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HHABRTARERSNER KA, ABRAIARTRORE,; TASXAAM
WMHATBRG BB A, RABRREREE;, ETUAREAHIHERS .
BRRARELAENY, AHAALMELFKRTE, AR, ANSGRTTAL
AERTHESEL, AR EAAELRHS, ARERTELAE -
FREAN, ENFREETNSRGEA ETREAETLEL,

HTEN G EHmiFERFLERATTRARNGATMNEP LR, E-LHE
Fe WO FE, LLXFSATEARNSIIKBREFT EOHEEE F 5], FASF
hy AR L T ENFREEAN ALY LR TR ELERBRAM
PRBREANBATRLEEAFNE., ABEELLGBNRARNARSANSAREREY
Mk, FHAMASRFTAENHNEELEBREREEFREF4 M. ARG
B, FERBREEFAEFANSROHFARAE EGLREHEF PFH -4
A, BRAEMLATE SRR TR FH R

APBENSREARLAAANSFHE, TELFTARIFLLFR e
CHMAMRY (Org.Synth.). (HMALEY (J.Org.Chem)., (£BRWALF L L)
(J.Am. Chem.Soc) ¥, HLELGHMFNEFREANLR—KHEERERR, A
REBEOTRAERFTHE,

AEWHE -5, BoHs. F2HohkARR. ARHLLE; Fwisd
$FHIERE; FEHE > BURMIAAALASLE; FxHo G285, &
CHELHNELIBRIBE,; FARSIRNERXLTBRFHLE; FN. +. +—%F4d
REFHIHE, LR LLIHBRANWLSEARAPAZTES M IA R TR FN S
3, fed—Jh R T A

BTREHLEETRELR, R 28 LEK S 2L, BINFLFRE
J Rk e RiRIg E,

g
201043 420 H
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— 5545
BB st

HEANEANRERHABFENEGRPTEREE 2~ LKA, L&
AN TRARAREENSTFFEON, OFRFLtiTRAL, LTUAREF
3R Lt 475 £ 10 (Friedel-Crafts alkylation) . 4& 853X #b 5 2 16 4% &) 7T 2L & 2%,
Bk, BEURFRAF—27eY. EARS LENGroaRBAHE
T e % B A X ) o o Al 2 R 6 B R ALK

[RAKZEY FEA AL (diazomethane; azimethylene; diazirine); FW =42.04;
CH:N;; CAS. [334-88-3]
GEABE] OFEMNPRARA, 7EZ8. S5 P 5RM I NA R
HlE: SMEMERTR; SBHEMAERERTER. KNSR PR
A, BEHMB=HER, EABEEE, ™R, KX,
@ X RFITH AR,
[(H&RMER]

H COSO cn SNy c@—so NHCH
: z NaOH 8 2 i
lNaNOz
KOH
mc—@—soax + CHz N

HaCOSOzTCHg
(H&KERE] (BT :

NO
[H&HEW] (1D #4 N-PRE-N-TRE-N P EBEBE 2 5IHRMR 190g.
90g M 40g XF A RXBEBEE . ZER T 70g(1. 75mol), A E LM T 70ml 7
BAEHBREELMKBERER. ERKEBEPMA 210ml(2. 25mol) 33%
R K EE M (B 174ml 4020 A BEK B, ZEHH T T Smin WA H M A
190g X R RTEBE S . MBI ARMEAN P EEBE OF&..78C) KW, &
R NLBEE 80~90°C, MEHMME (BB ERME, F—6.3C. 40%H




2 HHNEREARAFER #4582

R 0 Bt P

REKZRM S AU 49.4°C), MRS Smin NIESYWERYE (FASRKT
). /NDHIIA 50ml S0 F ALK EW, BESE L BT 90g X F 2R T4 Bk
EAMMABZBE S . YEYX RN, FMA 25ml 504 TE4LH
KEWR, HEBZIBETESREN 40g R EBBEMAR MBS . X4
BAYXBRYEN, MARTHEEAPKBE. BEHBESYHBR KL
SRE S, WRMAAIRE, MEBENIBPREELREKT KR, M
MEIFMBEBRAKBREZERMNBEBRE, DA PEMNESE.

FARBKrpEeremaE, ZERARBET THAKBEP MM 15min, #H8KMN
SEL. WHRMEMNBBEIA 1500ml ZKEEM S, A 250ml ZBrPgeBEd ., A
KBRKESCT, EVBREBTRERMEHERMKBRE (125g, 1. 8mol
WRMBE B A 250ml AKH), HERBEALA IOCUT, B EaR
45min, WINSEREFEHBEK N 15min, ZER NGBS, N-F2E-N-T -
MHERBERUBRAE KT Y., RNEHE, EREMEBFMA IL Kk, 253
I8, REH 500ml KEERPEM, FALK, FHin400ml Kk, BHHS, F
di8, BEEEAAREXERAKk. BRERARBRRTRETTREKZEE, 8
B N-FE-N-TWRHE-X BB 325¢, PRAR 0%, RS % 58~
60C, R"AEZRREEE, HEATT—SHESETRPE.

(2) HEEAFRE RBEFTOEBRRY, MESLES, BdEs
FESHNTERNEBRMAE, F-TEBRNSFHEERE - MEBHEIEE
W, WMPAFIEA 1oml M 35ml XK ZBE, FHAKRKBEH., EXBEPM
A 6g(0. 11mol) A 10ml /KW . 35ml “HEHEHBUK 10ml 2,
BE. YIRS gk 21, 5g(0. 10mol) N-F Z:-N-TF 7 -3 B L B BL BE o F
125m] ZBEWS M, WY BAEBRE L. WRMEBEKBRMM/E 70~75T,



B SEEMALRA 3

BEPE TN N-BF NS B 23 KRR BE WS W, 29 7E 20min AIISE . M0
5205, FBLL 50~100m Z B FIRWR S Wi B R M e, HEIMRE
BEERIE. BRPEHL 2.7~2. 9g AR,
URIEER] Q% N-F2-N-TR -5 5 RBRAMS, 2500 A XY 5
B E, B RE EAT R, R RRALS.
O TEMMLRMMART, SRR A VI, —E ER A MRS
B PSR FIHURBEE o

@ BRATHARS, SRUENEBRARGLAHRT, KREEH, SR
BHER. S5, BRATRERRARRIETE, SRRE F2RNDBLE,
(PSR FAAEHENERTR, TUERATT 5K, FHET.
CRAAE] ARARHRA, R,
[HERROSEPERR] CEBLRWSE, TURARE,
(5% i)

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

XA ERY ER=KEF L (triphenylmethyl chloride; trityl chloride); FW=
278.78; CioHi5Cl; CAS.: [76-83-5]
GEAEE] =*PEEZMNATERPE. BERHMEBERHEARE. R
BERTREBEEHSEZ CEPHARE. W, BPRENSMUERE, MHEH
TERERGRYT. ‘
EXEPBMBEAREMEEE AT REREY, BERELXHT, WE
AREW. ZXPERTHRAMVHEBHTEEFNREY, XBTEEME
HTHRE. EZRART, ZXRETHTRP - ZAERAEE, Y
ATEBEL2EGR, ATHNMEER, FURETERE, GAMTERE-
N Bt /NI,
(HEREK]

3 CsHg+ CCli+ AICI,— (Cs Hs)3CCl » AICI+ 3 HCl-

HCl
(CsHs)3CCl « AICI; + zH20 — (C Hs)3CCl + AICl; « zH, O

[(H&XERE] WTHR. .

(RESR] ZASL="FHEKEALZEIRBEABNERRER, FES
SHERWEHEZE. BENE=1AHEEHEE (WEY 15mm) AREE
SI1L#&BRMHEESE. ERB P BA 2kg(2.28L, 25.6mol) TR T EY
# 800g(470ml, 5.2moD) FREMEBABRMWBAE. BERBAKE,
TEHEEMP A 600g(4. 51mol) F#H ., EFAEN=8IE. HHEBHEM
F, BRBITHE, E=E480R/ D RMARNBEY S, A KEE
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HUARBEARNNFR— &S5 L2—

R SR

B, FERIRE
~ BHEPRL, NERAICK

FE1.5~2. 0oh nsa k. MEEiEn, FEERMEBESYEE. £28=
aiEsEEEAd 15min, BMEKE, INRNBEEAREAR. MEH
RMBMARZEER, ERRAERERD IE (K4 2h; BREER . #
i, ¥2ER.

7€ 10L #if# (H2 22.5cm, ¥ 30cm) L& — R AHYIHBERESEf—
XBEH, BAEBERAKETRE 20cm, B 1L KTEBEM 2L 6mol/L
HEMBAZFARER D, TRHANETELRARNESYMBENNEY
i, W MAREE, BEHEBEEZCUT. KXY 2hEnsx, BHLEBKS
PR IBEMR, BB MBARNBESY . BHEHP 10min, BHES,
KERIL KBS, H500ml FFER., SHEFBE, M 250ml BEME%
%, UEAKELE TR 2h,

T WEBBA T BIE, A SLEES, ERELIR—-RKAE,
BERAEF -XFEMN X HBEBHE Sem £HMBRET. AR
A, REUREZE, HIHENRAYWEBERS 120CH1E. A 40~50ml
TREBRKXVEBZ 2LEEHP, #HB40CEL, MA 25ml ZEBEH
(FRI BN =KX BE TR =R TR . HERAYMAEEEH A,
FURBHEW, FANFEZRELHNEZZR, REEKKFLE 2h, HEAIE
BA=XEPRUIRBE, AREELE, FEEBR, SEHATRAGHEBEY
%=, BKH 300ml, Y ERETYMROEERFNES TREST
HME 2¢h, DIBREBEM. Az /E FBETREBHMEE 0.67 ~
1.33kPa, REBEZORFFRZFEP 5K 870~940g FH=FHBITEK
AR 69%~T5%), MM 111~112°C,

ARERBBEMEER, TTHIAE_MHHFOREENKBCREER=
EEPRE. "TYRWEBERRN 1060~1085g (H=H BRI HEKEYLH
84% ~86%), :

[REEE] O EENM=€{BNATEARR (FE1.5~2.00 AMEHE),



B—Wa REBAEM S5

PaERRNIBESYER.
@ G RHrER, NERAYENSRMBEYMAR RS HRE,
MERE EFB 25°CLLE., _
GRAENY TROBFYHTAIIEE R, BEIEE (NMR), Fif
(MS) S EE.
LAY TARSRPTEE.
(H&RENRPERR] ARNFERWENEESTTRARRE.
(€ 254 )]

[1] Bachmann W E. Org Synth, 1955, Coll. 3, 841.
[2] Hauser CR, et al. Org Synth, 1955, Coll. 3; 842.

(RAEHRY FEHM=ZM8 (triethyl orthoformate; ethyl orthoformate); %
HN: SZHEERIR (triethoxymethane); FW=148.20; C;H150;s;
CAS: [122-51-0] ‘
GEAEE] OFAME N-BZ R4k,
Q@ ERBLERERN, FRE.
Q LzHEBE R EE.
(H&FRMEKX]

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

(H&kEm]

Na ﬁ%

- akieas

(HESW] ZEEH 80cm KA EH AL EER G SL BEEM S 3L XK Z B
M 327ml(4. 1moD) A5, BMMAS ARAKLHYME., ¥ 207g(9. Omol)



6 HAIEREREAMFER-—HEHLE—

SRS RATB/MNL, ERATDETFINLESRPET,. EXYL 2 AHK
MABBS, 3TEEXNMEENMASEY, EMFRDAEEMEE. =
SBHC LKA, BEAYHELBNESTEN, SHTRBZAREEE
S &b, B 200ml 4% ok Z BEBE R UE 4K B R AL S, *@?ﬁlﬁﬁi&‘ﬁﬂ:
MEHTEREELESINERD.

BB T A K 80cm SMEHM 3L LeMp, HERNBREKBLE
Mt BMEH AN Z B, BEE YR ELE 2L RIBHP, RIEBHM L3R
ETHRE, AURAES . ZEFE 5~6h, EREIBRFEIWHEHMZ
BHRESYEY 2000g, AIEETREBPER. F R ET gAMb
EBRELVCEEANH, BEAFERK 30cm FEENERERY, FETHE
M. SSCUTHEAEERZEE, HE. 85~140CHIER Y 100g, HFY
SERFR=ZEAEMN 1/4. TLIEXTI 18, HBRTFEHFHEHE
FT—KEBHN™=PF. BEFR=ZEE 140~146°CZ RIZEIEH K, & 120~
140g (AN 27%~31%).

B-RKERBUE, AHRENEFG-ZEREWPMA 400g LI FE
BRI TKZEE (800~1000ml), S BEMEH 3L, KRG MATmH —+
AZRBY. FIAEIBRMNETMZEAZEBEPEELRE, BB LK
LR PRIMImMtEER, REEHTIE., X— (K%%B@P‘Eﬂﬁa 200g
(YR 45%)

[REERI ORMFRRAL B,

@ AWEMTER, UABGRR SR EEBREMNE.

QO REHEKRMWEN-ZHREYWFRAKS, ZREYUWTUREF

 BEREFEH4~5 KRG, PRITFHEMRK.

@ WRMBERFAEHE, XRTUSHEZERMNBRET, ATHEE
SRERY, BLBRN (BHHEE) WELE,

ALY SHEPH=ZEEHENEER 0.891; HX—61T; B
146°C; Hrid# 1.39~1.392; (K5 30°C, W] FI5 s i ok % B3 A A,
A GC-MS sapfr ke,

(AARE] B&R5%, Bk, BRERSELNEM, B3RMRERE
MiEK. HEAKSSE, BAERKLTHIH YT Y, BEASR,
ML RERFHHEEES.

(HEXRBHRPERF] ARNVEETIHHINE.

(8% 3#k])
[1] XKaufmann W E, et al. Org Synth, 1941, Coll. 1. 258.

[RAEMR] EHFBRFBE (methyl chloroformate); FW = 94.50; C, H3 ClO; ;
CAS, [79-22-1]

GERLEE] KRFRFEERFETL Sﬁﬁﬂiiﬁ%ﬂ:fi 4?‘)‘”‘1111#%73(51_



BWor HEAEM 7

Ak, ZEREBIBEIREAK™Y. WTHE.

OH OCOOCH; OCHj;
CICOOCH; , M B O - —CO, OO
A
[H&RER] .
CH; OH + COCl,— CICOOCH; + HCI
(&K BEE]

WEhHERE, il E25C

(&5 W] 0.0lmol/L K5 30 51 FBETE 25°CHEATERIL L BL, Fr/8 BR
AW KB, BBk SRS BRI B . |
[REEE] O AK[ERBBALEY, HEEXKARESW 1045, BEHGH
NARFFRIFEN, MBI ERE. REARNMEFREPER.

@ X< BkE 8.3C, MHEEER, HMUBHKBHAKBERIFREE 0C
EhH.
[RXAES]Y FH'H-NMR #l GC %€ .
AN MERF] FHRRPERBHAXA. GRSTIRRE, FBRHAFESE. #8XK
BAKEBSRMBAFZEEENMMESA. BABME., ZRINMR
. MRIBRE, WESERRETSIEPE.

BN SRR . HEE. BRERSHERE.
(HEEENRPERREY LENEBFTHAME.
(€ =54 )
(1] Lucia P, et al J Org Chem, 2000, 65. 8224-8228.
[2] Chuanwen.S, et al..Bicorg Med Chem, 2006, 14. 8574-8581.



8 AHNARHEARNFR—NESLE2—

[RALHKY =SHEFEBM B (ethyl trifluoromethanesulfonate); FW =
178.13; C;HsF;0:8; CAS. [425-75-2]
[EABEY Z&E4iEAH.

(H&RE]
N meagy |
CH;CH.l + F%}—?—(F-Ag—jiiag? F§>—T—{»—CHZCH3
F = F

(H&ERE]

[(H&SB|Y  FREL 7.19g(28. Oommol) = A B MRE M 60ml —FH s 5
looml BR=08HF, FRSEP T, MA 4.37g(28.0ommol) BZ 42,
FREM 2h, TR EBLE, WERE (HBA115C) 88 3.6~4.8g
RY=RFRMBZEE, =AW 72%~96%.

[RIEER] RABRZHEXTPHREA RN S, HHBAKRRIEM, TH
B, BRE. BAMEKREMEIREZRE, X240, T8 KKRER
W, Bt A SE B #R VR B 0 200 7E 3 XU 2R 4T .

[RAERN] ARXPHERE, TLUEL GCHW SHFE. 7] LI %
(IR) %A .

LRAAEEFE] FHEE.

(HEEENBRIPSRE] ARMEBETHARBE.

€ 2549

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

[BAEM] —ETHERHAE (di-n-butylcopperlithium; lithium di-n-butylcuprate) ;
FW=184.72; CsH;3CuLi; CAS: [24406-16-4]

GEREE] RAEENFEALREN, EXARANRSFENSELESY

AR EBERGENRN. KRN SHEERANE—EBELEN, 5

BENBRE; 5o S-AMMEAEEIREMR EREB-MNEIARE;

THFEZHT; SHREREXXBEBERM (M5 (E J. Corey) -8

(H. House) M ] . BEHFESNBRMA, FFAGRBERSERT L



B—®a mEARN 9

RiakeE. &, FE. 2HE. F%ﬁ@$5ﬁ§ RE, BEUER N,
N-ZBURBE R B BY .
(5% RER] _
4Cn-Cy Ho)3 P + 4Cul ~= [(n-C, Hy ) PCull
[(#n-Cy Hg )PCul]; + 2n-CyHgLi—
(n-C4Hy )2 CuLi + 4(n-C4Hy)3P + 3Cul + Lil
(& ER]

T oK EH 2 4

(HESRW] (D W(SETEBRBRESH WHEE EHRET, ¥ 1315
(0. 069mol) AL W4T F 130g BUALSTINAZ] 100m] ABA S, BRLBME .,
A 10.15g(12. 5ml, 0.050mol) AWM =E THEB, HAME, HAHEE
VRIS RBEAERGE. Wik, BAAaGRE. HRNEAHEKEBR
RESRE, SK loml, UBREEGKPIREOBITHE. FAKBEAKRM 5%
ZEvEY, THR, BEAN- (ZETERBAS) HS 19.0g0(96.7%), B
FZEB-RAREBEARRE - NHEKESE R, SAAGHTESE, &
AR 75T,

(2) ZETEHEKEE 7H—78C, FHAESHEP T, ¥ lmol M-
(CETERBEH 52mol FTEEAL KNEkE bR, HER—
ETHHE, ‘

(REER] OEGERAREEN, ERANESEY, REETK. TEL
HTHITRM. FEARS, BAECHBSSBERN.

@E%%@Eﬁ%ﬁ%ﬁ%%%ﬁkmﬁmTﬁuﬁﬁ,ﬁE%%ﬁ
LEREREAEN, EXELEBENER.

(RAEN] FRFNES. KEE, REAE, FELE5,
(RABKFE] FRAMESE5KER, —SERALNEA.
[HERBHEPERE] ARRIEEHBHA, 7%%%@

(8% kK]
[1] Kauffman G B, et al. Inorg Synth, 1963, 7, 9.
(2] Whitesides G M. J Am Chem Soc, 1967, 89. 5302.
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RAZa] HERE (allyl bromide); FW=120.98; C;Hs;Br; CAS: [106-95-6]
[ZR%EE] GiFERBEE, Eﬂ‘fﬁﬁgﬂﬁﬁﬁgﬂn

[H&RER]
A~OH o AP
98% H:SO.
[H&EEE]

et Pak ks
(RESR) T RAENE. BREBEWZ0MP, A 1kg(5. 9mol)
48% HBr 1 300g(162ml) 98X IRH MR, WG, ZEM M 385ml BA
BOKBW (R& 233g, Bl 4. 0mol HMFED BRMAKT. EHERST, B
FAVE W LA 300g(162ml) 98 % IRMMRBIR RIS . E¥E 2h BHFER
BisEl, BREEREEE, WE69~72CH4, ARBRAKEETES
VoIS, FRATKELS TR, T, B8 45~465g MTER, P=HY

2k 92%~96%,
[(REERE] OXALRAMARBARMEBREAZRER, LH/NCERE, Bk
EMIRBARFEMKY.

@ WA BEMB R e, BE—EES, UeRKRKEE T
TR, B A R B A TR AR TR I A S R R K

QO RABERAILEAEHRNMBRCEE, BR. A5, SHREEMATS
BGiE R, SUNOBT.
(ﬁﬂ&ﬂl¢&ﬁ%@ﬁﬂmw~ncmﬁWTﬁiﬁ%ﬁ§@ B —
% 57T A# 1T H-NMR L&,
[EFME] BURHRE. BESE, —REHFHREBLEE.
(HEXBENEPESRA] ALREBHLEMEE, —RAMHME.



B REAEA 11

(€ 258 9]
~[13 Kamm O, et al. Org Synth, 1941, Coll. 1; 25.

[RAZ#HY HZBEZBE (bromoacetic acid ethyl ester; ethyl bromoacetate) ;
FW=167.00; C;H;O;Br; CAS. [ 105-36-2]
LEAFBEY Nk, ki,

[HE&ERER]
o] 0 o)
HgC/lkOH Brz/AczO B\)J\OH EtOH B\)‘\O/\CH;;
\ S H;S0q
(H&EkEE]

L Fak Ead

(HESER] ZERSHERE. THREM MR EEFEE P MA 1000m]
JKEEBRFN 200ml BEBRET LA R 1ml MEBE, MBI EFOREA, #ibmk, 28
Fhn 1100 MR BB N, TR 0o B, 815 T L Y R A A R (] o R
. BmEEE, RNBERZHRT, WNENBHARE. EFITH
m#AEEFRRE, RMY 1h, RUBBBAERBE. BTIRHBRA
EHIBEMEF. A 2000ml 95% Z BEAT 200m!l W BER, HIHE H 2h 515 H
EER, ASKHEMNBES A 4000ml ZiE/KS, AOBRIIBHERM
RZBRZBE, UELKRBRM TR, S8, KB, WEISICHES, B3
785g = dh.

[RETRE] ORREERRMNA —BSSANTRERY, FURMEER
R R GFaEBEST: B—MERRHERFRNRE, DERRAS THA.



