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'H NMR (300 MHz, CDCls) of 4a
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3C NMR (75 MHz, CDCls) of 4a
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3P NMR (121 MHz, CDCls) of 4b
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3C NMR (101 MHz, CDCI3) of 4¢
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3P NMR (162 MHz, CDCls) of 4d
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'H NMR (400 MHz, CDCls) of 4e
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13C NMR (101 MHz, CDCls) of 4e
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3P NMR (162 MHz, CDCls) of 4f

24000

33.94

23000
22000
21000
20000
19000
18000

17000
16000
15000
14000
13000
12000
r 11000
10000
9000
8000
7000
6000
5000
4000
3000
2000
1000

r-1000

~-2000

T
40 130 120 110 100 90 80 70 60 50 30f1(20) 10 0 10 20 -30 40 -50 -60 -70 -80 -90
ppm

13C NMR (101 MHz, CDCls) of 4f

13000

137.00
134.37
130.60
129.23
128.54
127.74
127.58
125.95
77.43
7711
76.80
52.37
52.31
25.86
25.81
25.36
23.97
21.15

f
!
I
{
<
¢
{

12000

11000

10000

9000

8000

7000

6000

5000

4000

! 3000

| 2000

1000

r-1000

T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90
1 (ppm)

S10



1
H NMR (400 MHz, CDCls3) of 4g
VOOTNOODOVMOITN ODONNOT T T TOONYT O T O DN
NNNOOIM-OO00O0 BRKNNNNNN UITIWHNONGD O D
NNNOOOCOOOOOEG MOMOMMOMOMM® NNNN - —
VN e e g S e
MQO\Q\/\/\
P OMe
d'P‘“OML\
FL sy /]
|
|
| |
M ‘ﬂ N}L
Ao k JL e 1
25 %3 g 5 &
N ~- o o o - -
1;5 165 55 AO 55 éO %5 %0 éﬁ éD féi éﬂ 45 40 35 iO £5 20 {5 {O d5 dO -1.0
ppm;
31
P NMR (162 MHz, CDCl;) of 4g
MQO\T::i:L\/’“\/’“
P pME
-'op‘OMe
‘30 1‘20 1‘10 160 éO éO 7‘0 éO 5‘0 ‘ f13‘(0 )2‘ 1‘0 6 -"10 »‘20 -‘1‘70 -“30 »“50 -éO -‘70
ppm;

S11

14000

13000

12000

11000

10000

9000

8000

7000

6000

5000

4000

3000

2000

1000

r-1000

19000

18000

17000

16000

15000

14000

13000

12000

11000

10000

9000

8000

7000

6000

5000

4000

3000

2000

1000

r-1000




13C NMR (101 MHz, CDCls) of 4g
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3P NMR (121 MHz, CDCls) of 6aa
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3C NMR (75 MHz, CDCl5) of 6ab
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h146-1-p P31

3P NMR (162 MHz, CDCls) of 6ba
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3C NMR (101 MHz, CDCls
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3P NMR (162 MHz, CDCls) of 6cb
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3C NMR (101 MHz, CDCls) of
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3P NMR (162 MHz, CDCls) of 6db
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3C NMR (101 MHz, CDCls) of 6ea
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3'p NMR (162 MHz, CDCls) of 6eb
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$1p NMR (162 MHz, CDCls) of 6fb
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'H NMR (400 MHz, CDCls) of 6ga
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3C NMR (101 MHz, CDCls) of 6ga
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3'p NMR (162 MHz, CDCls) of 6gb
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NOE spectra for 6aa (t)P:\\« p-O
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NOE spectra for 6ab
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NOE spectra for 6ab

1705A0740_h121-2
1705A0740_h121-2

<

T
5.20

5.30 5.28 5.26 5.24 5.22 5.18 5.16 5.14 5.12 10
£2 (ppm)
1705A0740_h121-2
1705A0740_h121-2
T T T T T T T T T T T T T T T T T
4.38 4.36 4.34 4.32 4.30 4.28 4. 26 4.24 4.22 4. 20 4.18 4. 16 4. 14 4.12 4.10 4.08 4. 06
£2 (ppm)

S35

.0

f1 (ppm)

1 (ppm)



/\A/\/\f\

NOE spectra for 6ca
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NOE spectra for 6¢b

I+

Br

H )
Ph
o
.0

R

& "OMe
6cb

/170540740 _h180-2 @
1705A0740_h180-2 !
B k1
‘ 7 B
€ 0
F3
G @ ‘ [
& 5
§ {
6
k7
4
8
as
T T T T T T T T T T T T T T T T T
85 80 75 7.0 65 60 55 50 45 40 35 30 25 20 15 L0 05
£2 (ppm)
17050071 [h180-2
1705A0740) | h180-2
H F7.1
W F7.2
N
‘\ 7.3
it F7a
|
F7.5
F7.6
k7.7
7.8
F7.9
T T T T T T T T T
7.5 7.0 6.5 6.0 5.5 5.0 1.5 1.0 3.5 3.0
2 (ppm)
1705A0740_h180-2
1705A0740_h180-2
F2.5
3.0
3.5
F4.0
F4.5
F5.0
F5.5
6.0
6.5
F7.0
r7.5
T T T T T T T T T T T T T T T T T
5.26 524 522 52 518 516 514 5 0 508 506 504 502 500 498 496 494 492
£2 (ppn)

S37



The X-Ray crystallography of 6ba
checkCIF/PLATON report

Structure factors have been supplied for datablock(s) A

THIS REPORT IS FOR GUIDANCE ONLY. IF USED AS PART OF A REVIEW PROCEDURE
FOR PUBLICATION. IT SHOULD NOT REPLACE THE EXPERTISE OF AN EXPERIENCED
CRYSTALLOGRAPHIC REFEREE.

No syntax errors found. CIF dictionary Interpreting this report

Datablock: A

Bond precision: C-C = 0.0105 A Wavelength=1.54178

Cell: a=5.4900(2) b=19.9165(¢6) c=18.1684 (8)
alpha=950 beta=94.9932 (4) gamma=90

Temperature: 293 K
Calculated Reported

Volume 1979.02(13) 1579.02(13)

Space group P 21/c P 21l/c

Hall group -P 2ybc -P 2ybc

Moiety formula C21 H20 Br 03 P ?

Sum formula C21 H20 Br O3 P C21 H20 Br NO O3 P

Mr 431.24 431.25

Dx,g cm-3 1.447 1.447

pA 4 4

Mu (mm-1) 3.738 3.738

FO0O0 880.0 880.0

FOQO’ 880.52

h,k, lmax 6,22,20 6,22,20

Nref 2943 2938

Tmin, Tmax 0.428,0.474

Tmin’ 0.147

Correction method= Not given

Data completeness= 0.998 Theta(max)= 59.995
R(reflections)= 0.0613( 2417) wR2 (reflections)= 0.1800( 2928)
S =1.074 Npar= 236

The following ALERTS were generated. Each ALERT has the format
test-name ALERT alert-type alert-level.
Click on the hyperlinks for more details of the test.
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Datablock A - ellipsoid plot
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