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EXPERIMENTAL AND ANALYTICAL DATA

2-((3,7-Dimethyloct-6-en-1-yl)oxy)tetrahydrofuran (4). '"H NMR (400 MHz, CDCl;) and
13C (100.6 MHz, CDCI;) for each diastereomer are given in Table S-I; FTIR (neat, cm!)
2912, 1025; MS (70 eV): m/z (%): 226 (0.2), 154 (4.4), 123 (2.5), 95 (4.5), 81 (5.5), 71 (100),
69 (14.1), 67 (5.9), 55 (5.8), 41 (13.8); (+)ESI-HRMS (m/z): calculated for
[C14H605]% 226.1933, observed 226.1929; Elemental analysis for C;4Hyc0,: Calculated. C
74.28, H 11.58, O 14.14; found C 74.26, H 11.59. RI (DB-5MS) 1553 and 1554 for each
diastereomer.

(2)-2-(Hex-3-en-1-yloxy)tetrahydrofuran (5). 'H- (400 MHz, CDCl;) and 3C-NMR
(100.6 MHz, CDCly) are given in Table S-II; FTIR (neat, cm™!) 2911, 1022; MS (70 eV): m/z
(%): 170 (0.04), 101 (6.2), 87 (6.2), 82 (5.6), 71 (100), 67 (8.9), 55 (12.7), 43 (19.7), 41
(20,1), 39 (9.9); (H)ESI-HRMS (m/z): calculated for [CoH;30,]" 170.1307, observed
170.1310; Elemental analysis for C;4H,50,: Calculated. C 70.55, H 10.66, O 18.79; found C
70.57, H 10.65.
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Fig. S-1. Atom numbering scheme of tetrahydrofuranyl acetals of citronellol (4a-4d).
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Fig. S-2. Key HMBC (a) and NOESY (b) interactions.

Table S-I. 'H (400 MHz) and '3C (100.6 MHz) NMR data of tetrahydrofuranyl acetals of
citronellol (CDCl;, NMR parameters are derived from manual iterative full spin analysis

4c/4d 4a/4b
Positi HMBC® NOESY*
osttion 3u (m, J (Hz), e Su (m, J (Hz), Integral) dc
Integral)®
5.1072 (dd, 3J12= o
1 53,312=09,1  103.80 5'1?32 (dd, /=33, 03 99 2,3,4,1° or, 2s
- 3126=0.9, 1 H)

1.9160 (dddd,

2 = -
2J2r,25: -1 1.5, 3]21-,3( 1.9160 (dddd, JZr,Zs

115, 3J2r,3r: 83,

2r =8.3, 3 = 3 =
3= 10.0, 3120 = S 100 a3
53,1H) o
3, 23.66 23.66 1,3,4 1
1.8710 B
! 7 7(dddd, 1.8710 (dddd, 2/ = -
er,zs— —11.5, 11.5

2s 3.]25,31': 85, 3.]25,35:

3 = 3 _
4~0, 3']1,252().9,1 Jos3r 855 J2s3s= 4.0,

3J12s=0.9, 1 H)

H)
1.9720 (ddddd,
2Jaeas=-11.4, >Jar3r 1.9720 (ddddd, /335 = -
3r =8.3, 11.4,3 3= 8.3,
3Tar= 1.3 3)as3= 3arar= 1.3 35 3= 8.5,
8.5, Wsras = 5.6, 1 3 aeas = 5.6, 1 H)
H)
1.8158 (ddddd, 32.47 32.46 2,4 4r, 4s
2Jaeas=-11.4, S35 1.8158 (ddddd, /335 = -
3 =125, 11.4,33545= 1.5,
3Jar3s= 10.0, 3 Jas ar 3Jar3s=10.0, 3 Jas4r= 6.2,
=6.2, 3= 4.0, 3Jas35= 4.0, 1 H)
1 H)
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3 8897 (ddd, 2J4r,4s

3.8897 (ddd, 2J4r,4s: -

4r =-8. 1 J3r4r_73 8. 1 J3r4r_73
3Jasar= 6.2, 1 H) 3J3s4r= 6.2, 1 H)
66.91 66.91 1,3 3r, 3
3.8570 (ddd, 2aras 3.8570 (ddd, 2aras= - : hs
4s =-8.1, 3 354s= 7.5, 8.1, 3 3545= 7.5,
3 J34s= 5.6, 1 H) 3J345= 5.6, 1 H)
3.3694
2 0 7(ddd, 3.4089 (ddd 2Jl l's = =
N Jl’r,l’s_ -9.6,
1I'r 5 9.7, 3 ve2e=17.9,
Jl 1,2’s = =17. 9
iare=62, 1 H) 3Jrees=5.5, 1 H)
3.7168 (ddd 65.72 65.58 1,2°,3 2’r,2’s
’ i 3.6801 (ddd, 2Jir1s= -
Ji r,1's= -9. 6
1’s 3 79, 9.7, 3 rs2r=17.7,
1's,2’s =
3.]15,21- 62,1H) Jl%Z@ 69 lH)
21'3886 (dddd, 1.6008 (dddd, 2J>r2s= -
JZ’r,Z‘s: -13.2, 3
2r 3.]23785 136 J1r2r 79
3 r 3 rsoe=1.7, 3 w3 =
re2r= " Jrs2r=
6.5,1H 1’,3,4
6.2, 1 H) 36.71 ’ ) 36.83 ’ fO,’ ’ I'r, I’s
1.6145 (dddd, 1.3846 (dddd, 2/2r2s= -
2% 2Jorps=-13.2, 13.6, 3253 = 8.5,
Jl 5,25~ Jers 79 3Jl’s,Z’s: 69, Jl’r,Z’s: 55,
33 =6.5,1H) 1 H)
1.5332 (ddqdd,
3par=9.2, 3 ey 1.5359 (dqddd, 3J2s 3=
=8.5 8.5,33,10=16.7 1’,2,4
, > 29, > U, s 29.74 s o, 4, 10°
3 3J300=6.7, 3253 9.0 3= 6.5, 33 45-6.2, o7 5,10 0
=6.5,3)345-5.0,1 33 4r=6.0, 1 H)
H)
21’1885 (dddd, 1.3336 (dddd, 2Jaras = -
J4'r,4’s = -14.3, 3
14.3, °Jar5s=9.8,
4r 3par=9.2, 5
5 J3 4= 6.0, s se =
Jaess= 7.6, Jarse 59,1 H)
—23,1H) 37.36 — g 200 s
. . T. S
. 6’,10° ’
1.3422 (dddd, 1.1448 (dddd, 2Jsras = -
J4 T4’s — =-14. 3 3
14. 3 -]4551' 8. 1
4’s J4 $,5r = 74 3
3 J3 As— =0. 2 J4555
J4 8,5°s — 56, J} A’s 4 2 1 H)
=5.0,1 H) o
1.961
19617 (dddd, 2.0006 (dddd, 255 = -
JS’r,S’s: -14.3,
. 3 _ 14 3 J495r 8 1
5°r Jse=.6, ;
3]4 5 7 4 .]5 6" — 76, J4 5T =
80T 59 1H 5 5 5 B 5
s =23, 1H) 2558 > 1H) 2558 > ‘; &, 4 r’6f‘ S
2.0107 (dddd, 1.9635 (dddd, 2Jsrss = -
5% 2 srss=-14.3, 14.3, 3Jarss= 9.8,
3J4’r,5’s: 76, 3JS ’,6” = 66, J4 8,5°s =

3J5’s,6’ = 66, 3J4’s,5’s

42,1 H)
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—56, 1 H)
5.0946 (ddqq, 5.0946 (ddqq, *Jswe =
s =176 7.6 4,58
s S > > 52 50 > s
6 s =66, Yes= 2T m66 ee= 2T 9 S, 5’8
4eo=-1.4,1H) ‘Jeo=-1.4,1H)
7 / 131.22 / 13121 / /
1.6790 (dq, *Jes =
1.6790 (dq, *Jes=-1.4 4.6,7
’ _ N A ] > s > s
8 14,J9=-08,3 2585 Voo e 08,3 1) 25.85 o /
H)
1.5996 (dq, “Jo =
1.5996 (dq, “Jso = -1.4 5.6,7
’ _ o= > R p >0, 7
9 14,%0=-08,3 1775 Ues 05,3 1) 17.75 )8 /
H)
37, — 3T 1=
" 0.8898 (d, 2510 los7 OBV =67, o N

6.7,3 H) 3 H)

*Coupling constant values were initially inferred from 'H homonuclear selective decoupling NMR experiments
and afterward refined through a manual iterative full spin analysis. "gHMBC correlations observed between the
hydrogen in this row and the carbon in the listed position. ‘Cross-peaks observed in the NOESY spectrum
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