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H H Oa N_ .0

N N o Y Y
N ew, I N. _NH

+ ClCNCO ——» \[r

0
F cl : o
| F cl

# N—(R# )5 B8 (18.97g,0. 180mol) s A 1— (2— 4,
—A—REE)—3—FJR(29.2g, 0. 144mol) 5 FE R LM, #
REBAMEH 024 H TR, BHNFEFY Y G & B %G
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1g, mp 225—228°C).
Fix tHEMNER EAESBRRNR.FETENCEY:

- FHs

Y'Y
Uﬁnrm _

U X Y mp°C

H F F 242-245

H cl Cl 200-204

NO» H F 180-183
L 4

Ha1—C—R—4— A5 HERE)-3-—FE-—s—Z%—2,

5 58 B (70% 4, 8. 3ml,0. 131moDAm A 1—(2— R —4— AKX
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HE)—3—FHX—-s—=v—2,4,6(1H, 3H, 5H)— = ¥ (32. 4g, O.
1N9moD) ERRBEFHER BHEREBREHNEERFEE 10C
UT. WEZB EEZRTHREAREBRAYHH 04,4, 4 HE
10CHRAKKGFEE TRGEGKBERBASW. 52 0 E 4 FH K%
HFRF ,Z2 B~ h B & B (28. 5g, mp 135—1397C),
A EAARNEF BAESRAY I — K% —3— 8% —s
—=8—2,4,6—(1H,3H.SH) =B .18 %5 T @ o144 .

X Y mp°C
F F 100~-120
Cl Cl 220-222

L 5
1—G—48#E—2—-F—4—FBFAHL)-3—FXx—-s—=—2,4,6
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CH CH
O

I):TNH+PWC + Hy — ﬁ\n/’m

£ 0.38MPa(55ps) I E A T8 1—C—f—4— R —5—#
AE)—-3—FH—s—=%—2,4,6(1H, 3H, 5H)— = BH (28. 5¢,0.
OOmo) A FMHE LI SUBNBUDELRLETHRAMELN,
BEERUR L R RERERANHAETRE , BENAFH”
MABEEREEN 244—245C,

EAERKELHEENEF EREYREH 1 —HEERX—3-—&F
H—s—=Z%—2,4,6(1H, 3H, SH)—=8.B 3 FTE 44,

£,

Y'Y
HZNmNIrNH

X Y mp°C
F F 194-196
. Cl Cl 145-151
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L 6
Fla1—U—F—2—F—-5—(RA—-3—FX—-2,4,6—=ZFK—s
—Z%—-1-HXE)-1—-FHE—1.2— 4SBT E

CH
i3 0
Yy
+ | o
H_N N_ _NH
i hif
X o
F cl

7, o) 0 N 0
IO
F ClO

EI10CTH1-G—E£—2—F—4—RAFXH)—3—FH—s
—=%—2,4,6(1H, 3H, 5H)— = & (23. 4g,0. 0816mol) 7 3,4,5,
6— 9 A L48 K — ¥ BF (13. 04g,0. 0857mol) £ /K Bt B = By 3R & #
BN, AHEBCHEAKT, TREFHNKBERELSY, F K
RERINEGRAZESHEF TR . BHNFAEF YA KEEK
(22.5g, mp 154—165C),

ERERIHEHEF ERESRANI—(AEFHE)—3—
FH—s—=v&E—2,4,6(1H, 3H, SH)— =, B2 T & 41L& 4 .
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THy

fdah e
N_ _NH
0 il
0
X Y

X X mp°C
F F 135-150
Cl cl 125-135
H F

:‘\ ; /[;, 7
HEI-C—E—-5—(U—HIH—1.2—4BTEE)—4—4AX

cH

Oa. N .0
77 Y'Y

N NYNH + BrCH2C02C(CH3)3 + K2C03'
o m
o
F cl

CHs
0 OYrJYO
N
j( CH,C0,C(CH;) 4
0

N
C

/4
N
0
F
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FRTEER T B (5.82g, 0.0299mol) &4 1—4— 4 —2— 4
—5—(RE—-3—H£-2,4,6—ZFR—s—Z%—1—-H)EHE)I—
1—F TH—1,2— — % B T B (8g,0. 0199mol ) # % Bk 4% (4. 13g, 0.
0299molDE NN~ P EH BT HRAM, EE B THE 18 4
B HENKF T IRE B KA AR A, KRR R BB &R HE R
T. R8N E" A 6 € B &6 13g, mp 105—115C),

AEREHENEF EREYREY I -G—(RE4—3—F
A—2,4,6—Zf K —s—Z—1-H)EHFI—1-FETHE~1,2—
THEBIEMETHRAEAT B TEOMESY .

X X R; mp°C

F F CH,CO,CH3 100-115
F cl CH,CO,CH; 95-110
c1 cl CH,CO5C (CH3) 3 95-100
c1 cl CH,CO,CH3 120-125
H F CH,CO,CH3 110-120
F c1 - CHCH=CH, 91-106

F cl CH,C=CH 105-122
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L w4 8
HE&E3I—Q—4—5—(U—HoFE—1,2—_HABTEE)—4—FX
HIWE—5—FHE—-2,4,6—Z4FK—s—Z%—-1CH)—7#%

cH,
) o N O
/ Y'Y
N N\W,N\
o) CH2C02C(CH3)3 + CF3C02H
O
F Cl

7,

o) 0 N 0]
N N\“,N\
0 CH2C02H
0
F Cl

B3-Q—4F—-5—U—HHE-1.2—_4LBTEHE)—4—F
AEIWA—5—~FE—24.6—ZFR—s—Z%—1CH)—7EXK
TE(5.92g, 0.01lmoDZEZ A LEFBERER 2 MK, AHEE
mALZRE BERBERE., SZRKEERELRY LT RE
EREBERFANTFRAF N —FEEERKR. 628, HBEH 75—
80°C). |
L] 9
& 3—Q—F—5—(1—HHF—1.2—_4HITEAH)—4—fAX
HEIWE—5—FH—-2,4.6— 4K —s—Z%—1CH)—ZLBER
By
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N N\n/N\ '
0 5 CHZCOZH + ICH(CH3)2 + K:_,C.?O3
F Cl

$H,

0  0a N__oO
4 Y'Y
N NTN\
0 ] CH,CO,CH (CH,),
F cl

i 2—#F 5 (0. 849g, Smmol) fo 8 B 47 (0. 69¢, 5mmol) 4
3—C—4—5—0—x CH—1.2- 4B TE£) 41— % 8)Im
ﬁ—S—?%—2,4,6—Ei(ﬁ—s—i”z;?s——l(ZH)LEﬁ(l. 5g, 3.
13mmol) 7 NN—ZWRFGE P NBRE TR TRY B #5
AKF, ﬂ:%ﬁfiﬁﬁé’w}(fﬁﬁi&é\%,ﬁﬁ?ﬂﬂ’ﬂﬁ?ﬁﬁfﬁﬂt%,ﬁﬂ
WA —F K EEE Q0. 65, £ 5 5 100—130C),

LR 10
# & N-E(4—ﬁ—3—‘sﬁ£€2€%)’;’n%?&%Jﬁﬁ&&ﬁ%
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OzNUNCO
i + NH,CH,CO,CH,CH, * HCl +
H H
O.N N. _N
2 \[r ‘CH2COZCH2CH3
N(CH,CH,), — 5
F

HA—R—3— @ E XX 5 R B A (10g, 0.055mol) &£ % A W4
AT WERALNE OC, A AR LEEAELY (7. 7g, 0.
055mol) & # , I = Z f (5. 56g, 0. 055mol) 4 32 , ] i 44 18 & {3 3
EIOCUT EZRTHE L HFEANKD, HLBERZAL
BBEW. EAFNERK KAF IN BBPEKEE, AL AR
BRTRALZRGERE BB ATERIANAEEN A 26
Bl 4% (8. 8g, mp 115—120°C).,

LM 11
EN—(C-AE—1—EXL) AL TERLIY A8 &
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H H
O.N N. _No
2
Y CH,CO,CH,CH, + Pt/C + H,
o)
F7O
H H
H.N No _No
2 Y CH,CO,CH,CH,
- * o
F

# 0. 34MPa(50psi) 85 H o ff N—((4~f —3— s £ £ )
— 2 A FEBAIH 4 % 78 (8g.0. 029mol) fu £ & M 8 F #5 5% 8948
O.5)EZBLEFHRAWAL. EEZERUES. RETER
REREMAEKBFANEEN KEE . T RKEZEEFRT,
BENFREFHH G € EHE U 52, mp 152—153C),
LBl 12
HEN-GB—(Q-HeHE—1.2— KB TAR)—4— FEXIE
EFBREHEH LB
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O

H H
H.N N N
2 -
U Y CH2C02CH2CH3 + @0
0
F

0]

)

/4
H H
—_— N N N
5 :©/ Y CH,CO,CH,CH,
0
F

F 3.4,5,6— 14 F At 4F K — ¥ BF (2. 43g, 0.016mol) & 3 N—
(B—RE4—RAXLEAXFEHEIY 48 28 (4g,0. 0157mol)
ELBRFHBER . E 100CHIR N o AHEFTBAEANAP, o
R NKBRBENE B - FER. A LB LE/CEARE s
mEREGRAE Y —RECEE L EH 72—82C,

Lk 13
WE—B—U-FeH—1.2- 4B TEH) —4—E£Ims
—2:4,6—Z 8RR —s—Z—1CH)— 2B 7K
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0]

/4 _
H H o
N N -N< I
o :I::::T/ \WT’ CH2C02CH2CH3 + ClCNCO
0
F .
o ?HZCOZCHZCHB
—_——p

7YY
Seas

A N—(E852)SABEQO 77g, 7.3mmoD L B(N—(3— (1
—F e —1.2-ZHEBITEAH) 41— FARIEEFHREIHEAR
LEE(2.45g,6. 3mmol) A B R P WA &£ 60CHH 12 MHHAE
TRE,GE -—MHER, ZEKEEZEEF CTER 24 o, 5
A A — M E e BEQ 13g, A K 135—150C),
L 14
HE5—B—U—FHFE—-1.2—4BITEE)—4—FAFXLI_F
—2,4,6—ZfK—s—=%—1,3QH, 4H)— 2%, 1- KT &,
LE
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CIZHZCOZCH:_,CH3

0O 0Os _N_ O
4 Y'Y
N N. _NH
+
/ @/ T BrCH,C0,C(CH;), + K,CO,
0
F .

C|2H2C02CH2CH3
o

0 Os N
i MY
— N N _No
; j@j{ CH,CO,C (CH,) ,
0
F

% 2 7% & T 8 (0. 689g, 3. 5mmol) v & B 4 (0. 484, 3.
Smmol) 4 Fl A A\ 3—(3—(1—HHE—1.2—ZHBtEAH)—4—
FEREINE—2.4.6— A —s—=Z%—1CH) 8% 78 (1. 35g,
2.9mmoD A NN——_FHFBBKEPIPHERAY, EERTHEIHH
BREBREMHEH 18 BT ENKPHACHER . & HAFINERKE,
REXEE AXAABRETEAELSRE , RE KA N —F
320 € Bl 4K (0. 8g, H A/ 95—105C).,

L 15
HEI—C—-R4—AXBONE S5—FE—-2,4,6—ZFK—s
—Z%—-1CH)— 7% 7R
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NH + BrCH2C02CH(CH3)2 + K2C03

_—— s N

N
/@ CH,CO,CH(CH,),
o)
cl

EEERTH1I-QC-RA—4—AXF) 33— FH—-s—Z%—2,
4,6 (1H, 3H,5H) — = B (40. 9g. 0. 150mol) , % B 4 (31. 1g, 0.
225mol ) Fu & 7, & 5 F B (29. 1ml. 0. 225mol) £ N, N — = ¥ # ¥ 8t
R B ARE 2 AR EANKP AR LR IEER  KKA K
BAAAANERR, AL KABETEAELSRE, B2 —MHERK
W, MEERKDAERR OKE 10 LBE AT K+ WE R #£1T
bhEeiEsg, G MnR~hy — M aeB®GL 5g, B R 127
—128C).,

L] 16
e 3—C—R—4—F-S5—WEXRBWE -5—FE£—2,4,6—
AR —s—Z%F—1CH)—- 7%

F
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CH,

N N
/@ Y TcH,co,cH(CH,), + HNO
0
F cl

#3-C— 44— AFRIIE—S—FE—-2,4,6—ZHR—
s—Z#—1(2H) — Z % 5 % & (48. 7g, 0. 0508mol) 7 K B F &)
BRAHEOC,H IOUHEK Q. mDRE.EEE TRERH, A
90 % # Bk (1. OmD) &L 72 , 4 £ 4 /6t A Q0% A BB (2. omD AL, Ei&
TREHHE,F 0%HEEAQ. omD L E HHE L ARFEAKE,
EEEMABERFE —FEE. ALAABRETREZERELRY
WERHAESRE BENGESM Y —FEEMK, L NMR i
AR BN
L 17
HAE3-—Q-F—4—FA-5—HEXRBONEA-S5—FE—2,4,6—
ZER—s—ZH—-1CH) - 7B FHE
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PN
CH.CO.H + H.SO + (CH,).,CHOH
0 2772 2774 372
F Cl

G,

o)

Y
O.N N N« ‘
. 2 \n’ CH,CO,CH (CH,) ,
5 .
F cl

¥3-Q—f—4—E-5—HEFRE )N -5—FH*—-2,4,6
— Z48 R —s—Z%—1(2H) — T % (43. 6g, 0. 105mol) fv 3k 7t B
(25m) & 2—HEBEQGOmMDFHERERK 12 e, R HEFRHFI
KR -—HEEK. ZEETEERENTAS YN —F Kb € ERE,
ZNMR XS RHH A BRATTESRKEFEEXL. BT
BRIBERBHYKEARAY AT KARE TRANFEREHF
EZRE . BE -—HEEedRY. XZaRWAERP2.5%Z 5%
(RE_SAFRIPHBRBAREECE S B, XRE —UFAE*Y
A—HEERK,
EwH 18
#lE3I-—G—4EE2—4 41— AXB WA -S5—FH—-2,4,6—
ZER—s—ZH—-1CQH) - LB R HE
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O_N N N
2 \rr \
5 CHZCOZCH(CH3)2 + Pt/C + H2
F

cH,

0

OYNY
H_N N N
_— 2 ~
— m Y CH,CO,CH(CH,) ,
0
F Cl

F3-CQ—F—4— A5 HERLNEA-5—FH—-2,4,6
—ZH R —s— =% —10QH)— L8 & 7 B (34. 8g,0. 0835mol) fu 7£
B S (348 E LR LE P HNRA WAL, HE 0. 62MPa
(Ops)WERU A2, REAREZRN RGN HAETRERE —H
Bk S EAKFAERT I0NE 204 L8 £ R F KT NEREAT
Befs S, BRAARM AN EEALR. ZAKRAERLHY
SUHH (.5 ELBR LB THRANEAN, HE 0. 03¢MPa(5psi)
WERUEL.REHLREANRBEHHESKRE FE AT NA
# 6,8 K, % NMR ;i 4 5715 2l 5 A
LA 19
a3 —QC—f—4—FA-5—FRBERDINE-5—F&—2.4,
b—Z AR —s—Z%—-1CH) - & 7 F B
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o)
o N PN
| 1 cHcocH(cH),  + of N
F Cl

fHs

had
0=C=N No _No
- m N cH,co,cH(cH,),
0
F cl

A 19MBEBEAEFRUImDF HERALE I-G— A%
22— B REREIEEA -5~ FE-2.4,6—ZEK—s—Z%—
1(2H) — 7% 5 7 B (4. 0g, 0.0103mol) & B X & #8445, Bl 7% 3
NHLEHEZHN S RE AFEAGRE AZH20RE . AEEHE,
EZRE GENAFR W —HE&EEH K, 2 NMR Xi& 54153
#ik.

SE #6420
W& 3I-HGHAE K L8
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Br

HSCHZCHZNHz + BrCHzCHCOZCHZCH3 + N(CHZCHa)3

54 E . KRR 2— 4 & 5 B (10. Og, 0. 130mol)Fo
= K (36ml, 0. 260moD) E R F B AN 2,3— ZRHR L&
(33.9g, 0. 130moD ERF/FXQ:L.O)BEAPHNBERP . EERT
BZERBAEMEE S M A RAEZSRE . RE —HEERK
K, EEZEABEZAK, BENIRA=MA — L ERKE,E 0. 4kPa
(3mmHg) B 8y 3#% 5 4 121—124C,
£ e | 21
& 3—-2—4—4—H—-5-05.6,8,8a—W&E—1,3——H&HK—1H
—ok (5, 1—cJ(l, 4)— % —2CH) - FIXEI)NE -5 F
HE—2,4,6—=ZFK—s—=Z%—1CH) - 7% 7 HE
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0=C=N N\n/N\ s
j@ o CHyCOCH(CH;), + E l
F

Cl E C02CH2CH3

CH
—\ (3

Y Y

- YT
\r( CH,CO,CH(CH,),

0 0

F c1 |

EEETH3I-Q—4—4— A 5—FREEXZONEA—-5—
Bl—2,4,6— K —s—ZF—1CH)—-Z®H K8 (. 11g, 7.
smmol ) # 3— & Lok % B 7 BE (1. 44g, 8. 2mmol) £ ¥ K ¥ hiE K
Bl A, ANFEI— i H AR EAE EERTERHAN
TR EH-HEEEK, BEHNRATREFAELTRE FE —H
Bewk, SHERPAKFAERP IONILBE_RAFRFHNE
REITEEEL, BHNLHRAMAYNEE A K, LA KA E
BA ISYU LB LEBE_AF RPN RABTRECELSE B W
FREAEMAKE EHK,EEN 147-155C,

SE M. 22
Hg3—02—8—4—F—5—(NE—1.3,7- AR —1H—%4 ¥
(5, 1—c)(1, 4)— €% —2CH) —F)KBIWE —5—F X —2,4,6
—ZEK-s—ZE—1CH) - LB FFE
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:]::::[: \w’ CH,CO,CH(CH,), + NaIo,

7\ s
— 075 N~\f50 OQi/JL\fQO

¥ "Nt
" CH,CO,CH (CH,) ,
F Cl

15 4 iE, 43— (2— 8 —4—#—5—05,6,8,8a— &
—1,3— &K —1H—k % # 05, 1—cI(1, 4)—EH—2CH) —
BI¥AINE—5-F£—-2,4,6—ZFRK—s—Z%—-1CH—-Z
% 5 FE (0. 95g, 1. 75mmol) & F & (10mD F R A M WA BB
4 (0. 38g, 1. 78mmol) ZE K (1om) P i ¥ ZBE AR ERNE O
—5C.MEZE B AR REMEEATRAE RS A -AFIEH
B, %A IMKHPO, 5Hif kit AEARBRETR,. XX
KB —REERK, HEAAARR.IONIBE _AFRF
WERR 25U RBE_AFRFHERETREEEN B, 7E
BAREE 4 B 4 8 % (0. 59g, mp 175—180C),
£ ] 23
HleEma—1.2— e _R%K - LH
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H C,0n__N<
Y N” TocH,  +  Br(CH,)Br + K,Co,

N,C02C2H5
> |
N{

C02C2H5

1A E. & 1,.4— 22T % (81. 4ml, 0. 682mol) fp A\ &

,2— Z 7 Bg AL A (100g, 0. 568mol) Fo 5% B 48 (158g, 1. 14mol)E T
Hﬁ(GOOml)“PE’J/i/\%“F’ VxR BREMEF 6N, AHEEIR
AR EEZREZER, B —HEERE,BREZE FE H5RE
4k & 6 54K (90. 8g, 7 0. 1kPa(0. 9mmHg) Bt #y3#% & 4 115—
120C),

LBl 24
HEREARELRNLY

|~ C02C2Hs
C + HCl/H,0 —» C
N<
~c0,C,H,
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PHE—1,2—"ok — % % = Z B (45. 0g, 0.195mol) 7 3k & %
(AmDF W BERBRTER.ETRE.BFE — MR E6EE, BizE
BELRYBREHEH 1 AHFLR, TESEHER, BEGFE>
7 & f B4k (19. 5¢, mp 163C),

SEHLAF) 25
W& 3I—C— 44— A S—FRAREXDOINE —5—F£—2,
4,6— =4 R —s—Z%—1CH)—- LB R HE

o,
o S

O N
s L
2m\n/ CH,CO,CH(CH;), + €l Cl +
F Clo

oy

0 0
N(CH,CH;), ——— :

NY
SCN N N _
T CH,CO,CH (CH,) ,
0
F Cl

¥ 45 44 108, 4% Z ML 3 (0. 50ml, 6. 5Smmol) v A 3— (5
—RAE 24— FRFERONE -5 FRE—2.4,6-ZF K —s—
Z%—1CH) - 7% % A& (2.5g, 6. 5mmol)# = Z & (1. 8ml, 13.
OmmoDEWE A HFHBERT . AT B THZRE N BAMER 4 /b
2 AHE A EHRBEH IR, EXRGERA.BAFRAE Y AR €%
KM, % NMR X% 4547 15 El 50
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5C 4 26

&3 —{(2—Ff—4—F—-5—((WE%E—1CH)—B)Rn &4
BIXEIWE —5—FH—-24,6—=Z4FRK—-s—Z&—10CH) -7
B A

tHy

C N\fo
SCN N N NH -HC]
H \rf CH,CO,CH (CH,),
0
F Cl

T3

‘ o N
+N(CH2CH3)3 —_— o \(
N'N N
H

H
N N R
\rr \ﬂ/ CH,CO,CH (CH,),
S 0 -
F c1

o

%= 2K (2.5ml, 18. 2mmol) W E 3— (2— 4 —4—F—5—
FRABRERDONE —5—FE 2,4, 6-ZfR—s—=Z%—1
(ZH)— Z® » W B (2. 79g, 6. sSmmol) fr X B % & E & 1t ¥ (1.
45g, 9. ImmoDE FEE P oy B A M. B % K BB &4 008 &1}
FE220-25C, WEZE EEBTAERE AR L ALY, LT
ARE LB LERE . 2 BANME RAA KR KRS, ALK
RBRETRALZRE G BB EH K, LM AR 2.
SHEIONIBE_SF T WERFTHREC LS E, 23 Wi
BN & €8k Q2. 15g, mp 105—110C),
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L] 27
#l&3—(2—8—4—F—->5—(WE—-3—&K—1H,3H—(1,3,4]
W (3,4—a)— - 1-THERIRXAIWEAE —5—FH—2,
4,6—=ZFR—s—=Z%—1CH)— K% HE

OaN_.0
, Y
Q N NN«
N T - CH,CO,CH(CH,), + c(o)cl,
s o
F cl

CH,
0 NYO -
N N _N
N ~
- Q /j@[m’ CH,CO,CH (CH,),
s 0
)7’ F "

E0 L HME,H3I-—{2—F—4—R-S5—((HEHE%—1
CH -2 RRBEEAEIRXEINEA—-5—FE—-2,4,6—=Z&HK—s
—Z—1CH)— 7% 5 ®E(1.50g, 2.9mmoD# 1,2— 4K
PHBERMATEAHE 0—5CH 20% % & A& F X (2. 91ml, 5.
6mmo) PN P MEZE . EEZRTHRHZE N EES Y 2 /Mo,

KRB ARE AL ARBEETREHAETRE, FE —FHEE
Wik, MZBAAERT 2.5%E 10K IBE L F kT hiEd
FhREGEL,B.FRNFATH N B €8 %K. 18z, mp 97—
107C),
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L #) 28
#&EL—-F-2—FN—BEK

H,N 9
:@\ *+ CH,CCl * N(CH,CH,),
F Cl
H

-»> H3CYN©\
© c1

F

¥ ZBE R (24. 2ml, 0.34mol) & 18 v A\ 4— & —2— # K & (49.
4g, 0.34mol)Fo = Z fE(47ml, 0. 3dmo) E WA S H Y B =, [F
HERNBRAMNBERFE20CUT. WEZE . BEZEERA
WEZRTEERBHFEINIRIE P, RAAARE K EEZE
MBR AL KRBEETR.ESRE.BE M KAGEGK. GZE
RELETHRAMBH L8 TREFAFES S &€ BHK,
SE #5429
Fl& 4 —A—2—FA—S—BEN-TEBEXE
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H
H3CYN
m + HNO, + H,80, —»
0
F Cl
H
H3CYN NQ2
0
F Cl

¥ 4&—H—2—FAN—-ZEBAKGlg, 0. 272mo) £ K% &%
(Q00mD) ¥ R & A HE 0C, F# B (% F 9%, 14ml, 0.
300moD) AL FE 45 4P WL L i # 10 W H#HBEI K L, RSB R MK
BERREH . GRECEK. AKER. AT TR, AEE/2HEAQT7.
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