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gooad
B ok B

PF-5052 1.700 g/mL at 25°C
7w ) F— FC-72 1.680 g/mL at 25°C
71 Y +— k FC-770 1.790 g/mL at 25°C
7w Y J— |k FC-3283 1.830 g/mL at 25°C
7w Y F—k FC-40 1.870 g/mL at 25C
7w FC-43 1.880 g/mL at 25C
72 = = B P VR A 1.492 g/mL at 25°C (lit.)
FH e Uy AE-3000 |1.470g/mLat25C
Novee 7000 1.400 g/mL
Novec 7100 1.520 g/mL
Novee 7200 1.430 g/mL
Novee 7300 1.660 g/mL
Krytox GPL-100 1.87 g/mL at 0°C
Krytox GPL-101 1.89 g/mL at 0°C
Krytox GPL-102 1.91 g/mL at 0°C
Krytox GPL-103 1.92 g/mL at 0°C
Krytox GPL-104 1.93 g/mL at 0°C
Krytox GPL-105 1.94 g/mL at 0°C
Krytox GPL-106 1.95 g/mL at 0°C

| Krytox GPL-107 1.95 g/mL at 0°C
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Dooo0oQ0ao

"H NMR (400 MHz, CDCls):5 1.93 (s, 3H, NHOAc), 2.05 (s, 3H, OAc), 2.06 (s, 3H, 0
Ac), 2.12 (s, 3H, OAc), 2.19 (s, 3H, OAc), 2.30 (t, 1H, *Juw = 12.5 Hz, H3ax), 2
74 (dd, 1H, *Juw = 13, 4.7 Hz, H3.q), 3.65 (s, 3H, COOMe), 4.11 (m, 1H, H9), 4.
13 (m, 1H, H5), 4.25 (dd, 1H, *Juw = 12.4, 2.4 Hz, H9'), 4.60 (dd, 1H, ‘Juw = 10
.8, 1.6 Hz, H6), 4.98 (td, 1H, ‘Juw = 10.4, 4.6, 1.8 HZ, H4), 5.23 (d, 1H, ‘Juu

= 10 Hz, H7), 5.35 (m, 1H, NH), 5.37 (m, 1H, H8), 7.18 (d, 2H, ‘Juw = 8.7 Hz, Ar
), 7.83 (d, 2H, *Juw = 8.8 Hz, Ar), 9.93 (s, 1H, CHO). "°C NMR (101 MHz, CDCls):
5 20.7, 20.7, 20.8, 21.0, 23.2, 38.7, 49.5, 53.2, 62.0, 67.1, 68.4, 68.7, 73.6,
99.5, 118.9, 131.7, 132.0, 158.9, 168.2, 169.9, 170.1, 170.2, 170.6, 170.9, 190
.9. HRMS (ESI1"): calcd for [M+Na'] 618.17933, found 618.18094 (-1.6 mDa) for C.:
Hs4NaNO:s.
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"H NMR (400 MHz, CDCl:): & 1.90 (s, 3H, NHOAc), 2.04 (s, 3H, OAc), 2.04 (s, 3H,

0Ac), 2.12 (s, 3H, OAc), 2.13 (s, 3H, OAc), 2.21 (t, 1H, “Juw = 12.6 Hz, H3ax),

2.72 (dd, 1H, ‘Juw = 12.9, 4.6 Hz, H3..), 3.68 (s, 3H, COOMe), 4.10 (m, 1H, H5),

4.14 (d, 1H, “Juw = 5 Hz, H9), 4.28 (dd, 1H, *Juw = 12.6, 2.6 Hz, H9'), 4.38 (d

d, 1H, “Juw = 10.8, 1.6 Hz, H6), 4.63 (s, 2H, CH.0H), 4.95 (td, 1H, ‘Juw = 10.4,

4.6, 1.8 HZ, H4), 5.27 (m, 1H, NH), 5.35 (m, 2H, H7, H8), 7.03 (d, 2H, “Juu = 8

.6 Hz, Ar), 7.27 (d, 2H, “Juw = 8.6 Hz, Ar). °C NMR (101 MHz, CDCl:): & 20.7,

20.8, 20.8, 21.0, 23.2, 38.2, 49.5, 52.9, 62.1, 64.9, 67.4, 68.8, 69.4, 73.4, 99

.9, 120.3, 128.3, 136.7, 153.1, 168.1, 170.0, 170.1, 170.3, 170.7, 170.9. HRMS (

ESI"): calcd for [M+Na'] 620.19498, found 620.19672 (-1.7 mDa) CarHssNaNOis.
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"H NMR (400 MHz, CDCl:): & 1.84 (s, 3H, NHOAc), 1.97 (s, 3H, OAc), 1.98 (s, 3H,
0Ac), 2.05 (s, 3H, OAc), 2.09 (s, 3H, OAc), 2.15 (t, 1H, “Jun = 12.6 Hz, H3ax),
2.63 (dd, 1H, *Jun = 13, 4.7 Hz, H3eq), 3.58 (s, 3H, COOMe), 4.03 (m, 1H, H9),
4.10 (m, 1H, H5), 4.23 (m, 1H, H9'), 4.37 (m, 1H, H6), 4.40 (s, 2H, CH.Br), 4.89

(td, 1H, *Juw = 10.4, 4.6, 1.8 Hz, H4), 5.29 (m, 3H, H7, H8, NH), 6.95 (d, 2H,

Juw = 8.7 Hz, Ar), 7.23 (d, 2H, “Jus = 8.7 Hz, Ar). '°C NMR (101 MHz, CDCl:):

5 19.7, 19.8, 19.8, 20, 22.2, 32.3, 37.2, 48.4, 52.0, 70.0, 66.3, 67.7, 68.1, 7
2.4, 98.8, 118.7, 129.2, 132.1, 152.8, 167.1, 169.0, 169.1, 169.2, 169.6, 169.9.

HRMS (ESI"): calcd for [M+Na'] 682.11057, found 682.10666 (3.9 mDa) C::Hs«BrNNa
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"H NMR (400 MHz, CDsOD) & 1.04 (t, 26H, TEAA), 1.84 (1H, t, “Juw = 11.9 Hz, H3ux
), 1.90 (s, 3H, TEAA), 2.02 (s, 3H, NHCOCH:), 2.55 (g, 17 H, TEAA), 2.94 (dd, 1H
, PJuw = 12.2, 4.0 Hz, H3.q), 3.54 (dd, 1H, ‘Juw = 9.0, 1.6 Hz, H7), 3.66 (dd, 1
H, *Juw = 11.3, 5.4 Hz, H9), 3.74 (m, 1H, H5), 3.77 (m, 1H, H4), 3.81 (m, 1H, HO
"), 3.85 (m, 2H, NHCH:.CF:), 3.86 (m, 1H, H8), 3.91 (m, 1H, H6), 5.01 (s, 2H, ArC
H.0), 5.23 (s, 2H, ArCH:0), 6.45 (dd, 1H, “Juw = 8.6, ‘Juw = 2.4 Hz, Ar), 6.50 (
d, 1H, “Juw = 2.3 Hz, Ar), 6.65 (dd, 1H, ‘Juw = 8.7, “Jun = 2.6 Hz, Ar), 6.67 (d
, 1H, “Juw = 8.6, Ar), 6.78 (m, 1H, Ar), 6.79 (m, 1H, Ar), 6.82 (m, 1H, Ar), 7.2
4 (d, 2H, “Jun = 8.7 Hz, Ar), 7.30 (m, 1H, Ar), 7.31 (d, 2H, *Juw = 8.7 Hz, Ar),
7.39 (m, 1H, Ar), 7.43 (m, 1H, Ar). '°C NMR (101 MHz, CD:0D): & 11.2 (TEAA) 22
.9, 24.4 (TEAA), 43.1, 45.8, 46.9 (TEAA), 54.3, 64.0, 69.3, 70.2, 72.6, 72.7, 73
.1, 75.3, 85.5, 99.3, 104.0, 104.1, 109.7, 110.8, 114.7, 117.8, 118.1, 120.8, 12
1.9, 124.7, 124.8, 126.9 (q, CFs), 129.3, 129.4, 130.2, 130.2, 130.9, 140.3, 146
.0, 150.3, 152.1, 153.0, 157.0, 173.6, 175.6, 180.7 (TEAA). HRMS (ESI") L calcd

for [M+Na]® 797.75163; found 797.75043 (-1.2 mDa).
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