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F1:

- Size - 32768 points complex

- Spactral Widin : 61728394 Hz

- Camor Frequency : 3001718 MHz
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Number of scans : 32

Type : 1D

Speciro : BRUKER 300 MHz

Probe : 5 mm DUL 1H-130 2349401
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Probe : 5 mm QNP 1HA3C3PMSF Z.GRD 20
Dato : Wied Ape 06 22:22:44 CEST 2011
Temperature ; 2980 K

Sobvant ; COCI3
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Proton CDCI3 300 MHz
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Figure 2: 'H NMR spectra of the transient intermediates 3a in gold(l)-catalyzed formation of spiro[isochroman-4,2-
pyrroline] 2a (The ppm scale was calibrated on residual CH,Cl, of the a spectrum).
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Structure of
2h-maj determined from
X-ray diffraction
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Table of crystal data and refinement details for 2h-maj:

Table 1. Crystal data and structure refinement for ppnkll0706.

Identification code ppnkl110706

Empirical formula C23 H25 N 03 S

Formula weight 395.50

Temperature 173(2) K

Wavelength 0.71073 A

Crystal system, space group Tetragonal, I -4

Unit cell dimensions a = 22.5705(17) A alpha = 90 deg.
b = 22.5705(17) A beta = 90 deg.
c = 8.0007(6) A gamma = 90 deg.

Volume 4075.8(5) A"

%, Calculated density 8, 1.289 Mg/m™

Absorption coefficient 0.182 mm ™t

F(000) 1680

Crystal size 0.50 x 0.08 x 0.06 mm

Theta range for data collection 1.80 to 28.02 deg.

Limiting indices -26<=h<=29, -29<=k<=22, -10<=1<=9
Reflections collected / unique 25172 / 4936 [R(int) = 0.0911]
Completeness to theta = 28.02 100.0 %
Absorption correction Semi-empirical from equivalents
Max. and min. transmission 0.9891 and 0.9143
Refinement method Full-matrix least-squares on F°
Data / restraints / parameters 4936 / 0 / 224
Goodness-of-fit on F ? 1.017
Final R indices [I>2sigma(I)] R1 = 0.0597, wR2 = 0.1203
R indices (all data) Rl = 0.1159, wR2 = 0.1413
Absolute structure parameter 0.12(12)
Largest diff. peak and hole 0.808 and -0.515 e.A*

Table 2. Atomic coordinates ( x 10™%) and equivalent isotropic

displacement parameters (A% x 10°°) for ppnkl110706.
U(eq) is defined as one third of the trace of the orthogonalized
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U (eq)

Uij tensor.
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Symmetry transformations used to generate equivalent atoms:





