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Compound 8. p-Methylphenyl 4,6-0-Benzylidene-2-deoxy-2-phthalimido-1-thio-B-p-
glucopyranoside (70.0 mg. 0.14 mmol) and sodium hydride {(95%, 7.0 mg, (.28 mmol) were stirred in DMF (5
mL) at 0 °C for 10 min and benzyl bromide (25 pL, 0.21 mmol} was added. The mixture was stirred at room
temperature for 4 h and then poured into ice water (10 mL), which was extracted with EtOAc (3 x 10 mL),
then dried (Na;SO,). The organic phase was concentrated for column chromatography on silica gel (petroleum
ether/EtQAc = 3:1). Saccharide 8 (74.5 mg, 92%) was obtained as a colorless foam. 'H NMR (300 MHz,
CD2COCD;s-dg) 8: 7.89 (m, 3H, aromatic), 7.72 (m, 1H, aromatic), 7.56 (dd, J = 2.4, 8.1 Hz, 2H, aromatic),
7.35-7.44 (m, 3H, aromatic), 7.25 (d, J = 8.1 Hz, 2H, aromatic), 7.09 (d. /= 8.1 Hz, 2H,aromatic), 6.87-6.99 (m,
5H, aromatic), 5.79 (s, 1H, benzylidene-CH), 5.63 (dd, J = 0.9, 10.5 Hz, 1H), 4.76 (d, /= 12.6 Hz. [ H), 4.50(d,
J=12.3 Hz, 1H), 4.41 (g, J = 9.3 Hz, 1H), 4.36 (d, J=10.2 Hz, 1H), 4.23 (1, /= 9.9 Hz, 1H), 3.86-3.93 (m, 2H),
3.77 (m, 1H), 2.27 (s, 3H, SPhCH;); HRMS (M + Na) calcd for C3sH3 OsNSNa 616.1770, found 616.1789.
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Compound 6. To a mixture of compound 8 (74.0 mg, 0.18 mmol), NaCNBH; (0.11 g, 1.625 mmol), and 3A
molecular sieves (2.5 g) in dry THF (10 mL), was added dropwise a solution of HCI-EO (1M solution in ether,
2.5 mL, 2.5 mmol) under N, at room temperature. The mixture was stirred for 10 min, then filtered off through
Celite. The filtrate was washed sequentially with saturated aqueous sodium bicarbonate and brine, The organic
layer was dried (Na;SO,) and concentrated. The residue was purified by column chromatography on silica gel
(petroleum ether/EtOAc = 3:1). The product (66.7 mg, 90%) was obtained as a foam. 'H NMR (300 MHz,
CDsCOCD;-dg) 8: 7.69-7.84 (m, 4H, aromatic), 7.27-7.40 (m, 7H, aromatic), 6.88-7.01 (m, 7H, aromatic), 5.56
(d, /= 10.2 Hz, 1H), 4.83 (d, J = 12.0 Hz, 1H), 4.51-4.64 (m, 3H), 428 (dd, /= 7.8, 10.2 Hz, 1H}, 4.16 (1, J =
10.2 Hz, 1H), 3.95 (d, J = 9.3 Hz, 1H), 3.74-3.82 (m, 2H), 3.32 (br.s, 2H), 2.22 (s, 3H, SPhCH3); HRMS (M +
Na) caled for CssH3305NSNa 618.1926, found 618.1952.
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Compound 10. Compound 9 (200 mg, 0.3 mmol) and benzyl N-(3-hydroxypropyl)-carbamate (63.0 mg, 0.35
mmol) were stirred in dry CH2Cl; (15 mL) and BF3EtO (1.01 mL, 0.90 mmol) was added. The reaction
mixture was stirred at room temperature for 8 h and then diluted with CH,Cl» (50 mL), washed sequentially
with sat. aq. sodium bicarbonate and brine. The organic layer was dried (N2,504), filtered, and concentrated.
The residue was purified by column chromatography on silica gel (petroleum ether/EtOAc = 1:1). The product
(98.4 mg, 43%) was obtained as a yellow syrup. 'H NMR (300 MHz, CDCl3) §: 7.24-7.32 (m, 5H, aromatic),
5.31(d, J=2.7 Hz, 1H), 5.16 (t, J = 9.6 Hz, 1H), 5.05-5.11 (m, 3H), 4.93 (dd, J = 3.6, 10.5 Hz, 1H), 4.85 (dd, J
= 78, 9.6 Hz, 1H), 4.42-4.51 (m, 3H), 3.97-4.13 (m, 4H), 3.79-3.86 (m, 2H), 3.75 (t, J = 9.6 Hz, 1H),
3.52-3.59 (m, 2H), 3.14-3.27 (m, 2H), 2.11 (s, 3H, COCH3), 2.05 (s, 3H, COCHj), 2.02 (s, 3H, COCHj), 2.01 (s,
3H, COCH), 1.98 (s, 3H, COCH;), 193 (s, 3H, COCH;), 1.89 (s, 3H, COCH3), 175 (m, 2H,
OCH,CH,CH,NH); “C NMR (75 MHz, CDCly) §: 170.8, 170.7, 170.5, 1704, 170.1, 1694, 156.8, 137.0,
128.9, 128.5, 1284, 101.4, 100.8, 76.6, 73.1, 73.1, 72.0, 71.3, 71.1, 69.5, 67.9, 67.0, 62.2, 61.2, 60.8, 38.6,
29.80,21.2,21.0, 20.9; FAB-MS (M + H) * 828, Anal. Caled for Ci7HasOaN: C, 53.69; H, 5.97; N, 1.69. Found:
C, 533.59; H, 5.96; N, 1.66.
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Compound 12. To a stirred solution of 10 (107.5 mg, 0.13 mmol) in methanol (20 mL), NaOMe (30% in
MeOH, 10 pL) was added. The reaaction mixture was stirred at room temperature for 5 h and then neutralized
with cation exchange resin (H"). The resin was filtered off and the filtrate was concentrated. The residue in dry
methancl (20 mL) was refluxed under Nz for 16 h in the presence of Bu2SnO (58.0 mg, 0.023 mmol) and the
solution was concentrated under reduced pressure. The residue was dissolved in dry benzene (20 mL) under N,
followed by the addition of tetrabutylammoniun iodide (2.2 mg, 0.006 mmol), and 4A MS (2.0 g), then allyl
bromide (18 pL, 25.2 mg, 0.208 mmol) was added to the mixture. The mixture was refluxed for 5 h and then
concentrated. Dry methanol (20 mL) and Bu,SnO (58.0 mg, 0.023 mmol) were added to the residue and the
mixture was refluxed for 16 h and concentrated. Then dry benzene (20 mL), tetrabutylammoniun iodide (2.2
mg, 0.006 mmol)}, 4A MS (2.0 g) and allyl bromide (18 L, 25.2 mg, 0.208 mmol) were added, and the mixture
was again refluxed for 5 h. The volatiles were evaporated and the resulting residue was purified by column
chromatography on silica gel (MeOH/EtOAc = 1:15) to get a yellow syrupy crude product.
The crude product and sodium hydride (95%, 39.0 mg, 1.56 mmol) were stirred in DMF (4 mL) at 0 °C for
10 min and benzyl bromide (0.14 mL, 200 mg, 1.17 mmol) was added. The mixture was stirred at room
temperature for 5 h and then poured into ice water (20 mL), which was extracted with EtOAc (3 x 10 mL), then
dried (N2,8O4). The organic phase was concentrated for column chromatography on silica gel (petroleum
ether/EtOAc = 3:1). Compound 12 (0.111 g, 70% over three steps) was obtained as a yellow syrup. 'H NMR (500
MHz, CDCls) &: 7.12-7.34 (m, 40H, aromatic), 5.92 (m, 1H, CH,=CHCH»0), 5.32 (dd, J = 1.5, 17.0 Hz, 1H,
S3



H:-CH,=CHCH;0), 5.15-5.18 (m, 3H), 4.99 (d, J = 11.0 Hz, 1H), 495 (d, J = 11.5 Hz, 1H), 4.66-4.81 (m, 5H),
4.14-4.55 (m, 11H), 3.91 (t, J = 10.0 Hz, 2H), 3.86 (d, J = 2.5 Hz, 1H), 3.76 (m, 1H), 3.68 (dd, J =7.5, 8.6 Hz,
2H), 3.53 (1 J = 10 Hz 2H), 3.29-3.35 (m, 8H), 1.85 (m, 2H, OCH,CH:CHzN); "C NMR (75 MHz , CDCl5) &:
162.6L 139.1,139.1, 138.9 , 138.6, 138.3, 138.1, 137.9, 135.0, 128.5, 128.4, 128.3, 128.2, 128.2, 128.1, 128.0,
1279, 127.9, 127.8, 127.7, 127.6, 127.5, 127.5, 127.4, 127.4, 127.3, 127.0, 116.4, 103.5, 102.7, 82.9, 82.3, 81.7,
799, 77.2, 76.6, 75.3, 75.2, 75.1, 74.9, 74.6, 73.5, 73.4, 73.0, 72.9, 71.5, 68.3, 68.1, 67.2, 50.8, 36.6, 31.6;
MALDI-TOE-MS (M + Na + H) " 1227_ (M + K + H)" 1243, Anal. Caled for C7sHgiO13N: C, 74.79; H, 6.78; N,
1.16. Found: C, 74.72; H, 6.68; N, 1.08.
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Compound 7. Saccharide 12 (21.0 mg, 0.017 mmol) and PdCl; (1.1 mg, 0.0068 mmot) were stirred in dry
methanol (1.5 mL) under N, for 4 h. The reaction mixture was diluted with methanol (5 mL) and filtered. After
removal of the solvent, the residue was purified by column chromatography on silica gel (petroleum ether/EtOAc
= 1:2). The product (19.8 mg, 98%) was obtained as a yellow syrup. 'H NMR (500 MHz, CDCls) 8:7.14-7.34 (m,
40H, aromatic), 5.15 (br.s, 2H), 5.00 (d, J = 10.5 Hzl 1H), 4.25-4.81 (m, 16H), 3.95 (1, J = 9.5 Hz, 1H),
3.86-3.92 (m, 1H), 3.83 (br.s, 1H), 3.66-3.79 (m, 2H), 3.26-3.56 (m, 10H), 2.18(d, J = 3.5 Hz, 1H), 1.85 (m, 24,
OCH,CH,CH,N); *C NMR (75 MHz, CDCls) &: 157.9 , 139.0, 138.6, 138.5, 138.4, 138.1, 137.9, 137.8, 136.6,
1289, 128.4, 128.4, 128.3, 128.2, 128.0, 127.9, 127.8, 127.8, 127.7, 127.6, 127.5, 127.5, 127.1, 103.4, 102.6,
82.7. 81.6 80.5, 75.8, 75.3, 75.0, 74.9, 74.0, 73.3, 73.1, 73.0, 68.1, 67.9, 67.1, 50.7, 44.7, 43.6, 28.6;
MALDI-TOF-MS (M + Na + H)* 1187, (M + K + H)" 1203. Anal. Calcd for C;2H77013N: C, 74.27; H, 6.66; N,
1.20. Found: C, 74.10; H, 6.61; N, 1.12.
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Compound 3. Building block 4 (100 mg, 0.155 mmol), building block 5 (74 mg, 0.155 mmol), BSP (16.2 mg,
0.077 mmol), and 4A MS (500 mg) were stirred in dry CH>Clp (5 mL) at room temperature for 0.5 h under No.
The mixture was cooled to —70 °C, followed by the addition of Tf>2Q (15.7 pL, 26.2 mg, 0.093 mmol) and the
temperature was increased gradually to room temperature. After 2 h, the donor was consumed and the reaction
temperature was cooled to -70 °C again, followed by the addition of the solution of building block 6 (92 mg,
0.155 mmol) and BSP (16.2 mg,, ¢.077 mmol) in dry CH>Cl; (5 mL). Subsequently Tf20 (15.7 pl, 26.2 mg,

0.093 mmol) was added to the reaction mixture, The temperature was then increased gradually to room
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temperature. After 2 h, TLC detection showed the product last step produced had disappeared, and the reaction
temperature was cooled to 70 °C before the solution of building block 7 (180 mg, 0.155 mmol) and BSP (26 mg,,
0.124 mmol) in dry CH2Clz (5 mL) was added © the reaction mixture. Then T30 (23.5 uL, 39.3 mg, 0.139 mmol)
was added to the stiring mixture. The temperature was increased to room temperature in 2 h. After stirred for
another 2 h, the reaction was quenched with triethylamine (5 mL} and diluted with CH;Cl» (20 mL). The reaction
mixture was filtered and washed sequentially with sat. aq. sodium bicarbonate and brine, dried {N2a;SOy), filtered,
and concentrated. The residue was purified by column chromatography on silica gel (petroleum ether/EtOAC =
3:1). The product (153 mg, 39%) was obtained as a yellow syrup. '"H NMR (500 MHz, DMSO-dg) 8: 7.97 (d, J =
7.5 Hz, 2H, aromatic), 7.63-7.73 (m, 6H, aromatic}, 744 (t, / = 7.5 Hz, 2H, aromatic), 7.37-7.02 (m, 67H,
aromatic), 6.86 (d, J = 7.5 Hz, 3H, aromatic), 6.74 (t, = 7.5 Hz, 3H, aromatic), 5.55 (s, 1H, benzylidene-CH),
5.40(dd, J = 8.0, 10.0 Hz, 1H,H-2""),5.32(d,J=3.0 Hz, 1H, H-1"""), 5.28 (d, /= 8.0 Hz, IH, anomeric), 5.05 (s,
2H), 4.90 (d, J = 11.5 Hz, 1H), 4.87 (d, J = 8.0 Hz, 1H), 475 (d, J = 11.0 Hz, 1H), 3.92-4.65 (m, 36H), 33.76-3.80
(m, 3H), 3.18-3.76 (m, 16H), 2.95-3.14 (m, 2H), 1.66-1.75 (m, 2H, OCH,CH,CHaN)! BC NMR (125 MHz,
DMSO-dg) 8 167.4, 164.5, 155.8, 139.1, 138.9, 138.6, 138.3, 1382, 138.0, 137.9, 137.8, 136.9, 1344, 133.6,
131.5, 130.5, 1294, 128.9, 128.8, 128.6, 128.4, 128.3, 1282, 128.1, 128.0, 127.9, 127.8, 127.7, 127.6, 127.5,
1274, 1273, 127.2, 127.1, 127.0, 126.9, 126.7, 126.3, 126.2, 123.1, 1022, 101.2, 100.0, 99.9, 99.0, 93.3, 81.8,
81.0,78.1,77.7,77.4, 76 .8, 76.4, 75.1, 74.4, 74.2, 74.1, 74.0, 73.7, 73.6, 73.4, 73.3,72.5, 72.4,72.3,71.9, 71.2,
70.8,69.0, 68.4, 68.2, 68.0, 67.9, 67.4, 66.3, 66.1,63.0, 55.8, 50.0, 48.6, 44.5, 43.6, 30.0; MALDI-TOF-MS (M +
Na + H)* 2534, (M + K + H)" 2550.
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Compound 2. Compound 3 (54.0 mg, 0.02 mmol) was dissolved in EtOH (3 mL) and treated with NH,NHy-H,O
{1 mL). After the mixture had been heated under reflux for 20 h, it was concentrated under reduced pressure and
the residue was co-evaporated with toluene (3 x 5 mL). The crude product was dissolved in pyridine (3 mL) and
acetic anhydride (1 mL). After stirring for 8 h, the solvent was removed in a vacuum. The residue was dissolved
in methanol (3 mL), and NaOMe (30% in MeOH, 10 pl) was added. The mixture was stirred for 6 h and then
neutralized with cation exchange resin (H"). The resin was filtered off and the filtrate was evaporated in a vacuum.
The residue was purified by silica gel column chromatography (petroleum ether/EtOAc = 2:1). A mixture of the
putified residue, 10% Pd-C (15.0 mg) in HOAc (0.25 mL), THF (2 mL), H,O (1 mL) was stirred under H,
atmosphere for 22 h. The catalyst was then removed by filtration and the filtrate was concentrated. The residue
was subjected to a C-18 reverse phase column chromatography (H,O) to give 2 (9.0 mg, 43%) as a white solid
after lyophilization. 'H NMR (500 MHz, D,0) 8: 5.14 (d, J=4.0 Hz, 1H, H-17"), 470(d, J=8.5 Hz, 1H, H-1""),
4.54 (d, J =8.0 Hz, 1H, H-1"), 450 (d, 7 = 8.0 Hz, 1H, H-1), 442 (d, /= 8.0 Hz, 1H, H-1""), 4.20-4.16 (m, 2H),
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4.15 (d, J = 3.0 Hz, 1H), 4.07-3.93 (m, 5H), 3.87-3.69 (m, 14H), 3.67-3.56 (m, 6H), 3.36-3.30 (m, 2H, H-6), 3.15
(t, J = 7.0 Hz, 2H, OCH,CH,CH,N), 2.03 (s, 3H, NHCOCH;) 2.00 (m, 2H, OCH,CH:CHuN), 1.90 (s, 7H,
CH;COOH); ®C NMR (125 MHz, D;0) 8: 175.6 (NHCOCH3), 103.7 (C-17), 103.5 (C-17), 103.4 (C-1 ™, 102.8
(C-1), 96.2 (C-1""), 82.8, 79.1 (C-6), 79.0, 77.9,75.8, 75.6,75.5,75.3,75.1,73.4 (C-67), 73.0,71.6,70.7,70.3,
70.0, 69.8, 69.0, 68.9, 68.6 (OCH,CH,CH,N), 65.5, 61.7, 61.6, 61.5, 60.7, 60.6, 55.9, 38.3 (OCH,CH.CH,N}),
27.5 (OCH,CH,CH,N), 24.0, 22.9 (NHCOCH;); HRMS (M + H) caled for CssHezOz6Nz 927.3664, found
927.3672.

56



zqor\f(ZHo)o
ug

ugo

O
ugo

L

oug
O

LIBY

ugo
OH

@]
ugdo ougd.

EL:]
Elcbpe]

NIVOY
1003 IHATS

£Z
ZH 00°2
wdd 00" LL

dHWI LD

2 0TET

MY I

!

I

e

A

d

|

ma
ad
RIDOY
SNYDS
iR
LHIOJ
NTAHA

oBF 9091
g9t

ZR T1°BGROZ
B9LZE

U ATARAT

snoz'h
ELUTIR

3.431
2.566

2.72¢
1.624
0.527
7.420
7.000
£.580
5.830
5.286
4.981
4,874
4.025
3.275
3.110
3.044
g.140
7.860
7.3118

0. 684

14,676
13,654

8,597
13.11%

LEle]

HWOE QJOWX3
JONBO

ol
s1e°3-g-p-ADR\TYSUeTabuouzy:q 91144

“na uwu v
THH SPGL



0t

-,

J DR S

re"1
=

E4°2 09°BS 9T1°S

BE'EBS'F BZ°T

rhirly plymsbeagdy gl

LE'T L BT EBE70

09°9Y 00°Z eEPD'T

EE'TR'EL 192 96°21
PI"BE'S 4678 0272

Attt bttt S AR

6T'F 02°T S0°2
812 LU'p L4°T
[ e B o

rtrh

T SR VU VU VR W SR T

wdd

—-nmog - -
O—HPFTWEP TR == 3 £ P
o Hpro=ngo Sw® | = =
W DM LD o3 o0 BN
—_— s . T+T . @ TI
NTSET oX ] . i
R XMO e = [
- 8 O N=® SaN -8 '3
BE={) =3Iocd o L h a2 o
@ Wm -l B P = -
[y Ll me Lo T
N —- = & =t T3 me
e Q. o TLO D 0w
FImE S _Owm x| [ T X s
= QRO Ioeow =N v O
s w NR=. w =D
- w ® o e N [ ]
- oo o S w LR
w © o0 T wmow -
- k-3 4] . 13
~ wh - - ~
0 -~ L )
o - O Fad X
o = T
e ©
=
x ad
= ~
N =
[=]
L]
®
~
<
=
.
~
<
=
3
o
<

(t}3-a0A

%.506
2.503

" 2.488
1.2832
—0.938
0.924
—0.911
€
ugo ua0Q UlidN 290
zquE(ZHo)o‘N%% 0 oue o
i 0 0 o o oug
d ugo ugolg0  ugo 0 5 04
3
Ud™  ugolao




oy 09 08 0oT 021 et 09T eet 692

0e

wdd

adacra oo e aa boavadaasa oo deda s va el P Y bt fan i SN IS EEN B ST SN SRS AR I B S TN O AT SN S AT E I T A |

§ S

3 —167.443
1 J—1§4.522
E 7 —139.148
3 /i 138.868
4 e 138,588
3 i 138,340
i 138,277
i i 138,029
137.982
. 137.873
] /- /_136.894
3 i _134.377
£ S L _133.647
1 A / __130.508
,/u__129 389
/!
| ;
N
j 128.385

‘dy BT au}} L1BjOL

238 g ‘ugw 2y

128.302
128.177
128.100
_127.991
127.882
127.820
127.727
~—127.618
[ _127.540

8942E 9Z)5 L4

ZH 02 Dujuaproaq au|]

ONISSI00ud viva

(=N
Lonmpow
PoQQwe
FSEQmMa
= o 0D
N="1T<a
T3 rm
= wm =
DO M [

=4 o
J oI
Q=D W
AW e o
= -
-0 A
o =1 @ mn g
o w3
& ]
o oo

w @

S,

@

w W

Mo

-

E 3

pm =

NN

127.401

ﬁ:]Z? 354

——127.214

\\\Q__1z?.15?
\—127.028

\ 126.919
b 126.701

126,257
126.173
123,065
102.259
141.234

N_.98.881

—899.012

—93.340
—81.842

ZH 0°000Z€ YIPLAM

*how

saalbap ¢'g9 asIng

285 00T Aeiap

“Xelay

33s 000°T swWL}

z80
Pa S,

oug

>
YiUdN
[T

o T 0
b o OB

30

ou

ugo
PRt IANT AT L SV, 3

o

o~

L8-PT-T :das
~dwg )
PlUaAal oS

% 1T°662 / D022

oswp
:aauanhag as|nd

ugol

o
o

ug

ug

ugolgo’

indzs

ud

— _ AN
. \
= kY '\
5 \
- A N
\\ \‘
S
4 "\ \
4 kY 5
F
~—18.663

“—_3B8.987

.

\\
\‘ X

— 7 1.882

—71.229
\70.810

I-ADA



(TRN

1f5.804

~ wawo ™0 AW OO W T 0D NN © MO0 w o nNnow o
o 90N n @ TN ND G M WMWY o~ N DY @ n o wow W
[=) o g = - 864051 930489217 un « ~ N
¥ R [ _f77777?—,7776666 m o~ (o Mo A —
|V 1<1 % f{X\\X
I
i
i
i |
(
__ ‘- _‘__ |
1 |
I _” '
1
I _ _ | _
T
|
i I
i o ey . kM S i
| 1
e PPM
111 4 i I [ T T I | f I | I
150 125 100 75 50 25 0

DFILE
OBNUC
EXMOD
OBSET
OBFIN
BOINT
FREQU
SCANS
ACQTM
PD
FH1
IRN
CTEMP
SLVNT
EXREF
BF
RGAIN

D:\ZhongDianShi\Y-4-2-C.als

WO Doy

VO

13cC
BCM
124.00 KHz
1840.0 Hz
32768
20408.1 Hz
480
1.606 sec
1.394 sec
4.2 us
25.1 ¢
CbCL3
77.00 ppm
0.62 Hz
24

x>

Q)

O
o
VO
(3]

o Z2O
e 0
0]
»1.©
(¢]
o
O
I
]
@
Z
I
Q)
o
N



16

S0°E
"z

LE'S

€0°281°€
E9°ZVLTT

Tl

2B

{8 01

11

19°6E

an- 1

gL°11

—

9¢-°

wdd

s

~—7.338

3.329
W\__3.319

NZ53%

—1.257

zqon‘lﬁ(ZHo)o

0.000 ug

ugdo

o)

ugao

e =
O=~pRO=EpPPROL
Pl s R
SwwDdMm D0 ~—b
—_—— W m . QT
NIT<aT ®X
o Xmo - . L
- D b o r
I eo3oql
BN @ 6L
NPT ro H=f
W= -orn 3
hiae O - O
8 T TDTooe T
- DY oD e
= w Tw=
- @ N O ao
. nwoo
& = L=
- & o
(5, o
L =) (1]
53 w o
o %
~
x
=4
N

Ol

ugo oug

005-YAONT
tIUaALOS

iasuanhag asgng

[ el L]

w80 5w,
sanjeiadeay Judquy

|ndgs

S-b-A



OTT

SL

05
l

1’14

Wdd

ay

(4}

ugo ugo
ZQONF(HO)O 08 ollv
ug ' 0 O ,
ugo ugo” oQugl

NIYSH

ZH Z9°0
wdd go* e

dIEXH

£1202 LNATS

dWILD

2 8'k2

NJI

na

S0 Z'F
03% RRE'T
238 909°1

WLODY
SNYOS
noadd
INIOd

)

b B b ke b 2 b b b b e e e e e

(SRR

!

960¢€
ZH 1°80FV0C

B9LZE
ZH 0°0F81T
ZHM Q0" %21

NIJ40

43540

+
i

momomoat

th

{a

.556

J0ONE0

HO® QOWX3
B{e D-G-p-A\TUsueTabUOYyg\ g AT1I3d

JET




s

YQ¥Y~4-6

Fulse Sequence: presat

Solvent: cdcl3

Temp. 22.0 C ¢ 295.1 K
INOVA-500 “bmu50Q0™ I @
"Relax. delay 1.000 sec - v
Puise 70.4 degrees
Acqg. time 1.200 sec
Width 10000.0 Hz @)
128 repetitions o
OBSERVE  Hi, 499.8853759 MHz (@) o>
DATA PROCESSING m
FT size 32768 5
Total time 4 min, wo
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Sample directory:
File: CARBON

Pulse Sequence: s$2pul

DUIVENLT QU

Temp. 25.0 C , 298.1 K
User; 1-14-87
INOVA-500 “BNUSOO"

HOHC

Relax. datay 1.000 sec

Pulse 63.5 degrees

ACg. time 1.000 sec

Width 33421.8 Hz

28544 repetitions
OBSERVE Cl3i, 125.6965009 WHz
OECOUPLE H1, 499.8891463 MHz
Power 32 dB

continuously on

WALTZ-16 aodulated

DATA PROCESSING

Line broadening 2.0 Hz
FT size 65536
Total time 19 hr, 39 min, 54 sec
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WYH-P

Archive directory: sexport/home/vnmrl/vimrsys/data

Sample directory:

Pulse Sequence: gHSQC

Temp. 25.0 C s 298.1 K
User: 1-14-87

File: WYH-P-gcC
INOVA-500 “BMusoo"

Relax, delay 1.000 sec

Acg. time 0.214 sec

width 4795.6 Hz

20 width 21367.5 Hz

86 repetitions

2 % 128 increments
OBSERVE H1, 49% 8865972 MHz
DECOUPLE C13, 125.7059945 MHz
Power 43 dB

on during acquisition

off during delay

GARP-1 modulated
DATA PROCESSING

Gauss apodization 0.088 sec
F1 DATA PROCESSING

Gauss apodization 0.008 sec
FT size 2048 x 2048
Total time 8 hr, 46 min, 8 sec
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WYH-P

Fiise Sequance: gnMplL

Solvent: d2o
Temp. 25.0 C s 298.1 K
File: WYH-P-bc

TuALIA FAan sRumaEAAn

Relax. delay 1.000 sec

Acqg. time 0.214 sec

width 4795.6 Hz

20 Width 30165.9 Hz

144 repetitions

400 increments

OBSERVE H1, 499.8865972 MHz
DATA PROCESSING

S5ine ball 0.107 sec

F1 DATA PROCESSING

Sq. sine bell 0.007 sec

FT sfize 2048 x 4096
Total time 20 hr, S0 min, 31 sec
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WYH=-P

Archive directory: /export/shome/vomrl/vynmrsys/data

Sample directory:
File;: PROTON

Dulca Canuancra: TANCSY

Solvent: d2o
Jemp, 25.0 C s 298.1 K
INGVA-500 *“BMUS00"

Retax. delay 0.800 sec
Mixing 0.060 sec

Acy. time 0.214 sec

Width 4795.6 Hz

2D Width 47%5.6 Hz

64 repetitions

2 x 200 increments
OBSERVE H1, 499.8865978 MHz
DATA PROCESSING

Gauss apodization 0.089 sec
F1 DATA PROCESSING

Gauss apodization 0,018 sec
FT size 4086 x 4096

!

Total time 15 hr, & mtn, 37 sec
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