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Figure S1  RP-HPLC analysis of dimer 6aa

Channel A Results

Name Time Area Area %
13,02 16352 0,41
13,37 3938752 99,59
Totals :
3955104 100,00

Conc (mg/L)
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Linear gradient of MeCN in in 0.1 M ammonium acetate in H20 (pH 7.0) from 5% to 95% over
20 min at a flow rate of 0.8 mL/min with detection at 288 nm.



Figure S2 RP-HPLC analysis of dimer 6bb.

Channel A Results

Name Time Area Area % Conc (mg/L)
12,01 17289 0,58 0,000
13,14 12082 0,41 0,000
13,41 2937685 98,66 0,000
14,04 10401 0,35 0,000
Totals :
2977457 100,00 0,000

c:\class-vp\chrom\walten\dimeri~1\13-02-~1\bb65_45 -- Channel A
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Minutes

Linear gradient of MeCN in in 0.1 M ammonium acetate in H20 (pH 7.0) from 5% to 95% over
20 min at a flow rate of 0.8 mL/min with detection at 288 nm.



Figure S3 RP-HPLC analysis of dimer 6ab.

Channel A Results

Name Time Area Area % Conc (mg/L)
13,10 20922 0,80 0,000
13,48 2594441 99,20 0,000
Totals :
2615363 100,00 0,000

c:\class-vp\chrom\walter\dimeri~1\13-02-~1\ab103_1 -- Channel A
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Linear gradient of MeCN in in 0.1 M ammonium acetate in H20 (pH 7.0) from 5% to 95% over
20 min at a flow rate of 0.8 mL/min with detection at 288 nm.



Figure S4'H NMR spectrum of 3,5,7,4"-tetra-O-isobutyryl-silybinB 2a (400 MHz, CDClz)
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Figure S5 '3C NMR spectrum of 3,5,7,4"-tetra-O-isobutyryl-silybinB 2a (100 MHz, CDClz)
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Figure S6 'H NMR spectrum of 3,5,7,4"-tetra-O-isobutyryl-silybinB 2b (400 MHz, CDCls)
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Figure S73C NMR spectrum of 3,5,7,4"-tetra-O-isobutyryl-silybinB 2b (100 MHz, CDCIs)
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Figure S8 *H NMR spectrum of phosphoramidite derivative 4a (400 MHz, CDClz)
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Figure S9 3C NMR spectrum of phosphoramidite derivative 4a (100 MHz, CDCls)
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Figure S10 3P NMR spectrum of phosphoramidite derivative 4a (168 MHz, CDCls)
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Figure S11'H NMR spectrum of phosphoramidite derivative 4b (400 MHz, CDCIs)
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Figure S1213C NMR spectrum of phosphoramidite derivative 4b (400 MHz, CDClz)
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Figure S13 3P NMR spectrum of phosphoramidite derivative 4b (168 MHz, CDCls)
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Figure S14 'H NMR spectrum of full protected dimer 5aa (400 MHz, CDClz)
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Figure S1513C NMR spectrum of full protected dimer 5aa (100 MHz, CDClIz)
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Figure S16 3P NMR spectrum of full protected dimer 5aa (168 MHz, CDCls)
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Figure S17 'H NMR spectrum of full protected dimer 5bb (400 MHz, CDCls)
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Figure S1813C NMR spectrum of full protected dimer 5bb (125 MHz, CDClz)
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Figure S19 3P NMR spectrum of full protected dimer 5bb (168 MHz, CDCls)
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Figure S20 'H NMR spectrum of full protected dimer 5ab (400 MHz, CDCls)
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Figure S21 13C NMR spectrum of full protected dimer 5ab (100 MHz, CDCIs)
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Figure S22 3P NMR spectrum of full protected dimer 5ab (168 MHz, CDClz)
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Figure S23 'H NMR spectrum of dimer 6aa (400 MHz, DMSO-ds)
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Figure S24 13C NMR ATP spectrum of dimer 6aa (100 MHz, DMSO-ds)
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Figure S25 3P NMR spectrum of dimer 6aa (168 MHz, DMSO-de)
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Figure S26 'H NMR spectrum of dimer 6bb (400 MHz, DMSO-ds)

g05¢—

5888 —

SriE—0

8185
GE8s —_
LEE'S

y

OH

—
/ OH
HO O

HO

o
4

N\
HO

OCHj4

O'Na*

o—F0
o

/
o]

g

HO ;;
o

O

H,CO

OH

6bb

e

|
15 1.0 0.5 ppm

20

30

40

7.0 6.5 6.0

7.5

—_
1
—_

[}
"
-+

o1

.

-W

1

g

F

o
=
_j

E

T



Figure S27 13C NMR ATP spectrum of dimer 6bb (100 MHz, DMSO-ds)
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Figure S28 3P NMR spectrum of dimer 6bb (168 MHz, DMSO-ds)
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Figure S29 'H NMR spectrum of dimer 6ab (400 MHz, CD3OD)
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Figure S30 13C NMR spectrum of dimer 6ab (100 MHz, CD3OD)
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Figure S31 3P NMR spectrum of dimer 6ab (168 MHz, CDsOD)
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