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'H NMR Mixture of products 7a-9a (reaction of 3,4-dihydrofurane 4a with 1,/H,0, system)
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3C NMR Mixture of products 7a-9a (reaction of 3,4-dihydrofurane 4a with 1,/H,0, system)
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HSQC Mixture of products 7a-9a (reaction of 3,4-dihydrofurane 4a with 1,/H,0, system)
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HSQC-TOCSY Mixture of products 7a-9a (reaction of 3,4-dihydrofurane 4a with 1,/H,0O, system)
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COSY Mixture of products 7a-9a (reaction of 3,4-dihydrofurane 4a with 1,/H,0, system)
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HMBC Mixture of products 7a-9a (reaction of 3,4-dihydrofurane 4a with 1,/H,0O, system)
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'H NMR Mixture of products 7b-8b (reaction of 3,4-dihydropyrane 4b with 1,/H,0, system)
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3C NMR Mixture of products 7b-8b (reaction of 3,4-dihydropyrane 4b with 1,/H,0, system)
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HSQC Mixture of products 7b-8b (reaction of 3,4-dihydropyrane 4b with 1,/H,0; system)
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HMBC Mixture of products 7b-8b (reaction of 3,4-dihydropyrane 4b with 1,/H,0; system)
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HSQC-TOCSY Mixture of products 7b-8b (reaction of 3,4-dihydropyrane 4b with 1,/H,0, system)
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COSY Mixture of products 7b-8b (reaction of 3,4-dihydropyrane 4b with 1,/H,0O, system)
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'H NMR 2-(tert-Butylperoxy)-3-iodotetrahydrofuran (5a)
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13C NMR 2-(tert-Butylperoxy)-3-iodotetrahydrofuran (5a)
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HRMS 2-(tert-Butylperoxy)-3-iodotetrahydrofuran (5a)
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IR 2-(tert-Butylperoxy)-3-iodotetrahydrofuran (5a)
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'H NMR 2-(tert-Butylperoxy)-3-iodotetrahydro-2H-pyran (5b)
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3C NMR 2-(tert-Butylperoxy)-3-iodotetrahydro-2H-pyran (5b)

Acguisfion Tane Fec) 0.4501 |ﬂomme.'rt Avance-300, C-13, COCIS Ium 05 hay 2005 12: 3720
Flo Mo
FRegency fVHz) 7548 Mrcko s 13C MNemebor of Transionls 2444
Origineal Poirls Count 16305 Poirls Cotnt 16354 Puke Sequehce Zojpohase
Sokrent CHLOROF ORM-D Sweap Wiath Fiz) 18115.94 Torporature fdogee ©) 24100
/4\‘“\ /l
11
4 3
‘ ‘ CHs
E 2 (]
0 HH
1 7
/ CHy
HaC 13
310
(]
L
[in)
(]
|
w
[is)
% Chiaraform-d Q s TR
= & & S
= u
-
(] -
F
)
|
| h
T T T T T T e e B I B o o o e I B o e B B L B o e o e B e IR B e
105 100 a5 an 85 a0 75 70 ES 1] o5 =0 45 40 35 a0 25

PRm

S22




Electronic Supplementary Material (ESI) for RSC Advances
This journal is © The Royal Society of Chemistry 2014

HRMS 2-(tert-Butylperoxy)-3-iodotetrahydro-2H-pyran (5b)
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IR 2-(tert-Butylperoxy)-3-iodotetrahydro-2H-pyran (5b)
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'H NMR 2-[(3-1odotetrahydrofuran-2-yl)peroxy]tetrahydro-2H-pyran (6a)
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3C NMR 2-[(3-lodotetrahydrofuran-2-yl)peroxy]tetrahydro-2H-pyran (6a)
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HRMS 2-[(3-lodotetrahydrofuran-2-yl)peroxy]tetrahydro-2H-pyran (6a)
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IR 2-[(3-lodotetrahydrofuran-2-yl)peroxy]tetrahydro-2H-pyran (6a)
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'H NMR 3-lodo-2-(tetrahydro-2H-pyran-2-ylperoxy)tetrahydro-2H-pyran (6b)
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3C NMR 3-lodo-2-(tetrahydro-2H-pyran-2-ylperoxy)tetrahydro-2H-pyran (6b)
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HRMS 3-lodo-2-(tetrahydro-2H-pyran-2-ylperoxy)tetrahydro-2H-pyran (6b)
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'H NMR 2,3,4,5,6,7-Hexahydrocyclopenta[b]pyran (10a)
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3C NMR 2,3,4,5,6,7-Hexahydrocyclopenta[b]pyran (10a)
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'H NMR 3,4,5,6,7,8-Hexahydro-2H-chromene (10b)
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13C NMR 3,4,5,6,7,8-Hexahydro-2H-chromene (10b)
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'H NMR 2,3,4,5,6,7,8,9-Octahydrocyclohepta[b]pyran (10c)
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¥C NMR 2,3,4,5,6,7,8,9-Octahydrocyclohepta[b]pyran (10c)
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'H NMR 4a-lodooctahydrocyclohepta[b]pyran-9a(2H)-yl hydroperoxide (11b)
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3C NMR 4a-lodooctahydrocyclohepta[b]pyran-9a(2H)-yl hydroperoxide (11b)
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HRMS 4a-lodooctahydrocyclohepta[b]pyran-9a(2H)-yl hydroperoxide (11b)
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IR 4a-lodooctahydrocyclohepta[b]pyran-9a(2H)-yl hydroperoxide (11b)
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'H NMR 4a-lodooctahydrocyclohepta[b]pyran-9a(2H)-yl hydroperoxide (11c)
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3C NMR 4a-lodooctahydrocyclohepta[b]pyran-9a(2H)-yl hydroperoxide (11c)
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HRMS 4a-lodooctahydrocyclohepta[b]pyran-9a(2H)-yl hydroperoxide (11c)
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IR 4a-lodooctahydrocyclohepta[b]pyran-9a(2H)-yl hydroperoxide (11c)
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'H NMR 7a-(tert-Butylperoxy)octahydrocyclopenta[b]pyran (12a)
2Jul 2013
| Acopiis ffon Thae fec) 05759 | Comment NMR/S0075654 | Date 07 Moy 2012 09:23:36
R Name
Fraguemcy fFr) 30013 Nec iolrs 1H Munbor of ransiowts 1 | Oriqinal Poits Conmt 514
Poils Count 8192 Pukoe Sogquonce | Sohont CHLORQOF QR M-D
Sweep Wiith Fir) B0CS .62 Ternperstnme fdeqree C) Z 300
4
D9
A
KO/ IIIH?
10
0
11
e
e v
&
T
—
Chluru:ulfu:urm-d
2.00
| |
?.IS ?.IIZI E!EI 5!5 S.IIZI 4.|5 4.IIZI 3.|5 3!0 2.|5 2.ID 1 .IS 1 .IIZI IZI!S
PRm

S47



Electronic Supplementary Material (ESI) for RSC Advances
This journal is © The Royal Society of Chemistry 2014

3C NMR 7a-(tert-Butylperoxy)octahydrocyclopenta[b]pyran (12a)
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HRMS 7a-(tert-Butylperoxy)octahydrocyclopenta[b]pyran (12a)
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IR 7a-(tert-Butylperoxy)octahydrocyclopenta[b]pyran (12a)
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'H NMR 8a-(tert-Butylperoxy)octahydro-2H-chromene (12b)
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3C NMR 8a-(tert-Butylperoxy)octahydro-2H-chromene (12b)
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HRMS 8a-(tert-Butylperoxy)octahydro-2H-chromene (12b)

Display Report

Analysis Info

Analysis Name

Method

Sample Name

Comment

m

D:\Data\lvanova\ZD-192.d
tune_low.
/TERN ZD-192

CH3CN 100%, dil 1000

Acquisition Date 17-Jan-13 17:38:17

Operator BDAL@DE
Instrument / Ser# micrOTOF 10248

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Dry Heater 180 C
Scan Begin 50 m/z Set Capillary 4500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set End Plate Offset -500 V Set Divert Valve Waste
Intens. +MS, 0.0-1.0min #(2-59)
x104 283.1516
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1.00
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IR 8a-(tert-Butylperoxy)octahydro-2H-chromene (12b)
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'H NMR 9a-(tert-Butylperoxy)decahydrocyclohepta[b]pyran (12c)
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3C NMR 9a-(tert-Butylperoxy)decahydrocyclohepta[b]pyran (12c)
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HRMS 9a-(tert-Butylperoxy)decahydrocyclohepta[b]pyran (12c)

Display Report

Analysis Info

Analysis Name  D:\Data\lvanova\ZD-130&clb.d

Acquisition Date 28.02.2013 20:00:45

Method tune_low.m Operator BDAL@DE
Sample Name  /TERN ZD-130&clb Instrument maXis 43
Comment CH3CN dill 200, clb added

Acquisition Parameter
Source Type

Focus

Scan Begin

Scan End

ESI lon Polarity Positive Set Nebulizer
Not active Set Capillary 4500 V Set Dry Heater
50 m/z Set End Plate Offset -500V Set Dry Gas
3000 m/z Set Collision Cell RF 300.0 Vpp Set Divert Valve

0.4 Bar
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4.0 I/min
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IR 9a-(tert-Butylperoxy)decahydrocyclohepta[b]pyran (12c)
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