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General Methods. Melting points were determined on a BUCHI 535 and are corrected. Infrared
(IR) spectra were recorded on a Perkin Elmer 1725 X FT-IR spectrometer. NMR spectra were
recorded on a Bruker AC 300 or AC 200 spectrometers, operating at 300.13 or 200.13 MHz for *H
NMR and 75.3 or 50 MHz for **C NMR. Coupling constants J are in Hz. Chemical shifts were
reported by using CHCl; as external standards (7.24 ppm for *H NMR and 77.0 for *C NMR). H
NMR resonances arising from the same proton in different diastereoisomers are reported as follows:
[d upfield resonance (multiplicity, coupling constant), d downfield resonance (multiplicity, coupling
constant), total integration for both resonances]. APT experiments were used in the assignment of
carbon spectra. Optical rotations were measured with a Perkin EImer 241 polarimeter; the [a]p
values are reported in 10™ deg cm? g, concentration (c) is reported in g per 100 mL. Mass spectra
(ESI and APCI) were measured on a LCQ Advantage Thermo-Finnigan spectrometer. Column
chromatography on silica gel (230-400 mesh) was performed by the flash technique or by using
MPLC. Chiral HPLC separations were performed on a Agilent HP 1100 apparatus, equipped with a
diode array detector, using mixtures of hexane/2-propanol as eluent, detection at 230 nm unless
otherwise stated. The flux was set to 1 ml min™ and the volume of injection was 20 ni_. Petroleum
ether (PE) refersto the fraction boiling in the range of 40-60 °C.

(R)-2-Phenoxymethyl-oxirane (1a) was prepared in 75% yield as previously described.* (R)-2-
Benzyloxymethyl-oxirane (1b) was prepared through the O-alkylation of (S)-glycidol (1c).?

Synthesis of [1,4]-oxazepan-6-ol 13a (Scheme 1).

Scheme 1 Synthesis of [1,4]-oxazepan-6-ol 13a.
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Reagents and conditions: a) (R)-1a, K,COg3, TEBA, 3h, 88%; b) NaH, BnBr, THF, RT, 5h, 95%; c) AD-mix b,
t-BuOH-H,0 0 °C, 3d, 15%; d) Tris-Cl, Py, CH,Cl,, 2d, 56%; e) TBDMSCI, Im, CH,Cl,, 25 °C, 24 h, 83%j; f)
H,, Pd/C, EtOH, 4 h, 97%; g) K,CO3, MeOH, 3 d, 25 °C, 32%; h) TBAF, 0 °C, 6 h, 97%.



(R)-N-Allyl-N-(2-hydr oxy-3-phenoxy-pr opyl)-4-methylbenzenesulfonamide (20)

A screw cap vial was charged with epoxide (R)-1a (1.17 g, 7.39 mmol), 19° (1.56 g, 7.39 mmol),
K>COs (102 mg, 0.74 mmol), TEBA (169 mg, 0.74 mmol) and stirred at 90 °C for 3 h. After
cooling the crude was diluted with Et;O (15 mL) and washed with water (2 x 5 mL). After
extraction of the aqueous phase with Et,O, the combined organic extracts were dried (N&SOy),
filtered and concentrated in vacuo. The resulting residue was purified by flash chromatography
(ACOEt-PE 1:3) to give 2.35 g of 20, yield 88%, as a colourless oil, [a]p® + 6.3 (c 0.88, EtOH),
HPLC (Chiralpak AD, iPrOH-hexane 20-80) tg (R) 13.1 min, tr (S 12.1, ee 98%. dy 2.45 (s, 3H),
2.97 (bs, 1H), 3.32 (m, 2H), 3.87 (dd, 2H, J = 15.3, 5.9), 3.99 (m, 2H), 4.20 (m, 1H), 5.13-5.20 (m,
2H), 5.55-5.75 (m, 1H), 6.88 (d, 2H, J = 7.7), 6.89 (t, 1H, J = 7.3), 7.28 (m, 4H), 7.72 (d, 2H, J =
8.5).

(R)-N-Allyl-N-(2-benzyloxy-3-phenoxy-propyl)-4-methylbenzenesulfonamide (21).

A dtirred solution of (R)-20 (2.26 g, 6.25 mmol) in anhydrous THF (6 mL) under nitrogen
atmosphere was cooled to 0 °C and 60% NaH (0.36 g, 9.0 mmol) was added in two portions. After
30 min benzyl bromide (1.28 g, 7.5 mmol) was added dropwise and the temperature was allowed to
warm to rt. After 5 h the excess NaH was destroyed at 0 °C by dropwise addition of NH4Cls: and
THF was evaporated in vacuo. The resulting agueous phase was extracted with CH,Cl, (2 x 10 mL)
and the organic phase dried (Na,SO,), filtered and concentrated in vacuo. The residue was purified
by flash chromatography (AcOEt-PE 1.6) to give 2.68 g of 21, (yield 95%) as a colourless ail,
[a]o® + 12.4 (c 1.0, CHCls). dy 2.41 (s, 3H), 3.18-3.50 (m, 2H), 3.85 (dd, 2H, J = 15.5, 6.6), 4.01-
4.14 (m, 3H), 4.68 (AB q, 2H, J = 11.8), 4.73 (d, 1H, J = 11.8), 5.05 (m, 2H), 5.50 (m, 1H), 6.89 (d,
2H, J=8.1), 6.96 (t, 1H, J = 7.3), 7.30 (m, 9H), 7.70 (d, 2H, J = 8.2). dc 21.5 (CH3), 48.0 (CH,),
52.3 (CHy), 67.9 (CH,), 72.6 (CH,), 76.3 (CH), 114.5 (CH), 119.5 (CH,), 120.9 (CH), 127.3 (CH),
127.7 (CH), 127.9 (CH), 128.4 (CH), 129.4 (CH), 129.7 (CH), 136.6 (C), 138.1 (C), 143.4 (C),
158.5 (C). ESI-MS m/z[M + Na] " 475.
N-[(R)-2-Benzyloxy-3-phenoxy-propyl]-N-(2,3-dihydr oxypropyl)-4-
methylbenzenesulfonamide (22).

A round-bottomed flask, equipped with a magnetic stirrer, was charged with AD-mix-b (7.42 g), t-
BuOH (26 mL) and water (26 mL). After formation of two clear phases the mixture was cooled to
0°Cand 21 (2.12 g, 4.69 mmol) was added. The heterogeneous slurry was stirred for 72 h at 0 °C.
Solid sodium sulfite (2.80 g) was added and the mixture was alowed to warm to rt and stirred for 1
h. Methylene chloride (40 mL) was added and, after separation of the layers, the aqueous phase was
further extracted with CH,Cl, (3 x 10 mL). The combined organic extracts were dried (Na,SOy),
filtered and concentrated in vacuo. The residue was purified by flash chromatography (AcOEt-PE
2:1) to give 1.55 g of (R)-21 adong with 0.39 g of (R)-22 (yield 15%) as a colourless oil (1:1



inseparable diasterecisomeric mixture). HPLC (Chirapak AD, iPrOH-hexane 20-80) 15.8, 17.0
min. dy 2.41 (s, 3H), 2.92 (m, 1H), 3.25 (m, 1H), 3.40-3.70 (m, 4H), 3.80-4.15 (m, 5H), 4.32 (bs,
1H), 4.60-4.80 (m, 2H), 6.88 (d, 2H, J=7.7), 6.97 (t, 1H, J=7.7), 7.26-7.33 (m, 9H), 7.67 (d, 2H, J
=7.3).

Sulfonate ester (23).

In a round-bottomed flask, 22 (530 mg, 1.09 mmol) was dissolved in CH,Cl, (10 mL) and pyridine
(4.6 mL) was added. After cooling to O °C, 2,4,6-tris-isopropylbenzenesulfonyl chloride (1.03 g,
3.40 mmol) was added and the temperature was allowed to warm to rt. After 48 h the reaction
mixture was made acidic with 10% agq HCI. The organic solution was dried (NaSO,), filtered,
concentrated in vacuo and purified by flash column chromatography [MTBE/PE 1:1] affording 467
mg of 23, yield 56%, as colourless oil (inseparable diastereoisomeric mixture). dy 1.23 (d, 12H, J =
4.1), 1.25 (d, 6H, J = 4.2), 2.41 (s, 3H), 2.87-3.65 (m, 5H), 3.90-4.41 (m, 8H), 4.57-4.77 (m, 2H),
6.85(d, 2H, J=7.9), 6.95 (t, 1H, J=7.3), 7.15 (s, 2H), 7.24-7.30 (m, 9H), 7.66 (d, 2H, J = 8.1).
2-(tert-Butyldimethylsilanyloxy)sulfonate ester (24).

To a dtirred solution of 23 (453 mg, 0.60 mmol) in CH.Cl, (2 mL), cooled to 0 °C, were added
imidazole (61 mg, 0.90 mmol) and t-BuMe,SICl (136 mg, 0.90 mmol) and the temperature was
allowed to warm to rt. After 24 h the crude was diluted with CH,Cl, (10 mL), washed with water (5
mL), dried (NaSQ,), filtered, concentrated in vacuo and purified by flash column chromatography
[ACOEt/PE 1.6] affording 429 mg of 24 (83% yield) as a colourless oil (inseparable
diastereoisomeric mixture). HPLC (ChiraPak AD, iPrOH-hexane 5-95) tr 7.7, 8.2 min. dy 0.00 (s,
3H), 0.01 (s, 3H), [0.79 (s), 0.81 (s), 9H], 1.24 (d, 18H, J = 6.9), 2.39 (s, 3H), 2.89 (m, 1H), 2.98-
3.50 (m, 3H), 3.60-3.68 (m, 1H), 3.90-4.30 (m, 8H), [4.42 (ABq, J = 11.8), 4.51 (ABq, J = 11.4),
2H], 6.84 (m, 2H), 6.95 (m, 1H), 7.17-7.30 (m, 11H), 7.65 (m, 2H).

Sulfonate ester (25).

The benzyl ether 24 (0.42 g, 0.48 mmol) was dissolved in EtOH (5 mL) and 10% Pd/C (51 mg) was
added. The resulting heterogeneous mixture was subjected to hydrogenation under atmospheric
pressure after three vacuum/H, cycles to remove air from the reaction vessel. After 4 h at rt. the
crude was filtered through celite, dried (NaSO,) and the solvent evaporated at reduced pressure
affording 363 mg of 25 (inseparable diastereoisomeric mixture), yield 97%. dy [0.07 (s), 0.08 (s),
0.09 (s), 0.11 (s), 6H], [0.84 (3), 0.85 (s), 9H], 1.25 (d, 18H, J = 7.0), 2.42 (s, 3H), 2.87-3.60 (m,
5H), 3.88-4.46 (m, 8H), 6.86-6.96 (m, 2H), 6.95 (t, 1H, J=8.3), 7.24-7.31 (m, 4H), 7.66 (d, 2H, J =
8.4), 7.67 (d, 2H, J = 8.4).
6-(tert-Butyldimethylsilanyloxy)-(R)-2-phenoxymethyl-4-(toluene-4-sulfonyl)-[ 1,4] oxazepane
(26). To a stirred solution of 25 (348 mg, 0.49 mmol) in MeOH (3.5 mL) was added K,CO3 (311
mg, 2.25 mmol). After stirring at rt for 3 days, MeOH was evaporated, ACOEt (10 mL) and water (5



mL) were added and the resulting layers were separated. The organic phase was dried (NaSO,),
filtered and the solvent evaporated. The crude was purified by MPLC (MTBE/PE 1:4) to give 77
mg of 26, yield 32%. Pure diasterecisomers could be obtained along with a diasterecisomeric
mixture through chromatography.

26 (major). [a]p® + 30.8 (c 0.35, CHCl3), HPLC (Chiralpak AD, iPrOH-hexane 20-80) tg 5.2 min,
dy 0.09 (s, 6H), 0.90 (s, 9H), 2.45 (s, 3H), 2.84 (m, 2H), 3.78-4.12 (m, 7H), 4.20 (m, 1H), 6.90 (d,
2H, J=8.2), 6.95 (t, 1H, J = 8.2), 7.28-7.32 (m, 4H), 7.71 (d, 2H, J = 8.2). dc — 4.7 (CH3), — 4.8
(CHs), 21.5 (CHs), 25.8 (CHs), 53.4 (CH,), 54.1 (CH,), 68.5 (CHy,), 72.2 (CH), 76.8 (CH,), 81.1
(CH), 114.6 (CH), 121.2 (CH), 126.9 (CH), 129.5 (CH), 129.9 (CH), 136.2 (C), 143.5 (C), 158.4
©.

26 (minor). HPLC (Chiralpak AD, iPrOH-hexane 20-80) tg 6.5 min, dy 0.09 (s, 3H), 0.12 (s, 3H),
0.91 (s, 9H), 2.45 (s, 3H), 3.25-3.60 (m, 4H), 3.90-4.15 (m, 6H), 6.90 (d, 2H, J=8.2), 6.95 (t, 1H, J
=7.4),7.29 (m, 4H), 7.74 (d, 2H, J = 8.2). dc (selected peaks) 51.9 (CH,), 54.5 (CH,), 68.5 (CH,),
70.3 (CH), 74.0 (CH,), 78.2 (CH).

N-(tosyl)-(R)-2-phenoxymethyl-[1,4]-oxazepan-6-ol (13a). To a stirred solution of 26 (3/1
diastereoisomeric mixture) (36 mg, 0.074 mmol) in THF (1 mL) was added TBAF-3H,0 (23 mg,
0.074 mmol). After stirring at 0 °C for 6 h, THF was evaporated and the resulting crude dissolved in
CHCl, (5 mL) and washed with water (2 mL). The organic phase was dried (NaSO,), filtered and
the solvent evaporated. The crude was purified by MPLC (MTBE-PE 1:1) affording 13a in 97%
yield (2 mg of a single diasterecisomer along with 25 mg of a diastereoisomeric mixture). The
minor compound was found to be identical to that obtained as a byproduct during the cyclisation of
(R9-12a (Table 2).

13a (major): [a]o> — 2.85 (c 0.1, CHCl3), HPLC (Chiralpak AD, iPrOH-hexane 20-80) tr (2R,6R)
18.1 min. dy 3.18-3.38 (m, 2H), 3.52-3.71 (m, 2H), 3.85-4.15 (m, 6H), 6.92 (m, 3H), 7.29 (m, 4H),
7.68 (d, 2H, J = 8.3). dc 21.5 (CHgs), 52.9 (CH,), 54.4 (CHy), 68.3 (CH,), 69.9 (CH), 73.8 (CHy),
79.3 (CH), 114.6 (CH), 121.2 (CH), 127.0 (CH), 129.5 (CH), 129.9 (CH), 143.7 (C), 158,3 (C).
APCI-MSm/z378 [M + H]™;

13a (minor): HPLC (Chirapak AD, iPrOH-hexane 20-80) tr (2R,6S) 16.2 min. dy 2.43 (s, 3H), 2.93
(dd, 1H, J = 10.7, 14.3), 3.19 (dd, 1H, J = 3.7, 14.7), 3.59 (dd, 1H, J = 7.7, 12.9), 3.76 (m, 1H),
3.92-4.15 (m, 5H), 4.29 (dd, 1H, J = 5.9, 12.9), 6.88 (d, 2H, J = 8.1), 6.96 (t, 1H, J = 7.4), 7.21-7.34
(m, 4H), 7.69 (d, 1H, J = 8.1). dc (selected peaks) 53.6 (CH), 55.0 (CHy), 68.3 (CH,), 69.9 (CH),
73.5 (CHy), 80.8 (CH).
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AD-mix b.

Diastereoisomeric mixture [(R,S) + (R,R)]-6b was obtained through ring opening of (z)-1b with
9, followed by treatment with 80% CH3;COOH.

Diastereoisomeric mixtures [(R,S) + (RR)]-12a,b were obtained through sulfonylation of [(R,S)
+ (RR)]-6a,b with Tris-Cl.

Diasterecisomeric mixture [(RS + (RR)]-5a was obtained through cyclization of [(RS +
(RR)]-12a.

. Diastereoisomeric mixture [SR) + (S5)]-18 was obtained by treating (R,S)-11c with NaH and N-

tosylimidazole.
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DOMEDT15.0
AU PROG:
JMODXH. AU
DATE 8-9-5
SF 75.
SY 75.0
01 6534.
SI 16384
TD 10714
SW 19230.
HZ/PT &
PW 0.
RD 0.
AQ

RG 3200
NS 71298
TE 297
FW 24100
02 6000.
DP  18H PO
LB 3
GB 0.
CX 23.
Y 0.
F1 160.
Fe 10.
HZ/CM 492.
PPM/CM 6.
SR -1400.
b1 .900
S1 23H
P9 100
D2 .005
g2 18H
P1 5
vD .007
P2 10
RD 0.0
PW 0
DE 35
NS 7129
bS

NE

01
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949
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348

0
0
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63

000¢

.00
000¢
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000t
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126 DATE 2-9-5
SF 75.469
| SY 75.0
01 6534 .3949
SI 16384
TD 10714
SW 19230.769
7 HZ/PT  2.348
PW 0.0
RD 0.0
AQ .279
RG 3200
NS 68437
TE 297
_ FW 24100
7= 02 6000.000
> DP 1BH CPD
| _ 7: | | ) ,LB 3.000
18l " .
, —— CX 23.00
[ ﬁ cY 0.0
128.82 F1 170 . 006}
Fo L0131
HZ/CM 557 .788
PPM/CM 7.391
SR -1405.32
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S1 23H
mw pwo.oo
005000t
|Aw — se 18H
Do A i o ¢Lv;n, P1 5.00
\)u f :nVAw‘ \lA vD 007000
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DS 0
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ALBATRIS.001

AU PROG:
JMODXH . AU
DATE 14-10-4
SF 50.323
SY 50.0600000
01 8600.000
ST 131072

TD 5128

SW 128B20.513
HZ/PT - 196
PW 0.0

RD 0.0

AQ .200
RG 3200

NS 76581

& 297

FW 16100

02 3400.000
DR 16H PO

LB 3.500
GB 0.0

CX 22.00
CYy 0.0

Fd 80.044P
Fe 18.413P

HZ/CM 140.975
PPM/CM 2.801

SR

334914
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AU PROG:
JMODXH . AU
DATE 14-10-4

SF 50.323
SY 50.0600000
01 8600.000

SI 131072

T0 5128

SW 12820.513
HZ/PT . 186
PW 0.0

RD 0.0

AQG .200
RG 3200

NS 76381

TE 297

FW 16100

02 3400.000
DP 16H PO

LB 3.500
GB 0.0

CX 22.00
CY 0.0

F1 157.188P
Fe 120.317P

HZ/CM B84.341
PPM/CM 1.676
SR 3319.14
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¥k Current Data Parameters ***
NAME : TEOSC7

EXENO : 1
PROCNO  : 2
*** dequisition Parameters ***
AQ mod qseq
AUNM . PRESATAUR
BFl : 300.1300000 MHz
BR2 ; 0.0000000 MHz
DEC NMR PO
DEC_MC PO
DECSTAT : CPD
Dp3noo . 148 dB
DS J 0
FMFLAG 0
Fw : 7600.00 Hz
INSTRUM AM
LOCNUC Lock ?

NS 3 64
NUCLEUS Nue ?

2/} 2 4800.60 Hez
o2 2 3574.22 Hz
PULPROG :

RO 7 20 Hz

SFol 300.1348000 Mz

SOLVENT : Solvent ?

sw G 20,0714 ppm
SW h P 6024.096 Hs
TD 5 24576

TE 7 297 K
FD ; 0.0000000 see
YMAX a  91788.8125000
YMIN a  -91758.8125000

**% 1D NMR Plot Parameters ***
NUCLEUS : ?

A ITURE "
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/_7.29015
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| ! | ! : _ ALBASBE3.002
/ ' | | AU PROG
, K f JMODXH . AU
- DATE 26-7-4
1S
! N SF 75.469
N SY 75.0
\\p 01  6534.949
SI 16384
OT_OL \:Q Nou TD 10714
SW 19230.769
(R,R)- 30w HZ/PT  2.348
PW 0.0
| RD 0.0
i ” AQ 279
7 : RG 3200
NS 286422
TE 297
f FW 24100
i 02  6000.000
OP 18H CPD
(I : l | _ LB 3.000
, ,¥f; | | , GB 0.0
?%%%é%}z?%;j ey \i%?g%%}%% A ,z%%i%?{%iiz%{% mw mw : mo
F1 159 . 026f
Fo 8.910f
HZ/CM 4392 .568
PPM/CM 6.527
SR -1405.32
D1 .500000¢
S1  23H
Pg 100 .00
D2 .005000¢
S2  18H
P1 5.00
VD .007000¢
P2 10.00
RO 0.0
PW 0.0
DE 35.00
NS 286422
DS 0
NE 1
o | ) [ d { I \\ 1 T B I T
140 120 100 80 60 40 20

PPM
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ALBADT49 ..
AU PROQG:
JMODXH . Al
DATE 12-9
SF 75
SY 75.0
01 6534
SI 16384
T0 10714
SW 19230
HZ/PT 2
PW 0
RD 0
AQ
RG 3200
NS 288252
TE 297
FW 24100
02 6000
DP 18H C
LB 3
GB 0
CX 24
Cy 0
F1 160
F2
HZ/CM 503
PPM/CM B
SR -1437
D1 .50
S1 23H
P9 10
D2 .00!
S2 18H
P1 !
VD .00
P2 1
RD 0.0
PW ¢
DE 3
NS 2882
DS
NE




~ 7.6269
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~7.3231

7.3169

(RR)-15

—4.5409
——4.5336

- 4.0105

i 3.9982
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&
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3.9799

~36111
=— 35928

—3.3732

wuk Curpent Data Parameters ***

NAME, ALBABIBN
EXPNO 1
PROCNG 2

W dequisition Parameters ***
AQ mod gseq
AUNM . PRESAT.AUR

BFl : 300.1300000 MHz
BR2 : 0.0000000 MHz
DEC NMR : PO
DEC MC PO
DECSTAT CPD
DP3000 . 148 dB
DS : 0
FMFLAG 0

Fw H 7600.00 Hz
INSTRUM AM
LOCNUC . Lock ?

NS 4 8
NUCLEUS : Nue ?

(o)} : 4800.00 Hz
02 ; 557422 Hz
PULPROG .

RO 3 20 Hz
SFOI : 300.1348000 MHz
SOLVENT Solvent ?

Sw 3 20,0714 ppm
SW h 6024.096 Hz
D : 24576

TE i 297 K
VD ¢ 0.0000000 see
YMAX a  © 21300932617
YMIN a  =2130.0932617

*#% 1 D NMR Plot Parameters ***
NUCLEUS : ?
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wk¥ Current Data Parameters ***

NAME . ALBABENZ
EXPNO 1
PROCNO 2

*H% dequisition Parameters *%*
AQ mod gseq
AUNM . JMODXHAU

BFi ;o 75.4700000 MHz
BR2 : 0.0000000 MHz
DEC NMR : cPh
DEC MC PO
DECSTAT . PO
DP3000 . 18 dB
DS : 0
FMFLAG ]

Fw - 24100.00 Hz
INSTRUM : AM
LOCNUC Lock ?

NS 2 69238
NUCLELS Nuc ?

01 g 6534.95 Hz
02 : 6000.00 Hz
PULPROG : .

RO g 20 Hz
SFOI 754765349 MHz
SOLVENT . Solvent ?

Sw 254.8183 ppm
SW h P 19230.769 Hz
D G 10714

TE 3 297 K
VD ; 0.0000000 see
YMAX a  :3217565.7500000
YMIN a  :-3217565.7500000
**% | D NMR Plot Parameters ***
NUCLELS ?
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ALBARACE .001

DATE 29-6-
SF 200.
SY 200.0
01 3700.
81 32768
D 23952
SW 3205,
HZ/PT !
PW 6.
RD 2
AQ 3.
RG 20
NS 8
TiE 297
FW 4100
02 3200.
DB 55L PO
LB =
GB .
CX 23
cY 0.
F1 B
F2 =
HZ/CM 71,
PPM/CM

SR 2340.

6
132
000

128
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2
000
737
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130
00
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000f
200t
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397
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AU PROG:
JMODXH . AU
DATE 21-6-6
SF 75.469
Sy 75.0

01 6534.948
SI 16384

TD 10714

SW 19230.769
HZ/PT 2.348
PW 0.0
RD 0.0
AQ .278
RG 3200

NS 69340

TE 297

FW 24100

02 6000.000
DP 23H PO

LB 3.000
GB 0.0
CX 23.00
CcYy 0.0
F1 160 .0211
Fe 10.029¢
HZ/CM 492.160
PPM/CM 6.521
SR -1402.97
D1 .500000¢(
S1 26H

P9 100.00
D2 .005000
Se 23H

P1 5.00
VD 007000
P2 10.00
RD 0.0

PW 0.0
DE 35.00
NS 69340
DS 0
NE 1
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PP PR T e | R
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wxx Cyrrent Data Parameters **¥

NAME DOMEDT94
EXPNO !
PROCNO 2

**¥ doquisition Parameters ***
AQ mod qseq
AUNM : PRESAT.AUR

BF1 ; 300.1300000 MHz
BR2 0.0600000 MHz
DEC NMR : PO
DEC MC PO
DECSTAT CPD
DP3000 148 dB
DS ]
FMFLAG 0

FW 7600.00 Hz
INSTRUM AM
LOCNUC Lock?

NS : 8
NUCLEUS : Nue ?

0! 6000.00 Hz
o2 ; 557422 Hz
PULPROG :

RO 20 Hz
SFO! ;3001360000 MHz
SOLVENT Solvent ?

Sw 20.0713 ppm
SW h 6024.096 Hz
™D 24576

E 297 K
VD 0.0000000 see
YMAX a 55285722656
YMIN a  =5528.5722656

*»* 1D NMR Plot Parameters ***
NUCLEUS : ?
SOLVENT ?
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wak Cyppent Data Parameters ***
NAME . DOMEDT94

EXENO 2
PROCNG 2
wee dcquisition Parameters ***
AQ mod gseq
AUNM . JMODXH.AU
BFl ¢ 754700000 MHz
BR2 ¢ 0.0000000 Mz
DEC_NMR : CPD
DEC MC PO
DECSTAT PO
DP3000 18 dB
Ds : 0
FMFLAG 0
W g 24100.00 Hz
INSTRUM AM
LOCNUC Lock?

NS : 5905
NUCLEUS Nue?
0] g 6534.95 Hz
02 ¢ 6000.00 Hz
PULPROG :

RO { 20 Hz

SFOI ;754765349 Mz
SOLVENT : Solvent ?

Sw : 254.8183 ppm
SW h . 19230.769 Hz
™ ; 10714

TE H 297 K
VD : 0.0000000 see

YMAX a  :2251658.0000000
YMIN. a  :-2251658.0000000
*#¥% | D NMR Plot Parameters ***
NUCLEUS : ?

AN VIPAPE a
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CRIS16S2.001
DATE 5-5-4

=13 200.132
SY 200.060000¢(
01 3700.000

ST 32768

TD 16000

SW 4000.000
HZ/PT .244
PW 6.2
RD 2.000
AQ 2.000
RG 4

NS B

TE 343

FW 5000

02 1000.000
DP  20H PO

LB =700
GB .080
CX 23.00
Gy 0.0
F1 9.000t
Ee .001f

HZ/CM 78.305
PPM/CM .38
SR 2340.85
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wex Cyurvent Data Parameters ***

NAME :  DOMESA82
EXPNO 1
PROCNO 2

w¥ doguisition Parameters ***
AQ mod gseq
AUNM : JMODXH.AU

BF] ;754700000 Mtz
BR2 ; 0.0000000 MHz
DEC NMR : CcPD
DEC MC . PO
DECSTAT PO
DP300O 18 dB
DS ; ]
FMFLAG 0

W : 24100.00 Hz
INSTRUM AM
LOCNUC Lock ?

NS ; 6291
NUCLEUS Nue ?

ol 4 6534.95 Hz
02 4 6000.00 Hz
PULPROG :

RO : 20 Hz
SFOI ;754765349 MHz
SOLVENT : Solvent ?

Sw i 2548183 ppm
SW_h . 19230.769 Hz
D : 10714

TE ; 297 K
VD o 0.0000000 see

YMAX a 566639.3125000
YMIN a  :-566639.3125000
w»% D) NMR Plot Parameters ***
NUCLELS : 2
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