Reaction of 30 with oxalyl chloride.. Oxalyl chloride (0.073g, 0.56 mmol) was added to a solution of 30 (0.140 g, 0.23 mmol) in 3 ml THF. After standing for 24 hours, reaction mixture was chromatographed over SiO2 (CH2Cl2-Et2O) to give 31 (0.133 g, 87%) M. p. 2050C. IR (v, cm-1): 1824, 1766 (lactone), 1747, 1711. MS, (m/z): 659.3832 [М]+, C40H53O7N, calc. 659.3817.. 
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Fig 1. NMR 1H (600MHz, CDCl3, T= -28.20С) spectrum of 31. 
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Fig 2. Part of NMR 1H (600MHz, CDCl3, T= -28.20С) spectrum of 31. 
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Fig 3. Part of NMR 1H (600MHz, CDCl3, T= -28.20С) spectrum of 31. 
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Fig 3. NOESY (600MHz, CDCl3, T= -28.20С) spectrum of 31. 
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Fig 3. Temperature dependence of NMR 1H (600MHz, CDCl3) spectrum of 31. From bottom to top, 0C : -28.2, -16.8, -5.2, +6.8, +19.0, +30.5, +40.3, +49.9, +54.7

Calculated NMR shifts and experimental 
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	CONF
	POPU
245K
	H-1
	H-6′
	H-5
	H-9
	H-11e
	H-12a
	Me-25
	Me-23

Me-24
	Me-27

	Z-c.01
	73.2
	4.176
	5.672

4.694
	1.559
	1.081
	1.045
	0.358
	1.433
	1.159

1.331
	0.605

	Z-c.02
	6.2
	4.256
	3.986
5.778
	2.75
	2.326
	0.445
	0.556
	1.360
	1.170

1.270
	0.912

	Z-c.10
	1.2
	3.870
	5.866

3.963
	1.481
	0.943
	0.759
	-0.078
	1.455
	1.141

1.304
	0.623

	Z-c.09
	1.1
	3.937
	3.903
5.860
	2.821
	2.390
	0.582
	0.663
	1.248
	1.157

1.265
	0.943

	Z-c.07
	0.6
	4.564
	5.500

3.945
	2.800
	2.531
	1.693
	0.964
	1.589
	1.105

1.176
	0.999

	Z-c.17
	0.2
	4.178
	5.685

3.800
	2.964
	2.380
	1.792
	0.982
	1.366
	1.030

1.207
	0.989

	Z-c.21
	0.1
	4.468
	4.434
4.750
	1.815
	1.681
	1.323
	0.930
	1.597
	1.236

1.390
	0.951

	Z-c.23
	0.1
	4.103
	3.921
5.594
	1.573
	1.658
	1.407
	0.976
	1.585
	1.095

1.178
	1.006

	∑
(exp)
	82.7%

(79.4%)
	4.18

(4.04)
	5.52

(5.30)
4.77

(4.49)
	1.68
(1.52)
	1.20

(0.91)
	1.00

(~0.62)
	0.38

(0.23)
	1.43

(1.19)
	1.12
(0.95)
1.32

(1.12)
	0.64

(0.63)
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	CONF
	POPU
245K
	H-1
	H-6′
	H-5
	H-9
	H-11e
	H-12a
	Me-25
	Me-23

Me-24
	Me-27

	Z-c.03
	5.1
	4.267
	5.900

3.971
	2.511
	1.099
	0.958
	0.159
	1.356
	1.253

1.263
	0.617

	Z-c.04
	3.1
	4.335
	3.862

5.857
	2.583
	1.763
	1.517
	1.004
	1.355
	0.108

1.102
	0.997

	Z-c.08
	2.3
	4.218
	5.931

3.987
	2.119
	1.043
	0.978
	0.176
	1.348
	1.304

1.178
	0.588

	Z-c.05
	1.3
	4.392
	5.871

3.843
	3.126
	2.801
	1.709
	1.032
	1.080
	0.233

0.930
	1.028

	Z-c.06
	1.2
	4.314
	3.896

5.887
	3.225
	2.643
	0.741
	0.759
	1.057
	1.214

1.161
	0.971

	Z-c.11
	1.0
	4.279
	3.881

5.908
	2.056
	1.680
	1.508
	0.983
	1.349
	0.137

1.009
	0.961

	Z-c.18
	0.4
	4.204
	3.871

5.875
	3.398
	2.819
	0.814
	0.818
	1.050
	1.189

1.273
	1.009

	Z-c.15
	0.4
	4.279
	5.856

3.826
	3.354
	2.949
	1.688
	1.046
	1.101
	0.183

1.049
	1.060

	∑
(exp)
	14.8%

(18.2%)
	4.29

(4.22)
	5.12

(4.63)

4.69

(4.99)
	2.59

(~2.31)
	1.64

(2.04)
	1.18
	0.56
	1.29

(1.02)
	0.82

(0.85)

1.12

(1.02)
	0.80

(0.80)
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	CONF
	POPU

245K
	H-1
	H-6′
	H-5
	H-9
	H-11e
	H-12a
	Me-25
	Me-23

Me-24
	Me-27

	Z-c.16
	0.5
	
	
	
	
	
	
	
	
	

	Z-c.12
	0.5
	
	
	
	
	
	
	
	
	

	Z-c.13
	0.4
	
	
	
	
	
	
	
	
	

	Z-c.14
	0.4
	
	
	
	
	
	
	
	
	

	Z-c.20
	0.3
	
	
	
	
	
	
	
	
	

	Z-c.19
	0.2
	
	
	
	
	
	
	
	
	

	Z-c.22
	0.1
	
	
	
	
	
	
	
	
	

	Z-c.24
	0.1
	
	
	
	
	
	
	
	
	

	Z-c.25
	0.1
	
	
	
	
	
	
	
	
	

	∑
(exp)
	2.6%

(2.4%)
	(4.03)
	(5.35)

(4.44)
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