VMA 2R v MEDRFGA AR

w oK B OE, B B MET
C HR L WA TR )
x C &

FRFNSBEFEI0A L O W W T MRFMEED <A - A7) —= v 7RAK y METITD
oL ool TORNEBIUZOEETHEDipER1IKRAZY —=v /0ol L T
COEBRRTITPNT WS, LA L ZH S p-nitrophenyldiazonium salt iz X% Hk i),
REHAEIC 2~ 3% M3 T LHMBEE R - TWh, Zhid, BREEORPHERY 7V
7Y v IRIGZE D, 4—hydroxy—3-—methoxymandelic acid (VMA) R 0EBZ 2T 5 -
L, ThbbI0RIEOERE (EEEREE ) PEN LA XABHRLEZELILN TS, 20D
BREMCZOL I R AKEESH VI3 BENTLATH S, Z2oFARIELTL & AR
TRV, BAl, AF » MEOREIEE, LAGHEORBOLOREBENEOBRRELZTT Y It b
U, EFIOHECLI DI NEERD2HED B3Z e bl LhLid b i,

IORIGOFEEEZ, VMAE Y7 VL& P—nitroaniline ® U7 V' v 7V vV 7 KK L%
ABNTWEY, VMAD Y7 VA vy 7Y vI/7DRBIBMEBIZOW T4 DO NE % bh
BORL D)o AR~ 30, KEEXEA oA EOATH, WAL MEBABRENSE
BORIETH D2, 4k figdo — CH(OH)COOH BB L BEHARI2BE 7 v v 7V v
TRIETHD,.

OH ArN_Cl A B
Ho~{ O »CH-COOH ——2 Hti!lifc
H3 K2003 HBCO D
A B C D
1 -N=N-Ar H CH (OH) COOH H
2 H -N=N-Ar CH(OH)COOH H
3 H H  CH(OH)COOH -N=N-Ar

4 H H —N=N-Ar H

Ar =p—nitrophenyl

M1. HERTLIT/VEEOTiRH
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Gitlow & (D) &, £BEW 1 %2F 2, Vauquelin 5 (D 7 A » U D KBET 42, @tk s
HTLE4PERT D2 ZLE2HREL T35, Z0BEIZO>VWTRIH-NMR itk28Etic e v &
STV 5B, Hatd, BEAZ) —=VZACBNTVEAEy VTR MOLRBETTELZEE
IS & 2 D SFc U B ARR TARL, 'H-NMR, !° C—NMR 3 X US4 MATE B4
(MS)izdk » THEZHEE L 2o £ 20 AIRENRIC OV TETOBRE 2k 72

ES B

1. A% dl—4—hydroxy —3—methoxymandelic acid (VMA) HFILEIGERE T, fluz4d T H
FeRi AR % v e,

2. KB AT RRBY-IBEESEER (REE), TREABIANs v BIL320H
R EEEE R ' H-NMR: 270MHz , ¥C—NMR: 67.5MHz, 3t CDCls fTM S &N #E
LU THAETFFX20THRE, MS : EEEAKC X Y HABTFD—300 CESHREENTE
3. Ay b TFA L, HEEFHN2EVMA 20m %# 1n/o 0.0 NHCIEWIZ Bd LIS T o
0.1% P ~nitroaniline ( 2%HCH BH ), 0.2%NaNOs ¥, 10%K,COs H5HE 2495 C Ak
12120 G TIREBEAL IR0 EE, RECRAL LS 2 VY CHC: <H
H, BREL 7o
4. BHREHZBISRE, VMA (1.7782) ® 0.01NHCE BEI1.2n8 & 10%Ks COs I 2,500
me% KKF TRE, B 0.1%P~nitroaniline ( 2%HCIENE) 1,250mf & 02%NaNO2 1,250
mle KAKP TREL, HMROBRKCETES, RIEBCEEMT M pH7ICLCHCS; Tl
B #E# Me OH 2 545 dh L 4—hydroxy— 3—methoxy — 4’ nitroazobenzene  FR4pE 11k &,
1037 285 (INE41%)om . p. 172~1735 C (171.5~173C(3), 150 C ), 125~135C(4)"
HE7 e P (TLOY L 3R, 2B Aty b 72 VREWHEIR, v VD ra
60 F250 (Merck )i b, TRRO LM CRC BB 2R LA—WHE £ BR L%, Rp. (CHCE3) 058,

(EtOH—-n—CsH1nOH—ammonia(10 102 1)) 057, (AcOEt—MeOH-ammonia (45 210
10)0.47

BRESLUEBR

ARy PTA MBI ENCEC LBEHF 7L H ) 0L T, BEOR—OERYIBH
&, TLC ERMOBRIEAD bhish ofco ZOWEOMS ARI b, m/2273M) (
2. R1)XVEE O—CH(OH)COOHMHEEL T 7V h v 7Y v 7 0RET -REH 4L (
K1 )BEZ NI~ 3RBEEESNI, MO 7 F 7 2 v A4 v ZhEEHEL, |H-NMR,
BC—NMRO7—2 b ZOBELTHL TW5 (F2, £3 ), BAD THRELEARD Ok
REBOED LEZ NS,
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Rl. OROBHBEEE ST

H %€ & #H AKX B/E (m.meu.)
273.0753 C13 H11 N3 04 0.3
151.0510 C7 H7 N2 02 0.2
123.0439 C7 H7T 0 2 —0.5
F2. éi@lﬂ NMR

8.34 ppm  ( 2H,d,7=84Hz,HS,H/

7.98 ('2H,d4,T=84 Hz,HHY)

7. 48 ( 1H.dd,J=2.0, 8.8Hz, )

7.52 ( 1H,d,J=2.0Hz,H,

7.09 ( 1H,d,J==8.5Hz,H5)

411 ( 1H,s,OH)

4.01 ( 3H,s,OQ_3) o 6 s,

0.N =N - OH
*=3. éiﬂ)mc NMR ¢ g3 XHy

155.9 (s,Ci)

150.3 (s,C

148.2 (s,C; or C, or C,)

147.2 (s, 1 3 4

14 47 (s, L, )

124.7 (4, Cqo 05)

123.2 (a, 05 ot Cé)

123.1 (4, Cyt C%)

114.4 (a, 05 or Cs)

101. 6 (a, C;)

561 m,@%>
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RIGE#E L LTk Vauquelin 52838M/HL TV 5 L 5 CBT 5 o @80 >3 o C KE~0
BRTRIELZ 2B LMTESRD, ¥ 0 A REEEBOTIED 5,
BEINABARIREROBE RHBC IV RSKBREERT, Thbb £ —nd, Btk
i CiRER, TANVBTRFRERERT, =2/ —n, T IATAa—ARO T
THEBETH B, 7PV, €IV VTRFEAYRLARD b (T4 ) B - PEBRPORIN
REFEDOL 5 vA—7 Vv v Amax320m e 21500)(B) & L WG L TWwWB, pHELIEES
TEE7 YRre ¥y VY BOEEREE LB 0LERA LMD 6)

4. BROBRNANZ b

X
B WD BRI T AR ) IR EE

AF = 390 nm (¢£23300) 515 nm

A 390 (€20500) 6 05

ey v 410  (£23400) 6 05

X W 250m1iC 20 % NaOH 6 ~117{8 # n £ /&

PEDES i, ARy bFRPMCOT VA 7Y v IRENREZ 28, B#ELTHhTEbLS
TLVHERINT, DT, 1ECT VA0 vIREET o TLEZEZOHN BE
OBEFEEFHLTH, VMALHELEY, LerdALRARGEZRIIHE (77 ¥ 2 -1
WD a RERTL 2 — ARG AAE=AOPE (2, 1)) 2HIT 2 ehTERN LEEK
LTWB, 2Ky MEDEBHBEI 20T, 20Xo 7%, BRELSETZRML, RACKE

TAPB LI RBHEIFER AR ET S, AREXORLC I AREERBITHWHEV
MARERMTZZ L3 TERANWT LAbh 5,

E3 & &

VMAA#y ' 72 rOEREBRLEREL, TOoBELYREL ro £HA L 4—hydroxy—3—
methoxy—4" — nitroazobenzene D —ENDZ TH»7.VMAD N ELNS BES T VN v 7
VY IIRIETHY, RSN BROGHPOVMAZRET 3228, R THS,

X B
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BEHTFIRA b OCRGEEMXTER YIMHER ﬁ
BXO—BTIH. BREOMRECERENETAIRENHYET

58

10
Dip
P-nitrophenyldiazonium salt
2 3% ’
,4-hydroxy-3-methoxymandelic acid(VMA)
( )
, VMA P-nitroaniline
VMA 4
1) 1 3

4 CH(OH)COOH



