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1. X-Ray Structures and Crystal Data of (R,,S,S)-1d

(R,,S,S)-1d

Table S1. Crystal data and structure refinement for (R,,S,S)-1d

Bond precision:

Cell:

Temperature:

Volume

Space group
Hall group
Moiety formula
Sum formula
Mr

Dx, g cm™

VA

Mu (mm™)

F000

C-C=0.0105A

a=19.3333 (8)

alpha =90

Wavelength = 1.54178

b = 13.2563 (5)

beta = 108.952

¢ = 24.6689 (10)

gamma = 90

170 K

Calculated
5979.6 (4)

P21

P 2yb

C51 H46 N2 02
C51 H46 N2 O2
718.90

1.198

6

0.559

2292.0

S2

Reported
5979.6 (4)
P1211

P 2yb

C51 H46 N2 02
C51 H46 N2 02
718.90

1.198

6

0.559

2292.0



F000’ 2298.17

h,k,Imax 23,15,29 23,15,29
Nref 22018[11526] 21886
Tmin, Tmax 0.865,0.904 0.547,0.753
Tmin’ 0.865

Correction method = # Reported T Limits: Tmin = 0.547Tmax = 0.753
AbsCorr = MULTI-SCAN

Data completeness = 1.90/0.99 Theta (max) = 68.488

R (reflections) = 0.0802(19537) wR2 (reflections) = 0.2237(21886)

S = 1.028Npar = 1498
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2. Copies ofNMR and HPLC spectra
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2 11.204 vv 0.3524 3.23220e4 1407.53723 50.4542
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Norm. _| =]
g O,N
1 |‘I Me
TUO—_ ‘
| 0™ o
50+ ‘l (+1-)-3k
|
60; ‘
* \
1 |
40 ‘
, |
20*7 I\I‘I .‘./E’\
1 \ /
0] AN / \\\\\ﬁﬁm_qm
:—’k—v* -“fjr\ﬁ--—-ul{ _ 7-’7\‘\_.‘__._”_, R /7 I N
S s e e e Ot Bt SO B B B B ) S
20 30 40 50 60 70 80 90 100 110 min
7t (min] [min] mAU * 5 [mAU ] %
e |--—------] | == |
1 37.002 MM 1.8799 1.44311e4 127.94479 50.8064
2 91.573 MM 7.2280 1.39730e4 32.21963 49.1936
Norm. | E
] A O,N
| I Me
80 \‘| S
] N
i 0o
1 ‘ 3k
|
i |
404 I‘
20; ‘I‘
n
of
N S
I I 4‘0 ‘ ‘ I 5|D 6‘0 7‘0 8‘0 9‘0 ‘ WélorT;in
# min] [min] mAU * 5 [mAU ] %
- |- |
1 35.710 Vv 1.5200 1.146%91<4 110.46le5 92.275¢
2 93.335 MM 4.6947 960.07935 3.4083¢ 7.7244
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Norm. 2
| ON R .
200 [ i
] Me [ F“
150 0™ ™o ‘l l". ‘; ""
] (+/-)-3l | B
4 | “'w, | I""‘.
100 \ , \
1 | ". ".‘
\ | \
i | | l \‘I“"
50 ‘ "'\, | \
| \ | \
| \ \!.‘
| \ ‘|I \
0 ) - Ij.‘I \\‘ . B _uf‘ \r.,_,‘ -
0 2 " s % 2 30 B a3 38 min
# min] [min] mAU = [mAU ] %
e e e B B B |
1 27.273 Vv 1.0298 1.63147=4 232.07182 49,9849
2 33.347 Vv 1.2980 1.63246e4 193.65681 50.0151
mAU : O,N %
450 [
] Q\A,Me B
400 7 [
] V2 |
350 00 R
] 3l |
300 |
250 |
] \
200 ‘l
150—2
100—2 | 8
] ' 8
50 B L \_7 L _
20 225 25 275 30 325 35 375 mi
# min] min] mAU * 3 [mAU 1 %
e e o D B
1 26.8%0 BP 1.1283 3.25728e4 440.18179 95.9111
2 33.628 BP 1.0558 1388.65613 19.04949 4.0889
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Norm. 7] 2
] ®
ﬁ
i |
100 l‘l \‘ Me
1 [
- n oo 2
504 - (+/-)-3m <
1 || N
] |
60 lo [
| . [
_ || [
40 |‘ ‘\ .‘"
] | \ f
l |
2 I [
7__ B _V{‘"‘ \i\_ e 472 E N
11 ’\‘2 I ’II3 1I4 I ’IIS 1I6 ’\I7 T ’IIS 1‘9 m}ﬂ
# min] [min] mAU * = [mAU ] %
e e e Pl B B |
1 12.370 MM 0.3428 2222.19116 108.04562 51.7409
2 18.305 MM 0.5064 2072.65503 68.22098 48.2591
Norm. - 3
: L
600 I\' \ Q\A,Me
4 [ Iz
] - AN
500 |‘ '\ SN
1 | 3m
] L
400 [
] [
] .
300 ‘I '\‘
] .
200+ ‘l !
| |
1 [
100 ‘.‘ '\,\ o
% I N N _
T T [ [T T T T I T T
12 13 14 15 16 17 18 19 20 min|
# min] [min] mAU * 5 [mAU ] %
e P e D el Bt |
1 2.708 VvV 0.3948 1.67788e4 66l.75269 95,6675
2 19.252 Vv 0.5477 759.86914 21.4240¢6 4,3325
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Norm. &
700 MeO ,%\
] M [ 5
600 © f \ B
] f \ ™
i ®) (@) J" | ,"‘} \'\
500—: (+/-)-3n “" \ / \
1 | ‘I‘\ f ‘\"a
400-| \ /
] | ‘I"‘\I j’ ‘.""‘-.\
300 ‘-\‘ .“"I \\.
\ \
200 ' \
/ \1 /‘ \
w004 _:77777 g_h
35 40 45 50 55 60 i)
# min] [min] mAU *3 [mAU ] %
———— |- | ———— | ——————— | mm e || ———
1 44,992 vv 2.60%9¢ 1.11870e5 599.85797 49.587¢
2 57.670 Vv 3.1928 1.13730eb5 468.50491 50.4124
Norm. -| MeO ﬁ\
1000 A
©\A»Me A
800 | Oé‘:\o/: { \'\\
] 3n lf ‘I"‘
| ."‘.‘
600 | "'\
| | \
| \
400—_ -; ‘I"""\
] | \
] .‘ '- 3
200 | \ o
— - — _\J — __74//7_7\‘-7- — —
35 40 - 45 50 5 60 ‘ " min
# min] [min] mAU *3 [mAU ] %
e | ———— | ———— | ——————— | ————— | e | m———————
1 44.522 VvV 2.5133 1.84608e5 8910.77350 9h.4¢6¢€6
2 59.034 vV 2.4203 8766.45508 42 .82449 4,5334
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mAU g
1 'Pr [ -
600 |‘ | 2
500-: (+-)-30 [ [
o |
400—: ‘I ‘I‘. ‘.‘
"a |
200—: .‘I
woo—ii . _,/’; _
E‘! 'Ib 'II1 'I|2 'I‘3 'I‘4 mi
# [min] [min] mAU [mAU
e | ==—= | —=—=——- | === —- et
1 10.819 EB 0.3344 1.27144e4 57¢.55688 49.5670
2 13.035 PB 0.4251 1.29365e4 460.77203 50.4330

mAU Q
400 C|\©\A/. E
] y 'Pr I‘I I‘I
350{ o;\\o// I\I "\I
3o \‘ “I‘
300—: " |‘
o
] fo
2507 .
200—: \".
150{ =
100{ o L /\_ .
8 3 10 " 1 13 14 mi
# [min] [min] mAU [mAU
e B P B R e R e
1 10.823 VB 0.3249 €975.48145 3Z26.60455 87.49¢7
2 13.117 VB 0.4066 996.80225 36.76594 12.5033
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Norm. | =
1 [l
2504 Cl [ 2
Ph | =
| [ N
200 oo || i
“h3p |
1 | f \
150 || '|| [
| | I|I '||
| |I l', | |
100 | | f '.I
i I| II I| |I
f \ | \
] | | | '.“
50 | |
] || 4 .'I |‘\
| \ { \
i i / \
o —I-Z \\‘_| _Ii \_“-h.,_ —
T T T T T T T T T T
12 13 14 15 16 17 18 19
¥ min ] min] mauw *= matr ] %
e B Dl B B e
1 13.%66 MM 0.418%9 €811.211%1 271.00&887 50.53287
2 17.18% MM 0.51%0 ee66.00&e35 Z214.06%85 45.4613
Norm. ] N
] =
350 ]
1 cl f
4 )
1 Ph| ll.
300 ="
] = -z | |
1 i |
: O/\o/ I| |
250 [
] 3 I
200 |I '.
] | |
1 | '
150 | \
1 | |
] | '.I -
100 I| \ g
] II| '||I (/':\
50 | \ /N
L R \\_w_ _ AZ \;ﬁ_ R
0_
12 13 14 15 15 17 18 19
3 mimn] mir] mal *= mAl ] -
i S I B B | —=—————
1 13.977 MM 0.42317 5285.46777 2538.480&62 81.55%3¢
2 17.221 MM 0.50635 2094.39233 £B8.91335 18.4044
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For a 2.0 mmol scale:
+3a:

Norm. ] 2
1200 ] ,"'_\'-. e
] |I II'. 5
] [ ] N
1000 [ [\
| II| III IIII\
i | [
800 || | |I \
| |
i | I',I | Y
600 \ | !
| | ||I | ".\
I|I | L}
400 | \ | \
\ | \
| "\‘ | ‘\.\
200 | \ | A
] | \ | X\
1 |
0 ] a J'l \ _u'l \“‘-
10 12 14 16 18 2 mi
¥ [min] min] mAU * 5 mal ] %
e S e s o S s
1 16.443 VWV 0.7278 6€.09834e4 12B86.43530 45.1331
2 18.770 WV 0.9194 6.31355e4 1050.81445 50.8669
3a:
Norm. 2
&
|£9'.
] I
1000 [
] [
] | I'I,
800 | '.I
1 | \
] | \
600 \
! &
II
] ‘ \
400 \
] |
_ L
200] | b ©
j \ bic]
j | <
i II \ \\R
0 L —— . L — v
s 12 14 16 18 2 min|
- min] [min] mAUT *g [mau ] =
el s P lesssmra | I
1 15.83¢6 VvV 0.6704 5.08370e4 1155.85217 85.0566
2 18.566 MM 0.€210 2643.74878 70.55589 4,5434
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