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Synthesis of protected p-methoxyphenyl D-galactopyranosyl(al—4)-(D-galactopyranosyD)-(f1—3)-2-deoxy-2-

acetamido-D-glucopyranoside

HUANG Lei, LI Xiang, HU Hong-gang, YU Shi-chong, WU Qiu-ye*
Department of Organic Chemistry, School of Pharmacy, Second Military Medical University, Shanghai 200433, China

[Abstract] Objective To synthesize fully protected p-methoxyphenyl D-galactopyranosyl(al—4)-(D-galactopyranosyl)-
(Bl — 3)-2-deoxy-2-acetamido-D-glucopyranoside. Methods With D-galactose and D-glucosamine hydrochloride used as the
initial compounds, we stereoselectively and efficiently synthesized p-methoxyphenyl 2, 3,4, 6-tetra-O-acetyl-D-galactopyranosyl
(al—>4)-(2, 3, 4, 6-tetra-O-benzyl-D-galactopyranosyl )-( f1 — 3)-6-benzyl-2-deoxy-2-acetamido-3-D-glucopyranoside (1) by
glucosinolates glycosylation and Schmidt glycosylation. Results Our method efficiently produced the target compound, and the
structures of the main intermediates and target compound were confirmed by ! HMNR, *CMNR and MS. Conclusion We have
established a simple synthesis method with high universal property for target compound; additionally, the protective base is
easily removable. Our method is applicable for the synthesis of various oligosaccharides.
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Fig 1 Structure of the repeating unit from Bacillus

anthracis vegetative cell walls
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Fig 2 The chemical structure of target compound 1 and retrosynthetic analysis
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Fig 3 Synthesis route of monosaccharide building blocks

a: Troc-Cl (2, 2. 2-trichloroethyl chloroformate), H2O, NaHCOj3. then pyridine acetic anhydride, rt (room temperature), overnight; b: p-
Methoxyphenol, BF; + EtzO, DCM (dichloromethane), rt, overnight; c¢: Zn dust, CH;COOH/DCM/CH3;OH, rt, 1 h; d: CH3ONa,
CH;OH/DCM, rt, 2 h, and K2CO;/ZnCl;, TINj; (trifluoromethanesulfonic-N3 ), DCM/CH; OH/H,0O, rt, overnight; e: PhCH(OCHjs)>,
CSA (camphorsulfonic acid), CH3CN, rt, 2 h; f: Acetic anhydride, sodium acetate. reflux, 4 h; g: Hydrazine acetate, DMF (N, N-dimethyl
formamide) ; h: Trichloroacetonitrile, DBU (1, 8-diazabicyclo[ 5. 4. 0 Jundec-7-ene), DCM; i; p-Thiocresol, DCM, BF;. Et;O, 2 h; j.
CHs;ONa, CH;OH, then BnBr, NaH, DMF
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Fig 4 Synthesis route of the target compound 1
a: —40°C, 4A-MS (molecular sieve), DCM, NIS ( N-iodosuccinimide), AgOTf (silver trifluoromethanesulfonate); b: 0°C. 1A-MS,
NaBH;CN, 2 mol/L. HCI/Et,O, THF (tetrahydrofuran); c: 0°C, TMSOT{ (trimethylsilyl trifluoromethanesulfonate) . 41A-MS, DCM; d.

Pyridine, thioacetic acid

1.2 MHELHXA Agilent 6538 UHD Accurate 600 B g L IR AL (TMS H N #5557 : CDCLy) 5 8
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X (LOOYEZX98-1) , /K & #% (LOOYEZX98-12),
ZX-4 Ui Fr BLas HARIRVS TG B 4L IR PRk X2 H
H23 4 SHB-IIl A CEg AR RN B A 3 & A TR A
A]) s ZFTB = FI8 AN BT A g A A= A s il i
T o S b T 3t 500 R R0 2 Sy i B 4 A el
T2l

1.3 HbeHegEm

1.3.1 2-fR&-2-(2,2,2-Z A 8 EFEB A )1,
3,4,6-W0-O- LBt F-p-D-% 5 7 (8) 1T 2 AL
AJBHERTRER (40. 0 g, 186 mmol) FIfk iR % 41 (46. 8
2,558 mmoD) ¥ T 360 mL ZEMWI/K, FfAEZE R N
FER 30 min J5 . M IMAZHIR-2,2.2- =& L
(Troc-Cl, 30.0 mL,233 mmol) , k&Pt i 4 h,
IR R 00 TR AT TR BT A B W (54, 0 g, 150
mmol) . FLHAE T 200 mL MERE ., KIE A B 22180
JNEETEF(88. 0 mL, 900 mmol) . N =i A&1F T
PEREI I . FR 2 (038 CTLO) K6 2 1 5842 in A
100 mL FEERCK SR . 4T3 ITA 500 mL &
B2 LT 2 0, AR Fa AR U fulE T 0 R e 1R M A VA
1 mol/LEN RV A A S AL B Ve U . APLZ
FATC/KBRER B T4 » FL2s [ 75 1 [ iR 7= 9 8
(69.9 g, =K 72% W4 .

1.3.2 2-&-2-(2,2,2-Z 4 LA F R4 2)-3,
4, 6-Z-O-Z B EPDH A E N F AL KB
(9) ¥AbAW 8(22.0 g,42. 1 mmol) FIx} I 48 3t
MW (6. 00 g,48. 4 mmol) ¥ T 200 mL — 40 H k.
VKIS AT G248 T I = 38 ALl £ 18k (15, 9 mL, 126
mmol) VR WO S 2 R RE SO ik . FF O 5
2 A 200 mL S HBE i RO T AR A IR
S TR R K P U U e 2 TS OK i R
PR, S UE VRARIETR , SR E T aife . 15 B
=) 9(22.5 g, 77 % 91. 3%,

1.3.3 2-BA-2-83-3.4,6-=-O- LB £-BD-#H %
AR AR KB T (10) AW 9(12.0 g,
20. 5 mmoD) & T 45. 0 mL H . 24. 0 mL P& 1
24.0 mL IR G . WK FRAIET A
BERY(24. 1 g,369 mmol) , R W IR IR B = IR AE A SAR
PURYRSERFE RN 1 b, S UERR BN IR TR
AR LA TIRASHL ™ W . Kk ™ 90 F 300 mL —
S BE R AR IR F A Ve 2 pH o 7, B 1L
JERITOKGRIR N T4 o b U8 VA U I, PR i e A

JENTAlAk A5 L= 107,23 g 23R 8900)
1.3.4 2-RA2-FABDHARNTFAEXHH
(1D HAEEH 10(7. 20 g,17. 5 mmol) JFF 35. 0
mL FIEEFD 35. 0 mL — 5 O BE iR A5 W 5 . A i
Hy(94. 5 mg, 1. 75 mmol) . I W ¥ T % IR 414 T §i
PRV 2 h, N 1 mol/L R IE W TR AW pH
T LS AR A, K Rk R
(4. 80 g,35 mmol) KAk 7 FALEE (120 mg, 0. 900
mmol) % T 40. 0 mL HEEA 10. 0 mL /KRG
Jo s JIAGH I TN, 3 (50. 0 mL,52. 5 mmoD) E &
PPN o S NEAS RS ZE T A 200 mL
LR TBEAEBL M 1 mol /L Eh By i 1R A pH
N 6~T, G HUZFTCKGRRR A T 1. 208 e i I
Vs DA AT 2 BT 2l A5 1 (0 ) 11(3. 96 g, ™
R3NP

TIN; FCHE - BUS & 81 (3. 40 g,52. 5 mmol)
5T 50.0 mL /K1 50. 0 mL A IZIR SR )E , 5%
P I = 98 F L R T (8. 90 mLL, 52, 5 mmoD) i 44
FR; 2 b, FRABFIR IR UM A e 3 3 . 4 B 50
HBE ) B
1.3.5 4,6-0-F X #-2- L &-2-&F A-pD-H & 4 2t
FEEXH # 4 KiH 112,50 g, 8. 05
mmol) .78 I EE — B JL 45 (1. 45 mL, 9. 65 mmol)
FE IR R (CSA, 0. 567 g,2. 42 mmoD) % T 50. 0
mL K HE IR AR TR PP RN 2 h, 1§
TLCCf Bk = ZBRLTR=2 + 1,Ry=0. 7) Wil JZ )i
SE4 A 100 mL Z R ZEg . IR AR YA
BRI S B T AN A A S AR Al 7 Tk . A BILZ
ToKBRBREN T4 o 108 R AR DR o PRk A 2 A
aifk, 1 HE =) 4(2. 56 g, 7= 7920) . HNMR
(600 MHz, CDCl;):7. 55~7. 52 (m, 2H, Ar),
7.43~7.42 (m, 3H, Ar), 7.08 (d, J=7. 8 Hz,
2H, Ar), 6.90 (d, J=7.7 Hz, 2H, Ar), 5. 61
[s. 1H, PhCH(O), ], 4.92 (d, J=7.8 Hz, 1H,
H-1), 4.43~4. 41 (m, 1H, H4), 3. 87 (t, J=
10. 3 Hz, 1H, H-3), 3.83 (s, 3H, CH,), 3. 79~
3.76 (m, 1H, OH), 3.72~3.70 (m, 1H, H5),
3.69~3.66 (m, 1H, H-2), "CNMR (151 MHz,
CDCly): 155. 95, 150. 83, 136. 72, 134. 49, 129. 77,
129. 46,129. 02, 128. 43, 126. 28, 118. 68, 118. 18,
114. 73,102. 09,80. 43,72. 03,68. 51,66. 37,55. 69,
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1.3.6 BDEAMBECEHEEU2) K DL
#5(20. 0 g,111 mmol) , ZR4H (5. 00 g, 367 mmol)
VS TBSTET (200 mL), fn#& I 4 h 5, TLCCH
Bk : ZBREE=1+ 1, R =0. 6) Wil & )2 i 58 4%,
INKIK R TR ZE I AU TR R S0 B 145 VR
TR R K PEVR 3 . A HL)Z FH TS K B ER Ah T 1%
AR . L™ ) P WY B 4 A 15 LR ) 12
(36.8 g, P& 85%),

1.3.7 2,3,4,6--O- B &£-pD-F A4 (13) B
A 12(5. 00 g, 12. 8 mmol) . FSFR I (1. 47 g,
16. 0 mmoD il N, N-— B & FH gt i (50. 0 mL) &
250 mL BB iR NP 1 h, £ TLC
COfhBE : CTROPRE=1+ 1, Ry =0. 4) Wi I f2 Jif 5¢
4 MR Z 1R (340 mL) s B 5+ AR Uk £ FH vk 7k
(120 mL) ., kb 7K (120 mL) | 1B R 4040 5 Tk
(120 mL) FIvksK (120 mL) PE¥% - ZBR 182 F ok
BRER B T 1, We i, BU2s [ A8 B [ A 9 13
(3.82 g, = HK 86%),

1.3.8 2,3,4,6-H-O-Z B Z-LD- ¥4 = AT %
LB EE(2)  BUbAW 13(2.37 g,6. 81 mmol), =
AN (14, 2 mL, 136 mmol), 1, 8 % 2% W 3%
[5.4. 0]+ —#-7-% (DBU, 0. 052 0 mL, 3. 40
mmoD) fl — S H ££(30. 0 mL) . BT 100 mL HiTEH#i
o AR T E RSO 1 he fF TLCCA M
B 2 ZBRZME=2 ¢ 1,Re=0. 5 Wil [ o 58 4 - e 45
R PR AT E 0T Ak 2 SRR TR = =
OE=3+11+0.05) 458 @MY, LB 1EC S
Zimmaifb By 202 41 g 7R
72%) ,)HNMR (300 MHz, CDCly): 8. 67 (s,
1H), 6.59 (s, 1H), 5.56 (d, J=1.9 Hz, 1H),
5.44~5.33 (m, 2H), 4.43 (t, J=6.6 Hz, 1H),
4.19~4.05 (m, 2H), 2.17 (s, 3H, Ac), 2. 03~
2.00 (m, 9H, Ac),

1.3.9 & EFE1-HKR-2,3,4,6-0-O-7 Bt -
BD-FAL 4 4 (14) WUk &4 12(20. 0 g, 51. 2
mmol) 1% B a7 B (9. 54 g,76. 8 mmo) IF T &
HIBE (150 mL) , PKIE A5 1F T 2212 i m = 384k B £ Tk
Vs (6. 46 mL, 512 mmoD) #it ki 2 h, f# TLC
COfhBE 2 ZTROIE=2 + 1, Ry =0. 6) i ) 5z hf 5¢
4 RO A Ntk IR LS VA T T o S A B R
VA HUZFITOKBRBREN T4 . 28 TV RIASHL™ )

FH Tk V08 S5 A5 e (o 1A =1 14(22. 1 g,
FEE 9590,

1L.3.10 ¥ EFE-1-7K-2,3.4,6-10-O-F &5
D-EAEHF G BG4 14(10.0 g,22. 0 mmol)
FHEESH (108 mg, 2. 00 mmoD) & T H i (100 ml.)
W R BRSO 2 h TLC Rl 2 50 58 42
TR PER BRI pH % 6~7., 5 ERBR L AR, U8
It R BEUE S & P UB R L2 Wk i, T A5 T4 e )
PP N, N-ZH IEH B (100 mL) i A4k
(13, 7 mL, 110 mmoD) F1PY T H ik 4% (74 mg,
0. 200 mmoD) . KB A NI I A Z LB (4. 40 g,
183 mmoD) i Wit % . FF TLC Ak = LR
LHig=2+ 1,Ry=230. 5) Wil )2 v 5¢ 4 » ¥k 2% 18 Bk
25 N N-Z L e . T SRAR B VR R S . I
2 Z T (200 mL) ZEHL, 4R Jo MU A Al R i
WA E AR . A L2 KB RN T
W ds . BB ZT CAhk © MR OTR=5 ¢ 1),
B E A 511 8 g, 72 % 83%) ,'HNMR (600
MHz,CDCL): 7. 46 (d, J=38.1 Hz, 2H), 7. 38
(d, J=7.2 Hz, 3H), 7.35~7. 24 (m, 18H),
7.00~6.97 (m, 2H), 4. 95 (d, J=11. 5 Hz,
1H), 4. 80 (d, J=10.3 Hz, 1H), 4. 78~4.68
(m, 3H), 5.65~4.55 (m, 2H), 4. 51~4. 37 (m,
2H), 3.96 (d, J=2.5 Hz, 1H), 3.91 (t, J=9.4
Hz. 1H). 3.65 (d. J=6.4 Hz, 2H), 3.61~3. 54
(m, 2H), 2. 27 (s, 3H),"” CNMR (125 MHz,
CDCl;): 135.06,134. 69,134, 54,134. 19, 133. 34,
128.38,126. 51, 125. 73, 124. 59, 124. 49, 124. 35,
124. 08, 124. 02, 123. 94, 123. 84, 123. 76, 123. 60,
84.29,80. 50,73. 63,73. 53,71. 77, 70. 65, 69. 96,
69. 77,68. 97,65. 06,

1L.3.11 2,3,4,6-10-O-F -3 D-3 4 5 (al—4)-
4,660-F X HE-2-HEA2-FABD A G F AKX
EmE6) LAY 5(3.29 g,5. 11 mmol) Fil 4
(1. 36 g,3. 41 mmoD) & T Jo/k 5 H HE (40. 0 mL)
JEIMAG T (8. 00 @) s ZER SARY T EiRBiFE 1
he B 2 —30°C, L HfiIm A N-BUAS T = 1% W7
(1.15 g,5. 11 mmoD) F1 = 5 I i @R 4R (87. 3 mg,
0. 339 mmoD) 4k&iiFE 1 h, TLCCH Mk = 22
fig=2: 1,Re=0. 6) Wi 28 S 56 4. in = & Je v
KBS » 1L TR 2543 i 08 i ] — U e e 4% »



« 150 -

BRI 2016 4R 2 1.5 3T

B IFURIR . AU AR R B A IR MV VA e AR ik R
LAV WO A AL IR R e . A PILZE TR K
BRIR T8 Jo e 4, i AT ZE A CAhik = R &
fig=6 D) 53 @ [k 6 (2. 49 g, = &
79%) ,'"HNMR (600 MHz, CDCly): 7. 44 ~7. 40
(m, 4H, Ar),7.34~7.28 (m, 19H, Ar), 7. 20
(d, J=8.1Hz, 2H, Ar), 7.05 (s, 2H, Ar),6. 86
(d,J=9.1Hz,2H,Ar),5. 52 [s,1H,PhCH(O), ],
5.03 (d, J=10.7 Hz, 1H), 4. 94 (d, J=6.0 Hz,
1H), 4.87~4.83 (m, 2H), 4.73 (d,J=7. 8 Hz,
1H), 4.70 (d, J=2.7 Hz, 2H), 4. 63~4. 60 (m,
1H), 4. 54 ~4. 46 (m, 1H), 4. 34 ~4. 32 (m,
1H), 4. 29 ~4. 23 (m, 2H), 3. 90 ~3. 86 (m,
4H), 3.79 (s, 3H, CHy), 3.69~3.56 (m, 1H),
3.51~3.49 (m, 1H), 3. 47~3. 44 (m, 1H),
3.42~3.39 (m, 1H), 3.37~3.31 (m, 1H), HR-
Q TOF-MS: 88 Css His Ny O [MANH, " ] m/z
939. 383 7, MIFH{E N 939. 417 5,

1.3.12  2,3,4,6-10-O-%F Z-3-D-2 5, #5 3t (a1—>4)-
6-O-F £-2-Ji F-2-F &-pD-H & # 4t 7 A X KB
#(3) BULEWY 6(2.30 g,2. 50 mmol) Fl5 I
Ak (1. 57 g, 25. 0 mmol) ¥ T J& 7K PY & Wk g
(20. 0 mL) JE AR F-0i (4. 00 @) » BRI 283
PEFE 1 he vE AT 2423 N 2 mol /L HCI/Et, O
(12.0 mL) , kSt HE R0 30 min, TLCCH Mk
LR HEE=2 1,R=0. 5 W 584, =2
TR VAR SN S » 3ok DI 25 70 D P — S Be
W B IR . AU AR I ik TR L B T A 4
TRBATS IR L 2 . A HLJE TG /K B BR A 1 44 )5 vk
4 RS Z AT CAThEE © ZROFR=3 DR A®
WA 3(2. 04 g, 7% 88%) ., HNMR (600 MHz,
CDCly):7. 43 (d, J=6.9 Hz, 2H, Ar), 7.36~
7.27 (m, 23H, Ar), 7.08 (d. J=9.1 Hz, 2H,
Ar), 6.80 (d, J=9.1 Hz, 2H, Ar), 5.07 (d,J=
5.5 Hz, 1H, Hy-1), 4.95 (d, J=6.0 Hz, 1H,
Hy-1), 4.85~4. 77 (m, 3H), 4.71 (d, J=11.8
Hz. 1H), 4. 61~4.57 (m, 3H), 4.50 (d, J=7.8
Hz, 1H), 4.44 (d, J=11.7 Hz, 1H), 4. 38 (d,
J=11.7 Hz, 1H), 3. 93~3. 89 (m, 2H), 3. 77
(s, 3H, CHy), 3.72~3.67 (m, 2H), 3. 64~3. 59
(m, 3H), 3.57~3.54 (m, 2H), 3.39~3.32 (m,

2H), YCNMR (151 MHz, CDCl,): 155. 68,
151. 33,138. 58, 138. 38, 138. 31, 37. 56, 128. 56,
128. 48,128, 45, 128.22,128. 11, 128. 06, 127. 95,
127.86,127.79,127. 71, 127. 62, 118. 50, 114. 73,
104. 66,102. 00,85. 77,82. 26,79. 28,75. 88,75. 52,
74.71,74. 00, 73. 83,73.67,73. 61, 73.50, 69. 73,
69. 22,69. 16,64, 73,55. 78, HR-Q- TOF-MS. j}%
5 CsyHy N3O [M+NH, " ] m/z 941. 399 3, il 15
{B K 941. 435 3,

1.3.13 2,3,4,6-10-O-F Z-3-D- 3 4 5 (al—4)-
(2,3,4,6-19-O- 7. B 25 D-24 71wt v 4 4D (B1>3)-
MEA-2-BA-FDHEEAFEAERGHF (T W
&Y 3(100 mg, 0. 108 mmol) F1 2(79. 5 mg,
0. 162 mmoD ¥ T Jo /K 5 %2 (10. 0 mL) J5 A
43 Fi (100 me) FER SR N EIRBEFE 1 h, FER
F0°C, T A L = H R R — 3 A R
(1. 80 pL.,0. 01 mmoD k2L $ /2 i 30 min, TLC
CAMMBE : ZRRCMHE=2+ 1,R=0. 6) Wil & )2 i 52
2 = ORI G » 1 URIER 2343 » ik i ]
AR G IR . MU R R R A
WO A S AR IE 2 i . A L2 R TC /K B iR oA
TFH G e it RERCHEZ AT Mt © IR TR=3 ¢
DA R 7(105 mg, 722 78%) ,' HNMR (600
MHz, CDCL;): 7. 41 (d. J=7.1 Hz, 2H, Ar),
7.38~7.27 (m, 21H, Ar), 7.02 (d, J=9.1 Hz,
2H. Ar), 6.79 (d, J=9.1 Hz, 2H, Ar), 5. 10
(d, ] =4.2 Hz, 1H, H¢-1), 5. 07~5. 05 (m,
1H), 5.05 (d, J=3.6 Hz, 1H, H,-1), 5.02 (d,
J=3.0 Hz, 1H, Hy-1), 4. 97~4. 95 (m, 1H),
4.92 (d, J=3.2 Hz, 1H), 4.90 (d, J=3.3 Hz,
1H), 4. 85 (d, J=11.3 Hz, 1H), 4. 81~4. 74
(m, 2H), 4.66 (d, J=8.1 Hz, 1H), 4.62 (d,
J=12.2 Hz, 1H), 4.59~4.50 (m, 4H), 3. 94~
3.81 (m, 7H), 3.77 (s, 3H, CHy), 3.75~3. 71
(m, 2H), 3.69~3.63 (m, 2H), 3.63~3.58 (m,
3H), 3.54 (t, J=6.5 Hz, 1H), 2. 02 (s, 3H,
Ac), 2.00 (s, 3H, Ac), 1.88 (s, 3H, Ac), 1.78
(s, 3H, Ac),” CNMR (151 MHz, CDCl;);
170. 44,170. 29, 170. 16, 170. 06, 155. 70, 151. 34,
138. 94, 138. 75,138. 61, 138. 45, 138. 17, 128. 57,
128. 52, 128. 48,128. 36,128.29,128. 11, 128. 06,
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127.97,127. 71,127, 68, 118. 44, 114. 70, 102. 25,
101. 72,97. 00, 82. 44,79. 68,75. 35,75. 32, 74. 98,
74.68,74.56,73. 85, 73.67,73.49,73. 37,73. 31,
70.93,70. 43,69.57,69. 36, 69. 00, 67. 35, 66. 75,
61. 86,55. 78, 29. 83,20. 71, HR-Q-TOF-MS:. il
BAH Cos His Ns Oy [ M+Na® | m/z 1 276.494 4, il
PRAH M 1 276,486 1,

1.3. 14 2,3,4,6-0-O-% 3#£-8D- 9, 8 % (a1 >
4)-(2,3,4,6-10-O- 7Bt 3=-p-D-2 5w v 4 20) (B1—
D2-ME2- LB AEBSD A AN FAXEXHF
(D ¥4EWY 7(75. 0 mg, 0. 059 8 mmol) IF T
8. 00 mL Bt Z R 2. 00 mL NkIE ., 28 T HEHE R
IV 24 h, £ BN 58 e, 28 T80 PR ik A 2 A
CAMEE . ZBROBE=2 DS AEE 1064, 5
mg, 7 % 85%) ., HNMR (600 MHz, CDCl ).
7.39~7.27 (m, 2H, Ar), 7.35~7.26 (m, 11H,
Ar), 7.25~7.21 (m, 10H, Ar), 7.18~7.15 (m,
2H, Ar), 6.86 (d, J=09.1 Hz, 2H, Ar), 6. 72
(d,J=9.1 Hz, 2H, Ar), 5.30 (d, J=4.1 Hz,
1H, Ha-1), 5.13~5.10 (m, 1H), 5.08 (d, J=
10.7 Hz, 1H, He-1), 5.06 (d, J=3.1 Hz, 1H,
Hy-1), 4. 98~4. 91 (m, 2H), 4. 78 (d, J=11.8
Hz, 1H), 4.72~4.66 (m, 3H), 4. 60~4.56 (m,
2H), 4. 41 ~4. 38 (m, 2H), 4. 36 ~4. 35 (m,
3H), 4.32~4.30 (m, 2H), 4.13~4.09 (m 2H),
4. 00~3.96(m, 3H), 3.90 (d, J=2.8 Hz, 1H),
3.83~3.80 (m, 1H), 3.73(s, 3H, CH,), 3. 60~
3.54(m, 5H), 2. 12(s, 3H, NHAc), 2. 04 (s,
3H, Ac), 2.01(s, 3H,Ac), 2. 00(s, 3H, Ac),
1.99 (s, 3H, Ac),*CNMR (151 MHz, CDCl;):
171.13, 170. 26,170. 00, 167. 86, 154, 94, 151. 44,
138.78,138. 71, 138. 67, 138. 33, 138.17, 132. 48,
131.05,128. 99, 128. 65, 128. 60, 128. 46, 128. 38,
128. 31, 128. 12, 127.99, 127. 94, 127. 76, 127. 73,
127. 68, 127. 62, 117. 70, 114. 60, 103. 62, 99. 26,
99.05,82. 09, 79. 65,75. 39, 75. 30, 75. 18, 74. 93,
74.02,73. 54, 73. 48, 73. 20, 70. 91, 70. 49, 70. 20,
69.18,68. 83, 66. 86, 65. 71, 60. 79, 55. 78, 49. 28,
30.72,29. 84,29. 47, 29. 38,23.17,22. 83,21. 07,
20. 81,20. 77,20. 68,19. 33, 14. 25, 13. 86, HR-Q-
TOF-MS: it &l C,oHuNOy [M + Na™ ] m/z

1292.514 5,MFHE 1 292. 504 9,
1.4 tbo e smie rH otk a5WHE
! HNMR . *CNMR FlERERAIE

2 ERWMITR

2.1 AEAARG EE FURBRA PRI
EOBALRBR AR 14, 5 T2 8L 51 3 Bk
AR EY) 7, B SEBR SOV h A bR/ ANF]
Yyo HHRSCRRIRE RSS2 AR 4 LAY T5 PR 55 I
KT 3 A0 6 A, PRI AR SEB O T 83 R 1Y
SR REREE IS LA 2, DL = 50 H il iR — Bk I
HEALT I =M G 7. 77 %5k 7800,

2.2 Mphktewy ki dEn CEILRELA S 1) C2
PEASLG e HI 2 NI AR AP JCRBIE S 58800, - AT
PRAE FEEA N o RIS 6. TLC BIR o/
FHIARAYEA R A S 8. T — 2 IF R G,
o/ B KRRt I 2 22 001, ek AR SR T A o S
k. BESEAL & W M Bk 5 5 — RAEAL A AL
95~110 £ 45 sa- KKy 98~102, 874 103~106",
&Y 3 B B SRk 9 1L 4 288 O 102. 00, t4b,
I FEE 2% P X W A 7 W Ay R AR KR Wi
BARBA F T o AR A L (R Do 2EFURAE A 2
) C-2 LA S BEHRMAL - R 7 b I & R
RBUWABEES SR i R R AR B p T Sk
Y. G 7 C ¥ BLmx i AL f15% 2 103. 62, dify
FEM AR N 5. 08 MG H &L J=10.7 Hz, T[]
KoM GWmEANME W] —R/DT 6

HZ™)

F1 BREMHEEELTMERNZIE
Tab 1 Effect of temperature variation on

thioglycosides product configuration

No. Temperature 0/°C Yeild( %) a/p
1 0 70 1:2
2 —20 83 1:1
3 —40 85 9:1

ASBIFSE R FH e 17 B0 5 15 10 SRR IR, B T 4
PR 21 L P A R (ol —4)- o LI IR 3D (81
—>3) -2~ S 2- 5 T 4 ML I X PR AR DR T T
AW 6 AT Byxd FR R SR B AT AT e R By 2 (T
B EA MR Z A 2 DI E A A
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