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Experimental procedures and spectral data of all new compounds

Supporting Information
General Experimental Details

All reactions were performed under an atmosphere of argon unless otherwise indicated. Reagents and starting materials were obtained from commercial sources and used as received. The solvents were purified and dried by standard procedures prior to use; petroleum ether of boiling range 60–80 °C was used. Flash chromatography was carried out using Merck Kieselgel (230–400 mesh). NMR spectra were recorded on Varian Mercury (400 MHz) and Bruker (300 MHz) spectrometers. Chemical shift values are referenced against residual protons in the deuterated solvents, multiplicity (s = singlet, d = doublet, t = triplet, q = quartet, m = multiplet, br = broad). Infrared spectra were recorded in the range 4000-600 cm-1 as a film. HRMS were obtained on Micromass AutoSpec Ultima Magnetic sector mass spectrometer. Optical rotations were measured using Perkin Elmer 141 polarimeter. Enantiomeric purity was detected using Chiralpak IC 250 mm x 4,6 mm 5µm column, with EtOH:Heptane 30:70 v/v as a mobile phase.
Experimental Procedures and Characterization Data

2,3,11,11a-tetrahydro-1H-benzo[e]pyrrolo[1,2-a][1,4]diazepin-5(10H)-one (rac-12)
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The title compound was obtained by method reported by Clark et al.[1] from DL-Proline.

1H NMR 300 MHz, CDCl3:  8.01 (1H, d, J = 8.0 Hz), 7.19 (1H, t, J = 8.0 Hz), 6.77 (1H, t, J = 8.0 Hz), 6.56 (1H, d, J =8.0 Hz), 3.98 – 3.75 (2H, m), 3.74 – 3.61 (1H, m), 3.55 (1H, d, J =12.4), 3.33 (1H, dd, J =12.4, 9.0 Hz), 2.33 – 2.15 (1H, m), 2.02 – 1.76 (2H, m), 1.77 – 1.60 (1H, m).
[image: image2.emf]
(S)-2,3,11,11a-tetrahydro-1H-benzo[e]pyrrolo[1,2-a][1,4]diazepin-5(10H)-one (12)
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(S)-2-(Bromomethyl)pent-1-en-3-ol 4
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The title compound was obtained by method reported by Kulinkovich et al.[2]
 from (S)-methyl 2-hydroxybutanoate.[3]
1H NMR 300 MHz, CDCl3:  δ 5.34 (1H, s), 5.30 (1H, s), 4.37 – 4.19 (1H, m), 4.03 (2H, AB m), 1.86 – 1.46 (2H, m), 0.97 (3H, t, J = 7.4 Hz); 13C NMR 100 MHz, CDCl3:  δ 147.6, 116.3, 73.9, 32.8, 28.5, 9.9; IR (film) 3391, 2966, 2935, 2877, 1456, 1404, 1210, 1096, 1052, 982, 921, 842 cm-1; [α]D = + 9.42 (c = 1, CHCl3). 

(S)-tert-Butyl 2-((3-hydroxy-2-methylenepentyl)(4-methoxybenzyl)amino)acetate 5
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To a stirred solution of tert-butyl 2-((4-methoxybenzyl)amino)acetate (8.337 g, 33.174 mmol, 1.1 eq) and DIPEA (7.795 g, 60.316 mmol, 2 eq) in 20 mL of THF was dropwise added a solution of 4 (5.400 g, 30.158 mmol, 1 eq) in 10 mL of THF and the obtained solution was stirred for 5 days to achieve full consumption of 4. The reaction mixture was diluted with DCM (100 mL) and saturated aqueous sodium bicarbonate solution (100 mL), and twice extracted with 50 mL of DCM. The combined organic layers were dried over anhydrous Na2SO4, filtered and concentrated in vacuo. The residue was purified by flash column chromatography (Pet:EtOAc 9:1 – 2:1). The title compound was isolated as a yellow oil (9.850 g, 93%).
1H NMR 300 MHz, CDCl3:  δ 7.24 (2H, d, J = 8.6 Hz), 6.87 (2H, d, J = 8.6 Hz), 5.06 (1H, s), 4.98 (1H, s), 4.03 (1H, t, J = 6.9 Hz), 3.85 – 3.69 (1 H, m), 3.80 (3H, s), 3.49 (1H, d, 12.8), 3.42 (1H, d, 12.8), 3.26 (1H, d, J = 16.7 Hz), 3.15 – 2.99 (2H, m), 1.64- 1.31 (2H, m), 1.46 (9H, s), 0.85 (3H, t, J = 7.4 Hz); 13C NMR 100 MHz, CDCl3:  δ 170.4, 159.1, 146.2, 130.7, 129.7, 115.9, 113.9, 81.4, 77.4, 57.8, 57.7, 55.3, 54.4, 28.9, 28.2, 10.3; IR (film) 3448, 2977, 2934, 2874, 2835, 1732, 1612, 1512, 1456, 1368, 1251, 1156, 1037, 977, 915, 842, 818, 755,14 cm-1; [α]D = + 8.40 (c = 3, CHCl3); HRMS (+ESI) calculated for C​20H32NO4 [M+H+] 350.2331 found 350.2342.

(S)-7-Ethyl-4-(4-methoxybenzyl)-6-methylene-1,4-oxazepan-2-one 6
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To a stirred solution of 5 (2.000 g, 5.723 mmol, 1 eq) in 5 mL of DCM was added 5 mL of TFA. The mixture was stirred for 6 h, as color changed to black. The volatiles were removed in vacuo, and the residue was dissolved in dry DCM (10 mL). The resulting solution was added dropwise to a stirred solution of HBTU (6.510 g, 17.165 mmol, 3 eq) and DMAP (4.194 g, 34.329 mmol, 6 eq) in dry DCM (150 mL) over a period of 1 h. The obtained slurry was stirred for 16 h. The reaction was diluted with brine (100 mL) and extracted with 50 mL of DCM (2 times). The combined organic layers were dried with anhydrous Na2SO4, filtered, and concentrated in vacuo. The residue was purified by flash column chromatography (Pet:EtOAc 3:1 -> 1:1) to give compound 6 (1.1 g, 70% in two steps) as a pale yellow oil.
1H NMR 300 MHz, CDCl3: 7.21 (2H, d, J = 8.5 Hz), 6.86 (2H, d, J = 8.5 Hz), 5.35 (1H, s), 5.15 (1H, s), 4.71 – 4.64 (1H, m), 3.80 (3H, s), 3.79 (1H, d, J = 15.8 Hz), 3.56 (1H, d, J = 15.8 Hz), 3.55 (2H, AB m), 3.38 (2H, AB m), 2.10 – 1.95 (1H, m), 1.93 – 1.71 (1H, m), 1.01 (3H, t, J = 7.4 Hz); 13C NMR 100 MHz, CDCl3: δ 172.4, 159.0, 140.6, 130.2, 129.5, 117.6, 113.9, 81.4, 60.4, 57.5, 56.9, 55.3, 25.5, 10.6; [α]D = -76.42 (c = 1, CHCl3); HRMS (+ESI) calculated for C​16H21NO3Na [M+H+] 298.1419 found 298.1420.

(S,E)-Methyl 1-(4-methoxybenzyl)-4-propylidenepyrrolidine-2-carboxylate 7
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To a stirred solution of 6 (2.126 g, 7.722 mmol, 1 eq) in 8 mL of dry DCM was added DIPEA (8.982 g, 69.498 mmol, 9 eq, 11.51 mL, freshly distilled from sodium). The mixture was then cooled to -78 oC and Bu2BOTf (6.350 g, 23.166 mmol, 3 eq, 5.00 mL) was added dropwise. After 15 min the mixture was warmed to 10 oC and stirred for 1 h. Dry methanol (2.474 g, 77.219 mmol, 10 eq, 3.13 mL) was then added, followed by HBTU (4.392 g, 11.583 mmol, 1.5 eq). The obtained mixture was stirred for 16 h and then diluted with brine (100 mL), and extracted twice with 50 mL of DCM. The combined organic layers were dried over anhydrous Na2SO4, filtered and concentrated in vacuo. The residue was purified by flash column chromatography (Pet:EtOAc 95:5 + 2% Et3N -> 75:25 + 2% Et3N). The title compound was isolated as a yellow oil (1.273 g, 57%).
1H NMR 300 MHz, CDCl3: 7.27 (2H, d, J = 8.6 Hz), 6.86 (2H, d, J = 8.6 Hz), 5.35 – 5.25 (1H, m), 3.98 (1H, d, J = 12.7 Hz), 3.80 (3H, s), 3.71 (3H, s), 3.76 – 3.66 (2H, m), 3.60 (1H, t, J = 8.0 Hz), 3.23 (1H, d, J = 13.1 Hz), 2.87- 2.77 (1H, m), 2.71 – 2.52 (1H, m), 1.94 (2H, pent, J = 7.5 Hz), 0.93 (3H, t, J = 7.5 Hz); 13C NMR 100 MHz, CDCl3:  δ 173.9, 158.9, 134.5, 130.5, 130.1, 123.2, 113.7, 65.6, 58.2, 58.1, 55.3, 51.9, 33.1, 22.6, 13.8; [α]D = -66.06 (c = 1, CHCl3).

(S,E)-(1-(4-Methoxybenzyl)-4-propylidenepyrrolidin-2-yl)methanol SI-1
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To a stirred solution of 7 (100 mg, 0.346 mmol, 1 eq) in dry THF (2 mL) at 0 oC was dropwise added LiAlH4 (1M solution in THF, 0.69 mL, 0.691 mmol, 2 eq). The resulting mixture was stirred 40 min at this temperature, diluted with water (5 mL), followed by 15% NaOH aq. solution (20 mL) and extracted with 20 mL of DCM (3x). The combined organic phases were dried over Na2SO4, filtered and concentrated in vacuo. The crude product was purified by column chromatography (CHCl3 : MeOH 100:5) to give the title compound as a yellow solid (86 mg, 95 %). 
1H NMR 400 MHz, CDCl3:  δ 7.21 (2H, d, J = 8.6 Hz), 6.85 (2H, d, J = 8.6 Hz), 5.15-5.21 (1H, m), 3.97 (1H, d, J = 12.9 Hz), 3.78-3.82 (4H, m), 3.51 (1H, dd, J = 12.9, 2.0 Hz), 3.43 (1H, d, J = 12.9 Hz), 3.19 (1H, d, J = 12.9 Hz), 2.91-2.97 (1H, m), 2.80-2.85 (1H, m), 2,49 (d, 2H, J = 7.8 Hz), 1.92-1.99 (2H, m), 0.93 (3H, t, J = 7.8 Hz);  13C NMR 100 MHz, CDCl3:  δ 158.7, 135.6, 130.8, 129.8, 122.3, 113.7, 64.5, 60.3, 59.4, 57.4, 55.2, 30.5, 22.5, 13.8; IR (film) 3429, 1036 cm-1; [α]D = -83.32 (c = 1, CHCl3); HRMS (+ESI) calculated for C​16H24NO2 [M+H+] 362.1807 found 262.1811.

(S,E)-2-(((Tert-butyldimethylsilyl)oxy)methyl)-1-(4-methoxybenzyl)-4-propylidenepyrrolidine SI-2
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To a stirred solution of SI-1 (70 mg, 0.268 mmol, 1 eq) in dry DMF (3 mL) at 0 oC were added imidazole (73 mg, 1.071 mmol, 4 eq) and TBSCl (81 mg, 0.536 mmol, 2 eq). The resulting mixture was stirred 1h at this temperature, diluted with sat. NH4Cl aq. solution (10 mL) and extracted with 10 mL of CHCl3 (3 times). The combined organic phases were dried over Na2SO4, filtered and concentrated in vacuo. The crude product was purified by column chromatography (Pet:EtOAc 100:0 -> 90:10) to give the title compound as a yellow oil which was used in the next step without further purification. 

(S,E)-(4-Propylidenepyrrolidin-2-yl)methanol hydrochloride 8
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To a stirred solution of SI-2 (101 mg, 0.268 mmol, 1 eq) in dry DCM (1 mL) at 0 oC temperature was dropwise added ACE-Cl (0.06 mL, 0.536 mmol, 2 eq). The resulting mixture was stirred 40 min at this temperature, evaporated, dissolved in MeOH (5 mL) and refluxed for 40 min, then evaporated again. The crude product was washed with ether (5 times) and used in the next step without further purification. 
(S,E)-(2-Azidophenyl)(2-(hydroxymethyl)-4-propylidenepyrrolidin-1-yl)methanone SI-3
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To a suspension of 8 (48 mg, 0.268 mmol, 1 eq), 2-azidobenzoic acid (44 mg, 0.268 mmol, 1 eq), EDC hydrochloride (103 mg, 0.536 mmol, 2 eq) and HOBt monohydrate (82 mg, 0.536 mmol, 2 eq) in dry DCM (3 mL) was added Et3N (0.23 mL, 1.608 mmol, 6 eq). The resulting mixture was stirred 1 h at room temperature, diluted with brine (10 mL) and extracted with 5 mL of CHCl3 (3 times). The combined organic phases were dried over Na2SO4, filtered and concentrated in vacuo. The crude product was purified by column chromatography (Pet:EtOAc 90:10 -> 50:50) to give the title compound as a yellow oil (50 mg, 65 % in three steps).  
1H NMR 300 MHz, CDCl3:  δ 7.40-7.47 (1H, m), 7.27-7.32 (1H, m), 7.14-7.24 (2H, m), 5.21-5.28 (1H, m), 4.55-4.64 (1H, m), 3.70-3.96 (4H, m), 2.70-2.80 (1H, m), 2.33-2.41 (1H, m), 1.95-2.06 (2H, m), 0.94 (3H, t, J = 7.3 Hz);  13C NMR 100 MHz, CDCl3:  δ 136.0, 132.5, 130.7, 129.1, 127.7, 125.2, 125.0, 118.5, 66.2, 60.2, 53.3, 30.2, 22.3, 13.8; IR (film) 3385, 2129, 1634 cm-1; [α]D = -50.20 (c = 1, CHCl3); HRMS (+ESI) calculated for C15H19N4O2 [M+H+] 287.1508 found 287.1508.
(S,E)-(1-(2-Azidobenzoyl)-4-propylidenepyrrolidin-2-yl)methyl methanesulfonate 9a
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To a stirred solution of SI-3 (34 mg, 0.119 mmol, 1 eq) in dry DCM (1 mL) at 0 oC temperature was added MsCl (0.014 mL, 0.178 mmol, 1.5 eq), then slowly Et3N (0.08 mL, 0.594 mmol, 5 eq). The resulting mixture was stirred 1 h at this temperature, diluted with water (5 mL) and extracted with 5 ml of DCM (3 times). The combined organic phases were dried over Na2SO4, filtered and concentrated in vacuo. The crude product was purified by column chromatography (petroleum ether:EtOAc 50:50 -> 30:70) to give 34 mg (88%) unstable title compound as a yellow oil which was used in the next step without further purification.
Usabamycin C
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To a stirred solution of 9a (30 mg, 0.082 mmol, 1 eq) in dry toluene (0.5 mL) was added PPh3 (65 mg, 0.247 mmol, 3 equiv). The resulting mixture was stirred 30 min at room temperature, after that overnight at 110 oC and evaporated. To the residue were added THF (2 mL) and water (1 mL) and the resulting mixture was stirred overnight at room temperature, then evaporated. The crude product was dissolved in 2% KOH solution in EtOH (2 mL) and refluxed for 3 h, then cooled, diluted with water (10 mL) and extracted with 5 mL of DCM (3 times). The combined organic phases were dried over Na2SO4, filtered and concentrated in vacuo. The crude product was purified by column chromatography (Pet:EtOAc 50:50 -> 20:80) to give the title compound as a light brown solid (5 mg, 25 %). 
1H NMR 600 MHz, Methanol-d4: δ 7.79 (1H, dd, J = 8.1, 1.7 Hz), 7.18 (1H, ddd, J = 8.5, 7.0, 1.7 Hz), 6.71 – 6.64 (2H, m), 5.52 – 5.47 (1H, m), 4.30 – 4.20 (2H, m), 4.06 – 3.98 (1H, m), 3.59 (1H, dd, J = 12.8, 1.8 Hz), 3.28 (1H, dd, J = 12.8, 9.1 Hz), 3.00 (1H, dd, J = 15.7, 8.4 Hz), 2.42 (1H, br d, J = 16.1 Hz), 2.12 – 2.05 (2H, m), 1.01 (3H, t, J = 7.6 Hz); 13C NMR 150 MHz, Methanol-d4:  δ 169.6, 148.5, 133.4, 133.3, 133.0, 126.1, 119.4, 118.3, 117.8, 59.0, 54.4, 54.0, 33.1, 23.4, 14.4; IR  (film) 1616, 1260 cm-1; [α]D = +144.0 (c = 0.1, CHCl3), lit. [α]D = +251.3 (c = 0.20 CHCl3); HRMS (+ESI) calculated for C15H19N2O [M+H+] 243.1497 found 243.1491.

Comparison of NMR data

	1H NMR Lit.[4] (600MHz, Methanol-d4)
	1H NMR (600MHz, Methanol-d4)

	7.79 (1H, dd, 7.9, 1.5 Hz)
	7.79 (1H, dd, 8.1, 1.7 Hz)

	7.18 (1H, td, 7.9, 1.5 Hz)
	7.18 (1H, ddd, 8.5, 7.0, 1.7 Hz)

	6.70 (1H, dd, 7.9, 1.5 Hz)
	6.64 – 6.71 (2H, m) 

	6.69 (1H, td, 7.9, 1.5 Hz)
	

	5.49 (1H, td, 7.6, 1.9 Hz)
	5.52 – 5.47 (1H, m)

	4.27 (1H, d, 15.9 Hz)
	4.20 – 4.30 (2H, m) 

	4.24 (1H, d, 15.9 Hz)
	

	4.02 (1H, m)
	3.98 – 4.06 (1H, m)

	3.60  (1H, 12.9, 1.9 Hz)
	3.59 (1H, dd, 12.8, 1.8 Hz)

	3.35 (1H, br d, 12.9 Hz)
	3.28 (1H, dd, 12.8, 9.1 Hz)

	3.00 (1H, dd, 15.6, 8.2 Hz)
	3.00 (1H, dd, 15.7, 8.4 Hz)

	2.42 (1H, br d, 15.6 Hz)
	2.42 (1H, br d, 16.1 Hz)

	2.10 (2H, qd, 7.5, 7.6)
	2.05 – 2.12 (2H, m)

	1.01 (3H, t, 7.5)
	1.01 (3H, t, 7.6)


	13C NMR Lit.[4] (125MHz, Methanol-d4)
	13C NMR (150 MHz, Methanol-d4)

	169.6
	169.6

	148.5
	148.5

	133.4
	133.4

	133.2
	133.3

	133.0
	133.0

	126.1
	126.1

	119.4
	119.4

	118.4
	118.3

	117.9
	117.8

	59.0
	59.0

	54.4
	54.4

	54.0
	54.0

	33.1
	33.1

	23.3
	23.4

	14.3
	14.4


(S,E)-(2-Azido-3-methoxyphenyl)(2-(hydroxymethyl)-4-propylidenepyrrolidin-1-yl)methanone SI-4
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To a suspension of 8 (67 mg, 0.377 mmol, 1 eq), 2-azido-3-methoxybenzoic acid (109 mg, 0.566 mmol, 1.5 eq), EDC hydrochloride (144 mg, 0.754 mmol, 2 eq) and HOBt monohydrate (115 mg, 0.754 mmol, 2.00 eq) in dry DCM (5 mL) was added Et3N (0.32 mL, 2.263 mmol, 6 eq). The resulting mixture was stirred 1 h at room temperature, diluted with brine (10 mL) and extracted with 10 mL of CHCl3 (3 times). The combined organic phases were dried over Na2SO4, filtered and concentrated in vacuo. The crude product was purified by column chromatography (Pet/EtOAc 90:10 to 50:50) to give the title compound as yellow oil (44 mg, 37 % in three steps).  

1H NMR 400 MHz, CDCl3:  δ 7.08 – 7.15 (1H, m), 6.90 (1H. dd, J = 8.2, 1.2 Hz), 6.83 (1H. dd, J = 7.4, 1.2 Hz), 5.20 – 5.27 (1H, m), 4.51 – 4.62 (1H, m), 3.72 – 4.00 (7H, m), 2.71 – 2.78 (1H, m), 2.36 (1H, br d, J = 16.4 Hz), 1.96 – 2.04 (2H, m), 0.94 (3H, t, J = 7.8 Hz);

13C NMR 100 MHz, CDCl3:  δ 153.8, 132.5, 130.6, 126.0, 124.9, 118.8, 112.4, 112.2, 60.3, 56.1, 53.2, 49.8, 30.6, 30.3, 22.3, 13.8; IR (film) 3411, 2111, 1616 cm-1; [α]D = -31.30 (c = 1, CHCl3); HRMS (+ESI) calculated for C15H19N4O2 [M+H+-N2] 289.1552 found 289.1552.

(S,E)-(1-(2-Azido-3-methoxybenzoyl)-4-propylidenepyrrolidin-2-yl)methyl methanesulfonate 9b
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To a stirred solution of SI-4 (30 mg, 0.095 mmol, 1 eq) in dry DCM (1 mL) at 0 oC temperature was added MsCl (0.011 mL, 0.142 mmol, 1.5 eq), then slowly Et3N (0.07 mL, 0.474 mmol, 5 eq). The resulting mixture was stirred 1h at this temperature, diluted with water (10 mL) and extracted with 10 mL of DCM (3 times). The combined organic phases were dried over Na2SO4, filtered and concentrated in vacuo. The crude product was purified by column chromatography (petroleum ether/EtOAc 2:3 to 3:7) to give the unstable title compound as a yellow oil which was used in the next step without further purification.

Usabamycine A
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To a stirred solution of 9b (37 mg, 0.094 mmol, 1.00 equiv) in dry toluene (0.5 mL) was added PPh3 (74 mg, 0.281 mmol, 3.00 equiv). The resulting mixture was stirred 30 min at room temperature, after that overnight at 110 oC and evaporated. To the residue were added THF (2 mL) and water (1 mL) and the resulting mixture was stirred overnight at room temperature, then evaporated. The crude product was dissolved in 2% KOH solution in EtOH (2 mL) and refluxed for 3 h, then cooled, diluted with water (10 mL) and extracted with 10 mL of DCM (3 times). The combined organic phases were dried over Na2SO4, filtered and concentrated in vacuo. The crude product was purified by column chromatography (Pet:EtOAc 50:50 -> 10:90) to give the title compound (6 mg, 23 %). 
1H NMR 600 MHz, Methanol-d4:  δ 7.42 (1H, dd, J = 8.2, 1.4 Hz), 6.90 (1H, dd, J = 7.8, 1.4 Hz), 6.63 (1H, t, J = 8.2 Hz), 5.45 – 5.52 (1H, m), 4.22 (1H, d, J = 15.8 Hz), 4.28 (1H, d, J = 15.8 Hz),  3.95 – 4.04 (1H, m), 3.86 (3H, s), 3.71 (1H, dd, J = 12.9, 1.6 Hz), 3.29 – 3.35 (1H, m), 3.00 (1H, dd, J = 15.2, 8.4 Hz), 2.43 (1H, br d, J = 16.0 Hz), 2.05 – 2.14 (2H, m), 1.01 (3H, t, J = 7.4 Hz); 13C NMR 150 MHz, Methanol-d4:  δ  169.5, 149.2, 138.7, 133.0, 126.1, 124.8, 118.1, 116.8, 112.7, 59.2, 56.6, 54.1, 54.1, 33.1, 23.4, 14.4; IR  (film) 1616, 1232 cm-1; [α]D = 164.7 (c = 0.5, CHCl3), lit. [α]D = +292.6 (c = 0.20, CHCl3); HRMS (+ESI) calculated for C16H21N2O2 [M+H+] 273.1603 found 273.1605.
Comparison of NMR data

	1H NMR Lit.[4] (600MHz, Methanol-d4)
	1H NMR (600MHz, Methanol-d4)

	7.42 (1H, dd, 8.2, 1.2)
	7.42 (1H, dd, 8.2, 1.4)

	6.90 (1H, dd, 8.2, 1.2)
	6.90 (1H, dd, 7.8, 1.4)

	6.64 (1H, td, 8.2, 1.2)
	6.63 (1H, t, 8.2)

	5.49 (1H, td, 7.6, 1.8)
	5.45 – 5.52 (1H, m)

	4.26 (1H, d, 15.9)
	4.28 (1H, d, 15.8)

	4.24 (1H, d, 15.9)
	4.22 (1H, d, 15.8)

	4.00 (1H, m)
	3.95 – 4.04 (1H, m)

	3.87 (3H, s)
	3.86 (3H, s)

	3.71 (1H, dd, 12.8, 2.0)
	3.71 (1H, dd, 12.9, 1.6)

	3.35 (1H, br d, 12.8)
	3.29 – 3.35 (1H, m)

	3.00 (1H, dd, 15.2, 8.1)
	3.00 (1H, dd, 15.2, 8.4)

	2.43 (1H, br d, 15.2)
	2.43 (1H, br d, 16.0)

	2.09 (2H, qd, 7.6, 7.6)
	2.05 – 2.14 (2H, m)

	1.01 (3H, td, 7.6, 1.8 Hz)
	1.01 (3H, t, 7.4)


	13C NMR Lit.[4] (125MHz, Methanol-d4)
	13C NMR (150 MHz, Methanol-d4)

	169.5
	169.5

	149.2
	149.2

	138.6
	138.7

	133.0
	133.0

	126.1
	126.1

	124.8
	124.8

	118.1
	118.1

	116.8
	116.8

	112.7
	112.7

	59.1
	59.2

	56.6
	56.6

	54.1
	54.1

	54.0
	54.1

	33.1
	33.1

	23.3
	23.4

	14.3
	14.4
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