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2 6
156425-12~ | *4-i%-3, 5, 6- = &~ | 18225-92-8 | '3, 4, 6- = &5~ &.-
6 153505-45- | *5- R-3-#k-
4
5ie5 FIrE) 1, 2-R=_F | BT Ay 1, 2- K=k
x4, 5-= 9 A - *4-F A~
*4, 5- = A~ 4-F K-
88580-71-6 |*4,5-=F & K- *4-F F K-
x4, 5- — A K- *4-R -
‘4,5~ LB A K- 4-LELA -
4,5~ Z R F A~ -Z AT -
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4, 5- = F & 4R
%4, 5-=5 % 615-72-5 | *4-# A (3,4-= &
A X 8)
59649-56-8 | *3-#2 % (2,3-= &
AXE)
A€ n, ntl-= & E% n, ntl-=R
"1,1,2,2-0@ F K T | 452-58-4 | *2,3-= R Kekew
o
7598-26-7 | *2-& A -3-# X% -5-|54-96-6 *3, 4~ = R F bz
¥ K aber
6635-86-5 | *2- £ Kk -3-A K-4- *2- 8 F -3 K -5-
¥ A ater (2- R K- B
4-F K 374 Kabeg)
82039-90-5 | x5— & Fh—-4-# K-k *4- 8, K -5-7 -6~
ol Rt
x5- R & -3-F X4 *2- B A -3 K -9-
B 2 ek ek % B
x5- B & -1,3-= F | 7598-26-7 | *2-& H-3-# k-5-
A-4-r R - ek P A -abeg
6632-68-4 | %6- R K-1,3-= 7 *4- R H-5- T 2K A -
3k 5 - LA K Fog FR o T
oE )
22603-53-8 | x2-R & - 3,5- =4 | 1672-48-6 | %6- A K -5- L Af K-
A FR 2R AR B v g
3531-19-9 | *1-& % -2,4- = 3 *2- R, H-5-i8-3- 7§
HE-6-F K A - ooz
5442-24-0 |*4- 8 K -2,6~ = # | 33685-60-8 |*9, 10-=# X-&
R -5-H Hhefivr
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*4- 2 K -2, 6~ = & *6, 7- = & X% -2, 3-
A-1,3-= F A-5- = A
T A& - g
*], 2- =44 A -w F | 35975-00-9 | 5-H HK-6-# K-
AX i
*IR-1,2 -~ =& XA-|771-97-1 2,3-—RAE
1,2-= 9P -k
M -1, 2- = & A -1938-25-0 |'1,2-=R/ELAR
1, 2-=F AR5
36023-58-2 | *5, 6- = & % -2, 3- | 39070-63-8 | %3, 4-— R K = X &R
A
5440-00~6 | *5, 6- = & -1, 3- | 68836-13-5 | 6, 7- =A§ K okR
ZF A-ReEeE
%5, 6~ = 8, K -3-F %3, 6- = &5 F o vR ok
A - R -2,3-=&
1758-68-5 |*1,2-—fA & &42 2379-57-9 | %6, T- =74 o592
-2, 3- = i
6968-22-5 | *3- R K-4-#4 K -K | 52057-97-3 | *3,4- = A X -5-7
¥ B ool 2R B 25
13754-19-3 | "4, 5-= R K% 1672-50-0 | *4,5- — A Kk -6-%
P Ld
3240-72-0 | *4, 5-= R K IKE T
(5, 6- = & & Jk &
")
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n, n+2 =k (6aa) 9474 4

g5 n, n+2-=f& e n, n+2- =&
*2- 8 & -2-(2-A % 2,4~ =8 %-2,4-=
FE) "R ¥ & # ke -3-2R
*1, 3-= A &-1,3-= %2, 4- =R &2, 4-=
FEIRTIK ¥ AR

479-27-6 |*1,8-—H A%

nLnt2-— RN AL EFETLCITAEDNGT LR, RELELE
BFHAE nnt2 ey S mitn ntl —EEE & .

5 — A AN ERAYBRAGEERE LR T xR
T A T B4l 3 & R0 AR —F R F M (R . A4k
R . FRREF, ALEA DFARFNDER . B.BBR. K
FoH5LRD,

AT sk BAESRERANAI TN, AMTOAAR

10 W TEE SR 5 AN,
&1
O\ J—NHZ ci N NH,
O ‘

o, NH, ?———NHZ cl 7 NH, NH,
15 B B B

HO NH; Me NH, MeO NH,

A 0 B o) oB

O\ cl cl Cl
20

HO NH; Cl o o
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— e AR E s B A AfkRas L RH.

REAHRAESREE, FIATHRAA XS T3 2%, T4
@At es, EHRBABR TS HIEAN, A R AADLEA
— TG . A3 AR E, R BRRAFRLE LG RELEGMA

5 ROFCEBR T L RERAAIARESELARTHIEE. K
BREXFRFARALSHTWAER 1 TR ENH T AR RAE
. > FRAB %EK%RA%%Amﬁ&mAﬂ%%iﬁ%¢
LAGRETEHRTTRE Fe- fEaMmey AR T . i SLfe g
%ﬁa‘%i#"f@ 1 FrRe9dl - MAET R, #= R, Hi#kﬁé-ﬁé&*i H 8 %

10 HEFOSEFMILENGER, KB RXINMMEG4HE R AEZ %2
BEARE H AFSEEREZFBEMARAMERGER . AR B EA
BAr. ALAMAHE R A R, KA RN LELE RFG4BE . ER
EHATFRERGRAAKOAR, #TACEIMELSMEEY
AB . T A AL AFAE R AT — AP RAEAT S . B — A LFETEI

15 Bk R A= R, AAGHE O GENMRERGETRABETHERRE
Rk B, sbP TR < RAFE) C-H EBE” £ 94 TF/ERAL
X85 FF/BERAEey = e C-H4AL.

"= &%%%A%%%k%&ﬁwﬁﬁﬁm%A Jo AR E 4
ey RAAEETFTE. &% . & . CF, m—AMRA R # R, 8935~

20 s AR E-RT k.

RA RS mA Ay R RE &Hﬁﬂﬁﬁqu Rk
AT B Avey C-H A H 5 & A REALIRERR) #FRBRAKEF
st TFHESH >R L ERE)ELAE LA éJF* A, 4Tk
FofPRAKRRKRY R AAMEFIGRITMSHOIRKEARNE

25 G RERE . TR KIS H T AT, wT AR, 2t T4k
RKIE R, 0T AR TR /KRR %ﬂrﬁﬂéﬁ—éd 89 KR4k
SR TP RAHEGRGREY . ARBXTAT LG9
BAESE . ARAKSWG A T THT.
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O ". 0 0 0 0.. O

&

o,
.o [o)
/\L ,,”iNH HNﬁ ) HN{
(o] (o) NH HN 0 ) NH HN o
m-M\\ . ;
0]
Ci of}

10
— B2 HERAR KW EALRXEALRE, HTIH XA RIMMLE
HEREEAGLEETF(REHLELE, ARG aAERANELE 6.
7« 8.9. 1011 %A¥TREELE)BRASMHURT XN ELSERSY
15
Chy
l
L
Z Z
N/
20 Cha— M Chy
/7 N\
Z Z
Chy
25

AT MNELE, IR NMRENELEBERASR TSI N KO, L ZEM
A& T BeAidk, Ch,« Chy~ Chy#e Ch, R LR B A AL ehaF R ALMS,
TATAR R R RR & 5 A48 IMZ B T8 AR S IR
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Beli A ATAI T ES Z TR BATE KINBRALKERT —#
IHEHN(AFREOE k)P, FLAIA—FR(KEXZFET
HirAidE. —FRAAME . kTR . ET RN RKE4e) 22
RBERF . RS BRALYR FHOBA AL eIE K

5 N-H RFe8ERER. RATERT AN FeIEfeiin . LA
R FE, AR ETF .. REHFE 6 P RAKEP —FFKAN
BTk & B R . MBREATRALZAZA . K. RRTAAA
XPBREHIAT, MAFHNABAETAHARLB XGOS BEESESY . FTIFE A
S B R ARz R . XM R (=R AT ERK) 4% (PPN)

10 BIHTF RS E FRAY FJAEALHLEEELSBR LY. KBTI
Bt ERELRSYA THEALERE .

@%%ﬁmA%ﬁFQ”ﬁﬁOﬁ%%%ﬁﬂﬁ@%ﬁ—ﬁ%i
gt T EAAE . TETRMALE RALAER—FLE) 4
wAFi—ﬁﬁﬁwé&IWVQWIiR¢M¢°éﬂk%kmﬁ

15 ER kA RATERAKRFTRE, RARSHRAAFH T B Koy 4
BT HEASAYME . AEREEZNAVD R REMENKS
BACR L F e EAFE R .

L —HUNEBYRAAET —HITAAHIELES[0]RAF P
ing ﬁﬁ:&é&%i%liu&?déé%%%ié b REFELEYGIE, &

20 B f 2 4 TrReEER, WTRARINGUATSL B AL
MG %% B B — e

WwREFAEEBRE—FH4E 111 &F, M2FEGRAYRE—
BA—HEBVET. WRIFREER—FLE IVET, B2iFE
R R —REeLs—FER VI EFR—FFLEREALLAE -2

25 R A PP BAihre B T RGAER V Bedy . TR R
BB ENY AFELET O d BT REENE RRBRALKE
CRENSERMN TG ﬁé&;ﬁa/\%ﬁ/ﬁk%’%'}%aﬁ% & B M

FABTORMNY . F. R REEH G TUNARKNGBHREAFLE
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T Rk EemBAR—FERTREK . EGEHERT %

FAEOLBRIEKRAARTY, T. ELBLBAANTRHAELGEHE.
T HABEAERS, TR GRAKLSESBERAEIHA. A

FTEHNEE . KHOELFER . o Lt & g5 5 prieds 6y £ K

5 Bz k694258 B /485, MRS BEAZARBR ST Ak wmifl ¥ mREF

MAL Z 6 f AL B SN A EAERR G LR B EAAERED .
ARG ERTET, BEifadk L ZFHETY, BARL

ERTEMETHARLEOEEARNARELSYELAR IS —

AALF G ER T 1%4@»?%% BAZ BRI BB ABRAAHN(RFER—

10 0 RFAEHA, 2L TIARIEMERFLE S FHRATHEAGEN
ﬂﬂmwmﬁoﬁ@%%ﬁ&&ﬁ%@%ﬁﬂﬂ%ﬂﬂ.m%%\%
My HEEF . CN" - H,0. OH - ROH. NH; SRAEATH . R ERBE . & 5K,
By 2h . whe¥ . BE . AL . BRI S AKBRBR . L R ALAL AR T IRE A A
B B kT 5 B ik 6 ik 4% .

15 CEME&ETEAE-FTERREGARFLAARTTHEKXR
FBKGBEAEFPRETETARPELCBRERPOBEEREH . ¥
SMEARA R+ R A SR BRSETRITRRIAETEY .

B-Ho XA RETAERGFLEALEERBHRKEAL
B RERE, ARALAZHE—FohBti F R EF S MRE

20 E .

M- ARER A FEAKG S RATASZNFH (KL=
ANEL) o5 R H e B R R AR . T R R ARk E K
REMBEFEATRFOER. RARKYORZHNE, KERK.
EREMAEHNTFTEGWFF . FTIETA T RERES 8L

25 R XEECEEAHMOE, RFThAKKHKBELE.
WP R ek B KRB T BT E R EARERAY> Y
Byl & .
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o %, o H,N
1.35 +2 =0
Ci cl HO 3 * N\
70 C
3 “oH
°1?°£éFl
o
i \E XA A e & A 60%
HO™
10 uﬂag_
RERHS

SR~ T A K 349809 & AR

W o
NS

O™ Non O"™on HO” O
70 C,li
ook &) - AKRERES
57K oE = 87 64 7K AR
20 RERTHERCAGREREIALE L TRE R & {1584

ﬂ@%ik%%m%aﬁa,w%%ﬁAﬁﬂfﬁ%k%¢m¢ﬁ
BIREH, HARTMEYEREE D28 RAFLSHL
%%méﬁ%of&%m,ﬁﬂ%k%ﬁ%ﬁ&&ﬂ—#ﬁﬂﬁﬂ
%#C&ﬂf%#%mﬂbﬁﬁm&%ﬁ%%u%iAﬁﬁ#&¢"

25 RE 89 R A2 8] Z M) A K RRAEAT AeBok o P ) 4K . B3 E LB
& mﬁ%ﬂa%w%ﬁﬂk%&ﬂﬁ%mﬁ“”ﬂ —&Y 1:1
w_%aﬁﬂ%%#ﬂﬂﬁﬂm%%%kﬂﬁﬁ . RRREER

B R/ AL FIE . BT RIS TSR R T I Adr R
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BATHEEK, ARKEBASTEALR S £ KGR T KoE4 a7
69 d 1K .
CEABRHTETHRKA AN WARET RELASGIK
2, RARERMKOA _BEGREARLENLY 21 1.35 5 1.5.
5 FoaRbthOiEMEREE A —REE KBRS —FFY
G REHEBELBAAHB X LRAARRE]EEBER P HR
Tk, MABFEGRELREERE.
AL AE Rl ooy = Ak . LA RT Rk w IR TR TR LA EKR
o & BALH S A BT & RA R AR AR o4 . M A4
10 TARTRALLABRARTZRITHARKR R LEMAGAAE .
XAMAKGTHERAEELY, BACINEFAIRESH XL E
B &K EHD — A RAEE L — RS RE (sand) REZEB LA
ERiANn o e AN ECHTRAS L. BRRENGZLSGE
BREARFABRAR Bt HF L it XN AAF it K. B
15 fe . BB . PRPFELCHERT R/ ERHEXGEA, f“)ﬂhila
AR BRI A4 69 & — M Ao M 4 Fo 5 ARAE

NH NH,
IS0 (r
&R
HaN NO2 A /Lu NO;
Ha (PYIC)
20 MeOH,
HOAc
NHJ Br /@
0
r’
N : Wi (4)
25 L2-= B A4-LEARK (S LRBE) §A A

YRF OERE AR ORE(TEBRE) AP RERRS
NBFA_BEAMaEr) L. BEHEH A, LRP B X——F
LBAX A ELBAIB I AGRA IR+ P RAKEZE S
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SR E M. KGR R A X RIFNAAEGHELELERT
FréEabeRekfAfo ZEEA AR G RA 6 B 4B AR, ERKAHRRT
P& KIMLE L
EZRPOMEERTIENF 5 66, ETRAERITEERK
5 R REEHRLBEARPERNFE H THRESH A LG RN R
S AT FABKREROMTHEEKRIN, AL &EERIEME
ABRBALLRERIFTESHERFOLER.

Y<“/ ~]/U\ W g
rﬁcm
N? 18-24h Wi A (5)
/@NH;&
O)\N NHgBr
\K N
\\\l % Na+
o > 0
l I)THF t-BuLi

10

A\

i,

/Il.

2) COCIZ E—,

3) 02 o+ j/i \C ’

o) _'] Li K
20 //l.,; < o) N/ N

(0] H o ——
N
N\ /N Y
\\\“‘ / CO\ ‘
N N

25 —F 0 B A KN4 Bo A4 6 A AR
REZRTH-_+EIETHEFABBRERERASAEL49F 20 A
HRASHIEAN —MB KT EBEGMEORERESY, LBRTA S
-
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BARAERTEGERGYEATE —~ R XEELECHRKEK
L, MRS EBTERAE 4 AT ARBALAFBIER . LR HHY
& &t e Cr¥' TR A IE EA &S 69 BALKF 4o Co'¥ & Co'LI(E P
LT 38 —f o f AL 69 BLAT4R) XA .

5 £ BE 4, RBAEHRMAT R, REZHAMMTAL R ESF
- REAAHN B KRRE . BRERARAL CEBEIRRZA .
EORFEEHRIIERBENFREELEERASZOHIELSEY
BB RFOTHA % B 4 OREGMESCHEALINEA
FAE—ANSTHRIFAL A 6«4k @87 RALRKF 694 F .

10 g

FAAE T 69 v B B Ik B IR 69 S Ak,

MA AT EXH A KF & (Aldrich, Aldrich SureSeal, Fisher)
HAIEB SR . BiF 2@ Midwest Microlabs, Indianapolis,
Indiana # 47 .

15 wALFEMNE . BRIARLELE N, TEA—MEAHEBAREZRT
1A% (A £ 0.0078 cm? 3% 0. 071 cm®) « Pt &R WA —ANEH S bk
&) R4 44 48 Fo & R ¥ 4R (SSCE) 49 = #& & F # 47 . CH,C1,(Aldrich
Sureseal) & CH,CN(Z& L CaH, FJ%) & AL A [BuN]I[C10,]1(0.1 M,
Fluka, A% -F# 24 h'C) & [BuN][PFs] (0.1 M, Fluka puriss) &) —

20 FHIHEBAHERN . €88 —%& Compudyne 486DX T+ E4Liz 4]
— 4% Princeton Applied Research Model 273 & w4%i/1a & iA & #
£ —% CGraphtec Model WX1200 X-Y 2L b2 R R/ &/E @k,
H A& Fl— & B A £ R AR IR #Z &) Princeton Applied Research Model
173/179 e wds/HFELH . —% Model 176 AR FEF—F

25 Houston Instruments Model 2000 X-Y 72 %A . T — & LI R,
— R Fe) L SRS AR Gtz D e N . AW G A TaEFo
PA AR M 45 69 F B E A TAR A £ 24% (NHE) % #4384 . Fe'/Fe
ey B EREMTHASY R SE . STHAE(BEF)A X
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#HA 20-500 mVs! EER G AN ARRE G F ARG HEABKELL
s X c
FRAE M. A—4E & A Analytica of Branford #&-F-f 477 &
(ESI) 7 Finnigan-MAT SSQ700(San Jose, CA) A &4 E R & F5
5 5t B FALIRE AE R 2400-3400V & & F R 4 . H H A4 10 pmol/
pl BREBBRTUHXR—EAFTR T ALRGEETALA 1u]
/min A B HEBEEAMEANE ESI R@. £A—&6ERHA INCOS %5
432 % %89 Finnigan-MAT 4615 @A/ L /T.E & F & T4 48
OE(T0 ev) Rk EH. BTEBAA 150C, REEBAA 100C .
10  MHLSALZAREERAIBBAEASIA . LEFRERTEERL
fi—4& B A INCOS 448 2 469 Finnigan-MAT 212 #AH HAE LR
. migEAEH 3KV, EFREAENY T70C. —% Ion Tech %
PPk R FHE 8 keV THR AL . BARH bR A4E FAB X7 -
EHFo FTaigw®E (70 eV) MS/MS X ¥ /& — 4 Finnigan-MAT
15 TSQ/700 K AR A A LitlT. FRB I HBBANEHIN. &8F
FBAEIEA 150°C, BMEE/RIE 70C. H S4EE Z M (CID) @K R
SNBSS ) BIENRGFCHB AT PHEAZKE 0.9-2.5
X10°46. CID Z4 & TN E FTHHEEABE eV(ERESHL) . 7
N EEIEAE —4 EB 44565 JEOL JMS AX-505H £ Ak £
20 7500 M HERS. HoBT Al GERARB RS IN. AR
BRER, 2ARGART — AR NOENEETFRY . LHG R
oA AL T EM BN E ARG R O RBERE . At EE/ R
£ (GC/MS) &4 . &4E4x, 20m < 0.25 mm DB-1701 (J&W Scientific) ;
A, %&igH 40 cm/sec IR A ; #HE, 125C,; BB, 35C 3 4
25 47504 10°C/min 5 2] 100C ; #HE MR L 50:1.
KiE % . 300 MHz 'HNMR # 4= 75 MHz '°C NMR % £ — & 1¢ /] Oxford
Superconducting & £ 465 IBM AF300 L& L H#F, #HEHFRAEL
Bruker 3R # 4zl . &xshstib A —4 @ Macintosh 11 THEMIZH 6
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Mattson Galaxy Series 5000 4t et éxsho-H it L3 4F . ¥4/
RAEA S Zenith Z-425/SX +HALIE 569 Hewlett Packard 84524
AT ERAF . FHE X-EF LT LR (EPR) HARA
Oxford ESR-900 #i#AA&I&1E878 £ 69 Bruker ER300 4567+ L1t & . 4%
5 WMo R b A E i E ERAFA 298K LA THREBIREY
FMERAES . AT B ANEDPERYEGHESOTE, H &
WMEFTARBRBREBHET .
X 5 T ok 8 = BE 6 & A%,
&) 1 |
10 - AR L2-—FRAXRFE)EK 1,2-=RFE4 5-=FHAE
X

1,2- = 34, 5-—F R EX . %58 Drake ¥ A4 “Synthetic
Antimalarials. Some Derivatives of 8-Aminoquinoline” , J. Amer.

Chem. Soc., 1536, Vol. 68(1946) ¥ ATk &9 7 ik 45 2 7 & LA 4L .

15 J4 R B (68.3 g) B (Bde, 1 DB ZMAHE I5CHATIME
69 2% % B2 (48.3 g, 350 mmol, d=1.084) 7 k& & (1450 mL) 95 %

P RARAMELALAHAE LAY mBRGREMFIFLE 40T

AT, 2 10CA L. 2B B REGEMARS B HEIH N

Ao 1 BE) B ey A B (212.7 wl, K4A), R 4EEGEEFREA

20 30CUT . MAER —RAMLGBITFREMERFRGEBURS A
HEEH NG, BREJEBEF. BERHGRLHHEARIHE
MNEY 1.5 L k/AKE. BREG_AMEANSGHETRE, AKE
Ktk LB AR (p>b) H A#ENP EHRTEHB 600 L) PELH - 1, 2-
PR EA-45-HEXGFEH 69.0 g(87%) - 51‘%‘411:; m. p.

25 129.5-130.5°C. 'H NMR (CDC1,) o [ppml: 7.35 (s, 2H, ArH), 4.02
(s, 6H, OCH,). IR #&H& & v [em™'] : 3124 (s, w, %4 CH), 3073 (s,

w, FACH)., 1592 (s, str, FEFMPE), 1535 & 1518 (s, str,
ArNO,) o CgHgN,0y 2#77H B 1A . C, 42.11; H, 3.53; N, 12.28. £ &
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f5: C, 42.12; H, 3.54; N 12.33.
1L,2-=— R E-45-—FREX: WK 1,2-=F&AA4,5-=A KX
(10 g, 43.8 mmol) £ &1 MeOH [175 nl42 & £ 4LER, (B 10 mL %
HBr) ] P # i 4& ] 10% Pd/C 4L AL 54k (24-36 /B, AL &+
5 A8 20-22 psi 89 H) R 1,2-=F R E4,5-—8 AR, &R %
A NT 2 S F A L6 HBr, AR 4 R Pd/C AR ZE T REGIPH -
AR A R H I 4-5 %z-%afmitm&yxwmﬁfmi%)ﬁ 5
HEAH G RAMRE KL TF g /RemRY . BEHAE
AN &R K ELOH 4l , SR B 35 3% A 1 A5 N %] 600 mL 7k 489 Et,0
10 P, ALAAETHELR. BAIZRRELERESfYHE2ERHEE
ATFREBHATTFRETAATRIE . BRAMB_BRELATA/K
POREHAASERE(RARET ATHEAA) - A FEHLY 90
WAk e 1, 2-=FRE4-ZABXX(ZLBRRLKREH)
4424 . 'H NMR (d° #tw€) ¢ [ppm]: 10.35 (s, br, 7.5H, H,0/py.
15 HBr/R-NH, Hei& & 4%) . 7.35 (s, 2H, ArH), 3.60 (s, 6H, ArOCH) . IR
(#e 4k & #/NaCl) v [em™): 3085 (br, OH), 2257 (s, str, ArNH,"), 1623
(s, w, FatAeg NI, 5ty /5 A I04P &), 1539, 1519 (s, m, *F#Rég NH,"
B ) o CgH N0, (HBr), (H,0), ¢ 89247 THHAL: C, 28.09; H, 4,52;
N,8.19. SE®{E: C, 27.82; H,4.18; N,8.37. K&HEAARL IR F
20 NMR %18 3% 5 39 55 .

Nakamura, M. ¥ AL “Fluorimetric Determination of Aromatic

Aldehydes with 4, 5-Dimethoxy—1, 2-Diaminobenzene” Anal. Chen.

Acta. (1982), 134, p.39-45 P THRET 1,2-=RKE-4,5-=F 4
EROEKFBREZGHNE . & L2-A&EA45-—FTEEXQ 9%

25 T EtOH(20 mL) ¥ # & H,S0,(&, 4 2 mL) &4, %1% H & EtOH
FELRAFHERALCOH KD (FEAA 2g) - CHON,S 2473t
¥{a:.C36.1; H5.3; N,10.5. s£iM4a . C, 35.85; H,5.6; N,10.4.

B.w 1,4-—RA-2-#EX(2-#MA-1,4-%K ——&')Aﬁi 2-= &,
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10

15

20

25

A-4-TBAXX

-8 E-2-A A 4-TBAEER: BRABAIFNAFARLY
McFarlane % A4 J. Chem.Soc. Perkin Trans., 691(1988) ¥ # 5
B LA AE-2-HEARC-HEA-L- KR AHFHRTEL. 5
AL 6 I 5 T A RE T R CEBRE LELAL (5 A8 R ARML 69 Ae ik 38 &
&) o 1-RE-2-FE-4-TBAER Q- A-4-TBL AKX RAR) 650
£4590% . 4544 . 'H NMR (CD,0D) ¢ [ppm]: 8.3 (m, 1H,ArH),7.5
(m, IH, ArH), 6.9(m, 1H, ArH), 2. 1(s, 3H, Bt CH,), 5 McFarlane
S —%. IR (&4km#/NaCl) v [emt): 3470 (s, str, HOAc),
3340-3150 (m,m/str, & & A& ArNH+ArNH,), 1661(s, str, & & A&
C0), 1643 (s, str, H 42465 Z Bt A& CO), 1529(s,m/w, % &4 &) .
1547 (s, str, ArNO,) & 1512 (s,m, ArNO,) . CHN,0,(#£ 80T TIH) %
Mt HEAE: C, 49.23; H, 4,65; N, 21.53. s2M4E . C, 49.36; H, 4.55;
N, 21.31.

L2-—RAA-4-TBAEAXR: ¥ 1-A%52-FA4-LBAXRXA
7.8 (HOAc) /MeOH ¥, it 10%Pd/C MM FEARALREAR 1,2-2
BA-1-TBALR. GAPUASBRAOHB A2 E H K. ED0
% . # 4 A4 . 'H NMR (CD,0D) ¢ [ppm]: 6.94 (m, 1H,ArH),
6. 68 (m, 1H, ArH), 6.62(m, 1H, ArH),2.1(s,3H, TBtA CH,) . IR (&
K & # /NaCl) v [em™]: 3348(s, str, & B A& ArNH), 3226-3100
(m, m, ArNH,), 2588(s, br, str, ArNH," ), 1649(s,str, T Bt A&
C0), 1623 (s, str, H 42449 L&A CO) . CH,N,0C1, (HC1/H,0),, (&
80°C F4R) ATt HF44: C, 39.45; H,5.50; N, 17.25; C1,30.57 -
SM4E . C, 39.39; H,5.53; N, 17.32; Cl,30.37. i&#l4t4 HC1/H,0
ey @it IR 12, HEEATAA%h8%KES 36.5-38% HCL
—Z.

Cw 2,4-—FEAXBAAR 2,4-=8%5-24-="F A AN
(pentone)
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2,4-=%-2 4= F R NE: A CCL, &K 1,2-=KTHEA L) T
69 2,4-=F X X8 (85 mL, 68.5 g, 0.60 mol) ¥ he x N-i&X-3% 34
Bk I B (NBS, 240 g, 1.35 mol, 2.26 equiv) . #BAHEEAT
Heh FE T EAARKTE(Y 20 ng) AR HARSHT . BFARER
5 EERT ket (24 ), —KEeEKRY GRMBER)FH HL
EREGEE, MARRZY NBS G EKH . EEHLRMR T B
NE @A REMT (Y 20 ng, 12-24 KR F) AL E LA E NBS, #
FREE 24 PHERR. SREDAN, AT AEKEERYHF
£, ERETMERFBENLER/Br, T —F k% e bk,
10 HFEHRGHHILER, e 95%EtOH(100 ml) » B R/EMREEF
FB —FfF et A hey R4y (159.99 g, 0.59 mol, 98%) - 'H NMR
(CDC1,) : 2. 1(s) -IR (#kew/NaCl) v [em™]: 3375 (s, w, &£ /A OH), 3014,
2978, 2933 (s, str,CH), 2858 (s,w,CH), 1701(s, str, & CO) -
2,4- =B F A2 4-=F AN . %4k 4] & KM Lancaster
15 Synthesis ¥ X8y 2,4-=i%-2,4-=F & /%87 (89.8 g, 0.33 mol) &
EtOH (1.2 L, 95%) P 695 & Ae X Bl NaN, ("1 47.2 g, 0. 726 mol, 2. 2
equiv) 897K (0.6 nL) E& P . FRAEEWKE A (16 NB) 53] —FF
REGER. BAERE EtOH LR ERTHER . ey EReG K
R xR (000 mL) BB ZR, SHFURRMWE Na,S0, THRFBRE
20 R4 E| 300 mL. Ae NKEEEL (100 mL) B, B HFRORKEBAEH®R L.
GREETHEERRFAETEEY NaN,, BALTIHRESHRAE
T Pd/C T, A EELEEENYOBR(BAABREGL
%) o D FH S P IREREIEF A B — S (<20 ng) #4%
%A Z . 'H NMR (CDC1,):1.54(s) « IR(## %) v [en']: 2115(RNy),
25 1720(8 CO) - HHEENRAZ AR L AT ESELEFESRT =
ATHEZGERADEERT LY RENXRKXT 20 ng THE
B e H AR R -
2,4- =8 K2 4-=F K /%-3-80 . A rkEbEk (50 nL) e N A L
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TR R A E RAWE HoAc Bk P H LB XM B RMAE 10%
Pd/C(2.7 g) ¥ - /£ Parr 2L E F# 50 psi THREAHEKA A) .
BAZREZFEHERE—A H, 2 FaE—A N, 5F, AT vABT R &40
AR M, Ehe/k 10 K2 50 psi- (k8 FHEGEHE6 H, A KA &
5 g #e) o it IR E £ SRR E HOAc . Ao A HBr(48%, 76 mL)
G, ¥R WBEMT EtOH ¥ . MERFELNRY R AFE —FBHE
Bl k4, A& HE M @ & oked (THF, 50%) - EtOH (45%) =& HBr (5%) & /%4
4 (200 mL) A THF(95%) =& HBr (5%) 89 R4 45tk . 132t & &
WRAHR 2,4-Z R E-2,4-=F £ /R-3-8A46) = 5B MR 4 (66.2
10 g 48%k B 2,4-=i%-2,4-=F K/AE) . A6 FEHTMNELINILK
FRGHEFCREGRERTIHSE . FTERZ W LML = K88 25 5
ZRRRLGH XEA AT EALERGANER . 22 2,4-2 4
k-2, 4-= P A %-3-8A =~ Fie 8k e 'H NMR (CDC1,/DMSO-d®) : 8. 62
(6H, s, br,NH,), 1.77 (12H, s,Me) - IR (G &, R BEHM) v
15 [em™]: 3460~ 3160 (RNH,), 1690 (&1 CO) . C,H,N,0. (HBr), (& 80¢C
FIR) oA B4R :C, 27.47; H,5.93; N,9.15; Br,52.22. $EM4E .
C,27.43; H,5.91; N,9.11; Br,52.46 -
KIAvBE A AN R Btk 60 6 A%
F . 45] 2
20 Ma-PAREBF—FEAR -—BE—HOFTE-_FEARKG T
A AR # AT K S P HKR (A-L-A) & A&
7 F A () F 4R
N, T, B—/ANBA ¥ E AR (250 nL) F= — R AL 69 30 £
o Wa-BERTEHR(E «-FAEFAER) (20.62g,0.2 nol) f=-Fi1t
25 g (250 ml, & 4R 9 F 0 TR e NBI SRR P F A B H T o B
55-65C, REHFHEMBT TRt (100 nL, & 4R 4-F 0 TIH) ¥4
Z PR =B E(17.8 mL, 0. 135 mol) e AN B e B+ F . Kt B
FPAEDAINE (FEhe, LI REHFHAN, FTREA— T
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k%%éﬁ'%;ftﬂi&u&&ﬁ # 47 (60-70°C, 30-36 h) . BEIL R & & A&
B, @it e N H0(30 mL) #=4E4F (60-70°C, 24 h) ¢ R 2 BtF . £k
HEALZZER Y BANARBRIFR —Fokd, KRBl HI(GE. 4
25 mL) & | 469 pH ik 2-3. XA RIBEFEKRE AT, 15 h)ﬂP;ﬂ’r
5 x@ d3 BRI RAEFE G SH AT (2X100 nl) 4
B TR TFRGEGE4(16.5-19.8 g, 45- 60%&+)rfzﬁ%
"F% WERFF PGB HARRZRLCRE, 22N
LTHREEEFLEL . L2 'HNMWR (d° wsz, o [ppm]) ; 9/2-9. 8br
s, 2H(# 4 OH), 8.23s,2H(BtA), 1.87s, 12H(CH,), 1. 74s 6H(CH,) -
10 IR (ka3 /NaCl) v [em™]: 3317. 0(BuAE NH) ; 1717.9(#%& % CO0) ;
1625. 7 (8L Az CO) o C,H,N,0, (&2 100CF1E) 2471+ KL ; C, 51.63;
H,7.34; N,9.27. S @44 C,51.64, H,7.35 N,9.33.
5 5645 3
}Aa—W%ﬁﬁéﬁﬁv;L%ﬁ:%i(—ﬁ TMDE BXAX & & 5] 4%)
15 KA KER LD T EEA-L-A) & &
ﬁa%w&%kﬂ,ﬁ/&\ﬁ» =3 % (2 L, RB+Claisen) & B A —3%
Ehe#t B (250 n) A RBRAEZT N, T Ha-BEAFTREra-F
A& AHK) (90.3g,0.9 mol) (RAEMTHF R a-R s8-8 %K) . F
Beowte (1.4 L, ARER) (AEF) e NE ;mﬁ&¢ﬁ4%)ir,:noﬁhﬁa
20 #E] 45-55CH I . RE A EF KT (100 mL, ARZE H) F» =
| =8 £ (104. 4 mL, 0. 61 mol) he X 3 ﬁaﬁkﬂrﬁaﬁrﬂr’ ;J%izaﬂiﬁa-‘-]—‘?’
A B NE (Ede, 3-4 IR REY T, BhEhFRY, FEN
T 4% BL AL R & # 47 (55-65C» 120-130 h) - —E@tf&&amﬁx, i}
dAe N H,0(100 ml) F=HEAF (60-70°C . 24-36 h){E R 2 A5 . £ 3EE
25 AZEEERYBER ﬁ&%a TG B —AR R4y, REHAHCIGR, 4110
mL) & & &89 pH ik 2-3. B XA RIEEMAEKSE (AT, 15 h) P H#HB
BB ARTL ﬁ&%fﬁ%ﬁwu& BAGMFIRHFETRALHE
(700 mL, 150 mL) 7.4~ - FRAFTRTRGEGE 4 (87.9 ¢, 60%
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MR EFBRFAETNRAEHTTREY . AR TANREEFT,
EAFRKRARR BT AR HETREEFLESL .
3615 4
AP ETPRAKRGELR
5 sk B FH 2 K 3 69H FEARGO. 4 g 0.153 mol) it KA
ZEMERF D C(HT B EL FAE) N Na,0,(16.2 g, 0.153
mol) # & T HZO(ﬁ' YT 500 nl, EHEF)F - ATHHEFE L ik .
1Ak . IR HFH HCLGR. 30 nL,0.36 mol) B4k . £ XA A
(AR, 4AC)PRREDEREXRFARNTH Q0 al) k. 2R T
10 SR8 =4 (38.8-45.4 g, &M, KETT-0X)REHTTRET.
RIFAL R L
ER2RAT AN ERT OB AL RAZKGERIELE . ATH
ME R R EIBAET Uffelman, E.S. ¥ +£# XL, California
Institute of Technology(1992) = Kostka, K. L., ¥ + #% X, Carnegie
15 Mellon University(1993) ¥ . 1% B — 4% #76-m 7 i 69 JLAF %] & K 3R
w9 B A K BALIR 69 S IR B T4 T -
Z gALEIG A
BT AARRE STk 1, 2-— RO ZRAHELUE
R Ef Rl 2 KIRwE A . T8 PClL, && 5 %6 At
20 Bam e B4R, HOREZ AR Ao AR B Ao BT R A B iR . AT
FiETERTEREREGANR R EAAERE OFRALRAEMLE
Bhh F B4Rk LA A ZARBRKKG IR KIFLEY, T ERA K&
BN AR BR P AR FITESCEMAGERT .
F 345 5
25 A, #@EH PClg_f%/a\é*JkHJ&é\%ébé\ﬁi
FE ¥ B AR (250m]) P he N A 2 -4 698k 194K (10 mmol)
Flt ik FRE B THAR P (80-100C, 30-45 min) « H§ # &%
FLET N, T» Ao AFAE =8 (10 mmol) # /A £ F Ae X L Ktz (50 mL,
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B EI) . FRMRAR GBO-60C) FEAALIFTEDAGHERLT, R
Beiz 4t he N PCL,(d=1.574 g/mL, 1.72 nL, 20 mmol) . XK /&
RN EENS . KBERIRE RGP BIASREHFAT ERE A (100-
15C) #4E R A& N, T#47(48 h) . ABALTRE, WRAETHA
5 A HCI(1 $€, #4960 mL)BRALBIRL pH A4 2. KRAEMWER
Bl4E AR (A R E 4 M) F 3 A CH,C1,(300 mL, 2-3 h) #i, KRB
i % $h 89 CH,C1,(2 X 150 mL) B . 443 09K #LE &6 A4 HC1(0. 1
M, 2% 100 mL) F=#5 &5 Na,C0,(2x5 g/100 mL) K& # ik ik . 7324 &
AEBELREAMBH A A4 GB0%) . HEAHNETAFTFT
10 OB EE , ’
B. _ifi it PCL, 18 & & K 34k 54 69 &%,
7o % 30 B AR (250m1) F e A MgSO, (5 g) <A < & = A& (10 mmol)
Fouteg (50 mL, M 4 RHFHRTHR), REET N, T. RiEft&E A
PC1,(d=1. 754 g/uL, 1.72 mL, 20 mmol) 5% B4 &K 30 o4,
15 AR &/ F EIRE LRGSR AHE, Ho NBLE F 174K (10 mmol) »
REKZRAMAEN, TERAIST, 48 /1 8t) . ABALTRE, FH
PR EHA HCI(L 2 &, 460 nL)BRALBI RA& pH 44 2. B iR
-3 A5 B4 T R P CH,CL, (300 mL, 2-3 h)#4F, REM % sheh
CH,C1,(2 X 150 mL) # B . 4§ & 694 L& %5 A HCL(0. 1 M, 2X 100
20 mL) #= # 69 Na,C0,(2 X5 g/100 mL) KiZERE %% . ERBEALE Lk
AMBEH mARAZHG0%) AN ETAEF T RO
¥,
AEE . A TRARKIMLRE, AR ERZEHER 4-5 X,
B RE/AAGRF S E ARMN AL RS KLRE.
25 55845 6
MK HM ¥ 18] 4K + DCB = A& &~ %, HM-DCB
FEPCLAHARB RIFLREZ T, 1, 2-= R K4, 6-= &K (177
g, 10 mmol) X A 4F =M 555 F KB F /4K (3.02 g, 10 nmol) R & -
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MHE KI(1.33 g,30%) AL KA MNKR) EROERBGTEL SR, B
—X R ELHKEN 60% . RAELZ . 'H NMRo [ppm] : 7.69
(s, 2H, ArH), 7.39 (s, 2H, BtAx NH), 6.44 (s, 2H, BtAx NH), 1.58
(s, 12H, B ¥ &), 1.53 (s,6H, m—BMEBEFA). [ EREFHHEL

5 % . IR (&A% #/NaCl) v [em™]: 3503 (s, br, m-w, i & & OH)
3381 (sh, m, BE Az NH) » 3338(s, str, BuAZ NH) » 1689 (s, str, & A& CO) »
1643 (s, str, BuAE CO) « CoH,,N,0,C1,. (CH0), , 247+ H4E: C,51.70;
H,5.57; N,12.30% - $il44 . C,51.69, H,5.63, N,12.33% .

oLk 848 & KA

10 AP RS SRR RLABOREEALS . REM G
KRS ERTOBE, 223500 FRADHAARKMA . THl
i PCl, 18438 4875 s 89 BT 3 K R4 -4 <o 7T 18 i % o BRI % 638 4%, %)
& . W, BN TREADBRMGBEBEARTHERLALECETR
EERIMEAKRCETRARR T = £9& B RAMIHIFIE) K&

15 12 . BRG] F g [TE M 6 RINL o4y £ M B3R — % (R E) R
LA AR XBEEBRIRG T RN LG ERER (BB XTH
X)eheE 4,

5645 7
18 1f oBod BF 7 7K 69 KIR B A%,

20 JE ¥ 5 B8 (250 mL) P Ae ABEAR P F 4R (3. 3g, 10 mmol) F=3i4E,
KRG E T4 (80-100°C, 30 - 45 min) P . ey AR A LR
BHAETFN,T. AEE ALK (G0mnL, 23tF ) F T4k,
Blet A4t Em A= F & TELR (BP 37 /%88 &) (22-24 mmol) - /&
ERZHNEARBEREFRTEREEL(100-115C) Fi R EAE N, T

25 #47(22-26 h), SwBRE N, FALRAECREORILFTER.
REMNERAGERETARERE . ABLAYRILIRE I
NABRM G RBERILET I NE L KREFTHREHN X F
A =B (8-10 mmol) , A AR E H Fo i MR E KA THH R &4
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TRFEIEE N, TEAEK(EARE) sz P ERBPHA . £REF
AR CREGRIFERFALT, £ N, TiEHANRRE FEARIT 48
-72 d~ﬂ¢(x¢~?kmse/—\sk%mmi%ﬂa‘:sﬂ) A A AT AR
26, —EEARARN, @Ak (B0 L) FEAIIE (100CT, 22
5 - 26 BY) A& RE AT 4¢;§E/—‘%/‘*Pﬂ-frﬁy£ﬂff’d;%?f'fm(500 ml)
PoORRVERELE KA. ARERAE L LB T3 W
KAZBEHNRELERARBIXGAAY. R EBE, »REFRAASE
%, WEWRAMTEMT CHCL, PH# 4B R#H HCl F=# 6 NayCo,
KBk . REREAMNBHEFEEMTRE PCLEEREY
10 EERKIFEAYHELST IO F mRERGABEELE TR 6 K
F 4.
* R —DHBFEHERT RS Ot P RH—HELART
'H NMR d [ppm]: 2.10(q.4H, ¥ X CH,), 1.38 (s, 12H, RCH,), 0.85
(t,6H, T2 CHy) &9 T &4 (24 [ HEIRE, >80% We&48) . £E
15 B 20N E, BAKRE NRAEST EHS AL EER T EALE.
%3645 8
43 v% = 87 35 4% M\ TMDE F 14K + AcB = A% &~ A% TMDE-AcB
LA K IR 44 & o1 18 33 72 R A Ao o] 20K ) A AR B AR T 3K
AR HARLEGOMAE RIS SRPHBX. d T £ KB LA
20 AR R, MMARSRRE R KO AN HAKE XK. &
Rk AR P, 1,2-— A X-4-TEBEE AR 8% (9 mmol) &
RAEPT K —Be . KILETREE R (TR 5 R), #FBITEF %
R)i&#ﬂé’iw‘c%ﬁﬁ? i»=&£x%k%vﬁkvﬁuﬁﬁ£%@&tﬁ%k
LA egRed . AR CHEESRAERSEREN (17 X4-57)
25 #—F et . RE ?T%?‘Fﬂ;“% HMRTE . RGX=RTRET
Tkt MBI EH 15-20% « RAELFE . 'HNMR (CD,CN)
o [ppm]: 8.31 (s, 1H, & Z 8RR NH), 7.72(m, 1H, ArH), 7. 55(s, 1H,
5 ABRENH), 7. 44 (s, 1H, A Beke NH), 7. 30 (m, 2H, ArH) .6. 86 (s, 2H,
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% ABLBE NH), 2.05 (q,4H, T CH,), 2.01 (s, 3H, Z& & CH,), 1.49
(d, 12H, RCH;), 0.82 (t,6H, Z % CH,) . IR (3&4R% 2/NaCl) v [en™]:
3368 (s, m, B A& NH), 3319 (s,m, BEAE NH), 3291(sh,m, BLAZ NH),
3268 (s, str, BEAx NH), 1678 (sh, m, A& CO), 1667 (s, str, B:Az CO),
5 1656 (s, str, Bt & CO), 1639 (sh, m, Bt & CO), 1608(s, m, F 23R/ B
BZ) o CyyllyaNsO5 (H,0) | o5 247 AR : C, 57.31; H,7.42; N, 14.53
SKMAE : C, 57.02; H, 7. 15; N, 14. 33 . iz #|4L49 H,0 89 4 42 8 1L 'HNVR
Fo IRTESE .
= 38.15] 9
10 £2eE ok BF FE L3N TMDM B4k +2,4-= F -2, 4- = F K- /X-3-
&k (DMP) &~ pi 4 4% 25 {6 K 3T (MAC*) 2, TMDM-DMP
W T AN R RS WE ZKEAE AR Z 1AM A,
7 Ak, H,[MAC*] (TMDM-DMP) & PCl, 5% 4% T 48/ £ i& 48 69 KIRMLA4p .
T4 %My PCL, 84, A H [MACY] 897 ok 87 35 45 & — AP 39 40 IR iR
15 FiE,ERALT H e AR A KUR B 6915 BT 4 K3 4= 'HNMR 89 & A .TMDM
ReEeg 8 5 DIP = Mk /& FIR bR F 69 R T° 66 % A A 4 B A (38 i NMR
GHT) - BAFR BB AT REATEE, BN RBE
PR TRERTREGRX LGB R, REZIKLTRkES 3-4
A~ pK, #4%, mFEAIEEA Bt pK o AL, BHEE K
20 LB EEHN(EUk. =Rk —CEAXRR)THATRAN ABEY
T T ERENNKRE, FEIAREFNOGKREME, KoL Rk
B TA R . B HBTRANG AL IARA E¢ . L TMDM
SCEAERE WP REZBAS ARG ZRKEIC0 YHRE (—F) T
W%Erxﬂ»li%iéé H,[MAC*] (2-3% K IR fL ik % , *n‘sﬁﬁﬂs) - FAa- &

25 FZBEMNT R % EL G H44 H NMR 247 k%
R Uffelman 69 XA R A7 & (i = B&‘@/\"/F‘%“) vtk =
Fe R d HDACTE TR E Y 8-10% « B iE-Bok MR 4%, H,[MAC*]

=T VA AT e 0k & 3R AT
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Ko BRASW A K
AETEFERGFIRIEA 2.3 4F 5 GLEHRER 6 FAHH
B eG AR sk = F KA x4y .
£ 364 10
5 [Et,N12 #o [Et,N13 . [%~%]%4k (I11) KA TMDM-DCB ¥ /A & F &)
w9 Z4xh Fe 4k (II1) KA TMDM-DCB ¥ P & Fe) v T 3 ]
AGAEAT A & F 5] 69 A KIL B (525 mg, 1. 1 mmol) £ N,
T EBT @ & kel (40 mL, Aldrich) P & N, T4 T42(2.6nl,4.4
mmol, 1. 7M, & T 2,4-=F X/X4E ¥, Aldrich) A-108Che N E|IN, F
10 T RIERT . A NBALES (EK, 155 mg, 1.2 mmol, Alfa) 5
R W) #'Fim#hé'léxm%#%%ﬁ — AL B — = A 8L
Bty Fe'll foddh. ZARAE—FREHAANQ h), WEBEHKHHF A
CH,C1,(2 X 10 mL) %% - 1% % aﬁa}h\ﬁ!’aéiﬁxfiﬂ%o F&: 595 mg (493
c AATRGBERARRGEME, TR —FE MKW, 42
15 A GRBE TR LS. F A CHOHGO nL) ¥ 6942 3 (595 mg) ¥
NA[Et,N]'fa & FHifedetd & F L4k (Dowex ® 50X2-100, 25 g, 2
cmX12.5 cm) ¥, /A CHOH(100 mL) %eALEH . REFKREER . 3
7% EF T CHCL, (20 mL) P H# KRS PEDV DI P NN s
F AT R — AT RE@R %éﬂ&#ﬂiﬁlé’v&m»{%*& [Et,N]2.IR
20 (AR B # /NaCl cm™) . 1619 <u ( CO) BtA). 1575 (v ( CO) Bt
P?x), 1534 (v (CO) Bihg) . AL BRHARELRE FTRADH M
A @a RS %ﬁ&é‘%‘ﬂ'iﬁﬁzi&iéd&(III)f,ﬁ%ﬂra!M—'f
fagbAb . [Et,N]2(550 mg, # 0.7 mmol)#&K & MET CH,CN(50 mL) ¥ .
3% @ A AR B4R (140 mg, 0.7 mmol) 5 A T CH,CN(2 ml) F 3 Ao XN B $iL
25 FH(Lh)ehiaik s R E AgClIRT M H REREER 4889 [Et,N]3
B A AR (8% MeOH/CH,CL,) #AL i — F 4 fl o WUEKRF 5 F] 3%
PMHO T &4
A& 11
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[Et,N14. [4% (IV) &4t TMDM-DCB #FA & F 89w L4 #h] .
F% [Et,N]2(500 mg, £ 0.6 mmol) %M F CH,C1,(30 mL) F . 4%
B 4245 (IV) (10.3 g, 18.3 mmol) Ae A B| %A + H M E R4 (2
h) . Bt MM EEAARH. ELREREEHNPAETFRRG
5 4 .

F A 12
 [Bt,N]4[4k (IV) .4 TMDE-DCB # 1A & F 65w L4 |42 NaCN
£-7%[Ph,P15 4% (1V) # 4 TVDM-DCB ¥ FA & &) v9 K4 4 |
F [Et,NJ4[4k (IV) #.4% TMDM-DCB £ & F 69w L4 2] (225 ng,
10 0.33 mmol) & T K (10 mL) F - & FA4h (140 mg, 2. 85 mmol) s f#
F H,0(10 ml) e NB| &SR T, A RE4F L HE (Branson 1200,
0.5 h). ¥ReHERABI WAL TAKPEH PPhCI[RADRE
£%1(600 mg, 1.6 mmol, 10mL, Aldrich) % & =4 R . KER
EAH A H,0(2x10 mL) %% - & %4 R A CH,CN:CH,Cl,(L:1, 60 mL)
15 JEERR P ARE . B FER] KR BEET CHCLQ nl) FH R
Aae A% (150 ml) #F 8] —F+#r X (90 mg, 0.10 mmol) -
34 13
o A% R A 4 B & %, [Ph,P15 [ 4% (IV) L& TMDM-DCB ¥ FA & F &y v
AHEh]
20 [Ph,P15[ 4k (IV) .2 TMDM-DCB ¥ /1 & F ey @ RGE T A A K&
ARGBLETH KR LRAROELET, AREIRLTHEEHNK
Mk mik e . BTk, RIBEKRDG o BT R KI A T hew b &
ATAEO-108 pH B AT AR ZIE 45, H &Ll CHCON
CD,CN « CH,CH,CN #= (CH, ) ,CHCN 4% A & 5| /&l o BIEA e N Bl BT &
25 MEAR BT .
S 14
7 #4897+ 42 T [Ph,P]5 476 %,
F% [Et,N]3(160 mg, 0.23 mmol) &M T AT L&A E A (6 ml) F -
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HRFEHRG 13, AR DZEE(Q20wt %, 0.370 mL, 0.52 mmol,
Aldrich) » B AR T (20 min) @Hef T E T FALH (30 %, 0.605
mL, 5.4 mmol, Aldrich)F % —fF & & Ek . REREH A,
T —AdREAY, EEEMT HOOQ5 nL) PHELR . AL A
5 PPh,C1 (800 mg, 2.1 mmol, Aldrich, 10 mL) &) K& #&¥& AT Y R
MERRFRELER. KEBEEREDHAHLOCX10 L) % . * .
130 mg, 0.15 mmol (65 %) - 4o 5£3&4] 12 #)[Ph,P]5 f%-F AT &9
ARAE 3 — F sl .
% 4645 15
10 1-[2-((E)-2-TH %-2-ZHAX)-2-FER/BAK]-2-[5,5-
—FAHR]-4,5-= &K (Bp — B AL IR 9 R 7~ 47)
¥% [Et,N]2(130 mg, 0.13 mmol) &M T CH,CN(5 mL, Aldrich)
P %R AAN@ nin)90% T AT ﬂf&ilﬁ»z&(o 445 nl, 4 mmol,
Aldrich) « H R EZ RS (25 nin)» RBER/ERETARE . K&
15 REBRTCHCLALHET —HNERE éﬂi(TLC)#&(%FaGF 1000 mm,
20 emx 20 cm) £, # /A 15%CH,ON/85 % CH,Cl, 571 A4 b, . 7
Hig A A 0.3 89 RE ALAARIS AR TR . BEAH 7 He Ao
ziﬂs‘uwd%ﬁiﬂl'F#m CH,CL,: CHON (1:1)3RIZ=4. &kt
BABREREEN . BRBREBEMBT CHCL, (3 nl) FHmAXix
20 (150 mL) 45 2 .ﬁ‘% PRI EH AR (2X10 nl) 28
ALY KT ehey Rk EmFT Ry —£6 FomAT T
Collins % A& 8 B 4 “ Metal Ligand Containing Bleaching
Compositions” & % E % #] % 1% 08/684670 ¥ .
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