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General Methods. Unless specified, reagents were purchased from Aldrich and were used
without further purification. THF used for solid-phase reactions was dried over sodium and
benzophenone and distilled. Wang Resin was purchased from Anaspec Incorporated (loading
capacity 0.75 meg/g, 100-200 mesh). New resin is swollen and washed in THF before usage.
Solid-phase reactions were carried out in 25 mL solid-phase reaction vessels and were agitated
by a mechanical shaker. Column chromatography was performed on silica gel (grade 60, 63-200
mesh). Size exclusion separation of the oligoester compounds was performed on a Lipophilic
Sephadex LH-20 column. All amounts for solid-phase reactions are for 200 mg of resin. Yields

for the solid-phase reactions are reported relative to their starting resin loading capacity.

S3



HO,C-Hex-OThp
LH NMR (CDCly)
300 MHz

0.0

ppm

sS4



Iogo °
@

IONO-Imx-O;_o

13C NMR (CDCly)
75 MHz

T T T T T T T T T T T T T T T T T T T T T T
NNO NHO NOO Hwo Hmo n_.qo Hmo Hmo “_.ho Hwo HNO HHO Hoo @o mo qo @O mo bo wo No Ho o U_QB

S5



o]
HO
Q
.~
\m_%
IONO-rmc-O._.WD_/\_m
1H NMR (CDCly)
500 MHz

LE _h C e ;r

T T T T T T T T T T T T T T T T
7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 2.5 2.0 15 1.0 0.5 0.0 ppm

N — [ m H [{e]

S6



HO
0]

\m_Mw
IONO-_:mc -OTBDMS

13C NMR (CDCly)

125 MHz

T T T T T T
190 180 170 160 150 140

T
130

T
120

T
110

T
100

90

80

70

60

50

40

30

20

10

ppm

S7



OTBDMS
HO,C-Ole-OTBDMS

14 NMR (CDCly)
500 MHz

-
2.00
N

S8



HO ~
OTBDMS
IONO-O_m-ij DMS
13C NMR (CDCly)
125 MHz
- oo J— ” | p P W)
T T T T T T T T T T T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S9



O OTBDMS

HO
\/\/\/\/\/
o O

IONO-OGOV-O._.w DMS
1H NMR (CDCly)
500 MHz

S10



O OTBDMS
HO
070 S e N
IONO-OA“_.OYO._.W DMS

13¢ NMR (CDCly)
125 MHz

ifi

T
220

T T T T T T T T
210 200 190 180 170 160 150 140

T
130

T
120

T
110

T
100

T
90

T
80

T T T
70 60 50

T
40

T
30

T
20

S11



HO

O

OTBDMS

0]

e U e a P aa
(0]

IOMO-OAEV-O.ﬁwUZm
1H NMR (CDCly)
500 MHz

11.63

_6.68>=

S12



O OTBDMS

HO
I N NP P N\
O (@]

HO,C-G(14)-OTBDMS

13C NMR (CDCly)

125 MHz
o o § SRS AP —— FRIVVSTUGURPIUIIIVORIN. WIS | NN — F} e
T T T T T T T T T T T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S13



HO

OTBDMS

2 N N S\ N
O @)

IONO-OEQ-O._.w DMS
14 NMR (CDCly)
500 MHz

1.00
1.87

S14



O OTBDMS

HO
\<<<</>>>
o~ O

IONO-Oﬁmv-O._.w DMS
13C NMR (CDCly)
125 MHz

T T T T T T T T T T T T T T T T T T T T T T T T
MMO NHO moo Hoo Hmo ”_.wo Hmo Hmo HAO Hwo ”_.mo HHO Hoo @O mo wo mo mo Ao wo No Ho o UEB

S15



S16

(0] (0]
%\/\/\/\O ?\(O (0]
HO ﬂ\/\/\/\/\/\/o
(@]

OH
<<<</\O
HO,C-Oct-Dod-Oct-G(10)-0OH o
1H NMR (CDCly)
500 MHz
— -
I e L L
5.0 45 4.0 35 3.0 2.5 2.0 1.5 1.0 ppm
o <t < (@] A o™ o™
o K9} (o)) ™ (40] Lo o
— © ™ © 0 % %)



(@] @]
go go O
O

OH
S0
o)
IONO-OOH-DOO_-OoH-Oﬁov-OI
13C NMR (CDCly)
125 MHz
Hmo Hwo “:_wo Hwo “_.N__o Hmo Hmo L.o Hm_uo o_o m_o w_o m_o w_o A_o w_o m_e H_o UwB

S17



%ﬁ\/\/\(oé oLoﬁ\/\/?o o]

HO
OH
<<<<<</\O
o]
IONO-OQ-DOQ-OQ-OE&-OI
14 NMR (CDCly)
500 MHz
| )
&m N_o m_m m_o m_m m_o b“m \mo w_w w_o m“m M“o Hnm H“o o“m UUB_

S18



o) o)
o] OH
<<</>\</\O
HO,C-Oct-Dod-Oct-G(14)-OH ©
13C NMR (CDCly)
125 MHz

OUSRPH, FFPRRSOP

S19

T T T T T T T T T T T T T T T T T T
NNO N“_.o Noo “_.wo Hmo “_.No “_.mo Hmo “_.ho Hwo Hmo HHO Hoo wo mo ﬂo mo mo bo



O @)
g\(o go O
o)

DN P e GV

OH

HO,C-Oct-Dod-Oct-G(16)-OH ©
1H NMR (CDCly)
500 MHz
h A
w“o m_m m_o m_m m_o h._m h_o w_m w_o N_m m_o “_.“m H._o o“m ppm

S20



O O
IO?OEO?O °
5 OH
D e VB S e e
IONO-OOTDOQ-OOTOA.\_.@V-OI °
13C NMR (CDCly)

125 MHz

T T T T T T T T T T T T T T T T T T
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

S21



'e) 0]
o ¥ﬁ\<<</>\o o
@)

OH
SN N SO
IONO-OQ-OQ-DOQ-OAHNV-OI o
14 NMR (CDCly)
500 MHz
\
| :
_ 45 40 35 3.0 25 2. 05 ppm

WK

S22



O 0]
o ¥ﬁ\<</>\(o o
IO%\/\/\( /:\/\/\/\/O
'e) OH

NN S
HO,C-Oct-Oct-Dod-G(12)-OH o

13C NMR (CDCly)
125 MHz

T T T T T T T T T
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

S23



5 (@)
o go O
o EO

5 OH

!

HO,C-Dod-Oct-Oct-G(12)-0H

14 NMR (CDCly)
500 MHz

4.0 35 3.0 25 2

4.51

T T
0 15 1.0
— o
o) o
Jo_i Joﬂ J
~ ~

ﬂ

S24



O o)
?</\</\O ?\(O (@]
@)

OH

<<</\</\O
O

HO,C-Dod-Oct-Oct-G(12)-0H

13C NMR (CDCly)
125 MHz

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

S25



S26

o @]
o OH
SO
HO,C-Oct-Oct-Oct-G(12)-0OH °
1H NMR (CDCly)

500 MHz

Dl

T
4.5 4.0 35 3.0 .5 2.0

N

R AR Y ¥ ) b (i i o o oLt e il

T
.0 ppm

e

<
©
[=}



o o]
Iogoéogo o}
5 OH
S SO
IONO-OOH-OQ-OQ-O?NYOI 7
13C NMR (CDCly)

125 MHz

T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

S27



'®) O
?%\(O O
O

OH
/>\</>>\O
HO,C-Dod-Dod-Dod-G(12)-OH ©
1H NMR (CDCly)
500 MHz

. . )
N D D e e e e L I
5.5 5.0 4.5 4.0 35 3.0 2.5 2.0 1.5 1.0 0.5 ppm

1.00
7.35
4.03
5.39
12.36
58.08
3.03

S28



e} (@]
?%}O O
IO?OEO
O

OH

S29

SN O
HO,C-Dod-Dod-Dod-G(12)-OH ©

13C NMR (CDCly)
125 MHz

T T T T T T T T T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm



O @
0.0
E/\/\/\/\/\(O OLF\/\/\(
" J?</\§> on
@)

@)
SN N NN
HO,C-Dod-Dod-Oct-G(12)-0H o

1H NMR (CDCl,)

500 MHz

ppm

S30



o o
L‘ﬁ\/\/\/\/\/\o go ©
HO EO
o

<<</\</\O
HO,C-Dod-Dod-Oct-G(12)-OH °

13C NMR (CDCly)

125 MHz

OH

T T T T T T T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50

T
40

T
30

T
20

T
10

0

ppm

S31



e} O
?/?O gio o
@]

SN SO
IONO-OOTUOQ-_UOQ-OA”_.NV-OI °

1H NMR (CDCly)

500 MHz

OH

10.5

T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 2.5 2.0

1.00

S32



™
0 i ’
IO&/\/\/\(OEO?\/\/\/\(O o
I OH
/\/\/\/\/\/\O
IONO-OOTUOQ-_UOQ-OG.NYOI 7
13C NMR (CDCly)
125 MHz
— o - .

T T T T T T T T T T T T T T T T T T T T T T
Mmo NHO Noo Hmo Hmo Hﬂo Hmo Hmo Hho Hmo Hmo HHO Hoo oo mo ﬂo mo mo Ao mo Mo Ho o o



O OH
HO,C-Oct-Dod-Oct-L au-OH
14 NMR (CDCly)
500 MHz
m“m m“o m“m m“o h“m h“o w“m w“o N“m m“o H“m ho o“m o“o ppm

S34



IONO-OQ-UOQ_-OQ-_.mc-OI

13C NMR (CDCly)

125 MHz

T T T T T T T T T T T T T T T T T T T T T T
NNO MHO moo Hwo Hmo Hﬂo Hmo Hmo ”_.bo Hwo Hmo HHO Hoo oo mo wo mo mo bo wo Mo Ho o vUB

S35



O o}
\F/\/\/\/\OJK/\/\/\/\/>O§O O
o .
HO,C-Oct-Dod-Oct-Oleate
14 NMR (CDCly)
500 MHz
. . bt . ok - - 5ﬁ
ﬂ_o m_m m_o m_m m_o b“m A_o w_m w_o N_m

S36




IONO-OQ-Uog-OQ-O_mmE
13C NMR (CDCly)
125 MHz

T T T T T T T T T
180 170 160 150 140 130 120 110 100 90

80

70

60

50

40

30

20

10

ppm

S37



Ioﬁéogoqnﬂ/\éogo o

IONO-Imx-OoTImx-Oo?oﬁmv-o_._

1H NMR (CDCly)

500 MHz
|y ?
i N S— ; _.r

/>\</>>\O

[

OH

o

5.0

45 4.0 35 0

¥

1.00

T
25

LI

2.0

T

.0

|

3.07

ppm

|

S38



Ioﬁéogoﬁﬂ/\éogo ©

OH
NN N NSO
o)
IONO-Imx-OoH-Imx-OoTOQNV-OI
13C NMR (CDCly)
125 MHz
f{_
Hm_wo Hm_wo Hwo Hm_wo Hwo H\_,Fo Hwo Hmo Lo Hmo o_o m_o ﬂ_o m_o m_o \.__o w_o N_o H_o A_V UUL

S39



go
0O O

HO,C-Lau-Oct-Dod-Oct- -G(12)-OH

1H NMR (CDCly,)
500 MHz

5.5

1.00
2.62
11.16
1.10
1.86
4.06
10.75
152.78

12.48

ppm

S40



HO

o O
Ogoéopﬁ\/\/\(o ©
(@]
S0
HO,C-Lau-Oct-Dod-Oct-G(12)-0H ©

13C NMR (CDCly)

125 MHz

OH

T T T T T T T T T
180 170 160 150 140 130 120 110 100 90 80 70 60 50

40

30

20

10

ppm

S41



HO

o?oéo? 7P

)
N SN NN T
o)
IONO-O_m-OoH-Doa-Ooﬁ-oﬁmv-OI
1H NMR (CDCly)

500 MHz

OH

S42

ppm



O o
o O§O§O§O (@]
0]

HO OH
AN S0
o}
IONO-O_m-OoH-UOO_-OQ-OGNYOI
13C NMR (CDCly)
125 MHz
Hm_wo pwo Hmo Hmo Hk__o H.,_wo Hmo Lo Hm_vo o_o m_o u_o m_o m_o b_o w_o N_o H_o u_uB_

S43



S44



