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1. NMR spectra of all products
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2. HPLC spectra of all products

3aa
|Chromatogram
g0, [ W-IL2016082907 AD30% #1 [manipulated] WJL2016082907 AD30% UV_VIS_1 WVL;254 nm
p OH
300 Q
] O g oH
] H
250+ D
5 200
< ]
E ] 11-8.367
8 1501 A\
s ] [
§ 1 I| lII 12 - 8.533
< 100 (-
p f \ \
] I,' '.I I.'r
504 {0 /
4 I| l'. l|l|l.
] / \ /
o I.'I \\\ ! \
./ S -
. T
_60: T T T T T T T T T T T T T T T
G.00 6.50 7.00 7.50 800 8.50 9.00 9.50
Time [min]
Integration Results
Mo.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAl % % n.a.
1 6.367 40426 197 362 49.80 57.60 n.a.
2 8.533 40.745 145252 50.20 42.40 n.a.
Total: 81.171 342.614 100.00 100.00
Chromatogram
900~ 7] WJL2016100908 AD30% #1 [manipulated] WAJL2016100908 AD30% UV_VIS_1 WVL:254 nm
] OH
800+ Q
700: O X oH
| "L
800
5 ]
E 500
= 400 1-6213
< 300 [
: II \
200 i
4 ] 1
7 II I'n
; 00__ II| '."\
] / \\, 12-8.383
0] J — i I —_— |
-50- T T ¥ ) ) T T T T T 1
5.50 6.00 7.00 8.00 2.00 10.00
Time [min]
Integration Results
MNo. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 6213 89.621 389.924 9521 96.21 n.a.
2 8.383 4.509 15.348 479 3.79 n.a.
Total: 94.130 405.272 100.00 100.00
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Chromatogram

3000~ 3 WJL2016110301-10 AD30% #5 [manipulated] WIL2016110305 AD30% UV_WIS_1 WVL:254 nm
] OH
] CrS42
2500 i O oH
] F
20004
= d
<C J
£ i
8 1500+
5]
k= i
< 1000
J 11 - 5667
] e 12-6720
] e
500 / \
1/ L
3 | _/ ke, | _/ s .
] |
o 1’ 00 - T T T % T % T T T T * T T T + ¥
540 5.60 5.80 6.00 8.20 G40 660 5.80 7.00 7.20
Time [min]
Integration Results
Mo.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
mirn mAU* min mAL % % n.a.
1 5.667 178.677 846619 4991 52.70 n.a.
2 6.720 179.287 761.574 50.09 47.30 n.a.
Total: 357.963 1610.193 100.00 100.00
[Chromatogram
5000 '3 WJIL2016110301-10 AD30%1 #1 [manipulated] WIL20161 10306 AD30%1 UV_VIS_1 WVL:254 nm
OH
' SaseY
1 H 0OH
4000 O
il F
S 3000+
<<
B i
g 4
3 i
o2 1]
K oo |1 - 5.650
E .
1000 /
: = "“\-..,_q_____ I S |_2_6._?2_0_ - ;
_200 2 I ¥ L T 7 T T T T ¥ 7 ] T ¥ T T -] T 1
5.30 5.50 5.75 5,00 6.25 6.50 6.75 7.00 7.25 7.40
Time [min]
Integration Results
MNo. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % Y n.a.
1 5.650 407.814 1775.506 95.06 595.37 n.a.
2 6.720 21.205 86.188 494 463 n.a.
Total: 429.019 1861.694 100.00 100.00
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3ca

[Chromatogram
2500- A WJL2016110301-10 AD30% #3 [manipulated] 'WJL2016110307 AD30% UV_VIS_1 WWL.254 nm
i OH
] A
E B OH
20004 O
: fle
S 1500+
< _
= ]
g i
2 i
S 1000
f=3
2 _
] 11-6.813
500 /\ 12 -8.083
i / ™~
| /
p _l-/ N | — ;
_1 CIO 5 I T T + T ¥ L ¥ A T A ¥ A L) T ¥ 1. T L T ) 1
5.90 6.50 7.00 7.50 8.00 8.50 9.00 9.50
Time [min]
Integration Results
MNo. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % Y% n.a.
1 6.813 156.100 550.395 50.32 54 54 n.a.
2 8.083 154.112 458764 49 68 45.46 na.
Total: 310.212 1009.159 100.00 100.00
|Chromatogram |
5000 3 WJIL2016110301-10 AD30% 1 #2 [manipulated] WJL2016110308 AD30%1 UV_VIS_1 WWVL:254 nm
i OH
- DeeY,
1 H aH
40004 g
: hde
S 3000+
E
B _
g 2000 11-8.750
< /\
1 \
1000 [ \
: IIII \
i | ’/J = i _12-8.123
1 2 — T = — T
-200- T T T T T Tt e T T T 1
590 6.50 7.00 7.50 8.00 8.50 9.00 2.50
Time [min]
Integration Results
No. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAl % % n.a.
1 6.750 579.479 1932 275 95.91 95.89 na.
2 8.123 24712 82.841 409 4.1 n.a.
Total: 604.191 2015.115 100.00 100.00
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Chrom ram
1000 7] WUL2016110301-10 AD30% #4 [manipulated] WJL2016110308 ADI0D% UV_VIS_1 WVL.254 nm
] OH
875 O 3 O
] H O OH
750
4 Ohle
625
? ]
] 1-8.557
£ 500] A
8 b {
c |I \I
= ] {3 12-11.577
g 375 [
K= i | [
=L i i \ I}
| II llI |ll|
2504 | /
] { Y /
o \ /
] / el 2o
04 e e S R3]
i Jr 00 : r T T T T 1
8.10 2.00 10.00 11.00 12.00 13.00
Time [min]
Integration Results
Mo.  |[Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU* min mAL Yo % n.a.
1 8.557 171.182 505.626 49.96 56.76 n.a.
2 11.577 171.465 385.127 50.04 43.24 n.a.
Total: 342.647 890.753 100.00 100.00
|Chromatogram |
2500 - ] WJL2016110301-10 AD30% 1 #3 [manipulated]  WJL20161103010 AD30%1 UV_VIS_1 WVL 254 nm
i OH
] OS54
1 H OH
2000 O
q Okl
= 1500+
E: i
= _
ﬁ ] |1-8.497
S 1000 %
[ J i
< ] /
J | \
4 |I
500 | Y\
4 II|
i /
: / = 12+ 11.687
04 — T - = T
-200 3 T ¥ A * T T T T
7.90 2.00 10.00 11.00 12.00 1250
Time [min]
Integration Results
No. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAl % % n.a.
1 8.497 371.669 1058.026 96.91 97.14 na.
2 11.687 11.836 31.180 2.09 2.86 na.
Total: 383.505 1090.207 100.00 100.00
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ram
1500 - 7] WUL2016110601-07 AD30% #3 [manipulated] W.JL2016110605 AD30% UV_VIS_1 WVL:254 nm
1400 OH
| i)
1200 H O aH
] F
1000 |
2 ]
£ 800+
8 ] |1=5.250
S I
5 600 H
2 I
< g |
4 | -~
400 | I |\2 8.627
] I )
1 [ [
] [ I
200+ [\ I
[ f
| I— = 8 _ S
o 1t - / -
-100- — T T T T T —T T
3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00
Timea [min]
Integration Results
No.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 5.250 125.197 678.461 49.91 62.86 n.a.
2 8.627 125.657 400.829 50.09 37.14 n.a.
Total: 250.854 1079.291 100.00 100.00
[Chromatogram
2800 % WIL2016110602-08 AD30% #3 [manipulated] WJIL2016110606 AD30% UV_VIS_1 WWL.254 nm
1 OH
2500 4 O % Q
B O OH
1 F
2000
1500
|1-5813
4 l'ﬁ\
1000 1 I
| [
[\
4 III III|
5001 [
: [\
] / \
_2-8.217
o4 — — ; e
200 e —
5.10 5.50 6.00 8.50 7.00 7.50 8.00 8.50 9.00 9.50
Integration Results
MNo. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAl % Yo n.a.
1 5.813 234 915 1184.864 96.51 97.42 n.a.
2 B.217 8.507 31.404 349 258 na.
Total: 243.422 1216.268 100.00 100.00

S56



3fa

|Chromatogram
600- "] WJL2016110601-07 AD30% #1 [manipulated] WAL2016110601 AD30% UV_VIS_1 WVL.254 nm
i OH
] Cr$—AY
500| i DH
: el
400+
= _
“é .
5300_ 11-7.280
= T |AI
3 1 [
a 7 |I |
2 200 | 2-10.410
= |
| II |I ./\
1 [ A
| [} !
_ - [
100 | \ | |
J .'I | \
] \\ /' \
Q__ — _I_/ S e 1 — .
-50_ T T T * T ¥ % T % T %
6.00 7.00 8.00 2.00 10.00 11.00 12.00 1250
Time [min]
Integration Results
No. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 7.280 71.789 277.102 50.00 59.26 n.a.
2 10410 71.779 190.509 50.00 40.74 n.a.
Total: 143.568 467.611 100.00 100.00
Chrom ram
1400, WL2016110602-08 AD30% #1 [manipulated] WJL2016110602 AD30% UV_VIS_1 WVL.254 nm
! OH
] § A
1200 O N
. H ‘ OH
: el
1000
= 800
B i
g ] 1-7.263
% 600: .fl“, ;
@ i it
g 7 III III
400 {1
i I| \
2004 | \
] | \
_ / \\
1 / N _12-10377
g: R~ [ - I = = I
i Jr 00 i I T T T T T 1
6.00 7.00 8.00 9.00 10.00 11.00 12.00
Time [min]
Integration Results
Mo.  |[Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAL Yo % n.a.
1 7.263 151.814 596.558 95.13 96.44 n.a.
2 10377 7.768 22047 487 356 n.a.
Total: 159.582 618.605 100.00 100.00
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Chrom

ram
800~ 7] W.IL2016112005807&09 AD30% #1 [manipulated] UV_VIS_1 WWVL:254 nm
700
500
500
5 j
= 4
E 400.]
g 00+ |1 - 5.507
£ ] [
o
% 300+ ||| llz -6.903
4 i
2004 ‘I fh
100 | |
] | | (1
1 | \ I' X
i | [
C‘—_ A S | \_I | b I o |
-
0.0 2.0 40 6.0 80 10.0 12.0 14.0 15.2
Time [min]
Integration Results
No. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 5507 61.140 362.624 49.88 58.09 na.
2 6.903 61.432 261.667 50.12 41.91 na.
Total: 122.572 624.291 100.00 100.00
|Chromatogram
1600- ] WJL2016112001-10 AD30% #5 [manipulated] WIL2016112006 AD30% UW_VIS_1 WWL.254 nm
1400
1200
1000
5 j
e 4
E i
o B00
g 1 126737
g A
& G004 | ||
2 i
] |
400 i
_ A
- | |
2004 {
1 | |II
1 |
] 11-5373 |\
g: — | — 1 ™ —
-1 00 5 T T T T * T T T
D.0 20 4.0 8.0 8.0 10.0 12.0 140 150
Time [min]
Integration Results
No. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAl % % n.a.
1 5.373 4407 24799 2.19 3.35 na.
2 6.737 196.460 714.392 97.81 96.65 na.
Total: 200.868 739.191 100.00 100.00
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320
300 ]
250
200
=
= ]
E ]
8 150 |1-8.000
8 ] /
= i I'|
2 1 [
=y g | L
100 S |2-B.443
] / \
] | \ !
2 | | /
50] f \ /
4 f L |
1 i \ /
] !
| — . | _/ e :
-20 5 . T T T T T 1
570 6.00 T.00 B.00 9.00 1020
A 6] [min]
HasR
B4 (ieER 15 B e (] I T e 5 FR R FER RS (T
min mAL*min mAL % % na
1 6.090 46.084 147 467 50.29 60.52 na.
2 8.443 45 550 96.209 49.71 3948 na.
Jo% i H 91.634 243.676 100.00 100.00
EEE
14004
1200
1000
2 80,
8 ]
£ 6004 |2 - 8.220
5 1 f\
B I
< | \
400 [
200 [
i A
1 |1-B.062 || \
o] ’— L =
-100- T T T T T T T T T T T T T T T T T T T T T T T T T
00 20 40 6.0 80 10.0 120 14.0 15.0
B[] [mnin]
Boasi
5 |iEER e 9 B[] T B Liga FAR FRf EERS R
min mAU*min mAU % % n.a.
1 6.063 17.957 56.853 5.00 879 n.a.
2 8220 341429 590272 95.00 91.21 na
B 359.386 B647.125 100.00 100.00

S59




3ia
140
120]
100
S a0
E
§ | ,',1 S10483 5 i2ss7
2 60 il f\
5 ] [ A
] [ I
= ] | | |
40+ | [
j I .
[ [
] P
20 fi by
1 | | | |
4 | | | \
I L ! \
b )
o o _/' N v N ! -
-1D_| T — T T T 1T T —T T L — L — —T —T1 T T
0.0 25 50 75 100 125 15.0 175 200 225 240
B [8] [min]
BagsR
F5 | g {5 B B [A] BT Y b R FE ] b HRE
min mAU*min mALl % % n.a.
1 10.463 44 252 65.992 4992 51.07 n.a.
2 12557 44 392 63.229 50.08 4893 n.a.
L 88.644 129.221 100.00 100.00
4004
350
3004
2 250
E ]
2 "
E 200 it 10.480
5 i {1
g 1 I
< 150 i ||
] | |
100] [
] [
] [
m_ |I lll
D—: | / I\“-—{—-"'_"“ 2680
_20_- | — L — — T T T T 1T — 1 T T T T _T T L L — T L |
0.0 20 40 6.0 80 100 120 140 16.0 18.0 200
B[] [min]
BasER
R (s B B B EES B RS L B Bt
min mAL*min mAL %o % n.a.
1 10.490 136.767 197.039 9589 96.15 n.a.
2 12.690 5.865 7.886 4.11 3.85 n.a.
B 142.632 204.924 100.00 100.00
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'3 WJL20161120075&09 IC5% #3

WJL2016112007 1C5%

UV_VIS_1WVL254 nm

180
160
140 ]
120 ]
5 ]
2 100
§ 1-11.623
5 80 f \2-13.470
5 ] /l M
2 ] i I
< 60 A
] | ||
4 | |
404 | |
] .
o I| L
'_ |' | | |
i | T O |
0 : hos | '\JI)' L 0
-1 D_ ) T T ' T A T T 1
0.0 50 10.0 15.0 200 250 307
B {5 [min]
Baras R
i |iEEf R R (] BETH R EESEE IR AR T TN .
min mAU*min mAU % % na.
1 11623 55.047 80.105 49.71 51.87 na.
2 13.470 55,695 74338 5029 48.13 na.
B 110.742 154.443 100.00 100.00
700+
600
500
S 400
E
& 1-11.607
5 300 A
‘5 |l| |
8 /|
= 1 [
2004 I| II
j [
" I| |
1004 | ||
i || |I
4 I| 1
o B i \\__}_ i2- e|3.533
-m_-l L L — LR — — 1T 71 T 1 T T T ]
0.0 20 40 6.0 80 100 120 14.0 16.0 18.0 200
B (8] [mim]
AR
P | R i B [ BT R FE AT AR LEESL A EEN
min mAUmin mAU % % n.a.
1 11.607 234.006 317.910 97.48 97 na.
¥ 13583 6.047 7.562 252 232 n.a.
AL 240.053 325472 100.00 100.00
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[Chromatogram
3004 WIL2016120203 AD20%1 #1 [manipulated] WJL2016120203 AD20% UV_VIS_1 WVL:254 nm
] gH Ohde
] 4
250 O N O
. H_o= OH
4 Mel O
200
= i
= i
E 4
@ 150+
= T 1 1-11.990
] i |2 - 13.307
I \ /
£ 100 /[ /N
] / \ / \\
50__ / \
1 S ,/ e
o] - — e — e
_20_| T L T T —T T — 1 T T — T T — T ™
11.00 11.50 12.00 12,50 13.00 13.50 14.00 14.50 15.00
Time [min]
Integration Results
MNo. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAl % % n.a.
1 11.990 59.936 129.091 49.67 51.33 n.a.
2 13307 60.742 122.403 50.33 4B.67 na.
Total: 120.677 251.494 100.00 100.00
Chromatogram
1800- T WAL2016120203 AD20% 1 #2 [manipulated] WJL2016120204 AD20% UV_VIS_1 WVL.254 nm
] g OMe
1600 Cr$-A2
] I
1200
§ i
B 1000
5 800 11-12.080
51 ]
§ ]
600+ A
] .f; Y\
] / \
400 / \
] / \\\
] !
200+ \
g: | - e | |2-13.323
1 f T
-100- T P — T T S T T P L — o T
11.00 11.50 12.00 12.50 13.00 13.50 14.00 14.50 15.00
Time [min]
Integration Results
Mo.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
mirn mAU* min mAL % % n.a.
1 12.060 334.466 773.768 98.78 99.01 n.a.
2 13.323 4.121 7.755 1.22 0.99 n.a.
Total: 338.587 781.524 100.00 100.00
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B
150
140 4| mAU OH
' Oy
] N
i H = 0H
120 i kS
100
2 |
£ 80
g 1 |1 -6.470
; \ 2-7.210
2 a0 f\
E . ] |II Il'u |ﬁ\‘
= 3 [ [\
40 [ [
] | \ | '-‘
i | \ | \
g | ! / \
20 | /
4 II| Ill.
1 / /
0] ! . e : .
- min
E 1{J il T T T T T T
4.00 5.00 6.00 T.00 8.00 9.00 10.00
A [6] [min]
BasR
S 1 B B (] g T 5 i 7 R TR LEEL i
min mAL* min mAL % % n.a.
1 6.470 21.723 65.708 47 54 5204 na.
2 7.210 23973 60.547 52.46 47 96 na.
B 45.696 126.255 100.00 100.00
1,000 4
1| mAU OH
O
] H " OH
750
£25
= )
< ]
‘s 500]
8 ] |2-7.243
2 ] f
s b I
2 375] (1
= 1 |
] | |I
250 [
] | ||
] '.
125] [\
] [
] | \
] 1-gl507
Oq— sy '6 1 min
-50- T T T T T T T T T T T T T T T T T T T T T T T T
0.0 20 40 6.0 B0 10.0 12.0 140 150
B[] [viin]
g R
e (iR {3 1 o+ [l BT =3 FHA T AH R S FEfL B
min mAU*min mAU % % na.
1 6.507 2019 7624 115 1.64 n.a,
2 7243 174132 456.015 98.85 98.36 na.
J5E M 176.151 463.639 100.00 100.00
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Chromatogram

240 T WIL2016111607-13 AD20% #2 [manipulated] WiIL2016111611 AD20% UV_VIS_1 WvL:264 nm
J OH
200+ O H O aH F
150
= J
E ]
= i 11-10.243
g f 2-11.333
2 100+ I f|
g i
< [ | {
J | I
] I |
50+ T
1 | || I| |
: II III" II I|II
) ] !
0__ — i = S \U \\-_|_ == = =3
_20_ I L L T ¥ T X E 1) T ¥ T T T T T 1
0.0 20 4.0 6.0 8.0 10.0 12.0 14.0 16.0 18.0
Time [min]
Integration Results
MNo. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAlU Yo Y n.a.
1 10.243 43.392 115.583 49.71 5243 n.a.
2 11.333 43.901 104.860 50.29 47.57 n.a.
Total: 87.292 220.453 100.00 100.00
|€]1rommram
800 71 WJL2016112001-04 AD20% #3 [manipulated] W.JL2016112003 AD20% UV_VIS_1 WVL.254 nm
] OH
700 O > O
1 N
1 H O oH F
600
| 500]
5 ]
q 4
E ]
a 400
o 4
5 | 11-10.217
2 ]
2 300 |
< [
] / Y
200-] | \
i )
1 I|' \
] | N
1004 /
] i \
1 // \ _12-11.350
o A ¥ 8 o i :
-50- - - : : : : : - : - ; ; T
8.00 2.00 10.00 11.00 12.00 13.00
Time [min]
Integration Results
No. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 10.217 129.533 346.728 9165 92.20 n.a.
2 11.350 11.807 29.338 8.35 7.80 n.a.
Total: 141.340 376.066 100.00 100.00

S64




3na

|Chromatogram
500~ T WJL2016111607-13 AD20% #1 [manipulated] WJL2016111607 AD20% UV_VIS_1 WVL:254 nm
1 OH
500+ N Q OH
400+
=
‘é J
g 300—_
2 N 12 -9.490
2 1 / \“. ."f
£ 200+ [ [
1 iy [
II|' “. ."I '\\
1 | \ [} \
100 | \
1 ! ! !
/ \_\/ff |
| y \h
o 1 . ——
_50_ I T T T T T 1
6.50 7.00 8.00 2.00 10.00 11.00 12.00
Time [min]
Integration Results
No.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 8.627 86.954 247 551 49.70 51.65 n.a.
2 9.490 88.005 231.715 50.30 48.35 na.
Total: 174.960 479.266 100.00 100.00
Chromatogram
900~ 7] W.IL2016711608&12 AD20% #1 [manipulated] WJL2016111608 AD20% UV_VIS_1 WVL.254 nm
i OH
800 O § D F
] B o on
7004 g
600+
§ i
B 500+
o ] |1-8.7800
5 400
2 ]
< 300 /
2004 \
] N,
100 \
] S _12-8.66%
ol — e m— = —
_50_ I * T T T T 1
825 850 9.00 9.50 10.00 10.30
Time [min]
Integration Results
MNo. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 8780 131.731 423838 96.09 96.37 n.a.
2 9.663 5.366 15.950 3o 3.63 n.a.
Total: 137.096 439.788 100.00 100.00
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|€]1romﬂgram
1400 - ] WJL2016111607-15 AD30% #2 WJIL2016111608 ADID% UV _VIS_1 WVL:254 nm
_ OH
; pedire
1200 N
i H O OH
1000
= 800
B .
§ 1 |1- 5800
Z 600 i
5 1 i 12-7.073
3 1 | | il
Es i i [
400 [ [
] | | | II
] | 'l
200 ! ||
] | || [
4 | II 'ul
B | 1
o] e R = S VI -
A —_——
0.0 20 4.0 50 8.0 10.0 12.0 13.0
Time [min]
Integration Results
No. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 5.800 140.764 627 994 50.03 54.38 n.a.
2 7.073 140.602 526.744 4997 45.62 n.a.
Total: 281.366 1154.738 100.00 100.00
[Chromatogram
1100- 7] WJL2016111610&14&16 AD30% #1 [manipulated] UV_VIS_1 WVL:254 nm
] OH
1000 G § A e
B e on
g
750
5 ]
E. 625;
g ] 1-5.887
g 500: ; /'.\ "
(=3 ] / A\
5 ] I A
< 3751 | \
] I \
250 / \
125 / \\
1,/ S 7w
o{t— — T == = T
-50 8 T T T T T T T T T T T T T A T T T T
555 5.75 6.00 625 6.50 675 7.00 725 750 7.80
Time [min]
Integration Results
No.  [Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % Yo n.a.
1 5.887 99.257 489734 94 95 95.59 n.a.
2 7.180 5278 22579 5.05 441 na.
Total: 104,535 512.312 100.00 100.00
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[Chromatogram
1800 - 3 WJL2016111501-06 AD30% #1 [manipulated] WIL2018111501 AR30% UV_VIS_1 WVL:254 nm
] oH F
1600 lii g <Qib
i B =~ on
a
1200
? ]
= 1000
rm ] |1-5.137
g T Y 7
2 800 o\ r/_1_2- 5.747
a ] / Y /
= B ! Y /
< 600 \ / \
] ! \ .:." \
400 1 \\‘ ;! \
4 ! kY .fr
200 /f \\\\\H /; “
[;]: o L _/ —— _e_./ e |
- 1 00 : T T T T T T T T T T T T T T T T T
465 4.80 5.00 5.20 5.40 5.60 5.80 6.00 6.20 640 6.50
Time [min]
Integration Results
MNo.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mALU*min mAU % % n.a.
1 5137 159.344 876.636 50.06 53.19 n.a.
2 5747 158.940 771.586 49.94 46.81 n.a.
Total: 318.284 1648.224 100.00 100.00
|Chromatogram |
2200 7] WUL2016111501-08 AD30% 1 #5 [manipulated] WIL2016111701 ADIO% UV_WIS_1 WVL:254 nm
oH F
20004 Q
O N
1750 H O OH
1500
= ]
*:::E 1250;
8 d
5 1000 |2-5883
S j
-] ]
< 7507 [\
500 /f \
5 y
250+ f
11-5273 /
0 — == ! = e |
-100- — 7T — T — T 7 T
5.00 5.20 5.40 5.60 5.80 6.00 6.20 5.40 6.60
Time [min]
Integration Results
No.  |Peak Name Retention Time Area Height Relative Area | Relative Height | Amount
min mAU*min mAlU % % n.a.
1 5273 9.055 65.204 5.01 642 n.a.
o 5.883 171.630 950.819 94.95 93.58 n.a.
Total: 180.685 1016.022 100.00 100.00
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|Chromatogram
2400 - 3 W.JL2016111501-06 AD30% #2 [manipulated] WJIL2016111503 AD30% UV_VIS_1 WVL:264 nm
_ aH Cl
2000 O 3 O
J i g aH
1500
= .
< i
E
= _
£ 1 11-4.397
£ 1000 fi
§ _ || | |2-5373
2 4 I N
4 I | II 1
i | |I |
500 || i
4 | II |I
: II II'- III II.
g: S — _I_./'II_ \-_ — | ./’J \\ —
_200 T T T T T T 1
200 3.00 4.00 5.00 6.00 7.000 7.57
Time [min]
Integration Results
No. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 4397 169.162 1038.726 50.57 55.59 n.a.
2 5.373 155.601 829.989 4943 4441 n.a.
Total: 314.763 1868.716 100.00 100.00
|Chromatogram
1000- 7] WJL2018111501-08 AD30%1 #8 [manipulated) WJIL2016111801 AD30D% UV_VIS_1 WVL.254 nm
] oM CI
875 O
| (5
] H oH
750 1 g
825
5 ]
= ]
£ ]
8 5004 |2 - 5607
& fi
% 1 il
2 375] (1
E 1 | |I
] [ |
250
] | |
] n
1254 I
] I.\1 - 4,583 [
0] |_,"_\,_| Jz'l I\\ —
-50 - I ] v T . T T * T T T T T * T * 1
0.00 1.00 200 3.00 4.00 5.00 6.00 7.00 800 850
Time [min]
Integration Results
No.  [Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 4 583 9.305 66.014 10.02 12.36 n.a.
2 5.607 83.535 468276 69.98 67.64 n.a.
Total: 92.839 534.290 100.00 100.00
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Chro

ram
1600+ 7] WJL2016111501-06 AD30% #3 [manipulated] WJL2016111505 AD30% UV_VIS_1 WVL:254 nm
] oH Br
1400 O
1 L
J i OH
1200+ f g
1000
= i
q |
£ i
né 800: _|‘1 =4.420
2 ] I|I | 2+ 5457
o 1
Z 600+ | | f\
< | |
] L [
400 a i)
] | |
] [ \
200 I .
i [ [
J | \ | \
] | | |
o] NN .
_1 00 = I T T T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 £.00 8.00 7.00 8.00 8.75
Time [min]
Integration Results
No.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAl % % n.a.
1 4.420 145818 742783 5032 53.37 na.
2 5457 143.980 649.004 49.68 46.63 n.a.
Total: 289.798 1391.787 100.00 100.00
Chromatogram |
1700- 7] WAL2016111501-06 AD30%1 #7 [manipulated] WJL2016111802 AD30% UV_VIS_1 WVL:254 nm
1600 an B
1400 @ 3 O
] i g OH
1200
= 1000
ER
3 300 2-5363
2 ] |ﬂ'
£ 600+ [
i | |I
400 |I
] ||
200 [
1 A-a3rr |\
i / \
0: -4 | \I.f-m_lj' L. _
-100- T T T T — —T
0.00 1.00 2.00 3.00 4,00 5.00 6.00 7.00 800 850
Time [min]
Integration Results
No.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 4377 17.253 95.230 9.63 11.10 n.a.
2 5.363 161.850 762.927 90.37 88.90 n.a.
Total: 179.103 858.157 100.00 100.00
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|Chromatogram
800~ 7] WJL2016711703-05 AD30% #2 [manipulated] WAL2016111703 AD30% UV_VIS_1 WVL:254 nm
: oH e
700 O Q
i B O OH
600+
500
= j
e 4
E i
@ 400+
=S ] }1-5.100
B i ] | 2-5663
§ 300+ | | II'I
Ce 1 | | Il
] | ]|
200-] [ ([
] [ | |
1 | | |
100+ [
n |
. [ A
4 | o
o - o K_I S _
-50_' 1T Toar - T 7 T Lot T oL L T T T 7
0.00 1.25 2.50 375 5.00 6.25 750 B75 10.00 11.78
Time [min]
Integration Results
No. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAl % % n.a.
1 5.100 70.176 343.331 50.43 53.39 na.
2 5.663 68.977 299.738 49.57 46.61 na.
Total: 139.153 643.068 100.00 100.00
Chrom ram |
1800 - 3 WIL2016111704-06 AD30% #2 [manipulated] WILZ016111704 ADI0% UV_VIS_1 WVL:254 nm
q oy Me
1600 O ; Q
i N
1400 4 U
1200
? i
5‘1000:
8 ] _
= 800 12 - 5670
5 ] I
k= - A
< 500 [
i I
400 R
] I
] [
2004 L 4
] (.
] 1-5410
o] - L,qu_nj S | — el
_100:|"|"|"'|"|"| T T T T — 1t T T 1 1T 1
0.0 1.0 20 3.0 4.0 5.0 6.0 7.0 8.0 2.0 10.0
Time [min]
Integration Results
Mo.  |[Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU* min mAL Yo % n.a.
1 5.110 5.201 30.082 3.02 372 n.a.
2 5.670 166.829 778.754 96.98 96.28 n.a.
Total: 172.021 808.836 100.00 100.00
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Chromatogram
1600 7] WJL2016111703-05 AD30% #1 [manipulated] WJIL2016111705 AD30% UV_WIS_1 WVL:254 nm
14001
1200
1000
= j
T 4
£ i
@ 8004
5 ] 11 -6.200
e 5l '
=] foy
600+ [ 2-5933
é g In" \ f/l\\
] |II I". f
400 [\ [\
] / \ / \
200 / \\\\ / \\\
o] I / — P
] S : - B
-100- T T T T T T T T T T T T T T f T T
530 550 8.00 8.50 7.00 7.50 8.00 830
Time [min]
Integration Results
Mo.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
mirn mAU* min mAL % % n.a.
1 6.200 157.814 678.438 51.80 5441 n.a.
2 6.933 146.841 568.482 48.20 45.59 n.a.
Total: 304.655 1246.920 100.00 100.00
Chromatogram
1000 - 7] WUL2016111704-06 AD30% #1 [manipulated] WIL2016111706 AD30% UV_VIS_1 WVL:254 nm
8751
7501
_ s25]
= p
= ]
£ ]
2 5004
= 1 12 -6.957
2 375] /
< ] [
] {0\
2501 LS
] \
] |
125 /
25 ] /
b 11-6.220 -
0: L e e—— J—'_/ = 1
-50- N T T T T T
5.50 600 6.50 7.00 7.50 8.00 830
Time [min]
Integration Results
Mo.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
mirn mAU* min mAL % % n.a.
1 6.220 3.376 18.196 3.10 404 n.a.
2 6.957 105.386 431.820 96.90 95.96 n.a.
Total: 108.762 450.016 100.00 100.00
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[Chromatogram
200 L WIL2016120601 AD20% #3 [manipulated] WJL2016120701 AD20%, UV_VIS_1 WVL.264 nm
1 oH Ohe
600 = @ 4 O
| N g oH
500
> 400
E
ar
2 1 11 TETT
3 300
5 ] fiy 12 - 8.680
Ef Y i
B ] / \ '/
200—_ ."I \\ /
/
100 /
1 !
P o
1 . T s SR
0q— ——
_50_ I T T T T i 1
5.30 7.00 8.00 2.00 10.000 10.50
Time [min]
Integration Results
Mo, [Peak Name Retention Time Area Height Relative Area Relative Height |  Amount
min mAU*min mAU Yo % n.a.
1 1677 124,771 309.428 48.10 53.94 n.a.
2 8.680 134.644 264 226 51.90 46.06 n.a.
Total: 259.415 573.654 100.00 100.00
|Chromatogram
1000- 7 WJL2016120801 AD20% #4 [manipulated] W.IL2016120702 AD20%. UV_VIS_1 WVL:254 nm
OH Qhle
875 i @
- Ik
] N
7504 it g oH
825
5 ]
& ]
= ]
g 30 11-7.662
S ] ™\
2 3751 [
< 1 | '
] f '
] f 3
250 / \\
125 ] I }
] / _12-9.003
0] > — i - .
-50 - I T T T T 1
5.30 7.00 8.00 2.00 10.00 10.50
Time [min]
Integration Results
Mo, |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 7663 194.918 460.440 91.09 92.21 n.a.
2 9.003 19.075 38.874 8.91 7.79 n.a.
Total: 213.993 499.315 100.00 100,00
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Chromatogram
500 7] WJL2016120601 AD20% #5 [manipulated] WJIL2016120601 AD20%. UV_VIS_1 WVL:264 nm
i oH  Me
hleCl
! BaseY
400 H g aH
= 300
5]
E |
:‘:o" ] }.1 - 11.660
S 2004 [ 12 - 13.533
I Il I."\I
2 ' '.
= 1 L I
| |}
1 0 [
100 [ (|
4 | I| | I|
] II III I| |II
o . - / L. |_/ \\__[
_50_ T T T 1 4 T T T ¥ T T T T T 3 T ™1
5.0 5.0 8.0 10.00 12.00 14.0 16.0 18.0 20.0 207
Time [min]
Integration Results
Mo,  |Peak Name Retention Time Area Height Relative Area Relative Height |  Amount
min mAU*min mAU % % n.a.
1 11.660 104.687 228.458 50.26 53.52 n.a.
2 13533 103.624 198.418 49.74 46.48 n.a.
Total: 208.311 426.876 100.00 100.00
|Chromatogram
450 T WJL2016120801 AD20% #2 [manipulated] WJL2016120602 ADZ0% UvV_VIS_1 WWVL:254 nm
1 o Me
hleCl
o L34
H Q OH
300
=
<
£ ]
@ 11-11.110
£ 2004 s
S /
2 /
<
1004 /‘ \
1 L 12-13.000
o l—l— - — e —
-50- T T T T T T T T [ T ' — T T T T T T
10.50 11.00 11.50 12.00 12.50 13.00 13.50 14.00
Time [min]
Integration Results
No.  |Peak Name Retention Time Area Height Relative Area Relative Height |  Amount
min mAL*min mAL %o % n.a.
1 11.110 115.644 201237 97.10 96.62 n.a.
2 13.000 3450 6.614 2.90 3.18 n.a.
Total: 119.094 207.851 100.00 100.00
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4004 3 'WJL2016120603-09 AD30% #1 WJL2016113003 AD30% UV WIS 1 WVL-254 nm
i oy OMe
35.0 G k O
2 i O OH
300
_250]
-
3
8 20.0+ |1-6.772
2 M\
45 [ |2 -7.800
2150 [
< { ". / 1Y
II| |II In' LY
10,01 \ f\
i | { A
| 1 .'I )
| \ /
50 \ / \
/ \ / \L
ool / . o
20 ' .
630 650 7.00 7.50 8.00 8.50 9.00 950
B fé] [min]
Hasi
Frs | dEfR BRI [ HETH 1 FH 2 e HRf R L
min mAU*min mAU % % na.
1 6773 4824 19.462 4994 54 14 na.
2 7.800 4.835 16.488 50.06 45.86 n.a.
B 9.659 35951 100.00 100.00
1800
] gH  OMe
1600 O { O
] £l N aH
14004 O
1200 ]
-
E 1000+
3 200 |1-8.740
5 P
2 {
< 600 !
400 ] | \
] [\
200 / \
0 I N | _2-Te0m —— _
-100 £ T T T T T x + * T
6.30 6.50 7.00 7.50 B.00 8.50 880
B ] [min]
BHasR
B (WER 5. B B[] LR b7 i Ao e B W T i
min mAU*min mAU % % n.a.
1 6.740 198.114 776.348 98.19 98.50 n.a.
2 7.803 3.646 11.835 1.81 1.50 n.a.
A 201.760 788.183 100.00 100.00
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1000 j WJL2016120605 AD20% #1 WJL2016120605 AD20% UV_VIS_ 1 WVL:254 nm
] oy OMe
875 O b O
p M B ‘ oH
750
_ 6257
= ]
E
§ 200 |1-8.567
£ ] 2- 10,530
5! fo
2 a75]
= 1 | | f \
] I|I IIII .Ill "'.I\
4 | 1 |I
250 / f
] I|I \.I I|II "I\I
] / \ | h:
125 ] f \ LY
] / \J’ ‘\
0] 1 _/ == | —_—
-50- T T T T T T T T
8.00 900 10.00 11.00 12.00 13.00 13.50
I fa] [min]
B R
Y |iEf R RIE (A] T T ORI FER R b
min mAU*min mAU % % na.
1 9 567 176423 460234 4920 5253 na
2 10.530 182.134 415.847 50.80 47.47 na.
Sk H 358.557 876.081 100.00 100.00
1000
] g OMe
875 ‘ i Q
] ™ H
] H O aH
750
625 |1-8727
] f'l/'\i.
500 [
] [
375 / \
] I|II I'\I
F I| \\
250 / \
4 IIII .\
125 /
] // J 12-10717
ol L e -
-1 DO_- T T T T T T T T T T T T T T T T T T T T T T T T T T T T
a.50 9.00 950 10.00 10.50 11.00 1150 12.00
BHasR
B (WER 1 B B (] g T 5 BT R AR TS i B
min mAU* min mAU % % n.a.
1 9727 217.635 615671 94 .90 9572 na
2 10717 11.696 27.528 5.10 428 n.a.
A 229.331 643.199 100.00 100.00
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70.0 O %
N
H OH
e
60.0
50.0
40.0
30.0
|2-5.330
20.0 |
/
/
|l|’
10.0
[\ AN
0.0 | / == —
S04 S— S— . . . .
400 425 475 505 550 575 6.00 6.5 650
Bard s
s |EER i i B+ ] L JiTE Lo A e e T HE X [ RN g
min mAU*min mAU % % na.
1 4520 4740 29707 50.37 5539 na
2 5330 4 671 23924 4963 44 61 na
Sk iH 9.411 53.631 100.00 100.00
1000
] gH  Ohe
875 G § O
1 H < OH
| s
750
_ 625]
=
e
E
§ 500 4
2
5
8 375 |2-5.310
=y
] [
250] .
] | \
|I \.
4 ) \
4 { 1}
125 ] J Y
] / \
] 11-4523 7
0] T T S| — S
-50 . T T T T T T T T T T T T T T T T T T
3.80 450 5.00 550 0o 6.50
B [l [min]
iaPigE. o
G R B0 BB W PR AT Pz w7 T
min mAU min mAU % % n.a.
1 4523 5.350 32992 7.14 852 n.a.
2 5310 69.609 354 201 92.86 91.48 n.a.
B 74.959 387.193 100.00 100.00
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3jg
(Bl |
B0.0-
oy Phde
70.04 O N\ O
H O aH
e
60.0
50.0
|1-4.000
I |2 - 5.333
400 /
) 1
I-'I ".I ! \\
i \
30.0 \ .f'x \\
| \ /
/ i / \
200 \ / \
/ \ / \
/ \ /
10.04 / \ ,’!
/ a._l/ =
00— = S
_E._n_
450 480 450 500 520 540 560 580 5.00
iavig-k
S R R ] KT B i CRETTE AHR M
min mAU*min mAU % % na.
1 4900 8.025 45573 4988 5176 na.
2 5333 8.065 42478 50.12 48.24 n.a.
o¥iH 16.090 88.052 100.00 100.00
3600
‘_ OH Oihid
| Coiry
3000 ] B = on
| s
25004
5 i
£ 2000
Bj ] |2-5.333
2 1500 ] i
2 [\
] / \
1000 \
: IIIII I|"".
500 /
1 !
: __|_1_—_4.90? -
0 — == / ——
_2Du:|' TooT T_T o el Tk T Tt T 7 T T T
430 450 475 500 5.25 550 575 6.00 6.25 6.50
A4 [8] [rin]
BasR
Frig | ek i {7 0 ) T W ERD R TR LRV T =T
min mAU*min mAL % % n.a.
1 4907 14.885 89.343 4.8 5.3 n.a.
2 5333 292,99 1578.967 95.17 94.64 na.
B 307.881 1668.310 100.00 100.00
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Chrom ram
240- ] WJY2016092502 AD10% #1 [manipulated] WJYZ016092502 AD10% UV_VIS_1 WVL:254 nm
1 HHBo:
200-_ O 5 OH
' "
1504
= J
< J
E
g ] 1-9.323
S 1004 i _
s ] [ 1212637
2 4 I [
4 [ { I':
] f I|I [
50+ |I I| |'I II'.
4 i | / \
4 | \ o \
J .'I \ ,.[\l !
| | /
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Time [min]
Integration Results
Mo.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAl % % n.a.
1 9323 43.292 111.855 49.58 56.13 n.a.
2 12.637 44.020 B87.411 5042 43.87 n.a.
Total: 87.311 199.266 100.00 100.00
[Chromatogram
800 I WJY2016121401 AD10%1 #3 [manipulated] WJY2016121403 AD10%1 UV_VIS_1 WVL:254 nm
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Time [min]
Integration Results
Mo.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % na.
1 8.957 166.911 337913 94.54 95.08 n.a.
2 12.120 8.885 17.495 5.06 492 n.a.
Total: 175.805 355.467 100.00 100.00
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o (EE £ 51 B[] T L) A AHR FEih R
min mAU*min mAU % % na.
1 B8.850 171.924 479144 5017 5442 na.
2 10,587 170.754 401260 4983 45 58 n.a.
B 342,678 880.404 100.00 100.00
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B4 ] [min]
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B | R {5 0 ] T b 75 AR LRI i i
min mAU* min mAL % % n.a.
1 9.203 444 476 1194 662 9527 95.60 na.
2 10.900 22 051 54 970 473 440 na.
Js¥iiH 466.528 1249.632 100.00 100.00
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B R
B (ieE e B ] EET# W i EOR 1T FER R R
min mAU* min mAl % % n.a.
1 10,373 8.663 24 066 50.13 56.33 n.a.
2 12.857 8617 18.658 4987 4367 n.a.
5% iR 17.280 42723 100.00 100.00
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P |iEE R {5 11 0 (] T E BT EEDR TR RN 2 B i B
min mAU*min mAU % % n.a.
1 10.283 233662 613.157 96.00 96.68 na.
2 12.837 9.740 21.042 4.00 332 n.a.
AL 243.402 634.199 100.00 100.00
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BRAarEsR
e |ieE R 1% i B[] BETH i 5, FAAT TR e B
min mAU*min mAl % % n.a.
1 39447 79.500 47284 4994 51.84 na
2 45 060 79.706 43.928 50.06 48.16 n.a.
= 159.206 91.212 100.00 100.00
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B 8] [min]
Bass
B (ieE it 1 ] BET# W fHA T 48 2 I R
min mAU* min mAl % % n.a.
1 3T 217 250.832 133583 98.27 96.44 n.a.
2 42 667 4408 2119 173 1.56 n.a.
B 255.239 135,702 100.00 100.00
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[Chromatogram
[500
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2.00 3.00 4.90 5.00 5.00 7.00 8.00 824
Integration Results
MNo.  [Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 4387 29.664 262.745 4927 65.49 na.
2 4.970 30.539 135439 50.73 34.51 na.
Total: 60.202 401.184 100.00 100.00
[Chromatogram
240+
1 NHBo: Ohde
2001 O % i
N
i .
q hel
150
5 4
< _
E
2 §
S 100
o 4
ke
2 _
50-|
| /
J i \
g__ | _// — _ 12 -4.980
20— ; ; — T T T 1
380 4.00 4.40 4.50 4.80 5.00 5.20 5.40 5.54
Time [min]
Integration Results
No.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 4.397 12.341 113239 98.31 99.14 n.a.
2 4.980 0212 0.983 1.69 0.86 n.a.
Total: 12.553 114.222 100.00 100.00
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Basg
Y |iEfe {3 51 1 [ I T L) A T A e PR
min mAU*min mAlU % % na.
1 12497 95.950 201.045 50.61 53.51 na.
2 14 337 93.637 174 655 4939 46.49 na.
58 H 189.587 375.699 100.00 100.00
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a00 B.75 10.00 11.25 1250 13.75 15.00 16.25 1750
B [6] [min]
HasR
TS {5 R ] BET R i 75 FAR TR PR R Fam
min mAL*min mAl % % n.a.
1 12.327 239341 413630 95.94 96.30 na.
2 14.270 10.134 15.902 4.06 370 na
B 249.475 429,532 100.00 100.00
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Chromatogram
900+
] HHBae
800 ¢ Yme
] O % OH
700 i Y
500 MeD
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Time [min]
Integration Results
No.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 11.797 180.356 294140 49.73 53.44 na.
2 13510 182.310 256.284 50.27 46.56 n.a.
Total: 362.666 550.424 100.00 100.00
1200
”25_: HHB 0
| o
1000 O 3 s
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AV B
B | g i BT B (1] BEEL i FH N e A X e LR
min mAU*min mAU % % n.a.
1 11673 365.686 573.885 97.14 9753 n.a.
2 13.557 10.751 14.553 2.86 247 n.a.
jo8itH 376.437 588.438 100.00 100.00
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[Chromatogram
900~ T 'WJUY2016122105 AD10% #4 [manipulated] WJY2016122105 IC10%2 UV_VIS_1 WVL:254 nm
| NHB o2
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Time [min]
Integration Results
No.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mALmin mAL % % n.a.
1 7.467 106.669 376.115 50.23 64.35 n.a.
2 9.740 105.712 208349 49.77 35.65 n.a.
Total: 212.381 584.464 100.00 100.00
|Chrom ram
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5.00 5.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00
Time [min]
Integration Results
No.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 7430 18.043 48.550 843 12.61 n.a.
2 9.627 195.888 336.321 91.57 87.39 n.a.
Total: 213.93 384.870 100.00 100.00

S85



8la
EE
280
250]
200—-
A
£ 150
E 11 -41.883
. /\
2 1004 II.' \ 12-40.283
i | II'. /
1 I|I I'. |'I
1 | \ i
50 |
] [\ [\
¥ |,'II
U—_ — —I_,// \._ | | / \____
-2D_I""I' T L i S W (PN e B I e T —T T
350 rs 400 425 450 475 50.0 525 550 hAYh 584
B [8] [min]
Hassi
Ee il =40 {5 B0 ] T i 7 PR LRI i
min mAU*min mALl % % n.a.
1 41893 192.140 128.291 4989 55.83 na.
2 49283 192 967 101.454 50.11 4417 n.a.
Jo¥iiH 385.107 229.785 100.00 100.00
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RarEER
FFS |iERR % JT (6] T W RO £17E ] AE R R
min mAU*min mAl % % na.
1 41.647 430580 272649 96.57 96.88 n.a.
2 49.720 15.308 B.779 343 312 na.
5% 1 H 445.888 281.427 100.00 100.00
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|k.'ﬂ1rornatogram
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Time [min]
Integration Results
MNo. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 8.150 155.307 431.116 4993 61.77 n.a.
2 12363 155.736 266.773 50.07 38.23 n.a.
Total: 311.043 697.889 100.00 100.00
Chromatogram |
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Time [min]
Integration Results
No.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 8.163 160.292 506.543 94.01 96.82 n.a.
2 12.570 10.212 16.704 5.99 3.18 n.a.
Total: 170.506 525.247 100.00 100.00
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R |HeE TR {8 581 85 (6] T 21 EEREE I R c G B
min mAU*min maU % % na.
1 9117 3415 10.557 4981 53.09 na.
2 10.493 3441 9329 5019 46.91 na.
B 6.856 19.885 100.00 100.00
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min mAU* min mAU % % n.a.
1 9.067 125.154 323490 9209 92 85 n.a.
2 10.467 10.750 24.900 7.91 715 n.a.
B 135.903 348.390 100.00 100.00
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B 8] [min]
Bass
B (ieE it 1 ] BET# T fHA T 48 FE R R
min mAU* min mAU % % n.a.
1 13.963 9953 17.965 4989 5154 n.a.
2 15.557 9.997 16.895 50.11 48 46 na.
B 19.950 34.860 100.00 100.00
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min mAU*min mAL % % n.a.
1 13.987 316.828 592734 96.08 96.50 n.a.
2 15.607 12.915 21.502 392 350 na.
ok iH 329.744 614.236 100.00 100.00
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|Chromatogram
1304
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Integration Results
MNo. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 19.977 43.004 55575 49.63 58.:20 n.a.
2 27.810 43,652 35.920 50.37 41.80 n.a.
Total: 86.656 95.495 100.00 100.00
Chrom ram
900, ] WJY2017042302 AD10% #1 [manipulated] WJY2017042302 AD10% UV_VIS_1 WVL:254 nm
; NHBo: Ohle
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Time [min]
Integration Results
No.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU %o % n.a.
1 19.717 349918 425 687 96.05 97.68 n.a.
27 887 14.394 10.108 395 232 n.a.
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[Chromatogram
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Time [min]
Integration Results
No. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU %a % n.a.
1 20.510 109.658 138633 49.74 59.54 n.a.
2 29.390 110.821 94.207 50.26 40.46 n.a.
Total: 220.479 232.840 100.00 100.00
Chromatogram
1200+ ] WJ¥2017042301 AD10% #1 [manipulated] WJY2017042301 AD10% UV_VIS_1 WVL:254 nm
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Integration Results
MNo.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAL*min mALl % % n.a.
1 20.247 480.713 575.458 97.03 97.64 n.a.
2 29.423 14.729 13.894 2.97 2.36 n.a.
Total: 495.443 589.352 100.00 100.00
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min mAU*min mAU % % na.
1 26.203 135.459 121377 4973 5235 na.
2 28.647 136.934 110496 50.27 47 .65 na
§% 272.392 231.873 100.00 100.00
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min mAL*min mAl % % n.a.
1 26673 4354 4119 204 251 n.a.
2 28.810 209.232 159.882 97 96 97.49 na.
A 213.586 164.000 100.00 100.00
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Integration Results
No. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % Yo n.a.
1 25430 134782 142,126 49.05 53.88 n.a.
2 27.323 139.954 121.667 5095 46.12 n.a.
Total: 274,766 263.793 100.00 100.00
[Chromatogram
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Time [min]
Integration Results
Mo.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU min mAl %o % n.a.
1 25.303 330.895 333416 9292 93.26 n.a.
2 27.670 25.199 24.088 7.08 6.74 n.a.

S93



1000
MHB oo Ohde
8754 Q
] O b oH
750 I D
hel
625
5
=y
E
] 50.04
f =
2 |1-18.077
5 2. 20,887
2 a7s5] N [ 2ty
< [ Y
1 |II \ |'|l \
E | | | \
250 [ [\
: II III ,II III
-4 I|I |I I|I
125] J \ / \
] - \/ \\\
11 | S = e s _ |
-5.0- T T T T T T T T T T T T T T T T T T T T T T T T T T
13.0 14.0 16.0 160 200 20 240 260 284
B 5] [min]
Hirg R
e |eEEfE {1 5[] B[R L2 FHA FHR R FEih R
min mAU*min mAL % % na.
1 19.077 34323 41.015 48.77 51.94 na.
2 20687 36.048 37.952 5123 48.06 n.a.
F0: 70.371 78.967 100.00 100.00
700
] HHBoc  Ohe
EGO—- Q
4 H
500 LWy
: MeO
= 400+
. o
5 300 |2-20500
g N\
F=] - I )
=< B III \I“
ey
_ | \
1 |'I \
100+ \
! |\
4 - 19183
0H— — ! -T-) — SR
-50- T T T T T T T T T T T T T T T T T T T T T T T T T T
140 16.0 18.0 200 20 240 260 276
B[] [min]
B g
il 24 5 ft F e ] B BET ESRE TR R AR
min mAU*min mAL % % n.a.
1 19.193 7795 11.191 293 375 n.a.
2 20.590 258.091 287.194 97.07 96.25 na.
A 265.886 298.385 100.00 100.00
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8ug
o
3204
HHBoC Ohde
30.04 O
Cri-Co
N
25.04
bt
[ [=1n]
20.04
15.0 |1-17.820
AN, |2-18.700
,.f \\
10.04 / \ Foo%
/ ‘\ f i
/ \ / !
50] /f \\ / \
oo L~ — T
20— — _ — — - : ;
15.00 16.00 17.00 18.00 159.00 20.00 21.00 2209
Basg
Y |iEfe {3 51 1 [ I T L) A T AHR PR
min mAU*min mAU % % na.
1 17.820 10.769 13913 49.93 52711 na.
2 19.700 10.801 12481 50.07 47.29 na.
58 H 21.570 26.394 100.00 100.00
ERE
700 '3 WJY2017010306 AD10% #1 [FaI#L40] WJY2017010306 AD10% UV VIS 1 WVL:254 nmi
MHBOC Ohde
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] N
) s
: Ml
= 400
‘é |
2 ] |1-17.933
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5 300 [
3 ] [
< J [ I'.
200 | |
A1 III I“.
100 \\
o] L oy bl ;
_m_||.|||||||||||||||||||||||||||||||
1450 16.25 17.50 18.75 2000 2125 2250 2375 2500
B [8] [min]
HAER
FFS |iERR 3 (] T L T GEEBR R AR T FE i
min mAU*min mAl % % na.
1 17.933 238.808 328291 96.04 96.60 na.
2 19.887 9857 11.564 396 340 na
5% 1 H 248.666 339.855 100.00 100.00
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|Chromatogram
500+
4004
5 3004
]
@@ 4
2
E 4
§ 2004
E J
] 11-18.730
1 2-26.900
1004
i — RIRERT gy TN | ;
‘20_ ) Y T T T t 1 T ¥ il T ) Y T T ¥ 1
10.0 12.% 12.0 7.5 20.0 22.5 250 275 30.0
Time [min]
Integration Results
Mo.  |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU %o % na.
1 18.730 133754 119570 50.94 51.59 n.a.
2 26.900 128.806 112217 49.06 48 41 n.a.
Total: 262.560 231.787 100.00 100.00
[Chromatogram |
400 =
350
300
__ 250
5 200
g 150
1-I:l:|a: /L‘I - 10797
503 [\
E III N
D: I —/j. \\“-— . s _._'____;2_-_:"5_‘2?‘3
-20 -
100 125 180 175 200 ws =0 25 W
Tma fmin]
I Rasults .
Mo,  |Peak Nams Retenbion Time Area Height Relabive Area | Relabive Height | Amount
min mALE man mALl . ] % na
1 1B.797 120,687 100.061 94 81 54 58 na
rd 26293 6601 5739 519 542 na
Total: 127.288 105.800 100.00 100,00
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Chromatogram

250- ] WU2017082003 AD30% #1 [manipulated] WLUI2017082003 AD30% UV_VIS_1WVL:254 nm
200+
51504
< J
E
= J
(é x|
g J
2 100+
=1
2 J
: |1-5.097
04 /\ \ F|2 -6.217
| | / \
__ _,/ \-____ - i e e s g T
T T
-10- T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
4.80 5.00 5.20 540 560 5.80 G.00 .20 5.40 5.60 6.80
Time [min]
Integration Results
MNo. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 5.097 9520 61418 50.34 56.34 n.a.
2 6217 9392 47595 49.66 43.66 n.a.
Total: 18.912 109.014 100.00 100.00
Chromatogram |
12003 WU2017052003 AD30% #2 [manipulated] WU2017082004 AD30% UV_VIS_1 WVL:254 nm
1000
800+
= J
2 J
E 4
3 GO0
§ J
S 1 |1-4.927
8 1 N
< 400+ I
i II \
4 | |
4 II I'
200 {0
4 I' I“.
J IIII \
:_ - J__/I \\__ 1 | ’d_lg_'__6.043
350 400 4.50 2.00 2.50 6.00 G.50 7.00 750 8.00
Time [min]
Integration Results
No. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mal % % n.a.
1 4.927 83.353 468204 95.54 95.94 n.a.
2 6.043 3.892 19.800 4.46 4.06 n.a.
Total: 87.245 488.003 100.00 100.00

S97




10ac

2000
1750
1500
1250
5 8
= ]
E ]
w 10007
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g ] |1-3833
2 750] fl
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] [ |2-5440
] | M\
250 ] f /\
] || \\ .'"l \
N ]
ol b oo SN
-1ﬂu_| ¥ T T x T ‘ % % T T ¥ + - T % T ] 1
350 400 450 5.00 5.50 6.00 6.50 7.00
B [a] [min]
B R
FFi |deE TR (i f e 1] BT B B FHR BT R AR R R
min mAU*min mAU % % n.a.
1 3833 70.017 794 769 50.08 66.77 n.a.
2 5440 69.795 395 535 4992 323 n.a.
o 139.811 1190.304 100.00 100.00
5000
40004
30004
5
= i
E | 11-3830
8 I
£ 20004 | |
g | |
= ] | |
10004 | ||
_ K
4 [ b |2-5.437
0 —_— 1—" \s-.'— ——— -
-5ﬂU—I - - : . T T T T T —1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 6.50
B [ [min]
BasR
s |ief i B [i] BT A Ly EROR TR A e e =N
min mALU*min mAL % % n.a.
1 3.830 244574 2500984 9218 9470 na.
2 5437 20.734 140.028 7.82 530 n.a.
B 265.308 2641.012 100.00 100.00
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Chromatogram

300~ 7] WU2017082601-07 AD10% #10 [manipulated] 'WU2017082603 QJ10% UV_VIS_1 WVL:254 nm
250-]
200
5
q 4
E, 150
é ]
2 100 1120830
< ] /
]
50 I.' N\ |2 - 29,387
T [ Y
] /
o] / \ / \___-
i — — R 1
_40__I - - T * T T ] T * T T ] T T * T * 1
18.0 20.0 22.0 240 26.0 28.0 0.0 3zZo 340 350
Time [min]
Integration Results
MNo. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU*min mAU % % n.a.
1 20.830 135.825 111.301 50.20 65.02 n.a.
2 29.387 134.740 59.887 49.80 34.98 n.a.
Total: 270.565 171.188 100.00 100.00
[Chromatogram |
200~ 7] WU2017082601-07 AD10% #11 [manipulated] WU2017082604 Q0% UV_VIS_1 WVL:254 nm
175
150—_
1254
5 ]
= ]
E ]
@ 100
Q ]
B ]
& 75] |1-20.707
8™ .-
] £k
50 [
b | 4
4 )
25 | \
] / 2-29813
o | I PN 8 | \-— == | | ‘_I_—————_ |
_—
13.0 150 17.5 20.0 22,5 250 275 0.0 32.5 350
Time [min]
Integration Results
No.  |Peak Name Retention Time Area Height Relative Area Relative Height |  Amount
min mAU*min mAL % % n.a.
1 20.707 94.051 73.978 89.79 94.03 n.a.
2 29.813 10.689 4.697 1021 5.97 n.a.
Total: 104.741 78.676 100.00 100,00
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[Chromatogram

400 ] WU2017082601-07 AD10% #3 [manipulated] WU2017082605 AD10% UV_VIS_1 WVL:254 nm
350
300
_ 2504
5 j
= ]
E ]
« 2004
e ]
= j
2 150]
=< 1 |1-12.763
4 I\
1004 [ 12 16.24%
] [ M\
] | b Il.l’ Y
509 u'll \‘\ / \
4 !
o] — \"' T : / e 1
20~ —— —— — e —
10.50 11.25 12.50 13.75 15.00 16,25 17.50 18,75 19.20
Time [min]
Integration Results
No. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAU* min mAl % % n.a.
1 12.763 57.020 131.486 50.53 56.61 n.a.
2 16.243 55.820 100.782 4947 43.39 n.a.
Total: 112.840 232.268 100.00 100.00
[Chromatogram
400 7] 'WU2017082606 AD10% #3 [manipulated] WU2017082606 AD10%1 UV_VIS_1 WVL:254 nm
350
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@ 200
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1004 / \\
] /
] /
p 1-12713 /// \\&R
e ' = —e— |
-20- — — — —— —— —— —— —
12.00 13.00 14.00 15.00 16.00 17.00 18.000 1900 19.50
Time [min]
Integration Results
No. |Peak Name Retention Time Area Height Relative Area Relative Height | Amount
min mAL*min mALl Yo % n.a.
1 12.713 5374 12479 6.16 8.79 n.a.
2 16.173 81.828 129.540 93.84 91.21 na.
Total: 87.201 142.019 100.00 100.00
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B 5] [min]
Hora R
Pl |iEE R {5 S BT ] e T LT HR {2 e FE i
min mAU*min mAl Y % n.a.
1 13173 9383 22136 4954 5153 na.
2 14.287 9557 20.823 50.46 48.47 n.a.
5% ] 18.940 42.959 100.00 100.00
200
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£ 150
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< 100+
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o I||I
50 f \
1 1-13.000 / \
o] | / S~ | v S :
QD:| : — — — 3 — 1
10.50 12.00 13.00 14.00 15.00 16.00 17.00
B 8] [min]
Hora R
Pl |iEE R {5 S BT ] e T LT HR {2 e FE i
min mAU*min mAl Yo % n.a.
1 13.090 4733 12631 8.16 8.99 na.
2 14.207 53.288 127.901 91.84 9.1 n.a.
5% ] 58.021 140.532 100.00 100.00
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3. X-ray single crystal data for compounds 3aa and 8aa

The thermal ellipsoid was drawn at the 30% probability level.

Identification code
Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume

V4

Density (calculated)
Absorption coefficient
F(000)

Crystal size

cu dml16869 Om
C23 H20N O2
342.40

296 K

1.54178 A
Hexagonal

P o6l
a=18.5578(9) A
b=18.5578(9) A
c=9.8682(6) A
2943.2(3) A3

6

1.159 Mg/m3
0.583 mm-!

1086

0.12x 0.03 x 0.02 mm?
$102

o= 90°.
B=90°.
vy =120°.



Theta range for data collection 2.75 t0 69.97°.

Index ranges -22<=h<=22, -22<=k<=21, -11<=I<=9
Reflections collected 25185

Independent reflections 3259 [R(int) = 0.0822]
Completeness to theta = 67.496° 99.5 %

Absorption correction Semi-empirical from equivalents
Max. and min. transmission 0.7533 and 0.5113

Refinement method Full-matrix least-squares on F?
Data / restraints / parameters 3259/11/237

Goodness-of-fit on F? 1.015

Final R indices [[>2sigma(I)] R1=0.0434, wR2 =0.1186

R indices (all data) R1=0.0543, wR2 = 0.1284
Absolute structure parameter 0.3(3)

Extinction coefficient n/a

Largest diff. peak and hole 0.102 and -0.134 ¢.A3
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The thermal ellipsoid was drawn at the 30% probability level.

Identification code
Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume
V4
Density (calculated)

Absorption coefficient

dm16702

C31 H36 N2 04

500.62

296.15 K

1.54178 A

Triclinic

P-1

a=28.4885(5) A o=74.369(4)°.
b=10.6796(6) A B=82.265(4)°.
c=16.8127(9) A y=75.011(5)°.
1414.37(14) A3

2

1.175 Mg/m3

0.618 mm!

5104



F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 66.402°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F?

Final R indices [[>2sigma(I)]
R indices (all data)

Extinction coefficient

Largest diff. peak and hole

536

0.10 x 0.03 x 0.02 mm’®

2.736 to 66.402°.

-9<=h<=9, -11<=k<=12, 0<=I<=19
4709

4709 [R(int) = ?]

96.1 %

Semi-empirical from equivalents
0.7528 and 0.5492

Full-matrix least-squares on F?
4709/0/341

1.011

R1=0.0750, wR2 = 0.1876
R1=0.1161, wR2 =0.2188

n/a

0.609 and -0.269 e.A
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