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5= 76,451

LB 1:

Bk oy EH = 2 F 2 88 3 (TBD, 8.6 g, 32.3 mmol). N-¥ &%
%(30 ml, 27.1 g, 270 mmol)#= & B (30 ml)im A 100 ml 4 & ) BEH-F
FEREHTHERBRY, BFRAERSY. KA ThER L RS
HBEF(2 S6T). 22 I WHE, BRRERGMAZIHER. GRERE
HFMAKGEO ml), RKEFAREERAHEERK AR, Bidid
BKEREFG2g), KEHS51%, @it HPLC 7.

=34 2:

KR EA TR ME(TBD, 8 g, 30 mmol). N-F ok
(15 ml, 13.5 g,135 mmol)#F= Z A5 (15 ml) A A 100 ml 34 & ) BLikF A=
B A4 SR 6 B R BT A KA T A E AL(% 81 -82T), 22 B
B, BREBRSHAIZIER. QRELRESHFTRAKERS ml), #RIA
TR, mABINGKQS mE ERTER, BHHEiE RS Y 30 min, &
HFAEKERRFG g, KEH S53%, @ HPLC ) Z .

E 5 3:

R 3R = F. 2 F 25 8 2 (TBD, 8 g, 30 mmol). N- % 2 vk o (10
ml, 9.02 g, 90 mmol)F DMSO (15 ml)m A 100 ml £ 4w HHHEFa
ARALBRETHBARBRATY, BTRALRESY. RATRAR LRSS E
B R(% 138TC), 2206, RREBREGHAENHETER., QREREY
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FAAKGEO ml), kEFAHREREGHAERLR PR, BTtk
hEREFGTg), kFEHh 54%, @Bt HPLC B 2.

E P 4:

gy i F 5 = R 22 F 2 8 3% (TBD, 8 g, 30 mmol). N-F & vk E(10
ml, 9.02 g, 90 mmol)F= /& & (16 ml)Am A 100 ml F A4 & /) H3F o el R4
BREGRREBHT, BRRAERESY. RAT AR EREGYHEE RS
56C). 24 )86 G, RRERSGHWAETR, BREK, AEKT A
KGO ml), AEAHAFE., AdTRUERARTFE, KEH 91.6%, #id
HPLC @ %,

E ) S:

A£100 ml B &EA T, RAT,N-F A %% (9.75 ml, 8.8 g,88 mmol)
FiEmAE 125 THE 10 min, %5, MAEDHFEHF-RLFE
H8 %8 g 30 mmo)H RE L RAY. 12005, ¥ALRGHEE
TR, AREBRESHFTEBMAKAL M), BRTLEE, ¥ %5 12 ml
AImAB A RAY, BB RS, B AT B AR
shegK(18 ml), BELRKKRKF, MEH 84%, @i HPLC BT,

£ 3#H] 6;

£ 100 m] B &AM F, KA F,N-F %% (11 ml, 10 g, 100 mmol)
FhB b mAE 125CHE 10min, 5, MARGHEFA_RLTH
B3 (8, 30 mmo)E R A RAY. 12 )0KE, WRERSHAZE 80
C. B3 FERREBRESHFERMATHQO ml), stiHRITIKE.
IABI TGO mE FIRNRER. NbisPHERERSWH L
BRIFHFAHAZTE. 10 min &, £HFBKTE, 90 min 5, Ak
P AR ERAY., BiddEKERK, B2THER%E, @3 HPLC
AR EF(4.53g 93.3%KE).,

E P 7:

LA=ZFH#F, FThsFmk N-F %% (48 g, 480 mmol) ForEwm)
FEF R FTEBE(16 g 60 mmol) E 125C, FIBHIHASWLS &
. B, AFREBESHA E 80T 32 3k ik A v £ 7% % (5 ml)fe F
(50 ml). BIFREHLR, Ak Fhbap 1 b, Bk, @i
HEBKRERRHIAETHR2 I, EAHKT 100mm Hg, BE % 65T,
iff it HPLC # 5% 4 & £-F (91.5% 4 ).
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53641 8:

A ZFHMF, FidF o N-FE%%EG0 g, 300 mmol)fug -5
XA R LFLMEW10 ¢37. 6 mmo)E 125C, FIRRIASHS I
B, 3B, AHFRERSWAZE 80T, &K AR T ImAvd R *H
5 ml), AAERESHFTRAFTEGE2 ml), £EBQR5C -27C)HEFAE
WA, EAREFAN I, BARKR., &Rk ERRFRAQ
x THF: ¥X 5:32), RE T 6SCAZTHRERK 2 A, i8id HPLC
AR AT (88.8%ILE).,

E 34 9:

HEZFHF, T Phm# N-FE%E96 g, 960 mmol)FoE
XA RKLFTEMEG2 g 120 mmo)E 125C, FMBLIEF AL S5 D
., Wi, AHEEROHAZE 80CHmA FE00 ml)kEE & i mA
K50 ml), EREHREHITE, ARBEFAI 1IN, BRITE.
Wb BRI AREQ x FRK 2: 1), REF6SCTAST FIRiZ
I 2 hn, @it HPLC # 2 A £ 8 -F 1%k %),

£ 345 10:

EZFMF, T+ ik N-FR%%E(150 g, 1.5 mol)fen5F K
FoReFHME50g 0.188 mol)E 145T, Fl i A E AT HIEHF
B1L500, REgs 45006, RERASHZ HPLC B3 A 5 R F
£ 018% KD HFEF—REE. e, BAERSHDE/4TF 100CH#
MAFEQ00ml). = F A FARQ200 mDFK((200 ml). ¥ 5 E BoHHAH
E70C, R R HERASYH—FAZES0C, BRRLE. TEHBERE R
SR, AREFEI 1w, Bk, EddEKERREH %
A2 x K, 40ml). KB EKG62ORE T STAZ TRIEAFHL
£ (49.3 g, 85%).

Pk 892 B4R (S 2)5 THE (36 m)AK(22 ml)iR & Am# £ 80T
AEYMREMR, BRER. AHER, KFRAKR. BT EATR. &
RBFPhipmk, dE, ALHEKERE. F 6SCTAZTHRIEARKE
&, #Bid HPLC AR %4 99.5% 4 E R &F.

g #4] 11

Bk w5t R A = R 2 F 2k 8 2 (50 g)F= N-F R kA (150 @) A B4
MRS, ARERBETN 1 AREEY, BRAAERSY. ¥
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R RS m#E 125CHF S I, £ 80TC. /mA DMSO (200 ml)
Fo P EQ200 ml), ¥R ERASHE—F A ZE 60CTHAN 200 ml K, ¥
BBt —FAZE 10CAHE 2 I HMmRESOCHE 2 K. &
L@ FRXERLLREWAEZIOCHm#BESIC, TLHK. HAE
REWHAEE N0CHHH 2 o, BR#AR, AZLRARXIFATFEA00
ml)F=K (150 m)zk 74, @it HPLC # % 4 £ £ (80.5g, 99.5%%k & ).

10



