Electronic Supplementary Material (ESI) for Chemical Communications.
Th%%jﬁy_@alds © The Royal Society of Chemistry 2014

Proton Spectrum

g

-
=
(
!

2.00—=
03~
12
09—
02~
99~
!
N
o

9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -0.5

1 (rrm)



-36
-34

32

—30

28

26

24

—22

—20

—-18

~-16

-14

12

—10

=
=]

PE'SIT—

(s2]

i

< m

N

e

i

=]

1 [

mn ©

o0 O

T T T T T T T T T 38 T T T
180 170 160 150 140 130 120 110 120{ %0 80 70 60 50 40 30 20 10
1 fnnm

T
190




BB-N1-172-H1 22V
Proton Spectrum
-500
-450
[ ] '
-400
H,CO
-350
-300
-250
-200

150

—100

—50

C
L
C
L

2.02—=
2.11A4
1.92—=

2,00
4 213
3.15—

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
9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 45 S840 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)



BB-N1-172-C13
Carbon-13

_~165.06
™-164.01
151.20

H;CO

—113.97

77.34

77.16
76.98

L

55.67

55

—50

~15

—10

200 190 180 170 160 150

140

130

120

110

T s8]
100 90

f1 (nnm)

80

70

60

50

40

30

20

10



BB-N1-88-700 400
Proton Spectrum r

Nl e

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 T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 45 S8 40 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -0.5
f1 (ppm)



55

~50

-45

-40

35

~30

25

—20

15

~10

869/
IT’LL W.
veLL

0L°T¢T

ST°92T /
N¢wNH)/
HndNH)/

$8°09T—

ETY9T—

BB-N1-88-c13

Carbon-13

Cl

-10

180 170 160 150 140 130 120 110 100 988 80 70 60 50 40 30 20 10
f1 (ppm)

190



BB-N1-93-h1
Proton Spectrum

L

600

550

500

450

400

350

~300

—250

—200

150

100

—50

4.00-T

1.01~7

1.97—=

9.0 8.5 8.0 7

wn 7 2073

T T T T T T T T T T T T T
7.0 6.5 6.0 5.5 5.0 4558 40
f1 (ppm)

3.5

3.0

2.5

2.0

1.5

1.0

0.5



38
36

-34

32

~30

28

26

24

22

—20

18

16

14

12

~10

86'9L
IT’LL W.
veLL

ST —
[8°ECT—
95°9¢T—
£8'6CT—
PTET-"
TT'SET—

€9°0ST~_
€0'1ST-"

€T —

BB-N1-93-c13

Carbon-13

0N

180 170 160 150 140 130 120 110 100 gep 80 70 60 50 40 30 20 10
f1 (ppm)

190



BB-N1-85-h1
Proton Spectrum
~900

—800

Br
~700

600

—~500

400

~300

—200

—100

C_

T T T T T T T T T T T T T T T T T T T T T T T T
45 S8 40 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -0.5

7.5 7.0 6.5 6.0 5.5 5.0
f1 (ppm)

N
‘a0
992

2.00—=
2.00~
- 2.08
0.98
1.99




BB-N1-85-c13 3 )
Carbon-13 § g

Br

77.34

77.16
76.98

25

—20

~15

~10

190 180 170 160 150

140

130

120

110

T T T T
100 9§s

f1 (ppm)

80

70

60

50

40

30

20

10



BB-N-43-aftercolumn ~1400
Proton Spectrum

1300

, 1200

e |
0 —1100
/} 1000

900

—800

—700

600

~500

400

~300

—200

'L —100
Moo
A _

—-100

- 3.10~¢
3.18-4

9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 50 45 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -0.5



BB-N1-145-c13 S ] 2 2083 co oy
Carbon-13 8 n A SESESRS NN O <
| | T 00T g TT

28

26

-24

—22

—20

18

~16

-14

12

10

I T I T I T I T I T I T I T I T I T I T I T I T I T I T I T I T I T I T I T I
00 190 180 170 160 150 140 130 120 110 120 ( %\@ 80 70 60 50 40 30 20 10
1 (ppm



BB-N-42-aftercolumn
Proton Spectrum

-
~—
=

3.03=x

1 2101

3.04—<1

1600

1500

1400

—~1300

—1200

~1100

1000

—~900

—800

~700

—600

~500

400

300

—200

—100

T T T T T T T T T T T T T T T T T T T T T T T
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4558 40 3.5 3.0 2.5 2.0
f1 (ppm)

1.5

1.0



85

80

~75

~70

65

—60

55

~50

-45

-40

35

30

—25

—20

~15

~10

8bTT~L
e

8€Cc—

869/
oT’LL W.
vELL

98'TZT—
59°STT~_
08'92T—
Ly'67T—

oI —

6C'TST—

£8°99T—

BB-N1-142-c13

Carbon-13

T T T T T T T T T 38 T T T
180 170 160 150 140 130 120 110 1(10 , %0 80 70 60 50 40 30 20 10
1 fInnm

T
190




BB-N1-86-h1
Proton Spectrum

_
=

1.03—=<

T T T
45 S840

f1 (ppm)




-34
-32

—30

28

26

24

22

—20

—-18

~16

-14

12

10

86'9L
IT'LL W.I
pveLL

LT~
LL°TTT
€6°9CT S
Pp'8CT
ET'6CT W
85°6¢T—

p80eT~"
0 HET—

TL9%T—
¢6'0ST—

$S°99T—

BB-N1-86-c13

Carbon-13

-10

180 170 160 150 140 130 120 110 100 B 80 70 60 50 40 30 20 10
f1 (ppm)

190



BB-N1-64-h1
Proton Spectrum

—1300
—1200
—1100
( ( [ —1000
0
0 ~900
OCH3 800
~700
—600
—500
—400
—300
—~200
—100
1J£ L L A_l JL_,A_‘ -0
P R f T
SKRBSKS S S 3
N-—-AS 33 o NN ~-100
T T T T T T T T T T T T T T T T T T T T T T
7.0 6.5 6.0 5.5 5.0 45 S8 40 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -0.5
f1 (ppm)




-34
-32

~30

—28

26

24

—22

—20

18

16

-14

12

10

ETTE—

90°9€—

1€'85—

86°9/L
91 Nm./.

YL /

98 TPT—
9/'08T—

68°65T—

STLT—

BB-N1-64-c13

Carbon-13

OCH3

-10

180 170 160 150 140 130 120 110 100 RP 80 70 60 50 40 30 20 10
f1 (ppm)

190



BB-N1-62-purified
Proton Spectrum
—650
~600
i, 0 L

m \© —550

} X —500

~450

~400

—350

—300

—250

~200

~150

~100

50

I & L "

SR T T i
E&& o 8 8 s

< = N - — - ~ _'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 T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 45 S840 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -0.5
f1 (ppm)



~70
65

60
55
—50

-45
40
-35
30
-25
20
-15
10

09'8c— -

86'9L
mﬂxnwv:.
vELL

08°0ST—

3R
88
™~

= 0
0

8T°0LT—

BB-N1-62-c13

Carbon-13

-10

180 170 160 150 140 130 120 110 100 998 80 70 60 50 40 30 20 10
f1 (ppm)

190




BB-N1-198-H1

1S
35
ot
)
O
(O]
(o)
wn
c
o
=
o
=
[a W

o o o o o o o o o o o
el S e} =) re} S e} S e} S o a
‘ ok T T T P o o T T ok < !
—_——

3 oot

009

_ A

/69T

61

I ¥ et

T oot

/ .

—_— FEEC

—_ T96'T

—_ 171

T bO'T

<

— u Hl.ﬂmo I

I 002
- STT |

. /8T

45 S8 40

f1 (ppm)

0.0 -0.5

0.5

2.0 1.5 1.0

2.5

3.0

3.5

8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0

9.0



—80

~75

~70

65

—60

—55

~50

45

-40

—35

—30

—25

—20

~15

—10

869/
IT’LL W.
veLL

9T LLT—
™
i
Q
D m
S
c
i
=z 3
1 [
mn m©
m O

-10

T T T T T T T T T Sé T
180 170 160 150 140 130 120 110 102 , 9? 80 70 60 50 40 30 20 10
1 Innm

T
190




-260
-240
220
200
-180
-160
-140
120
100
-80

-60

-40
-20
-0

______J

BB-N1-200-H1
Proton Spectrum

=TT
=011

=-00'C

=860 |

=80°C

2.5 2.0 1.5 1.0 0.5 0.0 -0.5

3.0

8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 45 S8 40 3.5
f1 (ppm)

9.0




~70

65

60

—55

~50

45

-40

—35

—30

25

—20

~15

[Waratd
¥8'GZT—
£5°62T~_

16'0ST—

98°¢LT—

BB-N1-200-C13

Carbon-13

9F8

f1 (ppm)

-10

70 60 50 40 30 20 10

80

180 170 160 150 140 130 120 110 100

190



—2000

1900

—~1800

1700

—~1600

1500

1400

—~1300

1200

~1100

—~1000

900

—800

~700

—600

—~500

400
~300
;200
100

—-100

BB-N1-189-H1

Proton Spectrum

=)
(1]
=

—

]

EsrT

=411
=90'T

B6°T

=160 [

=00¢

45 S8 40

f1 (ppm)

2.0 1.5 1.0 0.5 0.0 -0.5

2.5

3.0

3.5

9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0

1.5



~55

—50

-45

-40

—35

~30

—25

—20

~15

b9 1eT~"
06'S2T—
55'6CT~_

08°0ST—

BB-N1-188-C13

Carbon-13

-10

T T T T T T T T T T
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10

T
190

|
200

f1 (nnm)



BB-N1-147-pure —1500(
STANDARD Deuterium PARAMETERS
Using lock coil
—~1400(
—~1300(
~1200(
] ~1100(
[l
~1000(
~9000
—~8000
7000
6000
5000
4000
3000
—2000
1000
| Mﬂ Ny ’
d g8 T iy
S 258% & 3 1000
T T T T T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4558 40 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -0.5

f1 (ppm)



BB-N1-147-pure-c13

—70

~50

—30

20

~10

g B8~ A8 R A ToR g 8

Carbon-13 8 S MRY8S § RR S % 5
% NN N
(0]
|
|
Mwmmmm WA

T T T T T T T T T T T '88| T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10

f1 (nnm)



BB-N1-87-h1 L
Proton Spectrum
~32(

) - _—30(

5 ,E ] _—28(
-26(
f -24(
_—22c
-20(
-18(
- 16(
-14(
-12(

—10(

I S |

C
S

2.03—=
T
N
o

2.00—=
1.02—=

4131

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 T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 458 40 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -0.5
f1 (ppm)



~50

45

-40

35

~30

25

—20

15

~10

869/
IT’LL W
veLL

ET6TT—
ao.mmﬁ./.

8,821
0€'62T %
SE0ET~E
89°7ET~_

S6°EET—

0T°0ST—

10°99T—

BB-N1-87-c13

Carbon-13

Br

180 170 160 150 140 130 120 110 100 gep 80 70 60 50 40 30 20 10
f1 (ppm)

190



BB-N1-186-recryst-H1
Proton Spectrum —1900

1800
;1700
;1600
;1500

I

~1300

—~1200
;1100
;1000
;900
;800
;700
;600
;500
;400
;300

—200

—100

L
1.03—< —

(

T

o

1.00—=
1.01—=

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
1.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 45 S8 40 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -0.5
f1 (ppm)



-40

35

~30

25

—20

~15

—10

BB-N1-cholicacidgrotectionfrac1-C13

Carbon-13

180 170 160 150 140 130 120 110 }OC/) \ 90 80 70 60 50 40 30 20 10
1 Innm

190



	SI_10-15-14
	combined spectra updated 9-19-14
	BB-N1-37
	BB-N1-37-C13
	BB-N1-172
	BB-N1-172-C13
	BB-N1-85
	BB-N1-85-C13
	BB-N1-88
	BB-N1-88-C13
	BB-N1-93
	BB-N1-93-C13
	BB-N1-64
	BB-N1-64-C13
	BB-N1-62
	BB-N1-62-C13
	BB-N1-43
	BB-N1-145-C13
	BB-N1-42
	BB-N1-142-c13
	BB-N1-86
	BB-N1-86-C13
	BB-N1-147
	BB-N1-147-C13
	BB-N1-87
	BB-N1-87-C13
	BB-N1-198
	BB-N1-198-C13
	BB-N1-200
	BB-N1-200-C13
	BB-N1-189
	BB-N1-188-C13
	BB-N1-186
	BB-N1-186-C13




