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1. General

'H and **C NMR spectra were recorded on JEOL ECA-600P (*H 600 MHz, *C 150 MHz). Chemical shifts
are reported using the methine signal of CHCl; at & 7.26 ("H NMR) and & 77.0 (*3C NMR) as internal standards.
MALDI-TOF mass spectra were recorded on Bruker ultraflex 111 spectrometer. Analytical and Preparative gel
permeation chromatography were performed on Shodex GPC-101 (an eluent: THF) and Japan Analytical Industry
LC-918 (an eluent: CHCI3) respectively. SEC-MALLS measurements were performed on SEC (Jasco PU-980
precision pump and RI-930 refractive index detector) coupled with a Dwan E instrument (Wyatt Technology;
Ga-As laser, A = 690 nm, an eluent: DMF containing 10 mM LiBr). Unless otherwise noted, all materials were
obtained from commercial suppliers and used without further purification. Dichloromethane was washed with
water, distilled from P,0s, redistilled from dried K,CO3; to remove a trace amount of acid, and stored over
molecular sieves 4A. Supporting electrolyte BusNB(Ce¢Fs); was prepared from commercially available
NaB(Cq¢Fs)4 according to the reported procedure [1].

2. Synthesis of dendrimer with peripheral bromo groups 4

H S|Me3
Br: Br Br-
NS easVene
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H SiMe;
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Compound 2 was prepared according to the procedure reported in the literature [2]. To a solution of
4,4-dibromobenzhydrol 1 (0.976 g, 2.85 mmol) in dichloromethane (7 mL) was added thionyl chloride (2.0 mL, ca.
28 mmol) dropwise at 0 °C, and the mixture was stirred at room temperature for overnight. The solvent was
removed under reduced pressure, and the residue was extracted with ethyl acetate. The organic layer was washed
with brine and dried on anhydrous MgSQO,. The solvent was removed under reduced pressure to afford the desired
product 2 (0.989 g, quant), which was used for the next step without further purification.

Compound 2 (0.90 g, 2.5 mmol), trimethylsilyldiphenylmethane 3 [3] (0.22 g, 0.91 mmol) were dissolved in
BF; « OEt, (2.19 g, 15.4 mmol). After stirring for 24 h at 65 °C, the reaction was treated with iced water and
extracted with AcOEt and dried over MgSO,. After evaporation of the solvent, the crude product was purified
with flash chromatography followed by reprecipitation from hexane to obtain 4 (689 mg, 86%). 'H NMR (400
MHz, CDCl3) 6 7.39 (d, J = 8.4 Hz, 8 H), 7.14 (d, J = 8.0 Hz, 4 H), 6.91-6.95 (m, 12 H), 5.38 (s, 2 H), 3.45 (s, 1
H), -0.01 (s, 9 H). **C NMR (150 MHz, CDCl,) & 142.57, 147.56, 141.2, 139.3, 131.5, 131.0, 129.1, 128.7, 120.4,
55.2, 45.3, -1.8. HRMS (FAB) m/z calcd for C4,H3Br,SiAg*: 990.8371, found 990.8340.

3. Hartwig—Buchwald amination to prepare the 2nd generation dendrimer 5
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In a Schlenk flask, a mixture of Pd[P(‘Bu)s], (0.06 mmol, 30 mg), Cs,CO; (7.2 mmol, 2.34 g),
bis(4-methoxyphenyl)amine (4.8 mmol, 1.10 g), and 4 (0.8 mmol, 716 mg) in toluene (10 mL) was stirred reflux
for 59 h producing a heterogeneous mixture. The reaction mixture was treated with water and extracted with
CHCI; and dried over MgSQO,. After evaporation of the solvent, the crude product was purified with GPC to obtain
5 (913 mg, 77%)."H NMR (400 MHz, CDCls) & 7.13 (d, J = 7.2 Hz, 4 H), 7.00-7.04 (m, 20 H), 6.89 (d, J = 8.4 Hz,
8 H), 6.83 (d, J=8.8 Hz, 8 H), 6.80 (d, J = 8.4 Hz, 16 H), 5.29 (s, 2 H), 3.77 (s, 24 H), 3.44 (s, 1 H), -0.01 (s, 9 H).
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3¢ NMR (CDCls, 150 MHz) & 155.5, 146.6, 141.2, 141.0, 140.5, 136.7, 129.8, 129.1, 128.3, 126.4, 126.3, 120.51,
120.47, 114.6, 114.5, 55.4, 55.0, 45.2, -1.7. HRMS (MALDI) m/z calcd for CggHgsN4Si [M+H]": 1353.7086.
found: 1353.7066.

4. NMR Analysis of dendritic diarylcarbenium ion 6
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Dendritic cation 6 was prepared according to our previously reported procedure [4]. The anodic oxidation of 4
was carried out in an H-type divided cell (4G glass filter) equipped with a carbon felt anode (Nippon Carbon
GF-20-P21E, ca. 160 mg, dried at 250 ‘C/1 mmHg for 2.5 h before use) and a platinum plate cathode (10 mm x 10
mm). In the anodic chamber were placed 4 (178 mg, 0.5 mmol) and 0.3 M BusNBF4/CD,Cl, (5.0 mL). In the
cathodic chamber were placed trifluoromethanesulfonic acid (70 uL, 0. 80 mmol) and 0.3 M BusNBF,/CD,Cl, (5.0
mL). The constant current electrolysis (5.0 mA) was carried out at -78 "'C with magnetic stirring. After 2.5 F/mol
of electricity was consumed, the reaction mixture of the anodic chamber was transferred to a 5 mm ¢ NMR tube
with a septum cap under Ar atmosphere at -78 'C. The NMR measurement was carried out at -80 'C. Chemical
shifts are reported using the methylene signal of CH,Cl, at & 5.32 (*H NMR) and & 53.8 (**C NMR) as internal
standards. Selected peaks for dendritic diarylcarbenium ion 6; *H NMR (600 MHz, CD,Cl,) & 9.93 (s, 1 H), 8.40
(d, J=8.2Hz,2H),8.36 (d,J=83Hz,2H),7.63(d,J=8.2Hz,2H), 750 (d, J =8.2Hz, 2 H), 7.45 - 6.93 (m,
16 H), 5.76 (s, 2 H). *C NMR (150 MHz, CD,Cl,) & 194.8 (cationic carbon), 165.7, 147.5, 140.3, 138.8, 135.3,
133.2, 132.3, 131.6, 130.9, 121.1, 55.9. The NMR data indicate that the rotation around the cationic
carbon-aromatic carbon bond is restricted at -80 °C.

5. Typical procedure for the synthesis of dendronized polystyrenes with peripheral bromo
groups 8
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8a

Dendronized polystyrenes 8a and 8b were prepared according our previously reported procedure [4]. the
anodic oxidation was carried out in an H-type divided cell (4G glass filter) equipped with a carbon felt anode
(Nippon Carbon GF-20-P21E, dried at 250 "C/1 mmHg for 2.5 h before use) and a platinum plate cathode (20 mm
x 20 mm). In the anodic chamber were placed 4 (352 mg, 0.40 mmol) and 0.3 M BusNBF4/CH,Cl, (9.0 mL). In
the cathodic chamber were placed trifluoromethanesulfonic acid (100 plL, ca 1.1 mmol) and 0.3 M
BusNBF4/CH.Cl, (9.0 mL). The constant current electrolysis (9.0 mA) was carried out at -78 'C with magnetic
stirring until 2.5 F/mol of electricity was consumed. Polystyrene (7a) (20 mg, Mn = 1580, Mw = 1660, PDI =
1.05) was added to the anodic chamber at -78 "C, and the mixture was stirred for 1.5 h at 0 'C. Et;N (0.2 mL) was
added at 0 'C and the resulting mixture was warmed to room temperature. After stirring at room temperature for
10 min, the solvent was removed under reduced pressure, and the residue was quickly filtered through a short
column (2 x 3 cm) of silica gel to remove Bus;NBF, (hexane/AcOEt 1:1 as an eluent). The solvent was removed
from the combined filtrate under reduced pressure, and the thus-obtained crude product was purified with
preparative GPC to obtain dendronized polymer 8a (103 mg).

S3



Dendronized polystyrene 8a. *H-NMR (400 MHz, CDCls) & 7.05-7.60 (m,
Br Br aromaticH), 6.00-7.05 (m, aromaticH), 5.45-5.00 (m, methineH), 3.50-0.40
O D (m, alkylH). *C-NMR (150 MHz, CDCls) & 142.2, 140.6, 131.5, 130.9,
129.4,129.1, 127.8, 120.5, 55.7, 55.2, 40.3.
Dendronized polystyrene 8b. Generation of the cation pool of 6 from the first
Br O O O O g generation dendrimer 4 (1.78 g, 2.0 mmol) and its reaction with polystyrene
O (7b) (156 mg, Mn = 2630, PDI = 1.07) afforded dendronized polystyrene 8b
(820 mg). *H NMR (400 MHz, CDCls) & 7.40 — 7.08 (m, aromaticH), 7.07 —
/ 6.18 (m, aromaticH), 5.40-5.15 (m, methineH), 2.00 — 0.60 (m, alkylH).
" BC-NMR (150 MHz, CDCls) & 142.5, 142.3, 140.5, 131.5, 131.0, 129.5,
129.3, 129.0, 127.5, 120.5, 55.6, 55.2, 40.5.

6. Synthesis of the dendronized polystyrene equipped with peripheral triarylamines 9
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In a Schlenk flask, a mixture of Pd[P('Bu)s], (4 mg, 8 umol), Cs,CO; (311 mg, 0.96 mmol), bis(4-methoxy-
phenyl)amine (147 mg, 0.64 mmol), and dendronized polymer 8b (80 mg) in toluene (5 mL) was stirred under
reflux condition for 69 h producing a heterogeneous mixture. The reaction mixture was treated with water and
extracted with CHClI3 and dried over MgSQO,. After evaporation of the solvent, the crude product was purified with
GPC to obtain dendronized polymer 9 (112 mg). *H NMR (400 MHz, CDCl;) & 7.20 — 6.00 (m, aromaticH), 5.38
—5.00 (bs, methineH), 3.80 — 3.40 (bs, methoxyH), 2.20 — 0.50 (m, alkylH). **C-NMR (150 MHz, CDCl5) & 155.6,
155.4, 146.6, 142.1, 141.1, 140.8, 136.4, 129.7, 129.1, 128.5, 127.8, 126.5, 126.2, 120.5, 114.9, 114.5, 55.3, 55.1,
40.3.

7. Synthesis of the 2nd generation dendrimer without trimethylsilyl group 10
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The anodic oxidation was carried out in an H-type divided cell (4G glass filter) equipped with a carbon felt
anode (Nippon Carbon JF-20-P7, ca. 160 mg, dried at 300 C/1 mmHg for 3 h before use) and a platinum plate
cathode (20 mm x 10 mm). In the anodic chamber were placed a solution of 4 (895 mg, 1.0 mmol) and 0.3 M
Bu;NBF4/CH,CI, (16 mL). In the cathodic chamber were placed trifluoromethanesulfonic acid (220 uL) and 0.3
M BusNBF,/CH,Cl, (16 mL). The constant current electrolysis (40 mA) was carried out at -78 "C with magnetic
stirring until 2.5 F/mol of electricity was consumed. Then triethylsilane (581 mg, 5.0 mmol) was added to the
anodic chamber at -78 °C and the mixture was stirred for 1 h. The resulting mixture was treated with triethylamine
(0.2 ml) at -78 "C. After stirring at room temperature for 10 min, the solvent was removed under reduced pressure
and the residue was quickly filtered through a short column (2 x 3 cm) of silica gel to remove Bus;NBF, by using
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hexane/CHCI; = 5/1 as eluent. Removal of the solvent of the combined filtrate under reduced pressure. The crude
product was purified with preparative GPC to obtain S1 (619 mg, 76%). *H NMR (400 MHz, CDCl3) & 7.40
(d, J=8.4 Hz, 8 H), 7.09 (d, J=8.0 Hz, 4 H), 6.94-6.97 (m, 12 H), 5.40 (s, 2 H), 3.92 (s, 2 H). **C NMR (150 MHz,
CDCly) 6 142.4, 140.5, 139.3, 131.5, 131.0, 129.3, 129.1, 120.5, 55.3, 41.0. HRMS (MALDI) m/z calcd for
CaoH2sBr,Ag’: 918.7970, found: 918.7977.

In a Schlenk flask, a mixture of Pd[P('‘Bu)s], (0.02 mmol, 10 mg), Cs,CO; (1.8 mmol, 586 mg), bis(4-
methoxyphenyl)amine (1.2 mmol, 237 mg), and S1 (0.2 mmol, 163 mg) in toluene (8 mL) was stirred reflux for
77 h producing a heterogeneous mixture. The reaction mixture was treated with water and extracted with CHCI;
and dried over MgSQ,. After evaporation of the solvent, the crude product was purified with GPC to obtain 10
(178 mg, 63%)."H NMR (400 MHz, CDCls) & 7.00-7.08 (m, 24 H), 6.90 (d, J=8.4 Hz, 8 H), 6.78-6.84 (m, 24 H),
5.31 (s, 2 H), 3.91 (s, 2 H),3.77 (s, 24 H). **C NMR (CDCl;, 150 MHz) § 155.5, 146.7, 142.3, 141.2, 138.7, 136.5,
129.7,129.3, 128.7, 126.3, 120.5, 114.5, 55.4, 55.1, 41.1. HRMS (MALDI) m/z calcd for CgsHgqN4Og : 1408.6284.
found: 1408.6214.
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9. 'H NMR and **C NMR spectra

'H NMR (400 MHz)

@
003

H SiMes

4

AT CL L

1.315
1.536

A
N
—

3

[ T T - - - T T
[} 7 3 5 4 3 2 1 4] Ppm
e —_— e ——
2 3397 3.06
12.1% 5.70 24.18
13
C NMR (100 MHz)
& Br Br
| clENe
g
SOAGYSAGH
H SiMe,
4
2
]
ii%%
5% g
‘ o - JU i,
iy i MR o o ,
1490 120 100 B8O 60 40 20 . L]

S6



'H NMR (600 MHz)
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'H NMR (600 MHz)

NM-3-23-1H~1~3,jdf - PROCESSING PARAMETERE =wnn
le-polee Sen i 0e38a) | Gbim
sexp : D. z] & 0.0[a
* trapazoid3 : 0[%] : 80[%) : 200[%)
= zorofill : L .
ezghh;p‘.i TRUE : TRUE
ma ase
PRm
§ Derived from: NM-3-23-1H-1-1.jdf
o 9
zii:n-m = l;lliﬁ-ﬂ-ln-l-z.jdf
uthor = delta
+ Experiment = single_pulse.ex2
Br Br la_id = Kb-3-2
Solvent = METHYLENE-CHLORI
H ion tima = 15+53:38
Revision time = 15-JAN-2011 10:36:45
Current_Ttima = 15-JAN-2011 10:37:55
= single pulsa
= 1D mﬁn
= 13107
x = 1K
5 L_tmits = lppml
g Dimansions 'E
Bite = ECA600
Bpactromatar = JNM-ECA600
Pield mtrength = 14.05636928[T] {6000x
xunnq__gu:nh on = 1,4548952 (8]
X domain = IK
:"!::q . = s?o.uz:ocs [Miz]
(_offsal = 5lpp
:_pa!.nl:l = 16384
g Cprescans =1
X resolution ¢ = 0.88733204 [Ha]
b X_sweep = 11.26126126 [kixz]
i Irz_domain = 1
Irr_fraq = 600.1723046 [MAz]
Fiiomntn o
=
=g I:iuillq = 600.1723046 (MHz]
Tcl_offset = 5[ppnl
FE R
return =
Scans = 16
" Total_scans = 16 -
] X_90_width = 17.5[us]
o Z_acy_time = 1.4548992(s)
g
atn -7,
g x:pulsg‘ = a.}s [usl
Izx_mor =
= § Trl_mode = Qff
H o Dante_prasat = PALSE
K] o = Initial wait = 1[8]
-] Racvr_gain = 30
o a Relaxation dalay = 10(a]
— ; ition time = 11,4548992(s)
0 2.0 Temp_get = -80(dC)
! | AN
wen o=
388 g EEEE
=3 A o
=
X 2 parts per Million : 1H
“C NMR (150 MHz)
—NM-%:!—I&CAﬂdf ---- PROCESSING PARAMETERS --——
 _{single pulse decoupled gated NOE -_balance : 0 : T
- seXp : 2.0(Hz] : 0.0[s]
:xup;:ﬁdz + 0%) & GOL%] : 100(%]
20r0! v
- ih.hi 1 TRUE : TRUE
Ky Br Br machinaphase
Derived from: NM-3-23-13C-1-1.3jdf
E
= O O + O O *ilename = NE-3-23-13C-1-5.3dE
Br Br Author = delta
Experiment single_pulse_dec
<=3 H sample_id NM=3-2
= Solvent = METAYLENE-CHLORT
Creation_time = 19-JAN-2011 22:09:30
6 Revigion time = 10-MAR-2012 13:32:37
- Current_Eime = 10-MAR-2012 12:22:39
< Content = single pulse decoupls
Data_format = 1D COMPLEX
Dim_size = 26214
o] Dim title = 13C
=1 Dim_vnies = [ppm]
Dimensions =
= ECAS00
- £pectrometer = JNM-ECAS00
e Field strength = 14.05636%28(T) (600(H
xiacq‘gu:at an = 0572351144 ts]
X_domain - 13C
o X_freq 150. 91343035 [KHz]
= & t 110 [ppm)
X points 32768
X prescans 4
X_resolution , = 1.3821366%[Hz]
a4 Xeveen 45.28985507 [k¥z]
17r_domain 1E
Irr_freg = 600.1723046 [MHz]
; Ezie g
=3 ¥od_return =1
Scaz = 9434
Total_scans = 8434
a4 X_90_wideh = 10.5ua]
X acqrbim = 0.72351744 [s] -
ngle = 30[deg]
9 A z 3R
E 28 = -5 [us
< :r.?g_ae.n_dlc = 21.3[dB)
Irr_atn_nce = 21.21dB)
& Irr ooise = WALTZ
§ = Decoupling = TRUE
RS Initial _wait < sl
. = TRUE
2 Fos_time = 28]
" | RecVr_gain = 60
= JL Relaxation_delay = 2lal
Repatition_time = 2.72351744[s
itien tis )]
T T T Temp_get = -g0[de]

T T T T T
mu.rmm 180.0 170.0|160.0 ISD.W

194.7580

X : parts per Million : 13C

3 Z3oaeR3Es

29818
4914 ]
05830 —




HMQC

JNM=3-23-1H-1-2 jdf
%

abundance

02
1

A

+

NM-3-23-HMQC-1-2,§df
gradient enhanced HMQC with X-decoupling

600 50.0/0

Br Br

'ml.n

parts per Million : 13C
180:0 11?.0 16?.0 lSl_MD !41(‘!.. IJ(ILO mlm 119.0 [0?.0 9q.0 80.0

150.0
It

Y
9

:90.0

& |—

1

3

T T
100 9.0

X : parts per Million ; 1H

7.0

Creation time
Revision time
Current time

Content

rield_strength
X_acqg_duration
X_domain

X_prescans
!:guacluticm

X_aweep
¥ _domain
Y freq

Y offret
Y points

_preacans
Y resolution

Tri offmat
<lipped
Mod raturn
Scans
Total_scang
X_acq_time
x_utg

X pulse
Yﬂuq_e!.m
¥ atn

¥ _pulsa
IEE_ntn_dnu
Izr nolse
Tzri_moda
Dante_preaat
Tecoupling

@rad_3_amp
Grad_racover
Grad selection
Grad_ghapa
InitTal_wait
T_conatant
Recvz_gain
Rafocus_comp
Relaxation delay
Repstition_tima
1

Templ
Temp_gat

=
-

narama

amoumzomNmwANAENE
"

NK-3-23-HMQC-1-2.jdE
delta

c_pfg.ex2
s iy
METHYLENE-CELORI
19-JAN-2011 14147353
10-MAR-2012 12:24:56
10-MAR-2012 1.2:28:54

gradient enhanced HMQ
2D REAL REAL

ECA600
TNM-ECAS 00

14.09636924 [T]
68.15744 [ms]

(600[H

14.67191256 [Hz)
15.02403846 [kHz]

130
150.91343039 [¥Hz)
110 [ppm]

56
141,5307971 [Hz]
36.23188406 [kAz]
1B
600.1723046 [MAz]
5 [ppm]

FALSE

)

1024

68.15744 [ms]
)

1[ma]
30.18108552 [%]
0.1[zs)

13C = 1.98811.98
SINE
1[s])

140[8z]
2.57142857 [ms]
1.56815744 [s}

.988
=-80[ac]

S9




'H NMR (600 MHz)
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Recvx_gain = 46
Relaxation delay = 5[s]
Repetition tima = £.4549932[a)
Tenp_gat = 21.1[d€]

3C NMR (150 MHz)

TMO-2-1-13C
single pulse leec:ﬁl:d gated NOE
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==== PROCESSING PARAMEIERS —=--

sexp : 2.0{Bz] : 0.0[s)
trapezoids : O[%] : 80[%) : 1001%]
zoxofill 1 1

££c ; 1 ; TRUE ; TRUE

muabinenhuse
ppm

Derived from: TMO-2-1-13C-1,jdf

L

Z
g

X : parts per Million : 13C

140.5764
131.4804
130.9442
129.4314
129.0580
127.5739
120.4790

Filename

= THO~Z=1-13C-5.3dE
Author = delta
Experimsnt = single_pulse_dsc
sample_id = THQ-2-1 -
Solvent =
Creation_time = 9-MAR-2012 11:50:18
Revinion time = 9-MAR-2012 11:54:55
Curreat_time = $-MAR-2012 11:54:56
Content = single pulse deccuple
Data_format = 1D COMPLEX
Dim_mize = 26214
Dim_title = 23C
Dim_unite = [ppml
Dimenaions =X
Bite = ECA600
Spactrometer = JNM-ECAS00
Field strength = 14,08636928(T] (600(M
X acq duration = 0.§3206016 (sl
X_domain =
x_freq = 150.91343039 [MHz)
X_offaet = 100 [ppm]
X_points = 32768
X_prescans -4
X_resolution / = 1.44456109(Hz]
X_aweap = 47.34848485 (kHz]
ITr = 18
Ixr_f£req = §00.17230486 [MHz]
Irr_offsat = 5(ppml]
Clippad = TRUE
Mod_raturn e 1
Seang = 19003
Total_scans = 13003
X 950 width = 10,5 [us]
X_: time = 0,69206014 [s]
_angle = 30 [deg]
X_atn = 8[ds
X pulse = 3.5[usl
IFr_atn_dec = 21,434[dB]
Irr_atn_noe = 21,434 (dB]
Iz noide = WALTZ
De ing = TRUE
Initial_wait = (8]
8 = TRUE
Noa_time = 2[s8]
Recvr_gain = 60
Relaxation_delay = 2[al
Repetition_time = 2.69206016(s)
Temp_gst = 21.8[dC]
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3C NMR (150 MH
2)
2 |NM-5-54-13C-4jar ~-—~ PROCESSING PARAMETERS ww-w

single pulse decoupled gated NOE dc_balance : 0 : FALSE
me¥p : 2.0(8z] : 0.0[s]
trapezoldd : 0[%] 1 BO[4] : 10014
z .

Br Br !i::; 11 TRUS 1 TRUE

machinepbase

ppm
O O Derived from: NM-5-54-13C-1.3df
=
Br O O O O Br Fllename

Creaation time
Revialon_time

Current_time
1 Content

m-5-54-13C-5. 4E
Singie_pules_d
alngle ce_dec
ms-s-sTw
CHLORCPORM-D
8-MAR-2012 05:08:59
8-MAR-2012 11:13:1&
8-MAR-2012 11:13:15

£
L
]

= single pulse decouple
= n = 1D COMFLEX
= 26214
8b = 13C
= [ppm]
=X
= ECAG00
Spectrometer = JNM-ECA600
Fleld_strength = 14.09536928[T]1 (600([M
X_acq_duration = 0.69206016(s]
X_domain = 13C
X_Ereg = 150.91343039 [MEz]
e X cifset = 100 [ppm)
e X_pointa = 32768
¥_prascana =%
X_resclution 1= 1.44496105[E=z]
X_awaap = 47.348408485 [kHz)]
Izr domain = 1E
Irr_freq = 600.1723046 [HEZ]
Irr_offaet = 5[ppm]
Clipped = TRUE
Mod_zetum =1
Se = 20000
Tatal scans = 20000

== X_90_width = 10.5[usl
X_acqg_tima = 0.69206016 (s}
. X_angle = 30[deg)
X_atn = 8[dB)
X pulse = 3.5([ua]
Irxr_atn_dec = 21.494[dB)
Irr"atn nce = 21.494 (48]
. Irr_nolise = WALTZ
g Dacoupling = TRUE
3 Initial wait = 1lal
H Kos = TRUE
2 Noa_tima = 21al
[ J J Recvr_gain -
= i ) . Jowsmsf Reloxation_deley =
Repotition_time =

28]
2.69206016(s)
21,5(de]
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'H NMR (400 MHz)
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3C NMR (150 MH
2)
NM-5-58~13C~d jdf i inacss::n:u P:::ﬁms —_——
alance H

: 2.0[Ez] : 0.0(n]
trapeszoidl : O[%) : BO(%] : 100(%]
OWe MeQ. zerofill : 1
OMe ££t : 1 1 TRUE : TRUE
machinephase

MeQ D
N N rpm
kR Derived from: MM-5-58-13C-1.3jdf

MeO O O O O Ohe
Filename = NM-5-58-13C-4.3df
N N dslta

Author =
Experiment = single ipnlce_deu
Sample_id = NM-5_5]

/ Solvent

single pulse decoupled gated NOE

= ROFORM-D
Creation_time = 14-MAR-2012 12:31:54
Revision_time = 14-MAR-2012 12;37:06

2 Otve Gnle Curzent_Eime = 14-KAR-2012 12:37:51
9 Content = single pulse decouple
Data_format = 1D COMPLEK
Dim size = 26214
Dim_title = 13¢
Dim_units = [(ppm]
D. ions =X
Sita = ECA600
Bpectrometer = JHM-ECAG00
Piald_strangth = 14.09636928 171 (600[H
X_scq_duration = 0.63206016([e]
o . in = 13¢
g X fraq = 150.9134303§ [MHz]
X oEEnat = 100 [ppm)
¥ points = 32768
rascans =4
X_reaolution s = 1,44496109 [Hz]
X_aweep = 47.34848465 [kaz)
ITr_domain = 1H
Irr_freq = 600,1723046 [MHz]
Irx offaat = 5 (ppm]
Clipped = TRUE
Mod_xeturn = 1
cans = 20000
Total_scans = 20000
-
< %_30_wideh = 10.5[us]
X_acq_time = 0.63208016 (8]
X angTa = 30(dag)
X_atn = B[dn]
X pulas = 3.5[us]
Ifr_atn_dsc = 21.494 [dB]
Irz_atn_noa = 21.494 [dB]
Irr noiza = WALTZ
E Decoupling = TRUE
< Initial_wait = 1(8]
g 4 Hoe = TRUE
E] t Noe_time = 2(s]
RecVe_gain = 60
@ " J L, o L 4 | Relaxation delay = 2(si
Repstition_time = ;.E;t:ﬁgkﬁ[ll
T T T T T T T T T T T T Terp_get. - 21,5 tam
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'H NMR (400 MHz)
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3C NMR (150 MHz)

PN AN
{
NM-5-62-GPC-2-34dE . N ~--- PROCESSING PARAMETERS n-n=
oy Jsingle pulse decoupled gated NOE do_balance : ¢ ; FALSE
= seXp 1 2.0(Hz] 3 0.01s8]
trapezold3 : D[R] = B0I%] : 100[%)
zarofill : 1
E’ t 1+ 1 + TRUE : TRUE
machinephase
- ppm
- OMe MeO, Dezived Exom: NM-5-62-GPC-2-1, jdf
MeO.
] @ oMe
- N
1 ¢ &)
Filoname = NM-5-62-GPC-2-3.3df
Author = delta
hE O Experiment = gingle pulsa_dac
MeQ O gample_id = NM-5-62
OMe Solvent = CHLOROFORM-D
e N mitinn_tim = 1B-JAN-2012 0B:14:35
= Revision_time = 1B-JAN-2012 13:56:44
10 mrren:_aimq = 1lB=JAM-2012 13:56:53
A content = single pulse decoupla
. Data_format = 1D COMPLEX
- OMe MeO Dim_size = 26214
=] Dim titls = 13C
Dim unite = [ppm]
- Dimeneicns e X
24 site = ECA600
Spectrometex = JNM-ECAS00
24 Fleld_strength = 14.09636528[1] (5000
X_scq_duration = 0.5767168 (sl
X_domain = 13c
w] "freg = 150.91343039 [MHz]
& X_offeet = 100 [ppm]
X points = 32768
= X_prescana =
&7 Cresolution  ss 1.7339533(uz)
X aweep = 56.81818162 [kaz]
Izz_domain = 1im
=4 rr_Ereq = €00.172304 [MHZ]
Irr offaet = 5[ppm]
Clipped = :
] Mod_raturn -
< Scans = 20000
Total_scens = 20000
3 x_90_width = 10.5(us]
X acqg_time = 0,5767168(a]
o X angTe = 30[dag]
<7 X_atm = 8[dB)
X pulso = 3.5[ua]
Irr_atn_dec = 21,494 [dB]
Trr_atn_noe = 21.494 [dB]
Irc noime = WALTZ
Dacoupling = TRUE
Initial_wait = 1la]
a Noe = TRUE
E] Noe_time = 20s]
i Reavr_gain = 60
Relaxation delay = 2[s]
. - . . . . : . . , . | Repatition_eins - 2,5767165 1s]
“ | 100 1000 900 EMA\ 00 608 )\ 500 4||w 300 200 100 g | Temeae 24
® e o= IS [ )
5 EGEEE EERR Y B g5s # K
" S ddue ododed & 39 BEE wd E
% % TEhA SRES 8 3
X : parts per Million : 13C
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'H NMR (400 MHz)
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C NMR (150 MHz)
4 PN
JNM-5-39-GPC-13C-3.jd0 p—y p ~—-- PROGESSING PARAMETERE ~---
single pulse decoupled gated NOE dc_balance : 0 & PALSE
seXp : 2.008z] : 0.0[a]
<3 trapezoidd ¢ D(%] : 80(%] : 100(%]
zarofill : 1
£Et : 1 : TRUE : TRUE
machinephase
Br Br Ppm
i l Darived from: NM-5-35-GPC-13C-1.jdE
O O O O Pilename = NM-5-39-GPC=13C=3.jdf
Br it Br author . 3
HH Experi t = single_pulsa_dec
Sample_id = KM-5-
Solvent = CHALOROFPORM-D
Sl Creation_time = 6~DEC-2011 20:36:11
Revision_tima = &-DEC-2011 20:53:59
o Current_time = 6-DEC-2011 20:55:
=
Content = singla pulsa decouple
Data_format = 1D COMPLEX
= 16214
= 13¢
Dim units = I[ppm)
Dimansions =x
8ite = ECAG00
Pield sbrength = 14.09636928(T] (600[n
x_acq_fduratlon = 0.69206016 [a]
X in = 13¢
Z_fl:-q = 150.91343039 [MEz]
X offast = 100 {ppm}
X pointa = 32768
X _prescans =4
X_rasoluticn 4= 1.44496109 [Hz)
X_sweap 4734848485 [kiz)
- Irr_doma: =18
=y . Irr_fre = 600.1723046 [Miz]
= 5 [ppm]
= TRUE
=1
= 6711
= 6711
X_90_width = 10.5[us]
X acq time = 0.69206016 [s]
X_angle = 30 [deg)
X atn = BldB]
= 3.5[us]
= 21.494[ds]
= 21,494 (d8]
g = WALTZ
Fl g = TRUE
2 Initial wait = 1is]
= Noa = TRUE
= Noe_time = 2[s]
Recvr_gain = 60
.| Relaxation_delay = 2is]
i ;i - L i - ] ; L ; ; , i : reer| RePSELtlon tine = 2.69206016 [a)
no(» /ITK u]u.o o 1000 900 sm»/k 00 6o ‘ 500 Tm B8 w0 100 o | Temser = 2.4ldel
55 4388 § 358 51
=
=58 HERY § B E 3
X : parts per Million : 13C
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