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1. Materials and methods

Aldehydes and amines were obtained commercially from various chemical companies. Ammonia
borane (No. B5082-5G) was purchased from TCI Chemicals. Unless otherwise stated, all reagents
were used directly without purification. GC and GC-MS analysis were recorded on Agilent 6890N
instrument. GC conversion and yields were determined by GC-FID, HP6890 chromatograph with
FID detector, column HP 530 m x 250 mm x 0.25 um. NMR spectra are recorded using Bruker 300
Fourier, Bruker AV 300 and Bruker AV 400 spectrometers. Chemical shifts are reported in ppm
relative to the deuterated solvent. Coupling constants are expressed in Hertz (Hz). The following
abbreviations are used: s = singlet, bs = broad singlet d = doublet, t = triplet and m = multiple. The
residual solvent signals were used as references for 'H and *C NMR spectra (CDCls: 8H = 7.26 ppm,
0C =77.16 ppm).

2. General procedure for the reductive amination of amines and aldehvde

2.1. One-pot direct reductive amination reaction:

The magnetic stirring bar, amine (0.5 mmol), aldehyde (0.6 mmol) and 2 mL trifluoroethanol were
transferred to 10 mL glass tube, then, ammonia borane (0.75 mmol) was added to the tube. The
reaction mixture was stirred at room temperature under open flask condition. Upon completion of the
reaction, as revealed by TLC, the resulting mixture was concentrated in vacuo to obtain the crude
product, which was purified by silica gel flash chromatography to obtain the desired amine. Following
procedure is applied for determining the conversion and yield by GC. After completion of the reaction,
mesitylene (60 mg) as the standard was added to the reaction tube and the reaction products were
diluted with ethyl acetate followed by filtration using plug of silica. Then the filtrate containing
products were analysed by GC or GC-MS.

2.2. One-pot step wise reductive amination reaction

The magnetic stirring bar, amine (0.5 mmol), aldehyde (0.6 mmol) and 2 mL trifluoroethanol were
transferred to 10 mL glass tube. The reaction mixture was stirred for 12-16 h at room temperature
under open flask condition, then ammonia borane (0.75 mmol) was added to the reaction tube and
continued the reaction for another 8-12 h. Upon completion of the reaction, the resulting mixture was
concentrated in vacuo to obtain the crude product, which was purified by silica gel flash

chromatography to obtain the desired product.
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2.3. Methylation of anilines

The magnetic stirring bar, amine (0.5 mmol), 37 w% aqueous formaldehyde (2.0 mmol) and 2 mL
trifluoroethanol were transferred to 10 mL glass tube, then ammonia borane (1 mmol) was added to
the tube. The reaction mixture was stirred for about 24 h at room temperature under open flask
condition. Upon completion of the reaction, the resulting mixture was concentrated in vacuo to obtain
the crude product, which was purified by silica gel flash chromatography to obtain the desired product.
2.4. Reductive amination of amines and aldehydes in gram-scale.

(a) The protocol for 15, 60, 61, 63, 64: the magnetic stirring bar, amine (7.2 mmol), aldehyde (6 mmol)
and 20 mL trifluoroethanol were transferred to 50 mL flask. The reaction mixture was stirred for 16
h at room temperature under open flask condition, then ammonia borane (9.0 mmol) was added to the
reaction mixture and continue to react for another 8 h. Upon completion of the reaction, the resulting
mixture was concentrated in vacuo to obtain the crude product, which was purified by silica gel flash
chromatography to obtain the desired product.

(b) The methylation of anilines to produce 62 in gram-scale: the magnetic stirring bar, amine (6 mmol),
37 w% aqueous formaldehyde (12 mmol) and 20 mL trifluoroethanol were transferred to 50 mL flask,
then, ammonia borane (12 mmol) was added to the flask. The reaction mixture was stirred for about
24 h at room temperature under open flask condition. Upon completion of the reaction, the resulting
mixture was concentrated in vacuo to obtain the crude product, which was purified by silica gel flash

chromatography to obtain the desired product.
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3. The scope, limitations and control experiments
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Scheme S1. Control experiment to understand the mechanism. Reaction conditions: benzaldehyde

(0.6 mmol), aniline (0.5 mmol), TFE (2 mL), 25 °C, open flask. After 4 h, add ammonia borane (0.75

mmol), the product yield was determined based aniline by GC using mesitylene as a standard.
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Scheme S2. !B NMR of H3N'BH3 and the reaction mixture of benzaldehyde and aniline
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Scheme S3. Scope and limitations.
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Scheme S4. Control experiments.
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4. Characterization data of products

NMR data

Note: For some compounds intensity of -NH peak is very low and hence not properly visible in 'H-

o™

(3): 'TH NMR (300 MHz, Chloroform-d) 5 7.49 — 7.29 (m, 5H), 7.29 — 7.19 (m, 2H), 6.79 (tt, J =
7.4, 1.1 Hz, 1H), 6.74 — 6.65 (m, 2H), 4.39 (s, 2H), 4.29 — 3.97 (m, 1H). *C NMR (75 MHz,
Chloroform-d) 5 148.16, 139.48, 129.39, 128.75, 127.66, 127.36, 117.76, 113.04, 48.49.

o™

(5): '"H NMR (400 MHz, Chloroform-d) § 7.16 (t, J= 7.4 Hz, 1H), 7.13 — 7.06 (m, 4H), 7.01 (dtt, J
=7.4,123,0.7 Hz, 1H), 6.65 (tt, J= 7.4, 1.1 Hz, 1H), 6.60 — 6.53 (m, 2H), 4.21 (s, 2H), 2.27 (s, 3H).
13C NMR (101 MHz, Chloroform-d)  148.20, 139.37, 138.45, 129.39, 128.67, 128.48, 128.16,
124.77, 117.79, 113.10, 48.59, 21.56.

oy

(6): "H NMR (300 MHz, Chloroform-d) § 7.35 — 7.28 (m, 2H), 7.24 — 7.16 (m, 4H), 6.78 — 6.71 (m,
1H), 6.70 — 6.64 (m, 2H), 4.31 (s, 2H), 2.67 (q, J = 7.6 Hz, 2H), 1.26 (t, J = 7.6 Hz, 3H). 13C NMR
(75 MHz, Chloroform-d) 5 148.27, 143.47, 136.66, 129.38, 128.26, 127.78, 117.72, 113.05, 48.31,

28.66, 15.76.
'.“
H

(7): "H NMR (300 MHz, Chloroform-d) 5 7.45 — 7.30 (m, 4H), 7.21 (dd, J = 8.6, 7.4 Hz, 2H), 6.76
(t, J = 7.3 Hz, 1H), 6.70 (d, J = 8.7 Hz, 2H), 4.32 (s, 2H), 1.35 (s, 9H). *C NMR (75 MHz,
Chloroform-d) 5 147.83, 146.65, 140.22, 134.23, 128.54, 128.31, 127.12, 121.41, 108.86, 108.19,
101.00, 53.00, 31.63, 30.26, 29.83.

NMR.
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(8): "H NMR (300 MHz, Chloroform-d) 5 7.14 — 7.05 (m, 2H), 6.81 — 6.72 (m, 2H), 6.71 — 6.62 (m,
2H), 6.61 — 6.53 (m, 2H), 5.86 (s, 2H), 4.16 (s, 2H). 1*C NMR (75 MHz, Chloroform-d) § 148.04,
147.78, 146.93, 133.19, 129.41, 120.87, 118.10, 113.33, 108.44, 108.28, 101.14, 48.52.

Gy

(9): "H NMR (300 MHz, Chloroform-d) 5 8.12 — 8.04 (m, 1H), 7.94 — 7.86 (m, 1H), 7.82 (d, /= 8.3
Hz, 1H), 7.59 — 7.50 (m, 3H), 7.44 (dd, J = 8.2, 7.0 Hz, 1H), 7.25 — 7.18 (m, 2H), 6.82 — 6.69 (m,
3H), 4.76 (s, 2H). 13C NMR (75 MHz, Chloroform-d)  134.02, 131.70, 129.48, 128.91, 128.39,
126.50, 126.34, 125.99, 125.68, 123.71, 118.04, 113.19, 46.75.

5o

(10): '"H NMR (300 MHz, Chloroform-d) 5 7.26 — 7.17 (m, 2H), 6.76 (t, J= 7.3 Hz, 1H), 6.71 (d, J
= 7.4 Hz, 2H), 4.25 (s, 2H), 2.30 (s, 6H), 2.27 (s, 3H), 2.25 (s, 6H). 3C NMR (101 MHz,
Chloroform-d) § 164.15, 148.34, 134.88, 133.33, 133.06, 132.38, 129.40, 120.86, 117.48, 112.71,
43.73,17.27,17.10, 16.89, 16.51, 16.21.

(11): '"H NMR (300 MHz, Chloroform-d) § 7.41 — 7.30 (m, 2H), 7.25 — 7.17 (m, 2H), 7.12 — 6.99
(m, 2H), 6.82 — 6.71 (m, 1H), 6.69 — 6.60 (m, 2H), 4.32 (d, J = 1.1 Hz, 2H), 4.09 (s, 1H). *C NMR
(75 MHz, Chloroform-d) & 163.79, 160.54, 147.99, 135.18 (d, J = 3.2 Hz), 129.41, 129.13 (d, J =
8.0 Hz), 117.91, 115.55 (d, J = 21.4 Hz), 113.04.

o

(12): '"H NMR (300 MHz, Chloroform-d) & 7.22 (s, 4H), 7.13 — 7.05 (m, 2H), 6.65 (tt, J=7.6, 1.1
Hz, 1H), 6.56 — 6.49 (m, 2H), 4.22 (s, 2H). 3C NMR (75 MHz, Chloroform-d) 5 147.81, 138.02,
133.02, 129.44, 128.88, 128.86, 118.05, 113.12, 47.81.
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(13): "TH NMR (300 MHz, Chloroform-d) & 7.39 — 7.26 (m, 2H), 7.17 — 7.04 (m, 4H), 6.65 (it, J =
7.5, 1.1 Hz, 1H), 6.60 — 6.52 (m, 2H), 4.36 (s, 2H). 3C NMR (75 MHz, Chloroform-d) & 147.71,
136.68, 133.40, 129.66, 129.43, 129.21, 128.54, 127.08, 118.04, 113.21, 46.11.

o

(14): '"H NMR (300 MHz, Chloroform-d) 5 7.50 (d, J = 8.4 Hz, 2H), 7.32 — 7.26 (m, 2H), 7.22 (dd,
J=28.6,7.2 Hz, 2H), 6.78 (t, J = 7.3 Hz, 1H), 6.66 (d, J= 7.6 Hz, 2H), 4.33 (s, 2H). 3C NMR (75
MHz, Chloroform-d) 5 147.83, 138.60, 131.80, 129.41, 129.17, 121.03, 117.98, 113.05, 47.77.

o

(15): 'TH NMR (300 MHz, Chloroform-d) 5 7.72 — 7.63 (m, 2H), 7.24 — 7.16 (m, 2H), 7.16 — 7.11
(m, 2H), 6.76 (tt, J = 7.5, 1.1 Hz, 1H), 6.67 — 6.58 (m, 2H), 4.30 (s, 2H). 3C NMR (75 MHz,
Chloroform-d) 5 147.81, 139.30, 137.75, 129.44, 129.40, 117.96, 113.07, 113.03, 92.51, 47.84.

(16): 'TH NMR (300 MHz, Chloroform-d) 5 8.24 — 8.12 (m, 2H), 7.60 — 7.46 (m, 2H), 7.24 — 7.11
(m, 2H), 6.82 — 6.70 (m, 1H), 6.65 — 6.53 (m, 2H), 4.48 (s, 2H). 13C NMR (75 MHz, Chloroform-
d) 8 147.55, 147.32, 147.29, 129.51, 127.84, 124.00, 118.41, 113.11, 47.78.

/O/\I\Il
H
HOOC

(17): 'TH NMR (300 MHz, Chloroform-d) 5 8.10 (d, J = 8.3 Hz, 2H), 7.51 (d, J = 8.7 Hz, 2H), 7.25
~7.15 (m, 2H), 6.76 (tt, J= 7.4, 1.1 Hz, 2H), 6.69 — 6.60 (m, 1H), 4.47 (s, 2H). 3C NMR (101 MHz,
Chloroform-d) 5 171.53, 146.92, 145.46, 130.75, 129.52, 128.43, 127.64, 118.88, 113.80, 48.66.

e

N H
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(18): '"H NMR (400 MHz, Chloroform-d) 5 8.48 (d, J=39.5 Hz, 2H), 7.61 (d, J= 7.8 Hz, 1H), 7.20
~7.13 (m, 1H), 7.13 — 7.04 (m, 2H), 6.65 (tt, J = 7.3, 1.1 Hz, 1H), 6.57 — 6.49 (m, 2H), 4.26 (s, 2H).
13C NMR (101 MHz, Chloroform-d) & 149.05, 148.58, 147.68, 135.29, 129.40, 123.68, 118.07,
113.00, 45.79.

Cl

(19): '"H NMR (400 MHz, Chloroform-d) 5 8.54 (d, /= 0.7 Hz, 1H), 7.61 (dd, J= 8.3, 2.5 Hz, 1H),
7.34-7.28 (m, 1H), 7.23 — 7.13 (m, 2H), 6.74 (tt, J= 7.3, 1.1 Hz, 1H), 6.70 — 6.62 (m, 2H), 4.45 (s,
2H). 3C NMR (101 MHz, Chloroform-d) § 157.01, 148.19, 147.53, 136.56, 130.52, 129.44, 122.47,
118.15, 113.30, 49.04.

(20): 'H NMR (300 MHz, Chloroform-d) 5 7.24 — 7.22 (m, 1H), 7.22 — 7.17 (m, 3H), 7.05 — 7.00
(m, 1H), 6.97 (dd, J = 5.0, 3.5 Hz, 1H), 6.82 — 6.74 (m, 1H), 6.74 — 6.67 (m, 2H), 4.52 (s, 2H). 3C
NMR (75 MHz, Chloroform-d) & 163.98, 147.31, 129.44, 127.02, 125.39, 124.84, 118.59, 113.64,
43.83.

(21): "H NMR (400 MHz, Chloroform-d) 5 7.39 (dd, J= 1.9, 0.9 Hz, 1H), 7.25 — 7.17 (m, 2H), 6.77
(tt, J=7.3, 1.1 Hz, 1H), 6.73 — 6.67 (m, 2H), 6.34 (dd, J= 3.2, 1.8 Hz, 1H), 6.28 — 6.20 (m, 1H), 4.34
(s, 2H). 3C NMR (101 MHz, Chloroform-d) & 152.81, 147.67, 142.05, 129.36, 118.21, 113.34,
110.46, 107.14, 41.59.

(22): '"H NMR (400 MHz, Chloroform-d) 5 7.24 — 7.14 (m, 2H), 6.71 (tt, J= 7.3, 1.1 Hz, 1H), 6.68
~6.59 (m, 2H), 3.05 (d, J = 7.2 Hz, 2H), 2.24 — 2.12 (m, 1H), 1.91 — 1.78 (m, 2H), 1.72 — 1.53 (m,
4H), 1.36 — 1.22 (m, 2H). 3C NMR (101 MHz, Chloroform-d) 5 148.69, 129.33, 117.22, 112.84,
49.63, 39.59, 30.81, 25.42.

SEE
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(23): '"H NMR (300 MHz, Chloroform-d) 5 7.25 — 7.12 (m, 2H), 6.69 (tt, J= 7.4, 1.1 Hz, 1H), 6.66
—~6.56 (m, 2H), 2.97 (d, J = 6.7 Hz, 2H), 1.90 — 1.67 (m, 5H), 1.65 — 1.48 (m, 1H), 1.42 — 1.11 (m,
3H), 1.11 — 0.87 (m, 2H). 3C NMR (75 MHz, Chloroform-d) 5 148.68, 129.34, 117.07, 112.80,
77.58, 77.16, 76.74, 50.77, 37.67, 31.44, 26.71, 26.11.

e

[
H

(24): '"H NMR (300 MHz, Chloroform-d) 5 7.23 — 7.10 (m, 2H), 6.74 — 6.63 (m, 1H), 6.59 (dtt, J =
7.5,2.1, 1.2 Hz, 2H), 3.58 (s, 1H), 3.06 (tt, J= 7.2, 1.4 Hz, 2H), 1.69 — 1.55 (m, 2H), 1.05 — 0.93 (m,
3H). 13C NMR (75 MHz, Chloroform-d) 5 148.63, 129.31, 117.16, 112.79, 45.89, 22.83, 11.74.

e

|
H

(25): 'TH NMR (300 MHz, Chloroform-d) 5 7.25 — 7.14 (m, 2H), 6.77 — 6.66 (m, 1H), 6.66 — 6.58
(m, 2H), 3.13 (dd, J = 7.4, 6.7 Hz, 2H), 1.69 — 1.55 (m, 2H), 1.53 — 1.39 (m, 2H), 1.04 — 0.93 (m,
3H). 3C NMR (75 MHz, Chloroform-d) & 148.69, 129.34, 129.21, 117.19, 112.81, 43.80, 31.82,
20.44, 14.04.

oy

(26): '"H NMR (400 MHz, Chloroform-d) 5 7.24 —7.15 (m, 2H), 6.71 (tt, J= 7.3, 1.1 Hz, 1H), 6.68
— 6.60 (m, 2H), 5.75 — 5.65 (m, 2H), 3.10 — 3.04 (m, 2H), 2.27 — 2.16 (m, 1H), 2.15 — 2.05 (m, 2H),
1.98 — 1.74 (m, 3H), 1.42 — 1.29 (m, 1H). 3C NMR (101 MHz, Chloroform-d) & 148.29, 129.04,
126.99, 125.66, 116.88, 112.50, 49.51, 33.27, 29.53, 26.57, 24.53.

Cl H
Cl I

of N\@

(27): '"H NMR (300 MHz, Chloroform-d) § 7.26 — 7.18 (m, 2H), 6.86 — 6.78 (m, 2H), 6.78 (s, 1H),
442 (s, 1H), 4.15 (s, 2H). 3C NMR (75 MHz, Chloroform-d) 5 146.24, 129.52, 119.18, 113.50,
100.29, 63.16.

oy

(28): 'TH NMR (300 MHz, Chloroform-d) & 7.32 — 7.09 (m, 5H), 6.89 (d, J = 8.6 Hz, 2H), 6.47 (d,
J=8.6 Hz, 2H), 4.21 (s, 2H), 2.15 (s, 3H). 13C NMR (75 MHz, Chloroform-d) & 145.98, 139.74,
129.88, 128.73, 127.64, 127.29, 126.94, 113.17, 48.80, 20.53.
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(29): 'H NMR (300 MHz, Chloroform-d) § 7.49 — 7.36 (m, 4H), 7.36 — 7.25 (m, 1H), 6.57 (d, J =
8.5 Hz, 1H), 6.53 (d, J= 2.6 Hz, 1H), 6.43 (dd, J = 8.5, 2.6 Hz, 1H), 4.36 (s, 2H), 3.88 (s, 3H), 3.80
(s, 3H). 3C NMR (75 MHz, Chloroform-d) 5 152.13, 148.03, 139.88, 132.53, 128.63, 127.67,
127.17, 110.54, 103.80, 99.27, 55.87, 55.55, 48.94.

OCH;
OCH;

Oy o
H
F

(30): 'TH NMR (300 MHz, Chloroform-d) & 7.40 — 7.28 (m, 2H), 7.03 (t, J = 8.8 Hz, 2H), 5.86 (s,
2H), 4.26 (d, J=1.0 Hz, 2H), 3.77 (s, 6H), 3.76 (s, 3H). 13C NMR (75 MHz, Chloroform-d) & 163.79,
160.54, 154.04, 144.79, 135.08, 135.04, 130.41, 129.26, 129.15, 115.70, 115.42, 90.64, 61.17, 55.99,
48.27.

(31): 'H NMR (300 MHz, Chloroform-d) 5 7.35 — 7.28 (m, 2H), 7.15 — 7.09 (m, 2H), 7.07 — 6.99
(m, 2H), 6.57 — 6.51 (m, 2H), 4.28 (s, 2H). 3C NMR (75 MHz, Chloroform-d) 5 163.87, 160.62,
146.41, 134.62 (d,J=3.3 Hz), 129.21 (d, J= 5.5 Hz), 129.06, 122.58, 115.67 (d, J=21.3 Hz), 114.20,

47.86.
: Cl
\
H

(32): "TH NMR (300 MHz, Chloroform-d) & 7.29 — 7.15 (m, 5H), 7.02 (d, J = 9.0 Hz, 2H), 6.46 (d,
J=8.9 Hz, 2H, 4.21 (s, 2H). 3C NMR (75 MHz, Chloroform-d) 5 146.64, 138.97, 129.21, 128.83,
127.57, 127.52, 122.35, 114.15, 48.53.
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(33): 'TH NMR (300 MHz, Chloroform-d) 5 7.40 — 7.29 (m, 2H), 7.10 — 6.92 (m, 4H), 6.72 — 6.60
(m, 2H), 4.35 (s, 2H). 13C NMR (75 MHz, Chloroform-d) 5 163.88, 160.63, 153.26, 150.10, 136.42
(d,J=11.7 Hz), 134.69 (d, J=3.1 Hz), 129.07 (d, J= 8.1 Hz), 124.72 (d, J=3.5 Hz), 117.22 (d, J =
7.1 Hz), 115.66 (d, J=21.5 Hz), 114.59 (d, J= 18.3 Hz), 112.50 (d, J = 3.3 Hz), 47.32.

(34): "TH NMR (300 MHz, Chloroform-d) 5 7.38 — 7.30 (m, 2H), 7.05 (t,J = 8.7 Hz, 2H), 6.52 (d, J
= 9.0 Hz, 2H), 6.56 — 6.49 (m, 2H), 4.30 (s, 2H). ¥C NMR (75 MHz, Chloroform-d) & 163.88,
160.63, 146.80, 134.54 (d,J=3.2 Hz), 132.12,129.11 (d, /= 8.0 Hz), 115.68 (d, J=21.3 Hz), 114.72,
109.64, 47.77.

(35): '"H NMR (300 MHz, Chloroform-ds) § 7.45 — 7.36 (m, 8H), 7.35 — 7.26 (m, 2H), 3.88 (s, 4H),
1.80 (s, 1H). 3C NMR (75 MHz, Chloroform-d) & 140.39, 128.54, 128.50, 128.44, 128.34, 128.32,
128.30, 128.26, 127.05, 53.24.

H
Cl ;—N :
(36): 'H NMR (300 MHz, Chloroform-d) 5 7.41 — 7.26 (m, 2H), 7.21 — 7.11 (m, 4H), 7.10 — 7.03

(m, 2H), 3.82 (s, 2H), 3.69 (s, 2H), 2.26 (s, 3H).1*C NMR (75 MHz, Chloroform-d) § 137.62, 137.02,
136.76, 133.92, 130.38, 129.64, 129.24, 128.45, 128.29, 126.90, 52.91, 50.76, 21.23.

A0

(37): '"H NMR (300 MHz, Chloroform-d) 5 7.02 — 6.95 (m, 4H), 6.94 — 6.87 (m, 1H), 6.56 — 6.48
(m, 1H), 6.48 — 6.37 (m, 2H), 5.59 (s, 2H), 3.44 (s, 2H), 3.37 (s, 2H). 3C NMR (75 MHz,
Chloroform-d) § 147.84, 146.65, 140.22, 134.23, 128.54, 128.31, 127.12, 121.41, 108.86, 108.30,
108.19, 101.11, 101.00, 53.01, 52.96.

(38): "TH NMR (300 MHz, Chloroform-d) 5 8.38 (d, J=23.8 Hz, 2H), 7.58 (d, /= 7.7 Hz, 1H), 7.25
—7.17 (m, 4H), 7.15 — 7.06 (m, 2H), 3.68 (s, 4H), 3.53 (s, 1H). 1*C NMR (75 MHz, Chloroform-d)
0 149.67, 148.47, 139.16, 136.18, 135.08, 128.55, 128.30, 127.31, 123.53, 52.93, 50.11.
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(39): 'H NMR (300 MHz, Chloroform-d) 5 7.62 — 7.54 (m, 1H), 7.54 — 7.44 (m, 1H), 7.29 — 7.25
(m, 4H), 7.22 — 7.10 (m, 2H), 6.95 (t, J= 7.7 Hz, 1H), 3.71 (g, J = 6.6 Hz, 1H), 3.58 — 3.39 (m, 2H),
1.29 (d, J = 6.6 Hz, 3H). 3C NMR (75 MHz, Chloroform-d) § 145.39, 143.28, 137.17, 135.99,
130.17, 128.63, 127.46, 127.14, 126.76, 94.59, 57.70, 51.09, 24.61.

(40): "H NMR (300 MHz, Chloroform-d) & 7.20 — 7.13 (m, SH), 7.13 — 7.04 (m, 1H), 6.12 (dd, J =
3.2, 1.9 Hz, 1H), 5.97 — 5.89 (m, 1H), 3.61 (q, J = 6.6 Hz, 1H), 3.54 — 3.35 (m, 2H), 1.19 (d, J= 6.6
Hz, 3H). 3C NMR (75 MHz, Chloroform-d) & 154.13, 145.18, 141.84, 128.60, 127.14, 126.87,
110.16, 106.89, 57.18, 44.10, 24.37.

oane

(41): '"H NMR (300 MHz, Chloroform-d) 5 7.36 — 7.27 (m, 4H), 7.26 — 7.16 (m, 1H), 3.71 (q, J =
6.6 Hz, 1H), 2.34 (dd, J= 11.5, 6.2 Hz, 1H), 2.23 (dd, J= 11.5, 7.1 Hz, 1H), 1.78 — 1.61 (m, 5H),
1.36 — 1.07 (m, 7H), 0.95 — 0.78 (m, 2H). 3C NMR (75 MHz, Chloroform-d) § 146.22, 128.45,
126.83, 126.66, 58.54, 54.74, 38.31, 31.68, 31.55, 26.82, 26.23, 26.18, 24.66.

[ j NJ\Q\
H
OCH,4

(42): '"H NMR (300 MHz, Chloroform-d) 5 7.26 — 7.14 (m, 8H), 6.80 (d, J = 8.7 Hz, 2H), 3.76 —
3.66 (m, 4H), 3.60 — 3.45 (m, 2H), 1.25 (d, J = 6.6 Hz, 3H). 3C NMR (75 MHz, Chloroform-d) &
158.91, 139.17, 136.14, 128.55, 128.52, 128.04, 127.28, 127.05, 114.04, 56.99, 55.34, 51.25, 23.80.

(43): '"H NMR (300 MHz, Chloroform-d) & 7.63 — 7.55 (m, 2H), 7.40 — 7.35 (m, 4H), 7.33 — 7.23
(m, 4H), 7.18 — 7.09 (m, 2H), 6.92 — 6.83 (m, 2H), 3.87 (dd, J = 8.6, 5.6 Hz, 1H), 3.62 (d, J= 13.8
Hz, 1H),3.43 (d,J=13.9 Hz, 1H), 3.08 — 2.85 (m, 2H). 3C NMR (75 MHz, Chloroform-d) & 138.77,
137.41, 130.12, 129.40, 128.59, 128.55, 127.49, 127.38, 126.58, 63.64, 50.73, 45.34.
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(44): '"H NMR (300 MHz, Chloroform-d) 8 7.28 — 7.16 (m, 2H), 6.98 — 6.87 (m, 2H), 3.70 (d, J =
0.8 Hz, 2H), 2.26 (s, 2H), 0.84 (s, 9H). 13C NMR (75 MHz, Chloroform-d) 5 163.60, 160.36, 136.66,
129.63, 129.52, 115.30, 115.02, 61.66, 54.00, 31.63, 27.92.

e
o

(45): "TH NMR (300 MHz, Chloroform-d) & 7.38 — 7.19 (m, 5H), 3.73 (d, J= 0.6 Hz, 2H), 1.18 (s,
9H). 3C NMR (75 MHz, Chloroform-d) § 141.64, 128.52, 128.36, 126.84, 50.79, 47.41, 29.29.

(46): "H NMR (300 MHz, Chloroform-d) & 7.30 — 7.10 (m, 2H), 6.80 — 6.59 (m, 3H), 2.88 (s, 6H).
13C NMR (75 MHz, Chloroform-d) 5 150.70, 129.12, 128.73, 122.34, 116.68, 112.71, 40.62.

(47): 'TH NMR (300 MHz, Chloroform-d) 5 7.57 — 7.45 (m, 2H), 7.33 (t, J = 0.5 Hz, 1H), 7.00 —
6.90 (m, 1H), 3.03 (s, 6H). 3C NMR (75 MHz, Chloroform-d) § 150.93, 129.67, 117.74, 110.82,
106.28, 40.49.

(48): "H NMR (300 MHz, Chloroform-d) & 6.88 — 6.79 (m, 2H), 6.78 — 6.71 (m, 2H), 3.75 (s, 3H),
2.85 (s, 6H). 3C NMR (75 MHz, Chloroform-d) & 152.12, 145.89, 115.02, 114.75, 55.85, 41.93.

(49): "TH NMR (300 MHz, Chloroform-d) 3 7.37 — 7.19 (m, 5H), 3.41 (s, 2H), 2.23 (s, 6H). 13C
NMR (75 MHz, Chloroform-d) 5 139.01, 129.22, 128.34, 127.14, 64.54, 45.49.
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(50): 'H NMR (300 MHz, Chloroform-d) § 7.71 — 7.61 (m, 2H), 7.48 (s, 1H), 7.37 — 7.28 (m, 1H),
7.24 — 7.15 (m, 1H), 7.08 (s, 1H), 6.91 (s, 1H), 3.86 (s, 2H), 3.04 (s, 6H). 3C NMR (75 MHz,
Chloroform-d) 5 145.13, 142.46, 126.75, 124.96, 124.82, 120.55, 118.67, 111.89, 109.63, 41.30,
37.24.

CHs
<)
(@]
(51): 'TH NMR (300 MHz, Chloroform-d) 5 6.73 — 6.66 (m, 1H), 6.28 — 6.22 (m, 2H), 4.18 — 4.14

(m, 2H), 4.14 — 4.09 (m, 2H), 2.77 (s, 6H). 13C NMR (75 MHz, Chloroform-d) 5 146.34, 143.85,
135.79, 117.49, 107.36, 102.70, 64.87, 64.36, 41.72, 29.83.

(52): "TH NMR (300 MHz, Chloroform-d) & 7.26 — 7.18 (m, 2H), 6.81 — 6.75 (m, 2H), 6.67 (tt, J =
7.2, 1.1 Hz, 1H), 3.63 — 3.49 (m, 1H), 2.77 (s, 3H), 1.89 — 1.75 (m, 4H), 1.68 (dtt, J = 14.1, 3.1, 1.5
Hz, 1H), 1.48 — 1.26 (m, 4H), 1.20 — 1.05 (m, 1H). 3C NMR (75 MHz, Chloroform-d) & 150.32,
129.23, 116.35, 113.29, 58.27, 31.30, 30.20, 26.36, 26.10.

OO

(54): '"H NMR (300 MHz, Chloroform-d) & 7.32 — 7.21 (m, 4H), 7.21 — 7.06 (m, 2H), 7.06 — 6.91
(m, 3H), 3.73 (q, J = 6.6 Hz, 1H), 3.59 — 3.42 (m, 2H), 2.25 (d, J = 0.8 Hz, 3H), 1.28 (d, /= 6.6 Hz,
3H). 13C NMR (75 MHz, Chloroform-d) § 145.65, 140.59, 138.05, 129.01, 128.56, 128.36, 127.70,
127.02, 126.81, 126.76, 125.29, 57.68, 51.77, 24.54, 21.49.

coaae

(55): "H NMR (300 MHz, Chloroform-d) 5 7.39 — 7.32 (m, 4H), 7.32 — 7.21 (m, 1H), 6.82 (dq, J =
1.5, 0.5 Hz, 1H), 6.78 — 6.67 (m, 2H), 5.92 (s, 2H), 3.80 (q, J = 6.6 Hz, 1H), 3.63 — 3.45 (m, 2H),
1.37 (d, J = 6.6 Hz, 3H). 3C NMR (75 MHz, Chloroform-d) & 147.73, 146.49, 145.66, 134.77,
128.57, 127.02, 126.78, 121.23, 108.80, 108.78, 108.13, 100.92, 57.43, 51.51, 24.61.
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Segas

(56): '"H NMR (300 MHz, Chloroform-d) 5 7.39 (d, J = 8.4 Hz, 2H), 7.35 — 7.29 (m, 4H), 7.26 —
7.18 (m, 1H), 7.12 (d, J = 8.6 Hz, 2H), 3.74 (q, J = 6.6 Hz, 1H), 3.62 — 3.45 (m, 2H), 1.33 (d, J= 6.6
Hz, 3H). 3C NMR (75 MHz, Chloroform-d) & 145.46, 139.80, 131.51, 129.96, 128.63, 127.14,
126.77, 120.68, 57.59, 51.04, 24.60.

o

(57): '"H NMR (300 MHz, Chloroform-d) 5 8.15 (g, J= 3.7 Hz, 1H), 7.95 — 7.84 (m, 1H), 7.77 (t, J
= 8.4 Hz, 2H), 7.58 — 7.38 (m, SH), 7.24 — 7.13 (m, 2H), 4.68 (q, J = 6.6 Hz, 1H), 3.78 — 3.60 (m,
2H), 1.53 (dd, J = 6.7, 1.3 Hz, 3H). 3C NMR (75 MHz, Chloroform-d) 5 140.82, 139.76, 134.16,
131.55, 131.47, 130.07, 129.13, 127.49, 125.92, 125.88, 125.52, 123.06, 123.03, 120.80, 53.17, 51.24,
23.82.

(58): 'TH NMR (300 MHz, Chloroform-d) § 7.10 — 6.95 (m, 8H), 6.94 — 6.87 (m, 2H), 3.57 (d, J =
13.2 Hz, 1H), 3.40 (d, J= 0.4 Hz, 4H), 3.30 (dd, J= 7.1, 6.6 Hz, 1H), 2.76 — 2.68 (m, 2H). ’C NMR
(75 MHz, Chloroform-d) 5 175.16, 139.71, 137.44, 129.34, 128.50, 128.46, 128.24, 127.14, 126.80,
62.19, 52.12, 51.76, 39.86.

(59): 'TH NMR (300 MHz, Chloroform-d) 5 7.16 — 7.03 (m, 3H), 7.02 — 6.91 (m, 4H), 6.83 — 6.69
(m, 2H), 3.59 (dq, J = 13.3, 0.9 Hz, 1H), 3.47 (s, 3H), 3.44 — 3.24 (m, 2H), 2.86 — 2.67 (m, 2H). 13C
NMR (75 MHz, Chloroform-d) & 175.15, 163.70, 160.45, 137.41, 135.42, 129.82, 129.72, 129.34,
128.53, 126.86, 115.36, 115.07, 62.06, 51.84, 51.36, 39.87.
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(60): "H NMR (300 MHz, Chloroform-d) 5 77.32 — 7.19 (m, 8H), 7.19 — 7.13 (m, 2H), 3.81 (d, J =
13.2 Hz, 1H), 3.64 (s, 3H), 3.57 — 3.51 (m, 1H), 2.96 (d, J = 7.5 Hz, 2H). *C NMR (75 MHz,
Chloroform-d) 175.14, 139.69, 137.43, 129.39, 129.33, 128.49, 128.45, 128.23, 128.15, 127.13,
126.79, 62.23, 62.17, 52.11, 51.75, 39.91, 39.85.

HaC N

CH; O
(61): 'TH NMR (300 MHz, Chloroform-d)  7.32 — 7.13 (m, SH), 3.59 (s, 3H), 3.42 (dd, J=9.4, 5.8
Hz, 1H), 3.05 (dd, J = 13.4, 9.4 Hz, 1H), 2.93 (dd, J = 13.4, 5.8 Hz, 1H), 2.38 (s, 6H). *C NMR (75
MHz, Chloroform-d) 5 171.93, 138.21, 129.13, 128.45, 126.50, 69.70, 51.10, 41.95, 35.84.

|
N,
CHs

Q0
(62): '"H NMR (300 MHz, Chloroform-d) & 7.32 — 7.25 (m, 1H), 7.22 — 7.07 (m, 6H), 7.06 — 6.97
(m, 1H), 5.86 (t, J= 7.0 Hz, 1H), 3.64 — 2.57 (m, 4H), 2.40 — 2.23 (m, 4H), 2.14 (s, 6H). *C NMR

(75 MHz, Chloroform-d) 6 143.56, 141.42, 140.23, 139.44, 137.18, 130.06, 129.49, 128.74, 128.35,
128.10, 127.48, 127.10, 126.07, 125.84, 77.58, 77.16, 76.74, 59.60, 45.48, 33.90, 32.15, 28.07.

SORRS

(63): '"H NMR (300 MHz, Chloroform-d) & 7.40 — 7.32 (m, 4H), 7.32 — 7.23 (m, 1H), 6.86 — 6.80
(m, 1H), 6.79 — 6.68 (m, 2H), 5.93 (s, 2H), 3.81 (q, J = 6.6 Hz, 1H), 3.53 (q, 2H), 1.37 (d, J= 6.6 Hz,
3H). 13C NMR (75 MHz, Chloroform-d) 5 147.75, 146.51, 145.63, 134.74, 128.59, 127.05, 126.80,
121.27, 108.83, 108.15, 100.95, 57.45, 51.52, 24.60.

(64): "H NMR (300 MHz, Chloroform-d) 5 8.15 — 8.03 (m, 1H), 7.81 — 7.68 (m, 1H), 7.67 — 7.59
(m, 1H), 7.59 — 7.49 (m, 1H), 7.44 — 7.26 (m, SH), 7.24 — 7.13 (m, 2H), 4.50 (g, J = 6.6 Hz, 1H), 2.68
—2.39 (m, 4H), 1.81 — 1.62 (m, 2H), 1.38 (d, J= 6.6 Hz, 3H). 3C NMR (75 MHz, Chloroform-d)
143.22,141.34,134.11, 131.88 (d, J= 1.5 Hz), 131.43, 131.07 — 129.78 (m), 129.10, 128.77, 127.30,
125.84 (d, J = 4.5 Hz), 125.43, 125.15 (q, J = 3.8 Hz), 123.04, 122.78, 53.89, 47.38, 33.51, 31.99,
23.74.
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5. Characterization spectrum of products

NMR and HPLC spectra
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Acq. Operator : Analytik Seq. Line : 6

Acq. Instrument : LCS Location : vial 41
Injection Date : 1/19/2822 4:57:18 PM Inj : 1

Inj Volume : 1.8 pl
Acq. Method : C:W\CHEM32\1\METHODS\0J-H.M
Last changed : 1/19/2822 3:32:16 PM by Analytik

(modified after loading)
Analysis Metheod : C:\CHEM32\1\METHODSW0J-H.M

Last changed 17212022 12:26:13 PM by Analytik
(modified after leading)
Method Info : 0J-H , Hept./EtOH 98:2 , 1ml/min

Additional Infe : Peak(s) manually integrated

*DAD1, Sig=229.00, 8.00 Ref=off, EXT of 22010001209.D

mAL
m_
604 235
R
40 -
N
20 H
u_
T T | | T T
Q0 2 4 i 8 10 12
Peak RetTime Type Width Area Height Area

#  [min] [min] [mAU*s] [mau] *
L e B L [ -mmeeees |

1 6.554 BV @.1518 3663.38371 353.17343 49.7871

2 7.161 VB @.1620 3706.47656 337.93845 59.2929

Additional Info : Peak(s) manually integrated

DADT G, Sig=210,8 Ref=360,100 (2201122010001908.D)
mAl 7]
] b
i}
80 - ] .<?
5;?
60
40
20
0
T T T T T T
0 2 4 6 8 10 12
Signal 1: DAD1 C, Sig=21@,8 Ref=360,160
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %

e R |==en oo |-mmmeee N |=-mmeee |
1 6.618 MF 0.1697 733.72369 72.06634 100.0000
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Acq. Operator : Analytik Seq. Line : a4

Acq. Instrument : LC5 Location : Vial 1

Injection Date : 11/36/2021 12:32:58 PM Inj : 1
Inj Volume : 1.9 pl

Acq. Method : C:\CHEM32\1\METHODS\AMYLOSE2.M

Last changed : 11/38/2021 1:06:19 PM by Analytik

(modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\AMYLOSE2.M

Last changed : 12/1/2021 11:08:07 AM by Analytik
(modified after loading)
Method Info : Amylose2 , Hept./EtOH 98:2 , @.6ml/min

Additional Info : Peak(s) manually integrated
DAD1 C, Sig=210,8 Ref=360,100 (2111121110003005.D)

mAU _:
5004

6.847
7.428
N
o ©
I-=

4003
3004
2004

1003

04 - T

T T T T T T T T T T T T T T T T T T T T T T T T T T
0 25 5 75 10 125 15 175 20 min|
Signal 1: DAD1 C, Sig=210,8 Ref=360,100

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
I O e e |- |
1 6.847 BV 0.1582 4415.57666 428.74823 49.7592
2 7.428 \B 0.1743 4458.31836 393.17505 50.2408

Additional Info : Peak(s) manually integrated

DAD1 C, Sig=210,8 Ref=360,100 (2111\21110003004.D)
mAU ]
1000
800 <O N
600
400
200 @
] N
B B e e T T T — - 1 ' T T
0 2 4 6 8 10 12 14 16 18  min|
Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %

1 6.844 W ©.1684 1.52210e4 1404.42493 99.4342
2 7.439 VB e.1899 86.60313 6.65014 ©.5658
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Acq. Operator
Acq. Instrument :
Injection Date

Acq. Method
Last changed :
Analysis Method :
Last changed

Method Info

Additional Info :

: Analytik Seq. Line :
LC5 Location :
1/20/2022 7:16:40 PM Inj

Inj Volume :
: C:\CHEM32\1\METHODS\AMYLOSE_2.M

1/20/2022 3:48:53 PM by Analytik
C:\CHEM32\1\METHODS\AMYLOSE_2 FLe.3.M
1/21/2022 11:55:18 AM by Analytik
(modified after loading)

: Amylose_2 , Hept./EtOH 98:2 , 8.3 ml-min

Peak(s) manually integrated

4

vial 71
2

1.e ul

DAD1 C, Sig=210,8 Ref=360,100 (2201\22010002009.D)

mAU; o o
175 38
1 LT
150
1257
100
] N
754 H
20 Br
25
0 ;
R o ; s
0 2 4 6 10 12 14 min|
Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
semefemmeee- = e | eee |--eeee | -eeeeeee R |
1 5.300 BV 9.1207 1287.48206 155.35339 49.4251
2 5.684 VB ©.1257 1235.57373 153.8260@ 56.5749
Additional Info : Peak(s) manually integrated
DAD1 C, Sig=210.8 Ref=360,100 (2201122010002010.D)
mAU ]
175
150 4
125
100 4
75 N
H
50 5 Br
o
254
0
T 1 1 T T T
2 4 6 10 12 14 min|
Peak RetTime Type Width Area Height Area
# [min] [min] [maU*s] [mau] %
e R R R— |--mnmmmeee |-=mmmmmeee |- |
1 5.387 BB 8.1188 285.78754 36.731709 100.2000
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Acq. Operator : Analytik Seq. Line : 3

Acq. Instrument : LC5 Location : Vial 61
Injection Date : 1/28/2822 5:54:25 PM Inj : 1
Inj Volume : 1.8 pl

Acq. Method : C:\CHEM32\1\METHODS\AMYLOSE_2 FL©.3.M
Last changed : 1/2@/2022 3:49:38 PM by Analytik
Analysis Method : C:\CHEM32\1\METHODS\AMYLOSE_2 FL©.3.M
Last changed : 1/21/2022 12:02:34 PM by Analytik

(modified after loading)
Method Info : Amylose_2 , Hept./EtOH 98:2 , ©.3 ml-min

Additional Info : Peak(s) manually integrated

*DAD1, Sig=229.00, 8.00 Ref=off, EXT of 22010002007.D

mAU ]
350 3

300

250

200

150

100 3

50 E

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
—eesfenes ) F |=mmmmmee- |--mmmeees |=mmeeee- |
1 9.840 W  0.2109 5130.98633 376.68033 49.8735
2 10.788 VB ©.2264 5157.00488 353.04102 50.1265

Additional Info : Peak(s) manually integrated
DAD1 C, Sig=210,8 Ref=360,100 (2201\22010002006.D)

mAl ]

l & a1

350
300

250 ]

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %

1 18.780 MM 9.2409 2803.22656 144.82383 100.0000
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Acq. Operator : Analytik Seq. Line : 8
Acqg. Instrument : LC5 Location : Vial 51
Injection Date : 1/21/2022 12:45:23 AM Inj : 2
Inj Volume : 1.8 pl
Acq. Method : C:\CHEM32\1\METHODS\AMYLOSE_2.M
Last changed : 1/20/20822 3:48:53 PM by Analytik
Analysis Method : C:\CHEM32\1\METHODS\AMYLOSE_2.M
Last changed : 1/25/2022 10:56:54 AM by Analytik
(modified after loading)
Method Info : Amylose 2 , Hept./EtOH 98:2 , 8.3 ml/min
Additional Info : Peak(s) manually integrated
DAD1 C, Sig=210,8 Ref=360,100 (2201\22010002017.D)
mAU 3
175
150 4
125 4
100 4 \ N
*3 S [:::T/A\H 0
50 2 50
S o
25 - @
0 N VAN
T T T T T T
5 10 15 20 25 30
Signal 1: DAD1 C, Sig=21@,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
S [ — [ [ [ |
1 11.233 MF 0.2707 177.06828 10.90124 51.4566
2 12.047 FM 0.2583 167.043990 10.77900 A48.5434
Acq. Operator . Analytik Seq. Line : 9
Acq. Instrument : LC5 Location : Vial 52
Injection Date : 1/21/2022 1:26:27 AM Inj : 1
Inj Volume : 1.8 pl
Acq. Method : C:\CHEM32\1\METHODS\AMYLOSE 2.M
Last changed : 1/20/2022 3:48:53 PM by Analytik
Analysis Method : C:\CHEM32\1\METHODS\AMYLOSE_2.M
Last changed : 1/25/2822 19:54:88 AM by Analytik
(modified after loading)
Method Info : Amylose_2 , Hept./EtOH 98:2 , 8.3 ml/min
Additional Info : Peak(s) manually integrated
DAD1 C, Sig=210,8 Ref=360,100 (2201122010002018.D)
mAU 3 N
7004 § .‘bﬁb\
600 T
500 3
- o @N o
3 o H
200 :81 ,6,\" o
S?ga
100
0 == T — T T T T
a 5 10 15 20 25 30 min|

Signal 1: DAD1 C, Sig=210,8 Ref=360,100

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
R — [ [ [ [ |
1 11.254 MF ©.2542 8481.15234 556.14801 84.8673
2 12.108 FM ©.2464 1512.27881 102.27789 15.1327
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Acq. Operator : Analytik Seq. Line : 4

Acq. Instrument : LCS Location : vial 3

Injection Date : 5/23/20822 5:19:49 PM Inj : 1
Inj Volume : @.8 pl

Acq. Method t C:\CHEM32\1\METHODS\AS-H.M

Last changed 1 5/23/2022 3:46:18 PM by Analytik

Analysis Method : C:\CHEM32\1\METHODS\AS-H.M

Last changed 1 5/24/2022 7:56:15 AM by Analytik

(modified after loading)
Method Info : AS-H, Hept./EtOH 99:1, 8.5ml/min

Additional Info : Peak(s) manually integrated

*DADT, Sig=229.00, 5.00 Ref=off, EXT of 22050002313.D
mAU ]
175 3
150 3
125 3
100 3
754
i
257
V! S N

[>6.267
%

Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mau] %

1  6.267 BB ®.1698 135.48434 12.17911 5@.7959

2 7.447 MM @.2511 131.23851 8.71192 49.20841

Acq. Operator : Analytik Seq. Line : 2

Acq. Instrument : LC5 Location : vial 11
Injection Date : 5/23/2822 4:17:48 PM Inj : 1
Inj Volume : ©.8 ul

Acq. Method : C:\CHEM32\1\METHODS\AS-H.M
Last changed 1 5/23/2822 3:46:18 PM by Analytik
Analysis Method : C:\CHEM32\1\METHODS\AS-H.M
Last changed 1 5/24/2822 7:56:15 AM by Analytik

(modified after loading)
Method Info : AS-H, Hept./EtOH 99:1, 8.5ml/min

Additional Info : Peak(s) manually integrated

*DAD1, Sig=229.00, 6.00 Ref=off, EXT of 220500023110
mAU ]
175
150 3
1253
100 3

75
504

&
22-5 fi I

401
%.

1%

Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# [min] [min] [mau*s] [mau] %
) IR D ol S Senie B
1 6.263 BB @.1675% 313.19147 28.65039 89.533%
2 7.481 MM a.2417 36.61227 2.52463 18.4665
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Acq. Operator : Analytik Seq. Line : 4
Acq. Instrument : LC5 Location : Vial 1
Injection Date : 11/38/2021 12:32:58 PM Inj 1
Inj Volume : 1.8 pl
Acq. Method : C:\CHEM32\1\METHODS\AMYLOSE2.M
Last changed : 11/38/2821 1:86:19 PM by Analytik
(modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\AMYLOSE2.M
Last changed : 12/1/2021 11:88:87 AM by Analytik
(modified after loading)
Method Info : Amylose2 , Hept./EtOH 98:2 , ®.6ml/min
Additional Info : Peak(s) manually integrated
DAD1 C, Sig=210,8 Ref=360,100 (2111\21110003005.0)
mAU_:
500 5 o
E ©
i o § < N
400 = o H
300
200
100
V] ] L T
—7T T T T T T T Tt T L T T T
0 25 5 75 10 125 15 175 20 min|
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
R P P |-mmmmneee | =mmmeees |-oeeee |
1 6.847 BV 9.1582 4415.57666 428.74823 A49.7592
2 7.428 VB ©.1743 4458.31836 393.17585 50.2408
Acg. Operator : Analytik Seq. Line : 2
Acq. Instrument : LC5 Location : Vial 11
Injection Date : 11/38/2021 11:28:58 AM Inj : 1
Inj Volume : 1.0 pl
Acqg. Method : C:\CHEM32\1\METHODS\AMYLOSE2.M
Last changed : 11/38/2021 10:44:28 AM by Analytik
Analysis Method : C:\CHEM32\1\METHODS\AMYLOSE2.M
Last changed : 12/1/2021 11:20:38 AM by Analytik
(modified after loading)
Method Info : Amylose2 , Hept./EtOH 98:2 , @.6ml/min
“DAD1, Sig=221.00, 8.00 Ref=cff, EXT of 21110003003.D
mAU ]
] o
1200 =
1 M~
1000
] (@] Wt
800 I‘ll
600 H
400
200—2 [;j
4 w
0 T 1 = T T T T T T T T T T T T T T T T
4 6 8 10 12 14 16 18 min|
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
R — [ B— [ [ [ |
1 6.877 BV ©.1555 277.07733 27.04879 0.9377
2 7.383 VB 0.2081 2.92704ed 2244.93018 99.0623
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Acq. Operator : Analytik Seq. Line : 4

Acq. Instrument : LC5 Location : Vial 2

Injection Date : 1/4/2822 5:16:17 PM Inj : 2
Inj Volume : 1.8 pl

Acq. Method : C:\CHEM32\1\METHODS\CELLULOSE1.M

Last changed : 1/4/2022 3:58:07 PM by Analytik

(modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\CELLULOSE1.M

Last changed : 1/4/2022 3:44:53 PM by Analytik
(modified after loading)
Method Info : Cellulosel , Hept./EtOH 98:2 , ©.6ml/min

Additional Info : Peak(s) manually integrated

*DAD1, Sig=229.00, 8.00 Ref=off, EXT of 22010000415.D
mAU
500

400

300

200

T T I |
7.218

100

6.663
m
w
og

Signal 1: DAD1 C, Sig=21@,8 Ref=3606,100

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
ceoefemneee R R e N | -emeeee |

1l 6.663 BV 8.1983 4889.54883 379.48343 49.2292
2 7.218 VB ©.2648 5042.67383 284.53693 50.77€8

Totals : 9932.22266 664.02836

*DAD1, Sig=229.00, 8.00 Ref=off, EXT of 22010000417.D

7170

600
500
400 4
300
200

mAU
700 - /@\/\/H
Fs;C

Signal 2: DAD1, Sig=229.0@, 8.8 Ref=off, EXT
Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
Sene]snenes Rl SN |- <o e | <o |

1 6.497 MF 0.1886 87.48751 8.87397 ©.7925
2 7.170 BB ©.2690 1.09526e4 611.28619 99.2075

Totals : 1.10400e4 619.36016
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