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HPLC traces for the synthesis of Descurainolide A (3)

(±)-2,6-dimethoxy-4-(1-((methoxycarbonyl)oxy)allyl)phenyl pivalate 

Chiralcel OJ-H (99.5:0.5) Hexane: IPA, flow rate 1.0 mL min-1, 30 oC) tR (R-enantiomer) = 16.1 min, 
tR (S-enantiomer) = 20.0 min
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(R)- 2,6-dimethoxy-4-(1-((methoxycarbonyl)oxy)allyl)phenyl pivalate

Therefore ee = 93%

(S)-2,6-dimethoxy-4-(1-((methoxycarbonyl)oxy)allyl)phenyl pivalate

Therefore ee = 99%
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(±)-Dimethyl 2-(1-(3,5-dimethoxy-4-(pivaloyloxy)phenyl)allyl)malonate 

Chiralcel OJ-H (97:3  Hexane:IPA, flow rate 0.5 mL min-1, 40 oC) tR (R-enantiomer) = 21.4 min, tR (S-
enantiomer) = 24.3 min  

(R)-Dimethyl 2-(1-(3,5-dimethoxy-4-(pivaloyloxy)phenyl)allyl)malonate

Therefore ee = 98%
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(S)-Dimethyl 2-(1-(3,5-dimethoxy-4-(pivaloyloxy)phenyl)allyl)malonate

Therefore ee = 93%

(±)-Methyl 3-(3,5-dimethoxy-4-(pivaloyloxy)phenyl)pent-4-enoate 

Chiralcel OJ-H (97:3  Hexane:IPA, flow rate 1 mL min-1, 30 oC) tR (S) = 11.5 min, tR (R) = 13.7 min.



(S)- Methyl 3-(3,5-dimethoxy-4-(pivaloyloxy)phenyl)pent-4-enoate 

 Therefore ee = >99%

(R)- Methyl 3-(3,5-dimethoxy-4-(pivaloyloxy)phenyl)pent-4-enoate 

Therefore ee = 90%
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(±)-2-(iodomethyl)-5-oxotetrahydrofuran-3-yl)-2,6-dimethoxyphenyl pivalate 

Chiralpak AD-H, 95:5 IPA Hexane: IPA, flow rate 1.5 mL min-1, 30 oC) tR (2S,3R) = 17.5 min, tR 

(2R,3S) = 20.0 min.

(2R,3S)-2-(iodomethyl)-5-oxotetrahydrofuran-3-yl)-2,6-dimethoxyphenyl pivalate 

Therefore ee = 90%



(2S,3R)-2-(iodomethyl)-5-oxotetrahydrofuran-3-yl)-2,6-dimethoxyphenyl pivalate 

Therefore ee = 99%

(±)-2,6-dimethoxy-4-((2,3-anti)-2-methyl-5-oxotetrahydrofuran-3-yl)phenyl pivalate 

Chiralpak AD-H 97:3 Hexane: IPA, flow rate 1.0 mL min-1, 30 oC) tR (2R,3R) = 30.1 min, tR (2S,3S) = 
40.7 min
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(2R,3R)-2,6-dimethoxy-4-((2,3-anti)-2-methyl-5-oxotetrahydrofuran-3-yl)phenyl pivalate 

Therefore ee = 99%

(2S,3S)-2,6-dimethoxy-4-((2,3-anti)-2-methyl-5-oxotetrahydrofuran-3-yl)phenyl pivalate 

Therefore ee = 91%
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(±)-4-(4-hydroxy-3,5-dimethoxyphenyl)-5-methyldihydrofuran-2(3H)-one (Descurainolide A)

Chiralcel OD-H (85:15 Hexane: IPA, flow rate 1.0 mL min-1, 30 oC) tR (2R,3R) = 39.8 min, tR (2S,3S) = 

50.9 min.

(2R,3R)-4-(4-hydroxy-3,5-dimethoxyphenyl)-5-methyldihydrofuran-2(3H)-one (Descurainolide A)



Therefore ee = 98%

(2S,3S)-4-(4-hydroxy-3,5-dimethoxyphenyl)-5-methyldihydrofuran-2(3H)-one (Descurainolide A)

Therefore ee = 91%



HPLC traces KR lignin-based monomers

(±)-1-(4-((tert-butyldimethylsilyl)oxy)-3,5-dimethoxyphenyl)prop-2-en-1-ol 

Chiralpak AD-H (99:1 hexane: IPA, flow rate 1 mL min-1, 30 °C) tR (S) = 21.5 min, tR (R) = 31.1 min 

(S)

Therefore ee =  99%
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(±)-4-(1-hydroxyallyl)-2,6-dimethoxyphenyl pivalate 

Chiralcel OJ-H (99:1 hexane: IPA, flow rate 1 mL min-1, 30 °C) tR (S) = 42.2 min, tR (R) = 49.8 min
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Therefore ee =  >99%



(R)

HPLC before second KR with ent-HyperBTM

Therefore ee =  92%



(±)-1-(4-((tert-butyldimethylsilyl)oxy)-3-methoxyphenyl)prop-2-en-1-ol 

Chiralpak AD-H (99.5:0.5 hexane: IPA, flow rate 1 mLmin-1, 30 °C) tR (S) = 23.7 min, tR (R) = 29.1 
min. 

(S)

Therefore ee =  89%
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(±)-4-(1-hydroxyallyl)-2-methoxyphenyl pivalate 

Chiralpak AD-H (95:5 hexane: IPA, flow rate 1 mL min-1, 30 °C) tR (S) = 11.4 min, tR (R) = 15.7 min. 

(S)

Therefore ee =  97%
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(±)-4-(1-hydroxyallyl)-2,6-dimethoxyphenyl 4-methylbenzenesulfonate 

Chiralpak IB (92:8 hexane: IPA, flow rate 1 mL min-1, 30 °C) tR (S) = 35.7 min, tR (R) = 39.9 min. 
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Therefore ee =  93%



(±)-4-(1-hydroxyallyl)-2,6-dimethoxyphenyl trifluoromethanesulfonate 

Chiralpak AD-H (95:5 hexane : IPA, flow rate 1 mL min-1, 30 °C) tR (S) = 10.7 min, tR (R) = 13.3 min. 
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Therefore ee = 55%


