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Explanation for an observed ‘A’ alert:

Out of all the trials of crystallization to obtain a suitable crystal for X-

ray 

structure analysis, a suitable and best available crystal 

was identified and subjected to 

X-ray structure analysis and it was diffracting at just an acceptable 

level.

Hence, one of the ‘A’ level alert is indicated in  the checkcif data. 

We tried to get the structure to establish the stereochemistry,

we used the best available crystal to collect the data. 

However, as indicated by a crystallographer, the existing data seems to 

be 

good enough for the structure establishment, which is the main aim of

this SCXRD experiment using the compound 5b-(DL).
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X-ray structure of 7c-(DL)
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Brief crystal data of 

compound 7c-(DL)
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The HPLC of compound 5b-(DL)was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (55:45), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 15.75

min, t
L
= 26.23 min. 487



The HPLC of compound 5b-(L) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (55:45), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 17.21

min, t
L
= 29.56 min.

488



The HPLC of compound 5b-(D) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (55:45), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 16.78

min, t
L
= 28.40 min.

489



The HPLC of compound 5c-(DL) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (50:50), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 31.05 

min, t
L
= 47.02 min. 490



The HPLC of compound 5c-(L) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (50:50), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 30.95 

min, t
L
= 46.80 min.

491



The HPLC of compound 6a-(DL) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (55:45), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 15.41 

min, t
L
= 25.45 min. 492



The HPLC of compound 6a-(L) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (55:45), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 15.67 

min, t
L
= 25.80 min. 493



The HPLC of compound 6a-(D) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (55:45), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 15.73 

min, t
L
= 26.33 min. 494



The HPLC of compound 6b-(DL) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (50:50), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 13.21 

min, t
L
= 22.87 min.

6b-(DL)

HN

O
PhthN

Q

N

Boc

Me
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The HPLC of compound 6b-(L) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (50:50), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 13.40 

min, t
L
= 23.15 min. 496



The HPLC of compound 7a-(DL) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (70:30), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 17.85 

min, t
L
= 30.10 min. 497



The HPLC of compound 7a-(L) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (70:30), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 18.21 

min, t
L
= 30.09 min. 498



The HPLC of compound 7c-(DL) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (50:50), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 15.08 

min, t
L
= 25.97 min. 499



The HPLC of compound 7c-(L) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (50:50), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 15.08 

min, t
L
= 25.84 min. 500



The HPLC of compound 7c-(D) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (50:50), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 14.95 

min, t
L
= 26.01 min. 501



The HPLC of compound 8a-(DL) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (70:30), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 20.30

min, t
L
= 28.47 min.

8a-(DL)

HN

O
PhthN

Q

N

Boc

Me

Me
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The HPLC of compound 8a-(L) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (70:30), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 20.06

min, t
L
= 28.02 min. 503



The HPLC of compound 8a-(D) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (70:30), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 19.81 

min, t
L
= 28.12 min. 504



The HPLC of compound 10a-(DL) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (55:45), flow rate 

1.0 mL/min, UV detection at 254 nm, t
D

= 

21.86 min, t
L
= 29.74 min. 505



The HPLC of compound 10a-(L) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (55:45), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 22.63 

min, t
L
= 30.65 min. 506



The HPLC of compound 10a-(D) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (55:45), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 22.45 

min, t
L
= 30.21 min. 507



The HPLC of compound 10b-(DL) was 

determined using the Daicel Chiralpak IB 

column, hexane/i-PrOH (70:30), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 11.39

min, t
L
= 13.52 min. 508



The HPLC of compound 10b-(L) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (70:30), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 11.36

min, t
L
= 13.23 min. 509



The HPLC of compound 23a-(DL) was 

determined using the Daicel Chiralpak IA 

column, hexane/i-PrOH (70:30), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 11.85 

min, t
L
= 13.40 min.

510



The HPLC of compound 23a-(L) was 

determined using the Daicel Chiralpak IA 

column, hexane/i-PrOH (70:30), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 12.10 

min, t
L
= 13.31 min. 511



The HPLC of compound 23b-(DL) was 

determined using the Daicel Chiralpak IA 

column, hexane/i-PrOH (70:30), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 10.83 

min, t
L
= 11.94 min.

CONHQNH2

N

Ph
23b-(DL)

Me
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The HPLC of compound 23b-(L) was 

determined using the Daicel Chiralpak IA 

column, hexane/i-PrOH (70:30), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 10.88 

min, t
L
= 11.90 min. 513



The HPLC of compound 23c-(DL) was 

determined using the Daicel Chiralpak IB 

column, hexane/i-PrOH (50:50), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 16.29 

min, t
L
= 22.36 min.

514



The HPLC of compound 23c-(L) was 

determined using the Daicel Chiralpak IB 

column, hexane/i-PrOH (50:50), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 16.10 

min, t
L
= 21.33 min. 515



The HPLC of compound 23d-(DL) was 

determined using the Daicel Chiralpak IB 

column, hexane/i-PrOH (50:50), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 8.10 

min, t
L
= 12.82 min.

CONHQNH2

N

Boc
23d-(DL)

Me

Me
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The HPLC of compound 23d-(L) was 

determined using the Daicel Chiralpak IB 

column, hexane/i-PrOH (50:50), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 8.02

min, t
L
= 12.64 min. 517



The HPLC of compound 24a-(DL) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (70:30), flow rate 1.0 

mL/min, UV detection at 254 nm, t
L
= 20.37

min, t
D
= 26.05 min. 518



The HPLC of compound 24a-(L) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (70:30), flow rate 1.0 

mL/min, UV detection at 254 nm, t
L
= 20.05

min, t
D
= 26.19 min.

COOMePhthN

N

Me24a-(L)

(er 97:3)

Me

519



The HPLC of compound 24a-(D) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (70:30), flow rate 1.0 

mL/min, UV detection at 254 nm, t
L
= 21.03

min, t
D
= 25.27 min.

520



The HPLC of compound 25a-(DL) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (50:50), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 10.03 

min, t
L
= 11.29 min.

521



The HPLC of compound 25a-(L) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (50:50), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 10.05 

min, t
L
= 11.13 min. 522



The HPLC of compound 25a-(D) was 

determined using the Daicel Chiralpak IC 

column, hexane/i-PrOH (50:50), flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 9.64

min, t
L
= 11.29 min.

COOMeH2N

N

Me25a-(D)
(er 97:3)

Me
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The HPLC of compound 5b-(DL) was 

determined using the Daicel Chiralpak IB 

column, hexane/i-PrOH 80:20, flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 17.17 

min, t
L
= 19.41 min.

Repeated HPLC analysis for confirming

the product 5b-(L)

524



The HPLC of compound 5b-(L) was 

determined using the Daicel Chiralpak IB 

column, hexane/i-PrOH 80:20, flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 17.42 

min, t
L
= 19.47 min.

Product 5b-(L) was obtained in

a repeated reaction in a 

1 mmol scale

525



The HPLC of compound 7c-(DL) was 

determined using the Daicel Chiralpak ODH 

column, hexane/i-PrOH 50:50, flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 8.97

min, t
L
= 10.66 min.

Repeated HPLC analysis for confirming

the product 7c-(L)

526



The HPLC of compound 7c-(L) was 

determined using the Daicel Chiralpak ODH 

column, hexane/i-PrOH 50:50, flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 9.07

min, t
L
= 10.70 min.

Product 7c-(L) was obtained in

a repeated reaction in a 

1 mmol scale

527



The HPLC of compound 23a-(DL) was 

determined using the Daicel Chiralpak IA

column, hexane/i-PrOH 70:30, flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 11.60 

min, t
L
= 13.01 min.

Repeated HPLC analysis for confirming

the product 23a-(L)

528



The HPLC of compound 23a-(L) was 

determined using the Daicel Chiralpak IA

column, hexane/i-PrOH 70:30, flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 11.85 

min, t
L
= 13.24 min.

Product 23a-(L) was obtained in

a repeated reaction in a 

1 mmol scale

529



The HPLC of compound 23c-(DL) was 

determined using the Daicel Chiralpak IB 

column, hexane/i-PrOH 70:30, flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 18.45 

min, t
L
= 26.42 min.

Repeated HPLC analysis for confirming

the product 23c-(L)

530



The HPLC of compound 23c-(L) was 

determined using the Daicel Chiralpak IB

column, hexane/i-PrOH 70:30, flow rate 1.0 

mL/min, UV detection at 254 nm, t
D

= 18.93 

min, t
L
= 26.22 min.

Product 23c-(L) was obtained in

a repeated reaction in a 

1 mmol scale

531


