
S1 
 

 

Supplementary Information 

 

Static Combinatorial Chemistry: a High Pressure Approach to the Synthesis of 

Macrocyclic Benzoamide Libraries 

 

Grzegorz Pikus, Agata Tyszka-Gumkowska, and Janusz Jurczak* 

 

Institute of Organic Chemistry, Polish Academy of Sciences, Kasprzaka 44/52, 01-224 Warsaw, Poland 

jurczak_group@icho.edu.pl 

 

 

Contents 
1. High-Pressure Equipment ......................................................................................................................................................................................S2 

2. UPLC-HRMS Analysis...........................................................................................................................................................................................S3 

 

 

mailto:jurczak_group@icho.edu.pl


S2 
 

1. High-Pressure Equipment 

The high-pressure apparatus comprises two or more tightly fitted steel cylinders (1 and 2) forming a high pressure chamber. The cylindrical high-

pressure space is closed from below with a steel stopper (3). All electrical connections (optional: manganine manometer, thermocouple, etc.) can 

be introduced through a conical electrode (6) placed in the stopper (optional). The internal vessel is closed from above by a mobile piston (4) 

moved by an independent hydraulic force. The piston and the stopper are sealed  with O-rings and brass rings (5). Flexible Teflon® ampoules (7) 

are used as reaction containers. A typical experiment under high pressure run in the following manner: the reaction mixture should be placed in a 

tightly closed Teflon® ampoule. Then several at a time should be put in the high-pressure chamber filled with petroleum ether as a transmission 

liquid, which is compressed by a mobile piston moved by a hydraulic press.  

  

 

 

 

 

 

 

 

 

 

Fig. S1. a) Teflon® ampoules; b) commercially available high pressure apparatus U101 with a hydraulic press from Unipress (Warsaw, Poland); 

c): scheme of piston-cylinder high pressure apparatus. 
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2. UPLC-HRMS Analysis 

The three-substrate library under atmospheric pressure (Table 2, Entry 1) 

   

 

  

 
 

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_o12 92 (1.804) 1: TOF MS ES+ 
3.42e5295.13

277.12

317.11

322.09
497.31

497.81
721.36599.40

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_o12 153 (2.968) 1: TOF MS ES+ 
9.57e5395.22

323.16

417.20

418.20

422.18

497.81

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_o12 212 (4.118) 1: TOF MS ES+ 
2.20e5811.41

789.43

422.18

395.22 423.68
694.42

812.41

813.42

!;816.39

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_o12 164 (3.196) 1: TOF MS ES+ 
2.28e5711.32

689.34

497.31

372.13

364.15

497.81

712.32

713.33

718.30
!

1061.46

BEHC18_ACN_H2O

Time
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

%

2

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

A
U

1.0e-1

2.0e-1

3.0e-1

4.0e-1

5.0e-1

6.0e-1

20150626_gpikus_o12 4: Diode Array 
Range: 7.631e-11.72

0.86

0.64

1.00

2.89

4.05

20150626_gpikus_o12 1: TOF MS ES+ 
TIC

6.80e6
1.04

0.67

0.59

2.92

1.75

4.08
3.20

5.15 5.81

3{1,1} 

3{1,1} 

3{1,2} 

 

3{1,2} 

4{1,2} 

 

4{1,2} 

 

4hyb{1,1+2} 

 

4hyb{1,1+2} 
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The three-substrate library under atmospheric pressure (Table 2, Entry 2) 

   

 

  

 
 

  

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_o13 90 (1.749) 1: TOF MS ES+ 
9.70e5295.13

277.12

317.11

322.09

463.26 631.39

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_o13 106 (2.063) 1: TOF MS ES+ 
2.87e6411.21

316.20

433.19

434.20

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_o13 154 (3.005) 1: TOF MS ES+ 
2.53e5843.40

821.42

521.30411.21

316.20

521.81

522.31

844.40

845.41

!;846.41

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_o13 135 (2.620) 1: TOF MS ES+ 
1.17e5727.32

705.33

316.20

258.16

521.30

521.81

!;522.31

728.32

729.32

732.29

BEHC18_ACN_H2O

Time
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

%

2

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

A
U

1.0e-1

2.0e-1

3.0e-1

4.0e-1

20150626_gpikus_o13 4: Diode Array 
Range: 5.336e-11.71

1.000.86

0.70

2.01

2.96

20150626_gpikus_o13 1: TOF MS ES+ 
TIC

7.94e6
1.04

0.74

0.53

2.05

1.75

3.01
2.60

3{1,1} 

 

3{1,1} 

 

3{1,3} 

 

3{1,3} 

 

4{1,3} 

 

4{1,3} 

 

4hyb{1,1+3} 

 

4hyb{1,1+3} 
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The three-substrate library under atmospheric pressure (Table 2, Entry 3) 

   

  

 

 
 

  

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_o23 149 (2.900) 1: TOF MS ES+ 
1.45e6395.22

323.16

417.20

418.20

422.18
505.81 710.41

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_o23 105 (2.046) 1: TOF MS ES+ 
3.78e6411.21

412.22

434.20

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_o23 211 (4.101) 1: TOF MS ES+ 
2.23e5811.41

789.43

422.18

395.22 608.32

812.41

813.42

1237.61816.39

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_o23 181 (3.527) 1: TOF MS ES+ 
5.75e5827.40

805.42

403.22
358.18

710.41473.95

828.41

829.41

833.38
1235.59

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%
0

100

20150626_gpikus_o23 155 (3.022) 1: TOF MS ES+ 
2.61e5843.40

821.42

395.22

323.16

417.20

710.41

513.81

844.40

845.40

846.41

BEHC18_ACN_H2O

Time
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

%

1

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

A
U

1.0e-1

2.0e-1

3.0e-1

4.0e-1

20150626_gpikus_o23 4: Diode Array 
Range: 5.901e-12.01

1.00

0.86

0.63

2.89

3.49

20150626_gpikus_o23 1: TOF MS ES+ 
TIC

1.12e7
1.04

0.62

2.05

2.92

3.53

4.08
4.61

3{1,3} 

 

3{1,3} 

 
3{1,2} 

 

3{1,2} 

 

4{1,2} 

 

4{1,2} 

 

4{1,3} 

 

4hyb{1,2+3} 

 

4hyb{1,2+3} 

 

4{1,3} 
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The three-substrate library under atmospheric pressure (Table 2, Entry 4) 

   

  

 

 
 

  

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_m12 68 (1.333) 1: TOF MS ES+ 
1.05e6295.13

250.16

317.11

322.09

611.23
721.37

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_m12 148 (2.882) 1: TOF MS ES+ 
1.34e6395.22

323.16

417.20

418.20

619.28 789.43

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_m12 90 (1.750) 1: TOF MS ES+ 
1.08e5589.25

447.27

300.21

250.16

611.23

721.37

722.37
1199.48723.37 893.52

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_m12 154 (3.005) 1: TOF MS ES+ 
2.39e5689.34

395.22
323.16

!
497.31

712.32

713.33

1061.47755.40 1399.65

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%
0

100

20150626_gpikus_m12 214 (4.152) 1: TOF MS ES+ 
2.07e5811.41

789.43

422.18
277.07

424.18644.37

812.41

813.42

817.89
1599.83

!
1212.10

BEHC18_ACN_H2O

Time
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

%

2

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

A
U

0.0

5.0e-2

1.0e-1

1.5e-1

2.0e-1

2.5e-1

3.0e-1

20150626_gpikus_m12 4: Diode Array 
Range: 3.838e-12.82

1.30
1.000.86

0.63

1.73
2.96

4.12

20150626_gpikus_m12 1: TOF MS ES+ 
TIC

7.30e6
1.04

0.67
0.57

2.85

1.33

1.75 1.96

3.01
4.15

3.23
5.88

3{2,1} 

 

3{2,1} 

 

3{2,2} 

 

3{2,2} 

 

4{2,1} 

 

4{2,1} 

 

4{2,2} 

 

4{2,2} 

 

4hyb{2,1+2} 

 

4hyb{2,1+2} 
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The three-substrate library under atmospheric pressure (Table 2, Entry 5) 

   

  

 

 
 

  

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_m13 68 (1.333) 1: TOF MS ES+ 
7.52e5295.13

258.16

317.11

322.09
463.26

611.23 838.44 1132.56

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_m13 101 (1.978) 1: TOF MS ES+ 
2.94e6411.21

316.20

433.19

434.20
643.27

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_m12 90 (1.750) 1: TOF MS ES+ 
1.08e5589.25

447.27

300.21

250.16

611.23

721.37

722.37
1199.48723.37 893.52

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_m13 120 (2.343) 1: TOF MS ES+ 
1.91e5705.33

316.20

300.14

463.26

521.30

521.80

728.32

729.32

733.79 1085.46

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%
0

100

20150626_gpikus_m13 148 (2.882) 1: TOF MS ES+ 
1.95e5843.40

821.42

411.21

358.18

521.30

521.81

668.87

844.40

!
845.41

848.38

BEHC18_ACN_H2O

Time
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

%

2

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

A
U

1.0e-1

2.0e-1

3.0e-1

20150626_gpikus_m13 4: Diode Array 
Range: 4.29e-11.93

1.00

0.86

0.69
1.31

2.31 2.84

20150626_gpikus_m13 1: TOF MS ES+ 
TIC

9.27e6
1.04

0.860.74

0.53

1.96

1.33

1.79 2.34 2.88

3{2,1} 

 

3{2,1} 

 

3{2,3} 

 

3{2,3} 

 

4{2,1} 

 

4{2,1} 

 

4{2,3} 

 

4hyb{2,1+3

} 

 

4{2,3} 

 

4hyb{2,1+3} 
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The three-substrate library under atmospheric pressure (Table 2, Entry 6) 

   

 

  

 
 

  

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_m23 147 (2.865) 1: TOF MS ES+ 
1.64e6395.22

323.16
417.20

843.40
418.20

619.28
422.18

844.40

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_m23 101 (1.978) 1: TOF MS ES+ 
3.20e6411.21

412.22

434.20
643.28

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_m23 214 (4.152) 1: TOF MS ES+ 
1.32e5811.41

789.43

422.18

414.19
423.18 608.32
505.31 636.28

812.41

1237.61813.41

816.39 !;1215.63 !;1239.61

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_m23 181 (3.527) 1: TOF MS ES+ 
3.22e5827.40

805.42

430.18
358.18 702.41

505.31

828.41

829.41

833.38 !
1235.59

BEHC18_ACN_H2O

Time
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

%

1

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

A
U

1.0e-1

2.0e-1

3.0e-1

20150626_gpikus_m23 4: Diode Array 
Range: 4.799e-11.93

1.00

0.86

0.57

2.83

3.47
4.12

20150626_gpikus_m23 1: TOF MS ES+ 
TIC

1.11e7
1.04

0.60

1.96

2.85

3.53
4.15

4.69

3{2,3} 

 

3{2,3} 

 

3{2,2} 

 

3{2,2} 

 

4hyb{2,2+3} 

 

4hyb{2,2+3} 

 

4{2,2} 

 

4{2,2} 
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The three-substrate library under atmospheric pressure (Table 2, Entry 7) 

  
 

 

 

  

 
  

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_p12 79 (1.541) 1: TOF MS ES+ 
1.23e5589.25

300.21

226.64

447.27
611.23

721.36

722.37 !
1015.48

910.83 1199.47

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_p12 112 (2.186) 1: TOF MS ES+ 
1.06e6395.22

323.16

417.20

418.20
620.28

447.27 789.43

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_p12 194 (3.770) 1: TOF MS ES+ 
1.07e5789.43

422.18

350.18
542.28

571.19

812.41

1105.53
813.41

817.89
1106.53 !

1600.83!;1107.53

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_p12 135 (2.620) 1: TOF MS ES+ 
1.99e5689.34

372.13300.14

226.64

608.34

711.32

712.32

716.30
1399.651215.671061.47718.80

BEHC18_ACN_H2O

Time
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

%

2

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

A
U

5.0e-2

1.0e-1

1.5e-1

2.0e-1

20150626_gpikus_p12 4: Diode Array 
Range: 2.587e-12.13

1.00

0.86

0.63
0.53

1.50
2.58 3.71

20150626_gpikus_p12 1: TOF MS ES+ 
TIC

8.21e6
1.04

0.69
0.57

2.17

1.54
1.79 2.60 3.75

5.32

4{3,1} 

 

4{3,1} 

 

3{3,2} 

 

3{3,2} 

 

4hyb{3,1+2} 

 

4hyb{3,1+2} 

 

4{3,2} 

 

4{3,2} 
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The three-substrate library under atmospheric pressure (Table 2, Entry 8) 

   
   

 
 

  

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_p13 82 (1.612) 1: TOF MS ES+ 
2.60e6411.21

316.20

412.22

434.20 644.28

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_p13 103 (2.012) 1: TOF MS ES+ 
2.74e5705.33

300.14
521.30

727.31

728.32

729.32

1085.46779.39

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_p13 128 (2.500) 1: TOF MS ES+ 
2.09e5843.40

821.42

411.21

358.18

316.20

422.20

422.71

439.17

668.36

844.40

845.40

849.38
1259.58

BEHC18_ACN_H2O

Time
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

%

1

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

A
U

0.0

5.0e-2

1.0e-1

1.5e-1

2.0e-1

2.5e-1

3.0e-1

20150626_gpikus_p13 4: Diode Array 
Range: 3.719e-11.00

0.86
0.55

1.58

1.98 2.47

20150626_gpikus_p13 1: TOF MS ES+ 
TIC

1.16e7
1.04

0.59

0.67

0.86

1.61

2.01 2.50

4hyb{3,1+3} 

 

4hyb{3,1+3} 

 

4{3,3} 

 

4{3,3} 

 

3{3,3} 

 

3{3,3} 
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The three-substrate library under atmospheric pressure (Table 2, Entry 9) 

   

  

 

 
 

  

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_p23 111 (2.169) 1: TOF MS ES+ 
1.08e6395.22

323.16

308.20

417.20

418.20
620.28

505.31
789.43

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_p23 82 (1.612) 1: TOF MS ES+ 
2.19e6411.21

308.20

433.19

434.20 644.28 848.38

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_p23 194 (3.769) 1: TOF MS ES+ 
7.95e4811.41

789.43

422.18

417.20 505.31
513.81

812.41

813.42

816.39
1599.83

!
1237.62

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_p23 162 (3.142) 1: TOF MS ES+ 
1.99e5827.40

805.42

414.21
234.64 710.41611.02

828.41

829.41

!;833.38
1253.61

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%
0

100

20150626_gpikus_p23 129 (2.517) 1: TOF MS ES+ 
1.57e5843.40

821.42

411.21

358.18

234.64

422.71

505.31

844.40

845.40

849.38

BEHC18_ACN_H2O

Time
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

%

1

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

A
U

5.0e-2

1.0e-1

1.5e-1

2.0e-1

20150626_gpikus_p23 4: Diode Array 
Range: 2.827e-11.00

0.86

0.56

1.58

2.13

3.09
2.47 3.72

20150626_gpikus_p23 1: TOF MS ES+ 
TIC

1.17e7
1.04

0.58 1.61
2.17

3.122.50
3.753.63

3{3,3} 

 

3{3,3} 

 

3{3,2} 

 

3{3,2} 

 

4{3,2} 

 

4{3,2} 

 

4{3,3} 

 

4{3,3} 

 

4hyb{3,2+3} 

 

4hyb{3,2+3} 

 



S12 
 

The three-substrate library under atmospheric pressure (Table 2, Entry 1) 

  

 

   

 
 

  

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_om4 68 (1.333) 1: TOF MS ES+ 
4.56e5295.13

277.12

317.11

322.09

323.09
611.23

327.16

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_om4 90 (1.749) 1: TOF MS ES+ 
1.16e6295.13

277.12

317.11

322.09

323.09

324.59

BEHC18_ACN_H2O

Time
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

%

3

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

A
U

1.0e-1

2.0e-1

3.0e-1

4.0e-1

5.0e-1

6.0e-1

7.0e-1

20150626_gpikus_om4 4: Diode Array 
Range: 8.039e-14.06

1.71

1.000.86

1.30

3.80

4.26

20150626_gpikus_om4 1: TOF MS ES+ 
TIC

5.87e6
1.04

0.69

1.73

1.33

3.84
4.10

4.29

3{1,1} 

 

3{2,1} 

 

3{2,1} 

 

3{1,1} 

 

1{1} 

 

1{2} 

 



S13 
 

The three-substrate library under atmospheric pressure (Table 2, Entry 2) 

  

 

   

 
 

  

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_op4 89 (1.732) 1: TOF MS ES+ 
1.21e6295.13

277.12

317.11

322.09

324.09

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_op4 104 (2.029) 1: TOF MS ES+ 
1.62e4611.23

295.13

277.12

317.11

589.25

!
322.09

327.15

351.05

612.24

!
613.25 !

1974.361892.08

BEHC18_ACN_H2O

Time
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

%

3

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

A
U

1.0e-1

2.0e-1

3.0e-1

4.0e-1

5.0e-1

6.0e-1

20150626_gpikus_op4 4: Diode Array 
Range: 7.128e-13.67

1.71

1.000.86

3.79

3.97

20150626_gpikus_op4 1: TOF MS ES+ 
TIC

5.66e6
1.04

0.67

1.73

1.61

3.82

3.70

4.01

4.36

3{1,1} 

 

3{1,1} 

 

3{3,1} 

 

3{3,1} 

 

1{1} 

 

1{3} 

 



S14 
 

The three-substrate library under atmospheric pressure (Table 2, Entry 3) 

   

 

  

 
 

 

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_mp4 71 (1.384) 1: TOF MS ES+ 
1.03e5295.13

214.04

317.11

327.16

621.28!
347.18 622.28

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_mp4 80 (1.558) 1: TOF MS ES+ 
1.28e4327.15

295.13
621.28

589.25

!
347.18

!
356.18

622.28

623.28
915.40 !

1766.521125.63
!

1957.74

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_op4 104 (2.029) 1: TOF MS ES+ 
1.62e4611.23

295.13

277.12

317.11

589.25

!
322.09

327.15

351.05

612.24

!
613.25 !

1974.361892.08

26-Jun-2015BEHC18_ACN_H2O

m/z
200 400 600 800 1000 1200 1400 1600 1800

%

0

100

20150626_gpikus_mp4 85 (1.664) 1: TOF MS ES+ 
1.77e4589.25

!
327.16

!
322.09

266.10

378.14

!;410.19

611.23

621.28

622.28

!;643.17 915.39
!

1497.07

BEHC18_ACN_H2O

Time
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

%

2

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

A
U

0.0

5.0e-2

1.0e-1

1.5e-1

2.0e-1

2.5e-1

3.0e-1

20150626_gpikus_mp4 4: Diode Array 
Range: 6.586e-14.053.670.99

0.67

1.30
4.18

20150626_gpikus_mp4 1: TOF MS ES+ 
TIC

7.98e6
1.04

0.70

4.083.701.33

1.63 1.79

4.22

3{2,1} 

 

3{2,1} 

 

4{2,1} 

 

4{2,1} 

 

4hyb{2+3,1

} 

 4{3,1} 

 

1{3} 

 

1{2} 

 

4hyb{2+3,1} 

 

4{3,1} 

 


