25 2 Vol 25 No 2

2008 2 CHNESE DURNAL OF APPLIED CHEM ISIRY Feh 2008
X 20 OMEE" EE£" AR’
- 830046
! )
L . , D-
s 'H NMR, BC NMR 2D-NMR X
’ L- D-
. D- .
’ ’ ’ 2D’NMR
. 0621 1 N . 1000-0518(2008) 02-0173-04
[1~6]
1) ’ [7Ia I’
D- " L D- 82
, L D-
[9 L. D-
) If D’ ° . .
, D
1
11
L ( 99. 5%, N \ RiCHIB-s40
( % EA1112 NHO ; BRUKER EQU NOX55
, KBr VARIAN NOVA-400 , IMS , CDCJ ,
'H NVR 399.741 MHz " C NVIR 100.526 MHz' H " ¢ &0OSY DEPT
NOESY 5 mm ; SMBCG gIMQC 5 mm . 'H 5000 Hz" C
26 000 Hz RAX S SPDER
12
[9] . 208 L , 35 mL . 100 C
7 h  TLC , ,
95%, MP159~161C G, HyNO, Cl ( ) /%. C51.25(52. 05), H13.28(13.34)% N10 15
(10.28); R(KBn, & @', 3470 3360 1743 1 622
13
. 7 d . 0. 56 MM () 45 MM () 23 MM
20070209 . 2007-06-30
(20461003) ; (NCET-04-0987);
(20050755003 )

; Emajl awangid@ xju edu cn



174 25

., RAXBS SPDER , 293(2) K
Moka (A=0.071 073 M) 3.07°<<0<C25.50° . 5706 .
2 563 [ RC mMY=0.035 2], 1824 [ 26 (D, Lp

. PR (1)y a=0.584 3 (1) M b=
0.896 2(2) M} c=1335(3) M B=095285(3), V=0.695 6(2) M, D.=1359 § i, Z=3
F(000)=484 11=0.262 mm | R=(, 039 9 WR=0. 089 3 GOF=1. 056

0. 277 ~—0. 260 €/ i, .

b b

, HEIXI.97 (1 F , Fourijer
2
21
I , L
. NH .
, L C , D-
D
2 2 NMR
, "¢ DEPT  €O0SY n C
1 .1 . 5 CH 2 (H 3 (H,
13C DEPT HMQC . 012.64 Q 622.17
C13 62911 (11 057.78 @& 87494 (G, 127.47~136.Q 170. 39
39.7 ~9.8 NH .

gLOSY , H7 Hg , B Mo , H7 Ho . Cr.
ey ; Hlo  Hi1 . €]

EMBCC 1) ., (7 Hg Ho Hi3. , G ¢ Q2

Hy , ¢ O, ¢; OH
C L1l o L ”_’Ll
or _J - - .. CEN,
: 2: o —_— — — 2 - - ";53%‘ .
=l . g ST
4 6} .- 1 6: i R
— 8: - s T
10: 10f & -
220 180 140 100 60 20 11 9 7 5 3 1
S S
1 ZHMBC 2 NOESY
F£ 1 &IMBC of he ntemediate F£2 NOESY of he ntmediate
NOESY( 2) . Hio 1 H NOE , NH 2 H
, ; Hy. Hg. b, Hi1 , H
H  Hi Hy Q1
. . L

Schaneq



5 L D- 175
1 (CDCH
Table1 NMR data of the intemed iate Product
Position &y & gSY FIMBC NOESY
1 7.3~7 4 136 0 G H7 8 9 11
2 127 47
3 128 95
4 129 29
5 128 95
6 127 47
7 d 59 104 Hz 74 A Hg 9 No Cg 9 Hi1
8 m36~37 58 04 Ho C7 9 11
9 412 k6 8H2 12 &4 G s
10 9.7~9 8 Hg 11 Hz 9
11 427 35 6H2 29 11 (€] Ho
12 170 39
13 $229 22 17 G 10
9CH, Ha
| 10 / 11
H——C——N—CH,
13 | N,
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Tableyp Selected bond lengthg1¢ ! m) and angles )
Bond Dist Bond Dist Angle/ (%) Angle/(°)

O(H— C(7)  1454(3) N- C(8) 1 501(4) ||C(7>—0OCH— CC12) 117. 8(2) N-C(8)— C(9) 110. 5(3)
O(nH— C(12)  1353(3) N-Canp 1 475(4) || CCH— AD— C8) 114 7(2)  C8)— N=H(10A) 112 119
C(hH— C(®) 1517(4) N-H(108) 0 87(3) C(7H)— A 8)— €9 114 0(3) H1oA— N=-H(10B)  105(2)
C(8)— C9) 1522(4) N-H(10B) 1 22(4) N-C(8)»— C(7) 107. 0(2)  C(8)— N=H10B) 107 2(18)
3 (10" %)

Tablez HYdrogen honds for AA(19 ! nm and (°))
D—H—A d(D- H) d(H—A) d(D—A) < (DHA)
N—H(10B)— O 1) 1 22(4) 225(4) 2. 811(3) 104(2)
N—H(10B)—Cl 1 22(4) 202(4) 3. 094(3) 145(3)
N—H(10A—CH 0 87(3) 222(3) 3. 086(3) 171(3)

Synm etry transfomations used 10 generate equiva jent aoms H— Xk 1 H1,02 — 2
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Jsom erzation MV echanisn of [ - EPhedrmne
HYdroch poride to D-PseudoePhedr ne HYdroch Jor de

LIU Gang, (HEN De Jun, WANG JiD¢", SUNWanFu
("De@arment of Chanistry and Chemica] Engineering MOE KeY Laboratory of()il
GasF neChenicals X injiang Un versity Jnm qi830046
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Abstract To understand the jsamerjzation mechanign fran [, ePhedrine hydrodh pbride to DiPseudoePhedrine
hydrochlrorid,e the mtemed ate products were ohamed by contro]ing reaction condition of the isamergatpn
and chamcerized by 'H NMR ” C NMR 2DNMR and single crysta] X-my diffracton The absolute
construction was detem ned fran ahove resulg% and hemechanign was detem ne(
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