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S1. CD spectrum of (dC); in HEPES buffer
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Figure S1. CD spectrum of (dC); in HEPES buffer

S2. The Packing parameters of C,(dC); and DLS data of nucleolipids.
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Table S1. The Packing parameters of C,(dC); at different pH
10197 ax (mol/m?) Apmin (nm?/molecule) P
Cio(dC)3 1.63 1.0 0.21
Ci2(dC); 1.06 1.56 0.13
pH 4.8
C4(dC); 1.10 1.51 0.14
Ci6(dC); 2.37 0.74 0.29
C1(dC)s 1.37 1.21 0.17
C12(dC); 1.86 0.91 0.28
pH 7.4
C14(dC); 2.01 0.83 0.25
C16(dC)s 1.02 1.66 0.13
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Figure S2. DLS of C,(dC); in HEPES buffer (concentration was set at 100 nM)

S3. NMR and MS data of compound 1-24

Compound 1

'H NMR (CDCls, 400 MHz): & = 0.88 (t, CH;, 3H), 1.70 (m, CH,, 16H), 2.27 (m, 2-H, 2H), 2.78-
2.81 (m, CH,CN+2-H, 3H), 3.97-3.98 (m, 5-H, 2H), 4.09-4.11 (m, OCH,CH,CN, 2H), 4.27 (m,
CH,0, 2H), 4.35 (m, 3-H, 1H), 8.29-8.31 (d, J= 8 Hz, NH, 1H), 7.92-7.94 (d, J = 8 Hz, ArH, 2H),
7.52-7.53,7.62 (d, J =4 Hz, ArH, 5H), 6.24 (t, 1-H, 1H), 5.18 (m, 4-H, 1H). *C NMR (d°-DMSO,
100 MHz): 168.30, 163.46, 150.84, 140.69, 131.63, 128.88, 127.87, 125.34, 118.68, 102.55, 85.83,
84.38, 78.75, 68.29, 62.85, 61.39, 31.72, 30.87, 30.05, 29.36, 28.93, 25.30, 22.53, 19.57, 14.40.
High Resolution MS caled for C9H41N4OgP, 604.2662; found 605.2727 (M+H").Yield 82%.
Compound 2

'H NMR (CDCls, 400 MHz): & = 0.88 (t, CHj;, 3H), 1.70 (m, CH,, 20H), 2.27 (m, 2-H, 1H), 2.77-
2.80 (m, CH,CN+2-H, 3H), 3.95-3.97 (m, 5-H, 2H), 4.09-4.11 (m, OCH,CH,CN, 2H), 4.27-4.28
(m, CH0, 2H), 4.34-4.35 (m, 3-H, 1H), 5.18 (m, 4-H, 1H), 6.23-6.26 (t, 1-H, 1H), 7.51-7.53, 7.61
(d, J = 8 Hz, ArH, 4H), 7.90-7.92 (d, J = 8 Hz, ArH, 2H), 8.27-8.29 (d, J = 8 Hz, ArH, 1H). 3C
NMR (d®-DMSO, 100 MHz):168.29, 163.45, 150.83, 140.69, 134.69, 131.63, 128.62, 127.87,
118.68, 102.55, 84.41, 68.29, 62.80, 61.39, 31.74, 30.87, 30.05, 29.48, 29.35, 28.93, 25.30, 22.53,

19.57, 14.40. High Resolution MS caled for C3;H4sN4OgP, 632.2975; found 633.3073 (M + H™);



655.2886 (M + Na™").Yield 84%.

Compound 3

'H NMR (CDCl;, 400 MHz): & =0.88 (t, CH;3, 3H), 1.70 (m, CH,, 24H),2.50-2.52 (m, 2-H,
1H),2.77-2.80 (m, CH,CN+2-H, 3H), 3.95-3.96 (m, 5-H, 2H), 4.08-4.11 (m, OCH,CH,CN, 2H),
4.34-4.35 (m, 3-H+CH,0, 4H), 5.20-5.21 (m, 4-H, 1H), 6.25 (t, 1-H, 1H), 7.50-7.52, 7.60 (d, /=8
Hz, ArH, 4H), 7.90-7.92 (d, J = 8 Hz, ArH, 2H),8.31-8.33 (d, J = 8 Hz, ArH, 1H). 3C NMR (d°-
DMSO, 100 MHz): 168.31, 163.46, 150.84, 140.68, 134.69, 131.61, 128.60, 127.87, 118.65,
102.55, 84.42, 78.77, 68.29, 62.81, 61.39, 31.74, 30.85, 30.05, 29.48, 29.36, 28.95, 25.30, 22.54,
19.57, 14.38. High Resolution MS calcd for C33H49N4OgP, 660.3288; found 661.3390 (M + H);
683.3217 (M + Na*). Yield 78%.

Compound 4

'H NMR (CDCl;, 400 MHz): & = 0.88 (t, CH;, 3H), 1.70 (m, CH,, 28H), 2.50-2.52 (m, 2-H,
1H),2.77-2.80 (m, CH,CN+2-H, 3H),3.95-3.96 (m, 5-H, 2H), 4.08-4.11 (m, OCH,CH,CN, 2H),
4.34-4.3 5(m, 3-H+CH,0, 4H), 5.20-5.21 (m, 4-H, 1H), 6.25 (t, 1-H, 1H), 7.50-7.52, 7.60 (d, J = 8
Hz, ArH, 4H), 7.90-7.92 (d, J = 8 Hz, ArH, 2H), 8.31-8.33 (d, J = 8 Hz, ArH, 1H). 3C NMR
(CDCl;, 100 MHz): 162.65, 155.19, 145.34, 133.14, 128.88, 127.77, 125.48, 116.52, 98.39, 97.07,
87.85, 86.39, 69.10, 67.35, 62.14, 61.50, 39.81, 33.24, 31.90, 30.18, 29.57, 29.11, 25.35, 23.42,
19.73, 14.10. High Resolution MS caled for C;35Hs3N4OgP, 688.3601; found 689.3650 (M + H™);
711.3454 (M + Na* - H").Yield 80%.

Compound 5

'H-NMR (CDCl;, 400 MHz): & = 0.87 (s, CH3, 3H), 1.26-1.34 (m, CH,, 14H), 1.70 (m, CH,, 2H),
2.82 (m, CH,CN, 4H), 3.70-3.73 (m, OCH,, 2H), 3.90-3.93 (m, OCH,, 2H), 4.10-4.44 (m,
OCH,+0OCH, 8H), 5.21-5.28 (m, ArCH,0, 2H), 6.22-6.23 (m, ArH, 2H), 7.47-7.58 (m, ArH, 8H),
7.88-7.90 (m, ArH, 4H), 8.04-8.06 (m, ArH, 1H), 8.39-8.40 (m, ArH, 1H). 3C NMR (d°®-DMSO,
100 MHz): 168.30, 163.46, 150.84, 140.69, 134.69, 131.63, 128.62, 127.87, 125.34, 118.68,
102.55, 85.81, 84.38, 78.75, 68.29, 62.85, 61.39, 45.95, 31.72, 30.00, 29.36, 29.12, 28.93, 25.30,
22.66, 22.59, 19.65, 14.40. High Resolution MS calcd for Cy4sHgNgO,5P,, 1050.3653; found
526.2936 (M+2e), 1051.3707 (M+H").Yield 67%.

Compound 6

"H-NMR (CDCl;, 400 MHz): & = 0.86-0.89 (t, CH;, 3H), 1.21-1.30 (m, CH,, 18H), 1.71 (m, CH,,



2H), 2.82-2.83 (m, CH,CN, 4H), 3.89-3.90 (m, OCH,, 2H), 4.34-4.44 (m, OCH,+OCH, 8H),
5.28-5.29 (m, ArCH,0, 2H), 6.22-6.23 (m, ArH, 2H), 7.47-7.54 (m, ArH, 8H), 7.88-7.91 (m, ArH,
4H), 8.04-8.06 (m, ArH, 1H), 8.39-8.40 (m, ArH, 1H). 3C NMR (d*-DMSO, 100 MHz): 169.54,
163.93, 163.62, 150.61, 150.37, 141.01, 140.77, 133.28, 132.97, 131.98, 128.83, 128.25, 127.91,
116.91, 102.88, 97.27, 86.47, 86.08, 82.97, 69.26, 66.76, 62.83, 62.43, 61.53, 31.88, 30.18, 29.49,
25.34, 22.66, 19.72, 14.11. High Resolution MS calcd for CsoHgNgO;5P,, 1078.3966; found
1079.3976 (M + H*), 1098.8718 (M + Na™).Yield 58%.

Compound 7

'"H-NMR (CDCl;, 400 MHz): & = 0.86-0.89 (t, CH;, 3H), 1.21-1.30 (m, CH,, 22H), 1.70 (m, CH>,
2H), 2.82-2.83 (m, CH,CN, 4H), 3.92-3.93 (m, OCH,, 2H), 4.09-4.11 (m, OCH,, 2H), 4.30-4.44
(m, OCH,+0OCH, 8H), 5.21-5.29 (m, ArCH,0, 2H), 6.19-6.23 (m, ArH, 2H), 7.47-7.58 (m, ArH,
8H), 7.87-7.90 (m, ArH, 4H), 8.02-8.04 (m, ArH, 1H), 8.33-8.36 (m, ArH, 1H). 13C NMR (d°-
DMSO, 100 MHz): 168.29, 163.45, 150.83, 140.69, 139.62, 134.70, 131.63, 128.62, 127.87,
125.34, 118.67, 102.55, 85.81, 84.33, 68.29, 62.80, 61.39, 31.74, 30.05, 29.45, 29.15, 28.93, 25.30,
22.54, 19.57, 14.40. High Resolution MS calcd for Cs;HggNgO15P,, 1106.4279; found 554.2199
(M+ H*+2e), 1107.4282(M + H*).Yield 61%.

Compound 8

"H-NMR (CDCl;, 400 MHz): 8 = 0.86-0.89 (t, CH;, 3H), 1.21-1.30 (m, CH,, 26H), 1.71 (m, CH,,
2H), 2.84-2.86 (m, CH,CN, 4H), 3.91-3.95 (m, OCH,, 2H), 4.10-4.12 (m, OCH,, 2H), 4.30-4.43
(m, OCH,+0OCH, 8H), 5.24-5.30 (m, ArCH,0, 2H), 6.16-6.23 (m, ArH, 2H), 7.49-7.60 (m, ArH,
8H), 7.92-7.94 (m, ArH, 4H), 8.02-8.04 (m, ArH, 1H), 8.42-8.44 (m, ArH, 1H). 13C NMR (d*-
DMSO, 100 MHz): 168.31, 163.46, 150.84, 140.68, 134.69, 131.61, 128.60, 127.87, 118.65,
85.83, 84.42, 78.77, 68.34, 62.85, 61.39, 31.74, 30.85, 30.01, 29.50, 29.36, 29.16, 28.94, 25.30,
22.54, 19.57, 14.38. High Resolution MS calcd for Cs;H7,NgO;5P,, 1134.4592; found 1135.4586
(M+H").Yield 52%.

Compound 9

'H-NMR (CDCl;, 400 MHz): & = 0.87 (t, CH;, 3H), 1.19-1.35 (m, CH,, 14H), 1.41-1.45 (m, CH,,
2H), 1.69-1.70 (m, CH,, 2H), 2.82-2.83 (m, CH,CN, 6H), 3.88-3.92 (m, OCH,, 2H), 4.10-4.34 (m,
OCH,, 2H), 4.20-4.47 (m, CH, 10H), 5.28 (m, ArCH,0, 2H), 6.18-6.22 (m, ArH, 3H), 7.44-7.48

(m, ArH, 10H), 7.55-7.57 (m, ArH, 5H), 8.19-8.20 (m, ArH, 2H), 8.32-8.34 (m, ArH, 1H). 3C



NMR (CDCl;, 100 MHz): 169.54, 163.93, 163.62, 150.61, 150.37, 140.77, 140.62, 133.28, 133.09,
132.97, 131.98, 128.83, 128.59, 127.91, 127.36, 69.26, 66.99, 66.71, 62.83, 62.43, 38.04, 31.88,
30.18, 29.61, 29.49, 29.32, 29.12, 25.34, 22.66, 19.72, 14.11. High Resolution MS calcd for
Ce7H79N1,04,P3, 1496.4645; found 749.2460 (M+2e+H*).Yield 62%.

Compound 10

'H-NMR (CDCl;, 400 MHz): & = 0.87 (t, CH;, 3H), 1.19-1.35 (m, CH,, 18H), 1.41-1.45 (m, CH,,
2H), 1.69-1.70 (m, CH>, 2H), 2.81-2.87 (m, CH,CN, 6H), 3.88-3.92 (m, OCH,, 2H), 4.10-4.34 (m,
OCH,, 2H), 4.31-4.47 (m, CH, 10H), 5.26-5.30 (m, ArCH,0, 2H), 6.19-6.23 (m, ArH, 3H), 7.44-
7.48 (m, ArH, 10H), 7.45-7.57 (m, ArH, 5H), 8.01-8.03 (m, ArH, 2H), 8.36-8.39 (m, ArH, 1H).
13C NMR (CDCl;, 100 MHz): 169.57, 167.48, 167.31, 163.01, 162.76, 155.10, 154.82, 150.44,
150.33, 145.33, 145.21, 145.04, 140.80, 140.54, 133.30, 133.08, 132.86, 131.96, 128.72, 128.57,
128.03, 127.37, 125.49, 117.18, 116.95, 102.78, 97.20, 69.18, 67.06, 66.91, 63.01, 62.44, 31.88,
30.30, 30.18, 29.61, 29.49, 29.32, 25.34, 22.66, 19.71, 14.11. High Resolution MS calcd for
CeoHg3N1204,P3, 1524.4958; found 1525.5089 (M+H™).Yield 57%.

Compound 11

'H-NMR (CDCl;, 400 MHz): & = 0.87 (t, CH;, 3H), 1.19-1.35 (m, CH,, 22H), 1.41-1.45 (m, CH,,
2H), 1.69-1.70 (m, CH>, 2H), 2.81-2.87 (m, CH,CN, 6H), 3.88-3.92 (m, OCH,, 2H), 4.10-4.34 (m,
OCH,, 2H), 4.34-4.47 (m, CH, 10H), 5.26-5.30 (m, ArCH,0, 2H), 6.18-6.22 (m, ArH, 3H), 7.44-
7.48 (m, ArH, 10H), 7.46-7.58 (m, ArH, 5H), 8.01-8.03 (m, ArH, 2H), 8.36-8.39 (m, ArH, 1H).
13C NMR (CDCl;, 100 MHz): 166.92, 166.78, 162.86, 162.59, 155.03, 154.84, 145.39, 144.94,
133.09, 132.80, 128.78, 128.54, 128.27, 127.91, 127.38, 116.99, 97.15, 96.93, 88.24, 88.09, 87.98,
97.55, 87.46, 86.45, 83.79, 83.62, 78.78, 69.19, 67.10, 66.92, 66.65, 62.97, 62.81, 62.42, 61.32,
39.75, 39.17, 31.89, 30.18, 29.64, 29.50, 39.33, 29.14, 25.34, 22.66, 19.72, 14.10. High
Resolution MS caled for C;;Hg7N1,0,,P3, 1552.5271; found 777.2736(M +2e + H").Yield 62%.
Compound 12

"H-NMR (CDCl;, 400 MHz): 0.87 (t, CH;, 3H), 1.19-1.35 (m, CH,, 26H), 1.41-1.45 (m, CH,, 2H),
1.69-1.70 (m, CH,, 2H), 2.81-2.87 (m, CH,CN, 6H), 3.88-3.92 (m, OCH,, 2H), 4.10-4.34 (m,
OCH,, 2H), 4.34-4.47 (m, CH, 10H), 5.26-5.30 (m, ArCH,0, 2H), 6.18-6.22 (m, ArH, 3H), 7.44-
7.48 (m, ArH, 10H), 7.46-7.58 (m, ArH, 5H), 8.01-8.03 (m, ArH, 2H), 8.36-8.39 (m, ArH, 1H).

3C NMR (CDCl3, 100 MHz): 169.50, 167.26, 167.08, 166.74, 164.10, 163.97, 162.86, 155.16,



154.97, 150.48, 150.30, 145.25, 144.74, 140.92, 140.74, 133.29, 133.01, 132.85, 131.98, 128.58,
128.32, 128.00, 127.36, 117.21, 117.06, 102.76, 102.68, 97.35, 97.16, 86.25, 86.07, 83.70, 82.90,
69.19, 67.04, 66.86, 62.99, 62.44, 31.90, 30.30, 30.20, 29.69, 29.34, 29.16, 25.35, 22.67, 19.71,
14.11. High Resolution MS calcd for C;3Hg;N,0,,P3, 1580.5584; found 791.2968 (M + 2e + H*),
1601.5576 (M + Na).Yield 46%.

Compound 13

'"H NMR (MeOD, 400 MHz): 6 = 0.91 (t, CH;, 3H), 1.26 (m, CH,, 16H), 2.57-2.59 (m, 2-H, 2H),
3.83 (m, 5-H, 2H), 3.88-3.89 (m, CH,0, 2H), 4.11-4.13 (m, 3-H, 1H), 4.89 (m, 4-H, 1H), 5.98-
6.00 (t, 1-H, 1H), 6.28 (d, ArH, 1H), 8.21-8.23 (d, J = 8 Hz, ArH, 1H). 3C NMR (d°-DMSO, 100
MHz): 164.77, 155.10, 141.98, 116.41, 94.76, 86.72, 86.16, 75.02, 65.40, 61.30, 39.59, 35.39,
31.68, 30.51, 29.42, 29.38, 29.09, 25.56, 22.35, 15.37, 13.11. High Resolution MS calcd for
C19H37N407P, 464.2400; found 446.2050 (M - NH,*").Yield 88%.

Compound 14

'H NMR (MeOD, 400 MHz): 8 = 0.90-0.93 (t, CH3, 3H), 1.63-1.65 (m, CH,, 20H),2.23, 2.57-2.59
(m, 2-H, 2H),3.90-3.91 (m, CH,O + 5-H, 4H), 4.18-4.19 (m, 3-H, 1H), 4.89 (m, 4-H, 1H), 5.96-
5.98 (t, 1-H, 1H), 6.29 (d, ArH, 1H),8.19-8.20 (d, J = 4 Hz, ArH, 1H). 13C NMR (d°-DMSO, 100
MHz): 162.94, 152.49, 142.97, 94.44, 86.93, 86.24, 74.93, 65.42, 61.16, 39.61, 31.68, 30.50,
29.42, 29.38, 29.36, 29.09, 25.56, 22.34, 13.09. High Resolution MS calcd for C,;H4N4O;P,
492.2713; found 474.2369 (M - NH,").Yield 84%.

Compound 15

'"H NMR (MeOD, 400 MHz): 6 = 0.90-0.94 (t, CH3, 3H), 1.65 (m, CH,, 16H),2.28-2.29 (m, 2-H,
2H),3.82-3.83 (m, 5-H, 2H), 3.88-3.89 (m, CH,0, 2H), 4.19-4.20 (m, 3-H, 1H), 4.80 (m, 4-H, 1H),
5.99-6.01 (t, 1-H, 1H),6.28 (d, ArH, 1H), 8.22-8.24 (d, J = 8 Hz, ArH, 1H). 3C NMR (d°-DMSO,
100 MHz): 164.79, 155.11, 141.98, 94.72, 86.72, 86.16, 74.99, 65.39, 61.29, 39.59, 35.38, 31.67,
30.51, 29.41, 29.37, 29.08, 25.56, 22.34, 13.10. High Resolution MS calcd for C,3H4sN4OP,
520.3026; found 502.2682 (M - NH,").Yield 82%.

Compound 16

'H NMR (MeOD, 400 MHz): 4 = 0.92 (t, CH3, 3H), 1.63-1.65 (m, CH,, 16H), 2.28-2.29 (m, 2-H,
2H), 3.83 (m, 5-H, 2H), 3.88-3.89 (m, CH,O, 2H), 4.19-4.20 (m, 3-H, 1H), 4.89 (m, 4-H,

1H),5.98-6.00 (t, 1-H, 1H),6.28 (d, ArH, 1H), 8.20-8.22 (d, J = 8 Hz, ArH, 1H). 3C NMR (d-



DMSO, 100 MHz): 164.79, 155.11, 141.98, 94.74, 86.72, 86.16, 75.00, 65.40, 61.29, 39.56, 35.38,
31.67, 30.51, 29.41, 29.36, 29.08, 25.56, 22.34, 15.37, 13.10. High Resolution MS calcd for
C,5sH49N4O7P, 548.3339; found 530.2996 (M - NH,").Yield 88%.

Compound 17

'"H-NMR (d®-DMSO. 400 MHz): & = 0.83-0.87 (t, CH;, 3H), 1.15-1.23 (m, CH,, 14H), 1.48-1.52
(m, CH,, 2H), 1.95-2.13 (m, CH, 2H), 2.22-2.31 (m, CH, 2H), 2.87-2.88 (m, CH, 2H), 3.07-3.09
(m, CH,, 4H), 3.58-3.69 (m, OCH,, 2H), 3.87-4.11 (m, OCH,, 2H), 4.70 (m, CH, 1H), 5.75-5.77
(m, ArCH,0, 2H), 6.14 (m, ArH, 2H), 7.13-7.25 (m, ArH, 4H), 7.72 - 7.84 (m, ArH, 2H). 3C
NMR (d°-DMSO, 100 MHz): 165.72, 155.28, 141.39, 94.84, 94.66, 86.66, 85.25, 85.16, 84.89,
75.2, 74.52, 64.68, 61.86, 31.73, 30.85, 29.51, 29.15, 26.86, 25.86, 22.53, 15.82, 15.76, 14.40.
High Resolution MS calcd for CygHygNgO13P,, 770.3129; found 737.2650 (M-2NH;+H").Yield
75%.

Compound 18

'H-NMR (d%-DMSO, 400 MHz): & = 0.84-0.85 (t, CH;, 3H), 1.15-1.23 (m, CH,, 18H), 1.48-
1.50(m, CH,, 2H), 1.95-2.13 (m, CH, 2H), 2.26-2.34 (m, CH, 2H), 2.89-2.91 (m, CH, 2H), 3.09-
3.11 (m, CH,, 4H), 3.58-3.69 (m, OCH,, 2H), 3.87-4.11 (m, OCH,, 2H), 4.70 (m, CH, 1H), 5.82-
5.84 (m, ArCH,0, 2H), 6.15-6.17 (m, ArH, 2H), 7.45-7.47 (m, ArH, 4H), 7.87-7.89 (m, ArH, 2H).
3C NMR (d°-DMSO, 100 MHz): 162.94, 152.49, 142.97, 94.44, 86.93, 86.24, 74.93, 65.42, 61.16,
39.61, 31.68, 30.50, 29.42, 29.38, 29.36, 29.06, 25.56, 22.34, 13.09. High Resolution MS caled
for C59Hs¢NgOy3P,, 798.3442; found 765.3068 (M-2NH;+H").Yield 70%.

Compound 19

"H-NMR (d®-DMSO. 400 MHz): = 0.83-0.87 (t, CH;, 3H), 1.15-1.23 (m, CH,, 22H), 1.47-1.49
(m, CH,, 2H), 1.97-2.14 (m, CH, 2H), 2.26-2.34 (m, CH, 2H), 2.86-2.90 (m, CH, 2H), 3.06-3.10
(m, CH,, 4H), 3.58-3.69 (m, OCH,, 2H), 3.87-4.11 (m, OCH,, 2H), 4.68 (m, CH, 1H), 5.75-5.76
(m, ArCH,0, 2H), 6.15-6.17 (m, ArH, 2H), 7.45-7.47 (m, ArH, 4H), 7.72-7.83 (m, ArH, 2H). 3C
NMR (d°-DMSO, 100 MHz): 164.79, 155.11, 141.98, 94.72, 86.72, 86.16, 74.99, 65.39, 61.29,
39.56, 35.38, 31.67, 30.45, 29.37, 29.36, 25.56, 22.34, 15.36, 13.10. High Resolution MS caled
for C3,HgoNgO13P,, 826.3755; found 793.2963(M-2NH;+H™).Yield 66%.

Compound 20

'H-NMR (d5-DMSO_ 400 MHz): & = 0.83-0.87 (t, CHs, 3H), 1.15-1.23 (m, CH, 26H), 1.47-1.49



(m, CH,, 2H), 1.97-2.14 (m, CH, 2H), 2.24-2.31 (m, CH, 2H), 2.84-2.88 (m, CH, 2H), 3.06-3.10
(m, CH,, 4H), 3.58-3.69 (m, OCH,, 2H), 3.87-4.11 (m, OCH,, 2H), 4.68-4.72 (m, CH, 1H), 5.74-
5.76 (m, ArCH,0, 2H), 6.14-6.17 (m, ArH, 2H), 7.45-7.47 (m, ArH, 4H), 7.72-7.83 (m, ArH, 2H).
3C NMR (d®-DMSO, 100 MHz): 165.72, 155.28, 141.39, 141.28, 94.84, 94.66, 86.66, 86.25,
75.20, 74.52, 64.68, 61.86, 31.37, 30.85, 30.80, 29.51, 29.43, 29.27, 29.15, 25.86, 22.53, 14.40.
High Resolution MS calcd for C34HgyNgO13P5, 854.4068; found 819.3381 (M-2NH,").Yield 62%.
Compound 21

"H-NMR (d®-DMSO. 400 MHz): & = 0.83-0.87 (t, CH;, 3H), 1.15-1.23 (m, CH,, 14H), 1.48-1.52
(m, CH,, 2H), 1.95-2.13 (m, CH, 3H), 2.22-2.31 (m, CH, 3H), 2.84-2.88 (m, CH,, 4H), 3.09-3.13
(m, CH,, 4H), 3.66-3.70 (m, OCH,, 6H), 3.87-3.99 (m, OCH,, 6H), 4.06-4.10 (m, CH,, 2H), 4.70
(m, CH, 3H), 5.79-5.80 (m, ArCH,0, 2H), 5.96-6.18 (m, CH,, 4H), 6.14 (m, ArH, 2H), 7.34-7.53
(m, ArH, 6H), 7.86-7.96 (m, ArH, 3H). 3C NMR (d°-DMSO, 100 MHz): 165.72, 155.28, 141.39,
94.84, 94.66, 86.66, 86.25, 85.16, 84.89, 75.20, 75.16, 74.52, 64.68, 64.64, 61.86, 31.73, 30.85,
29.55, 29.43, 29.27, 26.86, 25.86, 22.53, 15.82, 15.76, 14.40. High Resolution MS calcd for
C;37He7N1,019P3, 1076.3858; found 1026.3140 (M-3NH;+H").Yield 86%.

Compound 22

'H-NMR (d®-DMSO. 400 MHz): 6 = 0.84-0.86 (t, CH;, 3H), 1.15-1.23 (m, CH,, 18H), 1.49-1.51
(m, CH,, 2H), 1.95-2.13 (m, CH, 3H), 2.22-2.31 (m, CH, 3H), 2.84-2.88 (m, CH,, 4H), 3.09-3.13
(m, CH,, 4H), 3.66-3.70 (m, OCH,, 6H), 3.87-3.99 (m, OCH,, 6H), 4.06-4.10 (m, CH,, 2H), 4.70
(m, CH, 3H), 5.79-5.80 (m, ArCH,0, 2H), 5.96-6.18 (m, CH,, 4H), 6.14 (m, ArH, 2H), 7.45-7.51
(m, ArH, 6H), 7.86-7.96 (m, ArH, 3H). 3C NMR (d°-DMSO, 100 MHz): 165.74, 155.35, 141.28,
94.84, 94.66, 86.64, 86.25, 85.16, 84.89, 75.20, 74.52, 64.64, 61.86, 31.73, 30.85, 29.51, 29.43,
29.27, 25.86, 22.53, 14.40. High Resolution MS calcd for C;9H7N,019P3, 1104.4171; found
1053.3453 (M-3NH;3+H").Yield 89%.

Compound 23

'"H-NMR (d%-DMSO, 400 MHz): 3 =3 = 0.83-0.86 (t, CH;, 3H), 1.15-1.23 (m, CH,, 22H), 1.48-
1.52 (m, CH», 2H), 1.94-2.09 (m, CH, 3H), 2.23-2.27 (m, CH, 3H), 2.87-2.91 (m, CH,, 4H), 3.09-
3.13 (m, CH,, 4H), 3.59-3.68 (m, OCH,, 6H), 3.86-4.09 (m, OCH,, 6H), 4.06-4.10 (m, CH,, 2H),
4.68-4.72 (m, CH, 3H), 5.76-5.80 (m, ArCH,0, 2H), 5.96-6.19 (m, CH,, 4H), 6.14 (m, AtH, 2H),

7.34-7.53 (m, ArH, 6H), 7.86-7.96 (m, ArH, 3H). 3C NMR (d-DMSO, 100 MHz): 165.74,



165.72, 155.35, 155.28, 141.39, 141.28, 94.84, 94.66, 86.66, 85.25, 85.16, 84.89, 75.20, 75.16,
74.52, 64.64, 61.86, 31.73, 30.85, 30.80, 29.51, 29.43, 29.27, 26.86, 25.86, 22.53. High
Resolution MS calcd for C41H75sN,019P3, 1132.4484; found 1104.3773(M-3NH;+H").Yield 91%.

Compound 24

'"H-NMR (d®-DMSO. 400 MHz): 6 = 0.83-0.87 (t, CH;, 3H), 1.15-1.23 (m, CH,, 26H), 1.48-1.52
(m, CH,, 2H), 1.95-2.13 (m, CH, 3H), 2.22-2.31 (m, CH, 3H), 2.84-2.88 (m, CH,, 4H), 3.09-3.13
(m, CH,, 4H), 3.66-3.70 (m, OCH,, 6H), 3.87-3.99 (m, OCH,, 6H), 4.06-4.10 (m, CH,, 2H), 4.68-
4.71 (m, CH, 3H), 5.73-5.75 (m, ArCH,0, 2H), 5.96-6.18 (m, CH,, 4H), 6.14 (m, ArH, 2H), 7.34-
7.53 (m, ArH, 6H), 7.86-7.96 (m, ArH, 3H). 3C NMR (d°®-DMSO, 100 MHz): 166.08, 155.75,
145.15, 95.33, 95.09, 94.62, 85.18, 79.71, 75.20, 74.97, 74.55, 64.92, 64.62, 64.55, 31.82, 30.98,
29.61, 29.57, 29.44, 29.23, 26.96, 26.03, 22.63, 15.94, 14.50. High Resolution MS calcd for
C43H79N,019P3, 1160.4797; found 1108.7005 (M-NH,"-2NH3), 1111.1070 (M-3NH;3+2H").Yield
85%.
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w103 |+ES| Scan [1.017 min) Frag=150.00 0929-zampledl.d Subtract [2]
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Compound 13

w102 [-ES] Scan [0.445 min) Frag=150.00 2014-0423-sampleB.d Subtract (3]
L 446.2050
0.9

0.8
0.7
0.6
0.5
0.4
0.3
0.2
014

| L
340 360 380 400 420 440 4E0 430 500 520 540 560 590 GUO G20 G40 B60 G20 700 720 740 FEO 780
Countz [%] ws. Maszs-to-Charge [mdz)



Compound 14

¥102 [-ES| Scan (0446 min) Frag=150.0v 2014-0423-zample3-1.d  Subtract (2]
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Compound 15

w102 |-ES] Scan [0.418 min] Frag=150.00 2014-0429-zample3-1.d  Subtract (2]
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Compound 16

#1017 [-ES| Scan [0.368 min) Frag=150.0% 2014-0429-zample12.d  Subtract (2]
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Compound 17



+ESI Scan [0.938 min] Frag=100.00 51.d Subbract [2]
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Compound 18

#103
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+ES| Scan [1.024 min) Frag=150.00 0329-zample82.d Subtract [2)
TEG. 3068

0

G40 BEO BBO VOO Y20 V40 VRO FE0 800 820 840 8RO 880 900 920 940 90 980
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Compound 19

w104

+ES| Scan [0.730 min] Frag=135.00 151023-95.d Subtract [B]
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Counts ve. Mass-to-Charge [m/z)

Compound 20

#1011
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+ESI| Sczan [0.842 min] Frag=175.0% 151023-98.d Subtract [4)
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Compound 21

x10 4 |+ESI Scan (rt: 0.085-0.450 min, 23 scans) Frag=250.0V C10C3 02.d Subtract
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Compound 22
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x10 4 |+ESI Scan (rt: 0.091-0.324 min, 15 scans) Frag=250.0V C12C3 01.d Subtract
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Compound 23
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x10 5 |+ESI Scan (rt: 0.078-0.526 min, 28 scans) Frag=250.0V C14C3 01.d Subtract
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Compound 24
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+ES| Scan [0.917 min] Frag=h5.00 151023-99.d Subtract [2]
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