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Experimental set up to run chromatography at 60 °C

As depicted, double enveloped columns were used to maintain a 60 °C temperature with a heated water
circulation on the outside. Moreover, the eluent bottles from which the solvent was pumped into the
column, were placed in the heated water bath of the apparatus (a Bioblock polystat 12HT) insuring this
water circulation. Note: Pumping the eluent up to one meter at 60 °C without encountering too much

cavitation problems turns out to be possible with mixtures of ethyl acetate and cyclohexane.

double enveloped column charged with silica gel and a hot water circulation on the outside. Right: picture of the

entire setup, starting with the water heating apparatus set on the floor which pumps the hot water in the column
via the two insulated tubes, the two solvent bottles warmed by the hot water bath and the PTFE tube placed in one

of these bottles allows to pump it to the top of the column.
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Crystallization, data collection, and structure determination

Suitable crystals of compound 4{1,2} were obtained by recrystallization from acetic acid. Crystals were
then flash-cooled in liquid nitrogen using Paratone-paraffin 50% (v/v) oil as the cryoprotectant. X-ray
diffraction data were collected at a wavelength of 0.7293 A on the beamline PROXIMA -2 at Synchrotron
SOLEIL (St. Aubin, France). Diffraction data were integrated and reduced using the XDS program
package.® Structures were solved using SHELXT? and refined with SHELXL.2

Parameters for compound 4{1,2}: Datablock: YJ31780-038-4. Space group: P21/c. Unit cell parameters:
a=12.424 A b=11.184 A c=9.634 A, 0.=90.00(3)°, p = 107.73(3)°, y = 90.00(3). CCDC Deposition
Number: 2155463. CSD Refcode Entry: NAXMOS. DOI: 10.5517/ccdc.csd.cc2bby2q
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'H and *C NMR spectra
3-Methyl-5-phenylpyrazin-2-ol (3{1,1})
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3-Methyl-6-phenylpyrazin-2-ol (4{1,1})
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3-Benzyl-5-phenylpyrazin-2-ol (3{1,2})
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3-Benzyl-6-phenylpyrazin-2-ol (4{1,2})
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J-Benzyl-6-phenylpyrazin-2-ol (4{1,2})
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3-Benzylpyrazin-2-ol (3{3,2})
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3-Benzyl-5-methylpyrazin-2-ol (3{4,2})
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3-Benzyl-5-(4-(benzyloxy)phenyl)pyrazin-2-ol (3{5,2})

m
w
j=]
iy
SN NN N

P22 ——

—
=]
w
<
=

—
=]
o
Lia]
L e e T el e e e e S Sl e S e e e e e e e e O T i S St el el el A o ol el o el e el e A T

£9TE 2T —0

A

A

21}

1

benzyloxy)phenyllpyrazin-2-ol {3{:

-

J-benzyl-5-(

=
e
o

=
e
o

)
<
o

NN
<t

in(o
QF!
ooy

o
F’-
o

B

pPpm

12 11 10

13

S15



LLT 68
TTh 6¢
029" 6€
gzg 6g -\
LED" 0%
SEZ 07
PSE 0%
£99°0%
STL 69—

ThE GTT ~

796" TTT

mom.gmﬁ)/r

9£9° 97T

LOT " 8TT

N@N.mmﬂuyr

PL9" 87T —X

T8 87T

617671

85 62TT

ZILTIET

£rS°
EvRT

Lszt
150"
967C”

5.2})

phenylipyrazin-2-ol {3

J-benzyl-5-(4-(benzyloxy

150 140 130 120 110 100 S0 80 70 60 50 40 pem

160

S16



	Cover
	Main file

