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#% % A. Houck % . Talanta. 40 (4) . 491-494 (1993) «&4%
T EH Y PR S BTLFGRERMEENTE . & - KEEELH
AR, # 47 HPLC 247 -
10 HPLC & & .

Alliance Waters &/ 4t &
M 996 = #% % I 7| Waters
Millennium #23% % 4% Waters
# : Prodigy 5 C8 250 X 4.6mm (phenomenex)
15 A4
E4HARAR . 10ul
BE ANV (AH)

A=LWH
B =0.1% H;PO,
i} 7] nE % A % B
min ml/min
0 1.5 60 40
1.5 60 40
5 1.5 80 20
8 1.5 90 10
16 1.5 90 10
20 1.5 60 40
20 AEE: 30T

# 200 nm #= 237 nm # W .
HoRELETLHET, RE 1.5mg/ml-
G B e .

= B F AT 8.10 min (200 nm)
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& AX AT 6.34
FARAT 7.11
B K 34X AT 8.90
ZRFKRAMIT 15.36

T34 1
BAR AT R PE B AR 69 T A

¥ 1g (2.5mmol) % & AT «10ml (0.1mol) %k =E - 100mg (0.82mmol)
N, N- =P A ARz 30ml FRGREHEIR 36 0. FREW
AWEER, A 2%x30ml ¢ 2N HCI #= 2X20ml Kk . A HLE A HREK
MR, TRAKXL. RAD BTk —R2HEHE, BURORETIR,
55 0.87g BRMITRTBAE, A& &EEK.

5 5649 2
BRAETTERE EHEBEARKE -

@ 1.2g(2.5mmol) & X AT T BL Ak /£ 20ml F K P 695 & m X 0.76¢
(7.5mmol) =T . & & mwAXN 045g (3.7mmol) EHBER . £&TF 1
N E, REBSWAKE, AABRMTER, SRFFEL, FERE
ok .

3.4 3
BAXIT TBUAE 5B BE R B

% 1.2g(2.5mmol) B X AT T B A 20ml F X F 895 hw X 0.76¢
(7.5mmol) =Tk . ME & #EmA 0.58g (3.8mmol) #HEHL. EET
1 P E¥RERAMTR, AAKRMATE, FTRFAL [z eH
R4
3% 3615 4
A BRAITTERG READ M.

% 40g (98mmol) &4X AT F2 60ml E TBLAR GG R AP A 1 6,
AAHF L5 100ml FREERL 2 R . BHROBLKRMRBET 500ml &
FooleAN3g T RER. B ALEANEREETERTHE 2 0, I
ARER . BRAEME-10CTAH 3 ot MEEAK, T, FE 45¢
(88% ) Biig/AmEAILY, HEOEGBEKR. aBFREFRTERKERN, 53
A INEy Sg =4 .
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B. 7% A FH 6B/ ARy P RKg LR,

P B/ R ER L4y (19.5¢, 37.6mmol) & 280ml THF/3 iz (4:1)
FHWE -40C, ABRBEBEMKT -30C TN 113ml 89 1 M #b4L
12 (OIS RAETREAE-15CHE) « BEBERAE -35CTHIE2
BB, —RAeN Sml FPRE . $EgAE -30CHE 1 I, SBESA
£-10C. /weA300ml 1 N&Z&K, BROBEGHEALL 1. WAL
B & (300ml) - AALEM 100ml 3N HCl %REXREX. &AM+
Fm 300ml ¥ & Fe 125ml 2N NaOH. B ZRE&H A 12 i, K
K34 F 8. e 120ml K 300ml 28 Z &, A 3N HClI#E¥ £ pH
5. @AME ¥ X 60ml FEA 25m] NHOH/F & (1:3) . R
REDAETRTHIE | I8, REAHE 10C. KERAKAATFRE .
FRMAETHEEFEH 1352 (80%) .
£ 3.4 5
AR R, B A R AT R RAIT T
A. BARAIT T B 6 & AR AL 4 69 T8 &,

A %X AT (40.5g, 100mmol) #¢ 75ml £ T A& 69 R 64 he & iR
2008 AR S REK. 5 100ml F R 3K &L AR A 69 BL AR P v A 400ml
WEAA Sgxf FRER . B RGP AEZERTHRIE2 I, RBEAK/KT
KA 2 b . REKREHBRGERATR. dBFRFHE MDY .
B2 F49g (94-95%) . -
Bl. 7 & A ¥ R FRKA 2454218 R

KI®ATHARGMLESY (45g, 87mmol) % T 200ml THF + .
ZE10-1SCTTFAH 20 204 AZBAME 7g(2.1 $F) & 442 (LiAIH,)
£ 100ml THF #&8&FR 2. $RASMEHE 30 245 A 20%KOH
R AR () . RBRA ARG EFA 200ml THF % . 458K
"AKKR, FE 3558 R .

B2. ¥R ATHaGTREARNTERME (BKRAA) TR

KH& A FHRGLESY (2g, 3.9mmol) £ 20ml THF 8%
RAHE 0C. £ 20 04 AZRFEmAN 12ml 3M 9 F R RIEZRE -
ERT I8 I HEREXMITETER ALY T L.

B3. ¥ HEAFHAGTEGKAET E42ER

FYRA FHAGLEY (91g, 1.9mmol) £ 25ml THF ¥ &5
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BREHE-50C. £ 1074 NZFHMA25MET A425%E (2.74ml) -
ERTHHISIHEHRTE T EK.
C. FH B PR A8 F I8 1k &9 BE AL Fo 45 {0 ot F XA T 695 2

% 25g (57mmol) ¥ 3K B M A6 F ARG ERMLAN 3g 4- =
FAEAKTAE 300ml hEFEER. KRS HMEE 50-55TC, 4
% 50C. =R 2,2-=FETEKZ (50ml) - ¥H RO REHH
# 40 8 (HPLC 9T AR LT 42%4) - REBASY T e 400ml
KAe 400ml L8 T8 - A ALE &KX A 10 % NaHCO, (400ml) - 7k (400ml)
A2 10% HCl i57& (400ml) %2 K. FHAME XL, % TF 200ml THF
FooAe 200ml K, BB 10g T RBER . WARSHER 2 JE, e
400ml 2% Z &, MG 300ml K. AAE M 10%NaHCO, (400ml)
2 REERR. BERAWAEELE 300ml MeOH ¥ A 170ml 2N
NaOH. ¥ B R REHDR 3 IHEAHEZTE. A AXHESTE,
A2 120ml K - A1 2N HCI ¥ £ pH=7, A 300ml 2% Z & . &% pH
WY 5 4, 2BLZE . QANE T 100ml T8, MG m 40ml
NH,OH/MeOH (1/3) . ¥R EMHAE - 10CH M 2 8, LEEK, A
LBRLEEARTE (A) k. 78 l6g (62%) » HPLC 24 &A% % 98.9
%6 FRMITEL .
D. FAATEHEEZEMRFHALT

Ky H®CPHARGFRMLITESE (9g) £ 250ml PR F &R
£ 100CHh# 6 HJr «‘l%‘iii%/‘\%ﬁ-f‘ﬂiﬁ 30 904P, TIRAKRE . R
KPP 100ml Rl BEEBFBLRE . A G HXETEL 150ml
HerdEL R, 155 é: & ERFXAMIT . % 85% . HPLC 947 4 98.4
% FAAIT .
L #1456
WM R, BT R AR AT EF XA ITE %
A, BRETTERERAFEAY Y H &

¥ 950g (2.4mol) B 4XAiT. 8 #F XA 500ml £ T & (Smol)
HRAMERRATMAZE 85T . ¥iZERAE 85-95CHRE%E 2 I'it,
BEHEZRER. RBGRANSHAINER, BREDHEHLES I . BET
B, MEETH 1.5 F (12mol) 2, 2-=FTER&ARKE . BEREZER
TR0, MEABETT S55-60CHKR%EE 5.4kg -
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B. 7% A M A T AR fis42iE R

K¥H®mA P52 58 7 (5.5kg, LT 2.4mol ¥, A 45 %
PR REDE2HAFTEARE. BASGWARAATAHE OC.
TI5 7% AMmMA6F 1 N &2 T R ER (6mol LiAIH,) » #
R RFREEMT 8C . W RO REWE S-10CHME 3 I F, RE
A 100 24P AN 53 K, B KRBFEENKRT 15C. MEHAEF
RPN S5 AN BB, BREOBRFE IS 249 . RE-EEZE, h&
WRGTE, LERA 45K 6 1 N NaOH KRigE#k - & 50— 60
CTTr/AEELZ (150-300mmHg) %% 6 #LE.
C. "R BFEHNGTHEKA2,2-=FXTE ABEL

@FIE, B PAFR A 2.4mol T REIKREGEE P RIK/F KIZ R T e N
250ml & 35g (0.29mol) 4- (N, N- = F XA K) skez 8§ F X . 1.6
=Tk (11.4mol) #» 1.5kg (11 mol) 2, 2- = F A TE R . HH &
CEE MM E 105-110C, AREBETRATHIE 10 8. REHH
M BEFRANEZR, WA3IHANFAR . $REMHF S >4, M
BABENE . Rk TE, LEEM 2 AN AL .
D. FXRMBITEEGHF

BIYECPIPHIGREREY (Y 11H) 54,5 4N HERRE
KREMAE T0-75Chit 3 I, RHGREYFTEANRR . XBHK
REMAEERR, BETE.. B LEAHEB 5C, A 25 2N & &t
Mk RETERE, Mo 2NARAAZTETHRMEI I, RE A 45
—55CHBHI I BEFRAHES-10C, MEAKRBFREAT 10
CTE & ThN 275 FF 4N Bidk . B ETE, oA 1 FFRAK. BB
KREMAE SO-60CAREREUMREZT R K. GF LT 3 #L
BMLE, BREMAESOCHIF 0 2 UFEHHEFRE. BEAEFR
BAHEZER, REZR. BHHA 1 28R CE%, MEEFA 4 #C
BMLBT, AS50CHh#90 247, BEROBFRIRK, BHALLKRLT
B P ok, /3% 891g FRMBITHE MK .
E. FRMAETHHE

¥ 570 FHED PHRBGEERAEREFA I3AFTRY, A2 #
Ko AR Ao ANFRBRE pHIATE 3. B ZREWRF 3008 EKRET
B. LER 2Kk, £ 50-60CTRERG, KB A4FTEX. ¥
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FIRGERAE 85-NRCTRATHHK 25 . REFERAHE 15
T, 34K, mAIN NaOHzez&J%pHUﬂFiS—S.So ETES
© EE A 3K, MG 6N BRI Y Z pH 6. BMETE, LE A 50
—60CTRERK  REE1H ARBAS0-60CTF 118 A 350ml
ECH . BEBRESWESO-60THIE 3024, REA2 IMHARERA
HFEISCT. BEAE, A350mETKR/FR (5:1) Re&Mk, 55
440g F X AT -
% ] 7
A BRIEEEMMITH R BETRHEFEMLTES S &K
% 5g (0.012mol) & 4XAiT . 6ml (0.052mol) ¥R THF 50ml ¥
RAOREPEAR6 I FREREHAHNEETR, A 20ml 2K T
Bf . RAMM 2N HCI (2x30ml) #K (2X20ml) #% . AME B
BMAATIR, TREREERAEA 15ml. e 50ml T, BHERT,
F8 5.5g G &R BXRABITIHCOERE .
B. & 4% 7T IR T BE B R R AL 4 89 S AR, 4
] 5g(10mmol) & 1X 4 7T IR T BL ik /& 25ml % 2R F 69 75 7% Jm A 300mg
(l.émmol) & F X&& . 22 THM 18 I KB, HiEk#EL S0ml T
B LB A 50ml 10 ¥ NaHCO, KB R REMT . 2 E L LR LB E.
' 30ml 10%NaHCO, &#&st, AABRMTIR, TREEAREL. BRAL
MErEF XY, KEEIFE 4.9g BARMITHC B HEALY -
C. FRMITH LM K
¥ 836mg (22mmol) £ 143424 15ml THF T &5 BAHZE O
T, £ 15 54 A ZF A 4.93g (9.1mmol) FH 1 #H R LEME
20ml THF #8E%. €2 TF 18 I HEMBREZREMAHZE 0C, 1K
RAXN Iml K 10% L AAATER . W RRAEWBHELLR, K%
THF, 452|482 %) 4.3g (9mmol) & ¥ 81k .
D. F &t iT4% 8% 699 & |
% 43g (9mmol) L& e98 F {4k . 40ml wk7€ . 200mg N, N -
— AR IS 7.2¢ (S4mmol) 2, 2- —FRATEHRAGREME 65
CHF 72 8. FRAMAF, A 100ml FE. A 2X50ml 4 10
R A AEEA 30ml hkE. PRERAAKMTE, TRFPEL.
KA RMBAE 100ml FRF, MERLK . ¥ARLAWIEA 20ml THF #»
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20ml R¥, REwA 2g FFRHFR, BERDR 5 P . HFEHER
#l X 70ml “F':Mn 50ml 10% B A KERGRED Y. B LA
AE, A 30ml 10%#BEsMmEkk. BAWE TR, TRPFPELR,
55 48z ZREM . WEAWEAL 7T0ml FEF 40ml 2M NaOH ¥F -
B¥REREGHERT2 PE, I TFTEH, B KEAHEZ0C. A 2N HCI
BEEKEBRME pHS, MENMATSmI 2R &, 7 HEAMNE . 9L
BB T Sml 258 R A%k . BRBmE, HF3 1.1g FAMTHLE,
mEREITHROUEEKAELD EFAL, EFEAH2TS -
35 8
—BAFERAITTREGON &
A, B ERAMIT TELRR 6 L

1% BB L& # % (Askin  D; Verhoeven, T. R.; Liu, T, M.-H.; Shinkali, I.
J. Org. Chem, 1991, 56, 4929) #| & F 2K TA-F A PaKELRE
AT TBRR. »%68% CA#ER) » HPLC R;=12.87.
B. RTEA-—FTEAPHRAEMXRAIT TEKGER

B OCTHRTA-DTFTEATHREABXITTEEK (1.65g,
2.34mmol) ¢ THF (30ml) &#& A ® LiAlH, - 2THF # 7 & ¥ ¢ 2M
Hik (6ml, 2.5 %5€) L. BRERESWAE 2 6. BE S KR
B4 (Na,SO, - nH,0) AEZFAHEAKR. RERNSHELEGHA
B+ (P2) R EERRERD . BREREDEAHBLER (<1 N)
YoREMIBMER. AR R &K, T/ (NaSO,) HEK . 7
% : 1.07g (89%) - HPLC: R;=9.27. |
C. & T A Fabr R 4R4 698X Ao 7T T BE Rk 55 69 BL L

G % 8B ¥ 135 698 ¥ B4 (360mg, 0.58mmol) # = T K
(0.32ml) Z2F X (10ml) ¥#EEMAN2,2-=FETEA (031g,4
L¥) FRERAMWAER 10 I (ARAEEF) - HPLC 9H &
MRS REY, RFARMEYBLEY (R;=1581) - &K
Askin D; Verhoevven, T. R Liu, T, M.-H.; Shinkai, ./ J. Org. Chem,
1991, 56. 4929 P AT R &y 7 kAR A, FEAHOFEH 68% (&
# %) . HPLC: R,=12.87-
5 3615 9
BT LB EFEAITAEDGH &
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A. BARAT TR ARG T FELT A DT R

P &R AT T B (4.77g, 10mmol) &EFF X (50ml) F. A
AT (10.6g, 10 # &) Foxt T XK (500mg) » ERETHH 16
B o e ANfefe NaHCO, Kizik, 2 BEE . ¥ XE A8k 244K
Bk tafe AACEAKZERE, A Na,SO, THREXL. RAMWAK&#
F (SiO/E T/ T TE) #—F i, F58 263 B474 (46%) -
B. TFELTAHELR

¥ FELTAEY (2.6g,4.6mmol) BT FR (50ml) F. 4A#H%0
T, REAKRFBEMKAT 10CH 54 THAmMmAN LiAlH, - 2THF £ F
AP 1 Mk (11.5mD) - MBEBERAE 0-5SCTTHAE2 e, Im
X 30%NaOH Kz (1.8ml) » ZETHHFZREY 16 I8 . K&
RemBEHFELLER, AS5o0m FERE KREEH SOml.

C. FHAMITEFREATE DI R

MYHIBYIYHROGRZBED PAZCK (1.9g, 4.1 3 F) .
—FATH® (25g, 4 2 8) FoFEARs%= (50mg) - BA 16
i . REKREMENK/CHRLEY, 2. MERAKEANE,
ﬁ‘m’f@%"ﬂﬂ%iﬂﬂ(/&/&/% R BRMTIRE AR, 33 33g .
BRI SC A 5D B ARG T EHRITEWE FXAITEH
T .

#4510
BARA T IR B RERL A L R

£ 0CTFH# 40mg (1.1mmol) £ 42422 1g (1.94mmol) &4
LTkt TR (AT E54F 3 R F R, BT EXRMITHW
SR H %) £ 20ml THF $8E%. £82T 18 I'WE, #4%
A 50% o
% 364 11
B AXAET T B AR 69 38 B

#£ 0C T @ LiAlH, (400mg, 10.5mmol) # THF (50ml) + & &%
A N &R AT T Bl (2.25g, Smmol) 4 THF (25ml) “#& . R4
MAEZERTHIE 16 i . mASKEKM (NaSO, - nH,0 Glauber
hRMA) o AERKTENE, MENANTHRY NaSO,- ZEGKEZ
WHRRFZER, BRRRAEARETF, FELEMAGKEED (1.03g, 53
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%) - A~ E HPLC: R, =2.93 (A&&%#4 5.79) -

= #4512
BT T B R EG R Ly FMEBEUR L, ME T E OH
A B

5 E OCTHEARMBTTEREAMAALYE (2.1g, Smmol) Ffr =T A&

(0.8ml, 5.5mmol) # ¥ K (50mD) A& T A 1.1 ¥ &K FE K (0.64ml,
5.5mmol) . ¥ RERESHEZTERTHIE 16 . HPLC & T 7= H
I AR =6.16 (&) F9.13.21 )85, HH 9.67 &% . NMR
PHERA 6, 5-5 ppm RB K — o) NH % F 3 AL 2%, R Y H8
10 FRARELIL .
#4513
BRATERAGR A
% 0.25g (0.6mmol) &R MiTHE 15ml F 8 &5 & F & & K/KE
PAHE SCT. BHRFTHARAEF, B REMWAEHEAT 130CHh#
15 40/ 8. AR HPLC 547, RE RS T 2 A3 M BBLE = 4 -
% 3645 14
BRERAEITEET YR
B AT (0.5g, 1.2mmol) &£ 15ml E TR FHERARHGEE
¥ F 150CH# 40 8 . &3E HPLC 947, RARESH T4 123%48
20 ROBMEBEEATY . GHBEAG THREGEHIENTFEARRP AR
KL AR R 6 RmERALY) . F G R B R F ] SA B TR
%k & A — REALY A S AT LA T A3 B E S
F 34 15
BARAMIT B EREREAN
25 1% 0.25g (1.2mmol) A& ATA 10ml EEEFHREEGA 70
B, AR¥E HPLC 247, MR REREDTEE 17% 42O MEEE >
4 .
%34 16
LA 13- 14 Fo 15 G A ZABEERNSHAA L o N 400m]
30 ®MEAF Sg o FRABREAAMR GBIy (Bp, BZXRIARLE) -
¥zRreHhHiFE 1 I (BAEER) . REAKKTAY 2 . #&
FRMEM ARG BERATFRZ .
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£ 315 17
¥ g 16 PR =FFRERLpFI A EHEG S FE CHF D ¥
Frad B B4x b5 R, & 85 B8R FXRMIT .
5 3615 18
5 FRETAFR/ECRETEL R
60 CH L3 TAFHH 6 FXMIT (35g) BT FA (140mD) + -
BHpANETKE (560m) » #AB¥BETHRETEHBRE-ST. £
PR ERM L IRE, WERZODHR, AFXPETKR (1:4, v/v)
B, TREFEBgEL &K~ .
10 =34 19
FERMETEFE/KRFELES
EEBRTHEZRGFXAT (33g) BT FH (300mD +. A
EHRLEZER . TRBKRER, K (450mD) EAHRE - K E
FRANE S-10C, KEAY, AFBERKGRESY (1:2, vv) &
15 BETH. BE3lgEgdati .
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