 1910 V
Intens.. Ms; 1.6-1 6min *{96-97)
xto5.
10
Q08
Q06
04
Q2
200 ' 250 300 350
# m/z 1 1% SIN PWHM  Res.
1 153.0571 7524 66 1034 00289 5303
2 185.1163 11723 10.2 1444 0.0351 5275
3 198.0731 3691 3.2 434 0.0341 5803
4 2141194 6210 54 69.7 0.0412 5198
5 227.0737 5776 5.0 62.3 0.0462 4915
6 261.1146 9961 8.7 98.1 0.0513 5091
7 271.0617 27125 237 261.0 0.0496 5447
8 272.0681 4350 38 414 0.0589 4621
9 278.2437 6805 5.9 64.0 0.0512 5439
10 282.2783 14498 126 1354 0.0522 5409
11 283.0943 36726 320 343.0 00531 5332
12 284.0969 6210 54 575 00506 5614
13 293.0427 5352 47 484 00541 5420
14 299.0717 4946 4.3 440 00738 4051
15 301.1359 4665 41 413 0.0610 4937
16 302.2454 17598 153 1566  0.0557 5427
17 303.2477 3757 33 330 0.0545 5560
18 304.2610 114680 1000 10187 0.0542 5616
19 305.2640 20286 177 1794 0.0568 5372
20 306.2709 4184 36 365 0.0576 5313
21 311 2528 4259 3.7 36.7 0.0561 5552
22 318.2393 5314 4.6 452 0.0634 5021
23 320.2482 11156 (27 950 0.0647 4948
24 355.2816 6108 53 506 0.0647 5491
25 399 3075 5947 5.2 53.0 0.0782 5106
26 413.2654 6069 53 554 0.0858 4819
27 443.3374 5855 51 56.4 0.0822 5391
28 487.3632 3884 34 405 00971 5018
29 585.5435 11376 99 1531 01181 4959
30 586.5485 4324 38 57.8 01207 4858
Bruker Daltonics DataAnalysis 3.3 printed: 11/12/2013 12:38:36 PM Page 1of1

Figure 49 Mass spectrum of compound oss
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