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1. —F A 3-BEX AT %, ATk

(a) BAFRFEKUERILA 1: 0.5 £ 1: 20 ¢41esl, £H pKaih
A 8 £ 12 HAMIA ML BEMAAET, T8CE 150CARES 0.1 MPa
£ 0.5MPa TRA B E3LEIAET 40%ZE 80%, VARF AR M - KiRd
¥, FHAMEE4ES = (RTE) Bfe 3-BERHABRAAN T F 69 R B A6
R, KA 2 R85 i KIS

(b) ££3% (a) RFHGRAHAINE, o5 K4,

(c) A (b) BRI&WHAHAIAT RS AHHAEFLIES - (RTA)
BkA 3-2 X A6 RAW;

(d) ¥ (¢) PN RASHH/ATHME, RMEEH 120CE 160C,
fRIEH H 0.5 kPa £ 50 kPa, #MER A AEBMEMALKGETHAT, FriEM
ik B BRENERIABRERCHE, NREFEIEL3-LER
Ji Ao R H B 6 R, Fe

(e) M (d) KEFHRAWTELNEHS B L ATE L 3-BEAAM.

2. REBRFIER 1 895k, EF, WEFTEFTR (b)) FoEdse
S kPR (a) PR KIS KADIL D i 4 RAF G BN T EW T &k
FTH (a) b, AELARER—F 5 QM.

3. RBERABR 1R 2689F %, ¥, $EFTETE () F/K (e)
A&t NG T oY R A R R R RN R T R TR (a) PuAMER
AMLEBRALETH—F HKBATEHM,

4. RERFZR 1 R 2E—RAFENFE, LTFEET, ATHFEY
B (a) PR BEBRABEBER L. BB S R A X Ik KA FFF
REZFEGREY,

5. AREFEARAIBR 4 6 F %, L TERAHKRA. KR, KBRMAHHK
B S 4R 6 R W SR BR AT S KB S AT R
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6. MBRA|BR 1R 28F %, £F, BRYGATHAKBFEOTITA
0.1 £ 5 mol%.

7. REBAIEZR 6 HF %k, LA PHEBROATEARFHETH 0S5 E
2 mol%.

8. MERABR 1R 28FE, AP, EFETFR (a) PAKES
KB R A 100°C £ 130CH=/E /7 0.1 MPa £ 0.3 MPa F AT,

9 RIFARFANBR IR 285 %, £F, &4, LRARTRTAHK
FiETH’ (d) T s,

10. RERA) R 1R 2695 %, £F, s GAEA 0.05 2
10wt%, A FFETRE (¢) ERQGFFETRE (d) RAG= (RTE)
B5 3- B A AN RASHHETIT.

11. BREFERF|ZR 10655, L7, BEEALANGATH 0.1 £3 wt%,
AFFETE (c) K/ FFETR (d) RAN= (RTX) BE3-%2
A Ao RAH & Tt

12. REAFHZR 1R 208F %, £F, FEFTE (d) 69AME 130
'C £ 150C F#tA47.

13. —FP4 = 3-B XA T &, A EaE:

(a") AW HKABERILAL 1: 0.5 24 1: 20 #9164, /£ pKa
{4 8 £ 12 ¥ RSB A M B mALT, FTS8OCEI150CAE S 0.1 MPa
£ 0.5 MPa TRAE A 24 EA 5] 40%ZE 80%, VARG A AH - KRE
M, APAAEEH = (RTL) B 3-BARMUBRARN T R
AR, KAREE bR KERER;

(b') £ (a') PRAQGRAMSHG, BTl 5B T Fo5h sk

(¢') (b)) KFNRADTREAFHRRKARFLEZG = (R
LA ) B 3-BERFAE T Fof R RE R RS,
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(d') & (') PEAGRSHHATARE, RBREH 120C£160TC,
HAEE A A 0.5 kPa £ 50 kPa, RBLARLAG T Al R CEALENBA
AET#AT, $RE2d 3-BRXAMFAEFARYGRESY,; =

(') A (d') RFHRAWTRALSBESBHITT G 3-LERMF.
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3-EREAAKGHE

AEXRFA—FAEF -BRAMG T, S-ARAARZEEHAF
SRFPHEEZFRK. HFELTS2E, FHLL d) FHKRZE -
AMEGEN, TATEFEARRK. BhRAERRA, FLEZ—FE
HhkFe ek n T ARMAGTIMmA.

AALKFEAFTEMHET S-RAABG T %, Hlde, £ 2-8
LELEBEEAMBE B THRE S-BEARH, ZREETEK AR
1863 [ €45 B 4125494 (Annalen der Chemie und Pharmacie )
128, 1(1863) 1. AE WA F E Y, A HARY (Org. Synth. )
3, 57(1923), €«fFrdPhpsLiEY (J. Soc. Chem. Ind.) 67,
458 (1948) L& US ¥ 4] 2, 311, 636 3 F A LN ZBESERERE, LEHK
ERETEASKE, REFRAILERZRELIABE, LRER,
BA 2-RUEGBEIARES, FEETEANARRAE. mB, XK
HhARTE, mEmIXBEREG. EXY 1930 5445, AiFSER
+# e 22 EH L H) 561, 397. 570, 031 L& 577,686 ¥/ F 7AW
HRELEmRARBRTRAKLE T -BAAHE. BB, US +4
2,653,162 & TXFmARFEHKLTE, £T, RAZRAEN
Rt A B, KRAAEERN, REA 45-50C T#4T. HEk, £EH
£ # N FFHL9 P 4, 304,002 A& US 4] 5,268,499 ¥ AF T @M
SEBMRERATERALT -2LAAK. XAFHRANALFEN
fEEHE, Bm, EAXRFLZRRACNKRET 3-FAAMN.

F—HAEF -RAABGTERERERLNELET, kbR
B 1:1 ST R B R, REZRAEAFR—LEE, BAEHELES
AEEE—F R, 53 = (§HK)% NC(CH).0(CH,).CN %4 =4
AR US £ 4] 2,579, 580. %5 B US +4) 3,024, 267 Fo B AHF DA A
F) 196,850/1984, XL R F AR KT SR FHATH S RAFR 3-
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REAAKA IR —EGKkE, FERHERE, 4, BB (At
#2 &) (J. Org. Chem. ) USSR 1987, 1087, & &44& KW,
K, PRI LEFHG, HFHARG TR TELRME T IEE L4,
REZAREXRFNBERTE. MB, LHRZERBHKETEHEY
Z(RTHE) B,

Ak LR EHE, BRAEH 2,655,794 RET A —FMruE,
Bp {5 3% %% Amberlyst® IRA-400, OH XA AT, £4 40CTHEA K
VEEL AMERE; 122, ERBEHBT, AE 3-REAAMNG 75%6 K
F R FFKRE.

e bR EELE T - RRA AN AT R BLAVNEGHR.

MBAEHNAF (AF;JP) 160,949/1989. 90, 160/1989 #e
185,550/1983 T4n, TARBNUBE T RXBMNALETHESRE KL
Z(RTAR) &, A, M FHRE Tild sk BAaM 47886 %
BRITEW S-RAABAAERE. XHdAHEERFKERENLE T = (R
LR BRI REETHRGAABRRTAFE: FRCABEED (Org.
Reactions) 5, 79(1945; Z# X %), J.A.C.S. 65, 23(1943),
4 FE 67, 1996(1945), Ind. Eng. Chem. 44, 1388(1952), 4&
B+ #) 731, 708 #= 1, 189, 975 ¥A & US ¥ #] 2, 382, 036. 2, 448, 979
F2 2,816, 130. A AT 2:1 mRRRGEAHN, BFTEA R,
o BB, REFEAHAM Amberlyst® 4, J» Amberlyst®
IRA-400, OH B X. S5 RAAAHE KRG, R EEERZRB
£k, EVAHARY TN -RAAHK. BRAABRRGLEHE, K
% B 4 Anberlyst® IRA-400, OH B A E| £ 54 T7%%
W, bR g AEHAFFAEN = (RTE)BG S BT KA MR
R BEAT, HA R A BAAT KR E R K EBAATE T BRI R/ B ER 4T,
F 72-100C/ 5mmHg TFi#4T, #FHh% 85%(JP 160,949/1989. JP
90, 160/1989), X #, K£AwWLAT®%ET 100-105C/10 mmHg T
47, KE A% 86%(JP 185,550/1983).

REOEAT —#HAEF S-RRAARGH %, ZFrHaEEKRER
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R RUARANEFDE (R CR)BEES WO RAY, KX
FhRbMABRE S 3-RAAE, A RUMERE, WmHE#
BREYEEFHGABBELFLCEA TG, FH, RELNE,
ABEREGREYD, FARSBEANGAEHRPKTETREZETE
A, BHEENETRFERET —HEARTHLE? 3-2LR
e Sirk, RIRGTEREAGEFTRGE—FTPRE—ZHREL
Tk, mEBEE = (AR FRTAHERERSE.

AKXRAEFE S-BEAKG T ER—FNAHKL KA RAGT &,
reat:

() RHEHEESKAERILASG 1: 0.5 524 1: 204164, £H
BAET, THBTCTEHI50CAENSA1E (0. 1MPa) £4 58 (0.5
MPa) TR A H £ %5354 40%5 4 80%, AKFHMMAM-KRA
¥, ANAEIZAE_(RLE)BP S-BEARFAZMARL T EHRR
B# AN, KHEIZ0EBREGKER;

(b) 45 (a) KB RAWAIE, 5 BHEHKMAE;

() D) THREAHALGANATEAEBERAKRFTEL I
(FLLR) B fe - AR FERGREN;

(d) ¥ (c) KFHRASDHITHM, AMBEEHY 120CEH 160
T, RBEHAY 5 ZEE(0.5kPa) £4 500 £ & (50 kPa) MK &, #H
RE B EBRERLNELATIAT, HEBLNZE: 4. 4. 8B K
BB Y, BEELEBRE. e ETERE. BReE AR,
BAERBEBR AL, BRALENLY. BBR_ARZH. RALA. BRA
FoohE IR, MARFLIEY S-EAARPAGRARYGRE
W, Ao

() (d) kGRS TRIN W B LT 3-FEAM.

WwRELGE, LE4hE, BEFTETROG) FoHEeaKkAGE
AR THFEGQ PHRKRLSBR)BEELEREIEAFTEGT K (),
DR EEREL B ABHEE. Mk, R ELFBLR, EF
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FETHRCE) A/ XA ETHR() FTALS AR BEDZF EH T & (a)
f. BFEOHELZBRARBMBESKAEEKBEGAER, ZF55THAE
1 #.98.
EHHETEQ@)ZXLFHEAGRKEBROEEBALLEZEEMK
AWak, EpKafi A48 24 12. ANBI EABRLEBERYE, 4
BREBRAREKBRY, BREBRERREAYE, WERBREAIBEREY, LK
AR B R S REY, B, BRAPBERLAGRSY,
HEWBFRBARB AR - REAERE. AKE =AY
Fad- B RE-RRY, BEBABREHALRE C i, K
Bz - IR AR R EFINA: R LEA=—FRE
AR A-—FRIE-NR., RAAEBROZERA. KB, BBRA
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EHEBRARNREMAEBRNERRAFTA RS

BRAMEZTREAY 0.1 £4 5 mol. %, ﬂciﬁ% 0.5 £4 2
mol. %, ¥ARTE A& &G Eit.

EFFETRQ FTASBERGR LB FEYS 80C E£4 150C, 4
45 100C £4 130CHEF 4 1 & (0. 1 MPa) £45 5 & (0. 5MPa), 4k
#2951 €(0.1 MPa) £4 3 & (0. 3 MPa) T AT.

R KERLEF 75‘2‘]1 0.5 %% 1: 20, #£i&4 1: 3 &
#1: 8, LERY1: 254 1:

AHEFEKEBRALT éﬁ}iﬁz (%4) TH B T AR,
HEABHEEROKERLEEZERT THEETRS, KERFH (FM)
REVERFTHRAME., AHAGZEETLSFEES, L&Y 1
£25%(0.1%0.5 MPa), JR&ETHEE (B80T £150T),

EFETER@) T, HAERAERMNALEY 40%E4 80%, B A #
HEXEG, MNEFERBEGRESINFHIBEEFTHFAKLIHEMRRA
L AHBIER . KRB AGHEAELET PR T E—FEHFFRRA
A, BAXHBRHIEFTEHEK (ETET () ¥)HFBERER, &
MRETE Q@ T, B, ABERETFH—(RCH)®: 3-F4R
A XKD HEXER, BAN—FH B H THAEFTE T K ()
‘i’]h’iﬁfr’%éﬁ S-BEAAM, ME—FHFHERINEGT EFHTRARRE

, FARETERWOEBEHTREAZNH, Km, TE2HHMFRL
f"%éﬂﬁké’w ST AR HATHME,

ARG RAE SR THENPRE, ITEARBITEINEE
# AT,

i, 7EVR@EYS 12 PHEL TR,

AZPEANFEATEQABHEE (BRTHGEGAN) ETEEZWH
AEZGREE F AR EN KRB G =P 5 5 Bk 6 75 .

FHETERO) GEAFT ET R () KFHRHAANMA-KARED
FoB ki, ESENMRREOYH, THREEREWAFEIEER-
A+10C, £EHAAZALAI (active cooling) , HFEFRA KIS
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A, Hlieh+5CHK, EZREERBA, BHAIEEFTED.

MJE, THESAGBALMN G AR, BRG KM FH L, ETH
BB AR B - dm 84 77 ik Oy AR b AT.

ik, ERBREFTTROMALE, BEK S ZEHKMAETF
B(a), AL ABEHRLE, X ABFASERMLEFT T % Q)Y
e ek N P E

RE, FEZEZFTROZELATHEEG - (RCA) 8., 3-24
— A R Ao KB R 0 5 B AR A BUAR A T ik B () b AT A AR
Z(RLR) 8 -REAAB T EEAGE. ZAETHF AL
AR (R (nirrored packed column) ) ¥kt X F
BELVGASREBKGAHEH R TR, AEEEAY60C E4 100T,
e J1 A4y 200 £E(20 kPa) £4 10 £€ (1 kPa). 5, EERHA
HEBRE FEEREALGHEF.

ERA MG AHEFETTROGAALE, 2BHGRHHRE S
THK (), EBRAAETEFTETRQ@AE _BARRABHHER T
EXEE.

EZETRCEATH(ZEH) Z(RCH) 8P -2AAKY
REVHEEETERW) FHATRME, HF, EHRBEELT, = (FTH)
MWL R S-ERAABRRER, MAEALETREAD T 3-2E A
BERRE, B EGEHERRENTRAEER, BRXALH
ik — AR 6.

B ETEWZXTHERGREBRERERMEL T R4,
NI, SRAZHEG ZREBRAEABBERLNNE, EEFEHT =
HABGHFESGTH 150C,; AEHA=FRhEF= ALK,

TRBGBEELA T, KA KA NS, ALE. BEB LB R,
BEETRE BEBREENL BERH. BEEFZEEBEAN. A8,
BB Z A B RACH . R KL B ALK AL, LRARLE
7.

AEFZEFTRCPRBOFATFETERW) (R @

10



01101736. 8 I R Y ALY

Fo - A AHFHETIH, ABRBEANGASFTEESY 0.05 £4
10wt%, $£i%%50.1 £4) 3wtk.

FEFTEA)GRBEFTEY 120C£4 160C, 4ik% 130T E
#5150 C F3t47, #BF LY 5% (0. 5kPa) £4 500 £ 2 (50 kPa),
%45 10 £ (1 kPa) £4 400 £ & (40 kPa) $94& & T 347,

GG, BREILZHN-ZRAAKFREHRERKY 1:1 65RA
Y. RFEXHF—FREVAEGRBERRETHRERD, BFEITE
YEZ LN, g, AR EGAHBRERREFUEAS S
4, XRAKPF Z6H—NE L

BMIETALLRERST, FRABIBRTERAXBE LXK
W 3-RAABAAKEEHIBRAEAFGBERE T RECNIE
P37, REF, SRR FRAGAETEER R BT RTNLS F)
ABRBEH T RET, BILETHAHFX, aALR-ZLAK, &
LERAER., AXHETX, TETER()WHHSBIELFERTHAT:
FEFETHEWE ()b, IREATARAKXWF X6 —Fr ik,

LEFET B PEFS-2LAAaFEFAAEKGRADE, @it A
REWFTETRE)EIBRLBEENEY -ELAN. #REX &
ik, EMTEXREH@TER(C)GBREAXGEL, KAEKSG AN
EwE Y (a) EHAA,

kTR (e) 548 T AT, MIEHEY 50T £4 120T,
JE /1% 180 £ ¢ (18 kPa) £%4 10 £¢ (1 kPa), MmAd K3 4565 %
W, G, ABEAYA120C 24 150CHREHAH S 110 £ (1 kPa)
Fold THATHM, MO RBRFLME -FEARM[H LY 99-102TC
/10 £ & (1 kPa)]. #l4e T K AR IEAEA A KM,

BAEMFX, TERHALEEFTHN -2LaK, —& (KkFESR
¥ %t 85%, AKALHATHAL 90% ( AHAEGREAKKE
(75 &K @)] #).

F—FwE, AKBEH, EFET%@Q)FEEY 40%E 80%4 5
WEE, Wil N 5B b A 55k, M A A T3R5 A AR A AL

11
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-KAReY, AALesBAETPHRGZ, MALZRBEGHZR, &
MR T EREFT ET B ) FAARAGBRBEBHN, K TE L4
A BBEEAF A TH T %),

WRAXNGZT AT E, 6

(Q)EAEHEERAERILAY 1: 0.5 £4 1: 20 k), £
BHRALET, THB0CEHL 150CEAEHNY 1E(0.1 MPa) £4 5 &
(0.5 MPa) TRE HE#HAEXF Y 40%5E 4 80%, ¥ARFT HARA I
XrsH, ARMEIRS (R8P -2EARHARMN V6
AR B REBR, KMEIZELSHRWKER;

(b)) ¥ (@) THEFAGRSBAIE, BERABR T B,

MO FHREFHBRADTEERFERAAARF IR H -
(RZR) B, 3-BRAARFRETRUROBRARGRED,

@)EC)PEBYRSDRTHRM, ABEEAY 120CEH
160C, ®ZBEHHY 5 £E (0.5 kPa) £4 500 £ & (50 kPa), #
BtRERTFPHBAHCEALNRALE TR, RFELEE -4
A A BH ARG REY,; o

()N () EFHRAWTAI S B B R EN 3-FLRH.

REEALAFEFY, 2REL, ELE4G, EF7ETREC )P/ 2T
ST E()FEREGABBEOTEBRAKXNZS A EREGEN
HiEGYE@ )T

FEFEG ). ('), (d)FE)TPHE4EFLSNNSETLER
EFETE@. (). (DF() Fohf#h, REEATHIETE(E)
sFETEE), RRET—FTRY, AMEALRHEHHBLALK, &
ERATFHFETRW@)NFTETHRM, BRETN—F BT AAEREEL
MOBERTFETERC)BLALET = (ROE) B Ao &6 RS
B

A TRTEFETEOG )Py ERGE8, LERRAKA
(Co) BB, PR, LRAAKR. #Hlir, AERBRARKBEIARES
B LB RAEBREY, AdPREBRBRLEA. BBAZXAEZT GOF

12
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ik, REAXABEMNEERAAGRSGMESBR, LBEAKHE.

o RELWE, KA -AERETHTEMNR L AFE 3-8 K
A, THNeF xR TE 6, #lf A NEE BN LT EXR
LEY, EAKEHELTHAT B, RALFBIEEH 244,837, (L #F
e deEY (J. Chem. Soc.) 1946, 94 VL& JP A 9963/1989).
RARKZE LG LA BEHR. AT ZEHEL 100CLEGR
B Aty 25 £45 100 € H, (% 2.5 £45 10. 0 MPa) T 34T

Wi T EABEALRLR:

LA 1

AMEEAKRE, BEA— (RCA)BBRER -BLAAKPAER GE
4 % 3% (through process))
(a) B BRAEH %

¥ 159.2 g(3 mol) ¥y AEM LA 1.6 g(15 mmol, 0.5 mol%)
BEBRMNE 54 gB mo) X B FAFTHERZEARATHREET.
BHEERAATRIFEH, BRAEREHAE 200 rpn EH T T 20
SR m#EE 04C (RHRRE). REKARESWE 94-95CTREH 1
D (2EBE110CHKE98C; EAA41E/0.1 MPa). REKRE
WhdEL 5-10C(RFRE)GHMREDELELSRBTT, 25
&k Aa, 55188 g AMuAR, HIEAAEHE (GC) By EMRE 5k (BHRY),
A ARG 2T

54% 7 5 IR

5% -BEAM
38% —(RH)®
1% 7 5 Bl

B 26 g KA., KAABAAR YA LR FH, ExAde et R
ke 2Rt 22, wRERNE, BRARTRAATFEIR
(a), AmEAE&RF L. HoLERBKGEERFERAA DA (188 g)
bkt &4 200-10 £2/20-1 kPa(i#i5: 60C £&& 100T;
b.pt. < 35C), 4 10 cm A, FRARBIFIALHE-T0CTH

13
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BREF. ZIBRFHT 80 giHmmiBEY, LHEML66.1 g R
W, TH48413.9 gk, RIBAE20CH 7. 4% AHKEHR T K
o 3. 1%KEMTARBRHREX -~FLHARIE, XML T 64.8 g(1.22
mol) ¥ A MiAe 15. 2 g 9K, HME THRE £ 59. 3%,

AMAITER, ¥ 300 mg(# 0.3 wt. %) 8 LB MM E Lk f KA
PR ERAMP. WiBiEIE 130-135CHBEKEN, AmFLEMR. &K
W 3-AEAAK. ANKERS EOEEHBEL 8-9£E(0.8-0.9
kPa) FT 10 cm Vigreux B d —R#&EEZ XY, RE5HuHAANLFZE
-T0CHEKEY. ZEBHAH 103 g LEMEY, BR GCHaRY
EBA TFHEARK:

60% A
38% 3-FAAK
1% 7 Wi Bk i

E4eMHW 3.8 g 9maX.

ATHEHFR -REARB#ao4E, KLEigddh (103 g £
BETTHERE 10 con AREFRATIE. KR TEAHHAES

% —44%: B.pt. < 35C/180 £ 10 £& (18 £ 1 kPa); #&i&
50-120C: & ZE-T0CHEKE + Wb HHER (cooling trap)
(-70C); AHH*E52.1 g(0.98 mol).

% M4 : B.pt. 99-102C/10 £& (1 kPa); #%i& 120-150TC;
50.2 g(86%, KIE)3-BEXAM, L&, BB GCEHRYLARA:

96. 6% - XAH
2.6% 77 i B B

(b) BB A + & A4 (1:1) A

¥ 159.2 g(3 mol) ¥y AHME VLA 6.36 g(60 mmol, 2 mol%) &)
B4 A 5. 04 g(60 mmol, 2 mol%)BEERAME 90 g(5 mol) £ &-F
KYGERBELEBRFTHSEEY. RSEEARAYTHIEH, #
B R #%A A 200 rpn WHT T 25 24 Amik £ 120C (ShEREE).
REKRRSGWEZBETHEME 1.5 I, XL HZHAHREE 115C

14
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(EAH: 2.2 8/0.22 MPa). REHREGWAHNZE 20C, ¥EHEBZE
500ml ¥ 4-&B-FP. 58 189.2 g WA EAM (L), HEAI
&% (GC) W mA%, HEATFTHEAMK:

41% 7 5
8.5% 3-#AAK
50% Z(RTH)

0.5%  FAHBLE

o 71.2 g ZFEKR(THR) . FasEMKeyid2RmEEMAA N
(189.2 g) bk, 44 160-7 £8/16-0.7 kPa(i#h#%: 60C £x%
% 100C; b.pt. < 35C), £ 10 cn HHXE, FRALHIFASL
HE-TOCHEKEAZ-TOCHHAFHES Y. ZIEFHT
73.8 gt FmiAiB Y, LEMA62.1 g ABHE, THHL11.7 ¢
Bk, ML 20CH 7. A% RHEHEM T AP 3. 19KERT AN K
X—FELHATRIE, XY TF61.0 g(1.15 nol) A 12.8 g
K, METAHKEGELES 60. 0%

HFATEM, ¥ 350 mg(# 0.3 wt. %) ¥ LB M E LXK K
FesE AW P 115 g: 65% 3-FARAAM. 32% —(RILE)MARY
1% FMEEE]. 5B E 130-135CHBIKES, Am Ak,
RE¥KFH S-BAAK. AKFRIEGAKBREKE 7T-8 £ C
(0.7-0.8 kPa) FF 10 cm Vigreux ¥ P —R#%ELZ XL, RE&458m
HAAHZ-TOCHBREABZ-TOCHM ML IHER . ZIRF
30109 g SR EMEY, BEREGCHARYE LA TEAKR:

53% AN

46% 3-BEAM

0. 7% v M BE i

Hiehl 4 g gl

ATHEHER -2AAKETE, KM B (109 o)A
BET THER 10 con AHEFRTHE. KFTERHHIES:

% —484: B.pt. < 35C/180 £ 10 £& (18 £ 1 kPa); %=

15



01101736. 8 oM P E12/25m

50-120C; AH E-TOCHBKE + b HFHEE(-70C); F&:
50.0 g(0.94 mol) &%,

% —M4%: B.pt. 99-102C/10 £& (1 kPa); 57.5 g(87%, *
E)3-FERAAK, L&, R CEZTEIR(WtY) 64K :

97. 8% 3-RRA A

1. 8% 7 H B B

EAYE 1. 5g 94Kk,

(c) BB SAHE A o

¥ 159.2 g(3 mol) ¥ RWHAEVAE 5. 04 g(60 mmol, 2 mol%) %
BMAMAE 108 g(6 mol) kB FARITHERAELRFTHHEST.
FaEEREAATRIFEH, FREREGHE 200 rpn EHFT T 25
LS4 A E 125C SMHFRE). RERBREVWEZBRETHS 80 5
4. XL B RHFAIFEE 120-121C(EH: 3.1 8/0.31 MPa). KRE
KELEGAHE ISCHHMBRESVHBESREBTF, 2 Hkin. F
2| 173 g AN (EIR) M, RFEEHMEEGC)HERY, LALATH
2 %, :

49. 5% o M

18. 5% 3-RE B
31% (L)

0. 7% 71 M B B

AR 98.6 g &K (F3) .

ATERAEETRRATGANTS -2EAMK. = (RLTh)&.
A e A BERE, 4£ 180-8 £¥./18-0.8 kPa TA4EE 10 cm 34
ByZmhK, z3E2F8T7 783 gMK[EBOLERGBHEKUR
B (dist.) 1)]4= 19.6 g 9% 4 (Fé&H, 4BALNE). ¥
EFRCEBER, —kA50ml, =k&M 25 ml ¥R, &% 125nl, ¥
ARG, 55 14 g 65K ERE,

KRG, HLAAMA QT3 g) 5 LX XK (14 g) & 9F. Kastn
ket ERABEAE 200-10 £€/20-1 kPa(Ghis: 60 £% & 100T ;
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01101736. 8 oM P E13/25m

b.pt. < 35C) 4K 10 co AHAE T, HFKREEAAHFZ-T0CH
BRBER-TOCHHmAHRHBER . ZARLE 107 ¢ S LD
79.4g iR, HuABKAKAR GBS 2). KFHFigh
W1 255 (78.3 g+ 79.4g=157.7g), EERTEL®EB}
TREES IS E. AIBEFH LFM(64.5 ¢ HARHK) T3
(93.2 g #47K). AREA 20C W 7. 4% BIHFEAM T KHe 3. 19K 58
TEBEHFE-FLRHATRIE, BET 68.7 g(1.29 mol) 9 A KA
89 g WK, HME THREKGHAEN 5T,

ARATEMR, F 400 ng(H 0.4 wt. %) LEBMAME LX EIBE
2% (107 g) F. ¥R £ 130-135CHBAKE S, AT E#E.
REKZH -REAK. ABKFIEYAHBRELE 8-9 £C
(0.8-0.9 kPa) TF 10 cm Vigreux B P —R#&E &%k, RE458Hm
HALHE-TOCHBRKER-TOCH ML HHERT. ZIREF
103 gt R EMhd, BRGCHARYLEA TEAMR:

46.5% WK

52.5% 3-EAARHE+AHBLE

Eed 4 g oAk,

ATNEHERER -RRABREFTHE, HEEmbd (103 g) &
BETT 10 con R F#f758. KFETEHNHES:

% —#%: B.pt. <35C/180 £ 10 EE (18 £1 kPa); A% %
~T0C oK T, 5% 41.9 g(0.79 mol) # & .

% M4 B.pt. 99-102TC/10 £& (1 kPa); 60.1 g(90%, &
E)3-ZAAME, AREWR,; BB GC GRBHHER:

97. 5% I-HEAK

2. 3% % M B I

% 4] 2
ANHE KRN, AR (RCE)RBE R -EXARBEFAHK GE
SR A AR T &, 6 KR, RE—WHPFELBRFLET OE
#1)
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01101736. 8 oM P FE14/25m

() BB + R A D 5
% — A 3%

¥ 159.2 g(3 mol) AL E 6.36 g(60 mmol, 2 mol%)#)
BB 442 5. 04 g(60 mmol, 2 mol%) W AMAE 90 g(5 mol) £ &
FAFPHERETRTAEEEFTHOLHEEY. ¥HGELEALA
AAHIIFEH, FRERESWAE 200 ron FEHFIF T 20 54 Aw ik
EFAHFEE 115C(E 114.5-115. 1CHE4). RE(RESHAZE
ETHR¥BETON4 (EE2EBE: 129C-117C: i EAH 3E/0. 3 MPa,
RYJEN 2.88/0.28 MPa). REKREMWAINEI6TC, ¥AKEEL
SERBLY, 2HBAKMAPL), BERANMEXELEH THHEET
FAE+5CTE 18 g(1 mol) 9K (WW 1) —R&EH 15 4. £H%B
FhRfTAEsBE, KEAMAEOP 1) FF =K AP 2):

A IE GC 69488 :OP 1(184.65 g):

49 g(0.94 mol) ¥y A

15.9 g(0.22 mol) ¥ 3-& L HH

94.7 g(0.7 mol) = (RTHA) %

0.9 g(12 mmol) & & 5 Bt ik

W GCHy4E: AP 1(71.5 g):
1.0 g(19 mmol) &) & W&

4.3 g(60 mmol) & 3-F X &AM
3.2 g(25 mmol) 5 =~ (RT¥ )&
0.2 g(3 mmol) % & M Bthe

e GC 142 AP 2(22.3 g):
0.9 g(16 mmol) & A I

2.1 g(29 mmol) 8§ 3-Z XA MK
1.7 g(14 mmol) 8§ = (R T HK) &
0.2 g(3 mmol) &y & My Bt
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01101736. 8 oM P FE15/25m

HosamReTEHEHKAE 180-8 £E./18-0. 8 kPa (3hi5: 60
%% 100C; b.pt. <35C) &4 10 cm HE FMRA MR (OP1:
184.65g) ¥, HKREAAFZ-TOCHBEKBR-TOCH M mAH
HEBEY. ZAELE 68.3 g THRAKRNHAME S (ACN 1+K) :

L3¢4R: 51.6 g YA

THAKA: 16.7 gtk

WL 20CH 7. 4% AHEMER T KF 3. 1SKEBRTRAFEHX
—FEHITRIE, MY T 51.2 g 6§ RFH (ACN 1) A 17. 1 g #5K (AP
3), METAEF WK TFTRIFHRGHAESN 67%.

AHEATER, H50.4g(8 0.4 wt. D)W LEAREEREERE
REDY. 5@ E 130-135CHBEIKE S, A FEEM. RE¥
i 3-RERME. ABKERY ENIHBEKE 7-8 £8/0.7-0. 8kPa
T+ 10 cm Vigreux B P —R#ALZERE, FRE,BRIAANLIFE-T0
CHEKBAE-TOCH RS HERZT. ZIBRFIH 111 gHRE
WMEHOP 2), BRGCHAAEATEHAK:

43.3 g(0.82 mol) E®EH

61.6 g(0.87 mol) -BE A

0.8 g(12 mmol) 7 M B B
AR 3.9 g ERAY.

ATHEHKR S-ALABETo48, FLErREghdh Q11 9k
BIET FHRE 10 cn EAR /7548

% —4#4~: B.pt. < 35C/180 £ 10 £¢ (18 £ 1 kPa); #i&
50-120C ; AHFE-T0CHBKE + WA HHEZ(-70C); %
54 46.1 g(0.87 mol) 49 &M (ACN 2).

¥ =44 : B.pt. 99-102C /10 £ € (1 kPa); Z4BH 4 62
g(67.8%; 0.85 mol)#y 3-FEAM, AXEM., BB CLE:

98.4%(61g) 3-ZEAAM

1. 6% 7 X B B
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01101736. 8 oM P ZE16/25m

REWEEHN 0.7 g.

BZEF WY -BRAABRGKELTH —HEK, BHAERT
KARAP 1 A2 AP 2 ¥ 3-REAAKF_(RCA)BA#ELE. 22, &
FAMFERATATHHAY. Bf, EATHERBERFIKEZIZHE M,
AR BFeF SPWHRFXE Q0K (FTR).

% 2GR

EERT, FTERSZAEE 0.5L RH THHELEF: 162
g(3.05 mo) ¥y &M MY, X 67 g 6975 (ACN 1)k A £ W %K.
45 g 9 A (ACN 2) % B F w9 E3RA R 50 g Mmtg B (AF £ 162
g)An 111.1 g tgKAm (L4 FAGBAN), KBHATRLSHAK:

73.2 g AP 1k B FWHRK),

23.7 g AP 2R B F W) AR

14.2 g AP 3(k B % vwH3R)
HREERTEGRAFRIEH, ¥HRAEBRASWA 200 rpn FHHE
T 20504 AmBEZENIFELE 115C (£ 114.5-115. 1T E4). &
ERREMEZBETRIE 5 54 (XEEE: 129C-117C; ¥ &
7145 3 /0.3 MPa, R&BE ) 2.8 €/0.28 MPa). RE¥RAOWAH
E+15C, AKX ELALRBTF, 45 HK4APL), FHAMMAKE
EHEFTHHEEEFIHAESCTSE 18 g(1 mol) KWW 1) —ARHH
15 24, A4 RB-T T4 56, KFANAMOP 1) 5 K18
(AP 2):

¥ GC #54%: OP 1(192.8 g):

56 g(1.1 mol) 89 AWK

14.6 g(0.21 mol) ¥ 3-Z A A

87 g(0.70 mol) 84 — (H.Z &) &

1.0 g(13 mmol) & & % Btk

I GC 694 F AP 1(71.1 g):
1.3 g(25 mmol) 89 A% iF
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01101736. 8 oM P FE17/25m

4.4 g(61 mmol) #y 3-F X AM
3.0 g(24 mmol) = (RL.TK) &
0.5 g(6 mmol) #4 &9 K BB

HedE GC #94F: AP 2(23.6 g):
0.9 g(16 mmol) & &% M

2.0 g(27 mmol) ¥ 3-2 X &K
1.5 g(11 mmol) 9= (T ¥) &
0.3 g(3 mmol) #§ A % Bt

¥osnmreitdRHka 180-8 £¢/18-0.8 kPa (G5 60
Z£% & 100C; b.pt. < 35C) &4 10 cm A ¥ A A M8 (OP 1:
192.8 g)iB8h, HKEAAHE-T0CHEKER-TOC 6 W b3
R, ZABRLE 7.0 g TERARGHAAEEH (ACN 1+K) :

E3¥4m: 63.1 g GREI

TFT3AKAR: 13.9 g K

MW 20CH 7. 4% AHIEM T KFe 3. 19KEB T AB KX
—F L3R IE, MY T 62 g 697F M (ACN 1) = 15 g 65K (AP 3),
HMETRFHEEF BRRTHELESN 62%.

HRFEM, H0.4g(H 0.4 wt. D)W LEBEAMELERE &K
BaHd., ¥R E 130-135CHBRES, A FHEM. AEH
FH3-RRAK. A%V E0RGBKE T-8 £8/0.7-0. 8kPa
FF 10 cm Vigreux ¥+F —RELxRE, RE58Mm#AANLFHFE-T0
CHEKEAR-TOCHR mAIHES . ZLIEFE 112.6g0 K
G (OP 2), BB GCELBEATHAK:

46.5 g(0.82 mol) o 5

59.8 g(0.87 mol) 3-FEAK

0.8 g(12 mmol) 77 Hi BE B
B 4.5 g I&R LY.
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01101736. 8 oM P ZE18/25m

AT EREHEREF S-RRAAKETHIE, FLEBEH(112.6 g)
LEBRETTEE 10 cn HAS 347548

§—#4%: B.pt. < 35C/180 £ 10 £& (18 £ 1 kPa); &R
50-120C; AHFF-TOCHBKE + WA HHEE(-70T); #IB
44 50.5 g(0.95 mol) & & A (ACN 2).

% =484 : B.pt. 99-102C/10 £& (1 kPa); #M% 4 60.5
g(0.84 mol, 90%, HKIE)& 3-HEEAM, LEH; KB CCHLE:

98. 5% 3-AAM

1. 5% v 5 B e

REMEEAN0.9 g.
(b) B S84 R KR
% — A3

¥ 159.2 g(3 mol) 9 AH A YAZ 5. 04 g(60 mmol, 2 mol%)#y
BBREAME 90 g(5 mol) kB FARATHEREERTHELARHETY
HEEY. ¥AEEAKAR BRI EH, KFRAERESHAE 200 rpn T
BHFT 20 54 AMm#EE 12040.5C., REFRESDAEZRETHHF
90 24k (£ E£mE: 134C-122C: Wi E N 3.3 ©/0.33 MPa, %
%IEH 2.9 €/0.29 MPa).

REHRASWAFELLC, ZAELESRBT T, 4% %5K48(AP1),
AEAVAAXELABEH THSHESETHAE5CTSE 18 g(1 mol) 9K
(WW 1) —&= 53 16 54F. Eo kB birhas &5, KFAHAROP
1) #= % =K (AP 2):

#EGCH4E: OP 1(166.65 g):

64.9 g(1.2 mol) &) AIHAF

11.4 g(0.16 mol) & 3-F XA A

74.1 g(0.60 mol) &g = (R.L#K) &

1.0 g(14 mmol) # & Hr Bt R

HIEGCCHAEE: AP 1(77.6 g):
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01101736. 8 oM P E19/25m

3.1 g(58 mmol) #5 & % ik

7.2 g(0.1 mmol) % 3-Z KA &M
3.1 g(24 mmol) ¥y — (R A) &
1.35 g (19 mmol) &9 73 % Bt Rz

I GCH4SE: AP 2(23.8 g):
1.1 g(21 mmol) &5 & % A

2.0 g(28 mmol) & 3-F I R
1.0 g(18 mmol) ¥ = (fLZ &) &
0.4 g(35 mmol) & & M Btk

KB RHHEAL 180-8 £¢./18-0.8 kPa Tl 5 X H3F4a R
B XMAMAR(OP 1: 166.5 g) P A&AY. HABL Y 69.7 g THA
R4 #AR4E B 4 (ACN 1+K) :

E34n: 62 g AWK

FiA: 7.7 gk

A 20C B 7. 4%65 RIFHEM T AKHF 3. 1%9KEH T REH L
—FEHITRE, MET60.4 gt AHEMH(ACN 1)$ 9.3 g #9K, 48
T REFGEES 62%.

HiATEME, 50.4g(2 0.4 wt. %) LB ME LR EXE
BaMY, B BRI XAATER. w8755 86.5gILE
¥k (0P 2), #BGCHAATHERARM:

38.3 g(0.72 mol) & 5 B

47.6 g(0.67 mol)  3-FAAMK

0.5 g(7 mmol) 7 Hi Bk i
B 4.8 g ikcM.

AT EEKR-RARKHITHE, FLEMmEd (86.5 ¢)
Wy X PR BEAT 5748

$—M34: B.pt. <35C/180 £ 10 & (18 £1 kPa); %4
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01101736. 8 oM P ZE20/25m

4 40.3 g(0.76 mol) # &M (ACN 2).

45 48.0 g(60%; 0.66 mol, KIE)¥ 3-BEAHHK, IL
e, BB GCHAEE:

98. 2% 3-FEAM, AR

1. 6% o H B S

REMEEHN 0.6 g.
% B3R

EZERT, ¥ TERSZAELOSLHGEHTHHEESEY: 160.1
g(3.02 mol) MM, X P 75. 1g BB (ACN 1) (EHAEKR) £
A% 453K, 40.0 g 9AHIE(ACN 2) (EFHAER) LA FWHHRAR
45.0 g Wt R (AM L) 7 119. 2 g 89K48 (AP, &4 FA&544L
), KABHATRIARK:

83.7 g AP 1 (kB #wWHR),

24.6 g AP 2k B FWHR) AKX

10.9 g AP 3k B FwWHE3R)
HaEERSEHEATHRNAEH, BFRERASWA 200 rpn FHHE
MFEE, m#E 12020.5C (AFRE), REWREGVEZRETHR
FT5 54 (EERE: 134T-122C; W EHY 3.3 &/0. 33 MPa,
RAES 2.98/0.29 MPa)., REKRAWAHZE+2C, KEHAEL
ST, 5 & HKAE AP, AR ANEEAELERHF THEEE T
HFAE+SCTE 18 g(1 mol) KWW 1) —REH 15 54. £HRB
Frdirings B, REAMNA(OP 1) F5F =K (AP 2):

¥ GCH54E: OP 1(181.6 g):

79. 7g (1.5 mol) & &% if

9.8 g(0.14 mol) ¥ 3-F XA

75.2 g(0.61 mol) 9= (R T %) &

1.8 g(25 mmol) # & M Bt

HRIEGCH4LE: AP 1(87.2 g):
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01101736. 8 oM P E21/25m

4.8 g(9 mmol) & &% i

6.3 g(88 mmol) ¥y 3-F X A
3.2 g(25 mmol) &g — (HL.Z ) /&
2.6 g (36 mmol) # & 5% Bk Bk

HRAEGCHESE: AP 2(24.5 g):
1.3 g(24 mmol) &5 &% B
1.6 g(22 mmol) # 3-# X H M
1.0 g(7 mmol) 8 = (HL.Z ) &
0.7 g(9 mmol) &9 /9 % Bt Bk

MAMAR(OP 1: 181.6 g) WX B EHE KL 180-8 £2/18-0. 8
kPa TRAL WX BHFAARA G F XAE., #3824 90.0 g AATHRA
B P ARAE B (ACN 1+K) :

L34a: 80.8 g 4 HIHME

THAM: 9.2 gk

WIEAE 20CH 7. 4%69 RIF AR T KA 3. 1%KER T HH X
—FLBATRIE, MET79.0 g 9 FH M (ACN 1) # 11. 0 g t5K (AP
3), METAFEKGHALEH 51%.

ARTER, ¥50.4g(H 0.4 wt. %) B LB ME LR E & %KM
YT I e LR AITE M. 5342159 88.0g A G481 (OP
2), #HBGGCHLAEATHAMR:

36.4 g(0.69 mol) & K I

47.5 g(0.67 mol) 3-RAEA &K

2.0 g(24 mmol) 73 M Bk R
AR 4.4 g &R &W.

AT AR -RRARKEEITIE, FLAiEEH (88.0 g)d»
o] i G IR AT

%—48%: B.pt. <35C/180 £ 10 £¢ (18 £ 1 kPa); %484
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01101736. 8 oo P EE22/25m

4-38.9 g(0.73 mol) ¥ &H B (ACN 2).

% =44 : B.pt. 99-102C/10 £® (1 kPa); #4844 48.0
g(82%, 0.654 mol, KIE)H) 3-REAMK, ALEWH; BB GC H4
7

96. 9% - AR

2. 8% 71 H B

BEMWEETAHO0.5 g,

L3p] 3
—(RILA)BRG LR MR TEE - BRAABFABEN EE)
a) RASABHEABALMNGER

¥ 124.2 g(1 mol) = (R TA)BF 1.24 g(1 wt. %) 6§ &4L4
(M A LM KA E A 500 nl AR ABR(RAEEHE. 15 cn
Vigreux ¥. T A TFTALREN L ¥4 (Claisen headpiece) #F
A E-TOCHEKE (250 ml BERMK)) F. $REWEREFTAT
120C Aot i PR ET m# (13-10 £¢/1.3-1.0 kPa). £ 110
CARRE)NFEEME, S-ZLAARPAGH=RESEBHEND
HFE-TOCHBREY. FHBRENSHE 140CERBLEER. EHOR
MER A% 206, Am3kiF 121.3 g R EBEH, BB GC, 14
S54% A M. 45% 3-FA BB ARZ 0.4% —(ROA)®. HiéPhw 4.1
g M RKEFRAR (EREMHAATHALS).

F LR (121.3g) A2 15 cn kG MR ERAHR S H7H
M., EHBREANG0CHENHA 200 £E/20 kPa F, #&H b.pt. <
35CHF —M4 52.9 g(100%4 %) A i iy (3B GC, 4% 100%), #
— MR E AR, EAF M4, 5% b.pt. 4 103-106C/13 £ (1.3
kPa)#5 65.6 g(92%, RKIE)# 3-RE A, HI—FLRERK, BE
GC, 99.5%; 'H-NMR(CDC1,): 2.62(t, J=8 Hz, 2 H), 3.0(bs, OH),
3.88(t, J= 8 Hz, 2H); IR(EE, cm'): 3434 (0H), 2253(CN).
BE S

i H4E: C 50.69% H 7.09% N 19.71%
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01101736. 8 oo P ZE23/25m

%@ {E: C 50,85% H 7.10% N 19.98%

HEHW 2.1 g R REKEEBAK.
(b) XA ZBANBAKAITHER

#124.2 g(1 mol) = (RZAE)®F1.24 g(1 wt. %) LK Z
B (VEA R BEAH) A EL 500 nl B KREMR(RABEES. 15
cm Vigreux ¥, FTATHAAREG AL ELABPAHFEI-TOCHERE
(250 ml B EIEAR)) F. 4o () iR £ RE 120-140CH 13-10
£E/1.3-1.0 kPa T3 M. ZIEEF 121.1 ¢ GR &MY,
BB GC, LW 5T%AG A 43%6 -2 A RBAR. Z4eWH 3.0 ¢
HEAREHRBEFRAR(EREHATHLERHA).

¥lkimdd (121.1g) EY 15 cn KPR EBIFRE FHTH
M, EhB R EH60CHENH 200 FE/20 kPa. &% 20 £ E(2kPa)
F, 3%k b.pt. < 35CHF —484% 55.8 g(O100%) 4 A&, H—
FRERAK., EAF 8BS, 3% b.pt. A 103-106T/13 £E (1.3
kPa) #5 64.5 g(90. 0%, &K iE)&) 3-ZXAAMH, I—FHLERK, BR
GC 4 EH 99.0% EAWWO0.4 gt iLEMBR.

LA 4
3-HAEBEMNR-RE T E

(a) FH/&K, 7508 (7.5 MPa) &

¥4 100 nl FEF4 100 g(1.39 mol, 99%, ##E GC)3-F %
A EL 500 ml BRAANMEHBEIREHFSZEEF. BFHKRM 60 g
MAEERME. ME, MA10 g AR, EARAYRE, ¥EE
ZHH., RAAKSGESHENEE 226 (2.2MPa), £ 1 1A, ¥
RAMmHE E 100C., #—FHKRESHE 100C THITEAN, FHE
MmEJEE T5 B(7.5 MPa). &G, F¥SEEAZIMA 25 g 1
Speedex-Dicalite i+ &, MYV EZxk. A3 A4 26 E& (2.5
kPa) /40C F &M X K35 VB, Zid42F35 108 gt E & &R 4D,
Eeh— .V, £10 cn AAEY T 2-3 £€(0.2-0.3 kPa) T
HATEM, 135 95 g(86.5%, HKIE)H 3-RARE, A—HALEME
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01101736. 8 oM P ZE24/25m

%, b.pt. 59-63C/2-3 £ (0. 2-0. 3 kPa) ; # 3% GC #4F: 95. 3%;
'H-NMR (CDC1s, 400 MHz): 1.68(&Z¥%., J = 6 Hz, 2H), 2.97,
2.3(b, 3H), 2.97(t, J=THz, 2H), 3.81(t, J =6Hz, 2H); IR (&,
cm'): 3350(b, OH, NH,), 1050(]).

BEHH

it H4E: C 47.97% H 12.08% N 18.65%

SRE: C 47.77% H 11.89% N 18.52%

(H,0: 0.61%)

EEMEO6.5 g.
(b) P& /&, 50 & (50 MPa) &

¥ 100 g(1.39 mol, 99%, #%3& GC)#§ 3-ZFEAMKET 100ml
TR . E&RT 15-20CT A 25 g A S Ried. ME, #E £ 5000l
RAAARTEOREFZEET. RE, MA 10 g AK, £A
fRAatkG, BGEEHM. AAAKSGEEMEE 22 & (2.2 MPa),
EA1IEA, #2456 h#KZFE 100C.HAEE N E 50 &(5. OMpa),
H¥H 3-FAAKE I00CTFHEANS M. 235, ¥REWA 25 ¢
# Speedex-Dicaliteid &, M V& E%, ERETHR X KNS5 FE.
Zit 42455 104 g HEZERLYW. £ 10 cn HARET T 2-3 £€
/0.2-0.3 kPa F#48, 5% 89.7 g(81%, &KIiE)# 3-RARE, A
—#f &%, b.pt. 60.2-64C/2-3 £€(0.2-0.3 kPa). ZHAY
0C F4&&. ## GC #4543 : 93.6%; 'H-NMR(CDCl,, 400 MHz) :
1.68 (A %%, J =6 Hz, 2H), 2.27(b, OH, NH, 3H), 2.97(t, J
= 7Hz, 2H), 3.81(t, J = 6 Hz, 2H).

(& ]

P HAA: C 47.97% H 12.08% N 18. 65%

Sa4{E: C 48.43% H 11.94% N 18. 76%

(H,0: 1.53%)
(c) &, 50¢ (5.0 MPa) &

¥ 200 g(2. 78 mol, 99%, # 3 GC)3-FAAMAE £ 500 ml &
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01101736. 8 oo 4 ZE25/25m

HAABEFZGREHSES T, mA20 gRAL, 2R SEEHT
B, MBRBEEANG60 g &. AFIMmE 22 (2.2 MPa) 8§85, #HiR
Sk £ 100C, ¥EAEWEZFE 50 (5.0 MPa), EEZRETH RS
WAt 4 . AHE, KFRALE, R4 ATEZ 25 ¢
Speedex-Dicalite &, MV BER. RERIKFH5 TE. Zid#
B 211 g BGEHKRALY, £10cn EHAEF T 2-3£8/0.2-0.3
kPa T 47#M. MiX#FHF X, F37 182.2 g(83%, RKE)H 3-8£E
aBE, A—#E &M, b.pt. 60-62.3C/2-3 £ (0.2-0. 3 kPa) ; X
MY OCH4H. #3 GC 4542 95.1%; 'H-NMR(CDCl,, 400
MHz) : 5 # @ (b) T AT2 8 o k%S a4 Fl.

BELH

i+ F{h: C 47.97% H 12.08% N 18.65%

SRE: C 48.14% H 11.97% N 18.87%

(H,0: 1.17%)
(d) %@ B, 50 & (5.0 MPa) &

% 100 g(1.39 mol, 99%, # 3 GC)3-ZAAMMKE A 500 ml A
HAANRHEOARFESGEE T 100g FREF. A 10g LALK,
AERARAALA, FEEEHA. ¥RE4MHE 100CH 50 &/5.0 MPa
SETEA T M. it (a)-(c) /T4, F3 112 ¢ ¥EEE
kgAY, FREBFAG X AL 2-3£0/0.2-0.3 kPa TAM. £
XA A X, KGFT71.7 g(57.6%, RE)H I-REAAE, LA —FHLE
i, b.pt. 61.3-64.7C/2-3 £E(0.2-0.3 kPa). #&3# GC #5452
84.1%. 'H-NMR (CDCls, 400 MHz): 5 &% & (b) T A4 & #5035
#EAAR .
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