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W #A i)

S BEBEYEO)34-—R R TREGEGEF &
EHEE

(S)- 3 -BATABAXEWNS)3I, 4-0-FRFE-3, 4
- —RATRYEAHERER,R)-2- (4 -KEEX) -p, 8- =
#h-5- (1-FHLHE) -3 -¥%%- 4 - [FERPHEE]-1H-®%
- 1 - E®45 &2 (atorvastatin) ¥ L F R BEH, BEHR—FHE
HMG-CoA it & B39 4] #](Nanninga ¥, v &4kl (Tetrahedron Lett.),
1992, 33: 2279).

CBIiE, FH_EATRALBEE. AR EHTRNEGL
FAK, BAEXRFEHGLRF GRAET AN (SN Benezra F, A
.3 % A(J. Org. Chem.), 1985; 50:1144; Hanessian ¥, mE AT L&
( Can. J. Chem.), 1987; 65: 195; Ahn ¥, W &AKAMR, 1992 :507), Lk
FEAFT CMNEBES B $H AR, #RE, S)3-BETHERR
# 4 % % 69 45.3% # (satiety agent) (Okukado ¥, A AALF L2 E(Bull
Chem. Soc. Jpn), 1988; 61:2025)#=3§ Z #l (Fuxe ¥, USP 4,138,484).

BR, ATRAEHEES)34-—LETH. (S)- 3 - #EATAE,
BXEFHSTONEY, ANEZ-—HEEMI RN T k. CERE
BRSO AEE OB F HHP T XSS e Hra.

P CBBAET(S)34-0-FEHE-3, 4 -—RETRTEYN
HE& EHEZNT: AWK - —FRAILAW/NaBH, £ RFRER—THE,
gz 5 - WEAARBITREREL, FIATERRLSY(Saito F, &
% i K (Chem. Lett.), 1994: 1389; W & R (Tetrahedron), 1992
48:4067).

RSB 2 RiNaRE SR E LAHE, 20 T4R
FEPHTRERBEE, #*FM %K Tanaka ¥, 5 (Synthesis),
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1987: 570). L& HRLAS S LETRBETEMG ST LRBEED -
7t # 3K fo 8% %) 7% (Abushanab ¥, 4 & i (Synth. Comm.), 1989;
19:3077). #5t, EABRERAIERFRB-FTE A RABS SRR
AL FRRAS Y T EEY 5 iE(Benezra F, AAALFLE, 1985
50 : 1144).

P 3B 69 % —F sk (Williams ¥, w9 @4kiE iR, 1988; 29 : 5087) L3 A
BHLEERABIAAEGARLSDE, SXRUABRFHKERAA
BRALS- V S

RECHEAESHLORE-—ARUSWEGREBEBE, LA ERE
MEIRERATHIRGRAIBALEGREERN, ZAXKAEEZ ST T
)i

X PEOBRAET $HHEO)34-—LEATRAMEAR. (S)
-3 -RATABRYF &, #lde, L2HRETRAKSHESELEHNES)3,
4 - —EATREMEAR, (- 3 - LT AR & (Hollingsworth,
USP 5,292,939; 5,319,110; #» 5,374,773). 12 P& # k5, FEAH
AT AL ECFTESESHO)3-BATAR. HTELAABEKRTEA
BN, FREERBELNEASET HLSR/BK, ERREREMN
MEFEBRAYFLEE. BTERURLENHARER, BmiXsd ) FA
KRG ERRAGEREGHA TR, sof, I—HEFTERERA
REGKERFEEABEO)- 3 -FEATHE). Bm, X—FEFRKE
SETFRABEHERARAELES)3 —BEATASK. A%, LR EHFLE
A AR WBLEGARERERAWH E(S)34-0-FAEA- 3, 4 -
—RRETERE.

Prestwich £ A AHALT % &, 1981; 46 : 4319 P& T A(S)-ELR
ARAHES)3 -~ EEATHEG 2 V. Larcheveque FAES AR,
1986; 16 : 183 TIRE T —FU(S)-FRBR A XL ARA RHABEHEY
SR, BRETFRKegslzEb, RAKBRAFHLAERSBGH
ERZE 100 %. HIMETAN BAR - —FR/MELSH, RANS)-FX
B 8 k4 & — £ A 8 (Saito F, L F @A (Chem. Lett.), 1984; 1389), it
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o id it BARAL IR AT B(S)-3-RA T AK.

Tanaka FE 4K, 1987:570 FRAET A D - FRIr B A KA
x¥ik, e EER TSR E, LG TRARKEEELLAA
A v AR AT.

SALH BBILKS 6-23-—RAAE)1, 3 - =Kk - 4 - FHS
A& EEE(S)-3 - A THE, G kEENY P % (Sakaki F;
% B 432 E 4 Fi A (J. Chem. Soc., Chem. Commun.), 1991 : 434).

EMBEHRILES 3 - £E- 4 -ERTRES —LAFER
(DHAP), #& AMZE(S)3 - REATAR, FRARANLFRE
(Whitesides %, AMibFRE, 1993; 58: 1887).

Inoue & /& USP 4,994,597 ¥ T AL AMHLR)-3-R- 1, 2 - A=
BAKBH A —BARHEO)34—BEATRYT &, ALFAXE
WSt R LRSS 3 - 21 T AK(Cotarca F,HRAF £ 4]
Wik, WO 94/29294), 2R FRARETHEE.

i@t B B R IRALE S EAE, Tl $ Mt Bt Bedk(Seebach F,
&%, 1986:37). #A L - KF o (Luk F, &K, 1988 :226; Tanaka F,
&%, 1987: 570), it 3 FETAEAMAIR)-3-ZET AE.

Miyazawa % /&£ USP 5,084,392 Vil 7 KA S FH 5K A
EAEGTE RHTRATERES AL E, BRAX T ENBR
. FRX—F kM AENARE. RASBLHNBRLEREEH (RE
REEEERT) RILEETRANE. BREHEZALNBOTET
REBE R F %K HHBrima ¥, USP 4,968,817). #) A BELIE
¥, BEABAMR-34-0 -FEFA-3, 4 -—REATRVETAT
H&R)3-ZEATAB(Luk F, &4, 1988: 226; Tanaka ¥, &%,
1987 : 570). AAKHEHEF FABL (S) 34-—FE TR TGN
W EROERY R, RB8HFHES) - 3 - ZATAR(Tanaka 5§, &
B, 1987:570).

IRPERETIEMERA AR EBEHRAARLESD T RGNS
i, 423 sk 1E B 44t A 54k 5 BB (Larcheveque ¥, w9 @4k, 1987;
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43:2303).
AEAG B RBBE—Fr B ERABRBABNE 7(S)-34-0 - F
THE-3, 4 -—EEATRERS)I-FEATAREHZHEL.
KAk

b, AAREE—F aREEHNEX TS HGREF %

N

o) 0 o 1
\—‘LCl'lz—g—ORz
AP RFR S AEIAES 1 - IABETHRL BERKES1
- SABRTHRE,

T8 AARALET, EEMNPTRAIELELERBELR, ME
A& &, Faas4X1vaisy:
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ZHER, MAERTITIG., REARE—FTRTHARGTERAAE]
Bk,

X IV PET 44 ESA itk i 848 (E8LA,
S8M4HE), RILELAEAY (FleE8NEF) ALET, AENH
ek Ed, FAH25C- X% 80 CHBAET, Aidfiba A EiH
%2 - %2400, EPEGBEER e REBEEE, —BXELFAN
KW, B, 238, 248, XFEREE MERAEPER, ARR
ZRGBRBILE B RAMEpHMAAKRYG 0 - K43, FIHaASXNIVA
L. LEBRARANDE FHERASY. KGR, RERESRNAA
ETF, AxPEABRTEMLATRY 65 C- K4 75 CT#HATY 4
-#410 0, REA3I7T%EBRBRALEPH T 1.5.

B Ak 35T - KXY TS CRETATRERIEM, AL
XIVAASHAX NGRS AEEHNATEZEY S CHRATAR
g x.

BAEX NS HERAGEKTEFIR A1 - SARETREAMAX
VIE, FiRnie maEd, AP X VIR T8, LET.
KX I SRR TFIEA. QLESRSD FRABRBAN, Hd
B, BB, - TERRY, AXYFTEEYEANYHARETRER
SHy s o4 EA 3. KETAGRBANZER, FETRABET
B RRASWMYA 2 ., BESO LB FEABES IS CTELERE
NRAEAS A LEBREEE A, RAEMNG IR AATF EEM,
RERY TS CTFALEERBEST. 94X NG REBTALR
1- SABETHR (FFH, L8, 2- &% ETHEY) PRAEL
Ml B (REBE) . AE (Fet- PESRE), £XHAE
EBEXNNEARETRARSYL 3004 E£4 8 00, FHX VS
W, RoBRLSY, RARFLESX I 458 (Hle—FEEAAR,
~LERAARE) BE, AN FHRFR ZARIBRESL - IA
BEFHRE BRAKEES] - SARRTHRE, HEHZREEN
HEABETREARSHS 30 4 £4 8 W, MEAIHpEBF X
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kM, BHX 14, BLHERE, MESRSHTEHBEX
14te%. iR, REZEN - PERBRAETATEA—FALA
NPHATY 1, MEABREEN. eI TEMNE, AZ LTS,
MAH BB RA T4 & E A TLeD.

AXRE 7 @ f AL 65 kA AE ILRE.

BEREMFX, RAHNEX 1SS AGT% BBEEEAHEX
bR EZA WX Iadedd. i, AX I R&E (X PR GEL
FL) eBLBZVE RBRLEBZCLESREX VLSH, FHX Lk
o4,

X I FoX a4 R Condy, XA TERBAER TAM S EH
%

(S)-3-BETHERS)340 - FERE-3, 4-—REATHRTE

(de EAFE) THABHALITEFXHES)4 - £- 3 -EATRL
Ko A8 YA HBr &3, B2 A L& (Taoka ¥, B ALH 9 JP
90-271608, Wik H 9059 A 10 B), XEA=ZFREAFARL R LEBEL
72 (Larcheveque ¥, W&k, 1990; 46:4277).

Nanninga T.% /£ v9 @ 4R38 K, 1992; 33 : 2279 FAFT(S)4 - £ - 3

-REATRUEEHNER) - 4 - RE- 3 -REATRLETHEA, X
P —eH A FHER-R, R)-2-(4 - RERX)P, s-=FK- 5 -
(1-FHZA)-3-FEA-4-FAERAEE-1H-%"%-1-K
Bei453 (2 : 1 ) (atorvastatin), X—fb&BT AR LFER
( hypolipidemic ) BB EH. X la L&HELTIUARATHE
atorvastatin .

THERMATABEALAFE, REHFOHE, REBRREALN
F kB N(S)34-0-FEHE-3, 4-—BETRFE (XI1ILeH)
EHES)I-ZEATAHAERFGMER, A TE—EHATHER4 - &
-3 -REATERE AMBAX—LEBUXATHER4-FE-3 -
BPEATRLE. AFR-4-f L -3 -BEATRLERXS LA THEGR)
-6-fA-5-BE-3-AKTE1, 1 -—TFELE ALK

8



Lt LA FAR-MX)- 6 - RFA-2, 2-=F%-1, 3-=
Ehr- 4 -G8, 1 -=FELE, FELESHIATHEGR-RX)-
6- (2 -REZHE)-2, 2-=FHk-1, 3-=&k-4-CTHI1,
1 -—FALE, BERMHAFHX—4HATHE (2R-AX) -5
- (4-RER)-2-(1-FHZHE) -N, 4-=F%-1-]2
~ (W& -4-£E%-6-FK-2H-wwh-2-X)THE]-1H -
%- 3 - PEEIEERERR,R)2-(4-REL-B, 6§ - =%
—5- (1-FACE) -3 -FA-4-[ (KL EE)|- H-%
-1 -EREL (2: 1) (8% TLELSdd ABERET FHAe
%) (atorvastatin), StAtS-3 =T F4E M o 3% B R 7l 5 B o R0 ] BE A
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L 1

(S)-3,4-0-FFHE-3, 4-—RETERVE

AREIRELE, A BPeAA RSB 1L FREMAZA 250g
(694mmol)5L#E— K44, 250mL K, HFh#ERESHEE T- 75T,
XA FEBETHARKES, £7 £10 A, AAKHREFHRA
200mL £ EAMERGFE 1228 4 50% S FRACA(L.S3mol)E R AR EAT
# R AR)Fe 200mL i A E(H0,) (FE 75.0g 5 35 % H,0; (772mmol)
ERARBEELRAR). AAdBPREHARLENREE 65 T - 80
Cz ). mEZE, $¥BEELERBEETRE 1IN, RERIEAY
58, Wt A M HEXE ( negative peroxide test ) , 37 % i
BHEC)ZE® ( 128mL, 1.54mol)BALRAHE pH<15 . EXBERLE
F, F5 565 CHREETAEBBRK. EHBRARKFIANLARIFHRE,
A 200mL ¥E(MeOH), Hi#AelARSY, REBTSALTESL
3. 34 % 4 A 2 x 50 mL MeOH #tik. &-4-3- 65 ¥ RS & ¥ @A HCI(L
K, 3.6g), FMHEBDARSY 2 MW, FREMGBIEN. REZEL
—AEREME, BRT IS CHBATAZABRAY, EXRALE
B PE i Ak, B 150mL MeOH #= 3.5¢ HCI, m#A =R 1 - 2
W, REATERBRLALGLERE. AHBRMASHE S0 - 55T,
A 5.0g & - ¥ A 50mL MeOH. £ 60 - 65 CT AR BLREG
%, ARAE1- 2 0HA, BdmgEFPAFLERRE0mML), X
EEG60 - 65 CARE 1IN, REZRZE, FEEREEMN (ERIFER
BR). 2B L—EhEimE, KEE34mmHg ET#63 - 90 C (%
AEE) gy, HAAF(S3I4-0-FEHE-3, 4-_FRETER
P ES, KE 59.7g(44.5%), HE 89.9% ( AARE#EE(VPORZ) . FifF
B R SERABREIHERG-RE- 3 -BATRLEGEHR
8%, J&4&H4 R atorvastatin ¥ E £ ¥ H 4 (Nanninga ¥, v &HKE
M, 1992; 33: 2279). RELME, BASWTHRIALHAR LR
PR .
J&F B mk -3 %% ("H NMR)
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(200 MHz, CDClj): & 4.43 (m, 1H), 4.10 (dd, J = 8.4,

6.0 Hz, 1H), 3.64 (s, 3H), 3.60 (m, 1lH), 2.66 (dd, J =

15.8, 6.0 Hz, 1H), 2.46 (dd, J = 15.8, 7.0 Hz, 1lH),
~1.35 (s, 3H), 1.30 (s, 3H).

% NMR (13C NMR) (50 MHz, cDcly): & 170.9, 109.2,

72.0, 69.1, 51.6, 38.8, 26.8, 25.5,

I A 2
(S)-3 - REATAK
AREA B BEIAE 250mL BAA, ZAN 10.0g L#EH] 1 6 RE
AH(95.1%%6 %, VPC 2°#7), 50.0mL v £, % (THF), # 10mL 1.0M
HCl. ¥AEZWEETRTEE6 I, £VPCHMEARRATLHEHRA
i, EEBEAET, F50 - S5CRERBBATHAZHARENA
BN, B3 580gKEHEH, 95.7%%E ( VPC) , 99.5%IM %,

1H NMR (200 MHz, €DCly): & 4.63 (m, 1H), 4.40 (dd,

J = 10.2, 4.3 Hz, 1H), 4.26 (dd, J = 10.2, 1.2 Hz, 1H),
3.56 (bs, 1H), 2.73 (dd, J = 18.0, 5.9 Hz, 1H), 2.47
(dd J = 18.0, 1.2 Hz, 1H).

13c NMR (50 MHz, cDCly): & 176.9, 76.2, 67.3, 37.7.

L34 3

(R-4-%-3-BEATRLE

G EA AR ERER R AN)ATE S0mL EKEAMAEAN 2.13g
(S)-3-BATARK (L4452 ) (95.7%%E(VPC)# 5.0 mL Z&. R
Ak, EXSHAZFMA 9.0 mL 33 % ERLEMHB)H LEE
B, REBELRE, BRAYEHREIZTER, FEAKRAATEHIRA. 5
VPC £ EA B AT4AH, HMA 1.0 mL 33%HBr/L&, #HFEERTH
HRodida, AIMAICEGSM)TELERE, RERBEGAZRE
e (8 W) . BREEN HAEGHETLHRTLEW0mML), AHER
S (NaHCO;) KB #%&(25mL), K(25mL), F=%KQ2SmL)zk#E. ZEAM
B, IBAGHATakEEENL, F3 1.74g (41.5%) A9,

13



1n NMR (200 MHz, CDCly): & 4.20 (m, 1H), 4.18 (t,
J = 7.1 Hz, 2H), 3.48 (m, 2H), 3.34 (d, J = 5.0 Hz,"
1H), 2.65 (m, 2H), 1.28 (t, J = 7.1 Hz, 3H).

13¢ NMR (50 MHz, CDCly): § 171.5, 67.6, 60.9, 39.4,

37.2, 14.0. 5’;3@‘9’]4
GR)-6 - RE-5-BE-3-8K-CB1, 1-—FLLE
FEA: HER4REA-3-FEATRLE

A 64 2.2kg (44mol) RALA/40L ALK FE R 6 S0 S B LB R mA

7kg 33mol) (S)-4 - £ -3 - LA TRLE (X#&H#3) TSLLETH
BERkR. RERRASVEERTHRA 16 Mo, REMA LK TEG5L),
HRSY, 255 B TREEBISA 2.5k FALAF 65L LE T8
850 mbRBEN, RERFRAY, BI5E HELTARE. 454F
WE, AZRE. REABARYWFE 3.1kg #78L4%; bp 110-125
C (0.5 mm Hg); # %5 [o]p” =- 33.1° (C= 1.08, £4);
VPC: 30 X DB-5 £.48 % 4 100(2) £ 280 (15) (15 C/44F), 7.28 5404
BefHE, 95.6%@AR.

lH NMR (200 MHz, CDCl,): & 4.36 (g, 1H), 4.18 (q, 2H),
3.84 (bs, 1H), 2.64 (m, 4H), 1.29 (t, 3H).

FHEB: $HE&EGR-6-fAE-5-FX-3-K-TB1, 1 -=
L2 X

BHET, &~ 50 CHH—F & E KA (100kg, 2M) & v9 5ok - B BLIE
BRA A LERBT A B30 ke, 255mol), 5 3kg Wi kh+k, Hi
- 45 CE- SCTHHRESYWS054. REGLERSY T RA(R)4-
FE-3-ZETRLE (F%A) (10kg, 64 mol)# v S.=% (30ke)ix
B.AE-5CE- 30 CTHBRAERSY 30 547, K544 3] 2401 2.8N
HEBREZROT)A. KEA SOkg LRLERR, 5 HKEFA 36kg LB
LB RRR, FEHRBk, REATKSE, RIAAHGR)-6-RE- 5
-#E&-3-RARTEL, 1 -—FRALE, AT -S40 F. R F
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HoLBdhEgREeESl, £A1: 108 LRLEREK.

B NMR (200 MHz, €DCly): 4.40 (m, 1H), 3.58 (bs, 1H),
3.43 (s, 2H), 2.88 (d, 2H), 2.61 (m, 2H), 1.48 (s, 9H).

ik (MS) (EI) m/e, (%): 229 (3), 228 (26),
173 (10), 172 (100), 154 (62), 112 (30), 59 (50),
57 (77).

%H#p 5

AR-MEX)-6-FFE-2, 2-—¥Hh-1, 3-=—&kx-4-L&K1, 1
- PR B
FEA: HERR,R)6FE-3, 5-—HATH]1, 1-=-V¥
R TE

BT, FEas 409RHGR)6 - fE-5-8%-3 - &RK-
TE1, 1-=FEZE (X% 52mol ) & T 90L v S =k# 19L ¥
P AdphiEa3 - 85T, MA24L 50 % PRI - — LA MG E %
AR, BREAHFEH - 97TC, REE 3 DMHA, 2A&4 0.2kg 5-$tin
A 3.6kg (126mol)yM &AL, £- 93CTE- 85 CT, LHRAE S5 IH,
REBREETR, FEKARKATHAE 10 8. A 7.5L (118.5 mol) T8
BIER B, REATRERIH —mRY. HHAGHET 0L 75, £
TEBES, REHRHABAREHRET 4L V5, FiFHRATALEESE
R, BE—EewRy., HX—HKRPET L LRLE, A 30L %
B ke, ATEBESLRUEER, RAAALESE, R-R,
RHY-6-fE -3, 5-—RATER1, 1 -—FELEZSHAEHR—
FéfbmABER.

FTHB: HEURMK)-6-RFE-2, 2-—Wik-1, 3-—v-
4 -1, 1-—FRLE

I %EAGHEHRR, R)6-RAE-3, 5-—£XT&1, 1-
—WRTLE (X% S0mo)ETF 675 L2, 2 - —FALARF3ISOLA
My, mAFTHRA6TmL), FAEERTHEFER 2 M. A SOL HE&
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SHAKERM SOL LERLERE, RHEELEY, 2H8E, HAHAIER
SOL TRASE. AWER 100L KukBwk. AEREREE, FAGY
AT SOL Bm#ACKT. AdANBARER, 2HEKERTRE, F3
101 kg k@ EBARES. FRFHETREFXEL S BLBREST
BAET SOL BRT, RELRAFEH 10T, LRUKEFH. FRE,
%3] 9.1 kg(dR-MAX)-6-AFE-2, 2-—F%-1, 3 -=&Kx-4
~LEl, 1 -—FiE HKkGEHAK mp64.7-68T.

1§ NMR (200 MHz, CDClz): & 4.32 (m, 1K), 4.18 (m, 1H),
2.55 (d, 2H, 7 = 6.1 Hz), 2.5-2.7 (m, 1H), 2.40 (dd,

J = 6.2 Hz, 15.4 Hz, 1H), 1.79 (dt, J = 2.5 Hz,

12.1 Hz, 1H), 1.50 (s, 3H), 1.49 (s, 9H), 1.42 (s, 3H),
1.36 (m, 1H).

13c NMR (50 MHz, CDCly): & 19.74, 25.09, 28.24, 29.88,
35.58, 42.50, 65.20, 65.81, 80.87, 99.48, 116.68,

169.75.
s a6 #E/%# (GC/MS) m/e: 254, 198, 154, 138, 120, 59, 57, 43,41.

4 2 o} & $ 4 9h A EFTIR) (KBr):

941.4, 1116.2, 1154.8, 1188.3, 1257.7, 1293.7, 1309.1,

1368.3, 1725.8, 2361.1, 2983.5, 2996.4 cm L.
’“mﬁﬁﬂG

(AR-MX)-6- (2 -HATHK) -2, 2-=_Fh-1, 3 -=—&EK- 4
-LE1, 1-—FELE

ESkg BRA 1 %EHRARAEET, %82 ke (30.5mol) ( 4R-AE
X)6-fFH-2, 2-=F#-1, 3-=FER-4-2&1, 1-=
FHTE (£#&45) & 100L 4 15kg LR RN PR FesERSL 44
HEFFETS0BPs)EHITTIOCTRE. 6 HE, &LBKEILE,
¥REHAHE2T, HZAAK, IHALRABRIKAR, REHLER
Wik, B EP LT R, B35 7.8kg GRAEX)- 6 - (2 - &I
LE)-2, 2-—_FH-1, 3-_ER-4-281, 1 -—FALZ
B (96 % 46, HFEMHKM; bp125-135 T (0.5 mm Hg).

1H NMR (200 MHz, cDClj): 4.12 (m, 1lH), 3.82 (m, 1H),

2.66 (t, J = 6.6 Hz, 2H), 2.29 (dd, o0 = 15.1 Hz,

7.0 Hz, 1H), 2.15 (44, J = 15.1 Hz, 6.2 Hz 1lH),

1.35-1.45 (m, 3H), 1.31 (s, 12H), 1.22 (s, 3H), 1.0-1.2(m, 1lH).
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13¢c NMR (50 MHz, CDCly): & 169.8, 98.4, 80.2, 67.2,
66.1, 42.6, 39.8, 38.3, 36.5, 30.0, 28.0, 19.6.
GC/MS m/e: 202, 200, 173, 158, 142, 140, 114, 113,
100, 99, 97, 72, 57. , ‘

“FTIR (neat): 951.6, 1159.9, 1201.1, 1260.3, 1314.3,
1368.3, 1381.2, 1731.0, 2870.3, 2939.8, 2980.9,
3382.2 em”~ 1.

. LA 7
BD-4-F-o-R-FE-1-FRKRa%]-y-EK-N, B-=%
AXTEBEYR-R', R), [R-R’, S, [S-R’, R)#[S-R’, SHFH4R
4%

FHEA: HE4-FE-3-GRK-N-¥FE-2-(XE2FH) K&
B

SAREABEHT, H100kgd - FHE -3 - &R - N - FEXBE( £
B A) E660kg THRPHEFREM Skg B-HERK. 47kg XFVR. #H
13 kg KR LEBRAE, ERAFHThAEDANFETR 20 1. B
396kg ThiAo kg K LB, HHEERARK 1IN, AHEERESWE 20
T-25C, 3¥ELEXH. T THETHAELSL: ES50C-60TCTF
RATERE, &3, %, RERMBAHAKE2 - 25 CTEAH
k), &, FATTFR B3 110kgs - FH-3-EK-N-%(%-2
- (XX EPHE) XBE, mpl143.7-1544 T,

VPC: 30 K DB-5 £ %4, 50 C - 270 C(15 CT/4-4); 19.33 404,
99.7% ( &@#) .

GC/MS: M/Z 293 [M]Y.
'H NMR (200 MHz, CDCly): & 8.01 (bs, 1H), 7.49 (m,

5H), 7.28 (m, 5H), 7.09 (m, 1H), 3.30 (quint, 1H), 1.16
(d/ GH)-

TEB: HE&H4-F-a-2-FE-1-AK"L)-y-&K-N,
B - —FEX TEBENR-R,R)], [R-R', S, [S-R’, R)#F[S-R", $")]
F MRS
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#17.5kg B3-ZH-5- (2-%BZE) - 4 - (L LY 7.
S00L AAZE 69k B KX 2750 LEMARE. ASAET, M
A 100kg (340 mol)4 - P2 - 3 - AR - N-%£-2 - (EXBFH)
REE (FHA), 47.5L (340mol)= Z.Be, #= 40L (375 mol)4 - £.%
TE. FIRERIATS T - 80 CTiMdis 23 J o, HERRRB £ 80
CT&ET 600L A8, £124FAE%nk, FBELRESE Y. Kx
%m%a&ﬁi%é FRITEE TR, F3 99kg(H)- 4 - f-q - 2 -7

-1 -8RAA]-y-EK- N, B - SERAFTEREMSR-R, RY),
[R-(R S, [S-(R', RO #[S-(R", S")| -k % &4 mp 206.8 - 207.6 C.

1H NMR (200 MHZ, CDCl3): & 9.41 (bs, 1H), B8.17 (dd,
2H), 6.98-7.43 (m, 12H), 5.51 (4, J = 11 Hz, 1H), 4.91
(d, J = 11 Hz, 1H), 2.98 (quin., 1H), 1.22 (d, 3H),
1.03 (4, 3H).

S ERARE#EMEPLC): (LH: wE ke 7X) (40: 25: 55)Econosil
Cis, S, 25cm, 1.0 mL/%4. 254nm, 16,77 54, 99.2% ( &) .

L) 8
[R-R,R)-2- (4-FFK) B, 6-—Fx-5- (1-¥%¢z
E)-3-FA- 4 -[FEABA]- 1H -w%- 1 -RR, HE (2:
1)
4%(4R-nﬁ{) ~6- (2-REAZHK) -2, 2-—_9wx-1, 3
w-4-ZB1, 1 -_FRTE, 7.8kg (£#H6), (+)- 4
~i o~ [2-FE-1-8RAK] -y -E&K-N,p-—$A%5TH
BH[R-(R', R, [R-R’, 8N, [S-(R’, R)HF[S-(R’, S FHAKR L4,
12.8 kg ( X3&H]7), # 2.1kg # ERE 120L £5R/30L THF i pa
He R ETR 40 R WEE A, M 90L RTA VA SA 5.0 VB,
R A LEAHER(GL.6L), # HCI62.6L)%%, MEAREM. #
FHHE T FEI5.0L)F, MA 1.6 kg 37% HCVISL K, HEEETH
HEBRAW 12 DB, A 4.0 kg 50% EEALH A 201 5k & 8935 5. ¥
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EEBRTHEHRE 2 . EERAPAKALRLAE, FARTLAPEAS
(400L)##. 4=t K &R HCI(3.8 kg, 37%)/10L K4, H&EF&RT
AFEBQ00L)Y. “H& A TFEG6OLHE, 8 1.8 kg 50% £.£.4t
HA/134L K24 30 548, 54K ZHEH B EE 16 M. A Ik,
RERBRTEATERA67.SL)E. FHEAKRAILEE, A 250 kg
LEA5/66L K, RERAHEZR TR 1.2 MW, Rig2H, $e&is
50 CTAETLHLE/ERA28L/70L), ##KME S50 CTRLBRTLE
BX(60.0L/42.0L)F AEH. & HANRBE, FRALKLRE/TERE
#%(0.63 kg F A 165L K/ FE 10: 1 PHILERF) ik, FHMAE(E0 T)
AWEMNPRRE. RER/LBRLERETHEEMN, RELT T8,
133 10.1 kg (57.4%) & & E 4K

1H NMR (200 MHz, DMSO-dg): & 9.82 (s, 1H), 7.52 (d,
2H), 7.22 (m, 6H), 7.08 (m, 4H), 7.00 (m, 2H), 5.75 (s,
1H), 4.80 (s, 1H), 3.96 (m, 1H), 3.79 (m, 2H), 3.54 (m,
1H), 3.24 (m, 1lH), 2.11 (m, 2H), 1.98 (m, 2H), 1.59 (m,
2H), 1.26-1.37 (m, 8H). '

13c NMR (50 MHz, DMSO-dg): & 178.4, 166.2, 163.2,
160.0, 139.4, 136.0, 134.9, 133.4, 133.3, 129.1, 128.7,
128.4, 127.6, 127.3, 125.3, 123.0, 120.6, 119.4, 117.5,
115.5, 115.2, 66.3, 43.9, 43.6, 40.9, 39.1, 25.6, 22.3.

BAtH %4
L A
4 -FPE-3-FK- N-¥5EN8K

AREANREHEE, Aeis, PEBEIY 2L = o HEERA
AA 26 L FX, 173 kg (12mol)4 - FX - 3 - AR KB FTEH 72
g(1.18mol) Z = . M RASWE 80T, HimA 0.49 kg X8, ik BA
M EER, HFFFBEEM. 40 545, 3—F A 0245 kg £B:, 7L 40
a4 e, Biit—F mAHRERO0.245 #025kg). HEHEMET - 5 b
BF, BEEMRE I8SmI EM Ak, BRETETHEHE 16 I, H—F@
WAE(KY 85 mm Hg)FMEr & 550ml EH. AFRSH, mA 2L K
AR KY., BRBEPHEAT, #H—F A 1.0L K. Bt AT EE
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(K25 20 mm Hg)l % 700 £ FE/RREY. WmABH K, XERLY
10X. RELELBE 4, A=trinsk. AETH B35 1.7kg4-
TH-3-fR- N-XEXBRBEASY, mpd6.5-588 C.

HPLC: 98.8% - $- @ &8 3.56 4-4F.

LE/K 6535 AFFBY

VPC: 87.6% - REHR 12.43 54, EA 10.8% Lk (H#8) .
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