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AMERTARAMNERRANY, ARAABRTBOARL; TAFTERAN
AT RO LRI EFEN, FAREERTE;, OTUASRELAKHETHEHN.
ARRARELEGHNY, ABRALOELERRT L., AR, AMSATTFAZ
EARTHEAEL. RANSBITERGERRAS, ANSAFESL A — &
FREMN, ENFHREANSRGAHN ERALEEEE L,

NTENEGH SR ALERFLERTERAMNG AR LR, - 58
BB EHETR, FAXFSANE NI LHKBE S kGRS T, $iAstH
AL MARIES LA e TENTHE RN LALY; LRV TR EFREHE
YAREMNEATRLEEGRNE, AEEALCANEAXRKSANSREREN
WK, FANSRFRAANNEELZNBREREETRAEF4 0. THARGH
R, FELBELFNEFEANAROAFARAMNEF EALRAHBR T TR — %2
A, RIS R R TR G,

APBANSAREARLABEANFERH, TE2EAXEANIIE LIRSl
(AMARY (Org. Synth.). (AMALEY (J.Org.Chem), (£ RB4FLE)
(J. Am.Chem. Soc) ¥, LS MEZNIEFREAMAR LU BRRERR, A
BB THRARA TS,

ABHE -, FoHo., FE2Ho0AARE, RAHIEE,; Fuisw
+3HLRE,; FEAXRS AT HAMLALE; S anlLH5; #
EHRLGANEIRFHE; FARIIRNEXNERFLE; £, +. +—%K4 9
REFHILHE, LE I L HRANEEAELAFAEFEEMIAE TR TGS
B, Ad—tRT M)

HTFHEHRERAILERLR, AP HEHFSRRZIL, BIdA 21733
JTRiEH IR E,

SREE
201043 H20H
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RELEKMNRAEHHEAFLANESRTEREFTS 2 —£KHM, X
RN TUARAREANSTFHN, OFRT L, LTRAAREF
3R bt 475 £ 4t (Friedel-Crafts alkylation) , 48 8 it 2k 5% K 4038 &) 77 124 &~ A%,
Bk, REARAFBEAF—A5LeH., EANS L 2N AR ERBEAE
PR PR SRR PR ST R R AR

[EXAEHR]) EHZHH &K (diazomethane; azimethylene; diazirine); FW =42. 04;
CH:N;; CAS; [334-88-3]
GEAXEE] OEEMPRRARN, 8. |OSEN D 5RKEMNER
Hfg:; SMRMAERTPS; SBERNERERTER. MR PR
BESH, EHMB=YWAER, SAEMH, >R, BKER.
@ MIBBRHTHRELA.
[H&RKEX]

HiC SN P c@—so NHCH
3 2 NaOH 3 2 3

l NaNQ,

KOH
Hy CO—SOa K + CH; N, H; 04<j>—so2 II\JCH3

NO

(H&KEE] (LT

[(HESHR] (1) #HE& N-FE-N-TERBE-XEEBEBRE 4 5 FRE 190g,
90g I 40g X BB E . IR T 70g(1. 75mol) HEMME F 70ml #
BKEH R EEPKBEEH. ERIKRERFMA 210ml(2. 25mol) 33%
FBKEMW (8K 174ml 40 B RBRK W), P T F Smin ASHIMA
190g Xt R BB . SR AEEXT P ERBE RR: 78C) BRE. 4
FRBLEEE 80~90°C, MAFMRE (F MMk ARIE, ¥—6.3C., 40%H



2 EBHAERERENTFH—HES 82—

B

e KBRBBER R 49.4C), M5 Smin NIEAVERYE (A KR
£0), /NLHANA 50ml 50 % SR/ GPKBIE, FS L BIH 90g Xt B HE K Bt
EoMMABRMBE . YW X BRES, FMA 25ml 50% R AL
KER, HEBABHETEHESREN 40g MR EEBREMAB LN BER. X4
BEYXBRER, MAKRTHRHEEALWKER. BREFMBESYHBEI
SNEEEYE, MRARMEBIRE, WRBRMIBRFRERRLLK, N
SR BKEBREERNB SR, URARERMEIE.

RABKrhepemaE, ZRZBHET FHKB MM 16min, FHE RN
e, WREORMBEEA 1500ml JKEER S, F 250ml ZBRMP¥%EER, BA
KBRESC, EVHMBEHTEZERHMEHRMKEBR (125, 1.8mol I
MR ME 250ml KH), HFERBEALA I0CRT, WHime AR
45min, WML EBH LA 15min, ERMSRES, N-HEH-N-TF 5 -
MHEEEBREURGEANE., RMEE, ERMBPMA IL K, &1t
I8, MREH 500ml KPE RPN, B ALK, B 400ml kK, BEHHS, B
d¥, BEERAKLTERSK. BERAKRBRTREPTREKZEE, &
B N-F - N-TF B 35-XF B BBk 325g, FERA K 0% ., FERE&A R 58~
60C., N"AESGREEIE, EEATT -SHESEAP K.

) WHEAEERETLR REEBORBEFS, MEELES, EdER
BEE5WAEBRNERENEE, 31T EHNFEBEERE -_MEEREK
W, HPaFIEA 10ml 1 35ml KK Z B, FRAKBERH. FEREE S M
A 6g(0. 11mol) FEAHH 10ml KEW . 35ml —HEEAHEBLIZ 10ml Z
BE. WM P % 21.52(0. 10mol) N-HAR-N-TF g H-X P EXBEBEET
125ml ZBAE W, RIBERTB L. BRMBAEKBFMPBE 70~75C,
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BEHE TN N-F - N-TE 331 R R B AR WA W, 29 7E 20min AINSE. AN
i, BRA50~100ml ZBARBEEIFEMBI LN ES, EAEELE
FBERIE. BRAPFPEEA2.7~2.9¢ BEPK.

[RETR] OFl& N-HFE-N-TRSE-XF B RE B, 72 A X X%
BENEE -TEE, BARMNEAEE LASSR, ERFRAKLEE.

@ FTEWHMEHBEHN, KMNKE LR, —EBER A KO#ES
BEHE S E AV .

Q@ EARKARE, LERHNZSEERBIFLH#HTT: KBRS, FRK
BEEE., A, BEEPREREARNMESIA, dpRETZRSZBE.
GRAAEH] AARHENERRR, TUHEBATT XK, RELE5.
CRAAEFEY) FARABWAA, REHF.

[(HERRNEPERFE] ZEBHEREY, TIHMARE.
(€ =549

[1] Vogel Textbook of Practical Organic Chemistry. 4th ed. London; Longman, 1978 289.
[2] Boer Th ] d, et al. Org Synth, 1963, Coll Vol. , 4, 250.

RAZRY A =FEF L (triphenylmethyl chloride; trityl chloride); FW=
278.78; CioH;5Cl; CAS: [76-83-5]
GERMEE] =%XREEZNATHRVE. BELXEMEBRHERE. EF5
BRATEEEHSMZOEIHAERERE. @, FPREVSAERE, MAE
T ERERNERYT .
EETEBMBMEAAEEERANEGEN, BEREAGT, WA
AREN. = FFEHTFTEAMNERETEFHRE, XFTEZAFK
BHTHRE. EERERT, ZXFETATRP EERMERE. &8
RATEBR2ZER, HTHHEEKR, AURETEE, WHATERSE-
P BERE /N IF .
[H&ERMEX]

3 CsHs + CCly + AICl;— (CsHs5)3CCl « AICI; + 3 HCI

HCl
(CsH5)3CCl » AICI; + £H2O — (G4 H;5)3CCl + AICL; » zH; 0

(Fi&ERKEHR] LTH. ,

[(HEP W] E£S5L =FRKELE LZRIBREHBNERCEE, 5&5
FAERUEHEE. RENE=ZO0FAHEHEEE (WEY 15mm) MKREE
5L B mMER, ERMRPHEA 2kg(2. 28L, 25.6mol) T4/ B}
ZX 1 800g(470ml, 5.2mol) FHRLH NEAHMMWIBES M. WHEHEAKE,
ERIEMPHA 600g(4. 51mol) Fr# ). EA LN =HILE. FEEHM
#, BREITHEE, =848/ tMARMBEY S, INAKEEL



4 EAHARERRAFTMH &5 42—

BAL IR

Lk, PGS
-~ R, A3RAIC

E1.5~2. 0h 52 R ¥E. M=FIBs, FEERNBEAYETE. £28=
i msEs B4 15min, BEKE, XHRMBREFAEAR. HMEH
RREBMBEER, ERFAEAARERERIE (KY 2h; AREER). &
IEm#*k, RZEZR.

7£ 10L 44 (H 42 22. 5cm, I 30cm) 23— QSR AL BEH S f1—
XRET, BHEBBAKBPEE 20cm, B 1L TR EM 2L 6mol/L
BERHRAZFEERES S, TRANHETELRRNESYNBECSHAETYD
, EHMAEE, BHEEE25CUT. K% 2h g, BAELEKH
Ve pipEE, EERNBIRMBEY . BHREHRH 10min, HHERE,
KEBH IL KRG, F500ml BER, AIHEER, H 250ml BB
%, UFTKEALSETH 2h,

FRTHERBL LIS, BASLERP, EEELE— RKAE,
ZRAEH X REM—XHBEBEMK Sem ZHMBET. MAZK B
A, REUKREE, HIBBHRKYWIRELE 120°CH1E. A 40~50ml
FREBHXYELZE 2L EEMP, BN 40CEL, WA 25ml ZBHH
(FAEFEN=XAMETR =LA . HESYNREEEEL, B
PUBEER, ANFEZRAEAHZZR, RAEEKKPLH 2h, AREANE
B =FEP RtENeE, ARBELE, REERE, SEATRAaMEBE
¥=W, BRA300ml, ¥EYEREFTYMBEAER A WEZE TRESRT
BME 24h, UBREHEMN. AN AEE HETHRSMEZE 0.67~
1.33kPa, BEESKARGAR=ZFEH L 870~940g R=FLHBITHK
BAgR 69%~T75%), K 111~112°C,

RWEEMRERR, COHAB _HBARENEZARAKER=
KEPHE. FOUHE RN 1060~1085g (R=FULBHBEWEA N
84% ~86%),

[(REER] O BEN=E4LERAERYR (FEL.5~2.0h WMEIER),



B—r HEMLEA S

LA G618 B IR A 0 B 3
@ 45 R Ny BErE, R vE R VA R AT ROBIR A W A BB P A

JERE EFR 25CLLE,

GRAEHNT TROBEYHITAN Y (R, B#EIKR (NMR)., FEif
(MS) %40 %E.

[RAGEEFE] TRSEPTHE.

[(BEEBNEFSRE] AN RAORNEBHTTAMHRE.

(8% xw]
[1] Bachmann W E. Org Synth, 1955, Coll. 3: 841.

[2] Hauser CR, et al. Org Synth, 1955, Coll. 3: 842.

RAEZFHRY EHBR =LA (triethyl orthoformate; ethyl orthoformate); #
K SLEEH L (triethoxymethane); FW=148.20; C;H;50;;
CAS; [122-51-0]
GEAEE] OFHEE N-BRZEA.
@ S5TEERERERN, AHE.
QO UZHEBEARITER.
[(H&ERER]

2CHCl; + 6 C; H; OH + 6 Na — 2ZHC(OC; Hs )3 + 6 NaCl + 3 H;

[H &k EE]

[HESR] ZEEF 80cm KK EF AL SL BUE BB P 3L T/KZ B
1 327ml(4. Imol) &5, FEMMES ARKEHAAIE. ¥ 207g(9. Omol)
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ERNEBHYVIR/IER, EETUETFALERFTET, EXY 2h ISR
MABBS., ITERXIEEMALSRH, EMHARLFEEBELH. 4
ERMCELENH, RBAYUELLHEZRN, FHTRNUEHARELE
ZEH, FEH 200ml LXK ZBEREK EWEALH, BERERL
WEMTRRE L EEINBED.

MBI T REAEK 80cm B M SL BT, EXERBREABLE
HEBHEGMAKRSNZE. HEEYREE 2L RIERD, RIERLEE
ETHRE, AURSES. XBFE5~6h, EXEIRDPEKNEHNZ
FEMBEAYMEL 2000g, ATEAETRERPMEH. HEPE TR ERER
ERELBEAD, BAAFEK 30cm M EEWERERD, ¥ETHE
. SSCUTHEATERZE, #K. 85~140°C B4 100g, Hthey
BERPABR-ZEETEN /4, WUEXELIHE, BERERBHEIIFE
F—REBH=Yh. FRER=ZBE 140~ 146 CZHEWH K, & 120~
140g (WHE 4% 27%~31%),

F-RELBUF, AREHEN-ZEBEAYFMA 00g AR
HHILKZ B (800~1000mD, fif BAB AT 3L, RS METE —Hm
ALEW. AT ENSEHMZENEZBEPE MRS, BitLK
TR ETIMHESR, REFHITHE. XI—KRIZBRH=EAN 200g
(R FEH 45%),

[REERY ORMARRA%ETZ 8.

@ EUBRMER, LABS RN RN RN BRERE.

Q@ EENEKMEN-ZBBEAYWPRBAKS, ZRAYITUREF
M. HYREMH 4~ KIG, FEFHBEK.

@ BERNBIFAENHE, XBETUFHERERNBERRE, NES
St , MAoBRME (BHEER MELE.

[EAEHN] AWERR=-ZEEHENERER 0.891; WA —61TC; BA
146°C; #1515 1.39~1.392; A& 30°C, JAXE#EFRRLENZRAN, &
A GC-MS 2t %€ .

[RAMEEFEY ZER5HR, Bk, BRESEANEM, A5 8858 1E
HfEk. HESKSKE, #ERRAT HIHY MY, BHAEGR,
T BB 5 1R fa B, & M 83 .

[(FEERMNEPERE] ARNEEVIHHIRE.

[$% k]
[1] Kaufmann W E, et al. Org Synth, 1941, Coll. 1: 258.

ERAZFK)] EHBMEO (methyl chloroformate); FW = 94.50; C;H;ClO;;
CAS.; [79-22-1]
[EAEE] S YRPREBGFET ASH EAERARE, REMBHEE =
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Sk, FRERABERELH Y. WTHE:

OH OCOOCH; OCH;,
CICOOCHS3 , Wt BE —CO,
A
[l & R R K]
CH;0H + COCl,— CICOOCH;+ HCl
[ &< EE)

BEAfRE, BEE25C

& F BRI 0. 0lmol/L <15 30 {5 H FF BR7E 25°CHEATEAL I, B A9 B
WAV BRI G B R B WS e
[RETR] O A[ERBELEGY, HEHERAREAIHN 10 15, BEGH
RIRFRIFER, P IEHERR. REARNFREFRR.
@ HEWA8.3C, MEER, FUBHRRAMAKBERELE 0C
Eh.
GRALER] A H-NMR fl GC ihHr %€ .
(AFIfEE] SFRTFBEAHK. RAHIIRMRLE, FREAHFIUER, BK
BKFES PRI A R A B IR RAEmE., BTRIUNER
. PPREE, BRREERKRREMTIEFTE. ‘
GRANERSRBNRaK, HEE. RRERMSAEHE.
[(HEkEBEMRPERF] HMRARBETHABE.
[&% X1

[1] Lucia P, et al. J Org Chem, 2000, 65: 8224-8228.
[2] Chuanwen S, et al. Bioorg Med Chem, 2006, 14; 8574-8581.
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[XAEBHR] =HH LB ZAE (ethyl triffuoromethanesulfonate); FW =
178.13; C3H5;F30:S; CAS: [425-75-2]
EAEEY ZZAiEH .

(HERER]
0
Fo mamy |
CH;CH;1 + F>—S—O—Ag —_ > F>—S—0—CH,CH,
F | L
(€3 §::)]
S
AR

[(H&5 WY FREC 7.19g(28. 0ommol) = BB BB 6om] — & B 43
looml BE=O0%HF, FRKEP T, MA 4.37g(28. ommol) B Z &%,
RN 2b, FHEBREPEE, FEXRE (BA115°C) B3 3.6~4.8g M
RY=WPBBR A, AR 72%~96%.

REER] RAMZHEXTFREARIINKME, FHABRMRAER, T4
. BfF. RAEKREMSI RN, EEFANE. TTSEKRER
W, BT LA SE 56 3 4 B 00 20 7E 38 U o 34T .

RAESN]Y AAALEEE, TLGES GCHMELE. WAL
(IR) % %1E&ikA .

(RAEE] FHER.

(HEEBRNVEPESRFE] FARNUFEETFEFAMEE.

(€ 2549

[1] Brian L B, et al. ] Chem Soc, Perkin Transactions, 1980, 1 (12): 2887-2894.

LRAEZFR] —IFETHEHH4E (di-n-butylcopperlithium; lithium di-n-butylcuprate) ;
FW=184.72; CgHi1sCuLi; CAS: [24406-16-4]

GEABE] BREEENMFEARLA, EXAEANSSEFENXDELESD

MEHFTRAEEHRIENEN. BRAASHEEANE—cRELEXM, 5

BRI EBNE; 5a SARMMAELEILTME (FERE L-NSIARE);

TR SHRBRREZXBBERL (B35 (E.J. Corey) -# B

(H. House) M ] %. EMAE Sk RBR M, FFAHKRBASERTT L
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BAKRE. TE. FE, 2F#E. HEFERSHRE., RE. BELUEN,
N-Z B A B B B2 I
(HERER]

KI
4("'(:4 Hg )3P + 4CUI _— [(Yl‘C,x Hg )PCUI]4
[(n—C4 Hg )PCUI:|4 '+ Zn—C4 Hg ILi—>
(n-C4 Hg )2 CuLi + 4(n-C4 Hg )3 P + 3Cul + Lil

(HEXRER]

F oKW ERA

[(H&EPR] (D W(ZIETEB-REHF WHE EHBET, B 13 15g
(0. 069mol) BUALIEH 1 130g BULH MAB] 100m] HiBKF . RELEHEE,
B 10.15g(12. 5ml, 0.050mol) FFARIMM=IET EBE, WA, EEE
AR RE AR A, ik, BROeRE. ARMEAHKER
REWER, B 10ml, UBREZEKTRENBALE. FAKEKM 95X
ZEY%, TH, BIN- (ZETERBREH HM 19.08096.7%), &
AZm-RRERARREZH-NHEREL S, BB TERE, &
RHAT5C,

2 ZETEMAENR S E£—78C, THESAEI T, ¥ lmol -
(ZETER-REY) 5 2mol ETEMETKME KRS RN, HEIZ
IETHEHAE.

[REER] OEFAREEN, ERM4NESRY, RIEELK, TEL
HTFHITRN. FEARS, BAEBEERERM.

Q HEHFAECESREHRERSEANEATIUARK, XE£HNMT

LR G REREN, BEEEXTARENRE,
LRFAEN] SR ER. KEEK, ARHAA, ATE7.
LAA#EE] RN EKEKEE, —LE BB MER,
(FERBENORFSRE] ARMEBHRER, TR,
(&% 3]

(1] Kauffman G B, et al. Inorg Synth, 1963, 7; 9.
[2] Whitesides G M. ] Am Chem Soc, 1967, 89: 5302.
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GRAERHRY BAEER (allyl bromide); FW=120.98; C;HsBr; CAS: [106-95-6]
GERAEE] AiPEEBEE, NVtgE#Tanstd.

[(H&EEER])
AOH e upe ASBY
98% H2SO,
(RERXER)

Bz B

(H&ESEW) ZE—-TERAHE. OREBEMN=08F, MA 1kg(5. 9moD
48% HBr #1 300g(162ml) 98% MMM, HHIYN/GE, RBMM 385ml HBH
BUKZEW (KE 233g, HI 4.0mol BHED BIRMNBP. ZEHAERSET, H
FAW W S} A 300g(162mD) 98% MBI M+ . BIH 2h EHHMER
MSEEE., MRl E ERBEE, WEO~T2CHES. ARKRAKBRARS
Bk, BAHLAKEAGTER, S8, B3 45~465g IBFER, =XY
H92%~96%.,
[BEER] OFXZRANSRBAEKRBRILERR, LH/DLRME, Bk
BTl AR S ERMEKY .

Q@ HBENERMB LR P, EE—-EE, DARNBERE LA
EH, AR A A P A (B B v ) R A

Q BMARBRILEEVRUKCHEK, BR. A%, AREEANE
SR RR , BUNLBIT .
GRALES) ATRFBEAMN O~T2CEIPITHENBHEER., #—
# %R0 LA#FF H-NMR 356,
[EKNEEFE] BUBHAH. RATE, —BREFSFRBERE.
(HERENSEPERF] ATREFTHETILE, —MEEAME.
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[$%3Ti]
17 Kamm O, et al. Org Synth, 1941, Coll. 1. 25.

XA BMR] RZBZEE (bromoacetic acid ethyl ester; ethyl bromoacetate);
FW=167.00; C,H;0;Br; CAS: [ 105-36-2]
GEAEE] N-fEfd. S,

[(HEEMER]
0 o} o)
HsC)l\OH Br:/Ac;O B'\J\on EtOH B'\)J\O/\CHa
| \ H,;80,
(H&FkEE]

B

[(H&5 K] AELERE. FRE MM E A KRS MmA 1000ml
KEEBR AN 200m] BEBRAT LA KR 1ml mkiE, MABIEFRE, Sk, 28
W 1100g MR B R AW, ¥ blir Nk B, (848 5 50 % W47 4 5 B w R
. WmERE, RNKEIRZERES, kRN BFARE. BEFHTH
MAEEHRE, KN 1h, ENBHAERBL. RTIEBEHBERA
A BERRET. A 2000ml 95% Z. MEA 200ml JRERBR, Hn#LE K 2h ERH
EEH, REVRMEBA 4000ml K@Kk, A4BRRIHSBHERY
HZMZEE, UEKBERATHR. Sk, #E, ki 159“0'@5} "/
785g & ¢

(ﬁ(’ﬁ;‘iﬁl OB BN — SN TRER Y, FFUURREEE
RRSFAE#AT: H— AR EE, DERRADT T



