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1. Table S1. Optimisation of the transformation of 4-methoxyacetophenone into 1 via
aldol-condensation.

0]
Conditions - P OH
~ ~ O
@) @)
1
Entry Conditions Yield after purification
1.5 eq. glyoxylic acid monohydrate, 1.7 eq. NaH 60%
1 dispersion in mineral oil, Low conversion®

DMSO, 80 °C, 18 h
1.5 eq. glyoxylic acid monohydrate,
1.7 eq. NaH 60% dispersion in mineral oil, DMSO, 80
2 Low conversion?
°C, 18h, then 1.5 eq. NaH 60% dispersion in mineral oil,
1.5 eq. TsCl, 80 °C, 5 min

1.5 eq. glyoxylic acid monohydrate

3 1.7 eq. LiOH monohydrate Moderate conversion?
MeOH, 80°C, 18h

3.0 eq. glyoxylic acid monohydrate,

4 1.0 eq. pyrrolidine, 1.0 eq. acetic acid, Moderate conversion?
MeOH, MW, 80°C, 8 h

3.0 eq. glyoxylic acid monohydrate

5 Moderate conversion?
3.0 eq. TsCl, dioxane, 80°C, 18 h

3.0 eq. glyoxylic acid monohydrate

6 No product
3.0 eq. Tf,0, dioxane, 80°C, 18 h

3.0 eq. glyoxylic acid monohydrate

7 1.0 eq. TsOH monohydrate 70%
dioxane, 80°C, 48 h

1Low conversion: < 10% desired product by UV and/or ELSD LC-MS analysis. ZModerate conversion: < 50%
desired product by UV and/or ELSD LC-MS analysis.



2. Figure S1. Crude NMR of TsOH-promoted aldol-condensation on pentan-2-one. A mixture of desired product 15 and side-
product 19 1:1.5 was obtained.
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3. Table S2. Calculated HOMO and LUMO energies for different methyl ketone substrates and glyoxylic acid.

Calculations employed the RHF/6-31+G** level of theory in the Gaussian09 suite of programs. Geometries were optimised and frequencies computed to verify
that they are minima.

ety ketone substtuent  Substtuentclss ENOLHOMO  PNOL  ENOLATE  ENOLATE  ENAMINEHO  ENAMINE_LU
cyclohexyl aliphatic -0.33597 0.07163 -0.08481 0.16325 -0.29239 0.06944
cyclopropyl aliphatic -0.32685 0.06935 -0.08144 0.18209 -0.2852 0.07097
isopropyl aliphatic -0.33841 0.07206 -0.08243 0.18843 -0.29357 0.07363
n-propyl aliphatic -0.33828 0.07428 -0.08121 0.17438 -0.29256 0.07546
t-butyl aliphatic -0.33857 0.07477 -0.08406 0.18351 -0.30383 0.07418
p-methylphenyl aromatic -0.30309 0.06808 -0.09087 0.14946 -0.28913 0.07035
p-ethylphenyl aromatic -0.30318 0.06618 -0.09156 0.14344 -0.296 0.06673
p-fluorophenyl aromatic -0.31576 0.0643 -0.09751 0.1698 -0.29798 0.06697
p-chlorophenyl aromatic -0.3168 0.06266 -0.1016 0.1533 -0.2998 0.06417
p-methoxyphenyl aromatic -0.29375 0.06866 -0.09049 0.14403 -0.28246 0.06718
p-cyanophenyl aromatic -0.33266 0.0507 -0.11218 0.1525 -0.31016 0.05943

Glyoxylic acid HOMO LUMO

Neutral -0.45302 0.05375

Protonated -0.72186 -0.2152



4. General Information for the Synthesis

Chemicals were purchased from commercial suppliers and used without further
purification. Thin layer chromatography (TLC) was performed on aluminium plates coated
with 60 F254 silica from Merck. Flash chromatography was carried out using a Biotage
SP4, Biotage Isolera or Varian automated flash system with Silicycle or GraceResolve
normal phase silica gel pre-packed columns. Fractions were collected at 254 nm or if
necessary on all wavelengths between 200 and 400 nm. Microwave irradiation was
performed in a Biotage Initiator Sixty in sealed vials (Biotage microwave vials, Type |, Class
A borosilicate, 28 mm outer diameter, 26 mm inner diameter, 83 mm long, round-bottom
for 5-20 mL of total reaction volume; Biotage microwave vials, 16 mm outer diameter, 14
mm inner diameter, 83 mm long, round-bottom for 2-5 mL of total reaction volume).
Reactions were irradiated at 2.45 GHz and were able to reach temperatures between 60

and 250 °C. Heating was at a rate of 2-5 °C/s and the pressure was able to reach 20 bars.

5. Analytical Equipment

Melting points were measured using a Stuart automatic melting point SMP40 apparatus
or a Shanghai ShenGuang WRR apparatus. Fourier Transform InfraRed (FTIR) spectra
were measured using an Agilent Cary 630 FTIR or a Bruker TENSOR Il FTIR Spectrometer
as a neat sample tableting with KBr. The abbreviations for peak description are as
follows: b = broad; w = weak; m = medium and s = strong. Ultraviolet (UV) spectra were
recorded on a Hitachi U-2900 spectrophotometer or an Agilent Cary 100 UV-Vis
spectrophotometer and were performed in ethanol. High resolution mass
spectrometry (HRMS) was provided by the ESPRC National Mass Spectrometry Service,
University of Wales, Swansea, or the Mass Spectrometry Service, Department of
Pharmacy, Naval Medical University and performed by Diya Lyu on an Agilent
Technologies 6550 iFunnel Q-TOF LC-MS, or conducted using an Agilent 6550 iFunnel
QTOF LC-MS with an Agilent 1260 Infinity UPLC system. The sample was eluted on Acquity
UPLC BEH C18 (1.7um, 2.1 x 50mm) with a flow rate of 0.7 mL/min and run at a gradient
of 1.2 min 5-95% 0.1% ag. HCOOH in MeCN.



LC-MS analyses were conducted using a Waters Acquity UPLC system with photo diode
array (PDA) and evaporating light scattering detector (ELSD) or using the ESI mass
spectra which were performed by Zichao Ding on an Agilent Technologies 6120
Quadrupole LC-MS. When a 2 min gradient was used, the sample was eluted on an
Acquity UPLC BEH C18, 1.7um, 2.1 x 50mm, with a flow rate of 0.6 ml/min using 5-95%
0.1% HCOOH in MeCN. Analytical purity of compounds was determined using Waters
XTerra RP18, 5 um (4.6 x 150 mm) column at 1 ml/min using either 0.1% aq. ammonia
and MeCN or 0.1% aq. HCOOH and MeCN with a gradient of 5-100% over 15 min. When
a 12 min gradient was used, the sample was eluted on ZORBAX Eclipse XDB-C18,
3.5 um, 4.6 x 100 mm, with a flow rate of 0.4 ml/min using 30-70% 0.1% HCOOH in
MeCN.

1H and 13C NMR spectra were obtained using a Bruker Avance Il 500 spectrometer using
a frequency of 500 MHz, and 123 MHz, respectively, or using a Bruker Avance Il 600
spectrometer operating at a frequency of 600 MHz, and 150 MHz, respectively. °F NMR
spectra were acquired using the Bruker Avance Il 300 spectrometer using a frequency of
282 MHz. The abbreviations for spin multiplicity are as follows: s = singlet; d = doublet; t
= triplet; q = quartet, p = quintuplet, h = sextuplet and m = multiplet. Combinations of
these abbreviations are employed to describe more complex splitting patterns (e.g. dd =

doublet of doublets).

6. NMR spectra
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FLH12 0.495095599 W
F2 - Processing parameters
31 65526
SF 150.902811Z MEs
i e
336 a
LB 2.00 He
GB 0
o s ™ o ol e e T ah e Tk 1220
220 200 180 160 140 120 100 80 60 40 20 ppm
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A-9-F

: (Tt )
; BE%R
=
|
Current Data Farameters
HEME A-5-F
EXFHO 2
FROCHD 1
F2 - BAoquis=ition Parameters
Date 20210506
Time 16.57
= OH IN3TRIM spect
FECHED & =m FEBED EB-
EULEROG E
0 H_gﬁ;
SOLVENT M50
F u3 32
03 4
SWH 66964 269 He
FILEE] 0.510887 He
AQ D.9TE6ETLO =sec
Rz 128
W T.467 asec
DE 6.50 asec
TE 300.0 K
m 1.00000000 =3ec
TDD 1
CHEANMEL f1
SEFOl 282.3T761148 MEz
HOC1 18F
Pl 19.50 u=ec
PLW1 11.00000000 W
FZ - Frocessing parameters
S5I 35
SF 282 4043550 ME=
WDW EM
538 0
LB 3.00 Hz
GB 0
BC 1.00
I I I I 3 I - I v I - I - I 4
0 -20 -60 80 -100 120 -140 -160 -180 ppm
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£qj-Aldol-10

13.18

50
a9
L]
a7
5
11
a1
a0
79
L]
)
LB
]
x|
62
58
5
57
hE
56
5E
55
55
55
72
E.E9

Current Data Parameters
HEME eqj-Aldsl-10

EXFHO 1
FROCHD 1
O F2 - BAoquis=ition Parameters
/ OH Date 20210408
Time 2.28
IN3TRIM spect
FECHED & =m FEBBED EB-
O EULEROG 53-20
0 63326
9 SOLVENT M50
H3 16
F 3 0
SWH 12018.220 He
FILEE] 0.162399 He
AQ Z2.T262%TE sec
Rz 128
W 4] _&D0 asec
DE 6.50 asec
TE 300.3 K
m 1.00000000 =3ec
TDD 1
=———— (HANMMEL fl
SEFOl 600.1329337 MEz
HOC1 1H
Pl 12.70 usec
PLW1 15_24000015 W
FZ - Frocessing parameters
S5I 65536
SF 600.1209529 ME=
WDW EM
538 a
LB 0 Ez
GB 0
BC 1.00
ady 1 ] |

14 13 12 " 10 9 8 [ 6 5 4 3 2 1 ppm

\|sa_ qaa;s@
[=1 — ===~
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2qj—-Aldol-10

L Lam P e
BRUKER
- - AR A A - e i
Current Data Farameters
HAME si-Aldol-10
EXTHD z
EFROCHD 1
F2 - BAoquis=ition Parameters
Date 20210408
Time 3.43
O IH3TRIM ct
FRCHED S =mm FABBEQ BBE-
= OH EULEROG 20
D 1874
SOLVENT DME0
H3 212
O D3 1
SWH 278TE.TEY He
9 FIDERE] 1.000126 He
F BO 0.29593360 =m=c
RG 2050
W 132_200 usec
DE 6.50 asec
TE 201.9 K
0l 1.00000000 =3ec
D11 0.02000000 =ec
T 1
CHANHEL f1
SEOL 150.9178550 MEz
HOCL 1lzC
Pl 2.00 asec
FLHL 41 50000000 W
=————— CHAMMEL f£2
SF02 600.1224005 MEz
HOCZ 1H
CEIERG[Z waltzlé
ECEFDZ T0.00 usec
PLRZ 15_ 34000015 W
PLH12 1.01040006 W
FLH12 0.495095599 W
F2 - Processing parameters
51 65526
F 150.902811Z MEs
WD EM
536 a
LB 2.00 He
GB 0
R T A T R T T AT L T 1220
200 180 160 140 120 60 40 20 ppm
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A-10-F
-
Current Data Farameters
HEME A-10-F
EXFHO 2
FROCHD 1
F2 - BAoquis=ition Parameters
Date 20210506
Time 16.51
IN3TRIM spect
O FECHED & =m FEBED EB-
EULEROG fl?u
0 Hl-] Zz
7 OH SOLVENT CMED
H3 32
03 4
SWH 66964 269 He
O FILEE] 0.510887 He
AQ D.9TE6ETLO =sec
9 RG 128
F W T.467 usec
DE 6.50 asec
TE 300.0 K
m 1.00000000 =3ec
TDD 1
CHANNHEL fl ————
SEFOl 282.3T761148 MEz
HOC1 18F
Pl 19.50 u=ec
PLW1 11.00000000 W
FZ - Frocessing parameters
S5I 35
SF 282 4043550 ME=
WDW EM
538 0
LB 3.00 Hz
GB 0
BC 1.00
—
I I : I - I : I : I : I : I : I : I 4 I
0 -20 -40 -60 -80 -100 -120 -140 -160 -180  ppm
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£gj-Aldol-11

13.09
pL]
EL]
L]
n
L
96
i
4
a1
80
]
79
7.78
II
£.71
6. 60

Current Data Parameters
HEME sqj-Aldol-11
EXFHO 11
FROCHD 1
(@) F2 - Aoquis=ition Parameters
%_ﬂtﬁ_ 20212!%%
ime :
Z OH IN3TEIM spect
FECHED & =m FEBBED EB-
(o) EULEROG 5320
Br 0 63326
10 SOLVENT M50
H3 1
03 Q
SWH 12018.220 He
FILEE] 0.162399 He
AQ Z2.T262%T6 sec
Rz 256
W 4] _&D0 asec
y LE 6.50 nsec
TE 29%.7 K
m 1.00000000 =sec
TDD 1
=———— (HANMMEL fl
SEFOl 600.1329337 MEz
HOC1 1H
Pl 13.70 asec
PLW1 15_24000015 W
FZ - Frocessing parameters
S5I 65536
SF 600.1209529 ME=
WDW EM
538 a
LB 0 Ez
GB 0
i EC 1.00
L 1™ L

14 13 12 " 10 9 8 [ 6 5 4 3 2 1 ppm

.00
202
1.00
218
——
AL
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2qj—-Aldol-11

ES b T iR e
: % BRUKER
- - bl il i
Current Data Parameters
HEME sqj-Aldol-11
EXFHO 2
EROCHD 1
FZ2 - Boquisition Parameters
Date 20210413
O Time z.18
IN3TRIOM spect
= OH PROEED 5 mm BBEBO EB-
EULEROG 20
D 1874
(@] SOLVENT CMS0
Br H3 &04
10 03 4
SWH 2TATE_TED He
FILEE3 1.000126 He
A 0_49599368 =ec
RE 2050
DW 12200 osec
DE 6.50 usec
TE 2301.0 K
01 1.00000000 =ec
01l 0.02000000 =ec
TDO 1
= (HANHEL fl1
SEOL 150.9178550 MB=
HOCL l1ac
Pl .00 usec
FLWL 41 50000000 W
= (HBNHEL £2
BF02 G00.1224005 MH=
HOC2 1H
CPOERG[2 waltsld
ECED2 70.00 usec
ELRZ 15_24000015
ELWH1Z 1.01040006 W
FLW1Z 0495098898 W
2 - Processing parameters
L) | E5526
F 150.9028112 M=
WDH EM
536 a
LB 2.00 He
=B 0
R ey | P s S R o P | TR e o RS | SR ey o e et 1220
200 180 160 140 120 100 80 60 40 20 ppm
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£qj-Aldol-12

13.08

"

30

Current Data Param=ters
HEME sqj-Aldol-12
EFFHO 1
EROCHD 1
[ F2 - Boquisition Parameters
Date 20210419
(@) Time 644
IN3TRIOM spect
/ OH FRCHED & =m PEBBD EB-
ETULERDG 5330
s 65536
SOLVENT M50
(@) u3 16
03 B
11 SWH 12015.230 He
FIDBES 0.162399 He
Br AQ 2 7262676 sec
RG a2z
DW 41 _&D00 msec
DE 6.50 usec
TE 300.0 K
m 1.00000000 sec
TDD 1
CHANNEL f1
SE0L 600.1329337 MEx
HOC1 1H
Pl 12.70 ase=c
PLW1 15.24000015 W
FZ - Frocessing parameters
31 65534
SF 600.1259529 MHE=
WDW EM
538 |
LB 0 Ez
=B 0
BC 1.00
o L 5 PR A
3 12 11 10 9 8 [ i} b 4 3 2 1 ppm



Eqj-Aldol-12
2 & ZRREELRAE
BRUKER
- - Sl A
Current Data Farameters
HAME si-Aldol-12
EXTHD z
EFROCHD 1
O F2 - Aoquis=ition Parameters
Date 20210419
Time 7.01
= OH INSTRITM =pect
FRCHED S =mm FABBEQ BBE-
EFULFROG 20
D Eg:E:gTé
O SOLVENT OME0
H3 507
11 03 1
Br SWH 278TE.TEY He
FIDRE] 1.000126 He
A 0.45959368 sec
RG 2050
oW 132_200 usec
DE 6.50 usec
TE 202 .4 K
0l 1.00000000 =3ec
D11 0.02000000 =ec
T 1
CHANHEL fl ———
SEOL 150.9178550 MEz
HOCL 12C
Pl 2.00 usec
FLHL 41 50000000 W
————— [HANNFL 2 —————
SF02 600.1224005 MEz
HOCZ 1H
CEIERG[Z waltzlé
ECTFDZ 70.00 usec
PLRZ 15_ 34000015 W
PLH12 1.01040006 W
FLH12 0.495095599 W
2 - Processing parameters
21 65526
SF 150.902811Z MEs
WOH EM
336 a
LB 2.00 He
GB 0
T, o T TR T T TR T | e 1220
200 180 160 140 120 100 80 60 20 ppm
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£qj-Aldol-1

13,08

0e
k]

b

.72
6. 69

7

Current Data Parameters
HEME

sgj-Aldol-1
EXTHO 1
EROCHD 1
F2 - BAoquis=ition Parameters
Date 20210412
Time 12.21
IN3TRIM spect
O PROEED 5 == PAEBO EE-
0 e B3
= H SOLVENT DMS0
H3 L6
D3 Q
12 0 5WH 12019.220 He
FITOERES3 0.1E2399 He
A 2_.T262%T6 =ec
R 128
W 4] _&D0 asec
LE 6.50 nsec
TE 298.9 K
ol 1.00000000 =sec
T 1
======= [CHRHMEL fl
SEQL 600.1329337 MEs
HOCL 1H
Pl 13.70 asec
FIWL 16_24000015 W
FZ - Frocessing parameters
21 65536
SF 600.1209020 ME=
WOW EM
536 a
LE d Es
GB a
| I BC 1.00
anll s L ddia L
14 13 12 1 10 T 4 3 ppm
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£gqj-Aldol-1

= m o
Lt m o o r r-
: : s m =
: : 5 3 55 BRUKER
4 - - o - e
Current Data Farameters
HEME sqj-Aldol-1
EXFHO z
FROCHD 1
F2 - Aoquis=ition Parameters
Date 20210412
Time 2.52
IN3TRIM spect
FECHED & =m FEBBED EB-
EULEROG 20
O D 874
SOLVENT M50
= OH ¥ 2175
03 4
SWH 278TE.TES He
12 FILEE] 1.000126 He
AQ D0.4999368 =sec
Rz 2050
W 12_200 asec
DE 6.50 asec
TE 301.9 K
Dl 1.00000000 =3ec
D1l 0.02000000 =sec
TDO 1
CEANNMEL f1
SEOL 150.9178550 MEz
HOC1 12C
Pl 2.00 asec
PLW1 41.50000000 W
m——— MEL £2
SF02 600.1224005 ME=
HOC2 1H
CPDERG[2Z waltzlé
ECEFDZ T0.00 usec
PLR2 15.24000015 W
PLW1Z 1.01040006 W
PLW12 0.49509599 W
F2 - Processing parameters
51 65526
3F 150.902811Z ME=
|. I. . ) 1 el W " e
3 (xfala] o
L 3.00 He
GH a
e ol e b T e T e e s T T ai 1220
220 200 180 160 140 120 100 g0 60 40 20 0 ppm
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£qj-Aldol-4

13.08

ELRECDIEBEGES
o

HHHHHHHHHHHERUKEH

Current Data Parameters
HEME

sqj-Aldol-4
r EXTHO 1
O FROCHD 1
/ OH F2 - BAoquis=ition Parameters
Date 20210415
Time 9.22
O IN3TRIM =pect
13 FRCEED S == PABBD EB-
ETLEROE ma-:!lil
D 63526
SCLVENT CM50
H3 L6
D3 Q
5WH 12019.220 He
FITOERES3 0.1E2399 He
A 27262976 =ec
R 287
W 4] _&D0 asec
LE 6.50 nsec
f TE 300.1 K
ol 1.00000000 =sec
T 1
CHANNEL f1
SEQL 600.1329337 MEs
HOCL 1H
Pl 13.70 asec
FIWL 16_24000015 W
FZ - Frocessing parameters
21 65536
SF 600.1209020 ME=
WOW EM
536 a
LE d Es
GB a
L lL EC 1.00
a 4 L .ll],..‘ 1 1 b 1
1 10 g T 6 5 4 3 2 1 ppm

14 13 12
LﬁwsrﬂJ
=1

63
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£qj-Aldol-4

=

[l - 1=
3} m ™ = - ™
L] 1 r ™ o
. ¥ s . b BRUKER
ca o o R - raca
Current Data Parameters
HEME zg]-Aldol-4
EXFHO z
FROCHD 1
0] F2 - BAoquis=ition Parameters
Date 20210415
= OH Time™ 15.57
IN3TRIM spect
FEOEED 5 =m PEBED EB-
@) DULOROG 20
13 s 1] BT4
SOLVENT DM50
H3 5556
03 4
SWH 278TE.TEY He
FILRES] 1.000126 He
B 0.49599368 =ec
Rz 2050
W 12_200 asec
LE 6.50 nsec
IE 202.4 K
i 1.00000000 =sec
D1l 0.02000000 =ec
T 1
CHEANNMEL f1
SEOl 150.9178550 MEx
HOC1 12C
Pl 9.00 osec
FIW1 41.50000000 W
===—=== MEL £7
SF02 600._1224005 ME=
HOC2 1H
CPDFRG[2 waltsld
ECED2 T0.00 usec
FLWZ 15_24000015 W
PLW1Z 1.01040006 W
FLW1Z 0.49509589 W
F2 - Processing parameters
81 E5526
3 150_902811F ME=
. LA : o =
536 a
LB 2.00 Hz
=B a
e ol e b T e T e e s T T ai 1220
220 200 180 160 140 120 100 g0 60 40 20 0 ppm
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14
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Compound &

m - = e
W - =] r- - i) Ll
B = * = = = =3
i E s o = - 2 BRUKER
£ - o | = - wa
Current Data Parameters
HEME MO-£66-102-F2
EXFHO 11
EROCHD 1
F2 - Boquisition Parameters
Date 20200129
Time 14.43
IN3TRIOM spect
FROEED & == PABBD EB-
EOLEROE 20
D G526
SCLVENT M=l
Ha 2546
D3 2
= OH o 29761.604 He
FIDBES 0.454131 He
0 AD 1.1010048 =ec
Rz 454
14 W 16_B00 usec
DE T7.65 usec
TE 294 3 K
D1 2.00000000 =sec
D1l 0.02000000 sec
TDD 1
CHANNEL fl ————
SEQL 125.8131151 MEz
NOCL 13cC
Pl 9.90 usec
ELWL §2_28999838 W
====—=== HEL 7 —————
SF02 500.2020012 MHE=
HOC2 18
CEOERG[2 waltslé
ECED2 EQ.00 msec
ELRZ 16_50000000 W
PLW1Z 0.7859T78002 W
FLWLZ 0.29T723000 W
F2 - Processing parameters
21 E5526
E 125.8005350 MH=
WCH EM
336 0
LB 1.00 He
cB 0
e : T T —T T e Ll 1220
200 140 120 60 40 20 0 ppm
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Compound 2

16

14 13 12 11 10 9 8 [ 6 5 4 3 2 1 ppm
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Compound 8

- - [l ™
™ [l L ] - - ™
: = = . Y T
g z S g i BRUKER
o - - o - =
Current Data Parameters
HEME MD-6E6-152-F23
EFFHO 11
EROCHD 1
F2 - Boquisition Parameters
Date 202007048
Time 16.42
IN3TRIOM spect
FROEED & =m PEBBD EB-
ETULERDG 20
s Lk
SOLVENT HeOD
0 Ha 256
03 2
SWH 29761L.504 He
FIDBES 0.45412]1 He
AQ 1.1010048 =ec
RG 4546
W 16_B00 usec
DE 7.65 usec
TE 297.2 K
D1 2.00000000 sec
D1l 0.02000000 sec
TDO 1
CHANNEL fl =———
SEQL 125.8131151 MEx
HOC1 1ac
Pl 9.90 usec
PLW1 B2.20999539 W
—— HEL 7 —————
SF02 500.2020012 ME=
HOC2 1H
CPOERG[2 waltzlé
ECEDZ EQ.D00 usec
PLWZ 15.50000000 W
PLW12 0.785978002 W
PLW12 0.29T725000 W
F2 - Processing parameters
51 65526
3F 125.8005350 MEz
| L M ' & WIW - e
==l Ll
L 1.00 He
[=:] 0
s | L B il el ™ 1220
200 160 60 40 20 0 ppm
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£qj-Aldol-2

EmEELSEEﬂEEE

E. B4
.6l

13,14
7.0
7.05

-

RRREER

dnadnnnassniadiiiac-a- [ERFREWUWKIER

Current Data Parameters
HEME

sqj-Aldol-2
EFFHO B 1
EROCHD 1
(0] F2 - Boquisition Parameters
%Eltc_ 202124&3
ime .
= OH INSTETM =pect
FRCEED & =m PEBBD EB-
ETULERDG =gal
17 O ™ :
SOLVENT M50
Ha 14
03 1]
SWH 12015.230 He
FIDBES 0.162399 He
AQ 2_.T262%T6 =ec
RG 1E1
DW 41 _&D00 msec
DE 6.50 usec
TE 295 .9 K
m 1.00000000 sec
TDD 1
=——— (HANNEL fl
SE0L 600.1329337 MEx
HOC1 1H
Pl 12.70 usec
PLW1 15.24000015 W
FZ - Frocessing parameters
31 65534
SF 600.1259529 MHE=
WDW EM
538 0
LB 0 Ez
=B 0
BC 1.00
ITh ol
14 13 12 11 10 9 8 T 6 5 4 3 2 1 ppm
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2qi-Aldol-2

L= r ™ ™
k= m - m iy ] L] o
[} r r W [*p] e
5 ¥ 5 " L BRUKER
4 ot - o - M e
Current Data Parameters
sqj-Aldol-2
EXFHO 2
EROCHD 1
FZ2 - Boquisition Parameters
Date 202104132
O Time 4.47
IN3TRIOM spect
FROEED & == PABBO EB-
= OH PULEROG 20
D 1874
SCLVENT CMED
17 u3 185
D3 4
=WH 378TE_TE9 He
FIDBES 1.000126 He
AD 0.45959368 =ec
Rz 2050
DW 12_200 osec
DE 6.50 usec
TE 301.7 K
D1 1.00000000 =sec
D1l 0.02000000 sec
TDD 1
=== [CHANNEL fl ———
SEQL 150.9178550 MHE=z
NOCL 13cC
Pl .00 usec
ELWL 41_30000000 W
= CHANNEL {? —————
SF02 600.1324005 MH=
HOC2 18
CEOERG[2 waltslé
ECED2 70.00 usec
ELRZ 16_24000015 W
PLW1Z 1.01040006 W
FLWLZ 0.49509888 W
F2 - Processing parameters
21 E5526
E 150.9028112 MH=
WCH EM
336 0
LB 2.00 He
cB 0
T T T T T T T T BC 1.40
220 200 180 140



Compound 19

OH

19

14 13 12 11 10 9 8 7 6 5 4
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Compound 19

r- ™~ o r-
m il Lt L - - el
v r r @ = =l
k s ¥ m o BRUKER
4 - - - LT
Current Data Parameters
HEME MO-6E6-121-F2-A
EXFHD 21
@) EROCHD 1
OH FZ2 - Boquisition Parameters
7 Date 20200214
Time 1.49
IN3TRIOM spect
o) PROBED 5 == DABEO EB-
EULFROG 20
19 D mﬁg‘gﬂﬁ
SOLVENT HeQDr
H3 254
03 2
SWH 29761504 He
FIDRE3 0.454121 He
A 1.1010048 =sec
R 454
W 16_800 usec
DE 7.635 usec
TE 2895 6 K
01 2._00D000000 =sec
D11 0.02000000 =ec
DO 1
CHANHEL f£1
SEOL 125.81231151 ME=s
HOCL lac
Pl 9.90 usec
PLHL B2_39599539 W
=———— (HANNEL £2
SF02 500.2020012 ME=
HOCZ 1H
CPOERG[2 waltzlé
ECEDZ EQ.D00 usec
PLRZ 1%_500D00D0 W
PLH12 0_.7857800Z W
PLH12 0.29T725000 W
F2 - Processing parameters
31 E55246
3F 125.8003597 MHs
WOWH EH
336 1}
LB 1.00 He
GB i}
e e il e s o e ol 0 1520
200 180 160 140 120 100 80 60 40 20 0 ppm
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