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4.0
N g n)

d Table
I l I MFG D
Compound Label RT Mass Formula MFG Formula {(ppm) DB Formula J
Cpd5: CI0R1807| 0703  250.1054] C10 H18 O7 C10H18 07 | 0.45] comsor |
Label msmz RT Alg Mass
de 5: C10 H18 O7 t273.l3946 0.203  |Find by Molecular Feature :250,1054
MFE MS Spectrum
10 8 [Crd 5: C10 H18 07: +ESI MFE Specirum (0.056-1.023 mir) Frag=135.0/ BAL 153 d
273.0946
2 ((G10 H18/O7]*Na)+
1.5
1
L
150 200 250 300 350 400 450 SO0 S50 800 650 700 750 800 850 00 950
ounts ve, Mass-to-Charge (m/z)
MFE MS Zoomed Spectrum
106 [CPd 51 C10 H18 07: +ESI MFE Spectrum (0.086-1.033 min) Frag=135.0V BAL 153 d
273.po46
2 ((C10 H18(OT]+Na)+
1.5
1 51,1126
([C10 H18 O7]+H)+
0.5 289.0682
| (IC10 H18 Q7)+K)+
s ol | A
220 225 230 235 240 245 250 255 260 269 270 275 280 285 290 295 300 305 310 315 320 325
Counts ve. Mass-to-Charge (m/z)
MS Spectrum Peak List
o/ z {Abund Formula Ton
25,1126 1 | 487166.16 |C10 H18 07 (M+H)+
2521166 1 42557.93 |C10 1118 O7 (M+H)+ O O
263.1352| 1 |  553648.63|C10 H18 07 (M+NHA)+
263.1424] 1 5997124 | C10 H18 O7 (MNHA)+ J_K
2704381] 1 140197 |C10 H18 07 (FNHa) O/Y\O/Y\O
273.0946| 1 |  2376683.5 |C10 H18 07 (M+Na)+
70979 1 | 262662.75 |10 HIB O7 (M+Na)+ OH OH
2751001 1 48226.59|C10 H18 07 (MENa)+
209.0682) 1 §2058.94 |C10 H18 OF (M+K)+
20.072| 1 7258.48C10 H18 O7 (M+K)+
Fi 1. 13C-
gure S1. 'H-, BC-NMR, HETCORE and HRMS spectra of compound 2.
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Compound Table :
M ¥
Compound Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 1: C26 H34011|  0.201 546,2038 C28 H34 O11 C28 H34 011 2.35 €28 H31 011
CompoundLabel m/z KT _|Aigorithm _ Mass
de 1: C28H34 011  |547.2162 0201 ’Flnd by Molecular Feature 545.2088
MFE MS Spectrum
x10 6 |Cpd 1: C28 K34 011: +ES| MFE Spectum {0.133-0.717 min) Frag=135.0vV AK SS 232-d
547.2162
1 ((C28 H34O11]+H)+
0.8
0.6
0.4
0.2
200 300 400 500 600 700 800 900 1000 1100 1200 1300
Counts vs. Mass-to-Charge (m/z)
MFE MS Zoomad Spectrum
%106 [Cpe 1: C28 H34 O11: +ESI MFE Spectrum (0.133-0.717 min) Frag=135.0V AK SS 232-d
547 p162
1 ((C28 H34 O11]+H)+
0.8
0.6
569.1976
0.4 {[C28 H24 O11]+Na)+
o 1 : L
515 520 525 530 535 540 545 550 555 560 565 570 575 580 586 590 595 600 605 €10 615 6520
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z |Abund Formula Ton 0 0
547.2162| 1 1180624.25 | €28 H34 O11 (M+H)+
548.2194| 1 364757.63 [C28 H34 O11 (M1H)+ / S Ao o~ /J—J\\
540.2214| 1 76058.26 |C28 H34 OL1 (M+H)+ o) \|/ ] \]/ o]
5502238) 1 12465.6 | €28 H34 011 (M+H)+ 0 O
564.2417] 1 17582.48 |C28 H34 011 (M+NH)+ /k
565.2449| 1 5514.71 28 H34 O11 (M+NH4)+ P Pz
569.1976 | 1 225160.56 |28 H34 O11 (M+Na)+ |
570.2009| 1 67233.68 |C28 H34 011 (M+Na)+ L .
5712031 1 15374.28 [C28 H34 O11 (M+Na)+
585.1713| 1 15611.32 |C28 H34 011 (M=K)+
AT

Figure S2. 'H-, 3C-NMR and HRMS spectra of compound 3.
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Compound Table
Compound Label RT Mass Formuila MFG Formula (ppm) DB Formula
Cpd 5: C24 H30 09 0.202 462,189 €24 H20 09 €24 H30 09 -0.06 C24 H30 09
‘Compound Label  m/z IAigorithm ss
/Cpd 5: C24 H30 09 463.1964 10.202  |Find by Molecular Feature 462.189
MFE MS Spectrum
x10 8 |Cpd 5: C24 H30 0O9: +ESI MFE Spectrum (0.132-0.666 min) Frag=135.0v AK 55 232.d
1 463.1964
([C24 H30 O9+H)+
0.8
0.6
04
02 | 047.3633
o (ZM+Na)+

MFE MS Zoomed Spectrum
x10 6 |Cpd 5: C24 H30 C9: +ESI MFE Spectrum (0.132-0.666 min) Frag=135.0V AK SS 232.d
1
0.8
0.8
0.4
947.3633
02 \ (M+Na)y+
0
450 475 500 525 550 575 600 525 650 675 700 725 750 775 80D 825 850 B75 900 925 950 975
Counts vs, Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z |Abund Formula Ton
463.1964| 1 1105493.88 [C24 H30 09 (MtH)+ HO ﬁ/\
464.1996 ] 1 281623.74 | C24 H30 09 (M+H)+ O OH
4652016 1 54743.1 |24 H30 03 (MeH)+ @]
466.2046| 1 8716.68 |C24 H30 09 (M+H)+
4851781 1 217859.14 |C24 H30 09 (M+Na)+ = )\
486.1814| 1 55751.49 |C24 H30 09 (M+Na)}+ =
487.1729| 1 12168.6 {C24 H30 09 (M+Na)+ | |
5011531 1 1570136 |C24 H30 09 (M+K)+ NS NS
502.1583| 1 4514.32 |C24 H30 09 (M+K)+
947.3633] 1 5901.47 (2M+Na)+
<0 0 D0

Figure S3. 'H-, 3C-NMR and HRMS spectra of compound 4.
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User Name

Figure S4. 'H-, 3C-NMR and HRMS spectra of compound 5.
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Sample Name AKX 85216

Data Filename  AX 55216.d

Position

1 InjPosition
ACQ Method 29,10.2014m

[l User Name
TRM Callbration Status

Acquired Time

Instrument Name  Inctument |
sampleType Samgle
Comment

laredu-PCpdmin
Suocest
20:03-2015 14:43:19

0.14

£6 H12 NG O3: +ESI Ecoan (0.224 min) Frag=135.0V AK s5216.d

217.1044
((C6 H12 N6 Q3]vH)*

Ho/\(\o/Y\OH

N3 N3

223.0836
|

I
2151201 I

213 214 215 216 217 218 219 220 221 222 222 224 225

226

Figure S5. 'H-, 3C-NMR and HRMS spectra of compound 6.
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de 1:C30H30 011

MFE MS Spectrum

Sea2is 02

/% CbipBund Table
i Comgpound Label RT M Formula MFG Formula {ppm) DB Formula
1’;’ © Cpd 1: C30 H30 011 02 566.1783 C30H30 011 C30 H30011 09 C30°H30 011
iy
N
Elnmpuund Label _ Mass

Find by Molecular Feature 566.1783

x105

O 4N WA O D

584.2123
([C30 H20 Q11]+NH4)+

|

Cpd 1: C30 H30 O11: +ESI MFE Spectrum (0.140-0.774 min) Frag=135.0W AKSS 234.d

200 300

MFE MS Zoomed Spectrum

400

600 700 800 900 1000
Counts vs. Mass-1o-Charge (m/z)

500

1100

1200 1300

1400

%10 5 |Cpd 1: G30 H30 O11: +ESI MFE Spectrum (0.140-0.774 min) Frag=135.0v AKSS 234.d
584.p123
6 (IC30 H30 @1 1]+NH4)+
5
4
3
2 567.1848
(IC30 H30 O11)]+H)+ 605.1407
1 ([C30 H30 O1 1K)+
0 I, I L

MS Spectrum Peak List

Counts vs. Mass-to-Charge (m/z)

535 540 545 550 555 560 565 570 575 580 585 590 595 600 605 610 615 620 625 630 635 640

m/xr z |Abund Formula Ton
567.1846| 1 61419.93C30 H30 011 (M+H)+
568.1877| 1 21607.85 |C30 H30 011 (M+H)+
5B4.2123| 1 715536 |C30 H30 011 (M +NH4)+
585.2153| 1 228638.63 |C30 H30 O11 {M+NH4)+
586.2173| 1 4992941 |C30 H30 011 (M+NH)+
587.219]| 1 9039.81 JC30 H30 011 (M+NH4)+
589.1669| 1 172121.38 |C30 H30 O11 (M+Na)+
590.1703] 1 55282.26 |C30 H30 011 (M+Na)+
591.1732| 1 12283.34 | C30 H30 011 {M+Na)+
605.1407] 1 9660.31 | C30 H30 011 (M+K)+

(9]

S

5255

U

|

Figure S6. 'H-, 3C-NMR and HRMS spectra of compound 7.
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Compound Table
MFG Dift
C d Label RT Mass Formula MFG Formula {ppm) DB Formula
Cpd 2: C26 H26 09 0.2 482.1566 C26 H26 05 €26 H26 09 2.15 C26 H26 09
_. ind “Imjz___ [RT__ |Algorithm _ _[Mass_
|Cpd 2: C26 H26 08 1505.1459 0.2 Fnd by Molecular Feature 482. 1566
MFE MS Spectrum
x105|Cpd 2 €26 H28 O9: +ESI MFE Spectrum (0.143-0.626 min) Frag=135.0v ACD.d
3 5051459
([C26 H26 09]+Na)+
25 Tl
2 ||
15 |
1
0.5
0 T T
200 300 400 500 600 700 8OO 900 1000 1100 1200
Counts v, Mass-to-Charge (m/z)
MFE MS Zoomed Spectrum

25
2
1.5
1
0.5

483.1638
([C26 H26 C9)+H)+

10 5 |Cpd 2; €28 H26 Q9; +ES| MFE Spectrum (0.143-0.626 min) Frag=135.0V ACD.d
3

505.
(IC26 H26|

Qg)+Na)+

MS Spectrum Peak List

455 480 485 470 475 480 485 490 495 500 505 510 515 520 525 530 535 540
Counts vs. Mass-to-Charge (m/z)

miz z |Abund Formula Ion
483.1638| 1 254020.02 [C26 H26 09 (M+H)+
484.1671 | 1 70416.36 |C26 H26 09 (M+H)+
485.1685 | 1 14388.49 | C26 H26 09 (M+H)+
486.1703| 1 2408.07 |26 H26 09 (M+H)+
487.1761| 1 122,94 |€26 H26 09 (M+H)+
505.1459| 1 310696.19 [C26 H26 09 (M+Na)+
506.1492] 1 87666.68 |C26 H26 09 (M+Na)+
507.1523] 1 20719,18 [C26 H26 09 (M+Na)+
508.1545| 1 3685.04 | €26 H26 09 ({M+Na)+
509.1488| 1 829.18|C26 H26 05 (M+Na)+

HO/\]/\O/Y\OH

9 9

Figure S7. 'H-, 3C-NMR and HRMS spectra of compound 8.
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Compound Table
[ MFG DIfF
Compound Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 5: C13 H24 09 0.204 324.1416 C13 H24 09 C13 H24 09 1.24 C13 H24 09
Compound Label m/z RT Algorithm Mass
Cpd 5: C13 H24 09 347.1309 0.204 Find by Molecular Feature 324.1416
MFE MS Spectrum
o (pd 5. G13 24 09: +ESI MFE Spectrum (0.126-0.827 min) Frag=135.0V PG 3 TR —‘
* 3471309
([C13 H24 O9]+Naj+
25 |
2
15
1
0.5
0 L
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
ints vs. Mass-to-Charge (m/z)
MFE MS Zoomed Spemum
%106 (Cpd5:€13 od 5. C13 H24 09: +ESI MFE Spectrum (0.126-0.827 min) Frag!135 50V PG3 .d
3 * 347|1309
([C13 H24{ O8]+ Na)*+
25
2
1.5
1 325.1488
(IC13 H24 Q9)+H)*+ I
0.5
L e,
295 300 305 310 315 320 325 330 335 340 345 350 355 360 385 370 375 380
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z |Abund Formula Ion
325.1488| 1 288270.88 |C13 H24 09 (M+H)+
326.1521] 1 41068.72 |C13 H24 09 (M+H)+
327.1536| 1 8488.43 |C13 H24 09 (M+H)+ 0] 0
3421759 1 084878.63 |C13 H24 09 (M+NH4)+ )‘L
343.1786| 1 145896.22 |C13 H24 09 (M+NH4)+ O/\K\O/\I/\O /\[/\ o
344,1745| 1 34272.38 |C13 H24 09 (M+NH4)+
347.1309] 1 3130392 |C13 H24 09 (M<Na)+ OH OH OH
348.1342| 1 457536.4 | C13 H24 09 (M+Na)+
349.1356| 1 94668.31 [C13 H24 09 (M+Na)+
350.1382| 1 11114.19|C13 H24 09 (M+Na)+

Figure S8. 'H-, 3C-NMR and HRMS spectra of compound 10.
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Sample Mame AKX S5 256
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Data Filenarw  AX 55 2%6.d

1

Position

InjPosition
ACQ Mathod

P2-E2 Instrument Name
SampleType
Commant

Ingtrument 1
Sarple

User Name
IRM Gallbration Status
Atquired Time

Sucess
9.10.2014.m

=10 *

4.8
4.6
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4.2
4
3.8
a8
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a
28
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24
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2
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1.4
1.2
1
o8
0.6
04
0.2/
oL
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Figure S9. 'H-, 3*C-NMR and HRMS spectra of compound 11.
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Figure S10. 'H-, 3C-NMR and HRMS spectra of compound 12.
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Compound Table
MFG Diff
Compound Label RT Mass Formula MFG Formula {ppm) 0B Formula
Cpd 4: C13 H2L N9 06|  0.205 399.1633 €13 H21 N9 0% C13H21 N9 06 -4.50 €13 H11 N9 08

‘Compound Label  |m/z _|RT  Agorithm _____ [Mass
Cpd4: CLI3H2L NS 06 417.1971 10,205 Find by Malecular Feature |399.1633
(Dt e, S o 1= T T e
MFE M5 Spectrum
%10 3 |Cpd 4: ©13 H21 N9 O6: +ESI MFE Spoctrum (0.133-0.500 min| Frag=135.0V AK §S 246.d
3 4171971
{[C13 H21 N9 OS]+NH4)+
25
2
1.5
1
0.5 |
0 »
200 300 400 500 600 OO BOU SO0 1000 1100 1200 1300 1400
Counts vs. Mass-to-Charge (miz)
MFE M5 Zoomed Spectrum
10 5 |Cpa 4: ©13 H21 N9 OG: +ESI MFE Spectrum (0.133-0,500 min) Frag=135.0V AK SS 246.d
3 4171571
([C13 H21 NP OB]+NH4)+
25
2
1.5
] 4001703 438.1268
0.5 (IC13 H21 N9 OBJ+H)+ l | (IC13 H21 NG OBJ+K)+
1 L L N

470 375 380 385 390 395 400 405 410 415 420 425 430 435 440 445 450 455 460 463 470
Counts vs. Mass-lo-Charge (mz)

MS Spectrum Peak List

m/r 2 |Abund Formula Ton
400.1703 ) 1 12885.65 |€13 H21 N9 06 (MHH)+
401.1734] 1 2369.79 [€13 H21 N9 06 {M+H)+
4171971 1 330223.28 |C13 H21 N9 06 (M+NH4)+ o (o]
218.1993| 1 5457641 |C13 HZL N9 06 (MeNH4)+ )L ! J\
419.2017| 1 8491.02|C13 H21 N9 06 (M NF4)+ BF b e /\AO /\l/\O
420.2041] 1 112291 JC13 H21 N9 06 (M+NFd)+
422.1526| 1 227093.55 |13 H21 N9 06 (M+Na)+ N3 N3 N3
423.1547| 1 38404.7 |13 H21 N9 06 (M+Na)+
42¢4,1569] 1 6158.59 |C13 H21 N9 06 (M+Na)+
438.1268] 1 4950.77 |C13 H21 N9 06 (MK +

Figure S11. 'H, ®*C-NMR and HRMS spectra of compound 13.



Molecules 2016, 21, 1038; d0i:10.3390/molecules21081038

521 of 525

a HEROSOGLEESEER
1 WY
1,3 4 58 T, 9
HO/Y\O/Y\O/Y\OH
3 N3 N3
1
1
J A
T
S !
7I 5 7‘0 6‘.5 5I.ll 5‘.5 SI.D 1‘ 3 y G 3‘.5 3‘.0 2‘5 2‘.0 lI 3 lI 0 DI.S ﬂl.ll
f1 {ppm)
R
FER Fu
N
4 6 9
1 2 3 5 7 8
N3 N3 N3
l |
L
T 1 - L 1 1 1 L T 1 . 1 - r - 1 «. - - - 1 T 1 1 1 1 | 1
125 120 115 110 1058 100 95 90 85 80 75 70 &5 &0 5§ 50 48 40 35 30 b 20 is5 io ]
1 (ppm)




Molecules 2016, 21, 1038; d0i:10.3390/molecules21081038

S22 of 525
Compound Table
“MFG Dt
Comp d Label RT Mass Formula MFG Farmula {ppm} DB Formula
Cpd5: COHIZNG 04  0.209 315.1405 €9 H17 N3 Q4 C9 HL7 N9 04 0.61 €9 H17 N3 O
Compound Label im/z IRT Algorithin Mass |
Cpd 5: COHI7 N9O4  {338.1298 0.209 |Find by Molecular Feature |315.1405 !
| |
MFE MS Spectrum
<105 [Cod 5 GO 17 N9 0 +ES1 MFE Specirum (0.141-0.525 min) Frag=135.0/ AKX §5249d T
338.1298
3 ([C9 H17 Np O4]+Nay+
25
2
15
1
0.5
: (1A ‘ s |
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400
Counts vs. Mass-to-Charge {miz})
MFE MS Zoomed Spectrum
x10 5 |Cpd 5: CIH17 N9 O4: +ESI MFE Spectrum (0.141-0.525 min) Frag=135.0v AK §S 249.d =]
: 338.)208
3 ([C9 H17 Np Q4]+Na)+
2.5
2
1.6
1 316.1475
({9 H17 N9 Od]+H}+ 354,1037
0.5 | ((C9 H17 N9 O4]+K)+
0l— A l 1 —
255 250 205 300 305 310 315 320 325 330 335 340 345 350 355 360 365 370 375 380 385
Counts ws, Mass-to-Charge (m/z)
MS Spectrum Peak List
mjz z |Abund Formula Ton
316.1475] 1 39392.68 |9 H17 N9 O4 (M+H)+
317.1481] 1 5469.77|CO H17 NO 04 (M+H)+
333.1742] 1 29034.58 |9 H17 NS 04 (M+NHA)+
33476 1 400284 [CO HIT N3 0% (R Ho/\l/\o o oH
3381298 | 1 342203.06 [C9 H17 N9 04 (M+Na)+
339.1315) 1 44444,12 |9 H17 N9 O4 (M+Na)+ N3 N 3 N
3101308 | "L 5353,99 |C9 H17 N9 04 (Mra)T 3
3541037 1 9550.18|C9 H17 N9 04 (M+K)+
355.0976 ) 1 1466.58 |Co H17 N9 04 MK+
356.0084 | 1 950,74 €9 H17 N9 04 (M++

Figure S12. 'H-, 3C-NMR and HRMS spectra of compound 14.
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Figure S13. 'H-, ®*C-NMR and HRMS spectra of compound 15.
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Compound Table
FFG DIt
Compound Label RT Mass Formula MFG Formula {ppm) DB Formula
{pd 2: C39 H38 Q13 0,194 714.2303 €3¢ H38 013 C39 H38 013 1.26 C39 H38 013
Compound Label m/z RT Algorithm Mass
Cpd 2: C39 H38 013 737.2198 0.194 |Find by Molecular Feature {714.2303
MFE M5 Spectrum
x10 5 |Cpd 2: C39 H3B 013: +ESI MFE Spectrum (0.129-0.597 min) Frag=135.0V AK S8 262.d
737.2198
1 {[C39 H38 D13]+Na)+
0.8
086 =
0.4
0.2
o 1
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400
Counts vs. Mass-to-Charge {m/z)
MFE MS Zoomed Spectrum
%105 Cpd 2: €38 H38 O13: +ESI MFE Spectrum (0.129-0,557 min) Frag=135.0V AK §5 262.d
737198
1 (39 H3B P13]+Naj+
0.8
0.6
L 715.2333
02 {IC39 H38 O13]+H)+
i I,
685 690 695 700 705 710 715 720 725 730 735 740 745 750 755 760 765 770
Counts vs. Mass-to-Charge {m/z)
MS Spectrum Peak List
mfr z |Abund Formula Ton
715.2333] 1 8541.63 [C39 H38 013 (M+H)+ HO/Y\ /Y\ /\f’\
716.2388| 1 3806.73 | €39 H38 013 (MeH)+ 9]
717.2389] 1 1207.38 |C39 H38 013 (M+H)+
718.2367| 1 225,08 |C39 H38 013 (M+H)+
737.2198] 1 118139.77 |C39 H38 013 (M+Na)+
738.2228| 1 49981.88 |C39 H33 013 (M+Na)+
730.2247| 1 14280.19 |C39 H38 013 (M+Na)+
740.2267| 1 3334.05 |C36 H38 013 (M+Na)+

Figure S14. 'H-, 3C-NMR and HRMS spectra of compound 16.
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