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Figure S1. NMR spectra of galangalditerpenes A—C (1-3)
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Author = delta

Experiment = single pulse.jxp
Sample_Td = AGEG6742

Selivent = CHLOROFORM-D

Creation Time = 20-SEP-2013 14:22:42
Revision Time = 20-SEP-2013 15:46:00 {"
Current Time = 20-SEP-2013 15:46:3il1
Conment = single pulsge

Data_Format = 1D COMPLEX

Dim_Size = 52429 -

Dim Title = Proton

Dim Units = [ppm]

Dimensions =x

Site = JNM-ECAS00

Spectrometer = DELTA2 NMR

Field Strength
X Acq Duration

18.79305132[T] {800 [MH=z])
4.36207616[s]

X Domain iH

X Freg 800.14000039 [MEz]
X Offset 5[ppm]

X Points 65536

X _Prescans 1

X _Resolution
X Sweep

0.22924863[Hz]
15.02403B846[kHz] -

1 (1 T T 1 1 |

«~ X Sweep Clipped 12.01923077 [kH=z]
&N Irr Domain Proton
t~ Ixr Frag 800.14000039 [MHZ]
Irr Offset 5[ppm]
Txi_Domain Proton
Txi_ Freq B800.14000039 [MHZ] -
Tri Offset 5[ppm]
Clipped FALSE
Scans 16
Total Scans 16
Relaxation Delay = 5[s] EL
Recvr_Gain = 46 =
o Temp Get = 22(dC]
N X 90_Width = 15.5fus]
- X Acq_Time = 4,36207616(s]
X Angle = 45[deg]
X Atn = 3.2[dB]
X Pulse = 7.75[us]
=0 Izx Mode = Off
=1 - Tri_Mode = OFf
™ 's] on Dante Presat = FALSE
o o Initial Wait = 1[s]
™ Repetition Tima = 9.36207616[s]
%]
= =] S
— — —

L I B e e s |

9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0
o € =f = WMo o o= MmO NN~~~ NN M~ N~ o N~ o ) AD e = < =
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0.2

0.1

| AGE6742_DEPT-1-3 jdf

——-— PROCESSING PARAMETERS ———-
dc _balance{ 0, FALSE }

E sexp{ 2.0(Bzi, 0.0[s] )
trapezoid{ 0[%], 0[%], 80[%], 100[%] )

zerofill( 1 )
| £££( 1, TRUE, TRUE )}
machinephase

Ppm

] phase{ 0.5, 0, 59.29274[%] )
base correct( Nene, 10, Smooth )

R SOy © el . oy N BLA Aoy boai i _"_;i“.. s ol ariandal N P PR PP y IS, T Ty ..j) " ]H _A_JIJu P “'J_“ L“ . " h’ ) FI.L " 'lr ol
& " » iy Sy it " T}IT WW PrTI "1”
Filename = C:\Users\delta\Documents\J
1 Author = delta
b Experiment = single pulsa dac.jxp
i Sample Id = AGEG742
Selvent = CHLOROFORM-D
7 Creation Time = 20-8EP-2013 14:25:55
i Revision Time = 24-8EP-2013 08:48:55
Current Time = 24-SEP-2013 08:49:36 i
E Comment = single pulse decoupled gat
- Data Format = 1D REAL
8 <7 Dim Size = 52429
=] 1 Dim Title = Carbonl3
3 1 Dim Units = [ppm}
= Dimensions =X
2 Site = JNM-ECABOD
“‘ AU R R [ L I I L I I S B L B e o B S S e S R R s e s R Spactrometer = DELTAZ MMR
210.0 200.0 190.0 180.0 170.0 160.0 1500 1400 1300 1200 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Field Strength = 38,79305132[T] (800[MHz])
X : parts per Million : Carbon13 X Acg Baration = 1.03809024[s]
X Domain = 13C
= . B X Freq = 201.19534229[MHz]
= JAGE6742_single_puise_dec-1-4jdf ¥ offset = 100 [ppm]
2 X_Paints = 65536
E X _Prescans =1
e X Resolution = 0.9633073%9[Hz]
O X_Sweep = 63.13131313[kHz]
— X Sweep_Clipped = 50.50505051 [kHz]
= Irx Domain = Proton
= Irr_Freq = 800.14000039[ME=z]
< Irr Offset = 5[ppm]
— Clipped = TRUE
< Secans = 10000
- Total Scans = 10000
ﬁ 4 Relaxation Delay = 2{s]
S g Recvr_Gain = 58
A Temp_Get = 22.6[dC]
] X 90 Width = 11.2(us]
— 3 X_Acq_Time = 1.03809024(s]
(=0 X Angle = 30([deqg]
. X Atn = 2.6[dB]
E X _Pulse = 3.73333333[us]
e« Ixr_Atn Dec = 14.51[dRB]
= Ixx_Atn_Noe = 14.51[dB]
< Irr_Noise = WALTEZ
= Irr Pwidtn = 57fus]
= Decoupling = TRUE
< Initial Wait = 1(s]
= Noe = TRUE
4 Noe Time = 2[s]
- 3 Repetition Time = 3.03809024[s}
(=
o ]
o 7
8 S
o .
o =
o .
=} ]
= E
L 3
o -

wmbdioted . et bbbl ol t‘ A ;m_]._i vttt A o hgr — s | " !JlL . J,l | _I.Jhw

ey d 4 o Ll " o Ao ¥ v

il
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AGE6742 single_pulse-1-5.jdf

X : parts per Million : Proton

labundance

¢--: - . B
=] . I ;
- N -
o ] C
< 4 R o
o .
8 > ] -
g — ] . ~—-~ PROCESSING PARAMETERE ————
= <] sinbell auto
= 1 ££t{ 1,  TRUE, TRUE )
2] L Lo | : - | |oem
' o s P | [transpose]
7 = sinbell auto
i =] - zerofili{ 4 )
_AGE6742__dqf_cosy _pfs-1-4df 0| F50¢ 1, TRUR, TRUE )
I
o 7| &ba
—] B symmetrize( Cosy, 24 )
| | [transpose]
J =,
1 [=]
=,
] 5
] £,
< ] ¢
XN -
! : &n
] —_
] a ,9",.: Filename = C:\Users\delta\Documents\J
] Acthor = delta
] Experiment = dgf_cosy pfg,jxp
] Sample Id = AGEA742
] & Salvent = CHLOROFORM~D
] a Creation Time = 21-SEP-2013 01:55:58
= Raevision Time = 24-SEP-2013 08:51:30
o Current Time = 24-SEP-2013 08:52:23
A a’n" Comment = gradient absoclute value DR
E a'a’ Data Format = 2D REAL REAL
- M N Dim Size = 1024, 1024
1 Dim Title = Proton Proton
1 oG Dim Units = [ppm] [ppm]
b o D Dimensions =XY -
) 1 [ ¥ -} Site = JNM-~-ECABOO
<] e Spectrometer = DELTA2 NMR
] ea = Field Strength = 18,79305132[T] (B0O[MH=z]}
] & o @ % Acq Duration = 0.1278976[s]
| o X Domain = 1H
R X Freq = 800.14000039 [MHZ]
B X Offset = 5[ppm]
& X Points = 1280
o X_Prescans =4
ps X _Resolution = 7.818755[Hz]
1 X Sweep = 10.00800641 [kHz]
1 X Sweep Clipped = 8.00640512[kHz]
1 Y Domain = 1R
N ¥ Freq = B00.14000035[MHEz]
] Y_offset = S{ppml
] ¥_Points = 256
] ¥ Prescans =0
1 s Y Resolution = 31.2600032[Hz}
< Y _Sweep = B.00256082{kHz]
oo Irr Domain = Procton
_ Irr Freq = 800, 14000039 [MHZz]
| Irr Offset = 5[ppm]
J Tri Domain = Prxoton
E Tri_Fregq = 800.14000039[MHEz]
4 o Tri_Offset = 5[ppm]
4 3 Clipped = FALSE
b Scans =8
= Total Scans = 2048
t~
) Relaxation Delay = 1.5[s]
: a Recvr_Gain = 44
] r Temp Get = 21.8[dC]
] X Acg_Time = 0.1278976(s]
3 X Atn = 3.2[dB]
i | X_Pulse = 15.5(us]
J Y Acg Time = 31.98976fms)
J Irr Mode = Off
< Tri_Mode = off
o ©° Dante_Presat = FALSE
g Grad 1 = i[ms}
e E Grad 1 2mp = 60 [mT/m]
[a W - Grad 2 = 1[ms]
'l:: N Grad 2 Amp = 45[mT/m]
a 1 Grad_3 = 1l[ms]
= ] Grad_3_amp = 0.15[T/m]
= ] Grad Recover = 0.1[ms]
E <o Grad Selection = 4:3:10
b (=" Grad_Shape = SINE
[=9 1 Initial Wait = 1[s]
v | a Repetition Time = 1.627B976(s]
] Scramble = 1(ms]
o, - Tl = 1[us]
- E Zf Factor = 4
B ] at
— T T 7 T T T — ——T 7T L B By e e B
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 0.1 02 03 0.4
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o 1AGE6742 single pulse-1-5jdf
=3
o 3
< A =
8 —
g5 < ---- PROCESSING PARAMETERS -—-- .
bw} E sexp( 10.0[H=z}i, 0.0[s] )
g 3 ) trapezoid( O[%], O[%], 80[%], L00[%] )
B E | L zerofill({ 1 )
O v = ££%{ 1, TRUE, TRUE }
] . . 7 g 21 EPR
JIAGE6742 absorption_hsqe-1-10 jdf P - 7| machinephase
] — - . . el = & 1?135.3( —24548151, 0, 92.08379(%] )
o 3 Rp— . _ = A anspose
< o — {E___ R | sexp( 50.0[Hz], 0.0[s] )
o . . o o o e o | trapezoid{ 0[%]1, O[%], 8O[%], 100([%] }
: . - - T - 3 Im zerofill{ 2 }
1 = o < - — =.| £ft{ 1, TRUE, TRUE }
< 3 . i ». - - 5 ppm
< ¥ = = v | | machineph
o . o phase
] . . %A-‘;m_ . l‘t! [transpose]
[=] ] ‘ 4 S o __ 1=
=X AN, - 2
T 3 = o - .y
. . * o = @
< . - . Y
gt . - )] E_ 1 Filename = C:;\Users\delta\Documents\T
@ ] . - o __. = j- Author = delta
] - [~ . > == i 0. | Experiment = hsge dec phase pfgzz.jxp
q . T s = i Sample Id = RAGE6T42
< 3 - solvent = CHLORDFORM-D ’
I3 - = Creation_Time = 21-SEP-2013 02:52:54 {
] s =0 . N P = Revision Time = 24-SEP-2013 08:56:55
] v P L R | — Current Time = 24-SEP-2013 08:58:20
< 3 - R <F -
=t - é 3 Comment = absorption hsqc
™ Data Format = 2D COMPLEX COMPLEX
] ".’ '&» v aae - Dim Size = 819, 512
= - = Hn Dim Title = Proton Carbonl3
g 3 = Dim Units = [ppm] [ppm]
& ] : w - 3@3" - Dimengions =X¥X
3 R ! - , L Site = JNM-ECAB00
- ] - -7 Spectrometer = DELTAZ HMR
27 - i — 1 Field Strength = 18.79305132[T] (800[MHz])
] T X Acg Duration = 0.10231808(s]
] | T X Domain = 1lE
< ] : X Freg = B00.14000039 [MHz}
24 . 1 ¥X_offset = S5[ppml
— faral S 1 ¥_Points = 1024
] & . a o - X _Prescans = 4
[=3! ! " G X Resoluticn = 9.77344376[Hz]
[me o - ¥_Sweep = 10.00800641 [kH=z]
=3 ' %m” X_Sweep Clipped = B.00640512[kHz]
] -5 Y Domain = 13c
=K , LI Y Freq = 201.1953422%MHz]
= . 4 — - Y Offset = 110 [ppm]
o Nl ¥ Points = 256
— s Pa-arninhi 5 ¥ Prescans = Q)
E ; M Y Resolution = 157.25644122[Hz]
< 3 . 1 : F Y_Sweep = 40.25764895 [kHz]
2 : - = 3 Tri_Domain = Proton ;
— ] . a Tri Freq = B00.14000039 [MH=] L
E . -a 'dv Tri Cffset = 5{ppm] |
< - . - F- Clipped = FALSE
< e = Scans =8
= ' o e - e 3 Total Scans = 2048
3 - | . e
= 3 H - -8 Relaxation Delay = 1.5(s]
= . e - Recvr_Gain = 44
7 . C— . Testp Get = 21.9[dc]
— - s X_hoq_Time = 0.10231808(s]
= ] : = - X Atn = 3.2(dB]
= ' i o  _ ¥ Pulse = 15,5[us]
hroqe L ¥Y_Acq Time = 6.35904 [m=s]
— v ” : Y _Atn = 2,8[dB]
] . B . . ¥_Pl_Correction = 720
< ] . = 3 ¥_Pulse = 11.2[us]
o l"?- 3 = — Irr Atn Dec = 20.9B5[dB]
— *, = R e E Irr_Noise = MPF10
g 3 . i Irz Pwidth = 93[us)
0 o] . - L Tri_Mode = Qff
= - - - Composite Pulse = FALSE
O = 4 ] . qﬂ‘é S ] Dante Presat = FALSE
" ] Decoupling = TRUE
5 o H i Grad 1 _Amp = 0.105[T/m]
= o \ - Grad_2_ Amp = 30[mI/m]
= o ’ Initial Wait = 1[s]
= = q ) = J_Constant = 140[EBz]
] 3 ° ] ' ' = D o Phase Qd = {{0, 1BO}, {80, 270}}
o, <1 . as Purge = D{msz]
W) g . - & Repetition Time = 1.602318084[s]
ER=E 7 < TL = 2,172(us]
2 3 - - - Bl_Call = 16,458 [us]
. ] . . H Ti_cal2 = -10.248[us]
= At - S — —— — e e e sm———— )5 5-cas < ;088 us
10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 0.020.04 0.06 0.08 0.1 1 Cals = 8.382[us]
X : parts per Million : Proton abundance 10
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X : parts per Million : Proton

abundance

] . .
© 1AGE6742 single pulse-1-5jdf
o ' .
S . 1.
T "
]
= |
9 7 .
S
g5 ST --—— PROCESSING PARAMETERS ~-—-
o ] * gauss{ 5.0{Hz], 0.0fs] } ’
g ] sinbell auto
=) - l zerofill( 1 )
e ot £££{ 1, TRUE, TRUE )
= ]
d—#@ééﬂ 2 hmbe Pig 1-43dE = Pﬁrrnans‘_m':se]
— I i R ] g sinbelld ( ~60, 160 }
- . - & | trapezoid( 0[%], 5[%], 80[%], 100[%] )
T ) - ~1 | zerofill( 2 )
<1 ' = 5| ££ft( 1, TRUE, TRUE )
8 4 v b ! v | ppm
] ' = A aba
=
o ; ] s . ! = 0% [ftranspose]
Q T 4
& ] ‘ L 5
] b =R
T . wr
<9 ! [N |G
[
<4 ' o &
] ¢
= ! el ' 7| Filename = C:\Users\delta\Documents\J
= . = lf Author = delta
1wy @ D ] . , — ©. | Experiment = hmbe pfg. jxp
. . | ' — ™| sample Id = AGE6742
= il 3 Solvent = CHLOROFCRM-D
- . Creation Time = 21-SEP-2013 04:43:50
v A ) . ] - Revision Time = 24-3EP-2013 09:01:49
E i i - Current_Time = 24-SEP-2013 09:03:13
g L i 1 Comment = gradient enhanced HMBC
~4 ! Data Format = 2D REAL REAL
] I | . i 5 Dim Size = 512, 1638
] . 0 . 1 Dim Title = Carbonl3 Proton
= s ' L " i, 1 Dim Units = [ppm] [ppm]
g ] | Dimensions =X ¥ !
1 ) 0 1 site = JNM-ECAS00
= E ' 1 Spectrxometer = DELTA2 NMR .
| t 4 .
7 - ; = ; Field Strength = 18.79305132{T] (800([MAz])
J ! 1 X Acq Duration = 0.20463616(s)
. ! | I [ \ X Domain = iH
= . X Freq = 800.1400003%[MH=]
=3 T T 3 ’ X offset = 5[ppm]
- ] 0 1 0 X Points = 2048
1 ' Eo ' v - X Prescans =4
< X Resolution = 4.88672188 [Ez]
< + - X _Sweep = 10.00800641[kHz]
— ] 0 X Sweep Clipped = 8.00640512{kHz]
A 1 Y Domain = 13C
<], Y Freq = 201.19534229 [MHZ]
g ! L Y _offset = 100{ppm]
— 1 ¥ Points = 256
1 . F ¥ _Prescans = g
<1 ¢ . — ¥ Resolution = 1D6.49144869[Hz]
o4 ! ¥ ¥ Sweep = 50.30181087[kHz]
© Tri_Domain = Proton
1! ; Tri_Freq = 800.14000038 [MHz]
< ] N ' 3 Tri Offset = 5[ppm]
=) Clipped = FALSE
3 ] ﬁ , | ] Scans = 32
b B Total Scans = Bi92
P 1 )
ol . ' Relaxation Delay = 1.5[s]
| Recvr_Gain = 44
=1 b ‘ Temp_Get = 21.9[de]
o . X _Acq_Time = 0.20463616[s)
=] X _Atn = 3.2[dB}
&) X Pulse = 15.5[us]
-] (. e ¥ _Req Time = 5.08928[ms]
1 bt ' 4 1 Y _Atn = 2.6[dB]
T . ] Y¥_Pulse = 11.2[us]
™~ -, S Tri_ Mode = Off
o =] y ! ', Dante Presat = FALSE .
=2 ] { Delta = 62,5([ms] -~
o =24 4 i 3 Delta 1 = 3.83288616[ms})
22 — belta 2 = 3.43642612ms]
& =] o 3 Delta 3 = 3.11429461{ms]
(.'? 1. ' 1 Grad_l = 1[ms]
= = | Grad 1 Amp = 0.18[T/m]
g K Grad_2 = 1[ms]
= = Grad 2_Amp = 0.1B[T/m]
'g ¢ P Grad 3 = 1[ms] .
< ] \ ) ! Grad_3 Amp = 90.54325556 {mT/m]
=] Grad LpE = i[ms]
28 . . ; | Grad Lpfl Amp = 45[mT/m]
“ 1 T Grad LpfZ Amp = —25,71428571{mT/m]
E o ] 1 Grad Lpf3 Amp = -12,85714286 [nT/m]
&= ] ' Grad Lpfd Amp = —6,42857143[mT/m]
. = ' t Grad Recover = 0,)[ms]
Eol S N S Grad Selection = 13C = 1.988:1.988:1
T G208 ~ emm
9.0 8.0 0 0.02 0.04 0.06 0.08 0.1 Initial Wait = 1[s]

11
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1AGE6742_single pulse-1-5jdf —
o ”ﬁf L
= :
ol ] r“’
<
Iy 3 A
Q]
g [=2 ~—-— PROCESSING PARAMETERS -——-
o 3 ! sexp( 5.0[{Hz], 0.0[s] }
g 3 h trapezoid( 0[%], 0[%], 80{%), 100[%] )
) b ! zerofill( 1 }
| & oo — fft{ 1, TRUE, TRUE }
] : ' > Pem
AGE6742_noesy phase-1-7,jdf fy machinephase
] - gj| phase( 9.78358, -0.89816, 34.10758[%] )
] & | [transpose]
3 sexp( 5.0(Hz], 0.C[s] )
[=] o trapezoid( CE%}, 0{%], 80([%], 100([%} }
-] | zerofill( 2 )
] @.| ££t( 1, TRUE, TRUE )
B - i =2 | ppm
i C& . U% machinephase
: B 0 Lcs [transposal
] o =
1 5= g
] o
4
] th
—
] @ E“h Filename = ¢:\Users\delta\Documents\J
i Author = delta
] Experiment = neesy phase.jxp
J Sample_Id = AGEGT42
4 ° Solvent = CHLORCFORM-D
e Creation Tima = 21-SEP-2013 0B:46:30
E Revision Time = 24~5EP-2013 09:14:03
Current Time = 24=-SEP-2013 09:18:00
1 Comment = phase sensitive noesy
i Data_Format = 2D COMPLEX COMPLEX
] Dim Size = 512, B19
4 Dim Title = Proton Proton
g Dim Units = {ppml [ppm]
E Dimensions =X¥X
E Site = JNM-ECAB00
Spectrometer = DELTAZ NMR
N :--: Field Strength = 18,79305132([T] (B00[MH=z])
] ' 0 Al —@:&:A =ooia 5 1m0 e X _Acq Duration = 73.07264 [ms]
] Y S - X Domain = 1H
i e X_Freq = 800.14000039 [MH=z}
4 ': X _Offset = 5[ppm]
g "o X Points = 1024
R . X Prescans =4
" X Resolution = 13,.68501261[Hz]
7 - | X _Sweep = 14.031345291[kH=z]
X Sweep Clipped = 11.21076233[kHz]
i ¥ Domain = 1H
| Y Freq = B00.14000039 [MH=z]
i Y Offset = 5[ppz}
] . Y _Points = 256
] - Y_Prescans =0
E r L ¥ Resoclution = 43.76260363[Hz]
¥ Sweep = 11.20322653 (kAz]
] Irx Domain = Proten
7 Irr Freq = 800.14000039 [MH=z]
] Irr Offset = 5[ppm]
] B Tri Domain = Proton
i o : ° Tri Freq = BOO.14000039 [MAz]
] . s Tri_ Offset = 5{ppm]
4 - Clipped = FALSE
4 - Scans = 16
— Total_ Scans = 4086
- P e e P Relaxation Delay = 2[s]
] - r Racvr Gain = 44
] "iﬁ\ Temp_Get = 22.4[dC]
i - r Mix_ Time = 0.7(s]
i = | X_Atq Time = 73.07264 [ms]
] i X Atn = 3.2[dB]
- - X Pulse = 15.5[us]
+ ¥ Acg Time = 22.85056 [ms]
E . Y PO_Correction = 0
= b 4 Y Pl_Correction = 180.0
2 1 Irr_Mode = Off
g b Tri Mode = Off
A« 4 . % Pante_ Presat = FALSE
;:: | i 3 Initial Wait = 1[s]
s : Phase 1 = {{0, 180, O, 180, 0, 180,
= i ; H Repetition Time = 2.07307264(s]
= - Scramble = 1lfms]
= o i . 1 = 24,79(us]
= 1 — : Tl call = 24.79[us]
2 . oo 9 ° @ T1_Cal2 = §9.42[us]
2 ] = § Tl €al3 = 0.11405 [ms]
= ] T . - T1 Cald = 0,15868 [ms]
o ] g ) T1 Cal$ = 0.20331[ms]
. _ “ - Tl Calé = 0.24794 [ms]
>~ A T .u T S T L T —— P Zf Factor =3
— T ——T r—r — — ¥ —r— — T T T — T L e —T T —— R o e e o N A N —
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 0.1 0.2 0.3
X : parts per Millien : Proton abundance 12
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1.3 14 1. 1.6

ettt Lo s e eaa T g s e Ut aaee Lol e e b ey e by b o b e L i s v b Lo can e

.1 02 0.3 0.4 0.5 0.6 0.7 0.3 09 1.0 1.1 1.2

abundance
0

AGES571 single pulse-1-5.jdf

10.09

5.13

3.83

1.39

o1
G

LV o

3

10.44

040

-——- PROCESSING FARAMETERS —--~=

de _balance( 0, FALSE )}

sexp( 0.2{Ez], 0.0{s] )

trapezeoid( O[%], O[%), BO[%], 100([%] }

zerofill({ 1)

£ft{ 1, TRUE, TRUE )

machinephase
PR

phase( -6, 0, &8,61601[%] )

BLFICHI . AGES71_single_pulse.1-1.jdf

X : parts per Million : Proton

1R

p— |

1.604
1.602
1.410

T
1

-—_n=

1.088
1.067
0.912

|I1illywl

0.895

Filename
Author
Experiment
Sample Id
Solvent
Creation Time
Revision Time
Cuzrrent Time

Comment
Data_Format
Dim Siza

bim Title
Dim Units
Dimensions
Site
Spectrometer

Field Strength
¥_Aog Duration
X Domain

X Freqg

X Offset

X Points
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single pulse
1D COMPLEX
52429

Proton

Eppm]

X

JNM-EC2B00
DELTAZ_NMR

18.708305132[T) {800[MH=z])
4.36207616([=5)

1H
B00.14000039{MHz=]
S[ppm]

55538

1

0.22924863[Hz]
15.02403846 [kHz]
12.01923077 {kH=z]
Proton
800.14000039 [MH=)
S[ppm]

Protaon
800.1400003S [MHz]
5[ppm}

FALSE

32

32

5[s]

36
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i6{us]
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45 [deg]

3[de]

81us]

off

off

FALSE

1{s]
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galangalditerpene C (3)
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AGES571_DEPT-1-3jdf

——--— PROCESSING PARAMETERS —---—
de_balance( 0, FALSE )

sexp{ 2.0[Hz], 0.0[s] }

trapezoid( O[%], O(%}, 80[%], 10D(%1 )
zexefill( 1 )

fft( 1, TRUE, TRUE }

machinephase

Ppm

prhase{ 0.75, D, 58.98566([%] )

base correct( None, 10, Smoocth }

-0.1

-0.2

-0.3

abundance
-0.4

-0.5

X : parts per Million : Carbon13

30.0 20.0

04

0.3

0.2

Field Strength
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3 Filename = €:\Users\delta\Documents\J
] Author = delta
B Experiment = single pulse dec.jxp
1 Sample Id = AGE571
E Solvent = CHLOROFOQRM-D
1 Creation_Time = 15-Nov-2012 10:51:21
= Revision_Time = 16-NOV-20312 10:39:18
h Current Time = 16-NOV-2012 10:41:49
b Comment = gingle pulse decoupled gat
] Data Format = 1D REAL
. Dim_ Size = 52429
] Dim Title = Carbonl3
E Dim Units = [ppm]
k! Dimensions =X
E Site = JNM-ECAB00
TTiT v T oo I vy T TITFT T TIT I TV ITTITTT I ITTrTrTrITT I Ty T T T T FT l TIFrTrTrrT I LB L L L TIT T v T 1T I TryoTrrorodg l TV I v iTriorT I LILA L N T L TTT {7 TTIT I LU I ) I LI I T B H TTTTiroryT I LINCI B ¥ { TXTFRT T T IT l TTErFTTT TV I FIovrriqrr l TTirTTTUTd I T SPGCtrOIneter = DELTAZ_M
210.0 200.0 190.0 180.0

1B.78305132(1] (BQO0[MHZ})

X _Acqg Duration 1.03B09024[s]
X _Domain 13c
] ] X Freg 201.19534229 [MHz]
AGES71_single pulse_dec-1-5.jdf ¥ DfEsat 100 [ppm]
T - - X_Points 65536
< X Prescans 4

X _Resolution
X Sweep
X Sweep Clipped

LT 1 O (1 T 1

0.96330733[Hz]
63.13131313 [kHz]
50.50505051 [kH=z}

0.1

abundance

L Irz_Domain. Froton

r Irr Freq 800.14000039{MHz]
E Ixx Offset 5 [ppm]

- Clippad TRUE

4 Scans 10000

b Total Scans 10000

4 Relaxation Pelay = Z[s]

] “Recvr_Gain =" 60

] Temp Get = 21.1[dc)]

i X 90_Width = 11.2[us)

7 X Acq Time = 1,03809024[s)]
) X Angle = 30[deq]

f X _Atn = 2.6{dB]

1 X Pulse = 3.73333333[us}
] Irxr_Atn Dec = 14.35[dB]

4 Irr Atn Noe = 14.35[dB]

b Irr_Noise = WALTZ

N Irr_Pwidth = 57[us]

L Decoupling = TRUE

E Initial Wait = 1[s]

1 Noe = TRUE

4 Hoe_ Time = 2([s}

B Repatition Time = 3,038059024[s]
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galangalditerpene C (3)

=
—3AGE571 single pulse-1-5.jdf
og 3 N
=] -
w3
Q3
g
3“3
E N - =ww— PROCESSING PARAMETERS —----—
T o K sinbell auto B
=] = . £ft( 1, TRUE, TRUE )
2 3 ppm
2 o4 o m . [transpose]
T = sinbe:!.l_auto
© {AGESYI_dgf cpsy pfg-1-4jdf o ;;i?fﬁlm(aéz), TRUE
i F | ppm
< 3 ~] | abs
0 4 I"‘" symmetrize( Cosy, 24 )
< wn | fEransposel
& ] &
[ iR
o] g
— o
— o @
Sk o
— A ]G ._-L:._
e 3 C =N
-3 @ ™| Filename = C:\Users\delta\Documents\J
< ] 3 Author = delta
3 Experiment = dgf_cosy_pfg.ixp
] Sample Id = AGEBETL
13 Solwvent = CHLOROFORM-D
— ] b (i) . Creation Time = 15~NOV-2012 21:50:15
R= Ravigion Time = 16-NOV-2012 10:43:31
— 4 Currant Time = 16-NOV-2012 10:47:30
~ ]
—_1 T - \"_\_.J Comment = gradient absolute value DD
oo 1 ~ Data_Format = 2D REAL XEAL
— Pim_Size = 1024, 1024
E 0 Dim Title = Proton Proton
Sl Dim Units = [ppm] {ppm]
™3 b Dimensions =X¥Y
o ] g Site = TNMM-ECAB00
™ @ Spectrometer = DELTAZ_NMR
— 3
o1 Field Strength = 18.79305132([T] (800[MHz])
o ] B X Acq Duration = 0.1599488(s}
i ks 22 X Domain = 1H
b X Freg = 800.14000039 [MH=z]
1 X Offset = 4[ppmi
N N X Points = 1280
< 3 X Prescans =4
™ @ <3 X Resolution = 6,25200064 [Hz]
1y 3 A X Sweep = B.00256082 [kH=z]
IS X Sweep Clipped = 6.40204866[kHz]
) 3 ¥ Pomain = 1K
C\i B ] ¥ Freq = B00.14000039[MH=]
] Y Offset = 4[ppm]
e - - Y Points = 256
N i - Q Y _Prescans =0
o o Y _Resolution = 25.00480092[Hz]
™ 4 Y Sweep = 6,40122%04 [kHz)
= . fa) Irr_Domain = Proton
o~ R 55 o | Irr_Freq = 800.14000039[MBz1
=3 e : Irr Offset = S[ppm]
e Tri Domain = Proton
E = Tri Freq = 800.14000039 [MHz]
—4 J Tri_Offset = 5{ppm]
0 Clipped = FALSE
o 4 Scans =8
:: ] fos) @ Total Scans = 2048
o L Relaxation Delay = 1.5[s]
<+ F (] Racvr_Gain = 34
o £ 53 52 5 Temp_Get = 20.8[dC]
] i L X Acg_Time = 0.1599488[s]
e (18] I - X_Atn = 3[dB]
E &l X Pulse = 16[us]
a4 + 8% ¥ Acg Time = 39.99232[ms]
o1 3 Qi Irr Mode = Off
= ] 4= Tri_Mode = Off
& oen 1 e Dante Presat = FALSE
2 [ [ Grad_1 = 1[ms]
2 @ ) Grad_1_Amp = 60 [mT/m]
2P ] e Grad 2 = 1[ms]
= g s Grad 2_Amp = 45[mT/m]
g O3 & = Gzad 3 = iims]
= S s Grad 3 Amp = 0.15[T/m]
= 3 ', Grad_Recover = 0.1l{ms]
= — 3 @'- ) e Grad Selection = 4:3:10
5 < o R Grad Shape = SINE
B oy ] Initial Wait = 1[s}
[ Q. Repetiticn_Time = 1.6599488[s]
E 7 Scramble = 1[ms]
8 ALY L T3 = 1fus]
o F e Z£_Factor =4
>-‘ q" T TTrT TiiT LI LU TTTT TITT L] LELELELI TV 1T LILELEN ] TITT TTTT TTiT TT 7171 TT17T L TI17 LRI TiTF TFPFT LI T T T r LELELEL L LI TIT1T LELE I} Trrr TTITT T TIrr IR EERR] TFTT LELRERE Y iIllllnlllllll‘Hllllllwullll”ll\\Illlllllbllllllllll
43 42 41 40 395 38 3.7 36 35 34 33 32313029 28 27 262524232221201918 1716 1514 13 12 1.1 1.0 09 08 070410 02 04 06 0.8 1.0
X : parts per Million : Proton abundance 15




galangalditerpene C (3)

< JAGES71_single pulse-1-5.jdf
—
=3
=3
o2
< 3
= 3
8 =3
g o : - -=-~ PROCESSING PARDMETERS ~~--
- G_; . z sexp({ 10.0[HEz], ¢.0[=s)] .
g 3 i NI “ W “in, le JJ trapezoid{ O[%], O[%], 80[%], 100([%] )
; ! . i zarofill( 1)
s o I 1 1100 S x Pewtotl ££&( 1, TRUE, TRUE )
=3 . | PEM
S 1AGEST] labsarntion hsge-1-103df L machinephase
— 3 - r — 1 4 F g phase({ 3.16575, -60.417, 88.75306[%) }
E P /i [transpose]
] “a ~1| sexp( 50.0[Hz], 0.0[s] )
< o |’_' trapezoid( O[%], O0[%], 80([%], 100([%] }
[l i v, | zerofill( 2 )
o e 5’| £££{ 1, TRUE, TRUE }
3 | ppm
] 0 1 o i
o ] machinephase
" ' LU [transpose]
27 =
“ o i
3 o & o - ©
[ =
< e s g
< 5 = P'_,
1 ¢n| Filename = C:\Users\delta\Documents\J
o 3 ‘a Author = delta
=% | Experiment = hsqc_dec_phase_pfgzz.jxp
Ul N Sample Id = AGES71
] o - Solvent = CHLORCFORM-D
- E © Creation Time = 15-NOV-2012 22:48:26
i - Revision Time = 16-NOV-2012'10:54:82
B 7 . Curzent Time = 16-NoV-2012 10:56:20
1 . .
3 Comment = absorpticn hsqc
< 3 = Data_Format = 2D COMPLEX COMPLEX
27 Dim Size’ = 819, 512
] Dim Title = Proton Carbonl3
] Dim Uni.ts = [ppm] [ppm]
= 3 * Dimensicns =XY
=3 Site = JMM-ECABOO
o0 1 o Spectrometer = DELTAZ NMR
o ] Field Strength = 18.79305132(T] (BOO[MH=Z])}
g X Acq Duration = 0.12787712([s]
o 3 X Domain = 1H
3 X Freg = B(0.14000039 [MA=]
o 3 X Offset = 4[ppm]
P X Peoints = 1024
[=3= X Prescans =4 .
— ¥ Resolution = 7.82000721[Hz]
] L X Sweep = B.00768738[kHz]
<= ] X Sweep Clipped = 6.4061499[kHz]
<7 oo . ¥ Domain = 13C
— ] B Y Freq = 201,1553422% [MH=]
] o Y Offset = 105.0[ppm]
(-3 Y Points = 256
< 3 Y Prescans =0
™ ¥ _Resolution = 165.23900169[Hz]
1 o L Y_Sweep \= 42.30118443[kHz]
o ] - Tzri Domain = Proton
s ° ° = Tri Freq = 800.14000039[MHz]
o - Tri Offset = 5[ppm]
— Clippad = FALSE
] o . E Scans =8
g ] i F Total Scans = 2048
S« E Relaxation Delay = 1.5{s]
3 A= - Recvr_Gain = 34
(=) E Temp_Gat = 20,8[dC)
e X _Acq Time = 0,12787712[s}
v o X Ata = 31dB]
3 X Pulse = 16[us]
< A ¥_Acqg Time = 6.05184[ms]
i — ¥ atn = 2.6[dB]
o Y PI_Correction = 720
3 ¥ _Pulse = 11.2[us]
. E Irr Atn Dec = 20.985([dB]
- ] Irr_Noise = MPFL0O
g g 7 Irr Pwidth = 93[us]
B ] Tri_Mode = Off
« ] Compesite_Pulse = FALSE
L o] Dante Presat = FALSE
oo Decoupling = TRUE
g % Grad 1_Amp = 0.105{T/m]
= E Grad 2 Amp = 30 [mT/m]
= Initial Wait = 1i[s)
E P = J_Constant = 140{Hz]
b [= 9 Phase Qd = {{0, 180}, {90, 2703}
[Tl L Purge = 0[ms]
@ E : Repetition Time = 1.62787712[s]
ERE S Ti = 0.472 [us]
2 2 T2_Call = -17.258[us]
Q] T1_cal2 = -11.348{us}
- — — — . —— =y 1AL A
7.0 6.0 5.0 4.0 3.0 2.0 10 0 01 02— 0304 1 cals = 6.382[us}
X : parts per Million : Proton abundance 1a




galangalditerpene C (3)

< JAGES7]_single pulse-1-5.jdf
=3
s P .
0 3 "o
<
| ! :
ot 3 ro i
fé =3 C i
S g " —--~ PROCESSING PARAMETERS —---~-
-g e gauss( 5.0[Ez), ¢.0(s] }
5 3 Hu “ + . sinbell auto
—g = I It _il Jm-u l " alon - ;gio(fillé.RéE) TRUE )
] : . ppm
o 1AGE571_hmbe_pfe-1-4.jdf g 2| Teransposs]
S g H sinbelld ( -850, 160 )
— ] E . h trape_zc.\id( O[%]1, 5[%], 80(%], 100[%] }
] :\ zerofill{ 2 %
o ] H | £f£t( 1, TRUE, TRUE )
w m
& 1 21 e
1 [ 03, | [transpose]
i a
2 ] 8 b -
g =]
] 1 ="
1 fle 4 g
4 |
2 e ¢ ; g
o
F - [ @ﬂ v
i @ &n | Filename = C:\Users\delta\DocumentsiJ
< LS. Author = delta
% ] , 0 ry | Experiment = hmbe_pfg. jxp
1 \ Sample Td = AGE571
) 8§ @ 0 Solvent = CHLOROFORM-D
= @ Creation Time = 16-NOV-2012 (00:41:09
8 | ; g Revision Tima = 1§-NOV-2012 10:58:53
] [} f Current Time = 16-NOV-2012 11:00:04
S - a . G Comment = gradient enhanced HMBC
S i - Data Format = 2D REAL REAL
~ i Dim_Size = 512, 1638
] @ B | Dim_Title = Carbonl3 Proten
& ] B ] D;f.m_Un:i.ts = [ppm] [ppm]
Py Dimensions =XY
0 1 Site = JNM~ECA800
1 Spectrometex = DELTAZ MR
L I
= Field Strength = 18,79305132{T] (300 [ME=z])
> A ' X _heg Duraticon = 0.25575424[s]
4 ¥ Drmain = 1H
< ] E X Freq = B00.14000039[MHE=z]
=) ¢ X Offset = 4{ppm]
2 J X _Points = 2048
] X Prescans =4
o] , _ X Resolution = 3.9100036[H=]
= q . L X Sweep = B.00768738[kHz]
.: 1 . b X Sweep Clipped = 6.4061499[kEz}
] - ¥ Domain = 13cC
=) 3 ﬂ , Y Freg = 201.19534229[MH=z]
= g ! . i L Y _Offset = 100 [ppm]
21 i W u Y_Points = 256
] @ @ g 2 Y_Prescans =0
o ] P ﬂ A i ¥ _Resolution = 196.49144889[Hz]
= ﬁ ) — Y_Sweep = 50.30181087[kHz]
2 ] | v G 0 2 Tri_Domain = Proton
] ' g Tri_Freg = B00.14000039 [MHz]
] 3 Tri Cffset = S5[ppm}
o !
= ‘ 0 @; F Clipped = FALSE
= g g T3 L Scans = 32
— ] & 5 f @e { Total Scans = 8182
g | Q % | Relaxation Delay = 1.5[s]
R T m i Recvr_Gain = 34
— ] 0 B r Tenp_Get = 20.7[d4C]
o] B %_Acq Time = 0.25575424(s]
> ] s X _Atn = 3[dB]
g Ao — X Pulse = 16fus]
= i Y Acq Time = 5.08528[ms]
i Y_Atn = 2_6[dB]
= ] f Y Pulse = 1il.2[us]
. S : Tri_Made = Off
L Dante Presat = FALSE
= i Delta = £2.5[ms]
..8 =3 , Delta 1 = 3.83288616[ms]
E % L Delta 2 = 3.43642612{ms)
O =1 ﬁ i Delta 3 = 3.11429461[ms]
- 1 Grad 1 = 1{msg]) =
g g ] Graj_;_k@ = Q.18iT/m]
k=) Grad | = 1lms]
= & : Grad_2_Amp = 0.18[T/m]
g ] f ) 0 3 Grad 3 = 1[ms]
5 21 8 8 § . & L S £
22 < N ¥ Grad_Lpfl Amp = 45[mT/m]
LR 8 ] ~ Grad LpfZ Amp = -25.71428571(mT/m]
5 o 00 - Grad Lpf3 Amp = -12.85714286 [mT/ml
& 2 g G:ag__LpfA_Amp = =-6.42857143[mT/m]
J Grad_Recover = 0.1(ms]
>-( N T T T T T T T T T T T T T T ¥ T T T T T T T T T T T T T T T T T T T T T T T T T LRL I b | L T 1 1T I LI I L) Grad—SEleCtion = 13c = 1.988:1'938:1
7.0 6.0 5.0 40 3.0 2.0 1.0 0 01 02 03 Titial Wit = iler
X« parts per Million : Proton abundance B
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{AGES71_single pulse-1-5.jdf

o ] .
— -
o J
o 1 v
g 1 - ---- PROCESSING PARAMETERS ----
k| ] . sexp{ 5.0[Hz], 0.0[s] )
§ : ﬂ M trap;ggic‘i(lo’[%] , O[%], BO[%], 100([%] )
i Aok ﬁ!‘ Zerolil
s O . Il = U — 4 Eft( 1, TRUE, TRUE )
E . . N | PR
AGES571_poesy_phase-1-8.jdf . fy | machinephasa
1 N o rhase{ -B.5, -30, 67.97066[%] }
4 2 . n [trangpose]
_ i ooz =i sexp( 5.0[Hz], 0.0[s] }
] G ¢ I trape_zoid( O[%], O[%), 80[%], 100[%] )
g T w | zerofilli{ 2 }
il Lt ¢ Ri TRI
= gf U.:i ;g;( 1, TRUE, TRUE )
-] 4 " Iﬂ machinephase
he] [transpose]
J . =
] i
_ 4 :
-
] 4 o
o
1 ) ™| Filename = C:\Users\delta\Documents
g Author = delta
i Experiment = roesy phase.jxp
= Sample_Id = AGE571
(o] | Salvent = CHLOROFORM-D
. Creation Time = 16-NOoV-2012 04:50:51
9 o dq o Revision Time = 16-NOv-2012 11:13:32
1 = Current Time = 16-NOV-2012 11:14:55
A b
| Comment = absorption roesy
Data Format = 2D CCMPLEX COMPLEX
T Dim Size = 512, B1%
1 Dim Title = Proton Proton
E Dim Units = [ppm] [ppm]
J Dimengions =XYX
< Site = JNM-ECABO0
on ] Spectrometer = DELTA2 NMR
1 Field Strength = 18.79305132(T] (BO0[MHZ])
E . X_Acq Duration = 0,10231808[s]
] a7 L X Domain = 1H
1 2 - X Freqg = B00.14000039 [MHEz]
X offset = 4 [ppm]
K X Points = 1024
1 X _Prescans =14
B X_Resolution = 9.77344376{Hz]
_ X Sweep = 10.00800641[kHz]
= X Sweep Clipped = 8.00640512[kHz]
< ¥ Domain = 1H
7 Y _Freg = 800.14000039[MHz]
1 Y Offset = 4 [ppm]
- Y Points = 256
N ¥Y_Prescans =0
] ¥_Resolution = 31.2600032([Hz]
¥_Sweep = B.00256082 [kHz]
T Izxr_Domain = Proten
- Irx Fregq = B0G.14000039IMA=Z]
R Irr Offset = 5{ppm]
i n Tri_ Domain = Proton
< Tri Freg = B800.14000039 [MEz]
wi %-— Tri_Offset = 5[ppm]
T = Clipped = FALSE
1 Scans =16
- Teotzl Scans = 40896
| Relaxation Delay = 1.5[s]
Recvr_Gain = 34
1 Temp Get = 20.6[dC]
1 Mix_ Time = 0.5[s]
1 X Acq Time = 0.10231808(s]
i X _Atn = 3[dB]
< o X _Pulse = l6[us]
0 - e } ' X Spinlack Atn = 21(dB]
] r X Spinleck _Mode = 18[dBldown _
g 1 Y_Acqg Time = 31.98876([ms]
s E Y_Pl_Correation = 180
= J Irr Mode = Off
P | 2@ o r i Tri_Mode = off
= ] - Dante Presat = FALSE
= Initial Wait = 1[s]
= 1 Phase_1 = {{0, 180, 180, 0, 90, 270
E 4 Repatitien Time = 1.602318081s]
A 5 . Spinlock Strength = 1.953125[kHz]
5 o ' F Tl = 52.24[us]
(=9 N Tl_call = 52.24[us]
g T1_Cal2 = 0.11472[ms]
=] 1 Tl Cz13 = 0.1772[ms]
[ —— T1 Cal4 = 0.23968[ms)
o T1_Cals = 0.30216([ms])
>-( T T T T LI S S B B S T T T L— L T T T | — T T T T T T T T T Tl_CalG = 0.36464[ms)
7.0 6.0 5.0 40 3.0 2.0 1.0 0 1.0 Tonps T
X : parts per Million : Proton abundance 19






