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Our previous report (ref 7, main text) was published prior to Tetrahedron Letters’ providing
supplementary data online. The experimental procedures and data for compounds S1, S2 and 3 are
therefore provided below.
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Hydroxyketone S1. To a solution of diisopropylamine (8.77 g, 86.7 mmol) in THF (100 mL) was added
dropwise n-BuLi (30.2 mL, 2.87 M in hexane, 86.7 mmol) at -78 °C. After 15 min, (S)-dihydrocarvone
(9.63 g, 62.0 mmol) was added dropwise. The mixture was allowed to stir for 15 min, after which
methacrolein (8.1 g, 115.6 mmol) was added dropwise. After 4 h at-78 °C, AcOH (5.21 g, 86.7 mmol)
was added. After 20 min, the reaction mixture was allowed to warm to rt, then was diluted with ether (200
mL) and washed with water (150 mL). The aqueous layer was extracted with ether (3 x 100 mL) and the
combined organic layers were washed with brine (150 mL) and dried over anhydrous MgSO,. The organic
solvent was removed in vacuo. Purification of the residue by flash chromatography over silica gel (1/10
v/v, EtOAc/hexanes) afforded hydroxyketone S1 as a colorless oil (13.1 g, 95%).

IR (film) 3454, 1662 cm™. 'H-NMR (270 MHz, CDCls+ D,0) § 6.61 (m, 1H), 4.98 (m, 1H), 4.93 (m,
1H), 4.22 (d, =9.5 Hz, 1H), 2.53 (dd, J=2.7, 9.4 Hz + m, 3H), 2.26-2.52 (app dhept, ]=20.4, 2.8 Hz, 1H),
2.16-2.23 (app dd, J=19.9, 5.54 Hz, 1H), 1.76 (s, 3H), 1.75 (s, 3H), 1.55-1.65 (m, 2H), 0.85 (m, 6H). *C-
NMR (67 MHz, CDCls) § 202.03, 145.14, 143.76, 134.85, 114.45, 75.83, 52.91, 42.24, 29.38, 25.42,
20.80, 15.98, 15.87. Anal Caled for C14Hx,0,: C, 75.63; H, 9.97. Found: C, 75.42; H, 10.03.

Glycolate S2. To a solution of alcohol S1 (9.3 g, 41.0 mmol) in anhydrous DMF (26 mL) was added
Agy0 (38.5 g, 166.0 mmol), ethyl bromoacetate (27.9 g, 166.0 mmol) and 2,6-lutidine (17.8 g, 166.0
mmol). The reaction mixture was allowed to stir at 4 °C for 7 days, then was filtered through a short silica
gel column with ether (200 mL). The filtrate was washed with cold 3N HC1 (200 mL). The aqueous layer
was extracted with ether (3 x 100 mL) and the combined organic layers were washed with saturated
aqueous NaHCO; (200 mL), brine (200 mL) and then dried over anhydrous MgSQO,. After removal of
solvent in vacuo, the dark brown oil was purified twice via flash chromatography over silica gel (1/7 v/v,
EtOAc/hexanes) to afford glycolate S2 as a pale yellow oil (8.2 g, 65%).

IR (film) 1754, 1683 cm™. 'H-NMR (270 MHz, CDCls) 8 6.4 (m, 1H), 5.1 (s, 1H), 5.0 (s, 1H), 4.17 (d,
J=10.19 Hz, 1H), 4.1 (m, 2H), 3.9 (d, J=16.63 Hz, 1H), 3.8 (d, J=16.63 Hz, 1H), 2.7 (dd, J=10.19, 1.78 Hz,
1H), 2.42 (app dsept, J=20.0, 2.6 Hz, 1H), 2.2 (dd, J=5.2, 19.90 Hz, 1H), 1.81 (s, 3H), 1.63 (s, 3H), 1.4-1.6
(m, 2H), 1.20 (t, J=7.13 Hz, 3H), 0.86 (m, 6H). '*C-NMR (67 MHz, CDC]13) & 200.06, 170.15, 141.66,
140.38, 135.07, 117.84, 84.11, 64.33, 60.42, 51.68, 42.67, 29.06, 25.43, 21.37, 20.52, 16.05, 15.73, 14.15.
HRMS caled for CisHaeO4 (MH'), 308.1988, found 309.2082.



Isobenzofuran 3. KHMDS (58.2 mL, 0.5 M in toluene, 29.1 mmol) was added over 5 min to a solution of
glycolate S2 (7.8 g, 25.5 mmol) in THF (100 mL) at -78 °C. After addition of KHMDS, AcOH (1.84 g,
30.7 mmol) was added at -78 °C immediately in one portion. After 10 min at -78 °C, the reaction mixture
was warmed to rt, diluted with ether (150 mL) and washed with water (100 mL). The aqueous layer was
extracted with ether (3 x 80 mL) and the combined organic layers were washed with brine (150 mL) and
dried over anhydrous MgSO,4. The solvent was removed in vacuo. Purification of the residue by flash
chromatography over silica gel (1/10 v/v, EtOAc/hexanes) afforded isobenzofuran 3 as a colorless oil (6.2
g, 85%).

IR (film) 3511, 1737 cm™. '"H-NMR (270 MHz, CDC]13) & 5.56 (m, 1H), 5.19 (s, 1H), 4.94 (s, 1H), 4.15-
4.28 (m, 4H), 3.18 (s, 1H), 2.26 (t, J=7.92 Hz, 1H), 1.9 (m, 2H), 1.75-1.9 (m, 4H), 1.7 (s, 3H), 1.3 (m, 1H),
1.21 (t, J=7.1 Hz, 3H), 0.90 (d, J=6.73 Hz, 3H), 0.76 (d, J=6.73 Hz, 3H). *C-NMR (67 MHz, CDCL3) &
170.77, 144.63, 133.11, 113.83, 86.17, 83.46, 81.88, 61.42, 51.42, 40.52, 27.22, 23.42, 21.49, 17.97, 17.61,
14.11.

Epoxyketone 7. At -78 °C, dry pyridine (21.0 mL, 260 mmol) was added to a suspension of dry silica gel
(13.0 g) and CrOs (13.0 g, 130 mmol) in anhydrous CH,Cl, (200 mL). After 15 min, a solution of alcohol
3(4.78 g, 15.5 mmol) in CH,Cl, (50 mL) was added at -78 °C. The resultant mixture was allowed to
warm to rt. After 4 h, the mixture was filtered through a short silica gel column with ether (200 mL). The
filtrate was concentrated in vacuo and the residue purified via flash chromatography over silica gel (1/7
v/v, EtOAc/hexanes) to afford epoxyketone 7 as a white solid, mp 94-96 °C, (4.5 g, 90%).

IR (film) 1749, 1720 cem’. 'H-NMR (270 MHz, CDCl;) 6 5.08 (s, 1H), 5.02 (s, 1H), 4.36 (s, 1H), 4.1-4.3
(m, 3H), 2.64 (d, J=9.5 Hz, 1H), 2.59 (m, 1H), 2.52 (d, J=11.5 Hz, 1H), 2.00 (dd, J=2.5, 13.0 Hz, 1H), 1.92
(s, 3H), 1.67-1.82 (m, 2H), 1.44 (s, 3H), 1.26 (t, J=7.12 Hz, 3H), 0.79 (d, J=6.73 Hz, 3H), 0.75 (d, J=6.73
Hz, 3H). BC-NMR (67 MHz, CDCls) & 207.46, 168.61, 143.34, 117.43, 89.34, 78.81, 74.50, 63.34, 61.56,
45.41,41.37, 32.52, 28.05, 20.84, 16.07, 15.47, 14.23, 11.45. Anal Calcd for C;3H,505 C, 67.06; H, 8.13.
Found: C, 66.99; H, 8.07.

Alcohol 9. KHMDS (119.5 mL, 0.5 M in toluene, 59.8 mmol) was added dropwise to a solution of
epoxyketone 7 (6.43 g, 19.93 mmol) in ether (250 mL) at -78 °C, followed after 15 min by TMSC1 (9.59
mL, 79.72 mmol). The reaction mixture was allowed to warm to rt. After 3 h, it was poured into cold
saturated aqueous NaHCOs solution (300 mL) and extracted with cold hexanes (3 x 150 mL). The
combined organic layers were washed with brine (100 mL), dried over anhydrous MgSQO,, filtered and
concentrated in vacuo to afford enol ether 8 as a pale yellow oil (11.0 g, 100%), which was used without
further purification.

To a solution of enol ether 8 (11.0 g, 19.93 mmol) and acetone (14.8 mL, 199.3 mmol) in CH;CN
(290 mL) was added an aqueous Na,EDTA solution (199.3 mL, 4 x 10* M) at rt. A mixture of Oxone
(16.7 g, 26.63 mmol) and NaHCO; (6.0 g, 69.2 mmol) was added to the above mixture in portions over 10
h. The aqueous layer was separated and extracted with CH,Cl, (3 x 200 mL). The combined extracts were
washed with brine (300 mL), dried over anhydrous MgSQOys, filtered and concentrated in vacuo to yield a
pale yellow oil, 11.8 g.

The oil was dissolved in anhydrous THF (100 mL) and TBAF (43 mL, 1 M in THF, 43 mmol) was
added slowly into the solution at 0 °C. After 30 min, water (100 mL) was added into the reaction mixture.



The aqueous layer was separated and extracted with CH,Cl, (3 x 60 mL). The combined organic extracts
were washed with brine (100 mL), dried over anhydrous MgSQy, filtered and concentrated in vacuo.
Purification of the residue via flash chromatography over silica gel (1/6 to 1/3 v/v, EtOAc/hexanes)
afforded alcohol 9 as a pale yellow oil (5.6 g, 83%).

IR (film) 3480, 1730, 1676 cm™. 'H-NMR (270 MHz, CDCL3) § 5.02 (s, 1H), 4.97 (s, 1H), 4.75 (d, J=6.93
Hz, 1H), 4.66 (dd, J=4.75, 10.98 Hz, 1H), 4.2 (m, 2H), 3.3 (m, 2H), 3.16 (s, 1H), 1.95 (m, 1H), 1.79 (s,
3H), 1.68 (t, J=10.98 Hz, 1H), 1.58 (s, 3H), 1.30 (t, J=7.12 Hz, 3H), 1.07 (d, J=6.93 Hz, 3H), 0.97 (d,
J=6.93 Hz, 3H). *C-NMR (67 MHz, CDCl3) § 208.93, 161.59, 143.29, 142.88, 120.59, 114.75, 88.89,
73.37, 72.42, 62.29, 56.27,46.13, 27.54, 22.58, 21.67, 16.66, 16.37, 14.04. HRMS: Calcd for
C13H2606Na, 361.1627; found 361.1628.

Triol 10. Anhydrous AcOH (58 mL) was added slowly into a suspension of NMesBH(OAc); (22.6 g, 85.5
mmol) in anhydrous CH3;CN (58 mL). After 40 min, the mixture was cooled to -43 °C and a solution of
ketone 9 (3.69 g, 10.88 mmol) in CH3CN (58 mL) was added slowly. The reaction mixture was allowed to
warm to -20 °C. After 24 h, the mixture was warmed to 0 °C and water (100 mL) was added. A mixture
of CH,Cl; (100 mL) and water (100 mL) was added and the mixture neutralized to pH 7 by addition of
NaHCOs at 0 °C. The organic layer was separated and the aqueous layer was extracted with CH,Cl, (3 x
100 mL). The combined extracts were washed with brine (150 mL), dried over anhydrous MgSQy, filtered
and concentrated in vacuo. Purification of the residue through a short pad of silica gel (1/1, v/v,
EtOAc/hexanes) afforded triol 10 as a white foam (3.52 g, 95%).

IR (film) 3435, 1732 cm™. 'H-NMR (270 MHz, CDCls) 8 5.14 (s, 1H), 5.05 (s, 1H), 4.96 (s, 1H), 4.56 (d,
J=11.48 Hz, 1H), 4.28 (m, 2H), 4.05 (s, 1H), 3.95 (t, J=5.34 Hz, 1H), 3.62 (s, 1H), 3.08 (t, J=12.47 Hz,
1H), 3.00 (s, 1H), 1.62-1.89 (m, SH), 1.49 (s, 3H), 1.29 (t, ]=7.12 Hz, 3H), 0.97 (d, J=6.93 Hz, 3H), 0.63
(d, J=6.73 Hz, 3H). >C-NMR (67 MHz, CDCl3) § 162.49, 142.10, 140.68, 134.81, 117.14, 91.63, 74.03,
70.50, 67.29, 62.21, 50.74, 43.75, 26.51, 23.34, 21.39, 16.62, 15.95, 14.17.

Diacetate 11. Triethylamine (5.8 mL, 40.6 mmol) was added to a solution of triol 10 (2.71 g, 7.97 mmol)
and DMAP (101 mg, 0.797 mmol) in anhydrous CH,Cl, (60 mL), followed by dropwise addition of Ac,O
(2.27 mL, 23.9 mmol) at -10 °C. The reaction mixture was stirred at -10 °C for 16 h. Water (100 mL) was
added and the aqueous layer extracted with CH,Cl, (3 x 50 mL). The combined extracts were washed with
brine (100 mL) and dried over anhydrous MgSOQy, filtered and concentrated in vacuo. The residue was
purified via flash chromatography over silica gel (1/2, v/v, EtOAc/hexanes) to afford diacetate 11 as a
white foam (2.71 g, 80%).

IR (film) 3460, 2965,1742 cm™. 'H-NMR (270 MHz, CDCL3) & 5.31 (dd, J=4.35, 7.62 Hz, 1H), 5.00 (m,
2H), 4.97 (s, 1H), 4.65 (d, J=9.90 Hz, 1H), 4.25 (m, 2H), 3.18 (dd, J=9.90, 12.27 Hz, 1H), 2.01 (s, 3H),
1.96 (s, 3H), 1.76-1.91 (m, 2H), 1.74 (s, 3H), 1.48 (s, 3H), 1.29 (t, J=7.13 Hz, 3H), 0.84 (d, ]=7.13 Hz,
3H), 0.74 (d, J=6.73 Hz, 3H). *C-NMR (67 MHz, CDCL) & 170.20, 169.89, 162.05, 142.57, 141.10,
116.06, 90.50, 74.19, 69.23, 68.18, 62.08, 48.43, 45.17, 26.61, 23.87, 21.33, 21.09, 20.85, 16.51, 15.76,
14.11.



Ketone 12. A solution of OsOy4 (0.72 mL, 4 % by wt solution in water) was added dropwise to a mixture
of methanesulfonamide (0.34 g, 3.53 mmol), K,COs (1.5 g, 10.51 mmol), KsFe(CN)s (3.45 g, 10.5 mmol),
(DHQD),PHAL (136 mg, 0.176 mmol) and diacetate 11 (1.5 g, 3.53 mmol) in t-BuOH (35 mL) and water
(35 mL) at4 °C. After 3 h at4 °C, cold saturated Na,S,03 was added. The organic layer was separated
and the aqueous layer was extracted with CHCI; (3 x 40 mL). The combined organic extracts were washed
with brine (50 mL), dried over anhydrous MgSOQy, filtered and concentrated in vacuo. The residue was
purified via flash chromatography over silica gel (3/1, v/v, EtOAc/hexanes) to afford the intermediate triol
as a white foam (1.5 g, 95%).

To a solution of the triol (3.9 g, 8.49 mmol) in THF (80 mL) was added NalO4 (3.63 g, 16.98
mmol), followed by water (80 mL). The reaction mixture was stirred at rt for 5 h and then filtered. The
organic layer was separated and the aqueous layer extracted with CH,Cl, (3 x 50 mL). The combined
organic extracts were washed with brine (80 mL), dried over anhydrous MgSOQy ,filtered and concentrated
in vacuo. The residue was purified via flash chromatography through a short silica gel column (1/1, v/v
EtOAc/hexanes) to afford ketone 12 as a white foam (3.26 g, 90%).

IR (film) 3474, 1742 cm™. '"H-NMR (270 MHz, CDC]13) & 5.36 (dd, J=3.56, 9.7 Hz, rew1H), 5.27 (s, 1H),
5.06 (d, J=3.56 Hz, 1H), 4.3 (m, 2H), 3.36 (dd, J=7.52, 12.07 Hz, 1H), 2.27 (s, 3H), 2.04 (s, 3H), 1.97 (s,
3H), 1.72-1.83 (m, 2H), 1.40 (s, 3H), 1.28 (t, J=7.12 Hz, 3H), 0.93 (d, ]=6.93 Hz, 3H), 0.82 (d, J=6.73 Hz,
1H). *C-NMR (67 MHz, CDCls) 8 207.53, 170.17, 170.02, 161.34, 140.67, 75.09, 69.65, 62.07, 47.03,
46.69, 27.20, 25.93, 24.00, 21.90, 21.07, 20.85, 16.07, 14.06.

Hydroisobenzofuran 13. Crabtree’s catalyst (1.24 g, 1.52 mmol) was added to a solution of ketone 12
(3.3 g, 7.62 mmol) in CH,ClI, (160 mL). The reaction mixture was shaken under 80 psi of H; for 20 h.
The mixture was concentrated in vacuo and the residue purified via flash chromatography over silica gel
(1/3, v/v, EtOAc/hexanes) to afford isobenzofuran 13 as a white foam (3.3 g, 100%).

IR (film) 3474, 1740 cm™. '"H-NMR (270 MHz, CDCls) 8 5.37 (dd, J=3.17, 6.14 Hz, 1H), 5.00 (d, J=3.17
Hz, 1H), 4.75 (d, 1=6.43 Hz, 1H), 4.58 (d, J=8.11 Hz, 1H), 4.3 (m, 2H), 2.77 (t, ]=6.93 Hz, 1H), 2.52 (s,
1H), 2.45 (app q, J=7.52 Hz, 1H), 2.23 (s, 3H), 2.07 (s, 3H), 2.05 (s, 3H), 2.0 (m, 1H), 1.8 (m, 1H), 1.46 (s,
3H), 1.34 (t, J=7.32 Hz, 3H), 0.99 (d, J=6.93 Hz, 3H), 0.96 (t, J=6.93 Hz, 3H). *C-NMR (67 MHz,
CDCl3) § 209.33, 171.36, 170.49, 169.85, 87.29, 80.26, 74.28, 71.66, 71.02, 61.62, 51.97, 43.33, 41.98,
29.90, 25.89, 22.70, 22.50, 21.25, 21.00, 18.39, 14.22.
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S ! i } | i File Name - rcm-v-diolhtm 3
1 Ly ! Author = meinto
! ‘ Bample ID ~ 28391090
3 . ;= e - Content = Bingle Pulse ime |
o] L Creation Date = 13.DEC-2004 11:41:53 |
=y “ v Revigion Date = 13-DEC-2004 10:35:48 |
T T B e |
B -
] LI TR DRe Fime o Immmm |
3“ v Dimensions - X
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g rile Name = yohal-V-diolketons.S
1 Author - meinto
Q] Bample ID - 88391383
§ Contamt = Single Pulse with Bro
= Creation Date = 13-DRC-2004 11:34:21
g; Revision Date = 13-PEC-2004 11:11:01
gy Bpac Site = Delta mam
B Spac Type = DRLTA_san
& Data Pormat = 1D CoNPLEX
-~ 4 ions - X
o ] Dim Title - 13¢
&4 Dim Size - 32768
a Dim Units = {ppm)
unld_nermt.h = §.34344617) {270 Lwwx}
gu X_acq duration = 1.9267584(x)
- X domain - 13¢C
= X _freq - 6’7.’)3309’3lm1
@ | X_offset = 100 {ppm)
£ X points - 32768
-~ X_prescans - 4
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& Irr_domain - 1n
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Spec Rite

Spsc Type
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Dimensions
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Dim Size
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X _pulse
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=== RCQUISTTION ».
Darived from: ychai

Relawation_Selay

“V<296-trinl.1
Ychati -v-296-trinl .3

meintol

S#391680
Single Pulge Experime
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x
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cmos ACQUISTTION PARAMETERS —-_.
Derived from: ychni-\%—”&triol_copy.l
Name -

rile mhnl-?-l”-eriol,cop
Author = moint
Sample ID - 3592087
i Content = Bingle Pulse with Bro
< Creation Date = 12-DEC-2004 17:2%:32
§ Revigion Date = 13-DRC-2004 18140138
1 Spec Site = Dalta MR
10 Spsc Type = DELTA_jemn
Data Format = 1D coMrLEex
Dimensions - X
1 Dim Title = 13¢
Dim Sine - 32768
Dim Units = [(ppm)
rield_ = 6.345448 (M) (270 ey
X_acq _duration = 1.926758412)
1 = 13¢
X_freq = §7.93330993 [umx)
X_offset = 100 [ppm)
X points = 32768
) X_prescans -4
&£ X_resolution = 0.51900643 (mx)
< X_sweep = 17.00680271(xmy)
Irr_domain - 1IN
] Irr freq = 270.16600844 (vmx)
Irr_offset = S{ppm}
-
Scans = 100
Total_soans - 100
X_90_width = 8.3{us)
X_acqg time = 1.9267%841(s}
| X_angle = 30[deg)
X _pulse « 8.3[un)
Initial_wait = 1(s]
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Relaxation - 4(n
g Unblank_time = 2tus)
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Darived from: yohai-v-199-discetate.1

Pile Rame
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Sawple 1D
Content
Creation Date

Revision Date
Spac Bite

Dim tnite

risld_strength
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LI ]
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Revision Date
Spec Site

Spec Type
Data Pormat
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Dim Title
Din Size

Dim Unite
rield_strength
X_acq duration
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X_points
X_prescans
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X_swesp
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Irz_freq
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Scans
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X_acqg time
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T

1702110
169.8978
162.0592

X : parts per Miflfon : 13C

142.5850
141.1029
116.0668

T

220.0 2100 2000 1900 180.0 17?.0 160.0 1500 1400 1300 120.0 110.0 160.0 900 80‘}1

;

T L T

’]70.0 600 SD.T 400 30.0
I

76.7364
74.2076
69.2340
68.2178
62.0677
26.6107
21.0871

20.8502

16.5107

77.6761
77.2101
48.4151
45.1911

0 100
0”]0.

15.7620
14.1042

T

0

e
~10.0 -20.0

Ralaxation dalay
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Derived from: yohai-v-299-d1acetate _copy
File Name = yohai-v-299-dissetats
Author = mointe,

Sawple ID - 3#729127

Content = S8ingle Pulse with mro
Creation Date = 12-DEC-2004 21312949

12-DEC-2004 20:43:32
Delta mm

DRUTA_mmem
1D comrLex
X

13¢
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~==~ ACQUISTTION PARAMETERS -

Derived from: rahu.-v—!o:bhtm_om.l
Pile Name - m-v—:os-m«._co
Author = scinto
Sample 1D = B8813300 |
Content ~ Bingle Pulse with myo |
Creation Date - 12-DEC-2004 1810442
Revision Date - 12-DEC-3004 17120:02 I
BSpec Site = Dalta NMMR
Spec Type = DELYTA_WR
12 Data Pormat = 1D comrLEY
1ons - X
Dim Pitle - 13C
Dim Size - 32768
Dim tnits « [ppm)
Pield _strength o 6.3454441) (270 )mx)
X acqg_duration = 1.92875841s)
X_domain - 13¢C
X_freq = 67.9333099) [ans)
X _offset = 100 (ppm)
X _points - 33788
X_presoans - g
X _resolution = 0.5190064) [¢ ¢ 3
X_sweesp - 17.00800272(&:1
Irr domain - 1IN
Iex ¢ - 210.1‘60.!44[&:)
Irr_offset = S{ppm)
Mod_return -]
J Scans = 130
Total scans = 130
X_90_width = 8.3(na)
X aog_time - 1.926758418s)
4 X_angle = 301deg)
X_pulse = 8.3(us]
1 Inftinl_wait - 1[»]
Phase_preset = 3{us)
Relamation dslay = 4(s)
o] Unblank_time = 2(us)
=
s v W MW WiVl

Tr i

T T T T i T prTTTTTTTTTY T u T ] K T YT T I=7 T T
2200 210.0 200.0 19!]).0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.([ 80.% | 70‘.0 q0.0 500 40.0 30.0 | 12'?.()\ I1(1.0 0 -10.0 -200
‘ IR

T T T

i !

e

g g i€ 28
S S ed  &¥
X : parts per Milion : 13C J

77.6532

E
S

170.1729
170.0201
161.3411
140.6674
76.7138
75.0938
62.0753



mattmcintosh
Stamp


v

ychai-V—crabtree reduction.s

S e
{ o0 I
R
A -1
s 13
8
j |
) ]
~ s *“““‘“‘_‘"“‘““‘_“_"‘“‘“*‘*‘“ ““‘;
. § ~=~= ACQUISITION PARAMETERS ——.. |
- ] Darived from: ychail-V-crabtree reduction }
S i Pile Rame = ychai-V-crabtree redu |
- i Auvthor = mcintoshgroup |
Bample ID - 88471073 J
< Content = Single Pulse Experime 1
w Creation Date = 14-0CT-2004 13:55102 ]
- ) Revigion Date = 14-0CT-2004 13:09:08 ]
s | Spec gite ~ Delta MMR j
f Spec Type = DELTA_NMR
) Data Format = 1D COMPLEX
= 13 Dimensions - X
Dim Title - 18
i Dim Sixe = 16384
3 Dim Units = (ppm)
— rield strength = 6.345446[1) (270 [vre) ]
| X_acq_duration = 5.0528256(s) i
=] ; X_domain - 10
= X_freq = 270.16608844 [Mmx)
X_offset = 5{ppm)
X_points - 16384
g’ X_prescans -9
- X_resolution = 0.19790907 [nx) |
X_swesp = 3.24254215% [xnx) ]
L] Mod_ return -] :
& Scans -8 |
| Total_scans -8 |
-
< q / X _90_width = 10.4[us)
®© l X_acq time - 5,05282586(s)
X_angla = 45[{deg)
° ‘ X _pulse = 5.2(us)
=] | Initial wait - 1(=)
Phase_preset = 3{us)
1 Relaxation_delay = 4(s]
< N Unblank_time *» 2[us)
6 ] )
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! Derived from: ychai-vr-hton.-uduction.

| ile Mams = ychal-vI-ketone-redue |
| Author = meintosh i
< 1 Sample ID = 8#778872
§— | Content = Bingls Pulse with Bro
1 | | Creation Date = 28-JUL-2005 00:3%5:07 .
1 Revision Date - 27-JUL-200% 23:46:490 |
| 12 J | Bpec Bite = Dalta MMR
| | Spec Type = DELTA_NMR
1 ‘ Data Format = 1D COMPLEX .
1 Dimeansions - X
§j Dim Title = 13c
| Dim Bize = 32768
Dim Units = [ppm)
rield strength = 6.345446 (1) (270 [wsre)
X_acq duration = 1.9267384[»)
X _domain - 13¢C
X _freg = 67.93330993 (Max)
1 X _offset = 100 [ppm)
i X_points - 32768
§ } X_prescans -4
X_resolution = 0.51900643 [Hx)
| X_sweep = 17.00680272[kHx)
! Irr_domain = 1R
' Irr_freq = 270.16608844 {Mnx) ¢
Irr_offset = S (ppwm) ;
1 Mod_return =1 ‘
1 t f Scans = 1383 !
;j I: Total_scans = 1383 ;
i
B d X _950_width = 8.3{us)
: | x_acq_time = 1.9267584(a)
1 i X_angle = 90[deyg)
| X_pulse = 8.3[us)
i Initial_ wait - 1(s}
! FPhase_presat = 3{us)
] : 1 Relaxation_delay =« 3(s])
Unblank_time = 2[as)
| ih
]
b Al iR |
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