A HLHI %

HARG LR AR AU IR BRI Y. RIR LT
FHE G AR LA SRR R, W AB AR SRS RO . A
HRMEA N Perkin J W45 B8 5 BUSESR .



KR —F T NFRMH PSR EmMEEA

b S 2R ERE, Hoh DR CCRRIIEERRD A, 24k 1~5%,
FHNEEA 11~12% 17 TR (XA, 0.6%M (. YR, HAm%s.
WNHERS S SSBREAL E4, DhE T AT (125%). 7K (2%) M ZEE (2%) %%, #F
R HIEIRE N 1% (AR 5%). FF TR T/KMCE, AT,

UMMERE A2 LS WS AT AW, E S A R 1,3,7- = F5E-2,6- 4K
M, gk r

o)

6
7

INTSP—NH CHs—N N—CH
L Jg P

N 4°N o) N NG

3 9 |

CH;
M UNIEHES

B g K mHE R R G EHIR AR, TR, BRI TOK. Ol &%, 15
100°C I} RI 2 45 ok, FEITFER T, 120°CHTHEM M B3, 4 178°C I THER
Po TLAKINMELEE 2R 234.5°C

T PR A e, AR IE S (A SRE. RER) T
NG BB L S S L, SRS 78 S VA E Ao D o KL IR s A A e —
Lo Yy 5T, R T Tk Al

IR S| L [P S IR S-S BV N = 5 il < Sl = R c bV VY [ PR N U B2
FIRFEAEH, WOTE i e X 2y, et 2 E A Lk (ARC) 5244
M52 —

(711

29 Z5M, 95% 2, AR
[S:5 09K ]

FREX 2gZ M HIE AR ir ™, O s < p 2, e iR S 0 o —
[FIARA BT, ARG S5 A 20mL 95% I 1 15 JEs Jpe L4 e AL 7 B2 H 4 P 12 H
BEE o NP, HEERURRINIE B4R, S RIF FiE ZE i A, X R I 2
B2 R ESAR 1L /NERY, B b, Sus 8 e, RO P K
oy 2w,

EHICFRBMIAZE R A, AL 19280 BB, (2 Bk s
TP F AR A KoK 2y, IF B ET IO ACIR o VA H0 5 B 22051610 E (10K
Ay DL THENTG G =1 o B A = MR 2F S e R DRI 2 /ML e 4k
(MR m_E, FHH N TR, 2838 AR T 150°C R T4 15 2 Bh R 15 1l

1



T, A 100°C A A . IR FRIIEAR, 27 L B IRk, 00 AN
FIPEI RN o R K IR FERNIY 4], FHE 200°C a4, dkETtAE 20 4r4h, 2 Tt
H5EA . B IFPRIIMIEEEE, I s . — M AT 45 21 15~25mg ) ik B o
SHORE Ry BT ()05 5k 234.5°C
fai S FH e B an i 2-21() s o
(QUiRED |
(1) ZEM A0 VE SR M B AU R — N IE AR A, LR /N R S % I e s SR 7 i X
JiCo o FEANHEE T E e s SO, R AR, DASe s 28T
%, AVE LT RMIE, AL R4 52 1 A )
(2) ARSI A H R SHAR IR i 4 s o MR IDT S s WL 1l 2-23.
(3)  HHEHURBIEIR RIS, By 45 (R4 E
(4) P CREATT ML T, BRI, HRE IR K.
(5)  AH I KR FIER, LAk 2380 2%
(6)  FHHERR I FIRK I, N HIERE, LA .
(7D R R ST, FHERRAE I LI R ARSI il 2 Ok .
(8%
1. BRSERCFTRIITIEAN, AT A2 75107 F R s i o S e ] 2
2. FELURIFHAE M R et A2



KP—F= Rk

A RAEOTEILRI R BLRERAE, 20050 3 “ A mBeR” b 2-12
TR AT RN
(e b %]

R VAR (DS RIEE SN F e

DL AR AR B 3R, LA 102 1R LR B4 sk A e R X T
SR PHUD) AR AEHE A, W R 700 i A B s, ks fe b, 9503 (D) E 2
PO o MRS U, w AR R 20 (G AR ).

Bt 20em K fr) /N R B, DL 25mL /N TRV D B 332 %
BT B VEB AR (BRBOEE), e TR I OISR, BRI fElE
i i — )2 )5 0.5cmifi A7 el (U — 5K EEAE A ARms N IEARANE Do RPN 2,
W FEN IR, BLAONFE R 3/4 AL, FTIOTRZE, MR 1.
TR B S, iR A G R PSR ES (Z12~18g), TR Y
R IR BB, BTG T, e P e S R 3/4 1,
6 Lifin—2 0.5ecm/E A erb B, Bk, —HORRE RIRRE, FEEARRETR
ST 11 1=,

BT RG2S RN, QPTG 2E . HIR B HTAEREINA ImL Ay
50mg 75 (I1) K S0mgs il HE 2 e (Rl ™ o RS 28, IR0 42 A 0t
Wb, A RDEBGRE N R . WkIESE 2~3 Ik, H ARV L.
SRR AE TG AL T e o - L 2-29), ) 1:2 1 418 ZW- A il B
SOmLYEME, 42 Ik [ i -

ARGN PSR (1) ES L3R NN A %) S & RN PR TEB =N R r s
(M B SO RGNy, S AY, QREEME R o (.
AN, AREEE s 2B (2 30mL) VESGBEIL. RGBT
VeI, 5 dslicsR, 2Ot hovik. K S e () A i
SEORNE I 0 i T REe 28 R R 0. DRZE T IR B2y, HIZLAMT
BT, AR RSE R, T RR I R
T BRI EE IR R A SR 1) 4 8

) A (A . AR AV 15 2 B A SR A B b om R TR I, RIS E o
FERE N ImLARHROG S SE AR Ao 49 01T e 28 S0 2R i, e i
EIMAVEIBG Ve LR INAEATBE TR S . RIGAE O AL R3S s, W
1:2 [¥) LR L G- A VAL o P TSR In S B Ty, . 2 8 38 € 2 1 T Jl R 2
B MU ORI IR FIAFE R, BV — %% a8, BRIt )R . R



Jr SRR T IR AR RS 2 2

) b, o0 ol R 2 AN R 500, VNl TG DI R PR LR

W (15 ok 147~148°C, ARAEFERZ 4 8 71~71.5C.
| QiRED

1.

AN, B TR B BRI B . e ORLRG f2: RERI B4
FCK I 1710 5 1/ 52855 eb 0 6 ke, HL PR 0.5 %8 10 K2 1,
S DD €64 1 W BT P 1) 1/10~1/4 T, 8k 66 Wk DL 28 FT A G 4018 T
o P SR 2 R O SR VR 8

(R S 5, 6 B . 2R R R IR
5 CERREHIRBIRED I, 2R IE B S 0001950 . (E e
Ay, XA B TR

PN TR E 0 FEMRHN RSO A, S5 3 30R . 20 T
o, P 359 R R T A /S 0 I 70 7

Iy TR TR0, (AN A 2R B R B 7
S SRR T, AR TR, MUSIER BT
T PRV RS M B AP B 23 SV TS SR

WA B R S, U PR B 10 28 TR T VAT UE I

S50 L M T SR 2, VG S R . Ay T VRIS B R A
SEROML A, T AR ) E T AR R 4 0 98 2 R B 7

S 0.55 SEATRHEHOMA 0.7 SABREHL A T 100 S8 T K.

(/i)

1.
2.

3.

A AR R B2 73 B PR A ORI v ) e i 2
R T B, BB NN S, AN AEAE R e 2

@ § T @ ¢ T o,
J <Wls;
NO, NO,
NO,

BT A R AN, SRR 7 BRI ikt e ?



Sl R

A7 2 L ) SRR RI R AR, 23 D58 300 “ AT WA 2E SR B B R 7 v 2-12
RN T OEEP AEa

ARSI DURE RS A R B 5], 3R TR 2T 4k 22 R 77, i e 2 RAR . T 1:10
(1) 1R £ I VRS A5 A R TR o o S 0 M I P (D) A 3 f e A8 i
SERREIOIRAE, I MR 52 A KORE 2 %o
(7]

1:10 ¥ 1% ZWR-A iRV A8 AR ECR M 2RI, 8T IR R
AT TP FRAW, AR TR, SRR, — KR
ARG ITRATH 1%I0R T LT 4 KB, FEIRG, FEIRGFosss
(@RwL ) |
O

I 10X 3cmZEA45 (2B 5 B, Wii%. 7E SOmLHEEI A, N 1% F 3
LY (CMC) K¥E OmL, ZEH A 3gRERGM, BT (KR . i
ERICRPRY), T LR o e isfmes gy, /EaE A
LRGSR G A R e B B, —JLIfE 3 BLrEeGIR. #
WU RGHR AT B T2 & &, E=IR FCE MG, ST, 2
THEZ 110°C, JEE/NREECE, WS T TR & .

[FIRE, 75 50mL= MM, JHUE 19%% H LT 4E 240K AW 4.5mL, &
WM 159 GFosa, WA SIRIAR, Hlk 2 Pt IS GFosati . HIE. TEHALSE
PRI G
2. SFf

LN T 23 D f 0.5~ 1% RN 5 PF () R 2R3 DL SO —Fp A
P —JCIR AW AR, . 76 EAREIRGEZ R —uh 1emid, YRR —EHLZ%. I
B PP HR BN ARSI, P BRIt i R, SRR GR
AR, i s TR, Il SR AR

W 2 RN IR (1) 2R i DA S X BRI S 1 — el &4, R ik
A, TR GFosa AR F AU
3. JEITLENL

LA 1:10 [¥) LR L6 i IR A5 300h FE 57, B s B B S R 2 BN O BN
JERTRLT, BT DR ZEHTEL (LK 104-1(a)), ¥ R T 57 I g A4
FEIE SRELE (Do SR IRAE R, RARIFAINZ 0.5 emll, 3 B3, Mg
TEFRITHT BT BB AR Fon 2 LomAb i o PR BB 7 e T 370 LTI ai v Il



Fits (LK 3-1b) W, gl s AR OR AR &AL (R AR,
RENFEA o TR GFsa R EEAMT (254nm) BT EE, F Y B E I 25 b
Ly, THHERAE.

wE

1 rommmemen il
WL (e s ) k.

"ﬁ‘-i‘ﬂ]ﬁﬁi%%ﬂl%ﬂiﬁ" :
fE R BT R EBR)

IS A E

mamEEmArml:  EA s H—
(bandl, 5 B _

EE
(@ (b)
K 104-1 HEEGERIBITS e
(QEPERD |
VRO B B IRE 20 h  BEIRH - AN RER]: EIRG - S B ARG B

1.

s FERCHF 254 = &5 28 6 0T, 1T T4 254nm NI T 825 ' s fE IR GFos4 -
BB HBCA B S <A

RSN ZOR M Z I A, i, IR AR AR A L, JE I HRE AR
I, St A0, B ARARR A, R AMEM RIS o Sy AN T
Yo fE—HECRIMBEFSIR b, BCE =8 3 =2 KBS B Fs i, Hin)Je—
Pe2 ZREIEZE B, 5 B ar oW Bxal,  FH T30 i 19 70 sl
IEN TIML—AT7 )& 2. R 2 D EEIE, DUE— K B

RFFEG BT R 2 . RFEHBANE BATEH, A5

J=vE o N U St K= o TN e it P L I ) 7 B = o U ENTTR L BT =3 118 N
RFER S5 28], ARy 1 JRK A A .

JETT 30— BAE A T, Afeiid !

B S SZRIFE R AR KRGS, AT R, SERIFAHEE R, BciEfE
JEFFRI BT R T

AT, e S, NS R BB T A AR
2R ARSI T G R B A B, rlAn] A £ R4

(%]

1
2
3.
4. EREITRE, JEHTEL DR IRIEAR, i A

AR EMHRAERITE N, A AT M HIRAE RS EA S ?

(EIRA IR il R, A R AL R L OB ?
FETEAN BB T R, T2 (AT (T B 2

6



KR —FH IR

AT IRU s 75 VR P S B DA S A R, 2 LM S = “AT AL SRR
H2-6 1Y U ZARIR T IAR A A
[525D3R]

I 15mL L1 LBEAT LB LR LBRICTR A TN 25mL [R5 JRbesi
A UKL AT, BEATIFEZRME . SERE MR AR, AN TT°CIFAG T B,
M IEZE0H, 0ok SR LERI AR .

BRI RWARN 10mL RS o Sohr— & BB a8 b SR 0t
AR, FERIVK-ERA R DA R, BENABE, K-ERI Ll 100:33M. 3k
JAF AR B H ARG MRS VIEH . R ITRE, KA EIT 46
I . R B U IER . &1E, SUEHTIE SR R
TV SRR R BB, B FEAE 10~20mmHgya [ N AR E B VR 2D,
FEUG DA T FE 2. BR800 014 et 78°CrI8mmHgIf Y o 4
JERBEIL B AR D B AR, A 1R ARAR TR T 28R, A R TR o

IO OIR LERIARR, TR
(QURRERD |
1. VK-SR M B AR -21°C
2. BAEMNITEMINEE, KRBTGS . 52BN BHEW T,

B BN Ja, 2RO J 5 J7 AT SR A T e s 2508
3. T BN NG AR ZE G, AR A T s 251
(%]

1 WEZETEM, A A A B
2. RN A 250 R R
3. VRHSZRVEIN, A E A N ?



KR—FN O

[ ]
OH
N [jj + H,0
(]
5.2mL(0.05mol)¥f CUEF, 0.5mL Kkmilg, &, Jo/KEALE, S%EIRII/K
NaR(
(500 3R ]

75 15mL T B ke, i 5.2mLER 2. 0.5mLik: A Lk
0, RO 2 BB, B e — 50 mEs (st K 2-9), #% Fvkt
B, BRRAEA KR HL, AR P M BRB SN, #3413
AT (13 AR I 90°C Y, B b i R A K (KR ATV . B ZE N, TR
FEE R, 4Bt h R R A AR, JF B O, BT {5 2R, AR
TR TR 205 40 738

T8 H S FH B R, SRS I 1~1.5mL 5%0 Rl v v R TR o KR
BN 25mLIMA R, RIRIEERE 2, A HUE o2 ) M, [ 059
ToAK EACE T, AR seE W E, SEAZEIIN, I LR A e AT 2
el A ORI /INEE TR O EE 80~85°C ISy« B2 H =My, A4
WS R, PR 1.5~2.10.

AR FIFR OO I 55 83°C, HT Ot %Enp?01.4465.

| QUERESD
1. ARSZEGH R 1.5mL 85% 1R IR A SRR IR 1 I K
HARP A .

2. ORI N R (mp.24°C), MAEHE
A, LURADHR . IO S IRER IR N 78 /TR
A3 MLE I B p 4 SRR R4 o

3. HT RN M S KERSLHY (s 708°C, &
K 10%); A CEESH COMRIE ALY Qi R 64.9°C,
TP 30.5%); M CRE S/KIB ALY (kA 97.8
‘C, %7K 80%). KL, FEhnFAmRREA TS, 210

& 106-1 SHRRA1E HPEANERTR,  BLBZD AR SN 3A CURE 25 Y o



4. SrWESFIORE LM S “2-10 ARG PG — I BEVLESKE

O3 FF B & 106-1 s o

KIZNRATRE B e 4y, NP I K EALE W &, A= 2 M+

BRI B TR B . X B TE K S S TR & s, ek TR kb

WO AXRTEREE, S 05 o n) “2-7 TR AR —5.

PR TE B, SRR R T AR AR E . DR, FEZETH TR
(=4t it R 28U B Y. 78 7 T o

(%]

C TERRIER AT, Nt R K Z R 1) H AT A ?

C B CE SR BRI SR DL AR OR BRAE F 1 e 5

B IEKEA K S AR T R, A A 2R B e I R

f5?

R SIS R R AT LK K7 o

(a) 3-HZE-1-THE; (b) 3-HZE-2-THE; (o) 3,3--HIZE- T



FR—TL ERTH
[ mia]
F & W: NaBr + H,SO, — HBr + NaHSO,

n-C4HgOH + HBr —— n-C4HgBr + H,0
G, 1-CaHgOH 2524 CHLCH,CH=CH, + H,0
2n-C4Hg0H 12594 (n-C4Hg),0 + H,0
[k 7)]
2.49(3.0mL,0.03mol) 1E T %, 49(%) 0.04mol) /K IAbAN, Wiz, HFIm
M E VAR, TEK AL AN
(e3P 9R )
75 25mL[E B L 2 2L Rl B, A 1 DB — AR (I
& 107-1), I 5% A ey ™.
FEREFSR I 3mLK, BN 4mLIRERIR, AN EA R =,
PRI 3.0mLIE T Al 4.0gNaBr7e 7343 o I JLRL ik A, 3 AR ehe
B WPME TrRAE R AR, FRRRIGIER INRE S, SN EA . R
NP2, BEREIER T %t [F1A 30 2B Ak E 58 4. Rve e
PRI, SRR, U E T ke,
B BB R 2 S0mLAMIR S, NSRRI K EERE, i T 1 2.
K o3 T R SRR R R IR Ve IR R 2 INBTIRIZ , A WUAT PR K
FH & BIAFR (7K FO AN B R S B DR, A WLAR G N 25mLHETE I, Hf 0.5g
Je A JEKEACES T 30 3. (Al a RS HETE L, MG 52 A 1k
TR Yl g3 10mLZ I 2808, WedE 98~102°C IRy,
1.8~2.5 7, ZLREIE T HEMIVE 4 101.6°C, #16#np%1.4399.
ARSI L) 3 /N
| QUERES
1. TSI = AR AR R D, WonT B KRS . 0 DL ) AR A e
WK 3-3 fior, 2GR A K, BB .

2. WOKBESE =) L0, 2 BT RO R 1 A8 A A F AR il BS VR e, ml A
JUEE T RIE A R S B VA TR D U B 2
2NaBr + 3H,SO4 — Bry, + 2H,0 + 2NaHSO,

10



Br, + 3NaHSO3 ——> 2NaBr + NaHSO4 + 2SO, + Hy0

3. IEW T hiREmzEE, AL A

(2) TR VB AT FH VA AR Ay Vi 5

(b) S NI b2 S R

(c) M MA LRI . Wk, R AN, 2.

4. WRGRIR BB ML= b /Dt R R N IR IE T B AR ) 0T B A . RA A
PUGZEM, T IE TR IEVR T henl ety (ke 98.6°C, & iF | E
13%) T LABR 22

-k
!

& 107-1 WA AERECRE
(2% 0]
1o ARSCU AT AR LY SN 7 e i il Jse vz 2
2. kIR, N R AR, f?
3. WRGRIR VLR H M A ?

11



T —F)\ R
[ ]
FxMN: NaBr + H,SO, —> HBr + NaHSOy4
CH3CH20H + HBr —> CH3CHzBr + HQO

FISV: 2 CHaCH,0H —125% o CHaCH,0CH,CHz + H,0

CH3CHOH — 2% CH,=CH, + H,0

2 HBr + H,S0, (k) —— Br, + SO, + 2 H,0

[55]
2.53g(3.3mL, 0.054mol)95% ., 5g(0.05mol) /K Itk al, WERIR
[si D]
15 25mLIE B T N 3.3mL 95% £ & 3mL/K™, 7E A WHR Sl Fivd kv
HF, B8N emLkERR. WEIEEWG, I SgiFRE i sk i & Uk
A, B AR VSRR R VR A B O RN D A KRR
VK B VR (10 A it U952 8 A 5 A VA K
JH LA AP, 2 20 434l MRS VR e S, LA IS S AT 2K,
HRTEMAR v A 1 EE,
v AR BR Srh s A HUR, BN 25mUHE L . T
FHTUOKB T, ERER TSR NG LomLikER IR BT 4R S 4 R
MR, IR CKEEIN 10mLZE T« AE A IEE Az, 2R AN UKok
Bl W 34~40°C MRS, Prigy 2.5~3g. AR 2k Al 38.40°C.
Pt %np?1.4239,
ARSI AT 3 /NI SE R
| QUERED |
1. /DK ] Bk O = A KRR, D I K 1) A R 3 e SRR
IS

2. [H% M INaBr « 2 H,05KBr U 1T, Rk 404 48 1Ok AR

3. HTIROHEH AL, N A IITEsy, W2k R R A, BB
B KA R e AN

4, WLIEAEK PR E/N (1:100), ZEAREERI XA SKVER- . AR,
T AEES A N TRV 7K, AT Rz A K

5. VAR RS, PREFRIS AR, WA SORA A AN ks HAETT
I, SR 2 A, A IMBORRIZY, SR N .

N

12



6. IRV HIVEMAR G N, RN DA ZE5E . PRBRAIERT, MK RAOm HE
W BT, BRI . RV, R B IRl DGR AR IR S N 2508 Jm &5
B, AG R .

7. RATRERE K, S HERGRIR VG, P AR AR AL PR K. ki
MR Ok LI SOKEERRR, BT R, NAEV A R 1A

8. HULEAIGI, Wil aE S AW R K AT, ENT SR L0 I
by QROHE- Kkl 37°C, &KL 1%; IR Lke- LRk 37°C, &5hF
3%)-

(2% 8]

1. RSSO P BC Ee gy, DA B ?

2. ARSI T WL AR D ) A R ?

13



[ iz ]
Br
) o Fe
F IR O + Br, ——»> + HBI
Br Br Br
= N Fe Br
il SV« ZEij +ZBQ———+-[:] +[itT/+2H&
Br
[55]

5g(1.7mL,0.03mol)#¢, 3.39(3.8mL,0.043) /K3, 0.1g &k, 10%Z S M4,
95% L1, Jo/KFHALES
(i D]

7E 25mL=Beii b, a0l 2E BRI SEE IR . by — D 2612
B, A EE R A AR s Y,

{E= RSP NN 3.8mLIC/KZEA 0.1g%Hs, IR} thoin A3, i =
CRE e N DR, AZRS), RZIESME, RNV CAER AR
IO, APE B R E TS . RIS IR IR, I DLOREE S,
Y o BB, 2 15 S einge, FERINEESh. InseilE, FEAE 80~90°C Huwa L
15 b, RV EEE A EIRZEIE HILT R E AR oAk

I S SR AN omLZK™, 383 5 g 22800 o LS e NS S
Gy 2K R, KU 4mL10%FINaOHIRE! . 15mL/KPEw . &Ik AL T4 )5,
TER P&, QREETHE 2, W 150~175°C 2 A48, K b4y 1 26—
W W 152~158°C 2 IR, IR L ENRRE, PN 1.7~2.4g, 4l
PRI 4l 156°C, $196%Nnp21.5597.

ARSLIGL) T 4 /N
| QUEREED |
1. SEIGANES AT, SR AR . S0 i VA A A o 25 B 15 %,

RIS R VAN 2 TR S w7/ N8
2. WONMREE. SREREZY S, MR ERAE N AR X b AT, R BB
PIRBEFBRETE, FEALERKRETRA.
3. WIMANEEARED, SN REIZL, RPN, [N 2 IR
I8 YR S 3 1T BRI VR A =

B

14



KL LB =Rk IRAL IR

HI IR R IR AN K, g PSRN WOk LU 25

HIESE ETH AR 140°CI,  J00Rs LBV Bl el s R R
TARZER AT BR BRI DR, 13 BRI

ESEFD

1. A AA S B FLASGE ARG 20T, KA 0 s AT e 50 2

2. 185 A EAC IO R IR S v

3. LEMRE AN, WER R &, AT A7 PRI A8 Jti > — IR A ?

N o A&

15



S ——F ZREEFREM=RAEEHE

= R 5 AL ER (SO,CD) AR F I 1 = L P . 75 1 A
SRR S LT BRI . 1900 4F, Gomberg ¢V L = S MU
e 5 R 10 S BT, RGN T 1 I 1
M & & P

(GEANE |

\COH CHs [ ccl

+ SOCl, ——» + SO, + HCI

3 ;; /3

(5]
0.99(3.3mmol) = 2K H ¥, 1.29(0.73mL, 0.01mol) &AL AN, 2K, 1 i % (60~90

)
[SEi b 3R]

7E 25mL LT I 0.9g =& HIfE, 10mL &, ARJ53E BRI &,
RHE e U T . IR A . PRI 1.2g (EEHL 0.73mL)
FAL R — HZE M HETE T, W 4 2~3 UomBIpeih o fERe ok,
R B b () TR AR R I, VA B Tl I N SUAG AR, 37 BRI g A
PR el S VTR S5 . Inseha, fEEi T V4T 45min, AR5 LEKEG L
2ot R B ) E AR, AN B0 A 1. R BB R E
FHH 3~bmL Atk pb e, JFEANRE . HUORVEL, AT i =285
g, ARG 2 O . P BE T b, B ERAE . P72 0.69.
AR ) = R LS R 8 U 113~114°C, B 32 T 7K i = 2K H .
2. ORHIEE
(GEANEY |

CgH
2 (CgHg)3CCl + Zn —=—=3> 2 (C¢Hs)3C « + ZnCly
(GRENITLS)
CgHg, O
(CeHs)sC s ————2—> (CHs)3COOC(CgHs)s
(52500 8K ]
7E 25mL B ZEHETE i -h ¥ 0.5 — RIE A FHBEHE T 10mLRH, ineeky 1~1.59,
FEAHENR, MIZUHR Smin, VIR B G (WAL o et
TOEHIE, BRI S —A 25mL HEEHE I, SEqEgE T, RIBE

16



GG, AR E U, RS T AR . FTIPSE, R
Sy, ARG TREEAE ARG . Witk OB AR B AR R R T (R TR
A G A YD . ORI BE, D LR S AR, T, A
Yl Rk 185°C .
LI T 3~4 /NI,
QUERES |
1. Gk A AR ST e SR R 25 5, ok B 8 1) = 2R T DUtk
BAERI AR AR O, T BA FASMnEy:

I I o
2O — OO
o J O

1w LA JAR T 2ok i o6 =28 P AN = ZR LS e 7 5t e b s R
2. Wl BERNSE ARy (=R A AL R I K AR ?

17



SER——— 2-FE-2-O

[ i)

n-C4HoBr + Mg ™ | n.cyHeMgBr S5 | c,HoC(CHa),

Tk 2Tk I
OMgBr
n- C4HoC(CHg) +HOH — > - CyHg - C(CHy),
OMgBr OH

GEwilD |

0.629(0.026mol)£% 4, 3.4g(2.7mL, %7 0.026mol)iE iR T 4¢M, 1.58g(2mL,
0.028mol) A, oK LBk, LBk, 10%BREVEIR, SYWMRIRIE, Jo/KTKRERE
[R50 3R]

1. IE TR R &

£ 50mL = Vg 1, 235K EBERE s (LS i1 2-4), [RIRA B
BRI, eV B RO S b R AU TR . PR 0,694 )5
SR LA R4k, AmLIG/K Sk K — /R o ARV SF RS 2.7mLIE
T RERT 3mLIC/K Lk S8 RN LY ImLIR A, 20 5 205 R ILE 2
TR A, BB O, R vEM M, EOR RN, TR I R TT
GRELRE R, BT KA H . R RNERE, BEAEE BainN smLZ
Wik, FFEIERER, IMALRIVIER TS CBEMRG . Pl s, 4%
I AR o NSNS, FEAKV AR 20 38h, AEEEE JLFAER SE 4.
2. 2-FE-2- U ()3 %

¥ LTHEILF Y Grignard ARFIAE VKA A HIFIHERE T, AR A
2mL AT 3mL oK ZBERVRG 3T I B A 1~2 WA, Bk R i T
W INSEIRE SR N AREEBFEL 10 0%, WP DV L EBRIRE AT H .

B NIRAE VKA HIG R, B - b 20mL 10%fim 1%
WL R OF AR INTEREE R L3P, CUE B S 5 ). o Roc)a
KBNS, B . AKEEHKH SmLABEAEIR 2 2, AR E,
JHI 6mL 596HK RANUE Gk, T JC K BRI A T4

TR L e N 25mULZEA P, SE TR k25 5 2k, 7
HLAAEZH ™). Widk 138~142°CHRy, P20 1.5g. ZHF 2- 1 JE-2- CE )ik s
4 143°C, #tEnp®1.4175,

ARSI T 4 /NI
QUERESD
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6

1.

W HE 2-H%E-2-T W, v 2.5mL(0.052mol) VR Z ke A IFIR T ke, HAR
B, PYIZERIEE 95~105CIf4y, FrEY) 19, 4R 2-F3k-2- T
[k 5ok 102°C, H7%%np™ 1.4052,

ARSI BT AN AR 2078 53 T, IEVR T B O K SRS T 28 atith,
Wi JCK B BR PR+, & 28 alifh .

ANEA KBRS, KRR, S RINE A ) EEEE, TR
AR J7vkRR 2. H S%ERIRIEME - & b, B RR 2SR
CWE. CTREG . M58 T HRENSAH, Wl S8, (T
A AR R 52, B NBE

R T RERRIR B BRI, 5T R AN, i PE A N FF AR e AT .
5 BPE RNAANREAT, o AR AR A, e IR TN R A
INBIR/EH

2-FAIL-2- C\RE 5K RETE AL A, DRI L A A IS 0, 75 DU i 4 404 R K
i

C HITEREEAARUECR,  HCRIO I e A 2 L
[E%78]
BE4T Grignard SN, DAy A GRS 0 04 X6 145 2

2.
3.

AU AT ARLE R SN, Qe 8 4 2
ARSI (PR e] 75 JC KA T4, A4
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L —— ZRHERE

TiE (=) TREALBAE )R
[ Sepv]

(Ce¢Hs),C=0 + NaBH; —> Na'B’ [OCH(CgH5),14

- H, O
Na'B [OCH (CeHs)als —22» 4 (CgHs),CHOH

[i57]

0.75(4mmol) —# i, 0.2g(5mmol)fli=fbih, HEE, LK, 43K (60~90
)
(5P i ]

7E 25mL R JEFeif s g 0.759 — 75/ T+ 10mL g, /oA 0.2g8l A
ARt RS EAE SR N R 15 208t HEAINRES) . fEKH RS B,
R HE BRI EIN 20mLKHr,  IFBEETH 78 70 R S K IR BRI 48 G4 . BEIK
H SmLABERIGE 3 RPRAMAROKZE, &I CBEARGHE, /8 I0KmREET
Mo JEEBIREE, 1K E2RL O, T HKIRIE BRI R I S BE . TR
8mL AR 45 5, 192 0.59 A FEEIMEHIRET b o 210 28 TR K45 KO8 69
C.

ARSI 25 2 /NI

HiE (2D BEMEE
[ 5]

Cg Hs CO Cg Hg MM o o Hg CH (OH ) Cg Hs
[55]

0.5g & (2.7mmol), 0.5g(7.5mmol)iEH;, 0.5g(13mmol)E AL, ZFF,
WEEIR, AhE60~90°C)

(S5 D]

TRV BEE 1) 25mLEJEEHE T, AU 0.5 L. 0.59 —4%HH |
0.5g%F ¥y A1 5mL 95% L1 . e 7rdefi, [NVAIFIHA, 2510 73805, 75 80°CIH
KU NS g3h, ARV SEA . R HIIE, AR D OREDES, SR ISR
A 25mL VKK A K, R85 1A 5 I ER IR /N Ol Ak, AT I pHAEL A
5~6121, Rl AT A R A R T L0 AMT R TR, ARG SmLAT kR 45
ime TERES TR WA IR 4 5h 2 0.49.

ARSLIGL)TE 2 /N
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(QNRED |

1 BT R i, PR 2GR, 205 B . B AR 2 oK
PRI B AR A5

2. MRACIN IR IEANE R, 75 U SET-A7 Hh [ 44 o

ESEFD

1 EATWRLET A Al DA il — 2R A ? U AT ORI e i 7 R e

2. fRERAT B R I 3 S o

21



TR——= ZXFHEF

Tk (—) FEBRABRESFEFR BN RN
[ Sepv]

QBr + Mg SR LI QMgBr

I
MgBr
9 C—OC ,H5 @ _OMgBr @
+ oK LBk ¢ — C=0 + C,H5sOMgBr
Shele

@ Q OMgBr

@MgBr + @c:o _KREHE Oc@
[i51]

0.5g(0.061mol)£% i , 3.3g(2.2mL, 0.21mol) ¥R K (GHi #%), 1.59(1.48mL, 0.01mol)
KRB, oK OEE, 259 Ak, 8
[Se5 3]
1. RIRACBER 25

£E 50mL = R8I b0 1% BRI A SRR « S = DR bt e 4t
BRI S L2 SRS TR . 1 ORI 0.508E M A —/INki i A
TERWIR A 3.3gIRA OMLIE/K SRR S8 =70 2 —IRRE A
A, JLAr Bl G v B RE EAAAR E H Cnde, w0 E R D VR IO,
WO, WO T AT 2% o SO TR 5 S B b, 2580 AN LR IR IR
Tk, T I R AR L. INRE S, AEoKis B4REEER 0.5 /NF, BRI
AR a4, RIS ZRIRLEL.
2. —IORHIREMH] &

B OB AR BB T KB TP T, IR - 0 1.507% R
CERAT AmLIC/K SRR, P HI I, R FE RO PRSI T « W B
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Jei, AEFRIKAT LRI 0.4 /NI, A ROV AT 564, IX I ALER 2 S N4 B Sk Ay
NP TR G, ¥ N YISO VORI A HT . AEBEEE TN i 2.5g &0 B E R 11
WRIOR (25 9mLAK), M.

FREUATRE 2000, A NUEE, BANRRPR T AT 2800 2
KMy 252 Ok, FRRRRVIIEAT K ZEZENE, DB 25 R I M IRVR R R 5
R =W o R RO A =R RERE A, SRR . ML 800% £ T i i T 45
e THRJE PP 1.5~2g. 4RI — R B JC IR SR Ak, 45 51 161~162.5C .

Fik (7D RSB R
[ Rist]

[ij To ©/ %/J(Zﬁﬁ :/C\OMgBr

(:L/i:j NH4ClL H,0 (:kgiij
; o
@ OMgBr OH
(5]

0.259(0.01mol)#%/H, 1.6g(1.1mL, 0.01mol)¥3i%, 1.89(0.01mol) " Z#HH, 75
KTk, 29 FAEE, LF
(L5 P 3R]

A P82 BN A [ SE06 5k — . F 0.25¢g BEJE A 1.AmL {R2K (% T 6mL
K M) Ak Grignard 3555, EHCEE T 1.8g — K% T 6mL Jo/K LBk
W B JE INFETA 0.5 /NI ARG H 29 S FL L BB AN (2955 7mL 7K
IR, 780 CBRIGHHATK SRR, RN HhIE, R LK E A,
19220 1 =R TR A, P75 1.5~29, 45 A( 161-162°C.

ARSI 25 5 /N
[FE]
1. ARSI I AR PR 0 78 43 ) o
2. NP ZURINE A BRI, AT LT SRR AR A I A A
QSEFID |
1 ARSEZE PRI R PR — I, A AAGT?
2. SIS NI R LR LW S LN I N AT ] 5 ?
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SR —— DU SRR EE R A A B AR )

[ ]
OH OH OH
NO,
+ 2HNO; —> + +2 H,0
NO,
g (—) FHBRAFRFRR RS WHL
[i571]

3.59(0.037mol) 4 M, 5.89(0.067mol)filfiE 1, 9.59(5.3mL, 0.085mol )i /% ,
WERR, TE MR
(@RIHEY

7 50mL = IR P gCE 15mLsK, 1248 i 5.3mLikig, A 5.8gfi
B, FRHIRAN A o, e il BEVH RN R S, K — VRe i & T VKoK i 2
TS — /NG RFREL 3.5gZ6 M, JEIA 1mLK, PR 4w, R HEIA
TR o FEAWIHREE T, BRI S n) = VR R I AR K, UK
I S AR AR 10~15°C 7 i), Snsebe e, (e AR BCE 0.4h, JF
IR, ARV IE4 . I R N SR AR IR T, VORI AL L 1k .
WA IRV, [ AARRE VR 10mLK s 2~3 B, DUBR LRI IR . R
S HPIR AR T K ZE R8N CREE WK 2-1D), EH R W B st IR
oM ARG, RAREY R Ry R e A, fhuE . TR R 2
1.69, M ZE-/KIB AR TEL G, WA ERIRSE Y 19,

FE K FS NIRRT, N 30mL 7K, FEMIN 2.5mL ¥ Eh 8 A1 0.3g Wik
IR, NI 10 St EHGEUE, JEMBFE PR R M — e KPR I (S T
TN, R i AR AEVKK I TH I 73— B, 0 b, AR A
ARSERIATH . HhiE. T, 29 1.29, H 2%MF6 SRR 450, S OEIR ik
2 0.9g. 200K AR AN HE IR Y 106 S 45.3~45.7°C, X AiF Bk 2R Y R 0 AR
114.9~115.6°C .

KRS L) T 4~5 /N

ik (2D HWHBRIE

L7

1.5g9(0.015mol) %My, 1.9g9(1.3mL, 0.03mol)ihilif&(d=1.42), Z, #hi&
@RIHEY

76 25mL= B i 1.5g25), 0.5mLKAI SmLAS, e 3 B
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Wb, RS ORCE L3MLIKAHIR . K — VB E T Uk A HL, R TR
EYR R 10°C LRI, BN HIAKRGEER, SRR AR R N,
T IR, iR VIR ETE 5~10°C 20, MNSeidiR G, ik = EEgkare
VKIKAHAH S 3%p, SRIGFESE FBCE 30 208, REAT RN EA. TR —
LG B T KA v 1, o B3R B R AT R B, Rt i, AR BmL
AP CIECRIRIH & A AR OR Y A 2,4- —RS3E2K1, D208 MY
FEIRW ] ] 2% Eh FR ol F 45
PRI T Wi b, o B ERINKE, RER A&,
A SmL/K, BEAT/AKZE M. LR amzg i at), Wz s, selk7%/< 7%,
ZAH AR SE R o P HVIR I, DR IS AR AR ORIy, R S I a5, A
R, AT LK E A
VAR S 2,4- AR, IILEREIRR, HRBB ARk
BRI, HON NN 10mL 1% A A B AR F i 18 N R VR -
ARSI LAT 4 /N
| QUERED |
1. Ry oA A B 41°C), KR PGALL, 7K nT BRI 145
Ao AERWES, ARIRN . JREO R I R o, AR B R R |
ST RIS A K bk, 75 DV SRR 2 TR B A
2. HTMHFARALE, MAWIRREATIL A, BB 584, RN ApiL
JRB L IR G o S L B 20°C I M) v] 4k Sl A BB A Ak, BRI
A PERAR,  DUDKH A FE A Le A5 386K
3. EUFH RNV VKK AL, R, IXPEDR SR T TR
PRI AN IIPERR, A5 MIAE K 2S8R, RS T m, SRy it
— I AH AL B AL
4. JRZESFENEIT, AR i TAR A SR (1) S AT H T SV B . N S R
AR, AR ZE AR A I, AR A PR T KL, B EIAZE R
YIRS NI R i T
5. SEEHHATY B T AN 21 (40~45°C) d, 1 uE)E, AR /K 2 B
SR G FE/KIE (40~45°C) i #hakig N /b & ABEE, A HEHT H 3 AR
RYIEE- SN
6. RKMIUKAE A 5.5°C, MAELMAH, Dpik—Ehirh.
7. ERUKIERILIR S, WAk 69.4°C, AISEWZE . 24V i NI B
I RRR O 2856, NAZRIRH 24 . 28 BRI B0/ .
GHESD|
1. ASLEA LR N2 Wl el /b 3X LE I i )3 2
2. A AR R RS AiF 2 kT v LK 28 S 28R 7 vk 4 25 2
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SR ——H W

(GIVEW |
H‘E&ﬂ:
H,SO,
2 CH3CH,0H == CH3CH,0CH,CHj
140°C
) s
CH3CH,OH %'CHZZCHZ + H,0

CHoCH,0H —125%5 CH,CHO + S0, + 2 H,0

CH3CO,H + SO, + 2 H,0

H,S0,
(7]

10g(12.7mL, 0.21mol)95% Z.F%, 4.2mL WKARES, 2% E LR, i
K, TKEAE
[Se5 %]

SR % 2 E A 115-1 Fios. {E 25mL—=$UfH, A 4mL 95%(1) 4,
BE, SRIGEBIR ARG, BB 4.2mLIRERIR, £ 2 BE25), JEImA
JUREB AT o WP 3-4 BB UTAHS, R 1 0 A R 2L T A B BRI 3 A SR T
LUR, BEHEZT 0.5cmAit . 232 NAIR AVKAKI R HI, B8 s B
WA KA,

BRI SRETBCE TR0 b, AR5 I FA T S hy il BE L et BT H3) 140
'C, JFUA R S AN 20l 5 G s P A e R A (4 1
WD), JEYERE R VR AR 135~140°C 2 [H], £ 25miniiinscte. InsejE4kskin
ML 10min, B EWEE ETFE) 160°CHE, SRS HE, 15 ik RN,

s 08 HH R N B SR, VT 3mL 2% S A AL BRI TG — VORT 3mLif
FGAL RS kB, I ZBEZE, 120 0.5g 0K & ALAS T4 15min, SR )5
PR — A THEI SmLIE RS, AP 5T 2508, Iie4E 33~38°C sl
FREY 2g. SERE LRI 34.5°C, FEHRNp™1.3526.,

RSEHG AT 3~4 /NI
QUERES |
1. T U7, =300 ) T 3 NSRS BN T, B 0K By ol B L

12 2~3mm, BEFSE b FH BRSSO S AHIE TSR i Y. 5 3
R
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2. AFIIR R R, A CEEAR SN A A, H S0 S MR PR et P SR e
WD BRI AE A

3. HASABNEBILIS, BRI KSR, TR D R A R
R, CABR 2 5% B (o

4. ZEVREUEH CBEI, 256 & BT R A B K . RN PR ZE TR S R I, R
A S N ARG B RN KA, LA; 28R KT 5 D =k

5. ZBEKS/KSTEREEEY (WA 34.15°C, E/K 1.26%), WAt s/ bgz
WL, WA,

K] 115-1 #l#% CBERI3E
(@SEFD
1o ARSEG el s - R IR AR i RN R N 2
2. RNHPATREFE MRS A A7 ST H TR ?
3. ZRVBFILH SRR, N L I, A ?
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KR ——7N IET B

[ ]

H‘E&ﬂ:

H,SO,,

2 CH3CH,CH,CH,0H <—224—= CH3CH,CH,CH,0CH,CH,CH,CH3 + H,0

EISINE:

H,SO,

CH3CH2CH2CH20H CH3CH2CH=CH3 + Hzo

[i771]
8.39(10.3mL, 0.011mol)iE T lE, WM, JoKFHALES

[52500ER ]

£ 25mL = e, i 10.3mLiE T . L7mLiRER R AN LKL A 25
JEAEFE 116-1 R EA S o = HIBRH)— 00 4 B v, TR TR KR BRI AN
AR, Rl KA, 737K B — Rl e o SEE /K i A bEK (4
1.2mb) KM, S O g% RIEHE = DB R B, R RN
P, K. BAE OV AT, IR G A R IE T2 K8 W, o
WEKZDUT T, EEAPAIR A K88, RIPTR PG . BN
IR TE A 135°CIA AT, BRI 2y K e A oK 78, RIS Ib RN, KA
45 Sy Fraksingh, W AR B IEE B R DG R AR

i RN RV N, B 15mLK R ST, R, B
BIREFE TR, FEMPEK N 8mLK. 5mL 5% Ak,
SmL/KA SmLE R ELAG I pe ™, AR5 T K GUARES T4, T (7 Mg
N SMLZETEI T, 281U EE 140~144°CHE 4y, P 8 2.59. 4K IE T Wk A5 142.4
‘C HE#np?°1.3992.

ASEH AT 3.5 /NI 5E

QUSRS

1. ARSI B TR R KRR ImL, SEBR4 tH K (A4 FA
YR TR, Mo /K TB0H )G 58 7045 1.2mL 7K.

2. fhIAIE TR SR T 135~140°C, {HIX IR TG R
IR AR ML B ) o PRA IE T Bk 5 KB i) G sl
94.1°C, %K 34.4%), Fisk, IE TS T RERKIE R =T
LY Gl A5 90.6°C, /K 9.9%, 1E T 34.6%), 1IET
W KA AT DUR S G A 93.0°C, &/K 44.5%),

& 116-1 73 7K3&

28



L B 428 A 90~100°C Z (A1 G, 1T 5 e 2 7E 100~105°C 2 [H]

3. TEBRPEREFE, ABRIZURES) Wi S, A5 AR R FL R AR A R T 5
Ir

4. FERHS I RNEE PR R T . Se BRI 8mL 50%IRRVE IR, TEEEIK
F 8mL ZKBEPH IR o A 50%Hi R 1T e 258 =4 b I 1E T I, HIE T Tkt e ks,
JIT DA™= ZE WA B A o

(@SEFD

N T o L RS S e o X (B e S /N T S o/

2. AETT HIASEEG 70 th QWERN 27 Bl 46 ST T JEmE? AT A 7k A ?
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K ——-t FERT ZER

[ ]
CH
(|:H3 15% H,SO, [ +HL0
YR CHsOH + HO—C—CH; ————> CH3O0 —C—CHs 2
CHs CHs
C|3H3 ot C|3H3
il B Y C%—?—Gﬁ———»C%—GZCW4-WO
OH
[071]

5.3g9(6.7mL, 0.17mol) 1 f#, 6.179(0.085mol)#L T B, 15%MHilk, JL/KBREE

W, &R

[SEi 3R]

7 50mL = VeI b i) e b2 viAse,  — AN 12k —Jei Bf0UR ML T

T I HZEFIAT . BT BRI A, HSCE R IIE H TR Al S

(R, R S B R A, KA R K D B, 52 2 HUKK A4l

IXERBEUT S, AERSF NN 30mL 15%fiM:, 6.7mL F A1 6.8mL 95%L |

Eelt, JRAEA), BJURIEAG, . YRR RL 75~80°CHY, FoARE

SYREHIR, I E, AHAR EAE T K AL R A 51 + 2°C, Ay

BRI 0.5~0.7mULEH . 470 VA T (0 B 1 b B R e s ™, 42 14040,

BT ARIN I2) 40 23, ILISCEERE =4 OmL e A

Wi 1 OB N B S, FHZKYE 2~3 Wk, BRI 2mLok, ROt L3t

T (R (TG 3~4 VO 4y IS IE W K2, /DB JC K IR T4

W EEZE BN TR R E R, I 0.1~0.3g/4 )@ 4N, Ik nlii 0.5 /Nit.

Jo, KGRI E A TR, FH KU IR, ZEH R RUT JEEE, W4R 54~56°C

(15, FeEZ 2.3 -

SRR IG) PR LB T SR TE (@ WA, Wbt 54°C, #T%%np™ 1.3689,

QUERESD |

1. JH 6.17g BUTEE, A 0.7mL ZKHC A 95%IK) 4L T IE4 6.8mL.

2. WEEMHE SR 64.7°C, SUT BEMIWEE SN 82.6°C . BUT TS /KMTEFRAY (%
fE 88.3%) Wbk 79.9%°C, P LM i@l SRS il 51°C At Gk
UK EFR S, AN 53°C A,

3. ARG, TR RS o ST I R LR N, AR TR B2 K
MR P By o 3 U B SN P B ST SRk L R AR o RN S S

=
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MRS KL T3] 95°C it o

4. VRl P IN/K PR FRAE Ve G AN T 0o b G SR O & i, PR IIX
LT % .

(@SEFD

1. Bk N AT 15% M6 IR 2 FHIRERIRAT AT ?

2. SYURWIATE TR B T S A A AR ?

3. M&EMENRN H R4 ? WRAATX— A, MR k2 H %
AR, XS ?
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L ——/\ FCH
[ 5]

OH ﬁ

2 © + NayCry07 + 2H,SO;, — > 2 O + Cry(SOg)3 + NaySO,4 + H,0

[t 7)]

3.3g9(3.5mL, 0.033mol)¥FCf#, 3.5¢(0.012mol) F 44 244 (NaaCr07-2 H,0),
WIRIR, LWk, Kigh, Jo/KBKIERH
(@RITHEY

7E 50mL Bepfrtr, ¥ifif 3.59 FEKIREN T 20mL K, RJGAERHE T, HE
SN 3mL IRIRIR, 13— L triill, A HIAR 30°CLL N H

75 50mL [AEGERiF, A 3.5mL PR CUEE, SRJE— I IR 4 47 s

PRSI, IRBNE 78 TR AN, TN — AN EETE, I A AR R I I W 52 A

L. U ETFR] 55°CI LRI VA /KA Al REFIR LA 50~55C A £

15 235G, WEIFA LT RS, B EoKA, FBCE 15 b IR ZEA I RE

&, NS4, RN RS

2NN IO 20mL/K AT URLE AT, DU TRASE, R Ol 57K —ik

AR, WA B R B TC I A L, WL I5mIE . U TR

WA (AT 39) JE, BRI, BEESMEHUE. KZH SmLZ

P —IR, SIFANUERIZERUZE, HJCKRIRER T, oKk b7k Clbfs, 7%

WK 151~155°C 184y, 77 2~2.4g. ZIFERR O Sk 155.7°C, #16%

np2°1.4507.

A S 2) 3.5 /N

| QUERES

1. e —FRifaife TR 2SN, ORI S KB RE RS, W 95T, &
U 38.4%.

2. IR 31°C IR K HR VAR EE A 2.49/100g. IS E5 160 H (K52 R 1 BRARER CU
A IE, AR TR O D)ZE. KIEHERELZ, &N R,
AN ] B G A /D B A U T K P i

(%]

1. ARSI AL o ey O AR AT T AN LT ?

2. WOREHEBRAEWS RO, MR E s s c—m, Ma?

32



LR ——JL KL

AlCl, COCH;3
)+ ercono 22 T crscoor
@EwlD |

2.3g9(2.5mL, 0.024mol) Z &, 10mL(0.113mol) /KK, 7g(0.052mol) /K
ZEAER, W, IR, SRS, oK IREE
(L5 3R ]

5 50mL= IR I, 43 5k b AR A O S AR bk
s, TS S SRR BAE .

MIEFRE 7gRF4 19T K = SALERE, A =0gamF, A 10mLK
K, AT MO B0 Ws 28RN 2.5mL ZFREF, 0 CL = e
WONE, IR = DR, WinselE, fE 80~100°C hn#A[El 15~20 434,
HENAFRE SRR L.

B A HI R =, R F RN 20mL AR R 209 FEUK I BEHF
AT R AR SERIEAR IS, KRG PIEIAN o 2, AR, K)E
R 3mL R R S HAHUZFIZERGE, MK 5% Z A A AL BRI K B
B PR A somL HER, IS KRR T

VTG =8, Sk 280K, M E, MEmAE Bk,
FZ3 /T4 Tk T AR e 196~202°C (113, P4 1.5~1.8g. ZlHEAE Z i
Wb N 202.2°C, HTEHnp°1.5372,

ARSI )T 3~3.5 /NS
QUERES |
1. ARSI P a A A AR 7 78 0 T4, A3 W5 S S WA EAT, & & I Al

AAHIE AL, YN E TR
2. /KA R T S SR R R G BEZ —, WEAE . BRE IR S,
T B K IV ] 5% 85 A0 P
3. WARHWEZEE . K CHIFEAF ) R s LR 119-1,
xR 119-1 R ZREARFES T HIE R

[ 5]

JJi)/mmHg 4 5 6 7 8 9 10 25 30 40 50 60 100

Wl C 60 64 68 71 73 76 78 98 102 109 115 120 134
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[E%78]

Lo KA SR ASIGAT R0 2 Ay A A BERGERR IO K = i ?
2. JNSE R AR B IR ER IR AR I i ?

3. fEHHACMBLIAL S, =R A EAT AR, A

34



KR ——F FHR
[ pvs]

CH, COK

@ + 2 KMnO, —> + KOH +2Mn0O, + H,0

COK COM
+ HC| ——> + KCI
[i57]
1.5g9(1.8mL, 0.017mol) 12K, 4g(0.033mol) ik e, W ihig
[sei 3R]

7E 50mL = B i 1.5gH 250 10mLK . FFRE RN LI RE, 00 0k
R B E AR O S CLES  r  2-4(b)), A K AgKMNnO il
FE2 25mULK F M, A RS S 18 M N (U S A B N AN KRN 1), Z7E 15min
N SE . TREEI, AREEINIA 1~1.5 /NI, HEIFZRL TR, RIS H
LR A 1k

Wi S IR AT RO PR S I8, IF D B UK PR DR LR . AT E
WRIPERRI, FEHA KA ARG R ERIRIR AL, H AR RAMTH A 1. ¥
AT HR IR IRk e 1 98, /D K pide s T, RIS R IRA =4 . 457 i
Ay, AHPOKESS SR, BER I EE R B . R 0.7~1g. 4l
(R TR A L (VIR B AR, J47 55 121.7°C

AN SEIG T HE 3~3.5 /M
QUERES |
1. AR INAAL A AR 564
2. P BB, M EVRREN R ORRZ:, BRI uE.
3. RKHIRAILEE AT, 78 10mL /KPR k. 4°C, 0.18g; 18°C, 0.37g;

75°C, 2.29.

GESD|
1. SIS 8 AR - I DR 25 A A 2
2. MNSEREE, HIEWRERG, ATE AR ?
3. Kb IR R AT ]
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KR ——— O,

ik () FEREMN
[ Sepv]

OH

3 © + 8HNO3 ——» 3 HO,C(OH,)4CO,H + 8NO +7H,0
40,
8NO,

[k 7)]

0.83g(0.9mL, #j0.017mol)¥f L%, 2.7mL(3.5g9, £ 0.03mol)fisiR, HLER%L
@RIHEY

6 50mL= IR F, A 2.7mL 50%A4EMAN 1 /MR RE: . = DB
oy RS TE L IR B AR 2, AR B AR,
B M P R AR SR, S0 SN 0.9mL3R CUERL. K = g
K Em#a] 50°CAct, BEKi, B 2~3 IO, JEAREIR. X
NIFUGR G, N RN ETE R, JEA ARSI . 188 AL R I O,
T S B, P A R 50~60°C 2 B, T IR . A R
RIS, A A FIHKE I LAY . S inseia, FEsEl iR B4 100°C
Ik 10 43l RIS 1k B R AN O — AN SRR A KR
AEIRBEA R, g AR, A B OK RS, R TR R 4
0.6~0.89, M5ri 149~154°C. HI/KHE4L )G, M4 0.6g. 48 C R AR OB
RemAa, 1R 1537C.

ARSI L) T 3 /M.

Hik (2 EERBRPEN

[ ]

OH

3 @ + 8KMNO,, + HyO ——» 3HO,C(CH,),CO,H + 8MnO, + 8KOH

(7]

0.79(0.8mL, 0.007mol)¥k L/, 2g(0.013mol) = 4R FR N, 10% S A AL NI,
WARTREM, WEHR
[ S8 3R ]

7E 100mL B e IR . BeAr i 2mL 10% & A8 A48 R
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15mL 7K, $HiEFE RN 2g mER R . AR AT S, AR R I 0.8mL
INCURE, PRI R, dERE R NARESE 45°C iAo N o6 EE IR SR E T AR TR
BT, R KA ORI S ) I FA B 23, A4 R BV 56 A AT A A R DT R4
FH MR e — 0 S VR AW, R BIPEAR EAMSR RS . W e R R A e, WIAE
SR e 11 ) L R IR CE PRI B, R N /(1 ] A STV T M L 281 e Y ST 60 2 £
PR 1.
AR S, DR AR D UK PER: 3 I A I UEIR S YRR,
F 1.2mL SR ERFRIR 1L, (VA R IR YE . IR AR AR D &2 3~4mL /2
A1y b EEE R SR S i, S AR R, A 151~152°C, e
0.7~0.89-
KIS LY T 2~3 /M.
[ B3]
1. ORISR 7 I — A, ZF S A RIZR N, kA
BAbho
2. ARSEHG N AR R I OL R AT, B AR AR R B, AR
HOAESER 3 N o A AR RE B B 2N, W RIS, A7 B 1 55,
O 5 AR ST S
3. INCUEEME SN 24°C, IERUIN R A . i D RS I R, AT D K e
Yo, JENTBR . AEEIRBARN, IR DL A, DAt
(ER/ TR
4. WCRNASREUBENR L, PIAT—KIMAKZ, Pl ot ml, 5 REEE.
5. ARFRWE T C MRS INE 121-1. B A HKoKGRS, kg REg
A [Efe > =)
K 121-1 ARREE T O EELEK T B E

WHE 1 C 15 34 50 70 87 100

W /g-(100g /K )t 144 308 846 341 948 100
(QBEF T
1. ARSI b Ry A2 02878 ) B L PS5 RN O (1) 3 o sk 5 2
2. M=t 24 G R 2 Bl ST 5 1 e ?
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SER— " RHRZEE
[t ]

COOH COOC,H5
H,SO4

+ CoHsOH + H,0

[t 7)]
2.79(0.022mol) K 1 R, 10mL(0.17mol) /K ZEE(99.5%), 75, WHRIR, W

MR, CWE, ToKEALES

(S5 P 9R ]

75 25mLIFJEFIE AT IR 2.79. F/K LBE 10mL. 2K 8mLF1 2mLik A%

M, BSG, LRI . TR BarKes (Or/KEeE I 106-1), M 7r/K#s b

ANOMINZK B 43 K 2% S b, R 2 2mLt, 23 oK B L — AN IR VA B

W I AR 90~110°C AR 1~1.5 /i, BRI 0K 8 B L s R

ZEWAAR, e 2R 2 =T A4, WSRO . ke, 7%

H 2 43 CBERZE Ry /K 280 CUn 78 i I ] Fh ZE 0D o I 2508 i B N B

i, AR RIS R A, 1 N R R e L R 5 R 2R T

B A R BN SOmLEEAR, i 15mLuK, ZEBERE T i A Bk iR i

DL RIBR IR AN AAE 52 MR IR, ZpHIE N 7 2240,

KR EE N 5omL =, A HUZES, JKZE ] SmLZBERER—

G IFANUER CBEAIE T SOMLHER o I\ 19Z2c 47 To /K &AL ES Tk 20 23

55 R N 1SmLZE R, Se AR T AL Ol W IR AR

210~213°CHMA4Yy, P4y 259 o KR TR BRI S 213°C, #tE

np2’1.5001.
KIS L) T 4 /NI

QUERES |

1. MREEESTHE, WA RKEL 0.7mL A7 . A S 2 A 3L ity 28 I
HAE R, AR (20 BT, LB N2 IS AFAZ A 2mL.

2. TIEAERIIANIIAK o SN b 25 I = o3 (ki ik 64.6°C,
TR 74.1%. LT 18.5%. /K 7.4%), & MNAEE RN /KEES AWE, &
JZ 7 84% (57K 86%. L 12.7%. 7K 1.3%), FJ2i5 16% (57K 4.8%. 4
£ 52.1%. 7K 43.1%) M FEE LA KESF IR,

3. KU SRR RRAL 5 T P AR B B b R0 20 tH (R /K . RV pH A 2508
PE, HhuEHT PR RYOIE, JEH D EKVER G TEIE.
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4. R EAT LRI 2, W E BT TmL ZBEAC,
(%]

L ARSI 2 B R 2 T S 72 2

2. B AR AT 42 G LR 5056
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FLR—_= ZKAEE
[ pvs]

CH4CO,H + (CH3),CHCH,CH,OH CH3CO,CH,CH,CH(CH3), + H,0

[k 7)]

2.93g(3.6mL, 0.033mol) 5 /8%, 4.5g(4.3mL, 0.075mol)iKE5ER, S5%Hk IR
SRR, MR E ALK, TOKBRIREE, WA
(@RITHEY

75 25mLIA RPN 3.6mLye KEEFT 4.3mLIKESR, #5230 T 1gtgimA
0.9mLIKERIR, % EA50IE, AR LRI AT, %5 ERRA RS, fEai
/NIRRT 1N

W RN R EW, OB, A 10mLA K BESRBe, I
Vel &I Tl e RBEEHE, st FEKE, AN 5mL 5% 1 kiR
SANERTER, SRS E . ARJE ] SmL A SRR R,
KIZ, BRJZERE BB, HZ 0.5g /KB IREE T4, FL =138 N 10mL I i
B, 221k 1838~143°C Iy, 77 H2 2.39, N LIEWIRA. 2K L
SIRBREPE A 142.5°C, #1965 Nnp?1.4003

ARSI LAITT 4 NI

CHfE]
L RBI IR S SR A, A, A S AT,
R

2. FHBRIRENABEE ORI, AR ik, R IT IR I AN ST 70
Tab, 5D S E RO ) A S R ZE AT R, DRV IV R S IR

3. SRR AT AR A K RS AR 2 (0.169/1000), & w] LABT iEFLAL, 177
I, AT

(%]

1. R HITR QRN )8k B I EE, AL H 2 &R, Rt
7Y
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SEhy— Y AR R
[ pvs]

NO, NO,

4 + 6 NaSH + H,0 —> 4 @ + 3 Na,S,03
NH

NO, 2

Na,S + NaHCO3 —>NaSH + Na,COgj

(5]
1.7g9(%1 0.013mol) [i] —h K 2K, 4g(0.017mol) 45 i it 4k 54 (NazS-9H,0)
1.49(0.017mol) ik =50, H I
[SEE 3R]
1. BN ) A
£ 80mMLEEFF L Ao ShFRALANINA T 8mLKINE, 7EFE A HEHE B I
WA LAGHPIRIRIR AN Frim R AN 5E Wi G, BRI 18 A
10mLFEE, FREett & T UK A 20C LR, SERIHT H— /K A BRI It T
VEo HE 10 BRI, JRERLIENT H IRBRIR AN A i (PR EURAIIEND, AR
2mLH BEVEIE DT 3 UK, A IFIEIA VR I 45 .
2. [AVRH LRI (1) il 2%
7 SOMLIF KD, #1790 —AHEEOR T MAmLIVFEE T, 2% B [Rd
B o EREE T, WREEE EInA IR GILF om0 R SOV IR S WA
W FAAER 20 2300, A ERIE IR, SONEIERE, INHGEEE HR H
B (TR 20~25mULARD « 428 H F IS ISR A e R T BN 50mLyA /K,
S RIATT H TR A N i o di AR o DR g, D B KRS ah, T E 1R
Y2y 1~1.3g. A=Y 75%M SRE- /KA S5, DS TR B, 550
EEOIR PR )R R 2 e 45 i 0.8~1g.  Zl0KE () B FE A i (R0 05 114°C
ARSI 3.5 /M.
QUERES |
1. MBS A UK SRS (NapS-9H,0), % Z) i, 158 it 2 i N BT
PR B . AT 2.20 =K &AL (NapS-3H,0) Al 2mL/KAE .
2. TREMNEE BT E, WILF i NATRIME T, SIS RTAE ) A SR S A A
RGP T
3. WURBREA N AR R B TR AN A, A PP R b ot BB IR R B R
PIPTUE, PUOAEAE R SER S TIK, AR ZE,
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[E%78]
1o RS S N R, D] 28 AR 2y Y ?
2. Gl iy T AR DRI 5 i R A S
(@) [ AHHE ARy (b) B SBAR NG (€)3,37- AHAEI A
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SER——F  N,N-Z Z R 8 R R

[ pvs]
+ SOCl, ——m > + SO, + HCI
CHs3 CHj
cOocl CONEt,
+ HNEty ——> + HCI
CH3 CHj
(k7]

1.49(0.01mol) ] F % i, 2.5g(1.5mL, 0.02mol) V. fi%i ik 54, 2.3g(3.3mL,
0.03mol) & —Ji%, Jo/K LTk, SA Ak, #HIR, Tk
@RITHEY

¥ 1.4g18]) 2K R AT 1.5mLE AR BEAE T somL= D pei M, Ze el -3
R B, R ENE BB B SE TR R, AN TR
(I = o PR AR I — A D24, AR A, i A 1 R
BYER A IR0 1k (4110 080D

BEGEA AL, N 18mL T LBk 17 BR-F N 3.3mL - Z & ik
7 TmL JG/K SR RV, AT TN G 2€, 1218 I — S, %120 71
BiINGE . o TR AR, DIZRRS. WTTRE N A A B R A
B INgE = OREE, B RS A 8mL 5%NaOH i, AN/l
o WA T, WD VEKIERAE R B T A DE ARSI, BE S R i
DA WANE2 573 70 % T S S T R 7 R B 4L 1 i R 1 W< R Y LU DN
Iy CBRE RNV 780 T 5 WU BN /D i 8k, Bk 2] 8mL 5%NaOH %«
8mL 10%HCI % 10mL /K¥E¥ . FTCKBRER AN 5 L2, MG IR Ak 40
VI, FE7KI L2525 Ol o W 28 B LT V)95 MR Hs 751 (160~162°C/20mmHg),
R EIEE A, =& 2.0~2.50,

ARSI 25 3.5 /Mo
QUERES
1. AR BE R £ Jr 7 38 AU H 3R
2. PSR A5, A DA It S 2 7K il s e 2R
3. W ZHEwt, P2 7ai A, I AR I R ] O
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FEMR 25 Bl i PN o
(%]
1. AT S LS & B AU ik ?
2. TSR BB M S R 6 A 2
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(I

H2N—@803H + NaOH ——> Hm@sosmw H,O
H N—@SO Na 92| Nao s@w—N - _CeRNCHy),
? 38T | Naes =N T hoae T

+

H
l - NaOH
NaOgs@—N:N@N(CHg)Z OAc ————>
|
Naoss@—N:NON(CHg)Z + NaOAc + Hx0O

(7]

0.79(0.033mol) X & FE 7% fitf /2 % 44, 0.279(0.037mol) ¥ fi BR 4, 0.49(ZY
0.43mL, 0.0033 mol)N,N- = FIIR %, #hig, ZAen, 4l 28k, UKER,
R -G AT 4T
[ S8 3R ]

1. ERERERMHI%

TERAR PSR AmL S%E AN S 0. 79 RIS RER M A, WAl
o J1 0.279 AN T 2mL/Kh, IO LEIABEM N, FHOKER AR & 0~5°C,
FEARWHERE R, K ImLIK R MR 5 3.5mL/K e S, 2% 23 JIn 21 L3R TR A
RSB AR 5°CLUR o Wn5e Ja IR -k AR g 36D, SRR LRIk AR
TR 10min, DU i 5E 4B,

2. &

E IR IR AT 0.49 N N-— FEIENEAT 0.4mLIKIEIR, EARWHERE R, Hit
FES N E)_ R E R SRS nse)a, 4REEBERE 10min, AR SRR N
N\ 8mL SOE AN, HARRINVYZ R, IXI RO IR B, R
JERS S AN RDIRTTENT M H S SAE K BN Smin, W E A, HAEK
IR, AR S ARKT e A huRISCER S i, IR, L. &
MEDERE, T

AT R A =, TS DR A (29 0.19) K CRErOf
FEIZIEE omL) AT E S . fEE AT e A S, hIEUR, DU D E
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LW LBEUEARPY. A BIRS ) N iR LR 4, PR 0.8,
ARSI 4h.
i (2D
ORw)|
FREU TG K X & A B R 250mg  (1.45mmol ). N,N- - HI FE 2K % 125mg

(L.1mmol) F 5mLEEMH, A 2mL 95%(K) L%, FHBERRE, EAWHHE

T, VRS SRS 0 0.5mL 20% MV AN RR AN /KR, 44 S Nk FE AN I 25°C .

Wnoete, GkEiRE 5 BhE, BT UK ORCE 20, SRR E, ROAHR T

FSURER PR FF S REAH i o

KA~ VA 20 0. g A A B ) K i T o B, B e ML= 20 75 15mL

Ko PTG RRE, PEERLH 60%.

AR DV IERE Tk, LA SR, B A I S A A v

A, MEEBE AL, o

ARSI 2y 2h.

QUEREED

1. SR FEREERE P &Y, RYELLESR, CURTENERAEAE, FTLlEResS
BB A F R T AN B 5 R A FH 26

2. FARAUA WG, WRE AN 78 I AH RN

3. FEUGIA AR AT N SRR ) R R . XA A SRR ol LI,
TERCPPEN SR, M T K MDTsE T k.

4. PRI S RAEA I NN-Z LR IEES IR &, eI AN A G, e
AHMER T /K N N-Z IR e, 52w =4 2l B o W AR A b 2
TR S, BEARRARE, BT DA— R A 2R 4L o )

5. SR ENIRGE, AT ReRE, 7R s S A e T, B AR
Ko MOEE, CBESEE H IR T AR5

6. ML =WTEAEVOKFAIE, e imamE, B2 TR,

7. WL KT R ROR, WSS SN AN 2 (1K .

(%]

1 A A RIS ? a5 G AR LR HE — T AR N R 55T

2. TEJTE () vh, A TR U I A (T e G R TR A IR AL R 2 2

3. WIR—TFMWMEE, SHE (2 MkML.
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LR ——t XEER
[ pvs]

2 CUSO, + 2 NaCl + NaHSOs + 2 NaOH —> 2 CUCIy + 2 Na,SOy4 + H,0

CHs
CuCI
© NaNO, © © CuCh > + NoA
0-5°C

N,'CI cl

(5]

3.69(3.6mL, 0.033mol)%F %%, 2.69(0.04mol) VA4, 10g(0.4mol)4h i

i % 1 (CuSO4-5H,0) , 2.3g(0.022mol) .4 iR 2044 » 3g(0.053mol )k £, 1.6g(0.4mol)
AEAN, WERR, K, TER — UL ERAR, oK EAES

@RIHEY

1. G4 %

7 50mL = LU BCE: 10945 fn BT 39k £k & 30mLK, vl [ kv
fit. 23 (60~70°C) MIZEREZN F M 2.3g i i . 1.695 44k 4h &% 17mL
TKBC SRR o U FH D R () S AR AR e B e 6, IEHT H I Ea il A, TBONTK
KA E . RBRE RSB 2 L2, FRKBEPIIR, 33 B BoRnik i &
Ao BN 16mMLYA (IR SRR, AU [ AW R, JE BT B T UKk h v J14 1P,
2. FEEEREI B

TEBEM BN 10mLAK SRR 10mL7K A 3.6g%F 2R M, InF#AET FH 2R s
it B E T UK P BRSOk, IR e 5 CUl R, e T,
W 2. 29 W RHER AN T 6mLIK IR, Pl I i, AR R 24 R FRAE 5
CLLR, DB In— /N oK AR FE T e e e k- Ab B At b i i — P9 i
W, SRR A, RN AR COE s, win, BidE R Zl. EER NV
BRGNS, B JE RIS RIS VS, 0N A5 Lo B e PR AL o
3. PSR &

0 F IR I T R e T R AR, 1R AR I NV IR S AR, 1
ﬁ%m%%,Mﬁﬁ’ﬁﬁﬁﬁm@%ﬂﬁ@ﬁégé%»ﬁimTWE
15~30min. #RJa /K818 g 50~60°CP, g &9, Ei?ﬁﬁﬁ%@
o BT K ZE A ZENE, AR, )z, AKZa A smLR
W, ZBR S IEEIE, IR 10% AL 7K Wm&%4m_
Veiko RIEAELTOKENE TG, fEKE LLA, ARG 718U EE 158~162°C 11
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5

Syo PR 1.5~2.50, 4URET SR I A 162°C, T 6%np?°1.5150.

ARSZIG AT 4~5 /N .

| QUNRED

1.

FEIEIR L 15 20 A ST AR BUR R, (A0 BE,  HFUE AL o TR
RURLEL A, ST VEE

AR FREM I AERE, Bl (e 90% LA b WAl A s, LI LLEE JRA 76 4
A ARAE S P B AEOE S i, ERIEAE D Tk, ik =& i
e LRI EAT, AR K N T A TR 5 o AP AR S 2D, S BRAIOxT
SUPOR R (N AR 5 R AR P B R 11D,

IS AR 5°C, IR ER S0, A R AR

5. M m e AR RSN, ARG SRR T, I TRIVR RS, SRR R

FIRERNE S ESEBCENL A, R HR . K B, K
EEIR, NABBERE,  PASR SN A -

(%]

1.
2.

ram RS ? EAEAHLE AT N 2
A FE R R VR SR A AR WA P P Il S 5 P 2 PR R 2
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FR—)\ PR
[ ]
CeHsNH, + NaNO, + 2HClI —— CgHsN,Cl + 2H,0 + NaCl
CeHsNLCl + KI  —— CgHsl + N, + KCI

[t 7)]

29(1.96mL, 0.022mol)Zf%, 3.58g(0.022mol)iiAL 44, 1.569(0.022mol)V fi
fR4h, 11.3g9(9.5mL, 0.117mol)ik £
(@RITHEY

76 50mL = B, AN 9.5mLikERER. 9.5mLsK. 1.96mLIK % A 20g#iE
UKERDL, SRS RINUBERE, IR RS 5C LU A, K3 KoK B A JI
TS PRAN VTR (1.56g E SRR YA T 10mL/K ), Sk 2, A b in A,
I F 00 S B N R NVR A W) IR AR o AH 2R ) R N AE 10°C LR,
DB A= R B A o AN F Ve R - WA PR ARAS 30 e MR G 4, B R4
W, WORA IR R A k.

AREEPEFE 10 4080, N 3.5gMULBI K, T8 R VIR A PIIRE K . ¥
RA YR BRI B R GE  CBUHPIANER IR 26 B8 A B R 280
FIAEBIA A S 1. R EECE, EAVUEE SR ¥ RKE
(KRB Wt I35 12, 2R 900 R (KK 2 AT HUZ A7 40 IR (R S AR Ak i
(Zy LAglAS AL ) Al sems th, SEEIEE T K 2R 0. KM=
0.1~0.2g AL T4 F N 25mL B e B b1 T IS 2548, 1977 54 2~3g.
Wb 77~78 (20mmHg), 62~64 (8mmHg) Pl kR sk S 188.3°C, #16
#np?°1.6200.

ARSI W] Iy PRIRIEAT, BRI 3~4 /NI
QUERES |
A1 FH T 22 I 0K WPRs A 350 2 A B 52 2 IS 1 AN A
oy A, AE BJEE AUk eR A 2 0.1~0.29.
AR Y = I RIOR B AR AR RS b, TR K AR B AT [ D R R
FHAIIEL) 3.59 CHFIE =R 80%), 1F KMl F] CLus4l, ANT g 260%.
BRI ZEEHAT R A, A BT
GESD|
1. & R R A R 5 7 2
2. MR ABGREEK SN, s EBE, Af?

a M LD
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KR —TS APBEFR

[ 5]

COOH
COOH

e oy
>
(2) KI |
(k5711

2.39(0.017mol) 88z F= 4 %, 1.29(0.017mol) WL A%, 2.89(0.017mol)fllt
1A, AR R, 95% L
(@RIHEY

7 50mL HEJE L, N 16mL /KA1 4.1mL KRR, FR¥F 2.3g AR L A5 H
BRI R, I EE . ARG UK R AR 2 0~5°C, 7ELLiRE T
TN 1.2g WAHRRENE T 3.3mL /KR RS R A, BEPE 5 0 %h)E, FInAR
(1 2.8gKI1 T 4.1mL /K IREM, HidE 10 20815, FRn#ia 40~50°C, 4
TR A, AT ATT H A €L ] A

[ AR FE S R BCE 10~15 0Bl s, JHEAE 70~80°C, fR¥F 10 /0%, SRJEH
IKAAHT . NN 0.2~0.59 VA FREAM LA 2> fift ok = (AL, iy th (9 28 e, F K
Yok 3K, K uEH I EAE T 3~omU AR, FREPER M. B AIETER G
IR PN TmLBuK, IS, FIN 7~10mLEA KT 4 . PR
EPIRGS . L0 29, ADRE 1 ARIICR FE RIS 24 159~160°C .

RS2 F 3.5 /Mo

[EE]
1. nAE it e D ST B TG, IV 7K B GG
(/%]

1 AramERA RN ? EAEATHLS B A ] Y 2
2. AP AEEAC RN BRI N HEAT? IR mOR R IR AN o A AT A
fill S5 2 ?
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KR —=F BEX
[ pvs]

NO,

4[ij-+4Mg+8CH4»+———+—[:j‘N:N‘[:j-+4M@00H92+4Hg)

[t 7)]

1.3g(%7 0.9mL, 0.008mol)fii4, 1.0g(0.04mol)ek)E, 18mLIE/K F M,
L, VKESTR
[SE5 03K

7E 50mL [REFENE T, I 0.9mL AR, 18mL Jo/K FHEE. 0.5g 45 il
—/NKIRLR, A B [RIAA B . AT RN, LRV A, RN T AR TR
W 27 SN T E ] KA A E o 4R I I BEAE F e e )5, K
S NIAHY, PN 0.5g 85, INFARIRL) 20 73 fh, BREEIEAMN K. MRS,
W T PR 35 €0 S TR A RN BT 30mL ZK bRt , I BmL K BERIBE,
KGRI NG o Y HIBCE S, AEBRERIA E I8 I N UK S R 22 v =
PR ERSS IR, AT AL AR R AE, AR UORDEG AR KL H
5% LM (REFEZTd 3~4mL) H4h kW, LIRS M 04~0.7g9, &Ly 68
C,

R IARALAEN A, A 5 70~71°C, RalJE A h 68°C . AL
1322 1 R R

ASER LI TE 3.5 /M
QUERES
1. ARSI A FH 00 P B 42 0 KRR I 00 o) 4 AT A B o 7 A ) PR e, =

B Wk B A1
[ 57
1 AL =8, ROV KA ARG ?

51



KR —=— ZBtZRZEERE K

AT o- A M ERAE B M E AL (A7 A T, BERN 59— 20 T Il A& 2E Claisen Piae
BN, BRI IRNE . LI LR LI XA S BRI K 3K LR A
T SRR, B ) DU B Jm A - DX D 8 SRR B E SR LB h 1D A (D
T 2%) AEREHA CREN A . 5 25 OIR OBETH S H 2 K CRERUKR, sl
il W PR O LR SBEM AEE Ze i i T — R AP S .

CH3COOC,H;5 -CH2COOC2H5 + C,HsOH
[l (|)_
CH3-C—0C,Hs+ CH,COOC ;,Hs CH3—(|:—OC2H5
OCyHs

_—

I -
CH3-C—CH,COOC,Hs+ OC3Hsg

H1 1A L8 4R L0731 R AR P B AR TERIR, BE AN
A AR e AR O B ) 2B R B R LR IK T 1R 3647 e LB LR &
BRI S SR L, R L LR L

LW L1 Mg — A MG R SR A, SIS 93% A E = A
T i 3o

0 OH
Il I
CHy-C—CH,COOC,Hs ——=  CHy-C=CHCOOC,Hs

AN I B HE, LBLIR OB 1A A “WR” LR AE, 7k
FRER T BLOZ S AR e AL IRA, 2 e i BB AR I AT ) . X4
ATAEIAEANF AT P AR, rTUARR . B, —H<Se 5%, ik, 7EA7Hl
FRH R A

[ i)
NaOC, H -
2CH3 CO ,C o Hs ——= 5 Na'[ CH3 COCHCO, Cy Hs ]
HOAC
e CH3 COCH2 C02 Cz Hs + NaOAC
(571

8.29(9mL, 0.12mol) Z.1% Z.1&M, 0.73g(0.03mol)4:JE@ 4k, dmL—F2E, BSIR,
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RSN, oK RN
(S5 D]

L0 T4 25mULIE RS, N4 ¥ 0.73g%0 5 PR AamL— FE 2, 3 I
WHEE, {E 110~120°C s b/ il ml . STEDYR 253, IR R 3¢
FERIA SR, H Ik bRsh, RIS 40ROR AN

FHTBCE Ve H 5 AR BT TR, R = H 2RO R [ = 2R B . T
R M omL AR LWE, FOpe BA R, JFEH Bimde — S Es TR
RN FRERPIFGR, HAESWR Y . W N ATFGEAR MR, vl R A

Fr N e NIt G, B NIRE T 80~90°C FA Hh i, ARFEF IR, <
40 Z3hE, 4L T-4As i e e 4t s AE R 20 2.0% 2080 E S
L E TS CHINIT S A B0 ) . RERNYIAA G, BURABRE, 7edki
AR N 50% 1 B R v vt AT PR, SERIAT AR, 4R ER I NI
MRZ1 5~8mL, [EfAL w9 RN,

¥R N S0mL s S, N SRR e A AL s, R
R, $EE, CBOIR OB ENTH . A=Y, FHIJCKOR RN 45 )5 U8
ANBEH, /DS AR QBRG] SEEIA LB ARERT OB L1,
KR RN 10mL IR B B T, 2 b yal Fi A8 1o B AT vk 26 L. s 7%
TR IRZZ M N, ek Rz G, I, W AW LR Lls, 7™
B4 2,099, 200 ABEZTR LIS A 180.4°C, Tt Hnp® 1.4192

ARSLIGL)TE 4 /NI

® 131-1 ZBiZRZBEHH R EENRER

J&JjimmHg 760 80 60 40 30 20 18 14 12

s/ C 181 100 97 92 88 82 78 74 71

QUEREED

1. PR OFRIARS T4, (RN 5T 1%~2%1) L1 . HARATEN T ¥
1 P8 S AN G AL B IR DR B0, TR RS I 0 e K B R T 15
ey B2, WAk 76~T8°C IR 4 .

2. LJBENIEKRIIRRE . BRI, WA I R R B S k. ERR R e D) A
PR M IRGE, DL AE S K AR T ER A AL . G A B ORL K /N LA 5
Wi 206 75 S5 . R S P LURIORE /N A

3. —MEAERI AR, AR RR R N A GG T D RN, H AR
E NS NA R L
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4. FIBEEL AN, JFAA AR, ARSI AN e bE, [ A B WH K,
IR A3 BT AR . WiAT DR RARRE S, nDIIA D VAR iR . (B
BEGR NN T R, 5 D2 IR AE 7K 1R 38 R P 1 B A1 e

5. LBtLMR OBEAENR IRZE RN, By o3 gt i PR

6. R . AR R AT, WA, 2 KEK
LR )BT A o

[E%78]

1. Claisen &% 5 [ M HEAL TR A 7 A b o] e R A A 2

2. ASZE NN SO0 PR BRI YA S AL B W) KT £ 2

3. A anBARSRAYBLG? Qnfe] FH SE9SUE B 2 08 205 A2 P B AR S ) F) Al

Baw?
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Perkin &k ¥

75 P AR T AE B M E AT VR T T, W DU AR B e e i 1, 2B
Jlon, B-ANFN TS AR, IXA JNFR Ay Perkin SN o Ak T8 F A2 AH BV I8 B 12 1
BRI, ) T oA PP AT PR I EAE JC K BRI BT (D IR R 4 s BIAS AREIR
SR, W REE IR B (D I, AN RIFIN T T, A
WAL ESRAZ N, AR B [ ) B-FRIE IR T, AR5 P 2 SRR A A A A5 2 AN
YA o

Kh—=" WER
[ Spi]
0
CHO 7 CH=CHCOOH
CH3—C_ o 4
+ /O g» —_— + CH3COOH
CHz—C
N
~o
7]

3.1g(3mL, 0.03mol)ZKHI#E GHr#%), 8.6g9(8mL, 0.082mol) ZMBHET CGHirzk),
4.29 TC/KBRIRAN, 10%5 A4, KRR
(@RITHEY
7F 25mL [HERFEH A 4.2g TRIRET. 3mL KR 8mL ZIREF, HA
BsY, B IRAREE . BRI 25 3Bl NI AR IRIR
AR NIREY), A EBEAENTE, A 15mLAEIE L%, A
PR RSO I AR, BEAT TR 5 MK RN, EE MR k.
POV E S, IO 15SmLESE A, A8 AR ) R IR T Je A SR T v i o 75
BN somL/K InF#AEW S, A EFIERNE, BRGiE. B e =G,
TEREE R, NI 12mLIKERIRFT 12mL/K TR S, IR SR E . EER
mARTE AN G, HhIE, A DK, TR, M R4 2.0g. AT
30% LWEF L, . AUREAEEIR (=) A EE AR, 45 131.5~132°C,
ARSI 25 3 /N
QUERES |
1. DABR R RO A F I
GESD|
1. FTG/KBERRBIMEAR G 77, R4S oG DN BT R AN AT v e, s
WA IR S ?
2. FHNTRITF ARG /K NIR PR S5 A S Y, 43 84472 5l ROy .
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Cannizzaro R W

Too- RIS (V) BB A P IR, R A2 7RI A S8 AR S s B, —
I TREROE RIS, T30 TR IRIR, L N AR O Cannizzaro [ hY

G R o ) PP R KO S e CBEZR LG 1.3:1) NI, DU m A B A3 g 1
SRR, AT R . Bl

CHr%<:>PCHO+ HCHO + KOH
— CHgOCHZOH + HCOOK

IR—== ZFTREEXFR
(]
OH COOK COOH
CHO "
©/+ KOH——> @ + @ —> @
(77

79(6.7mL, 0.07mol)Zk F 4 (Hr#%), 6g(0.011mol)E A LB, 2 Mk, 10%Hk%R
TR, WRERIR
@RIHEY

£ SOmLHE I A 60 A ALEIAT emL/K I, B aE=EG, A
6. 7ML, FRR LSS SO T, O dREEDN, A S N 78 A TR A A R R
R, JCE 24 NEFLLE,

) S TR AW B I R 7K (29 25mL), AR FEAE 2R H iR 6 4>
TR, DRI R B RS SR b, BEOT] SmL 2RI =k
G T CBERIE, AU SmLLRT AR R ARV . SmL 109k I B 7 i S5 AR AR
(R7K B, He o L TC K BRI A 1)k o

CERRETN G KA, PR SRR IR 2 NI R 2R 4UAR 6 . AR AT Hh 58
A, HhvE. MK ESE . AR TIR 3.5~4.09. SR RN oA 122.4
Ce

TG SRR, Se78 5 Sk, FRASTRoR I, WidiE 204~206°C (114
PR 2.0g. 2R 02K U 5 205.35°C, HT%Knp™ 1.5396.

ARSI AT 4 /N

| QUERES
1. AR RN BT OHE, WG, JHUE 24 /NS IRA Y A
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[l 4k, 2% OV 2K
2. AR PR = K
GESD|
1. R Cannizzaro J N 5 FRMEAG A N AR RE R 2548 A T AN [R] 2
2. ARSI AR A A SRR S B P Al R R R AR R AL A 10%
R AR e % 1) H TR e 7 2

KR —=PU BRI EEAR I R

[ i)

| + NaOH—> | + _H

0" “cho 0" “cH,oH 9 “coona 0" “cooH
(k5711

6.79(5.6mL, 0.07ml)Bkm FEM(H %), 2.79(0.07mol) S E Mk, 2Bk, #h
M, O/ B
(@RITHEY

76 50mLEEM . IIA 5.6mLIEEE I, KEoedt = T-0oKrh A&, 5 HL 2.7g
AEMNHET AmLKr, BHG, RS, P E R S A D 2w
PR C o 3 et R v A 20 A R S N (3 7 8~12°C 2 II¥L, s Ja, iRk
W AR TR N, B R,

FEBERE N 1) S SR AR NG R (K, AEUTIE I I o8 e v i, 13 e
ORI IR N s, BRI SMLZTEAEIN 4 K. & 9F CBEAR T
TR TS, Jefe/KiG L2585 Sk, ARG IR, W4k 169~172°C 14
SR PR, P2 2.0g. AR I JE (B W, Bt 171°C, T ERnp®
1.4868.

ZEEEBUS (MK AR B RE B8 I AR B8, BRI 2R 3P (%
fo15mL). AL vk, RUTEWHKES GO, B Aok R, R
29, AR F RS Rl 133~134°C .

ARSI AT 4 /NI
QUERES |
1. MR A G A SR b e R B, RIS K. K AR

AR, sk 155~162°CHfsYr, IIFAEp 28T, Wik 54~55°C/2.27KPa
(17mmHg) 185> 7 28R FF I O T LB 2 E i A
2. MVRFERT T 12°C, W NI BEAR 2 T, ELAE ], AT R N AR
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JRIRLLE s KT 8°C, WIS Mdte, nlfe B Lusem, — B4R
R, WREFARAN, Sy A SR Ty, SEINE S, R LA . H AR
M 5 N AEAE AR TR BEAT IR, DAL s 2058 70 105

3. MnsE RSB, A DN AR R AR A 0 JCIEBERE N AN T 4R A
PERI AL R 3ET

VN1V SUIE 2% i St il NS P

5. MREINWE, LLORIE pH=3 oAy, AEWCI HIR 7800l B oK, X252 s mik
LRI ENINPS

6. AR B A N, AN LI TRl BRI, A T O W PR 2 4
fift, HBLERIARD .

ESEFD

1. EHEAIH] Cannizzaro S, KR FH I 4 TS A0 ek Ieg P 2

Beckmann & H

I I A0 55 7 TS v AR I A Y 2R B o g 52 R P AP0 Gt R 1 5
WWEEE R, B 7 SR L K S ., FK09 Beckmann Biffk HALEEG T

R R' R R' . '
N \/ AR o
H c -H,0 C c
= —
AN @ N®
OH \OH /
H R
H R’
| R R 0]
Ho H—O._ / i /O\C/ \\C/
2 3 @ ﬁ > H ” —_— ll\l
N
/ / H/ \R
R R

LRI B, BT, USRI A T R R S A
RrB (RAGE) .

Becknann TEHEA (LT BRI 2 AR 12404, T ELAEAT AL e L
AR, (AT IR Becknann TEHEIE W A5 WK, O
PRET IR & T AFEVR CL RO R J-6) | R FHPEREDL LI BG4 T
PR

EHR—=T e~ CHBK
(GCIVEW



0] N—OH
é + NH,OH —> é + H,O

H N

<>N—i—OH |_oH NH
\ C
~ 85 % H,S0, [Q 20 % NHiOH i AP
_—

L7

3.3g(3.5mL, 0.033mol)¥f CLfil, 3.3g(0.047mol)}# 2 thligsh, 4.3g 45 bl
W, 200 E AT, 8% IR
[SEi b 3R]
1. R CEA &

7E 50mLEE L HEJEN T, K 3.3gF2 2 ShMg Sh A1 4.3945 il e v T+ 10mLsK
o, MR, AR 35~40°C . A —UIMANIR U, JAniAEE, iR fE
AT . e fa, AL ISR, WEIRRE 2~3 8, BRI R A kIR
B, AHUEHE, JEH BRI, TR BB T THRIE I
WOl B A, KR 89~90C.
2. PR EHER A O A B

7 100mLgetr i, e 3.3gFF CLRNE )% 6.3mL 85%(HITLIR, HEshbesf i
THARIF AR . TEBERR IR —3Z 200°C IR SE TR, RN SO, YT AR
I (120°C), SRR 22 ki, BRI R AR ZL R HCRR N, l BEAR PR B AT B (T
15 160°C), JNAE LA AT 8. A S, KRR 50mL = HIEE i,
HAEVKER AT VA H . = OB B ke EREREas, TR R . i %
2 0~5°CHf, FEAMERERE R /NN 20% %K, FH R NV EAE 20°CLLF,
DA G L P T Fhe 0 9L A v B R 2R /KA, L AR Vv (A SR 4R 2 A tE Gliss 7
20~25mL 20%[1& KB, 20 4B 5E ).

= EIN i =k rf, oK)z, WEE N 25mUBRiih, BT HUE 2%
W, 4 127~133°C/7TmmHg. 137~140°C/12mmHgak, 140~144°C/14mmHglt) i85
0, i3 e P L R TG (55 i, M55 69~70°C, 7 1.0~1.5g. T\ EEHNL S
W, AT AR

KL T 4~5 /N
QUEREED |
1. NI OEG 2 B ONERR, WERIR NV R84, TR EHR % .
2. BT HEAOVAREE, R RLSEM AR B, il N,
3. FHZUKISHATHRE, FFaNAZINN, BN R, RIURGH, &
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WU P SR T e, SR

- B A A SR 2l RO N S RO 3mL DY AL R
A3, BIFAIGR, MIOKEIRYE TR, JEA— TR RER .
ANIBATAERH 28 E R EA, 2R 2~3mL e A AR 1k . /NG i
AL (30~60°C), FIMALF B MOY 1. R BB E T VKK 7% 20
gibn, flE, H/D A BEER S o A I K ) R S5V 4~5
VSR IR, BT A PR DU AR 2 o T I il A TR 28 25 K 20
B2 AR D (R DU SAAC BRI, ST I AT BRI T 45 o IXERE P h
FrRep R A BRI INE
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Skraup & M

Skraup S VA& A IS bR S AT AR E B TR . e R T G
5K H M IRERIR A 55 E AV FEAL B P B IR A — i i #3 o Sh koo [ Y.
SEF RN, H N /D 0 R PR Ry SR A o IR IR (I FH A2 Aol T ek o 7K 8 A
M, IAd 5 i 5 Vs 0 I S R 7K R o fH &AL S DK 1,2- — AR AL il
Wb, A B 938 U T G, W] 2 549545 WV . Skraup S H I IR AH S 40 4 £
595 e 5 M A Y, A5 WK S B> AR 577 . A I ] FHUE SRR, el
A K0S A B AT S N AP AR B R AT

IR I B 0 ] e FE 4 T

GHz CH CHy B804 o oy —cH—CHO + H,0

OH OH OH

OH
OHC_ OHC_ . |
G N
v @ CH, _Ch,
NH, CH, NH NH
-H,O CgH:NO
s o e (0
N N
|
H
SE—=o8  EE
[ vis]
CH,OH
Q- b e OO
—
” +  CHOM  —oo >
2 CH,OH
(55

3.1g(3.1mL, 0.033mol) ¥ fi%, 13g(10.2mL, 0.14mol) TE/K H ™, 2.3g(2.2mL,
0.021mol)ffFEAS, 1.3ghiMRIEL, 6mLIKERIR, 1.00WANRREY, JEk-fbaiaR,
LTk, S
[R50 3R]

11 50mL AR, BRI 13g7C/K Hith, FRARKIKINN 1.3gWF ek K B IR
WAk 3AIMLIENE J 2. 2mUASIER, FE A JEAERES) N B 6mLIKHER R,

61



B L FITABEE, HIANJOMBG AR RIRIE I, ST RIRS 2585 (s
KRZ, ol FEATE TR BR300 . e RN G, TR/ O, CREFFR
N4 1.5h,
F SONIRSA e RS2 I8 N 30% A A LAh A, (ER AW 2ok
BRPEN ARG BEAT K ZE 608, 2 L bR o S 7 PR 2 e SR 6, B
ANEEM A IE (AFFCEE 30mL).
TR IR IR (977 3mL), MRRIRIES, s S H AN 1)
TR 23 o TR KIS BN 100mLEEH, B T UkKB AR S 5°C AL,
P22 NN 1.0g VAR EAAT 3.3mLK e AV, . 28 I — i S5 I 93 A e - il
BMARACAR W A 1k Cl T A R N AR e i, SOV AR RS, AR A
WAHREN 2~3minjG PR K& 5 A WASIRAEAE ) o ARG IR A WIAE I A i #
10min, ZIAUETBUHE A 1. WHE, M I 30% A AT, AT S
PE, PR TR 2828 N o il 2, KIZRHRH 8mL SBEA IR X o
G IR KRR, AR SR TS, ek B2 Ok, PO A
AR ININGE T EREY, 4R 234~238°C ISy, PR RRZ) 2.0g. AUREIRIMEI
TEYAR, Wit 238.5°C, H76%np21.6268.
KRS L) T 4~5 /N
QUERES |
1. A H S K RANE 0.5%(d=1.26). w5 H g & K SR oRm:, g
WBKERD P B ANGT o R A H i /e XU N Ak 4 180°C, ¥4 42 100°C ity T
N BRI s Hh & H

2. RFNLIFL TR YT NN, 27 ARE R LU AR B Bk om0 S A AR AR R 2
Al

3. MR, HH R, KRN AT WA gkam, W) vt
THEL, SRR AR

4. FFRIAL ERAL IS, HA R IRAT Inve 1, PR AR 56 2 52 WY S vk el R
P,

5. I IFAE W E N 2, W4 110~114 °C /1.87kPa(14mmHg) ; 118~120 C
/2.6kPa(20mmHg) =k 130~132°C/5.33kPa(40mmHg).

QeS|

1. T IR BR 22 A FH R GRS IE S, S0 A R T A4 0712

2. 1t Skraup &, HT AR RIAR R G ARG AE Jsokl, AR A 74 2
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SE—=4 2,8 HE-4-F2FmME

[ va]
OH
NH, N
©[ + CHyCOCH,COOEt—> )
CHs N CHs
CH;
(5]

1.789(0.017mol)4&F 5%, 2.17g(2.2mL, 0.017mol) Lk 2.1 2.1, Wi,
R, DRIRAN, FRIR
(e %]
7 25mL = [Be)f b 2 25U £ . IR TR A e . A — DR iR
I AmLB IR (d=1.7) f 7.0g F 44k W, F9K 1.78g20 R I AN IR G2,
TFahfiibeas, HEFE 2 4hE AN 21794 B LR L6, 4kE:5iRE 5 8l B
VB THR A 140°C, 4EHF 1 /DS, fEdidE. W, A 16mL INJKER
BRUWL, BEREF %1, B somLkesi M, ZefithE &, b N A2 17gNa,CO;,
HFI 2 pH=5~6. BLI SR SRR, g R 5 N 20mLiki K L it 2 1)
MR, PRI B O A . T 50% ZmE s i 2 AL 15t AR G
P2 1.81g. SRR (1) 2,8- 7 HE-4-FR I ERAA 1 262°C .
ARSI 25 4 /NI
QUERES |
1. FHORBREA RN = A2 OB IR AR A, I PRSI, I 38 JXUAE
AT
2. BN FEAZEN 25mL B, I 10mL 50% 4 RE, e b[RlAe
B, Nom AR, ARER, Mg, Wb EE 2 RIS AL
(%]
1. ARG 55 i) 4% AR 1) S0 AT ] AN [F] 2
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TR RNAEEB L

5% (carbene) JEBANRLC : (PR AR EFK, Foh a1 5 P4
J5 7 B H LA SEATIE , 55 A AT — X AR B 1 o S ] 1 R T 2 3L (= CHy),
TR REE( s CX) W H WU R R BT T R E R AR R T, R
TERATMRER MR AL

TR S AR (1 S o S BB OUEE A P IS N, A A A e S AT 2R
Kot A = U I BTk

N ~
N - c—C
/C:C\ + :CRy —>» -~ \C/ ™~
/ N\
R R
W] DA S i B AT 46 N DY o
| | R
—C—H + :CR, - (|:—C|3—H
R

61 - 2 R — SR
Bl BT SR B WP . — R TR A il
Syt

[ chg:

Z0

o ®
=C <> RyC—Np] s RC: + N

g Mol o= 2 N e = g SR SR AR R, SE A = e R G T
AR L ARRE T, PR KR Bl

Q
HCCl + HO H,O + :CChk
©
: CCl, ===:CCl, + CI®

HTEELGYATE, ABRIEGERK, 1ENERRBEE LR TR E,
FALLZ N, a9 2 R B 224 O, AH = 2wk .

I xR =4 = OB G 7R O/ T A S S | N e B
T BN o) A Z0AE T K4 N AT, (BEE D EAE LT (phase transfer
catatysis) 75 &, FHESEAACEBUT B0,  HR NN (R B W 4i ke, 7= %805 .
(ZLUE
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[:j|+-CHCb w%N§}+_ [::DKCIUZ%)
CgHsCH, NEt5CI cl

MBI PTC, 2 60 FARLIKIEANLA b B H ) Z 1) —Fh
WG % TEA NG T, HE B K TEH LS TR T KA P UL
GBI SN, X FPAES A S N AR A, AR R, R IR
MR o AR KRR CALER, IR N NS RIS EE I, R =
CIEH R 0.05mol LR ZEe thali ZEmith, KRVIIRE ST . XL Refefdife
i IS I 3 IR P R 2 TR RS 1 B T IR L, FROMARBEE R AL R, B 2R
BN OHEES R (TEBAD. YT 3EmiIRE L (TBAB) Al —~Ehk LG L
&

o

@ o ® ©
CHsCHoN(CH,CHg)sClI (CH3CH,CH,CH,),NHSO,

(TEBA) (TBAB)
©

[CH3(CHy)6C H2]3N®CH3CI

XA S Y HAT RN AE KA AAT HUAT A I BE 1, e e SR s k2,

7 1E HLAT IR K RS o SRR AR S 18— AN+ 13, BAORUERAT A2 9811

A o 2k P (0 IE U8 T AR AT 10T, ] BURE 52 B 1 MOKAR RS 24T

BUAH, A U S8 7= et AR, i o T IE B ARBUR, IR S 1]

R Es thok, Ptz a5, 0@ 1 ] LB VR R RRER 1Y, A B P KRR o
MRS B 1 I RE n & h

WM R-L + ONU —> RNu + QL

e e

KM L +ONU  <— Nu + QL

HrhQ IR AR ok h 2 1 bR TR AN, R 18-7E-6. 2K J)f-18-7i-6
S AT AR B AL A

AL AEAL T B A IR 2 OV 03X 28 Jg W B AR A S N 488 4R i 48
INf I ke, 1 L3 G 7438 PO A% B S R AR BT v ), BRI ek &) iz N T
AHLE R

FR—=/)\ 7,7-ZEXA[4.1.0]5Ek%

[ va]
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50% NaOH Cl
O| + CHCl, ———" 5 O><
TEBA Cl
[47%]

2.759(3.3mL, 0.033mol)¥f U4, 16.7g(10mL, 0.123mol)51/i, 0.5g7 %3 =
CHE AR (TEBAY, A4 AL
(i D]
75 25mLHETE I O] 5.0 A AN T SmLK IR, 7EVKKH A2
R AR IR AR AR K 50mL = FUB P A 3.3mLE
O 0.5gTEBAFN 10mLE AT« FFahity, HvRbeE b LU R 18t 53 I fe 4
[¥) 5001 INaOHI, 20 5 /3hiase. SN AL 5 S L BT 148 50~60
T, RIS A RS, WNSEE, TR Endkali, ket
30 74t
¥ SNIA I =W, N 15mL KFREG FE R S, HENUZ
Clnps Z 500 _EARZ MY, vk, KIZH smL ORI 1 IR, & IF
FREAENZ, HSARB RS KSR IK)E, HB 3 50mL = MEelH
F 1.0g 247 B JC /KB BB T8 o
INAGEARIR 28 L0, PR AR B 4 R 81 200~220°C 2 [] . 4 180~190
CHIAsA, PeR) 2.0g. 4k 7,7- SUNOR[4.1.0] Bkt 5k 198°C.
ENSR A EC AN N
QSRR
1. TEBA vl Pk PRATHI4: 78 25mL — g 1.8mL(2.1g,
0.017mol)* 5L+ 2.3mL(0.017mol) = Zi&F1 8.3mL 1,2- —5& ZK¢, {EHEL 1P+
NI 45 3Bl KRNV ED, B g, ek, A SRR
IKCHEGEGS, THR G~ =Y 4.0g. 28 EE 0 0m], T 5 07 b R 15
i IRAE

2. AT AR B BB, BOR T ARERE AR RN, B RE Db A0
S M LA o 3K S I Ih IH CHE

3. WRBES R EANHIR, R R, NGO . BRI 5 R N ST
RIWE, LA JE o DT R, 4

(@SEFD

1. ARYEAIEERS SO R, 5 AR S I S B HLER

2. ARSI R A AT AT R RO = R ) ?
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(T8 =g

B FR AR, RIZRAR (R e Ze i, XORRE . LY [
AR Im~1mm Z[8l. AP, R R S R T WU N e
Je AL B B PR S N T (1 1148 R

R, T H T A T RSN o RS SR AR L TR
Jots B AR 2R LA B R i S D4 S5 R BE S0 e 2 (1R TP o e WAL il i
(K122 DRI 55 01 BIRIEAT 5%, etk 5t F00 1 A R A 0 A I AN 2], A
Py e g R F G R RE SR, S 3T A A T DL RERD B LR 1 T e
PRGN, INAGE > T B SIEEh SR, BRI o AR ST Ay
200 B 2 FE R ARG AU SE IR, DAL SR 1

I PE R ANAE TR, 52 3R RIS 5o 70 1 IR AR OR,
INFGEREER, I 8 2 25 B LB N L o ABRE T AR AL 201 AE AR PR 771 P
Wtk 5 AEARRAE R P K S R, AR AR T AE B h AN RE P AR R iE
), HAERSHRE AL 1B NI Gl RE (LA INBAGHE R KN BAIK, BT AR AN fiE
B PR RISV L

B2 WA T RN A, T o7 issh, fes T T rer e,
HIRAR 1 S W (A RE, ORI 1 S N 73§ BORESEEIR A e B ARG 58 e o

ER—=H ZKZ_W

(R
OH O
Ph (0) ~  Ph
\\Tr//J\\\\Ph o \\TT//JL\\\Ph
(@) O
L]

% 75 (1.09,29 5.0mmol), PR L#R(4.09), ZH%(20.0mL)
(S5 DI ]

78 25mLIE LM P I 1.09% BA&F 4,09 MEA AR, Il B A&
it ENAEPIE TR SRE M, SRIF BN, TP T DR 650W R 10 43
Bl

¥ 10mL ZBEINA SNV, sl Eid g, H 10mL LR PR pERR
[k, POKBZET LB, H 6~8mL 75%(1) LBEE 4N, #3498 B faE 14 0.5~0.69,
Y55 95C,

SEEL T 2 NI
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QRED |
1. REREFEM, A REMBAATE MR E: WA, PrfRa KKK,

KR —%E  FKHE

SRR & — P HATWREUE RN TR, LG OriE, R
R LERRIE 2 N IR S A o A RN AT RE R, A7 ARG ™ F 1R I RN
PERE B B 45, IRl IEAEAE A R I 1 BB i ) Y. (Cannizzaro V). 4l
R, AT AL N T B PEE, $E R R 1 e, i B R AL 2D
B, RO TR), A SN IS ) ER R ) 72 /NI S ) 1 4
[ 3]

CHO
K,CO3/TBAB-AI ,0 /
CeH5CHO 4+ CH3(CH,)sCHO 2723 —"""2"3, C . H.CH=—C + H,0
Tk AN
CsHua

(71

3.18¢(0.03mol) % Hifi%, 1.14¢(0.01mol)iF B, 0.99¢(0.01mol)f#RHr, 0.29
DU T IR AR, 109 RS LA, LTk
[5G 0 8% ]

75 25mLE K NN 0.2gP0 T iR Ak B . 3.18g 7K FH S . 1.14g 11 Pafs Al
BT 10g PEAEALES IR 0.99gRR R AT, YRR AL 780 A o SRS BT A
TERTH D3R 350 PLITRBE R SO 4 43l BV HE . BRI 40mL STk 53
RVEGIREY), ThIgFR L IEARIRIR A AL AT . Je/Ki AR ATk, PR 7%
1P, I 4E 173~176°C/20mmHgER 139~141°C/SmmHgIE4y, IS =12+
1.5~1.7g, Aigee 5 e (kW AR .

ARSLIGL)TE 3 /DI
| QUEREED |
Lo e B s s T e ERKT, RIEIMAEE, iR

5, BT,
2. SRR ATAEE, S BN, S AR, A A 0.5%
Jot ) R EA AR E o
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[ =

LK, P E R AR, b (A R 2 R 2 5 AR
HH B, A0 475 <5 e (R A A L <6 e A 15 0 ) ol 6 B S I o B 7 Y05 5 2 AP
ToR RS AL R, DR R S K R S

KR —M— RE

o Y
(7]

#R(3.29,%) 1.0mL, 0.02mol), #(1.59,%) 1.8mL, 0.02mol), i J5EH(0.19)
(@RITHEY

¥ 1592 0. 1gfAL R In N3] 10mL = S5 b rp ™, BRI [ &
TE KR 2 75 I U s N A L, FE [P 2 A AR R AR T o I Bl P e R R
WIFURRE Y, B LOmLIR, v S N B SN, 79 20~30 44
AW IEARE 2, (51RO N . 200, W4 150~175°C 2 (W i85y, 15
—IRZEVEPEY) (REORRARTO . K 25—k, dE 152~158°C 2 [H] 1113
G5, PR N 2.0~3.0 T8 . AR o AR, W6 1A 156°C, Tt %np?°1.5597 .

RS2 7 2~3 /NI
QUERES |
1. SERAAS DA, A5 0SS FF AR AR M2 B AN [ Y o
2. WUONEIEE SRIEIRIEL N, BORRAE N AR KU g AT, Jfal BB IR A

BEFE, HEEAERNIRZER.
3. BRI B 140°C, NAZH SR
SER—I = BIRERR

AR 2 — A FI G e Ik, Rl e 5 o -9 B2 st - ol

FRIE, AEA—BARIIRIA R A SN, AEAN TR A e A BN o B A

MRy AT WL e e k) S PR I B S AR e B4 A B ™ s, — il B K TE 4,
AR L

(I

1) Et,0
RMgX + B(OMe); —— > RB(OH),

3
(ESR AR P AT I Tl PO IR » s L 1103 771 DY = kg UM 4R AL
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TR AL, AN B T K TC ARG AT o SN LR, R I A DL
N LR ) 58 B AT 5 1R BRA BE DA g 8, 270 it o A s A I A
P, AR T Bk GG e AR R I ] (55 i
IV

1 .
QBr + Mg + B(OBU)s )THZ)FH%’T B, QB(OH)Z
3

(5]

3.149(0.02mol) ¥R, 4.69(0.02mol) il — T g, VYW (THF), 4B,
0.5g(0.021mol)&¥3, filll, 2mol/L (1) EEHR
(L5 b3 ]

76 50mL [F KN, A 4.6g BllEE — T 5. 3.14g ¥R2K. 0.5g B5Fr . 20mL
VU AN D VPR, e b R, S a7 B e s i gk T A R A
25 15min J5 NV 5EEE. NN 8mL WA 2mol/L [REREE, Pidk i ZliE, N
Tk, A NUZE . KB SRR, B 8mL. SIFAHUHE, 2Kk
G, TCKBRIRE T . ZKBR WK, 1520 P K E S 0, 15 SRR LR
1.0~1.5g9, #ixi214~216C.

ARSI L) 2 /N
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RINGEER

A T BRI DN G 8 2 DR G, TR R 5131 5
BHE AT ALY, RS TEm . Ak 298 SO P I AR SE 1 5

KE—N= ZEFNEGRIEN

77 T A AL CRD AERTE . 0 IRUACE S 5 A i AR L 22 S A (1
SN, FR 2 AA A o S MR o PR R 1) 406 5 S Mo

R 1A, WEMEAE R ER e A g SR AL . AR
P ML 228 38 B (M R 1R B AU A AL 22 A 4 15 SO, e AR T8
a3 L= m.

YA F B UK B I ZE BWE i (Thiamine), & —Fiilill, 1F4 Wb R
RREAL T, FEA i R AR . AR

NH,
)\//
H,C N Y

R BEMLR
U TR 2B A 52 B4 4 LB B th 22 MK R LK A
Gl (RS Hb .

(—) REEHIHEE

N+/\S _
f f Cl HcCl

C CH,CH,OH

(o]
OH O

<>~CHO-X3+.<>CHC
[X757)])

3.1g(3mL, 0.03mol)ZHEE (75 M, 0.694i4: B, GRERNIEE), 95%
LWE, 10%IM A A A
(5P i ]

76 25mLIA KT, A 0.694E4 % By 2mLZE/KH SmLARE, Wi
FEH B E T UG A H . [RI I 2mL 10% S A ANl T — b,
WET VKB EIE, RIGEKAKBA T, BEE SR E 8 A 2
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W, JEAWIEG, HTpHA 9~10, SRR 230 . ZeRukKi, A 3mL

WARMR I, B¢ BRIRA S, LR A, FREWE T 60~75CKH ik

M 1.5h. UIZPEIRE D INFAREENE, T RO A ) A B BN 2 LA AR
PR, B R NTRS BN, BT OO, M ke g

fhe THUE, ] 15mLA Ko W RVE G 45 . ML 95%I1K) 2l 4 i, e

21 1.59, M5r1134~136°C. 4l EaEHIRGs i, Mk 137°C.
ARSI 2 4h.

(%]

1 AHBPARESHARTR, HiTRGE 5% S mRves, &m0k
2N, IR AT .

2. VBERRTESE FRRGEN, EEWIK, FEKEBT D8 R, 6 4.
By BB Bl i Ak RS RN P B MR ) R R
I, SNV B I S A AN A 6 A UK KV 32

3. ARG 95% L FE b RIS A 4 12~149/100mL.

GESD|

1 AP AMAZEREE S, RNMESYIN pH Z4RFF 9~107 ¥ pH A4
ANUF?

(=) ZFKZ W

2 S A n] ARG TP S 0 B MR AU 2B il o - i, 4 B AS B 45348 Dt ke I
A o AU 28 O 5 A HI AL S AR R AT s I 7 2 PR S AR 2 W AN BT 4 1R
PR A E AR R, IR B A S5 WAHIR SR, 5 B AE RN AT R A
K o S5 I VEAEANIE R S N I TR R 0 1 al I AT 201850, HAN S i
GBS o 2 AT IR IR A K @ -, E R AR A R OR
e Ve SRR L

[ Sep]

OH O O
Cu(OAc), |

|
. C—C—
NG, ~ CoHs~C——C—CeHs

|
CgHs-CH—C—CgHs

[55]

1.1g(5mmol) % B7 (D, 0.59(6.2mmol)ilfRiL, 2%NEERMH, VKESR,
95% £, %
[ D&]

7E L0mLE B I 11972 A« 3.2mLUKESR .50tk (1Al I e Fn
6.2mL 29K R AR M, I LRI AT, 3 BV R, AR A RN
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PIRG4S PIEAR 5 FFURTECH B, GREERTR 1.5 /N INHAT S N 584
W ARG Y 2 50~60°C, FEBEHE A sSmLyKZK T, BT H 2R 4 il 4h i
fhuk, MR KAV, REEST, M-85 0 0.75~0.8g. /¥ 24l
HATHEH T DA . WA, nTH 75%0 SR K R4S i, 16 S
94~96°C. 4k AL WA TIOLE, HRh 95°C.
ARSI AIT 4 /NI
CERED
1. 2%MEFRH il F NIk ikl & WH# 2.59 — /K-S EEFR AT 100mL 10%I[1 i R
IS, 780 WPt o B ZE R £ iU TE .

[E%78]
1. B Jy RE SRR A IR H AR IR B A5 55 2 S8 A S I I R (1 A2 4L

(=) ZKOFEmR

TIRG T A EAIVE IR, AR IR AR AR, PN IR O IR
e ROV FEU R .

) 7O % O O OH O
T OH T B L.
CeHsCH-C CgHs —— CSHS_Q(E_OH —> CgHsC—C-OH— CgHsCH=C-O
6Hs CeHs CgHs

TR E R IR e S N (KHES) g o — HAESORIR A5 B4 —
KROWEWR o X FHE S I ) 3 P 1R 07 A i o - A 0 05 A i o R AR
FELEH TR o - R ] A AR SABAY s BV o

(5]
O O . OH O
TR KOH Lo H |
CGHSCH_CCGHS > CGHSC_C_OK — CGHS_CH_C_OH
C,H50H-H,0 | I
C6H5 C6H5
(7]
0.8g(4mmol) A2 —fil CAHD, 0.8g(12mmol)E &L, 95% LW, W
HhiR
[PIR]

7 10mL[E i Gei g 0.8g= A AT S 2mLsKh, i 0.89 =K £ i
W1 2.5mL 95% AP IV, AN R, B IR R, InAElR 15 2.
SRIG ¥ R NIRRT EERS B Nad R, ARV IR E 2 1 MM, B S
CTETRARER ) ik HhiE, JEHD 8 SREG AR
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W 1L P8 B R T 23mLsK R, FTE NN — TR R, DR NI
ORGSR AR EIE) I D SRR IR LA, SRS P AT I e 4RI Uk
JET] 59% 1) ER IR AL BN LR A0 TS (AT 8~10mL), BT I8 L FEMR ik
BT, LEVKOKIE A A 45 S oe 4. fhiE, FV /KBRS LI BARR 25 dh i 1R e
o MY TG4 05~0.7g, MA/5 147 ~149°C. #E— P alifh nf /K F 455
B S EE R B . 2K LR B2 0.5g, HH 148~149°C . 4ikE
KOTER NI O AR, 44 150C.
ARSI T 4 /NI
[k
1. WA RNVIR G R EE A, A N — KR, 0K SRR #hs 7r t
BRI 0] P 485 it o

2. R HPRE S T, RO~ A emL 2K,

(@SEFD

1. AR ORGP R AN R T AR B, SRS AT B A ? 5
HH = 1 ) R S AL

2. AT FHAH R 19 JRORL 28 — 2K LR R TR B N A A ) -

&

OH ?H
|
1) (Eoi>—CH—CO;1 (2) <CH;ra<:>>—CH—co;+
2
HO COOH OH

3) (4) (HOOCCH2)2—(|I—COZH
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KR —PIDY BRI R

HMRET AR BT 2 BRI TR BRI TR 5, 2SR E T A BOE I M 29 o
5 [ JR3 PSRRI 2452 AN TSI U A=A [ vy TR e SR ) ot ] A B s AT < A
(E A3 5 SR AN 35 P KRB R o 2R R DR AE AT TR 17 o AT i 1) 25 g A 24 2
PRGN ES i A = S bR ) b (8 —Ff . S AL T TR X 2R 2
AT ICIR (A R R AL, HOE S F

@—ICI O—(CH>) N/
— L O—(CHp)——
R " AN

A B C

FAeR A RIZR AR 4058, B L S AR A, O s B ST it
P77 1) LEJR o e R AR PR SE S8 O RS2 TR, PR SR AL SRk S 7
KGR HR LR LUACeBF G B . SRR BRI S5Ok, eltie . Ak KAk, e
W FR B N A 5 S e B AR A LUK AR S FR RN ORI — 28, (H50RL )
5, BAEE, Ea TN EHE

(—) WREFTR

(@FINEW

CHaCHaNHy— 38920 o (HANHCOCH + CH3COOH
- —_—> D- +
p-CH3CgH4NRS CH5CO,Na p-CH3LgHy 3 3

p-CH3CgH4NHCOCH; +2KMNO, —= p-CH3CONHCGH,4COOK +2MNn0, +KOH +H,0

.
H
p-CH3CONHCgH,COOK —— > p-CH3CONHCgH,COOH
+

P-CHzCONHCgH,COOH +HpO — 1 > p-NH,CgH,COOH + CHzCOOH
(7]

0.75g(7mmol) %} B! % JiZ, 0.87g(0.8mL, 9mmol) i /% BT, 1.29 45 & B 1R
(CH3;COONa-3H;0) , 2.05g(13mmol) & % M2 ¥, 2.0g(0.08mol) i & £ i 14
(MgS04-7TH,0), 4, R, MK, 2K
[SEE 3R]
1. X HIE WK

£ 50mL BEFRH, M 0.70g X HIZEE . 17.5mL /K1 0.75mL ik #h%, 1F
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IR FHR A . AT ER, n NS pSE P R i S T R . R
1.2 /KA EERRANE T 2mL /K, MR/KAEZ Wi

i €005 P SR IR G PR IO 44 42 50°C, BN 0.8mL BEFER AT, - rBiinA
THSE O P BS RREAIE I, 78 53 TR IS TN VIR A 201, IS H DK 1 ()6 AR S
CBEAR R AR Tk, F/ADERIKDEG, THREWE, 754 0.99. 2D
HE WA N sk 154°C o
2. X WA TR

W IR IR L 2R 2R i (29 0.99) I F1] 80mL KAk, FEINA 2.0g
LKG L MRIREEF 35mL 7K, KBt R G {E i B2y 85°C.
[ C 4 2.05g 4R B T 8mL K IRV R

FEFEATBEFE T B A AR TR I AE 10 238 P 20 N 2% FF 3 2 AR e 1) TR
G, CAB A R R FE I = R ) N SE S AR 85°CHiEHE 20 43 BLI,
RE YL BERFR A, BHRFXUZIEAHIE, B2 A, D EHUKEE
Ve TR . BRI R, A TH 2mL AR A, KRR AT S
At pE—IR.

AHITCEIE, N 20% 0 BRI AL 2R v S TR I, Uy = AR ] 44, il
BT, TEEX ABE IR IR 52 0.8, 4ifb S ik 250~252°C . #ll
PR BT N — A
3. NEAERFIR

W BRI O BEE LR, ] 4.2mL 18%[ SRR IEAT /KM (4 T ™
Y5 5mL 18%1 61 ). K5 S N E T 25mLIAl e, 7E e 2R g2 Rl
30 438h. FRERSEWEIEAEG, N 3mLK, AR5 10%%Z0K AT, A 5 W iR
BN AT ERRGCHA B (41 10mLZEA), YVIZMER /K. B 15mLE &%
I 0.5MLIKESIR, 78 43 Y3 Jo TN UK SRV DL | R &5 i, B2 N FH 3 e R
BE BB b B g LR 45 i o B CER =), 05 J5 DO B 2RI A bR vk 55 S0t 7 4,
T SE PR R o AU IR R (K445 05 186~187°C o S 531 (K1 445 s s AR,

KL 4~5 /N

L]
1 RPN BTG G, HH T R R L
(%]

1. 0 PR P TE T I A S 2R, I NI IR AN 1) H R AT £ 2
2. N FIZRHG ] e B R PP AEAG IR, D ] I AR R B4 i 2

(=) WREFFR LA

[ Sepvs]
76



COOH CO,CyHs
H,SO,

+ Hzo

+ CH3CH,0H
NH; NH,
(55

0.49(0.029mol) 2 JL 2K 1R, 5mL 95%Z [, 0.4mL KGR, 10%5%1R,
10% IR IR W, LMk, ToKIRIREE
(S5 DI ]

7t 25mL [BJEHE T, I 0.4g X2 KL IR FI SmL 95% LBE, #:8)keil
MO A . FHRAWE Tk A E], N 0.4mL WRELRE, “LHIA K
EMYE AR, FREPORAE EE LI LN, IR IR, DU R«

W SNV A W0 NBERR A HG A HEINN 10% KBRS A, KEAA
W, JErE AR, H ARG T BRSO o pH IR 4R
WOATE, PRI D BRI pH o 9 KA. IHE D RN H .

W T 2 i 2, /D SR AR S FE N R S . A
oA 8mL LB, oS, SIKMRET G, K EAEH
LR FIIGER 3 E, BRAMIRYI ] L WE-/K 45§ (1.5mL A1 ImL /KD Figh
i, PR 0.259, M 91°C . SN S AR R SR A 91~92°C

ARSI A7 2~2.5 /N
[ 8% 8]

1 ARSI IMANRGREE G, SAMIG A7 R .
2. PRIV ZEAE, A o] B B R i A FH A A A B v s A T e fe 2
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KR —Ih YN &AL

Rt 2 225 402 5 R e AT [ 45 BTV 25 M0 IRD ISP, e E AV 22 b 40 T MDA
TR N A S B, 1T Bi6 2 Pl T e, A DB NS A i ek B T 4 A% i
R PUERREIEG, © R CAFEAE A PUwGR, EAER LG
TSR o B 2 1Y) MBS R -

H2N—<C::>——SOZNHR

F e B U1 AL A R M0 1A R R B e 20, AN SIZ 38 5 Tl 1)
fiftde 24 e de fj #P PR o ﬁ&%%%Mmﬁ%,Am&%%ﬁ

NH, NHCOCH;,
HN03 FdHOAc HOAC
H2$O4
NHCOCH;, NHCOCH;, _ NH
CISO3H NH3 (1) H3O
—_— e - >
(2HCO3
SO,CI SO,NH, SO,NH;
(—) ZBERRE
[ ]
CgHsNH, + CH3;COOH CgHsNHCOOH;3 + H,0
(71

3.49(3.4mL, 0.039mol) 4%, 5.2g(5mL, 0.09mol)VKEERR, FEky
[Se5 %]

7E 25mLIE B, A 3.4mL Y, smLvKES R K /> VrEEH5(0.05g)1,
B R IR VAR, T Ak AR S SR AR, B
AN KA T

B RPN R, Al S N AR 10 20 8h, SRIGZBMITHE, 4T T
HOAR) 100°C LA, ZEESLEAWAAR . 4ERRR T 100~110°C 2 [A] ) V4]
1.5 /N, AR RRIRK B R LA e 25 tH 1, SRR RN e, R RN
258 . (ESEE TR RN PIFEIN 70mLyk/K P, ARE, HlET A,
A KSR KRS . 7Po i 3~4g. 40 LR IE R ol 114°C

ARSI ATE 3 /N
QUEREED
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1 AESOHE AR ORI 28, 20 OB RL N = R RaEE, Moy
RIBZ8 2R o

IMANEER IR H 1, 2B IR AE S N RE R i, AR AT (% i

RTE I3 AL LA 10em KO 538

AR IR S K 1) B AARRZ1 0 2mL ZeAq

PN G, ARSI RIET Y, W AEREE A A S AESRE M EIA
Pk, DABR 2 R R I B AR S I PR A

ESEFD

1o SOOI D (] BP0 o0 AT b oim PR E 7 100~110°C 2 8] 2 JLRE vy A ] ANBf- 2
2. BRTESRAL, A RLE Lk ?

(Z) WEEFEBE

SARE ol S A

[ ]
CgHsNHCOCH; + 2HOSO,CI —> p-ClO,S-CgHy-NHCOOH; + H,SO4 + HCI
m.p149°C
p-CH3CONH-CgH4-SO,Cl + NH; ——» p-CH3CONH-CgH4-SO,NH, + HCI
m.p 219 - 220°C

p-CH3CONH-CgHsSOoNH, + HO ——> p-HoN-CgH4-SOoNH, + CH3COOH
m.p 165 - 166°C

[i71]

1.0g(7mmol) Z. 5 iz (15 1), 4.43g(2.5mL, 0.038mol)&i i %M (d=1.77),4mL
WEIK(28%,d=0.9), WEER, HRIREN
(S5 P i ]
1. X B AR e U 4

75 25mL TR HETET, NN 1.0g T4 2280, /N KOs £,
TR DB KBS, N T e 2= o A HE AL 4 e . e TR
B TUKOKGHAE G, SUEEA 2.5mLsiERg, v RIZE B S s S A E %
o RMNARBR AR A, B H RS A, 27NV TEEL, vTHE K H. fr RN 2%
RS, TEREHET AT [ 4R i, A 2 oiif. AR5 IR /K Hom#k 10
OBl e B 5 4

W R HEAE UK KA R 78 0 R E s, T8 KU e e ke, o s N e
BN 15gTEuk i Bept tht, T A KIS, eV B N Bedf e
BEFE 5 A BiUR KB AR e /N IS4 AT (R UREIR 11 g i A, hlig i,
HDEAKUES KT, SCRIEHT T — 2 RN,
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2. X LI TR T L ) £
W FIRF R ANBM T, EAWTHERE T EE I 4mLIK 2K (Fri KUE

H), SERIUR AR TSN AR i PR . InseaE, BEFE 15min, AF RN 5E 4.

SRIGTFIIAN 2mLsK, AN KON 10 4380, JEARRIEHE, DR 2R, 153

RSP T RS a e,

3. W IE IR i %

B B3 S NN, N ImUIRERIR, AR I /N KRl 20 4

Bl WHIG, 19 EEIWR, WEW RS, AW REAEER, A

PRI 0 e . ZEVKKIB AT, HpE B Ak, /B KK e

JE T R /K F 45 5 Chi s ) 29 75 13mL7K), 77 & 0.8~1.0g, 44 & 161~162

C,

KL T 4~5 /N

QUEREED

1 GRS B RN AT 5 ZY 1A JEg vk, BRBRAE S b & B K S A AU,
1K 23 AN LI TS N, FE A b, WOBUR IS R AR /N o SN R T
I 2 B AT o S SR IR AN nl BN KA b, i R BN R
AR A o

2. FAMRYE CWEANEN SN AT AN, W SBEAR NGRS R, w28 ik
17, MRV THENRT, BT A Al

3. RS RS, A RENEME TR . ARG YRR, B N,
AR EL T K IARSE:, (AR KT, B0 25 DR FE i !

4. MNIREELZNE, FEride,  LhG R i S0t £k ad Bk R he it SR A o
TX R S ) 5 A IR DG BE

5. RNELUE W AR T e A ORI B (R BRI, A5 P AE R I A T RO I A 1R
PKfg . DIAEPERR T, POREET, AR e N RS .

6. NTWEBIE, X BRI A . BB, nARKOKE T
H, HhE, HUOKBES, THER4S.

7. BRTREN I R ZTBE EOR R, 1 ) R ORI NS . BRI R AN 1 SRR
I, A A, SO A A LR . B TR S, i
BRI A S AR R ER A A . W AR AT AT, DA PR
o

(%]

1 o FH GURTR I D e R e T4 2

2. WA ARG OIS PR ? B R AT ?
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KR —VIN B RYEERITIAR IR H H:Be

A B — PSR B S OFRI AT 10 H 2ok TR,
PRI A AT T SR Y A K o AT A e B R

b R ) RERE AN BRI+ e SR IR N, R T A ket —, EE R
W Do 1] 1950 S /AT NATIA TF A T W BRI B R iR B (ABS), {EJR KK
BEANIARERE A o i, V5T 1966 4F AATT A B T — Rl 2 E D%
RIS HERIR #h (LAB) PRk iR A b I AR R 0 2R R % 1)

TR LR BRI F RN 8 A — e, #J8 T-F B 7 R ThvE 451
Bt R REBR B A 1 (B (R A, R 180~185°C (BEIN3 i), Sy 1K
JRAE W X 59 R AR K #RAR AR A

B HAEBR Y IR, o IR IR 2L Bh 7], B FAE S B R
KK FLBERE I B2 FA BN FB/BEE ek 5tk
Bl e FERE, U AR IR AR BA
QTN
CH3(CH,)1oCH,0H + CISOgH — CH3(CHy)19CH,0SO3H + HCI

2CH3(CH2)10CH20803H + Na2C03 — 2CH3(CH2)10CH20803N& + Hzo +C02

[l 7]

3.39(0.017mol) H HEEE, 2.04g9(1.2mL,0.017mol)iK L%, 1E T #E , HFIRIER
TR, TRIR N
@RITHE Y

TR S0mLANEEM I 3.2mIUK 218, oK TP HA 314 5°C,
M I8 1.2mL(d=1.7) 5B IR R I A\ UK Z R IR s bk rh T (i XA gt
7)o IREWIIRAEVKBE TR, A SCVFRBEATEM N

FERRE B8N 3.3 JI R, 292 208hinse. kPR S EE A
JURERE ) COV AR s M gst (2 30 43D K3 e AN A 10g R 0K ) 50mL 4%
M.

) A SN G IAN 10g fEDK I REAR RN 10mL 1E T B, ARG
Y 3 o3, FEBRET RN 3mL MR R BN H A pH R4 E P s 2
Bk PRI 3.3g MBI IR, B R iR a2,
¥ B A HABBIN G0 S o — S8Rk 2 AN ] ek S R0 A AU — A2 B8 N 23 <
W R IAKZ I S — 4 TmL [T R, 7Pk 5 a8, IR E .
PR BN B — R I 0 s o, B 22 RK 2
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EVE IO 5 b o 2, BREAKA, RATHUAREI Kbt
FEIE P R Be bt BT v B2, BRG], DRERIRTTTENT 2
BRGS0 il e KR A E T 80°CINLLAMT FHET, 1574 3.0g
i
[EE]

L AEH AU IR N R /D, RN IR IR AR SR IR, — Ho 2 1
JORSTBet o AERR A N 5 L B P KRR B T

ESEFD

Lo AR Bt s g ok PE R S S R R H A R R 5 22031

2. MR VLT 7 S P
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Kk—NtE FER

TG R SEAFRIE R B, BN 1,2-2KF I . SR RETHE L
O R IR GE o, XS 2 Tl 146.14, 555 68~70°C, ¥l 1 297-299°C (139°C/666Pa),
W 0.935g/mL. B LIE T O, S TR, 1 W& S En% T 400
=4 /KEL 50 =K.

IR TEHTRAINESE . Pesmn SR, tnl AR ERH)
o 2 T A R A I AR AR, IR L R T R A A
[ ]

CHO A0, KF X 200°C N
170°C COOH = o5 '\
OH 0”0

OH
(5]

K¥#(2.59, 0.02mol), R&HT(4.59, 0.044mol), FALEM(0.3g), LB
[sege D iK]

# 2.59(0.02mol) /K #i# . 4.509(0.044mol) i T A1 0.3g 5L B U I N4 Vi,
FE VT FUAITE 23 VAT 10mLi) = Efrh, IRA SR IFE . MR =
180°CHY, HltpeEte i, #og)n, ke N 0.5h, %) N Tk #
210~225°C .

RIVEERE, HRAHIR 100CA A, I 3mLAUK, ARWifide: N ik
A SmLA B, BN UKOK A EIE AN RAE . /N3 RS R )
[ ek s 2618, Bk 165°C/10mmHg 5y, 192140 2.0g H talil 4k, BIhA T %
Fiit e W 50%01) S K 45 5 IR, AT O IR TR 4, 455 69
C.

ARSI A5 4 /NI
QUERES |
1. BN ZE UK AR R v 3k 120°C .
2. BERE NIV, AW A A AT, NS AL,
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KR —DU)\ EPEKFETH 24- —RERLR

T LA FEAEAR IR L N ABE MR A KA A 1R 59,
BN AT A RIRAL G PIAOK B AN FIAET I LR NREA 5K T
e R A A Y A D REAT AL S, i 2,4- SRS SR L — P RN
BRI 10k LR 2R — M E AR, B2 E K. A A AT Ly
Fn] AR I R B R, AR R S I S 5N, 0 2-— 250k 2%
-A4- PRSI EATE I [R] R ) o

R CIRIE NIRRT RB A SR i Williamson & i il 4 .
WRE AN, PR ECR R SR 2,4- —ERE LR (K 2,2-D). T X
FRBVE 22, LA A RAE AT R o 58 ARG, IR R R iR 5,
SRR AT

75 A L 1) s A e EE ) 9 AR LA S 2 o ARSI I I SR IR L A
AT IR IR A AE BRI A T 1 54l T8 S T LA P S Sk IR & B AT A
e HILA S NAF

2HCI+H,0, —» Cl,+2H,0 HOCI + H'== H;0Cl 2HOCI == Cl,0 +H;0

A [ HyOCH 1 CloO 2 R ZAL IR A

(—) FELR
[ mia]
OCH,CO,Na OCH,CO,H
NapCO3 PhOH HClI
CICH,COOH ————> CICH,COoNa ——> —_—
NaOH
QEwil)|

1.99(0.04mol)5 £, 1.25g(0.0135mol) AWy, IFIHR RN IA I, 35%E %
R, KRR
[Se5 03K ]

ERAT RS IR R R s HE 50mL =20+, A 199 &
R A 2.5mL7K - JTSIEHE , 18 08 i v A R i e M%) 3.5mL, 2 HipH M 78,
SRJG NN 1.25975 1), P22 N 35% M E LW, 2R NIEAYIpHN 12,
¥ S NILE W AU PO 2 N, ROV I R pHA 2 R, R A A AL
L ORFFpHAE N 12, 7EVh/KUE L4k indh 15 404

RNV SERE G, =S K, R NEETE T, AR T R AR
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R pH Ol 3-4. ZEVKAHRIAHL, HTRME M, (8 msedn, ik, K
YKkl 2-3 1K, 7E 60~65°C F T4, il 1.7~2.0g, KLyl 5 T4 4
AR % . RS L IRTOKS £ 98-99°C..

(Z) WHREFEALR
(I

FeCl3
OCH,CO,H +HCI + H,Op ——> Cl OCH,CO,H

[ik7]

1.59(0.01mol) K4 LR (E ), 5SmL VKEERR, 10mg —& b8k, SmL kiR,
1.5mL 33%XUE K, B
(S22 ]

TR BEREAS S [IGA B F R 1 50mL =30/, AN 15784
ZIR(EH)FI SMLUKES IR » K —SUHUE TR I3, A IFshiise, Rrkii s
ETFA 55°CI, IADVR(Z) 10mg) = A AL BRI SmLyk P, 2KimiEE T A
60~70°CIs}, 7£ 10 2)%h 188 i 1.5mL 33% )i AL A, 4N 58 B Ja A Fr i
FETF N 20 438 Th il BEATIL P A4S, 1202 &0, Hriidndd. Hhuk,
FEYIR KPS 3 . KL 13 (0 OB /KR LS, TR I 24 1.5¢.

() 24-—EXKE .8

(o]
cl

R
CIOOCHZCOZH +2NaoCl — > CI@OCHZCOZH

(7]

1.0g(6.6mmol) X} F A L 12mL VKSR, 19mL 5% SRR AN, 6mol/L
EhR, 15mL 10%7%% FRAN VK
(S22 ]

7E 100mLHEE T InA 1.0ght AR SR AN 12mLIKEEIR, oA ] 445
Mo KHEHE TUKE Th A H, (E383% B Hin A 19mL 5%[ v g i
SR JE R TE DK O, AR5 B A0 2 T 22 5 0 S FRORRE B 20 BRI SR
WHEOAR R . R I 50mLuK, JfH 6mol/Li¥ &1 F& R A 2 Wil R 414t
o NIRRT 25mLZBRAEE 2 IR A FFEAREGR, AE R S R 15mL
AKYEH R T 15mL 10% K5 R 2RO M . Kbk A B0 Sk,
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TN 25mLsK, FHRERFRIR b 2 NI R 2R A0 WS . Sl dT s A, IV K E

Bk 2~3 %, TGI8 0.7g, Kt H USSR IREL 450, 15 A 134~136°C ., 4l

P 2,4- —F RS LRIV 154 138°C o

QUEREED

1 B SRR, SE AR R A i A 2 sl I LB 3 i 24E

2. FFUBTINE, WREHVEFSE, AWiBE G X, ShRA R B RE,
MM SR T 7K AR WPTE ARG, v AN 2~3mL KRR .

3. FRERWIL &, S ER K. Wl BT ERREAR, ALhTE
RABRINATEE , PTLUH 2538 =28

4. HTH SRS A, B ENOEE, Dl SRR H

(%]

Lo US40 SO pH R H AT o

2. DIZRA SRR M sk, dnfaf il s R R SR 7 fig I ACVL il 4 X B 4 L 1R
52 hta?
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SR ——PIJL 2-RZE T HERA

25 L HE RIS — SR a Y, 1 TR b
H,C

N+ !
S—CH,CH,COOH | Br

H3C

FEBRINAERT S ATLOE et S A, AR ARG o o) 2 IR B
WEY SIS, PRSI, BRI EA Y.

TN S PNE R LA T KSR R, R0 LR A
Wl IR CHERBREACE Y o AN B B AR A S DA AT Rk v, B
5 AR, (R —LeBh Wy 3], DRz Al 5 0 ml LA DA 35 £ 0 BRARDRLZS T 71,
NIERIRE RIS S e B [k S

(—) 3-IRAE
[ iz ]
CH,=CH,COOH + HBr ——> BrCH,CH,COOH

(5]

1.1g9(1.1mL, 0.015mol) %R, 6.19(0.03mol)40% 5 IRIR, Y&k
(e %]

7 25mL BRI 6.1940% K EIRME, HE LIRA RS, Indi
W AREEE, ERA R BRI 1.1g AR, 4REERIR R NN 45k
IR, AR AR R fE, ORI sy 28 A, I R B L 120°C Y
51

FHPU SRR (BmLX2) AU Y, A IF2ER0R, MASI A 2 =1
RGP HATRERG AN, I SmLPY SR AER . & IR NI,
AR EARRILH, 28D R RYIRR 3-IRINIR, 734 2.0g. 5 T RF
st al Ak, nTARAL, HEH TN PGk W Rl nf
MU S AR ER CRE 5 b, HnT DA 2518, W4k 140~142°C/45mmHgf18 53
alpE 3-IR NI LIRS dh, #E Rl 62.5°C.

(=) ZHEERRE
[ ]
(CH3)2804+ NaZS e CH38CH3+ Na2804
[iA57]
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3.789(0.03mol, 2.85mL)fifR — i, 7.29(0.03mol) LKA itbah, JE/KEA
&

[se5 %]

76 25mL— i InA 7.2g LKA BRACEIFRT 0.6mL7K, Ik, JTahi
TIPEFE o RIGAE=A 2 5 BRI A0 R R S R T o VA, RETRE 2
TREE, RS RSB A, B I A M B A KR, Ay
THEZ 80~90°C 2 [H], &1k mh,  phiE FR o i AN BRIR — PG, SN,
A0 Ik VR I R IR R A 80~90°C . NGBS, HUBIANAN, ORI RE Ak SR I
15min.

RN, KBS T R A N R s ) 2mLA K e, KA
BT ek, QoA WEiEE, r~#4 1.29(1.4mL), ATHEMT
T . AU RRRRE S 37.5°C, 1% np?104351.,

(=) - ZE - FHERLG

[ i ]
(C,Hx),0 HaC
H + -
BrCH,CH,COOH + CH3SCHg — > S™CH,CH,COOH | Br
HaC
[iX71]]

1.53g(0.01mol)3-1R A2 ( A, 0.769(0.90mL, 0.012mol) - F ik 5D,
oK Tk
(e %]

7E 25mLIA B+, i 1.53g3-# AR 0.90mL — FAREEAT 10mLIJG/K
LTk, e ERIRAEE, & K EACES T« KA I SO e, B
PR AR, ARBE N 1~2 /NI, AR R A AR A e Ak RO, K
Bt E Tokisrh Ao, g fhoed, ik, MRl 2~3 kM, 24k
SR T, Pulbr b, 3 Ak~ me 1.59.
QUERESD |
3-IRNTR G 17K, I b s s PG I S IR R /K I — A2 25 .
- FREE I SRR A S R
TR LA TR
A T ERZFR I RS, AH T A SRk AT YRR, AR R,
WA ) CBEDES, 0 mT FHV A I EEE .
5. MG T K, ORI R .

A L0 poRE
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KR —HF SEESE-FBHEER

2 AP EDAE €M T, TSR I NI S R AT e 28
ERILGAR ARG ARG, AR PSR AE B R
FEATEH SRR, 10w K dE = AR A 1.

3-Z HE AR R LI PR oK (Luminol) & Refs = AR = OIS A
DAL G L — o EAERMARE UM AL P S AT ) (Mg KT E PR
HORHS AR 1 (PR 1) A AE o IXAMBARE 1A 5 DL St 95 (1 i (¢
o, AR, SRR R A 1, TR A DA T AR
J MRS TR R o SR Rt i SRR REA T I

@ O
NH, O NH; © NH, 0@
NH W oo R
T e O O s
i E‘ﬂ&ﬁ% 1 ':"5'
l[':']
NH, 0% NH, 09
, 0
R [ + Ny [ o ]
0o 0
Y SHECHAEFT, e
NH, ¢ NH, ©
=
'S 0 = .
S e
=
O s
BHEHAET 5, B,

BRI I T S5 TR E RN, AR A A . XA I SR
PIATESE, T NI AR 7 B AR T = 43S (To) 1) 326 40A
TR AR T WOk =S M S TR R RS A, B AR R
KRS (Sp) M U8 1o WO LS M 008 7 A A TRl B2 (So),
A B A W] WOt BRI AT 2o eoh, I FEA FDERGR, W
RRE AT R AR e L R

(—) 3-FHFIARE R
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IV

@
C H,SO, COOH COOH
¢’
@]

(5]

2.59(0. 02mol)/‘~:r|32+I§: T, 3.69(2.5mL, 0.05mol)¥ e, 5.1g9(2.8mL,
0.05mol) < i %
[b&«%‘a&%]

78 50mL = IRy, %% EAibEhe s | [l S AR -, I 2.5mL
Wﬁ%ﬁzwﬁ FRRETY, EBERE T ARBOR P 2.8muikiiR . fitkk

0 438, LEKWE LRl 1 /NS, I R 2 B B ARV, 45 1 .

RN IRA YRR G, ZERIZUERE TN 6mL 7K, I AR ok s v A 10 [ 4
IEILIE, PR, RUKESS SR B Rk, 54 1.0g. 200k 3-8 R
R R 218°C

ASLIGLY 2 /N
QUEREED |
1 AT HARR Z R A
2. TEHINBRIRI, NI, BRSNS B IR
(@SEFD
1 ARSI, NIRRT A2
2. TRMARE P e AL AR T 23 15 JL

(=) 3-THFEATA — B H ) #&

[ 5]
Q
COOH C—NH
COOH + HZN-NHZ E— | + 2H2O
c—NH
11
NO, NO, O
[757)])

1.3g 3-THAEZE WK, 2mL 10%/K& M, 4mL 45 =2 .
(e3P 9R )
¥ 1.3g 3-AHFEALZE — R AT 2mL 10% K & A BUBON — 3247 3248 (R Rt
B AR A RS N AmL 4 SR JEOURIEE AT, SR AT OK
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BRI NI o IR BN 200, 1 KSR S AR [RGB 25 . 4%
gEhndh, AR PR L FHE] 200°C B E. fREF 210~220°CZ) 2 Sl {5 ik nd,
RRELEE %2 100°CZE AR, I 20mL #uK, ARG R IE, RS
3-HHHELAR R — eI A CATE T8

(=) 3-FEATE — FHk A%

[ ]
9 a
C\TH + 3Na,S,0, +4H,0 —> C\TH + 6NaHSO3
ﬁ/NH ﬁ/NH
NOy O NH, O
[i57]

6.5mL 10%NaOH ¥, 4.0g iE WY, 2.6mL JKEEHE
[ S8 3R ]

b A B 3L RN R — RIS A — R . A 6.5mL 10% 504
BRI BEFRRAWIEBEIRAAR, NN 4.0g & AR (LREGH) FlEE
7K IR IEAWIBERE, PRERIEEE 5 2%k, i 2.6mL UKEER, TRAHI2]
JEATAR RV 22 E R o IR, AR ) -2 SR AR AR I CEoK TR [ .
Al EOK T4 KA 319~320°C

(W ZFERIEER

I T A B oK T i, L RS R

W SORE, 78— 3 10mLE K (AT K B 2~3mL 10% 1) 2k
FALEERG 55— R, I 10mLpHME A 10 FINH3-HoO-NH CIZZ i R
0.5~ImLid A b A K -

WP SUE T A TR G, RIS R 22 RO S . kR GIE
ZAt, KOG TR RS 15 38 e .

(%]
1 HRALAPIIE JE kA T 2
2. TSGR R B AEAE . UL SR AL A I R B AT R ?
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KR —H— HAHRFREE

A E IR AT DA 2 5 b T AR, R 1 R U R ISP TR A AT A2 T

RO AGH . H AT BT IR I G 2T R E 4 A2k

1. 1-50-3-WRNLE S 5L RN, 73 v -50T I @ e ihing, AR,
IR A BE IR o« IR AT IR 25 S S s fa B b, HOBCR AR

2. Y- ARBRE 2.2Mpa [0 1, DR @A AL, SIRERIR N, 15 v -
R BEALRERE AL RGN TR NG, KA TR, Bt
V25 18 TR T e P s %

3. Y- T WER(E SR 5 AN N, 15 v - T R OREs FERMANAEAE T
T M ALE IR Ol KIS BE T IR . VR SR 2 40%.

4. 1.2- "R OHEE N IR = LFRAERIAFAE N REATAEE R AL S N, 15 1,130 1A
Be IR, BORMSH AL TR . A T ROk, A .
RS S W = SRR AN IR, JFHEAT 728 udt, S 73k

R I BB Am&%%WT

[ff] CH,OH

0] ZnCI Pyridine
NaOCH, NaOH/H,0
choch E}—COOCH3 D>—COOH
6" '5 3
(=) 4T BR
(GEIVE

S0cl, CI(CH,),COCI
—_—
0 Qo ZnCl, 2/3

(7]

8.69(0.1mol) v - T A, 9.8mL(0.13mol)& 4k EAM, 0.8g Te/K S ks
(S22 ]

TERA eSS Rl (RS TR W 50mL =30,
A 0.8g Jo/KSFACEER 9.8mL 50K, FFahdidle, A 8.6gv-T WIlE, KNVIE
BRI R A 45°C. A 55 C RS HE 12h. fEULIRE T, FKEW
He il — SR R IR, k261, EE 69~74°C/14mmHg 1484, 3 4-5
TS 4 10g.

(Z) 4K TRRFE
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IV

CI(CH,),COCI CH;OH CI(CH,);COOCH
—_—
( 2)3 Pyridine L 3

(5]

7.0g(0.05mol)4-5 T BEE(, 4.0mL(0.05mol)itkiE, 2.6mL(0.065mol) i, 2
fik, 5.5mol/L i, JTC/KARIEREN,
[SEE 3R]

TEVKI AR, AR B as . [PRA RS (RS TR TR
2}ty 50mL = FUf T, I\ 4.0mL REBEFT 2.6mL FEE , FFsh iR, 18025 A 7.0g4-
AT B EE FYREEid: 18h, R NVIRA Y H I 25mL 5.5mol/L i i,
AN KA ZBR(ASmL X 2) 20 IO A HUAHE I Ja HIKYE, Tk
TR 1. 78 BR LTk 5 Dok e 2578, WscdkE 50~52°C/3mmHg M1 7. 13 4-A TR
HfiR4Y 5.0~6.0g.

(Z) FAKEFR
[ mia]
NaOCH;,4 NaOH/H,0
CI(CH,)3COOCH; — > 2
(CHy)3 3 CCH [DCOOCHJ COOH
@EwlD |

3.5¢(0.025mol)4-5 T T ' fiE, 0.8g(0.035mol) 4% JE 44, 1.4ml(1.12g, 0.035mol)
FlE, 1.0g(0.025mol)E s E 4k, HIoK, LM OHE, WM, Jo/KOLERE,
[SEE 3R]

TEREA LS . R BEE () 25mL =#0H . A 3mL HZER1 0.8 48
o FEBhHEEE, SrOOmA LamL W, REARAESERBE, DA 3.504-5 1 1R
TS5 SmL FFOREC G i dr 6h, i 1.0g Z A EH AT 6.5mL 7K AL ik
IV, R FE I Bhe A HUAE, A ERIR A 22 pH=2~3, H 418 L1
(8.0mL X 3)FHY, GIFANAH, HIC/KERM 1155 ks 72818, Wk 72~78C
/12mmHg K587, 1SR ALEH IREY 1.5~2.09,
QSEFID |
1 7EAT ZAEO0 T IR & B — iR R ?
2. RO PR N B R (1) J5 A BE L FE A, A UAHRI A 16 3 22145
3. WA 4-ATHEAE. 45 TRTER. LRGSR, iR E 2R

Wb, I o AT BRI W () 6 B 5 A G S5 R R R &R
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KR—H= ZRETIRKKIE

Hd)E R —REA RO MBS REEY, el —IREHREY,
TS IR I P 58 AR ABL T 05 A 311 e A A2 A8 BB R o
(79l SRR Ty AL N [P AE i 595 % K /N4 7/ PN N Y 5 7 SN 5 (N 7
REfF R, Hrp LR BdeoE . BeAh, BR B A% B B B BRI SRR
AR AE AN I R T A e R A S LR AR I S R U

@ , FeCl, (CH,C0),0

Na — 5% Fe

85%H,PO,
{>-cocH; KBH, -CHCH3 CuSO, 5H,0 ._CH

he — Fe
@) ~H,0 @
(—) IR IR
[ va]
O - Ow
(7]

1.15¢(0.05mol) 4 )&, 4.2mL(0.05mol) K% 4, DU, —HIZK,
[seg D iK]

TERA BRI IR AU T R R ) e
ISR S CEZERURNTD [ 50mL=#0m 4, i 20mL 4Tt i —
A 11594 N, FHEASMIA RN RGE. I el Sus ik 5 TFah e s, i
BT AR D o A5, e AR T e, TE . R RS B
JE RO, SRJE USRI P, N 20mL DY SR o

Wi i S SR VKB A ), TFhPist, RS T, B4 2mu3h R e
TR, T 10min A RN, AR ETN AREEHE 2~3 /NI [N 4
WIGIERIR D EIVIAR R, ANFEAE, HEHT 3 RN,

QAR

1. HIE BRI N A8 A Hershberg Hid#f:42

2. VUK E: e AR A TR, RE ARSI S, 4>
TRAF 4l o

3. MR ARIIRZE 1 o
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[E%78]
1 AU DY SR I D A4 Bk 1 2

() Z%s
[ iz ]
+  FeCl,
Na& ———2 > e
[55]
2.71g(16.6mmol) JL/K =44k 2k, 0.47g(8.4mmol) 2k, DUZMems, £k,

7NN

(S5 D]

RSN, AR PIRAREE I 25mL =30+ A 10mL
K VUSRI o TFEBRE, RN 2.71g To/K =&AL 0.47g 2K, A3
Pkt 4.50, 193054 KO AR PR BRI .

TERA N, W SR I N B8 3 I B I =30 rh . 72 R
AIC Tl B2 n# 1.25he ZEBRIEHIIS, KA ™4 HIb % 1) 4 ik (40~60°C ) 25
U 3~4 YKo B AT, AR ke K [ A 2R e T 48 P sl s T4
5%k 3.1~3.49, M5 172~174°C.,
QUEREED
L PRI TR Rk I R AR, AT A 300 H (SRS, WAl

40 H I8A 0 =58k # % 4 33%.

2. WA ke, K. FIEESR b L

(=) ZBEZR®
[ ]
(CH3C0),0 L 2>COCH,
; >  Fe
85%H4PO, @
(71
1.869(0.01mol) — %%k, 12mL ZMEHF, 1.2mL 85%TMEME, R Ak i A1 /K v
i1
(i D]

1E 25mLAE IR TP NN 1.869 )%k Al 12mL LT, Y0 HVA MR 5 A 1.2mL
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85% IR . INoe)a fEI AL FHeE, BTk Bndk 8~10min, JEANKTHLRE
Ao 3T 100mLEEM TIRCE 249K, K Bk S NTR G PIIABEA T, N H I B
PR AN AT 7K IR T R B S S = A2 1 b e MR AR DK T H1 0.5h, b EKgE ar
P, HhE, OAMTRHCT, RS R, R e 2 A o e, £
P 129 2L (0 1 L We ks Bk, M550 85~86C.

QAR

1. PRIEZHT (Flash Chromalography):

(8) HeAt: R PRI iR TR
Wb (25 0.5~1cme) . FHAEKH (100~200 H,
0.5~Temisy )« AR Z AT FH A e H (20em sy )

i A A R R, B AR O

FAAERHC0.5~1emmy) TP (4 0.5~1cm

151D, SRJE I TR ) o BRI 1R Ak

RS RN, 70 DA R S i B —0d

TG 2E . G EE Sy SKIEI, Sk

& 7P ILE 0.4~0.7kg/em? QR ) R K| 152-1 Hug B E
SIS IE ) o IR AL R A IR

W, W s R AR E TR, AR = 18em.

(b) Inke: HIUSHED ) ZWRE i CEE R ™ i, SRS PR T B3
RAE, RN S 808 LB Bk P B D BRI
PNME L, EEREUE.

(c) VEML: JFaf FHA DG, R IR A R S IR ek, A ek i o
Ee, T SBEAT I (VIV=L3) TR A IR DE o 3280 s 0 Sk 0 15 0 ot iy e
g, Rk A 0.7kglem?,

(U BLETTRE

(GEANEY |
OH
{SM-COCH; LCO>-CHCH,
Fe _KBHy _  TFS
(55

0.68g(3.0mmol) ZBEHE — %k, 2.2g AL, 95%LEE, Pl
(250D ]
1+ 100mL HEIEH A 0.68g LMEHE — /%81 20mL 95% L JiE, HLRLHEFE:
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Fale BEHE FARPUIA 2.29 TIEALER 15mL K, 4EFF I 35~40°C Hi bk
3ho A JERLDE, VEMAEA HIPERE T NN 50mL AE . FuERR L, 195 (0
k. HPOEZHT2iMk, 13 0.5g }& LI 88k, J& 5 75~76C.

(@SEFD

1 HIEBE RN AR R m s a A G R 2

(h) LIEEZTRE
[ ]
oH CH
~CH;
CHCH3 CuSO, 5H,0 —CH
“HO T Oy
[i51]

0.469(2.0mmol)¥% £ 5k %4k, 8.5mg HIK &R, 3mg X —AKEy, FIEK,
FmE, = AL AR
[SEi 3R]

A U HE IV | 20 /KA1 50mL =0 rh, i\ 460mg ¥ 25 k.
8.5mg FL/AKA BRI . 3mg Xt —ZKEYFI 25mL T-HI 28, JTsh e pEdidE. BEE
22, AR R 2Ky, AR B REn] R 2 F EOZ A (TLC) AR £ e by 5 BE
Hibe VeRIEyE, IRk GRIEREAEL 50°C) 2+ HYUEETalf,
W 500 0 rh e = At A, R A g o R e — P AT AR G
50~70°C, 0.05mmHg) 4lifk#53 310mg 4liff) Z0 5 — %k, 15 51~53°C.
QeS|
1 SERG S A TR S IR 1) H 2 A4 2
2. AWM I IR T HNMR T [ v 25 W i b 1 A g
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KR—H= EYANTRERUS)-(+)-%t AR -2- T BE

TN PR RN -2- Y AT DUIE S A 2B s v, i A & i o0 dr . A
HIRE PR ORBRE-2- N e P AT 1K) o ArR 7 B T ARUE s By R AR e Al B st S i HL
X R BNEE S it J R MR 1 B FO s A B R o B s T 2-Be e e 1y
IR A D) (T B BUE B AORAR B il A R A5 ) ISR S i) i, AR SEIG A
FI BRI 2y A 10 1617 vk A5 B e B 2B s J s PR R -2- AT, 45 v ol 2
I HFRYI(S)-(+)-RF FHORBRIE-2- Il . LA B 2 tn 1 -

O
Q yk CH3COOH I 2.
CH3CCHg +Brp CH3;C CH,Br + CH3 SO2Na——

65°C 7800
ﬁ [N zas: ?H
CH3©—SOZ CH2CCH3 (S)- (+)—CH3OSOZ'CH2~C-CH3
(—) BALHE
(GEIVEY
I Pk CHgCOOH ]
CH5CCHg + Brz/’K—i> CH4C CH,Br
65°C
(7]

2.5mL(2.0g, 0.034mol)/Afi, 1.7mL(5.69,0.035mol)i®, 2.0mL JKEERR,
IKBRIRAN,  Jo /K AL
(@RIHEY

7E 25mL = BB+, I 8mL/K. 2.5mLNERIAT 2.0mLIKES R, TRA
BisJa, B R EEE . W TE . R SRR E . K AT R 2
65°CH, iBIR- BRI L7mLE, FERNESY, 4 10minfise. Rk
ARS8 SN 20min, IS R EREAIEATY 2K o A5 I, i OV S, N
AN AgiK, JFHUKOKIEYE 22 10°C LU, 1218 i1 A2y 5.0g BRI R A b itk . 4
REWEF 2wk, 2 HAENZ, ARSI T ERR 250,
FRZE48, W 38~48°C/13mmHgITE 5y, 30 B E AR IR AT 2.0~2.4g. 4l
PRV A 137°C, HTE%ENp?1.4697.

ARSLE 25 2~3h.
QUERES |
1 VAR E FRE RS HREAT, AR LT M R
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2. WNTIIAAGER D, 157 MIRA B S B IRBIEEE R, —H 51k, KRR 2,
ATyl

(=) 3 F AR -2- P

[N ]
e) O
I L [l
CH3C CH,Br +CH3OSOZNa—> CH3 SO2 CH2CCH3
78°C
[ ])

2.0g(12mmol) %} FF 25 P fi {44, 1.0mL(1.6g, 12mmol)iRALIAET, To/K LK%,
LTk, ATiE, oK R
[PER]

FERAT [Pl e . e R SV 1 50mL = #gedii e, In\ 2.0g X 2K
AR AN AN 6.0mL TorK ZFE, HEREIFAR . MIE R BIR FHiRn 1.0mL
[FVRAL I 5 2.0mL JooK ZBERITRG Y, TN 56 SE4REEH R 2 /N

AHE, SONZEEEE, A O/, N 8mL K, A NLE, K
JZ M 10mL ZRFAEIL, A5 ok, S IFAALE, oK T, 282 L,
=kt 20T (DEBA A OBk A hik=4:1), 19774 1.0~1.4g, J#m 51~52.5
Ce

(=) (S)-(+)-3F FF A PAEE-2- A B

[ pvs]

T o
CH3OSOZCH2CCH3 =l (S)—(+)—CHgOsoz-CHz-c-CHg
(k7]

1.0g(5mmol)xf FHORINIE-2- P I, I ELEERE, 8, ZIR AW, AiilE, G

TR Rk
U]

7 1 FHEEA TN 150mLZERE/K . 259 5 [ Gl REAN 25g 0, Tk,
PRI AR 28°C A4, 2 /NI NN 1.0g(5Smmol) X} R ARIE-2- TN i, LS
BRI 2.5g RN 2,501 B EERE . N 3 KJG, KBTI =1 B iR,
H 18 CBRIESFEIL 24 /NI, WERANUZ, HTKRREET8, ZLEN, M
FEMIGRE T (PEIFA OIR LB A E=1:1), 15 0.8gJCh fhi A (S)-(+)-Xf 2K
WS -2- TN BE o (S)- 6 F R IR JE -2- T B R Rk 47~48 °C L, JiE OB E
[ @ ]p?°=+15.2°(CHCI3,c=0.998), Jt:*#4lij kT 95.3%e.e..
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