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2D NMRs of 189 at 1:0.4 ratio of 189a:189b
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2D NMR of 216

COSsY

® @ %3
. L
. B £ ® 3.0
F3.5
r4.0
8
F4.5
= L 00 T
= @ ® o r5.0 S
. &
F5.5
' 1] [
® . ‘ [] L6.0
o o 88
@ ’ o ’ F6.5
0w 0.0 , 8
] gﬂ@ . - 9 . r7.0
, &% 0 []
@ I o 7.5
8.0
T T T T T T T T T T T
7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5
f2 (ppm)
LL U}\ | 1| (W} L L_A I
— . 0
J /’ H1
5,
i
“ *
‘:‘4 /. r2
. o . p /
% LY - /} ] r3
- :
i -
& H r4 g
s o
o =
i &
3 # s
w; i
L 4
= - - ,Vi ! k6
af d H
- ¥ a&‘ @
a® : + %
* '. 9 - r7
v ¢ [
H
. &
I; -8
§

T T
85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 00
f2 (ppm)

80



Appendix B — NMR Spectra

HSQC

r30

40

50

60

r70

80

f1 (ppm)

F90

100
F110
- ' F120

o 130

TR ST
0
¢
8

r140

7.5 7.0 6.5 6.0 55 5.0 4.0 3.5 3.0 2.5
f2 (ppm)

HMBC

r20
30
r40
50

60

80
ro0

r100

f1 (ppm)

110
120
130

- - - 140

| thllulllll
L]
L

150

- - - F 160

i
]
'

1
|
1

170

] 180

5.0 4.5
f2 (ppm)

81



Appendix B — NMR Spectra

Nﬁ.N4
¢N.N4
vTLA
ST/
9L+
9L+
LTl
87+
8L
8L
PELA
PEL
S€'L
oc'L
97,
wm.ﬂ
8€'L

ges 4
152
152
152
€52
€52

=onarT

€524

220c

A

=60
F5S'T
Bor'T
00T

0.0

0.5

3.5 3.0 2.5 2.0 1.5 1.0

4.0

95 90 85 80 75 70 65 60 55 50 45
f1 (ppm)

10.0

99'921
e V
£8'871

+8°'8CT

8V LET —

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

200

82



Appendix B — NMR Spectra

v9'T
89T
69'T

86'T
66'T W.
00
9T
mn.NW
8L'C

we—

98y
98y
98y
L8'Y
L8
88t
88t
88t
68t
68t
06t
06t
06t
16
16t

200b

90°€
66T

95 90 85 80 7.5 70 65 60 55 50 45 40 35 30 25 20 1.5 1.0 05 0.0
f1 (ppm)

10.0

+0'8T \
w9 —
LT'9T—

£8°0€ /

86—
9T'L8 —

€L —

LE6L—

S0 1T —

80°LET —

09°04T —

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

200

83



Appendix B — NMR Spectra

ST~
09'T—

WwT—
15°€
Nm.mv

65t —

°0's
€0's
¥0'S
S0'S

8TL
gL

YLl
9L

258a

£€0'E
B0

o

o

F00C

3.0 2.5 2.0 1.5 1.0 0.5 0.0

3.5

4.0

9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5
f1 (ppm)

10.0

110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

120

981" -

19'17 — —

€9°ST~_ I

U — R EEEE—
—_—

10617 — —

0€'2T — -

12601 — -

STLET~_ e

€5°LET -

6€°EHT — -—

180 170 160 150 140 130

190

200



Appendix B — NMR Spectra

05T~
85T

S€T—

69°€
oLe

06t
06'v
6%
6%
(a4
[{34
({34
€6'v
€6’
£€6'v
b6’y
v6't
v6'v
S6'%

0L
cN.NH/.
wL

wL

092
19
9L
9L

—_—

258b

=9€9
B66'S

=10'¢

2.0 1.5 1.0 0.5 0.0

2.5

5.0 4.5

f1 (ppm)

T
5.5

7.0

9.5 9.0 8.5 8.0

T
10.0

85



Appendix B — NMR Spectra

L9'T
9T

Ut
wun 7

L6'T
86'T W.
86'T

we—

08'€E~_
e
90
0y
L0s
80'S
80's
80°'S
60'S
60°'S
or's
or's
or's
s
T1's
s
s
s
€1'S

8TL
gL v
weL
€L
€L
VL
SL'L
SLL

£86'C
w/wm.m

=£€6'0

00T

9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)

10.0

66'L1~"
69T —
0092 ~_

bS'6E—

L0V —

WEL—
€TLL—

L0°8TT —

§6°LTT ~
€561 —

ze9eT
8T'6ET —
05°EPT ~_

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

200

86



Appendix B — NMR Spectra

65T
97
9T

we—

9L'€
LLe v

86'%
86'%
66'%
66'%
00°'S
00's
00°s
10°S
10°S
20's
w's
20's
€0°S
vT's
9T's

849
089 W
89

6TL~_
1€L"

99°L
L9°L
89°L
89°L

Te
TE

==T'E

50T

660

=/6'T

2.5 2.0 1.5 1.0 0.5 0.0

3.0

95 90 85 80 75 70 65 60 55 50 45 40 35
f1 (ppm)

10.0

€8T
89’1 — -
£€8'ST~_

£€6'vy —

€8 —

+0°00T — -

20'61T — -

9€'LTT —
TL6CT — -

S6'SET
T0°9€T > -

89°€pT — e

$9°'10C — —

200 190 180 170 160 150 140 130 120 11f0( 10)0 90 80 70 60 50 40 30 20 10
1 (ppm

210

87



Appendix B — NMR Spectra

LLT~C —_—_—
8T -
€0°E~_ NE—
8T'E

_

8T°€

we—

186 —

ws—

oo

202a

b'E
6'C

20T
F£0C

0.5

3.0 2.5 2.0 1.5 1.0

3.5

4.0

5.0 4.5
f1 (ppm)

9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5

10.0

€6'6T — —

LELT—

8€°0Y — —
Seer — —

6 — -

A

£'65 —

02T — -
£5VTT —

SL'SET —
8'8ET —

L1281 —

€LUT—

"

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

200

88



Appendix B — NMR Spectra

Lt

08T\
Saw
324
e
o'
€9
9
(97—

YO'E~
61°€
61>

we
we
€Le
€Le

8E'S —
65'S~_
€5~
08’5~

Oo

202b

0o

202a

6'T
0'€
8'T
8T

T
Fot1C

=8T'T

=TT

€9
143

=090
el
00T

0.5

4.0 3.5 3.0 2.5 2.0 1.5 1.0

4.5

5.0

f1 (ppm)

5.5

9.5

10.0

¥9'T
69'T
LT
87T

661
661
007
607
d&W
e
72/
254

e
8LT

£€6'C
wm.NH/.

66'C
oo.mV.
$0'E
0'E

we
we
€L'E
€L'e
727
08t
£8'%
£8'%
68t
68t
68t
T0's
ﬁc.m\

8E'S—

ws—

202c

oo

202a

200b

0.5

4.0 3.5 3.0 2.5 2.0 1.5 1.0

9.5 9.0 8.5 8.0 7.5 70 65 6.0 5.5 5.0 4.5
f1 (ppm)

10.0

89



Appendix B — NMR Spectra

mm.o/ .
R.OW - — 870

86'0 m\é_o
. N = 00
660 — - = KMN.O
0T \
S0t
91 153
AS m\ﬁ.o

z YU~ R —— —
o R ——
L s o1 ve
OoO=n=0 I
e _ J 8T
e 9'0
ve'e
53
8e'e
e \ = Eo10
6b'c \ = 10
05°€
e N - Bso'z
7 06'¢ — [ - R0z
€1 ~_ - 4 yero
z o B 2 3z
e — s 98
O=n=0 1 8%
50's 100
90's ; = 27100
L0'S oo
80's \ = 2900
. 00
05's
15 N -4 =800
[ _ - 00T
£5° N - =600
¥5'S
€9
i/ €9
€€°9
vE'9 —_— = 660
— s€'9
5€9 \ N = =800
859
z
[ 2 9L
oO=n=0 o 9T'L
« 8zt 144
8T'L = €0
€9 .
v9'L —_— 91T
oL =~ €00
99,
7
€L

\
\

201

5.5 50 45 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5
f1 (ppm)

6.0

9.5 9.0 8.5 8.0 7.5 7.0 6.5

10.0




Appendix B — NMR Spectra

T~
LT

61
66
00
44
187 /
187

£8'C
+¥8'C
S8°C
S8'C

88'C
68°C \\‘
8T'E

e
we V.

96y
96t
96y
L6'%
L6y
L6'%
w’s
€0°S
€0°S
€0'S

—

203a

Ju

T'E
=e0'€

0'€
18°C

=660
=660

0.0

60 55 50 45 40 35 30 25 20 1.5 1.0 05
f1 (ppm)

6.5

9.5 9.0 8.5 8.0 7.5 7.0

10.0

€T~
scee"

e —

05'€r —
b6t
jralaid
8es
98'¢S
0485 —

88'9L —

£9°0TT —

TE8PT —

90°eLT
JAR#AY

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

200

91



Appendix B — NMR Spectra

00T —
mT—

99T~
AT

L6°T
86T W.
86'T
e
g6
ste
Lee
8T’
og'e
8€'E
6£°€ W
ov'e
LLe
6L€ AN
18°€
S0y
90t
€0°'S
L0°S
L0°S
L0°S
80°S
80°S
60°S
60°S
oT’s
oT's
s
s

L
6T, H/
1€L—F
€€°L v
89°L
69°L V

| YA
7L
€LL

Oo=n=0

203c

6T
8°0

10T -
w/\mﬁ.m

0S|

0.0

0.5

9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0

10.0

f1 (ppm)

92



Appendix B — NMR Spectra

/
268a

66°€
00t
00t
00t

€Y

€Y
iad

0 Wv
OQW E—

8L'S
6L'S
18°S
78S
78S
€8S
€8S
¥8'S
L8°S

85

[4a
0L,
0LL
T7LL
(474
€LL
€LL
[4: 4
[4: 4
£€8°L
8L
8L
S8°L
98°L

seL
9L
L
wL
€L
L -

E=16'T

1T
E56'T

Fooz

0°T
0t

0T
E86'T

95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 0.0
f1 (ppm)

10.0

806 —

8469 —
€€U —

Le€Tt
or'szI\
ozT A\
v8°LTT
S8t *
€01 \
0z'zE \
90°bET
LT'8ET 7

56491 —

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

200

93



Appendix B — NMR Spectra

18T
S.HW.
®T

0L'E
we W
€Le
SS'y
LS k

(RN
9%~

8L \
6L

yxara
8T°L
6C°L
6C°L
0g'L
vE'L
vE'L

0L’L
7L
7L
(VA

£8°L
8L
8L
S8°L

268b

=€0C
=£0C
L6°0

0T
0°8
=0T
00T

0.0

0.5

95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0
f1 (ppm)

10.0

L0V —
£8°0€ —

08°LE —

5.9 —

SLT0T —

1€€CT —
wer

16'£2T

esger/
weer -,
oover
61861 —

L¥'89T —

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

200

94



Appendix B — NMR Spectra

66T
10°C H/
e
€0'C N
S0
[434
ST V
§S°C s

€Le
e V

9L'€ 7

8L
8L
S8,
S8°L
S8°L
98°L

LL'6 —

269a

LY

0S|

0.5

2.0 1.5 1.0

2.5

3.0

3.5

4.0

9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 45
f1 (ppm)

10.0

STT—

98'C
88'C W
68'C

6'€
96°€ W
L6

Uy —

67L
6T'L
67°L
6T'L
0€'L
0€'L
T€L
T€L
T€L
T€L

LEL
LEL W.
LEL
7L
7L
[7A74
[4A74

£8°L
8L
8L
S8'L

OBn
OBn

0.

268c

50T

=Ty |

95T [

=658

=557 |

ST

95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 1.5 1.0 05
f1 (ppm)

10.0

95



Appendix B — NMR Spectra

6T'C—

98'C
88'C Wn
68'C

6'E
96°€ W
L6'€

7L
| YAVA
wL
wiL
€82
v8'L
v8'L
S8,

269b

-

=19C
05T

0.5

5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0

6.0

9.5

10.0

f1 (ppm)

96
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Appendix C — X-ray data

Data for complexes 179, 184, 187b, 194 and 189 can be found at:
https://doi.org/10.1039/DODT00665C.
Table 1 Summary of X-ray data.
Complex 184 Complex 194 Complex 179 Complex 189b
C27H22AUCl3N2,
Elemental | \1,AuCIN, | Dichloromethan | CM6CENPL | b AucN:
formula o CHCl3
Formula 606.88 762.71 739.83 657.79
weight
Crystal Monoclinic Monoclinic Triclinic Monoclinic
system
P 2i/n .
Space group | (equiv. to no. P 2i/c (no. 14) P-1 (no.2) P2i/n (equiv. to
no. 14)
14)
Unit cell
dimensions: | 13 6080(2) 10.7752(2) 9.3270(3) 9.46335(14)
a= (A)
b= 12.09078(15) 14.9805(3) 11.8674(5) 19.7083(2)
c= 14.8143(2) 17.3390(3) 12.9754(4) 14.0613(2)
a= (°) 90 90 105.467(3 90
B= 110.984(2) 96.371(2) 91.480(3) 108.2848(15)
y= 90 90 102.873(3) 90
Vc(’l'g‘ar;‘e 2275.77(6) 2781.54(9) 1343.84(9) 2490.10(6)
Z, Calculated
density 4, 1.771 4, 1.821 2, 1.828 4, 1.755
(Mg/m?3)
F(000) 1176 1480 720 1280
Absorption
coefficient 6.598 5.790 5.737 6.245
(mm™)
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Appendix C — X-ray data

T t
emepg(r)a Y"1 100.01(10) K 140(1) 140(1) 100.01(10)
Crystal
colourless pale yellow
colour, pale yellow plate . yellow plate
plate prism
shape
Crystal size 0.07 x0.10 x 0.56x0.32 x 0.44x0.115x 0.16 x0.11 x
(mm) 0.16 0.09 0.110 0.026
On the diffractometer:
Theta range 2937 to

for data 79.995 3.594t029.999 | 3.575t029.999 1.842 to 30.000
collection ’

o -19<=h<=19, - -15<=h<=15, - -13<=h<=13, - -13<=h<=13, -
Limiting 17<=k<=17, 21<=k<=21, 16<=k<=16, 27<=k<=27,
indices

-20<=I<=20 -24<=|<=24 -18<=I<=18 -19<=I<=19
Completene
ss to theta = 100.0 99.7 99.7 100.0
25.242 (%)
Absorption correction:
Semi-empirical from equivalents
Max. and
; 1.00000 and 1.000 and 1.00000 and
min.
0.45490 | 1:000and 0236 0.1190 0.39824
transmission
Reflections
collected
(not 82534 53936 26150 93429
including
absences)
No. of
unique
reflections, 6634, 0.056 8091, 0.037 7821, 0.094 7264, 0.036
R(int) for
equivalents
No. of
'‘observed'
. 6115 7083 7106 6792
reflections (I
> 201)
Refinement:
Data /
6634 /0
restraints / 282 / 8091/0/327 7821/0/313 7264 /0/ 282
parameters
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ngfgff; 1.106 1.046 1.065 1.053
Final R
e R1=0.025, | Ri=0.023,wR;= | R1=0.054,wR, | R1=0.018, wR;
(obsd data) | WR2=0056 0.047 =0.134 =0.041
Final R
indices (all | R1=0030, | Ri=0031,wR;= | R1=0.059,wR: | R1=0021, wR;
dora WR; = 0.057 0.048 =0.141 =0.042

Reflections | 5 ¢ 1211(0.02 | 6%(F0?)+(0.0186P | 62(Fo?)+(0.0835P | 6?(Fo2)+(0.0191P

ighted:
Wf/'fv ted: | 31pyra.323p )+2.648P J2+1.455p )243.303P
Largest diff.
peak and 1'43 ::d ” 1.42and-0.77 | 7.42and-437 | 1.27and-0.48
hole (e.A3) '
Location of
dilfaf;%:;ie nea;t'z)hn(: Au neaarttohni Au near the Pt atom near Cl(1)
peak

Table 2 Summary of X-Ray data continued.

Complex 187b Compound 141 Complex 189a Complex 172

Elemental CasHasAUCIN; CasH16N2 CasHasAUCIN2 | CasH26ClaN2Pd
formula
Formula 586.89 236.31 657.79 531.78
weight
Crystal L L .
Tetragonal Monoclinic Monoclinic Monoclinic
system
P 21/n (equiv.
Space group P 41 (no.76) P 21/c (no. 14) to no. 14) P 21/c (no. 14)
Unit cell
dimensions: 10.03923(5) 15.9846(3) 9.0844(2) 9.3560(3)
a= (A)
b= 10.03923(5) 6.86460(10) 15.9007(4) 14.1423(4)
c= 21.99014(18) 12.1208(2) 17.2456(4) 17.5530(5)
90 90

a= (°) 90 90




Appendix C — X-ray data

B= 90 110.310(2) 102.833(2) 103.017(3)
y= 90 90 90 90
Vol
‘z ;;;‘e 2216.28(2) 1247.30(4) 2428.87(10) 2262.85(12)
Z, Calculated
density 4, 1.759 4,1.258 4,1.799 4,1.561
(Mg/m?)
F(000) 1144 504 1280 1080
Absorption
coefficient 6.772 0.576 6.402 1.071
(mm*)
T
emep(eKr;'t“r 100.01(10) 100(2) 100.00(10) 100.00(10)
Crystal
colour, yellow cuboid colourless plate yellow plate red irregular
shape
Crystal size 0.150 x 0.100 x | 0.154 x 0.108 x 0.332 x 0.286
(mm) 0.10x0.09x0.07 0.020 0.010 x 0.019
n the diffractometer:
Theta range
2.3290 to 2.2200 to
for d.ata ) 2.029 to 29.990 5.903 to 70.105 30.9370 31.1750
collection(®)
Limitin -l4<=h<=14,- | _18<h<17,-8 | -11<h<12,-19 | -11<h<12, -
indicesg 14<=k<=14, <k<8 -14<| | <k<22,-23<| | 19<k<17,-
-30<=I<=30 <14 <21 22<1<21
Completene
ss to theta = 100.0 99.8 99.9 99.9
25.242 (%)
Absorption correction:
Semi-empirical from equivalents
Max. and
; 1.00000 and 1.00000 and 1.00000 and
min.
0.48497 1.000and 0.702 0.60590 0.55327
transmission
Reflections
collected
(not 84333 33713 29087 26885
including

absences)
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No. of
unique
reflections, 6451, 0.036 2356, 0.0468 6308, 0.0447 5767, 0.0316
R(int) for
equivalents
No. of
'observed'
reflections (I 6283 n/a n/a n/a
> 201)
Refinement:
Data /
restraints / 6451/1/264 2356/0/ 168 6308/0/285 5767/0/276
parameters
Goodness- 0.947
of-fit on F2 1.087 1.063 1.063
Final R R1=0.0256,
indices R1=0.013, wR2 = R1=0.0407, R1=0.0240,
(obsd’ data) 0.029 wR2 = 0.0903 WR»=0.0496 | WR2=0.0567
. R1=0.0330, R1=0.0262,
Final R
indices (all R1=0.014, wRz = R1=0.0438,
data) 0.029 WR2 =0.0924 wR2=0.0513 | wR2=0.0574
Reflections | (¢ 12)4(0.0127P)
weighted: ; n/a n/a n/a
+1.184P
1/w=*
Largest diff.
0.171 and
peak and 0.61 and -0.44 an 1.57and -0.77 | 0.65 and -0.71
3 -0.198
hole (e.A3)
Location of
largest near the Au near the Pd
. near the Au atom n/a
difference atom atom
peak

Compound 141

Table 3 Atomic coordinates [x 10%], equivalent isotropic displacement parameters [A2 x 103] and site

occupancy factors. Ueq is defined as one third of the trace of the orthogonalized Ui tensor.

Atom X y z Ueq

N2 2034(1) 5329(2) 5883(1) 21(1)
N1 3686(1) 3425(2) 5715(1) 22(1)
C5 2765(1) 2489(2) 3756(1) 23(1)
Cc2 4407(1) 2826(2) 5478(1) 23(1)
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Cc6 2878(1) 3265(2) 4863(1) 20(1)
ci1 1295(1) 4980(2) 6246(1) 24(1)
c7 2095(1) 3772(2) 5181(1) 22(1)
c15 2482(1) 7114(2) 6119(1) 24(1)
c9 893(1) 3248(2) 5743(1) 25(1)
c3 4341(1) 2051(2) 4387(1) 25(1)
cs 1390(1) 2529(2) 5081(1) 24(1)
c12 1106(1) 6334(2) 7004(1) 29(1)
C16 3119(1) 7635(2) 5509(1) 27(1)
C14 2275(1) 8379(2) 6851(1) 29(1)
ca 3510(1) 1880(2) 3518(1) 25(1)
c13 1599(1) 7978(2) 7332(1) 31(1)
c1 5287(1) 2996(2) 6465(1) 29(1)
C10 112(1) 2310(2) 5952(1) 33(1)

Table 4 Bond lengths [A] and angles [°].

N2-C7 1.3903(17) N1-C2-C3 122.08(12)
N2-C15 1.3971(18) N1-C2-C1 116.12(12)
N2-C11 1.4176(17) C3-C2-C1 121.79(12)
N1-C2 1.3451(17) N1-C6-C5 122.47(12)
N1-C6 1.3494(17) N1-C6-C7 117.11(11)
C5-C4 1.3827(19) C5-C6-C7 120.18(12)
C5-C6 1.3966(18) C9-C11-C12 132.79(13)
C5-H5 0.9500 C9-C11-N2 108.50(11)
c2-C3 1.3947(19) C12-C11-N2 118.71(13)
c2-Cc1 1.5017(19) C8-C7-N2 107.45(11)
C6-C7 1.4741(18) C8-C7-C6 124.83(12)
C11-C9 1.388(2) N2-C7-C6 125.95(12)
C11-C12 1.4108(19) C14-C15-N2 118.09(13)
c7-Ccs 1.3851(19) C14-C15-C16 122.03(13)
C15-C14 1.361(2) N2-C15-C16 119.75(12)
C15-C16 1.4956(19) C11-C9-C8 106.59(12)
c9-C8 1.4002(19) C11-C9-C10 125.31(13)
C9-C10 1.5017(19) C8-C9-C10 127.99(13)
c3-Cc4 1.3848(19) C4-C3-C2 119.34(12)
C3-H3 0.9500 C4-C3-H3 120.3
C8-H8 0.9500 C2-C3-H3 120.3
C12-C13 1.355(2) C7-C8-C9 109.81(13)
C12-H12 0.9500 C7-C8-H8 125.1
C16-H16A 0.9800 C9-C8-H8 125.1
C16-H16B 0.9800 C13-Cl12-C11 120.42(13)
C16-H16C 0.9800 C13-C12-H12 119.8
C14-C13 1.422(2) C11-C12-H12 119.8
Cl14-H14 0.9500 C15-C16-H16A 109.5
C4-H4 0.9500 C15-C16-H16B 109.5
C13-H13 0.9500 H16A-C16-H16B 109.5
C1-H1A 0.9800 C15-C16-H16C 109.5
C1-H1B 0.9800 H16A-C16-H16C 109.5
Cl1-H1C 0.9800 H16B-C16-H16C 109.5
C10-H10A 0.9800 C15-C14-C13 122.29(14)
C10-H10B 0.9800 C15-C14-H14 118.9
C10-H10C 0.9800 C13-C14-H14 118.9
C5-C4-C3 118.96(12)
C7-N2-C15 131.32(11) C5-C4-H4 1205
C7-N2-C11 107.62(11) C3-C4-Ha 1205
C15-N2-C11 120.47(11) C12-C13-C14 119.20(13)
C2-N1-C6 118.34(11) C12-C13-H13 120.4
C4-C5-C6 118.81(12) C14-C13-H13 120.4
C4-C5-H5 120.6 C2-C1-H1A 109.5
C6-C5-H5 120.6 C2-C1-H1B 109.5
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H1A-C1-H1B 109.5 C9-C10-H10B 109.5
C2-C1-H1C 109.5 H10A-C10-H10B 109.5
H1A-C1-H1C 109.5 C9-C10-H10C 109.5
H1B-C1-H1C 109.5 H10A-C10-H10C 109.5
C9-C10-H10A 109.5 H10B-C10-H10C 109.5

Table 5 Anisotropic displacement parameters [A2x 103]. The anisotropic displacement factor exponent

takes the form: -2 2[h2a*?U + .- + 2 h k a* b* U1?].

Atom Ull U22 U33 U23 U13 U12

N2 20(1) 25(1) 18(1) 1(1) 7(1) 2(1)
N1 22(1) 24(1) 20(1) 1(1) 9(1) 1(1)
C5 25(1) 24(1) 19(2) 1(1) 7(1) 0(1)
C2 24(1) 23(1) 24(1) 2(1) 11(1) 1(1)
c6 23(1) 20(1) 19(1) 2(1) 9(1) 0(1)
ci11 20(1) 32(1) 21(1) 5(1) 9(1) 5(1)
c7 23(1) 24(1) 18(1) 0(1) 8(1) 1(1)
C15 22(1) 25(1) 21(2) 0(1) 3(1) 2(1)
Co 23(1) 30(1) 25(1) 5(1) 10(1) 2(1)
c3 25(1) 27(1) 26(1) 1(1) 14(1) 3(1)
c8 23(1) 26(1) 24(1) 1(1) 9(1) -1(1)
C12 25(1) 41(1) 23(1) 2(1) 11(2) 9(1)
C16 28(1) 25(1) 27(2) 0(1) 9(1) -3(1)
C14 26(1) 30(1) 26(1) —4(1) 4(1) 4(1)
c4 32(1) 25(1) 21(2) -1(1) 13(1) 1(1)
c13 29(1) 39(1) 24(1) -5(1) 7(1) 10(2)
c1 24(1) 34(1) 27(2) -2(1) 8(1) 2(1)
C10 28(1) 37(2) 38(1) 8(1) 18(1) 2(1)
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Complex 172

Table 6 Fractional atomic coordinates (x104) and equivalent isotropic displacement parameters

(A2x103). Ueq is defined as 1/3 of the trace of the orthogonalised Uij tensor.

Atom X y z U(eq)
Pdo1 2358.9(2) 2603.0(2) 4526.2(2) 10.33(4)
Clo2 -9.8(5) 2741.9(3) 4728.0(2) 14.91(8)
Clo3 4543.6(5) 2330.6(3) 4146.6(3) 17.11(9)
NO04 2503.2(16) 1287.3(10) 4995.4(8) 12.4(3)
NO05 2634.6(16) 4035.3(10) 4458.0(8) 12.1(3)
C006 2968.6(18) 4450.7(12) 5180.5(10) 12.1(3)
C007 3497.5(18) 2986.8(12) 5923.6(9) 12.2(3)
C008 3413.6(19) 1259.0(12) 5718.1(10) 12.4(3)
C009 4121.9(19) 2148.2(12) 6072.3(9) 12.4(3)
CO0A 2930.1(18) 3846.3(11) 5876.9(9) 11.4(3)
cooB 3024(2) 5501.5(13) 3864.6(11) 17.2(3)
CcooC 5614.3(19) 2090.6(12) 6610.4(10) 12.7(3)
CooD 8228(2) 1834.1(13) 6807.1(11) 17.8(4)
COOE 1779(2) 503.9(12) 4673.9(10) 15.3(3)
COOF 2171.1(19) 4197.5(12) 6522.4(10) 12.9(3)
C00G 6826(2) 1816.6(12) 6321.6(10) 15.6(3)
COOH 3339.1(19) 5404.0(12) 5251.0(10) 14.6(3)
COool 3362(2) 5933.6(13) 4587.9(11) 18.2(4)
C00J 7212(2) 2335.1(13) 7882.7(11) 18.2(4)
COOK 5813(2) 2348.2(12) 7397.0(10) 15.4(3)
cooL 2671.2(19) 4542.2(12) 3810.0(10) 14.0(3)
CooM 3314(2) 4695.5(13) 7169.9(10) 16.9(3)
COON 8415(2) 2093.6(13) 7588.7(12) 19.9(4)
C000 1545(2) 3338.5(13) 6877.0(11) 18.4(4)
COooP 3669(2) 409.6(12) 6126.1(11) 16.3(3)
C00Q 891(2) 4866.2(13) 6186.1(11) 18.3(4)
COOR 1964(2) -344.5(13) 5080.2(11) 17.7(3)
C00Ss 2329(2) 4041.2(14) 3036.2(10) 19.2(4)
Co0oT 2925(2) -400.8(12) 5802.4(11) 18.8(4)
COoouU 835(2) 600.6(14) 3865.5(11) 20.6(4)
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Table 7 Anisotropic displacement parameters (A2x103). The anisotropic displacement factor exponent
takes the form: -2mm2[h2a*2U11+2hka*b*U12+...].

Atom U1 U2z Uss Uzs Uis U2
Pdo1 12.37(7) 9.59(7) 8.66(7) 0.63(4) 1.57(5) 0.16(4)
Clo2 12.63(18) 15.2(2) 15.98(19) 0.16(13) 1.21(15) -0.18(13)
Clo3 18.0(2) 19.1(2) 15.9(2) 0.99(14) 7.31(16) 2.91(15)
NO004 14.9(7) 10.7(7) 11.7(7) 0.0(5) 3.5(6) 0.8(5)
NO005 11.5(7) 11.5(7) 13.0(7) 1.9(5) 2.3(5) 0.1(5)
C006 9.6(7) 12.4(8) 13.9(8) 1.7(6) 1.5(6) 1.0(5)
C007 12.3(8) 16.0(8) 7.9(7) -0.1(6) 1.7(6) -1.3(6)
C008 12.7(8) 12.7(8) 12.6(8) 0.6(6) 4.2(6) 1.4(6)
C009 15.2(8) 12.8(8) 9.0(7) 0.5(5) 2.3(6) 0.6(6)
CO0A 11.6(8) 11.1(8) 10.4(7) -0.3(5) 0.1(6) -0.9(5)
cooB 15.3(8) 16.9(9) 19.4(9) 7.7(6) 4.0(7) -0.3(6)
coocC 14.7(8) 9.6(7) 13.1(8) 2.7(6) 1.3(6) 0.9(6)
C0o0D 13.9(8) 15.9(9) 24.2(9) -0.3(6) 5.5(7) 0.8(6)
COOE 16.6(8) 13.4(8) 16.6(8) -3.6(6) 5.5(7) -0.1(6)
COOF 13.8(8) 13.0(8) 11.4(8) -0.9(6) 1.9(6) 0.2(6)
C00G 19.4(9) 13.9(8) 13.6(8) 1.2(6) 3.9(7) 2.1(6)
COOH 14.7(8) 12.1(8) 16.3(8) 0.8(6) 1.7(7) -0.3(6)
COoo0l 17.9(9) 11.2(8) 24.7(9) 5.2(6) 3.1(7) -1.2(6)
C00J 22.3(9) 15.3(9) 14.3(8) -1.2(6) -1.7(7) 1.7(6)
COOK 17.7(8) 14.0(8) 14.5(8) 0.5(6) 3.5(7) 3.5(6)
COooL 12.3(8) 15.7(8) 13.6(8) 3.6(6) 2.4(6) 2.1(6)
Ccoom 20.0(9) 17.2(9) 12.0(8) -3.7(6) 0.8(7) -0.1(6)
COON 15.7(9) 16.2(9) 24.3(9) 0.6(7) -3.2(7) 0.1(6)
C000 22.3(9) 19.1(9) 15.5(8) -0.1(6) 8.1(7) -3.2(7)
COooP 18.6(9) 13.9(8) 16.0(8) 3.5(6) 3.2(7) 3.0(6)
C00Q 16.1(8) 20.0(9) 18.7(9) -0.2(6) 4.1(7) 5.1(6)
COOR 20.3(9) 12.3(8) 22.3(9) -3.3(6) 8.6(7) -1.3(6)
C00Ss 22.8(9) 21.7(9) 12.7(8) 3.6(6) 3.4(7) 0.6(7)
CooT 24.9(9) 9.7(8) 23.3(9) 3.2(6) 8.3(8) 1.8(6)
COoou 26.4(10) 17.9(9) 16.0(9) -3.7(6) 1.6(7) -3.1(7)

Table 8 Bond lengths.

Atom Atom Length/A Atom Atom Length/A
PdOl  Clo2 2.3300(4) CO0OB  COOI 1.380(3)
Pdo1  CIO3 2.3203(5) CO0OB  COOL 1.395(2)
PdOl  NOO4 2.0269(14) COOC  CO00G 1.397(3)
Pdo1 NOO05 2.0489(14) coocC COOK 1.399(2)
PdO1 Cc007 2.5038(16) CO00D C00G 1.394(2)
NO04 C008 1.360(2) CO00D COON 1.393(3)
NOO04 COOE 1.354(2) COOE COOR 1.387(3)
NOO5 C006 1.368(2) COOE COouU 1.499(2)
NOO5  COOL 1.351(2) COOF  COOM 1.544(2)
C006 CO0A 1.499(2) COOF C000 1.540(2)
C006 COOH 1.391(2) COOF C00Q 1.536(2)
C007 C009 1.322(2) COOH CO0ol 1.388(2)
Cc007 CO0A 1.321(2) C00J COOK 1.392(3)
C008 €009 1.490(2) C00J  COON 1.383(3)
C008 COOoP 1.391(2) cCoOOL C00S 1.501(2)
C009 CcooC 1.501(2) CoOOP CcooT 1.394(3)
COOA  COOF 1.548(2) COOR  COOT 1.382(3)
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Table 9 Bond angles.

Atom Atom Atom Angle/’ Atom Atom Atom Angle/’
Clo2 Pdo1 Co07 92.41(4) C007 COOA C006 119.48(16)
Clo3 Pdo1 Clo2 170.825(16) CO007 COOA COOF 119.58(15)
Clo3 Pdo1 Co07 96.28(4) CO00lI  Co0OB cooL 119.70(17)
N004 Pdo1 Cl02 89.67(4) CO0OG Co00C C009 120.17(15)
NOO4 Pdo1 Clo3 88.97(4) CO0G cCo00C COOK 119.47(16)
N004 Pdo1 NO05 159.00(6) COOK CO00C C009 120.31(16)
NOO4 Pdo1 C007 80.00(6) COON CO0D C00G 119.95(18)
NOO5 Pdo1 Clo2 93.56(4) NO0O4 COOE COOR 120.07(16)
NO05 Pdo1 Clo3 90.96(4) N004 COOE coou 116.92(16)
NOO5 Pdo1 C007 79.13(6) COOR COOE Coou 122.98(16)
C008 N004 Pdo1 112.11(11) COOM COOF CO00A 109.21(14)
COOE N004 Pdo1 126.91(12) CO0O COOF CO00A 108.78(14)
COOE NO04 Co008 120.95(15) CO0O COOF CO0M 109.02(14)
C006 NO05 Pdo1 112.07(11) CO00Q COOF CO00A 111.28(14)
CcooL NO05 Pdo1 126.94(12) CO0Q COOF COooM 110.67(14)
CcooL NO05 C006 120.56(15) CO0Q COOF C000 107.83(15)
NO05 C006 CO00A 117.94(14) COOD CO00G coocC 120.13(17)
NO05 C006 COOH 119.93(16) COOI  COOH C006 119.94(17)
COOH C006 CO00A 122.12(15) CO00B CoO0l COOH 119.27(16)
C009 Coo07 Pdo1 94.04(11) COON CO00J COO0K 120.46(17)
CO0A C0o07 Pdo1 93.57(11) C00J COOK coocC 119.91(17)
CO0A Coo07 C009 172.31(17) NOO5 COOL C0o0B 120.59(16)
N004 C008 C009 119.37(14) NOO5 COOL C00s 118.07(15)
N004 C008 CooP 120.28(16) CO0OB  COOL Ccoos 121.35(16)
COooP C008 C009 120.34(15) C00J COON C0ooD 120.02(17)
C007 C009 Co008 122.65(15) C008 COOP cooT 119.22(16)
C007 C009 coocC 118.68(15) COOT COOR COOE 120.12(17)
C008 C009 cooC 118.67(14) COOR COOT CO0P 119.25(16)
C006 CO0A COOF 120.87(14)
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Table 10 Hydrogen atom coordinates (Ax104) and isotropic displacement parameters (A2x103).

Atom X y z U(eq)
HOOB 3032.31 5848.6 3415.52 21
HOOD 9037.56 1672.53 6609.24 21
HO0G 6697.87 1622.29 5804.45 19
HOOH 3571.38 5686.57 5741.83 18
HOOlI 3602.24 6572.46 4630.73 22
HO00J 7337.62 2489.8 8408.59 22
HOOK 5011.56 2527.94 7594.9 19
HOOA 4083.98 4259.16 7388.06 25
HooC 2849.38 4910.6 7573.14 25
HOOE 3720.83 5226.42 6951.07 25
HOON 9349.93 2104.47 7913.09 24
HOOF 884.63 2999.54 6470.64 28
HOOoL 1026.08 3551.19 7258.79 28
HOOM 2333.12 2929.31 7122.66 28
HOOP 4327.58 383 6609.17 20
HO0O 1259.76 5423.47 5983.72 27
HO0Q 403.28 5041.04 6591.44 27
HOOR 209.1 4552.2 5772.92 27
HO0S 1439.4 -876.55 4866.19 21
HOOT 3190.96 3719.98 2960.98 29
HOOU 2018.28 4493.54 2624.42 29
HOOoV 1560.01 3589.59 3028.28 29
HOooOW 3074.64 -973.12 6069.52 23
HOOX 168.86 1119.46 3852.38 31
HOOY 289.05 27.91 372431 31
H 14443 716.17 3502.17 31
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Complex 189a

Table 11 Fractional atomic coordinates (x104) and equivalent isotropic displacement parameters

(A2x103). Ueq is defined as 1/3 of the trace of the orthogonalised Uij tensor.

Atom X y z U(eq)
Au0l  5735.5(2) 2338.8(2) 7403.1(2) 12.93(4)
Cl02  4683.6(8) 1695.5(4) 8333.3(4) 18.17(14)
Clo3 6843.6(9) 2953.2(5) 6477.5(4) 23.91(15)
Clo4 7892.3(9) 1502.1(5) 7832.8(5) 26.96(17)
NOO5  1640(3) 3843.4(14) 6754.2(12) 12.8(5)
N006  3547(3) 3753.9(15) 8822.3(13) 16.1(5)
C007  3809(3) 3000.2(17) 6964.7(15) 12.6(5)
C008  2965(3) 2833.0(17) 6235.3(15) 13.2(5)
C009  3192(3) 2173.3(17) 5663.0(15) 14.0(6)
COOA  3109(3) 2353.5(17) 4861.0(15) 15.5(6)
C00B  3143(3) 3721.2(17) 7360.6(15) 13.3(5)
C00C  2768(3) 3424.1(17) 8145.0(15) 15.7(6)
CO0OD  1649(3) 3380.4(16) 6083.7(15) 13.0(5)
COOE  1658(3) 2811.3(18) 8115.7(17) 18.3(6)
COOF  3434(3) 1344.0(17) 5922.8(15) 15.3(6)
C00G -705(3) 4434.7(18) 6142.7(16) 18.7(6)
COOH  487(3) 3455.4(17) 5416.3(15) 16.3(6)
CO0o0l 3485(3) 5323.3(17) 7713.9(17) 19.1(6)
C00J  3595(3) 711.5(18) 5397.6(16) 17.9(6)
COOK  3242(3) 3476.2(19) 9510.8(16) 19.0(6)
COOL  4212(4) 4782.7(18) 6503.4(16) 20.1(6)
COoOM  161(3) 4631.3(18) 7600.1(16) 18.7(6)
COON  1339(4) 2534.8(19) 8821.8(18) 21.4(6)
C000 3257(3) 1720.8(18) 4337.8(16) 17.7(6)
COOP  431(3) 4319.9(17) 6824.9(16) 15.1(6)
C00Q -674(3) 4015.4(18) 5444.3(17) 20.8(6)
COOR  4127(3) 4556.5(17) 7356.6(16) 15.4(6)
C00S  3497(3) 896.9(19) 4602.1(16) 18.5(6)
CO0T  5750(3) 4412.7(18) 7850.2(16) 17.6(6)
COOU  2148(4) 2877(2) 9526.9(17) 21.7(6)
CO0V  4165(4) 3861(2) 10262.1(16) 25.0(7)
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Table 12 Anisotropic displacement parameters (A2x103). The anisotropic displacement factor
exponent takes the form: -2m2[h2a*2U11+2hka*b*U12+...].

Atom ull u22 u33 u23 U13 Uiz

Au01l  12.31(6) 11.65(6) 13.68(6) -3.06(4) 0.41(4) 1.28(4)
Clo2  23.2(4) 15.0(3) 15.2(3) 1.9(2) 1.7(2) 1.9(3)

Clo3  23.2(4) 25.8(4) 26.4(4) -4.3(3) 13.6(3) -2.8(3)

Clo4  17.8(4) 21.9(4) 36.8(4) -7.1(3) -3.4(3) 8.1(3)

NOO5  13.5(13) 11.6(11) 12.5(10) 1.1(8) 1.4(9) -1.2(9)

NOO6  16.0(13) 17.0(12) 14.6(11) -0.2(9) 1.7(9) 4.4(9)

C007  12.6(14) 10.4(13) 14.6(12) 1.3(10) 2.6(10) -1.7(10)
C008  14.4(15) 12.9(14) 13.0(12) 2.3(10) 4.3(10) -1.9(10)
C009  12.5(15) 15.9(14) 12.5(12) -2.4(10) 0.2(10) -3.2(10)
CO0A  15.0(16) 15.1(14) 15.7(13) 2.4(10) 1.8(11) -0.3(11)
CO0B  12.0(14) 14.5(14) 11.9(12) 0.3(10) -0.3(10) 0.8(10)
CO00C  17.7(16) 16.0(14) 13.7(12) 0.8(10) 3.9(10) 6.7(11)
CO0D  15.4(15) 11.3(13) 12.9(12) 0.4(10) 4.6(10) -2.5(10)
COOE  18.9(16) 18.7(16) 17.0(14) 1.2(10) 3.3(11) 2.1(11)
COOF  16.2(15) 17.3(14) 11.8(12) -0.4(10) 2.1(10) -2.8(11)
CO0G  16.6(16) 14.6(14) 24.1(14) 2.1(11) 3.0(11) 1.4(11)
COOH  18.7(16) 16.3(15) 12.8(12) 1.9(10) 1.0(10) -3.7(11)
CO0l  17.4(16) 13.3(14) 24.4(15) -2.2(11) 0.0(12) 2.4(11)
C00J  19.3(16) 13.0(14) 19.4(14) 0.0(10) -0.1(11) -0.3(11)
COOK  15.1(16) 23.8(16) 16.8(13) -2.7(11) 0.8(11) 6.6(11)
COOL  23.3(17) 14.2(14) 21.5(14) 2.1(11) 2.2(12) -3.6(11)
COOM  16.4(16) 18.0(15) 23.3(14) -1.1(11) 7.5(12) 1.8(11)
COON  17.9(17) 22.4(16) 24.6(15) 4.3(12) 6.1(12) 0.3(12)
C000  16.6(16) 22.3(15) 12.6(13) -2.1(11) 0.0(10) -0.8(11)
COOP  12.9(15) 12.1(14) 19.9(13) 1.9(10) 2.5(11) -1.5(10)
C00Q  16.6(16) 20.0(16) 21.8(15) 5.0(11) -4.0(11) -1.0(12)
COOR  12.6(15) 12.2(14) 19.4(13) -1.0(10) -0.5(10) -2.2(10)
C00S  15.5(16) 21.1(16) 17.4(14) -6.9(11) 0.9(11) -0.7(11)
CO0T  12.2(15) 16.8(14) 21.5(14) -3.8(11) -1.2(11) -4.5(11)
COOU  20.7(17) 28.9(17) 16.6(14) 5.5(12) 6.4(11) 3.8(12)
COOV  26.1(19) 30.3(18) 15.9(14) -0.6(12) -1.1(12) 3.5(13)
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Table 13 Bond lengths.

Atom Atom Length/A Atom Atom Length/A
AWOLl  Cl02  2.2833(7) COOB COOR  1.602(4)
AWOL  CI03  2.2869(8) COOC COOE  1.395(4)
AWOLl  Clo4  2.3481(7) COOD COOH  1.384(4)
AWOl  CO007  2.038(3) COOE COON  1.385(4)
NOO5 CO0B  1.537(3) COOF C00J  1.383(4)
NOO5 CO00D 1.373(3) C00G COOP  1.394(4)
NOO5 COOP  1.362(4) C00G CO00Q 1.382(4)
NO0O6 CO00C 1.331(3) COOH CO00Q 1.389(4)
NO06 COOK 1.352(4) CO0ol COOR  1.538(4)
C007 CO008  1.346(4) C00J CO00S 1.387(4)
C007 CO0B  1.527(4) COOK COOU  1.381(4)
C008 CO009  1.486(4) COOK COOV  1.508(4)
C008 COOD  1.454(4) COOL COOR  1.533(4)
C009 COOA  1.398(4) COOM COOP  1.496(4)
C009 COOF 1.394(4) COON COOU  1.385(4)
CO0OA CO0O 1.378(4) C000O CO00S 1.388(4)
COOB COOC  1.541(4) COOR COOT  1.547(4)
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Table 14 Bond angles.

Atom Atom Atom Angle/’ Atom Atom Atom Angle/’

Clo2 Au01 CI0o3 178.30(3) NO0O6 CO0C COOE 123.1(3)
Cl02  Au01 Clo4  88.54(3) COOE CO00C CO00B 118.8(2)
Clo3  Au01 Clo4  89.80(3) NOO5 COOD C008  109.2(2)
C007 Au01 Clo2  91.89(8) NOO5 COOD COOH 120.5(3)
C007 Au01 Cl0o3  89.74(8) COOH CO00D C008 130.2(2)
C007 Au0l Clo4 175.70(7) COON COOE cCo00C 118.7(3)
CO0OD NOO5 CO00B 109.5(2) C00J COOF CO009 120.6(2)
COOP NOO5 CO00B 128.5(2) C00Q CO0G CO0P 121.2(3)
COOP NOO5 CO0OD 122.0(2) COOD COOH C00Q 118.1(3)
CO0C NO006 COOK 118.0(3) COOF C00J CO00S 120.0(3)
C008 C007 Au0l 120.6(2) NO06 COOK COOU 122.1(3)
C008 C007 COOB 111.5(2) NO06 COOK COOV  116.1(3)
C00B C007 Au0l  127.94(17) CO0U COOK COooVv 121.8(3)
C007 C008 CO09 128.7(3) COOE COON CO0U 118.2(3)
C007 C008 COOD 108.9(2) CO0OA CO00O CO00S 120.3(3)
COOD C008 CO009 122.2(2) NOO5 COOP CO00G 117.3(2)
COOA C009 CO008 121.8(2) NOO5 COOP COOM  124.0(2)
COOF C009 C008 119.3(2) CO00G COOP COOM 118.2(3)
COOF C009 COOA 118.8(3) C00G C00Q COOH 120.1(3)
C000O COOA CO009 120.4(3) C00lI COOR CO0B 113.2(2)
NOO5 CO00B CO0C 107.5(2) CO0o0l COOR COOT  107.2(2)
NOO5 CO00B COOR 107.7(2) COOL COOR CO00B 110.2(2)
C007 CO0B NOO5 99.87(19) COOL COOR COO0I  107.6(2)
C007 CO00B COOC 110.4(2) COOL COOR COOT 108.5(2)
C007 CO00B COOR 110.1(2) CO0T COOR CO0B 109.9(2)
CO0C CO00B COOR 119.4(2) C00J C00S CO000 119.8(3)
NO0O6 CO0OC C00B 118.1(3) COOK COOU COON 119.8(3)
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Appendix C — X-ray data

Table 15 Hydrogen atom coordinates (Ax104) and isotropic displacement parameters (A2x103).

Atom X y z U(eq)

HOOA  2949.12 2915.91 4675.53 19
HOOE  1131.48 2587.98 7620.67 22
HOOF  3488.24 1212.22 6465.7 18
HOOG -1515.434807.51 6158.03 22
HOOH 482.73 3133.09 4952.02 20
HOOB  2484.52 5459.79 7389.87 29
HOOC 4160.92 5805.22 7721.43 29
HOOD  3402.05 5193.45 8257.97 29
HO0J  3773.08 149.66 55819 21
HOOI 4610.61 4302.7 6258.28 30
HOOK  4879.78 5268.31 6511.96 30
HOOL  3199.87 4921.82 6194.57 30
HOOM  -482.61 4231.01 7803 28
HOON  -339.64 5180.49 7520.81 28
HOOO 1128.5 4686.46 7984.22 28
HOOP  584.85 2121.2 8822.64 26
HOOQ 3194.39 1849.01 3793.43 21
HOOR  -1447.7 4110.46 4982.51 25
HOOS  3593.26 461.73 4239.22 22
HOOT 5708  4203.24 8379.33 26
HOOU  6307.53 4944.86 7902.9 26
HOOV  6262.08 3999.05 7581.2 26
HOOW  1951.65 2700.65 10020.33 26
HOOX  5238.2 3745.74 10297.26 37
HOOY  3859.66 3615.9 10723.74 37
H 3998.71 4469.67 10253.84 37
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Appendix C — X-ray data

CheckCIF reports

Complex 172

checkCIE/PLATON report
Stmacture factors have been supplied for datablock(s) hm_2330 2
THI= EEPOET IS FOF. GUIDANCE ONLY. IF USED AS PART OF A REVIEW PROCEDURE

FOR. PUBLICATION, IT SHOULD MOT REPLACE THE EXPERTISE OF AN EXPERIENCED
CEYSTALLOGRAPHIC FEFEREE.

Mo syntax errors found.  [CIF dicgonary]  [mierpretins this repor]
Datablock: hm 233b 2

Bond precisiom: C-C = 0.0025 A Wavelength-0.71073
Cell: a=9_3560 (3} b=14.1423{4) C=1T7.5530(5)
alpha-90 baeta-103.017 (3} QMM - 90
Temperature: 100 K
Ccalculated Reported
Volume 2262.85(12) 2262.85(12)
Space group P 21/cC P 12121
Hall group -P 2ybc -P 2ybc
Moiety formula ©25 H2E6 Clz N2 Pd C25 H2ZE Clz W2 Pd
Sum formula C2E H2E6 Cl12 N2 Pd C25 H2ZE Cl2 W2 Pd
Mr 531.78 531.78
D, g cm-3 1.861 1.561
Z u d
Mu (mm-1) 1.071 1.071
FOOoo 10BD.0 1080.0
Fooor 1077 .46
h,k, Imax 13,20,25 12,19, 232
Nref 7219 ETET
Tmin, Tmax 0.708,0.380 0.553,1.000
Tminr 0.694

Correcticn method- § Reported T Limits: Tmin=0.553 Tmax=1.000
AbECOrY = MULTI-SCAN

Data completensess- 0.739% Theta (max)= 30.9397
Rireflectionel = 0.0240( 5379) wh2 (reflections}l= 0.05875( 5767)
5 = 1.063 MNpar= 2Z76

Tha following ALERTS wara genaratad. Each ALERT has tha format
tast-nama RLERT alart-typa_alart-lawal.
Click on tha hyparlinks for more datails of tha tast.
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Appendix C — X-ray data

¥ alert level G

T332 ALERT 2 G Hirshfald Tast DiEE (M-X) Pdol --claz . 4.5 m.u.
[FLaT720 A1ERT 4 G Numbar of Unusual /Hon-Standard Labals .. .. ...... 55 Hota
m Tantatiwva Bond valancy for Pdoa [II} . 2.15 Info
FLaT FALERT 3 G Missing # of PCF Raflaction(s) Balow Thata(Min) . 1 Nota
[FIaT512 A1ERT 4 o Missing $# of PCF Raflactions Abowa SThfL= 0.500 1225 Mota
[FLAT335 FIERT 2 ] Wumbar of OMIT Racords in Embaddad .raes Fila 1 Hota
[FLATS41 F1ERT 3 ] Average HXL Measuramant Moltiplicity ........... 4.7 Low
[FLATS52 A1ERT 5 o Calcunlataed [ThMax) and CIF-Raported Lmax DiEfar 3 Unita
[FLET558 AlERT 1 G Calcunlataed [ThMax) and Actoal (FCF) Lmax DiEfar 3 Unita
[FLET378 AlERT 2 G Wumbar C-C Boads with Positive Rasidual Dansity. 18 Info

0 ALERT laval A = Moot likaly a sarious problam - rasolwva or axplain
0 ALERT lawval B = A potantially saricus problam, considar carafolly
0 ALERT laval C = Chack. Engura it is not caused by an omission or ovarsight

10 ALERT laval @ = Canaral informatioafchack it is not somathing unaxpactad
1 ALERT typa 1 CIF constructionfsyntax arror, incoansistant or missing data
3 ALERT typa 2 Indicator that thae structure modal may bae wroang or deficiant
2 ALERT typa 3 Indicator that tha structure gquality may ba low

2 ALERT typa 4 Improvamant, mathodology, gquary or suggestica

2 ALERT typa 5 Informative massagae, chack

Iris advisable to attempt (o resolve as many a3 possible of the alers in all categories. Often the
minor alerts point 1o easily fixed oversights, errors and omissions in your CIF or refinement
siTategy, S0 Aftenfion to thess fine details can be worthwhile. In order to resolve some of the more
serious problems it may be necessary to carry out additional messuremesnts or strucre
refinements. However, the paorpose of your sdy may justfy the reported deviations and the more
sarious of thess should nommally be commented upon in the discussion or experimental section of 2
paper or in the "special_details" fields of the CIF. checkCIF was carefully desizned wo idenafy
ouiliers and nonsnal parameters, bat every test has its limitations and alerts that are not Dmportsnt
in & pardconlar case may appear. Conversely, the absence of alerts does not guarantee thers ars no
aspects of the results needing attention It is up o the individaal to critically assess their own
results and, if necessary, sesk axpert advice.

Publication of vour CIF in IUCT journals

A basic stroctural check has been mm on vour CIF. These basic checks will be mum on all CIF:
submitted for publicaton in IUCr journals {dera Crsrallographica, Jowrnal af Applied
Cryziallography, Journal af Synckromron Radiarion); however, if yvou intend to submit to dera
Crystallographica Section C ot E or IUCrData, you should make sure that|finll publication chacks]
are min on the final version of your CIF prior fo submission.

Puoblication of your CIF in other journals

Please refer to the Noves for Aurhors of the relevant journal for any special insructions relating o
CIF submission.

PLATON version of 05/ 122020; check def file versiom of 05122020
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Appendix C — X-ray data

Datablock hm_233b_2 - ellipseid plot
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Complex 184

checkCTE/PLATON report
You have not supplisd any smocmre factors. As a result the foll sat of tests cannot be um.
THIS BEPORT 1S FOR GUIDAMNCE OMLY. IF USED AS PART OF A REVIEW PROCEDURE

FOR FUBLICATION, IT SHOULD NOT REFLACE THE EXPERTISE OF AN EXPFERIENCED
CEYSTAIT.OGRAPHIC FEFEREE.

Mo syntax emrors found.  |CIE dicionary]  [[nferprefing this repord]
Datablock: hannad3x

Bond precision: O-C = 0.0046 A Wavelength=0.71073

Cell: a=13.6080(2) b-12.0908 (1) Cc=14.8143(2)
alpha-90 beta-110.984({2) gamma =30
Temperature: 100 K
Calculated Reported
Volume Z275.77(€) 2275.77(6)
Space group P 2Z1/n B 21/m
Hall group -F Zyn -B Zyn

Moiety formula
Sum formula

C27 H22 mu C1 W2
C27 H2ZZ Bu C1 W2

C27 H2ZZ Au C1 NZ
C27 H2Z Au C1 NZ

Mr E06.89 G06.88

Dx,g cm-3 1.771 1.771

z 4 4

Mu (mm-1) &.598 &.598

FOOo 1176.0 1176.0
FOOoo" 1169.20

h,k, lmax 19,1720 19,17,20
Mref 6634 G634

Tmin, Tmax 0.458,0.630 0D.455,1.000
Tminr 0.323

Correcticn method- # Reported T Limits: Tmin-0.455 Tmax-1.000
AbECOXY = MULTI-SCAN

Data completeness= 1.000

Ri{reflecticne}= 0.0252( 6115)

5 = 1.106

Mpar- 282

Theta (max)=- 29.995

wRZ{reflectione}= 0.0566( G634)

Tha following ALERTSE ware generated. Each ALERT has the format

tast-nama ALERT alart-typs alart-lawal.

Click on tha hyperlinks for more details of the test.
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¥ Alart lewvel O

FLATZ220 ALERT Honm-Eolwent Resd 1 O Deqgimax) /Ueg (min} Range 3.& Ratio
Long H...A H-Bond Reported H3 s 2.96 RAng.
FLAT480 ALERT 4 Long H. . A H-Bond Reported H34 s 2.91 Ang.
¥ Alert level G
PLAT142 ALERT 4 C::Jls.u. ocn b - Axis Emall or Missing .............. 0.00010 Ang.

] 3] Model has Chirality at C10 [Centro EBER) R Verify

0 ALERAT level A = Most likely a sericus problem - resolve or explain

0 ALERT level B = L potentially sericus problem, consider carefully

31 ALERT level C = Check. Engure it is mot caused by an omission or oversight
2 ALERT level G = General informationf/check it is not something unexpected

0 ALERT type 1 CIF comstructiomfsyntax errocr, inconsistent or missing data

1 ALERT type 2 Indicator that the structure model may be wrong or deficiemt
0 ALERT type 3 Indicator that the structure guality may be low

4 ALERT type 4 Improvems=nt, methodology, guery or suggesticon

0 ALERT type 5 Informative message, check

It 15 advizable to attempt to resolve as many as possible of the alerts m all categories. Often the
mmaor alerts pomt to easily fixed oversights, errors and omissions in vour CIF or refinement
strategy, so attention to these fine details can be worthwhule. In order to resolve some of the more
serions problems 1t may be necessary to carry out addibional measurements or stucture
refinements. However, the pwpose of yvour study may justify the reported deviations and the more
serions of these should nommally be commented upon in the discussion or expenimental section of a
paper or m the "special detanls™ fields of the CIF. checkCIF was carefully designed to identify
guthers and wnusual parameters, buf every test has its inutations and alerts that are not important
1o a particular case may appear. Conversely, the absence of alerts does not guarantee there are no
aspects of the results needing attenfion_ It 15 up to the mdividual to entically assess their own
results and, if necessary, seek expert advice.

Publication of your CIF in IUCr journals

A basic structurz] check has been run on yvowr CIF. These basic checks will be run on all CIFs
submitted for publication m IUCr jownals (Aecta Crysrallographica, Jownal of Applied
Cryvstallography, Jowrnal of Synchretran Radiation); bowever, if you intend to submit to Acta
Crystallographica Section C or E or IUCrDara, vou should make sure that[full publicaton checks]

are run on the final version of your CIF prior to submassion.

Publication of your CIF in other journals

Pleasze refer to the Notes for Authors of the relevant jowrnzal for any special instructions relating to
CIF submission.

PLATON version of 07/08/2019; check.def file version of 30/07/2019
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Appendix C — X-ray data

Datablock hannadix - elip=aid plot
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Complex 187b.

checkCIE/PLATON report
You have not supplied amy strocture factors. As a result the foll set of tests cannot be rum.
THIS EEPORT IS FOR. GUIDAMCE OMLY. IF USED AS PART OF A EEVIEW PROCEDURE

FOR PFUBLICATION, IT SHOULD NOT BEFLACE THE EXPERTISE OF AN EXPERIEMCED
CEYSTALLOGEAPHIC EEFEREE.

Mo syntax errors found.  |CIE dictionary]  [[mterpretins this repad]
Datablock: hannad6

Bond precision: OC-C = 0.0045 A Wavelength-0._.71073
Cell: 3=10.03323 (&) b=10.03323(5) C=21.99014 (18]
alpha-90 beta=50 gamma=-190
Temperatura: 100 K
Calculated Reported
Vo lume 2216.30(3) 2216.28(2)
Space group P 41 P o4l
Hall group P oAw B 4w
Moiety formula C25 H2E6 Au C1 K2 CZ5 HZE Au C1 H2
Sum formula CZ5 H2ZE Bu C1 W2 CZ5 HZ& Au C1 HZ
M SBE.90 EBG.ED
Dx,g cm-3 1.759 1.7TE9
Z 4 i
Mu [mm-1] &.772 6. 772
FOOOQ 11l44.0 1144.0
FOoor 1137.19
h,k, lmax 14,14,30 14 ,14,30
Nref 6449 [ 3302] E451
Tmin, Tmax 0.513,0.622 0.485,1.000
Tmin’ 0.503

Correction method- # Reported T Limits: Tmin-0.485 Tmax-1.000
AbECOrY = MULTI-SCAN

Data completeness=- 1.95/1.00 Theta (max)- 29.990
R{reflecticnel=- ©.0130( &2B3] wR2 {reflecticnel- 0.0291( 6451]
E = 1.087 HNpar= 2Z&d

Tha following ALERTS ware generated. Each ALERT has the format
tast-nama RLERT alart-type_alart-lawal.
Click oca tha hyparlinks for more detatls of the teskc.
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- Blert leavel B

PLATZ213 ALERT 2 Atom C3T has ADP max/min Batio ..... 4.2 prolat
PLATZ20 ALERT 2 %‘I Hom-Eolvent Resd 1 C Ueqg {max) /Ueq (min} Range 5.7 Ratio
¥ Alert level C

FLAT150 ALERT 1] Volume as Calculated Differs from that Given ... 2216.28 Ang-3
PLAT222 ALERT 3 HNom-Eolv. Resd 1 0 0H Uiso (max} /Uiso(=in} Range 8.3 Ratio
PLAT480 ALERT 4 Long H...A H-Bond Reported HG - R 2.9% Ahng.

# Rlert lewvel G

[FLATISS ALERT 4 §§ s.u. on c - Axis S=all or Missing .............. 0. 00018 Ang.
[FLATTEL ALERT 4 G Model has Chirality at C10 {Chiral EPGR] E Verify

0 ALERT level A = Most likely a serious problem - resolwe or explain

2 ALERT level B - A potentially serious problem, consider carefully

3 ALERT lewvel C = Check. Engure it is mot caused by an omission or owersight

2 ALERT level G = General information/check it is not something unexpected

1 ALERT type 1 CIF construction/syntax error, inconsistent or missing data

2 ALERT type 2 Indicator that the structure model may be wrong or deficient

1 RLERT type 3 Indicator that the structure guality may be low

3 ALERT type 4 Improvement, methodology, guery or suggestion

0 ALERT type 5 Informative message, check

I 15 adwvisable to attempt to resolve as many as possible of the alerts m all categones. Often the
mmaor alerts pomt to easily fixed oversights, errors and omissions i vour CIF or refinement
stratezy, so attention to these fine details can be worthwhle In order to resolve some of the more
serious preblems it mav be necessary to carry cut additional measurements or structure
refinements. However, the pupose of your study may justify the reported deviations and the more
serions of these should normally be commented upon 1o the discussion or expenmental sechon of a
paper or m the "special_details” fields of the CIF. check(CIF was carefully designed to identify
outliers and unusual parameters, but every test has 1tz limutations and alerts that are not important
i a particular case may appear. Conversely, the absence of alerts does not guarantee there are no
aspects of the results needing attention. It 15 up to the mdividual to enteally assess their own
results and, 1f necessary, seek expert advice.

Publication of your CIF in IUCr journals

A basic structurzal check has been run on your CIF. Thesa basic checks will be run on all CIFs
submitted for publication 1o IUCr jowmnals (dcta Crystallographica, Jewrnal ef Applisd
Cryztallography, Jowrnal of Synchrotron Radiation); however, 1f yvou mtend to submut to deora
Crvsrallographica Ssetion C or E or IUCrDara, vou should make sure that|full publication checks|
are run on the final version of your CIF prior to submussion.

Publicaton of vour CIF in other journals

Please refer to the Notes for Authors of the relevant jownal for any special instuctions relating to
CIF submission
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PLATON version of 07/08/2019; check.def file version of 30/07/2019

Datablock haunads - ellipscid plot
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Complex 194

kheckCTF/PLATON report

Tou have not supplied any stoocture factors. As a result the foll sof of tests cannoet be rum.
THIS FEPORT IS FOR. GUIDAMNCE OMLY. IF USED AS PART OF A REVIEW PROCEDURE

FOR PUBLICATION, IT SHOULD KOT BEFLACE THE EXPERTISE OF AN EXPERTENCED
CEYSTATLOGRAPHIC REFEREE.

Mo syntex errors found.  [CIF dictionary]  [[mberpreting this repor]
Datablock: hdlb

Bond precision: OC-C = 0.0037 A Wavelength=0.71073
Cell: a=10.7752(2) b=14.9805 (3] C=17.3390(3)
alpha-90 beta-96.371(2) Q3 MImE =910
Temperaturs: 140 K
Calculated Reported
volume 2TRL .54 (3} 2781.54(9)
Space group P Zlj/c P 21/c
Hall group -B 2ybc - 2ybc
. C27 H22 Au Cl3 W2, T HZ C27 H2ZZ Au Cl3 Wz, C HzZ
Moiety formula
clz clz
Sum formula CZE HI4 mu Cl5 W2 CZ8 HZ4 Au 15 NZ
Mr TE2.71 TEZ2.T71
Doc,g Ccm-3 1.821 1.821
= d i
Mu (mm-1] 5.790 5.730
Fooo 148BD.0 1480.0
Fooor 1475 .54
h,k, lmax 15,21, 24 15,21, 24
Nref 8105 B091
Tmin, Tmax 0.124,0.594 D.236,1.000
Tmin’ 0.D34

Correction method- # Reported T Limita: Tmin-0.236 Tmax=1.000
AbeCorr - MULTI-SCAN

Data completeness- 0.338 Theta (max)= 29.993
Rireflections)}= 0.0233[ TOB3) wRZ {reflectiongl= 0.04B4 [ BO91)
5 = 1.046 Hpar=- 3127
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The following ALERTE were generated. Each ALERT has the format
test-name ALERT alert-type alert-lewvel.
Click om the hyperlinks for more details of the test.

¥ Alart level C
[FLATZ44 ALERT 4 O Low "Eolvent® Ueg as Cospared to Neighbors of C51 Check

¥ plert level &

[FLAT434 _ALERT 2 G Ehort Inter HL..HL Comtact C11 ..C1E3 3.23 Ang.
XY, = 1 _EELE Check

[PLATTS3 ALERT 4 G| Mod=l has Chirality at Cl0 [Centro EPGR] R Verify

0 ALERT level A = Most likely a sericus problem - resolve or explain

0 ALERT level B = A potentially sericus problem, consider carsfully

1 RLERT level C = Check. Engure it is oot caused by an omission or owersight

2 ALEAT level G = General information/check it iz mot something unexpected

0 ALERT type 1 CIF comstructionfsyntax error, inconsistent or missing data

1 ALERT type 2 Indicator that the structure model may be wrong or deficiemt

0 ALERT type 3 Indicator that the structure gquality may be low

2 RLERT type 4 Improvement, methodology, guery or suggestion

0 ALERT type 5 Informative message, check

It 1= adwizable to attempt to resolve as many as poszible of the alerts m all categonies. Often the
mmaor alerts pomnt to easily fixed oversights, errors and omissions in vour CIF or refinement
strategy, so attention to these fine details can be worthwlle. In order to resolve some of the more
serions problems it may be necessary to carry out addihonal measurements or stucture
refinements. However, the pwpose of your study may justify the reported deviations and the more
serions of these should nommally be commented upon in the discussion or expenmental section of a
paper or m the "special details" fields of the CIF. check(IF was carefully designed to 1dentify
outhers and unusual parameters, but every test has 1ts howtatons and alerts that are not mportant
in a parbienlar case mayv appear. Conversely, the absence of alert= does not guarantes there are no
aspects of the results needing attention. It 15 up to the mdividual to cntically assess ther own
results and, if necessary, seek expert advice.

Publication of vour CIF in IUCr journals

A basic stmctural check has bean mun on your CIF. These basic checks will be run on all CIFs
submuatted for publication m IUCr jowrnals (decta Crystallographica, Jownal of Applied
Crystallegraphy, Jowrnal of Synchrerron Radiarion); however, 1f vou mtend to submmt to dcra
Crystallegraphica Section C or E or IUCrDara, vou should make sure that[full publicaton checks|
are run on the final version of vour CIF pnor to submassion.

Publication of vour CIF in other journals

Pleaze refer to the Nores for Aurhors of the relevant jowmal for any special instruchons relating to
CIF submizzion.

PLATON version of 07/08/'2019; check.def file version of 30007/ 2019
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Datablock hdlb - ellipsoid plot
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Appendix C — X-ray data

Complex 189a

checkCTE/PLATON report
Smucture factors have been supplied for datablock(s) 261_17.07_3
THIS FEPORT IS FOR GUIDANCE OMLY. IF USED AS PART OF A EEVIEW PROCEDURE

FOR FUBLICATION, IT SHOULD NOT REPFLACE THE EXPERTISE OF AN EXPERIENCED
CEYSTAIT.OGRAPHIC REEFEREE.

Mo syntax emors found.  [CIE dicionars]  [[niemprefing this repord]
Datablock: 261 _17.07._3

Bond precisiom: O-C - 0.0040 A Wavelength-0.71073

Cell: a=9.0844 (2) b-15.9007 {4] Cc=17.2456 (4]
alpha=30 beta=102.833 (2] gIMma =30
Temperature: 100 K
Calculated Reported
Vo lume 2428.87(10] z4zZ8.87(10)
Space group P 21/n F121/m 1
Hall group -B Zyn -P 2Zyn

C25 H2ZE& Au Cl3 Nz
C25 HZE& Au C13 NZ

Moiety formula C25 H2ZE Bu Cl3 N2
Sum formula C25 HIG6 Bu Cl3 K2

Mr 657.80 E57.79
D, g cm-3 1.799 1.799

i 4 a

Mu (mm-1) 6.4032 6.4032

FDO0 12B0.0 1280.0
FDOO" 1274.36

h, k, lmax 13,232,324 12,22,23
nraef 7599 6308

Tmin, Tmax 0.441,0.938 0.606,1.000

Tmin' 0.369

Correcticn method- # Reported T Limits: Tmin-0.6086 Tmax-1.000
AbeCOrr = MULTI-SCAN

Data completeness- 0.830 Theta (max)=- 30.78%
Rireflecticnel - 0.0256( 5494] whZ (reflecticne) - 0.05813( 6308)

E = 1.063 Hpar= 285

Tha focllowing ALERTS ware geoerated. Each ALERT has the format
tast-nama ALERT alart-type alart-lawal.
Click ca tha hypaerlinks for more details of the test.
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¥ mlert level C

[FLaTE01 ALERT 2 g Unit Cell Contains Solwvent Accessible wOIDS of . 50 Ang**3
[FLaTs71 AlERT 2 g chack Calcd Eesid. Denos. O.84A From Aull 1.63 =h-3
[FIaTs75 AlERT 2 g chack Calcd Resid. Dens. 0O_E1A  From HODE 064 -3
< alert level &
[FLATZ80 ALERT 4 @ Imcorrectly? Oriented X{spZl-Methyl Molety ..... coov Check
[ Humbar of Uousual fHon-Standard Labels ......... 56 Mota
Model has cChiralicy at COOB |Centro ’DGF] & Varify
Migssing § of FCF Eeflection{s] Below Thata{Min). 1 Moba
Migsing § of FCF Eeflections Abowe SThfL= 0O.600 1247 Moke
avarage HEL Measuresent Mulcipliciey ... ... 4.6 Low
Humbar C-C Bonds with Positive Residual I:lﬂl:ulil:jl' 3 Info

0 ALERT lawval R = Mcot likely a serious problem - resolve or explain

0 ALERT lawval E = A potantially sericus problem, consider carefully

3 ALERT lawval C = Chack. Engura it is not caused by an omission or owvarsight
7 ALERT laval @ = Canaral informatfon/check it is not something unoxpected

0 ALERT typa 1 CIF coostructionf/syntax arror, inconsistent or missing data
4 ALERT typa 2 Indicator that the structurs model may be wrong or deficiant
2 ALERT typa 3 Indicator that the structure guality may be low

4 ALERT typa 4 Improvement, methodology, query or suggestion

0 ALERT type 5 Infocrmaktive message, check

Itis advisable to attempt to resolve as many as possible of the alerts in all categonies. Often the
minor alerts point to easily fixed oversights errors and omissions in your CIF or refinement
sirategy, S0 atention to these fine details can be worthwhile. In order to resolve some of the more
serious problems it may be necessary to carry ont additional measurements or stmucure
refinements. However, the parpose of vour study may justify the reported deviations and the more
serious of these should nommally be commented upon in the discussion or experimental section of &
paper or in the "special_details” fields of the CIF. checkCTF was carefully designed to idennfy
outliers and unnsnal parameters, but every test has its limitations and alerss that are not important
in & parionlar case may appear. Conversely, the absence of alerts does not puarantee thers ars no
aspects of the results needing attention. If is up to the individoal to critically assess their own
results and, if necessary, sesk expert advice.

FPoblication of vour CIF in IUCT jowrmals

A basic stctura] check has been mm on vour CIF. These basic checks will be mm on all CTF:
submitted for publication in I journals (4cta Crvsrallographica, Jownal of Applied
Cryztallography, Jowmnal of Synckrefron Radiation); however, if you intend to submit to 4cfa
Crystaliegraphica Section © or E or JUCrDara, you should make sure that{fall publication checks|
are mun on the final version of your CIF prior fo submission.

Fuoblication of your CIF in other journals

Please refar to the NMoves for Authors of the relevant journal for any spectal instructions relatimg to
CIF submission.
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Appendix C — X-ray data

PLATON version of 05/12/2020; check.def file version of 05/12/2020

Datablock 261_17.07._3 - ellipsoid plot
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Complex 189b.

checkCTE/PLATON report
Tou have not supplied any stoacture factors. As a result the full set of tests cannot be run.
THIS REEPORT IS FOR. GUIDAMNCE ONLY. IF USED AS PART OF A REVIEW PROCEDURE

FOF. PUBLICATION, IT SHOULD MNOT REPLACE THE EXPERTISE OF AW EXPERIENCED
CRYSTALLOGERAPHIC REFEREE

Mo syntax emrors found.  [EIE dictionary]  [nterpretins this repor]
Datablock: hd3a
Bond precision: C-C - 0.0034 A Wavelength=0.71073
Ccell: 2=-9.46335 (14) b-19.7083 (2]} C=ld .0613{2}
alpha-90 beta-108.2848(15) gamma=-90
Temperature : 100 K
calculated Reported
Vo lume 2490.11 (&) 2490.101(6)
Space group P 21/n P 21/m
Hall group -P Zyn -P 2yn
Moiety formula C25 H2ZE Au Cl3 K3 C25 HZ&6 Au Cl3 H2
Sum formula C25 H2E Bu Cl3 N2 C25 HZ6 Au Cl3 H2
Mr &57 .80 657.79
Dx,g cm-2 1.755 1.755
Z 4 4
Mu (mm-1) 6.245 6.245
Fooo 1zZBD.0 1Z80.0
Fooor 1274 .36
h,k, lmax 13,27,19 13,27,1%2
Nref T2E5 T264
Tmin, Tmax 0.443 0.850 0D.398,1.000
Tmin’ O.365

Correction method- # Reported T Limits: Tmin-0.398 Tmax-1.000
AbeCOrr = MULTI-SCAM

Data completeness- 1.000 Theta (max) - 20.000
R{reflecticne}= 0.0184( &792) wR2 (reflecticne}= 0.0418( 7264)
5 = 1.053 Mpar- 282

Tha following ALERTS were generated. Each ALERT has the format
tast-nama ALERT alart-typa alart-lawal.
Click on tha hyparlinks for morc dotails of tho test.
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“ alert lewvel C

[PLATO34 ALERT 2 J Ratic of Maximm / Minimum REesidual Density .... 2 .67 Report
[FLAT480 AlEmT 4 4 Loag H...A H-Bond Eeported HES . .CLZ . 1.596 Ang.

“ plert level &

[PLAT73: ALERT 4 d Modal has cChiralicy at C1D ICentro EPCR) E Varify
O ALERT lawal A = Moat likaly a serfous problem - resolwe or axplain
0 ALERT lawal B = & potantially serfious problem, constider carefully
2 RLERT lawval C = Chack. Ensura it is not caused by an omission or owersight
1 RLERT lewval @ = Ganaral informationfcheck it is pot something unexpectad

0 ALERT typa 1 CIF constructionS/syntax orror, inconsistent or missing data
1 ALERT type 2 Indicator that the structure model may be wrong or daflclent
0 ALERT typa 3 Indicator that the structure guality may ba low

2 ALERT type 4 Improvesant, methodology, query or soggesktion

0 ALERT typa 5 Informative message, chack

Itis advisable to attempt to resolve as many as possible of the alers in all categonies. Often the
minor alerts point to easily fixed oversights, errors and omissions in your CIF or refinement
sirategy, =0 aftention to these fine details can be worthwhile. In order to resolve some of the more
serions problems it may be necessary to camry ont additional messurements of smacre
refinements. However, the purpose of your study may justify the reported deviations and the more
sarious of thess should normally be commented upon in the discussion or experimental section of a
paper or in the "special_details" fields of the CIF. checkCTF was carefully designed to idennfy
ouiliers and uonsnal parameters, but every test has its limitations and alerts that are not mportant
in & parnoalar case may appear. Conversely, the absence of alarts does not guarantee thers are no
aspects of the results needing attention It is up to the individual to critically assess their own
results and if necessary, sesk expert advics.

Foblication of your CIF in IUCT jourmals

A basic stmcmral check has been mm on your CIF. These basic checks will be mn on 2l CIF:
submitted for publication m IUCr journals (4cta Crvciallographica, Jowrnal of Appiied
Crystallograpiy, Journal af Synckrotron Radianon); however, if yon intend to submit to Acra
Cryzitallographica Section C or E or IUCrDiata, vou should make sure that{ooll pubhicaton checks]
are mn on the final version of your CIF prior to submizsion.

FPoblication of your CIF in other jourmals

Please refar to the Noves for Authors of the relevant joumsl for any special instructions relating to
CIF submission.

PLATON version of 22/12/2019; check def file verziom of 121272019
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Datablock hd3a - allipsoid plot
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Appendix C — X-ray data

Complex 179

checkCIE/PLATON report

Tou have not supplied any stoacture factors. As a result the fall setf of tests cannot be rum.

THIS EEPOET 1S FOR. GUIDANCE ONLY. IF USED AS PART OF A REVIEW PROCEDURE
FOE. PUBLICATION, IT SHOULD NOT REPLACE THE EXPERTISE OF AN EXPFERIEMCED
CEYSTALL.OGRAPHIC REFEREE.

No syntax errors found.  [CIF dicfionary|  [mterpreting this repord]

Datablock: hannad2x

Bond precision: C-C = 0.007B A Wavelength=-0.71073

Cell: 3=9_3270(3) b=11_.B&74 (5] C=12.9754(4)
alpha=105.467 (3} beta=91.480(3) gamma=102.873 {1]

Temperatura: 140 K

Calculated Reported
Vo lume 1343 .84 (3) 1343.84(9)
Space group P -1 P -1
Hall group -1 -P 1
Moiety formula C25 H2E6 C12 M2 Pt, T H ClaCzs H2Z&E Clz H2 Pt, © H C13
Sum formula C2E6 H2T Cls M2 PL C26 H2ZT7 Cls K2 PL
Mr T7i9.83 739.83
Dx,g cm-3 1.B28 1.828
Z 2 2
Mu (mm-1] 5.737 5.737
Foaa TZ0.0 T7z0.0
Foaoor T1B .36
h,k, lmax 13,16,18 13, 16,18
HNref TE3l TE21
Tmin, Tmax 0.458,0.532 0.119,1.000
Tmin" o.079

Correction method= # Reported T Limita: Tmin-0.119 Tmax=1.000
AbECOrr = MULTI-SCAN

Data completeness=- 0.998 Theta (max)= 29.9339
Ri{reflecticnel= 0.053B( T1DE] wR2 {reflecticnel= 0.1407( 7821]
5 = 1.065 MNpar=- 3113

Tha following ALERTE ware genarakted. Each ALERT has the format
tast-nams ALERT alart-typa_alart-lawal.
Click on the hyperlinks for more details of the test.
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Appendix C — X-ray data

¥ alert level ¢
DIFMEDZ ALERT 1 g The maximm differenoce density 45 = O_1+EMAX*D.75
Tha raelavant atom site should be fdentified.

[FIATOST ZIERT 2 § Large Reported Max. (Positive] Besidual Density 7.42 aR-3
[FLAT480 A1ERT 4 g Long H.. A H-Bond Reported H1TH . .CLZ 2.54 Ang.
[FLAT480 ALERT 4 J Long H...A H-Bond Reported H1TC . .CLZ 2.85% Ang.
[FLAT480 ALERT 4 J Long H...A H-Bond Reported HITA . .CLA43 2.54 Ang.
# alert level &

T154 ALERT 1 Tha s.u.'s oo the Coll Angles are Equal .. {Mota) 0.003 Degras
%1434 ALLERT 2 5 gShort Inter HL. _HL Contact ClZ ..claz 1.36 Ang.

X, ¥, T = 1_E5E Chack

Modal has Chiralicy at CLO0 |Centro SDPCR) E Varify
Tantative Bond Valency for pe {LI} . 1.585 Info

ALERT lawval & = Most likaly a serious problem - resolwe or explain

ALERT lawval B = A potantially serious problem, consider carefully

ALERT lawval C = Chack. Ensura it is not caused by an omission or owversight
ALERT laval @ = Canaral information/check it is not something unexpected

(=] =]

P

2 ALERT typa 1 CIF construction/syntax aITOT, i0coosistant or misslng data
2 ALERT typa 2 Indicator that the structure model may be wrong or deficiant
0 ALERT typa 3 Indicator thakt the structure gquality may ba low

4 ALERT type 4 Improvement, methodology, query or suggestion

1 ALERT typa 5 Informative message, cheack

It is advisable to attempt to resolve as many as possible of the alerts in all categories. Often the
minor alerts point to easily fixed oversightis, erors and omissions in your CIF or refinement
strategy, so aftention to thess fine details can be worthwhile. In order to resolve some of the more
serious problems it may be necessary to cammy out additional measurements or stmicure
refinements. However, the parpose of your sudy may justfy the reporied deviations and the more
sarious of these should nonmally be commented upon in the discussion or experimental section of &
paper or i the "specizl_details” fields of the CIF. checkCIF was carefully designed to identfy
outliers and unnsnal parameters, bat every test has its limitations and alerts that are oot Important
in & particalar case may appesr. Conversely, the absence of alerts does not guarantee thers are no
aspects of the results needing atbtention It 15 up to the individueal to crtically assess their own
results and, if necessary, seek expert advice.

Fublicativn of vour CIF in IUCT journals

A basic stracmural check has been mm on your CIF. These basic checks will be mumn on all CIF:
submitted for publication in IUCr journals (Acfe Crvsrallographica, Journal of Applied
Crztallegraply, Jowmnal af Synchrotron Radiahon); however, if yon intend to suboit to 4ot
Crystallegraphica Sectien C or E or JUCrDara, you should make sure that[foll publication checks)
are mn on the final version of your CTF prior to submission.

Fublication of your CIF in other journals

Pleasze refer to the Noves for Authors of the relevant joumnszl for any special instructions relating o
CIF submission.
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PLATON version of 07/08/2019; check.def file version of 30/07/2019

Dhatablock hannad2x - ellipsoud plot
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Appendix D — Procedures from CO-ADD

1.0 Summary

1.1 Study

Primary antimicrobial screening study by whole cell growth inhibition assays, using the
provided samples at a single concentration, in duplicate (n=2). The inhibition of growth is
measured against 5 bacteria: Escherichia coli, Klebsiella pneumoniae, Acinetobacter
baumannii, Pseudomonas aeruginosa and Staphylococcus aureus, and 2 fungi: Candida

albicans and Cryptococcus neoformans.

1.2 Assay Parameters

Test concentration 32 pug/mL or 20 uM
<1% DMSO
QC Duplicate (n=2) Control
MIC: Pass
Plates Non-Binding Surface, 384 well plate
Media Bacteria Cation-adjusted Mueller Hinton broth Yeast

Nitrogen Base

Fungi

Read Out Bacteria ODsoo
C. albicans ODs3o

C. neoformans Resazurin ODgoo-570

1.3 Outcomes

Primary Screening outcomes are detailed in individual Project reports, personalised for

each Project Submission for each CO-ADD user.

Please see your data sheet with file extension POXXX_PS_data.xIsx, for example CO-
ADD Project P0100, P0100_PS_data.xIsx

1.4 Comments

To confirm the inhibitory activity, the hit compound/s will be re-tested against the strains
in a dose response assay to determine the minimum inhibitory concentration (MIC) of
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Appendix D — Procedures from CO-ADD

the compounds. Furthermore, to further evaluate the antimicrobial potential of the
compounds they will be assayed against a mammalian cell line to determine general cell

toxicity.

In order to continue with Hit Confirmation assays, CO-ADD requests (as per the standard
T&C’s) that chemical structures of the compound/s (both active and inactive) be supplied
after receipt of the primary screening report. All structural information will be kept
confidential and only used internally by CO-ADD for the purpose of evaluating novelty of
the chemistry to choose compounds for further validation. No publication will result

without your written consent.

If possible, please provide structures as smiles, sdf/sd or cdx files. If you do not have
this means, images may also be accepted. Once we have received your structures, we

will schedule the dose response assay of the active compound.

If you have not already provided structures to CO-ADD for your full compound set, please
do so within a reasonable timeframe after receiving this report, so as not to delay Hit

Confirmation.

1.5 Publishing CO-ADD data

If you wish to publish data provided by CO-ADD, we kindly ask that you acknowledge
CO-ADD appropriately with the following reference:

Helping Chemists Discover New Antibiotics

M.A. Blaskovich, J. Zuegg, A.G. Elliott, M.A. Cooper
ACS Infect. Dis., 2015, 1(7), 285-287.

DOI: 10.1021/acsinfecdis.5b00044; PMID: 27622818

as well as an acknowledgement for the funding of CO-ADD:

“The antimicrobial screening performed by CO-ADD (The Community for
Antimicrobial Drug Discovery) was funded by the Wellcome Trust (UK) and The
University of Queensland (Australia).”

Please advise CO-ADD at your earliest convenience that you have used provided data

for publication purposes. This information is extremely helpful in keeping track of the

outputs from the CO-ADD initiative and supports the program in renewed funding
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possibilities to continue CO-ADD as a free screening service available to the academic

community.

CO-ADD also asks, that where possible you publish your data in an Open Access

journals.
2.0 Methods
2.1 Sample preparation

Samples were provided by the collaborator and stored frozen at -20 OC. Samples were

prepared in DMSO and water to a final testing concentration of 32 ug/mL or 20 uyM
(unless otherwise indicated in the data sheet), in 384-well, non-binding surface plate
(NBS) for each bacterial/fungal strain, and in duplicate (n=2), and keeping the final
DMSO concentration to a maximum of 1% DMSO. All the sample-preparation where

done using liquid handling robots.

Compounds that showed solubility issues during stock solution preparation are detailed

in the data sheet.
2.2 Antimicrobial Assay

2.2.1 Procedure

All bacteria were cultured in Cation-adjusted Mueller Hinton broth (CAMHB) at 37 OC
overnight. A sample of each culture was then diluted 40-fold in fresh broth and
incubated at 37 OC for 1.5-3 h. The resultant mid-log phase cultures were diluted
(CFU/mL measured by ODsoo), then added to each well of the compound containing
plates, giving a cell density of 5010° CFU/mL and a total volume of 50 uL. All the plates

were covered and incubated at 37 °C for 18 h without shaking.
2.2.2 Analysis

Inhibition of bacterial growth was determined measuring absorbance at 600 nm (ODsoo),
using a Tecan M1000 Pro monochromator plate reader. The percentage of growth
inhibition was calculated for each well, using the negative control (media only) and
positive control (bacteria without inhibitors) on the same plate as references. The
significance of the inhibition values was determined by modified Z-scores, calculated

using the median and MAD of the samples (no controls) on the same plate. Samples
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with inhibition value above 80% and Z-Score above 2.5 for either replicate (n=2 on
different plates) were classed as actives. Samples with inhibition values between 50 -
80% and Z-Score above 2.5 for either replicate (n=2 on different plates) were classed
as partial actives. Samples with inhibition values between 50 - 80% and Z-Score above

2.5 for either replicate (n=2 on different plates) were classed as partial actives.
2.3 Antifungal Assay
2.3.1 Procedure

Fungi strains were cultured for 3 days on Yeast Extract-Peptone Dextrose (YPD) agar
at 30 °C. A yeast suspension of 1 x 10°to 5 x 10° CFU/mL (as determined by ODs30)
was prepared from five colonies. The suspension was subsequently diluted and added
to each well of the compound-containing plates giving a final cell density of fungi
suspension of 2.5 x 102 CFU/mL and a total volume of 50 pL. All plates were covered

and incubated at 35 OC for 24 h without shaking.

2.3.2 Analysis

Growth inhibition of C. albicans was determined measuring absorbance at 530 nm
(ODs30), while the growth inhibition of C. neoformans was determined measuring the
difference in absorbance between 600 and 570 nm (ODsoos70), after the addition of
resazurin (0.001% final concentration) and incubation at 35 OC for additional 2 h. The
absorbance was measured using a Biotek Synergy HTX plate reader. The percentage
of growth inhibition was calculated for each well, using the negative control (media only)
and positive control (fungi without inhibitors) on the same plate. The significance of the
inhibition values was determined by modified Z-scores, calculated using the median
and MAD of the samples (no controls) on the same plate. Samples with inhibition value
above 80% and Z-Score above 2.5 for either replicate (n=2 on different plates) were
classed as actives. Samples with inhibition values between 50 - 80% and Z-Score

above 2.5 for either replicate (n=2 on different plates) were classed as partial actives.
2.4 Antibiotic standards preparation and Quality control

Colistin and Vancomycin were used as positive bacterial inhibitor standards for
Gramnegative and Gram-positive bacteria, respectively. Fluconazole was used as a

positive fungal inhibitor standard for C. albicans and C. neoformans.
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The antibiotics were provided in 4 concentrations, with 2 above and 2 below its MIC

value, and plated into the first 8 wells of column 23 of the 384-well NBS plates.

The quality control (QC) of the assays was determined by the antimicrobial controls and
the Z'-factor (using positive and negative controls). Each plate was deemed to fulfil the
quality criteria (pass QC), if the Z’-factor was above 0.4, and the antimicrobial standards
showed full range of activity, with full growth inhibition at their highest concentration,

and no growth inhibition at their lowest concentration.
3.0 Materials

3.1 Assay materials

Material Code Brand Cat No.

Compound preparation plate
PP Corning 3364
[Polypropylene]
Assay Plates [Non-binding .
NBS 384w Corning 3640
surface]

Growth media - bacteria CAMHB Bacto Laboratories 212322
Culture agar - fungi YPD Becton Dickinson 242720
Growth media - fungi YNB Becton Dickinson 233520
Resazurin Sigma-Aldrich R7017

3.2 Standards

Sample Name Sample ID Solvent | Source
Colistin - Sulfate MCC_000094:02 1400.63 10.0 DMSO Sigma; C4461
Vancomycin - HCL MCC_000095:02 1485.71 10.0 DMSO Sigma; 861987
Fluconazole MCC_008383:01 306.27 2.56 DMSO Sigma; F8929

3.3 Microbial Strains
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ID Batch | Organism Strain Description ‘

GN_001 02 Escherichia coli ATCC 25922 FDA control strain
GN_003 02 Klebsiella pneumoniae ATCC 700603 MDR
GN_034 02 Acinetobacter baumannii ATCC 19606 Type strain
GN_042 02 Pseudomonas aeruginosa ATCC 27853 Quality control strain
GP_020 02 Staphylococcus aureus ATCC 43300 MRSA
FG_001 01 Candida albicans ATCC 90028 CLSI reference
FG_002 01 Cryptococcus neoformans ATCC 208821 H99 - Type strain
4.0 Controls

All antibiotic and antifungal controls displayed inhibitory values within the expected range.

For further information please contact the CO-ADD team at support@co-add.org.

Strain ID Species Antibiotic Pass/Fail
GN_001:02 E. coli Colistin Pass
GN_003:02 | K. pneumoniae (MDR) Colistin Pass
GN_034:02 | A. baumannii Colistin Pass
GN_042:02 P. aeruginosa Colistin Pass
GP_020:02 S. aureus (MRSA) Vancomycin Pass
FG_001:01 C. albicans Fluconazole Pass
FG_002:01 C. neoformans (H99) Fluconazole Pass

4.1 Antimicrobial susceptibility of tested strains

Values are the average of = 6 independent biological replicates. All values are within the
expected range as per CLSI guidelines.
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4.1.1 Antibiotic standards

GN_001:02 GN_003:02 GN_034:02 GN_042:02
.. . Klebsiella .
MIC determined by BMD method, Escherichia coli e l;Acmetob_e_u:Tter PZ(ZLrJL(}Ioir:g::s
CA-MHB, Corning 3640 384 NBS N ML J
ESBL strain .
plates QC strain
ATCC 25922 ATCC 700603 ATCC 19606 ATCC 27853
Compound Compound Type MIC (ug/mL)
Colistin - sulfate Antibiotic 0.125 0.25 0.25 0.25

GP_020:02
MIC determined by BMD method, Staphylococcus
CA-MHB, Corning 3640 384 NBS aureus
plates MRSA

ATCC 43300
Compound Compound Type MIC (ug/mL)
Vancomycin - HCI Antibiotic 1

4.1.2 Antifungal standard

FG_001:02 FG_002:02
Candida albicans Cryptococcus
MIC determined by BMD method, neoformans H99
. CLSI reference )
YNB, Corning 3640 384 NBS plates Type strain
ATCC 90028 ATCC 208821
Compound Compound Type MIC (ug/mL)
Fluconazole Antifungal 0.125 8
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1.0 Summary

1.1 Study

Hit Confirmation of active compounds by whole cell growth inhibition assays was

conducted as an 8-point dose response to determine the Minimum

Inhibitory

Concentration (MIC), in duplicate (n=2). The inhibition of growth is measured against

those microorganisms that showed susceptibility to the compounds tested in the Primary

Screen.

Included in the Hit Confirmation were 5 bacteria: Escherichia coli, Klebsiella pneumoniae,
Acinetobacter baumannii, Pseudomonas aeruginosa and Staphylococcus aureus, and 2
fungi Candida albicans and Cryptococcus neoformans.

In addition to determining MIC, active compounds were counter screened for cytotoxicity

against a human embryonic kidney cell line, HEK293, by determining their CCsy value.

The compounds were also screened for haemolysis of human red blood cells.

1.2 Assay Parameters

Assay Parameters Bacteria

32-0.25 pg/mLor
Test concentration 20-0.15uM

<0.5% DMSO

Fungi

32-0.25 ug/mLor
20-0.15 uM
<0.5% DMSO

HEK293

32-0.25 pg/mLor
20-0.15 uM
<0.5% DMSO

Haemolysis

32-0.25 ug/mLor
20-0.15 uM
<0.5% DMSO

Duplicate (n=2)

Duplicate (n=2)

Duplicate (n=2)

Duplicate (n=2)

Control MIC: Control MIC:
QC Control CCso: Control HC1o:
Pass Pass
Pass Pass
_Rindi _Rindi Polypropylene
Non-Binding Non-Binding TC, 384-well
Surface (NBS), Surface (NBS), black wall/clear 384-well and
bottom polystyrene
384-well plate 384-well plate 384well plates
DMEM

Plates

Cation-adjusted

Yeast Nitrogen

Media Mueller Hinton Base supplemented 0.9% NacCl
broth with 10% FBS
ODe30
Resazurin
Read Out ODsoo Resazurin ODaos
Fs60/590
ODs00-570
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1.3 Outcomes

Hit Confirmation outcomes are detailed in individual Project reports, personalised for

each Project Submission for each CO-ADD user.

Please see your data sheet with file extension POXXX_HC_data.xIsx, for example CO-
ADD Project P0100, P0100_HC_data.xIsx

1.4 Structural Novelty

As per the T&C’s of CO-ADD, structures for all submitted compounds for antimicrobial
screening should be disclosed to CO-ADD following Primary Screening. Without

structures for all submitted compounds, Hit Confirmation assays will not be triggered.

If you have not already done so, please provide CO-ADD with the chemical structure
of the full sample set in this study (both for compounds showing activity and those that
do not), which will allow CO-ADD to filter out future samples with the same, or highly
similar structure. In addition, please notify CO-ADD if you agree to publish the data (i.e.
structures and activity) in the public bioactive database ChEMBL
(www.ebi.ac.uk/chembl/). CO-ADD aims to increase the public knowledge of

antimicrobial research, including data about non-active compounds.

All confirmed hits, without cytotoxicity or haemolytic activity, will be considered for further
HitValidation, after a detailed analysis of structure-activity relationship and antimicrobial
novelty, within CO-ADD samples, as well as, within public antimicrobial activity
databases, like ChEMBL (www.ebi.ac.uk/chembl/).

1.5 Publishing CO-ADD Data

If you wish to publish data provided by CO-ADD, we kindly ask that you acknowledge
CO-ADD appropriately with the following reference:

Helping Chemists Discover New Antibiotics

M.A. Blaskovich, J. Zuegg, A.G. Elliott, M.A. Cooper
ACS Infect. Dis., 2015, 1(7), 285-287.

DOI: 10.1021/acsinfecdis.5b00044; PMID: 27622818

as well as an acknowledgement for the funding of CO-ADD:
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“The antimicrobial screening performed by CO-ADD (The Community for
Antimicrobial Drug Discovery) was funded by the Wellcome Trust (UK) and The
University of Queensland (Australia).”

Please advise CO-ADD at your earliest convenience that you have used provided data
for publication purposes. This information is extremely helpful in keeping track of the
outputs from the CO-ADD initiative and supports the program in renewed funding
possibilities to continue CO-ADD as a free screening service available to the academic

community.

CO-ADD also asks, that where possible you publish your data in an Open Access

journals.

2.0 Methods

2.1 Sample Preparation

Samples were provided by the collaborator and stored frozen at -20 °C. Samples were
prepared in DMSO and water to a final testing concentration of 32 ug/mL or 20 uM
(unless otherwise indicated in the data sheet) and serially diluted 1:2 fold for 8 times.
Each sample concentration was prepared in 384-well plates, non-binding surface plate
(NBS; Corning 3640) for each bacterial/fungal strain, tissue-culture treated (TC-
treated; Corning 3712/3764) black for mammalian cell types and polypropylene 384-
well (PP; Corning 3657) for haemolysis assays, all in duplicate (n=2), and keeping the
final DMSO concentration to a maximum of 0.5%. All the sample preparation was done

using liquid handling robots.

Compounds that showed notable solubility issues during stock solution preparation are

detailed in the Data sheet for the individual Project.

2.2 Antibacterial Assay

2.2.1 Procedure

All bacteria were cultured in Cation-adjusted Mueller Hinton broth (CAMHB) at 37 °C
overnight. A sample of each culture was then diluted 40-fold in fresh broth and
incubated at 37 °C for 1.5-3 h. The resultant mid-log phase cultures were diluted

(CFU/mL measured by ODeno), then added to each well of the compound containing
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plates, giving a cell density of 5 x 10° CFU/mL and a total volume of 50 uL. All the plates

were covered and incubated at 37 °C for 18 h without shaking.
2.2.2 Analysis

Inhibition of bacterial growth was determined measuring absorbance at 600 nm (ODeoo),
using a Tecan M1000 Pro monochromator plate reader. The percentage of growth
inhibition was calculated for each well, using the negative control (media only) and

positive control (bacteria without inhibitors) on the same plate as references.

The percentage of growth inhibition was calculated for each well, using the negative
control (media only) and positive control (bacteria without inhibitors) on the same plate.
The MIC was determined as the lowest concentration at which the growth was fully
inhibited, defined by an inhibition = 80%. In addition, the maximal percentage of growth

inhibition is reported as Dwax, indicating any compounds with partial activity.

Hits were classified by MIC < 16 pug/mL or MIC < 10 uM in either replicate (n=2 on
different plates).

2.3 Antifungal Assay
2.3.1 Procedure

Fungi strains were cultured for 3 days on Yeast Extract-Peptone Dextrose (YPD) agar
at 30 °C. A yeast suspension of 1 x 10°to 5 x 10° CFU/mL (as determined by ODs30)
was prepared from five colonies. The suspension was subsequently diluted and added
to each well of the compound-containing plates giving a final cell density of fungi
suspension of 2.5 x 10° CFU/mL and a total volume of 50 uL. All plates were covered
and incubated at 35 °C for 36 h without shaking.

2.3.2 Analysis

Growth inhibition of C. albicans was determined measuring absorbance at 630 nm
(ODe30), while the growth inhibition of C. neoformans was determined measuring the
difference in absorbance between 600 and 570 nm (ODsoos70), after the addition of
resazurin (0.001% final concentration) and incubation at 35 °C for 2 h. The absorbance

was measured using a Biotek Multiflo Synergy HTX plate reader.
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In both cases, the percentage of growth inhibition was calculated for each well, using
the negative control (media only) and positive control (fungi without inhibitors) on the
same plate. The MIC was determined as the lowest concentration at which the growth
was fully inhibited, defined by an inhibition = 80% for C. albicans and an inhibition =
70% for C. neoformans. Due to a higher variance in growth and inhibition, a lower
threshold was applied to the data for C. neoformans. In addition, the maximal
percentage of growth inhibition is reported as Dwax, indicating any compounds with

marginal activity.

Hits were classified by MIC < 16 pyg/mL or MIC < 10 uM in either replicate (n=2 on

different plates).

2.4 Cytotoxicity Assay

2.4.1 Procedure

HEK?293 cells were counted manually in a Neubauer haemocytometer and then plated
in the 384-well plates containing the compounds to give a density of 5000 cells/well in
a final volume of 50 uL. DMEM supplemented with 10% FBS was used as growth media

and the cells were incubated together with the compounds for 20 h at 37 °C in 5% CO..

2.4.2 Analysis

Cytotoxicity (or cell viability) was measured by fluorescence, ex: 560/10 nm, em: 590/10
nm (Fsso/s90), after addition of 5 pL of 25 pug/mL resazurin (2.3 pg/mL final concentration)
and after incubation for further 3 h at 37 °C in 5% CO.. The fluorescence intensity was
measured using a Tecan M1000 Pro monochromator plate reader, using automatic

gain calculation.

CCso (concentration at 50% cytotoxicity) were calculated by curve fitting the inhibition
values vs. log(concentration) using a sigmoidal dose-response function, with variable
fitting values for bottom, top and slope. In addition, the maximal percentage of

cytotoxicity is reported as Dwax, indicating any compounds with partial cytotoxicity.

The curve fitting was implemented using Pipeline Pilot's dose-response component,
resulting in similar values to curve fitting tools such as GraphPad's Prism and IDBS's
XIFit. Any value with > indicate sample with no activity (low Dwax vValue) or samples with

CCso values above the maximum tested concentration (higher Dyvax value).

147



Appendix D — Procedures from CO-ADD

Cytotoxic samples were classified by CCso < 32 ug/mL or CCso < 10 uM in either
replicate (n=2 on different plates). In addition, samples were flagged as partial cytotoxic

if Dmax = 50%, even with CCso > the maximum tested concentration.
2.5 Haemolysis Assay
2.5.1 Procedure

Human whole blood was washed three times with 3 volumes of 0.9% NaCl and then
resuspended in same to a concentration of 0.5 x 108 cells/mL, as determined by manual
cell count in a Neubauer haemocytometer. The washed cells were then added to the
384-well compound-containing plates for a final volume of 50 uL. After a 10 min shake
on a plate shaker the plates were then incubated for 1 h at 37 °C. After incubation, the
plates were centrifuged at 1000g for 10 min to pellet cells and debris, 25 uL of the

supernatant was then transferred to a polystyrene 384-well assay plate.
2.5.2 Analysis

Haemolysis was determined by measuring the supernatant absorbance at 405 mm
(ODugs). The absorbance was measured using a Tecan M1000 Pro monochromator

plate reader.

HCio and HCso (concentration at 10% and 50% haemolysis, respectively) were
calculated by curve fitting the inhibition values vs. log(concentration) using a sigmoidal
dose-response function with variable fitting values for top, bottom and slope. In addition,
the maximal percentage of haemolysis is reported as Dwax, indicating any compounds

with partial haemolysis.

The curve fitting was implemented using Pipeline Pilot's dose-response component,
resulting in similar values to curve fitting tools such as GraphPad's Prism and IDBS's
XIFit. Any value with > indicate sample with no activity (low Dwax value) or samples with

HC1o values above the maximum tested concentration (higher Duax value).

Haemolysis samples were classified by HC1o < 32 pug/mL or HC10 < 10 uM in either
replicate (n=2 on different plates). In addition, samples were flagged as partial

haemolytic if Dmax = 50%, even with HC1o > the maximum tested concentration.

2.6 Antibiotic, Cytotoxic and Haemolytic Standards Preparation and Quality Control
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Colistin and Vancomycin were used as positive bacterial inhibitor standards for
Gramnegative and Gram-positive bacteria, respectively. Fluconazole was used as a
positive fungal inhibitor standard for C. albicans and C. neoformans. Tamoxifen was
used as a positive cytotoxicity standard. Melittin was used as a positive haemolytic

standard.

Each antibiotic standard was provided in 4 concentrations, with 2 above and 2 below
its MIC or CCs value, and plated into the first 8 wells of column 23 of the 384-well NBS
plates. Tamoxifen and melittin was used in 8 concentrations in 2 fold serial dilutions

with 50 pg/mL highest concentration.

The quality control (QC) of the assays was determined by Z’-Factor, calculated from
the Negative (media only) and Positive Controls (bacterial, fungal or cell culture without
inhibitor), and the Standards. Plates with a Z’-Factor of = 0.4 and Standards active at
the highest and inactive at the lowest concentration, were accepted for further data

analysis.
3.0 Materials

3.1 Assay Materials

‘ Material ‘ Code ‘ Brand/Supplier Cat No.

C d ti lat
ompound preparation plate, PP Corning 3364
Polypropylene
Assay Plates — Antimicrobial
NBS 384w Corning 3640
Non-binding surface
Assay Plates — Cytotoxicity
Black/Clear bottom 384w Corning 3712
Tissue culture treated
Assay Plates - Haemolysis PP-Haem Corning 3657
Reading Plates - Haemolysis Clear 384w Corning 3680
Growth media - bacteria CAMHB Bacto Laboratories 212322
Culture agar - fungi YPD Becton Dickinson 242720
Growth media - fungi YNB Becton Dickinson 233520
Resazurin Sigma-Aldrich R7017
Dulbecco's Modified Eagle Medium DMEM Life Technologies 11995-073
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Foetal Bovine Serum

FBS

Bovogen

FFBS-500

0.9% NaCl

Saline

Baxter

AHF7124

3.2 Standards

Stock
Sample Name Sample ID Conc. Solvent Source
(mg/mL)

Colistin - Sulfate MCC_000094:02 1400.63 10.0 DMSO Sigma; C4461

Vancomycin - HCL MCC_000095:02 1485.71 10.0 DMSO Sigma; 861987

Fluconazole MCC_008383:01 306.27 2.56 DMSO Sigma; F8929

Tamoxifen MCC_000096:01 371.50 10 DMSO Sigma; T5648

Melittin MCC_008868:02 2846.46 10 Water Sigma: M2272

3.3 Microbial strains and cell lines
n Batch | Organism Strain Description
GN_001 02 Escherichia coli ATCC 25922 FDA control strain
GN_003 02 Klebsiella pneumoniae ATCC 700603 MDR
GN_034 02 Acinetobacter baumannii ATCC 19606 Type strain
GN_042 02 Pseudomonas aeruginosa ATCC 27853 Quality control strain
GP_020 02 Staphylococcus aureus ATCC 43300 MRSA
FG_001 01 Candida albicans ATCC 90028 CLSI reference
FG_002 01 Cryptococci neoformans ATCC 208821 H99, Type strain
MA_007 02 Homo sapiens embryonic kidney cells ATCC CRL-1573 HEK 293
HA_150 - Homo sapiens ARCBS 5400 00150 Whole blood
4.0 Controls

4.1 Antimicrobial susceptibility of tested strains

Values are the average of = 6 independent biological replicates. All values are within the

expected range as per CLSI guidelines.
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4.1.1 Antibiotic standards

GN_001:02 GN_003:02 GN_034:02 GN_042:02
. . Klebsiella :
MIC determined by BMD method, Escherichia coli e t;AcmetobgcTter PsaerjljiomgSn:s
CA-MHB, Corning 3640 384 NBS - IS Y
plates ESBL L QC strain
ATCC 25922 ATCC 700603 ATCC 19606 ATCC 27853
Compound Compound Type MIC (ug/mL)
Colistin - sulfate Antibiotic 0.125 0.25 0.25 0.25

MIC determined by BMD method,
CA-MHB, Corning 3640 384 NBS

GP_020:02

Staphylococcus
aureus

plates MRSA
ATCC 43300

Compound Compound Type MIC (ug/mL)

Vancomycin - HCI Antibiotic 1

4.1.2 Antifungal standard

FG_001:02 FG_002:02
Candida albicans Cryptococcus
MIC determined by BMD method, IS, OISk
YNB, Corning 3640 384 NBS plates Type strain
ATCC 90028 ATCC 208821
Compound Compound Type MIC (ug/mL)
Fluconazole Antifungal 0.125 8
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4.2 Susceptibility profile of cell lines

Values are the average of > 6

independent biological replicates. CCso
is the concentration at 50% cytotoxicity.

MA_007
HEK293

ATCC CRL-1573

CCso (ng/mL)

Compound

Compound Type

Average

Stdev

Tamoxifen

PKC inhibitor

9

2.2

4.3 Susceptibility profile of human washed red cells

Values are the average of > 6

independent biological replicates. HC1o
and HCso are the concentrations at 10%

and 50% haemolysis, respectively.

HA_150

Human Whole blood

ARCBS 00150

HC1o (ng/mL) HCso (pg/mL)
Compound Compound Type Average Stdev Average Stdev
Melittin Haemolytic peptide 2.7 0.9 8.5 2.5
4.4 Outcome

All standard compound controls displayed inhibitory values within the expected range for
each assay type and each organism tested. For further information please contact the CO-

ADD team at support@co-add.org.

Standard positive

Strain ID Species inhibitor control Pass/Fail
GN_001:02 E. coli Colistin Pass
GN_003:02 K. pneumoniae (MDR) Colistin Pass
GN_034:02 A. baumannii Colistin Pass
GN_042:02 P. aeruginosa Colistin Pass
GP_020:02 S. aureus (MRSA) Vancomycin Pass
FG_001:01 C. albicans Fluconazole Pass
FG_002:01 C. neoformans (H99) Fluconazole Pass

Homo sapiens
MA_007:02 Tamoxifen Pass
HEK293
HA_150 Homo sapiens Melittin Pass
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