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Study On New Organic Fluorescent

Dyestuff and Intermediates

ABSTRCT

The synthesis of coumarin fluorescent dyestuff — Solvent yellow
X16( 3-(5’-chloro-2’-benzoxazolyl)-7-diethylamino-2H-1-benzopyran-2-
one) was studied in the dissertation. The synthesis of other two important
intermediates of dyes (5-nitrosalicylic acid and 2-amino-5-nitrophenol)
was also studied.

Based on the evaluation of the bibliographer and the analysis of the
principle of reactions , the influence of raw materials, reaction
temperature, reaction time, solvent and catalyst was discussed. The
fluorescent dyestuff, solvent yellow X16, was prepared by condensation,
cyclization in two steps starting from 4-diethyllamino-salicylaldhyde and
propanedioic diethyl ester. The novel process for prepatation of the
solvent yellow X16 was studied and the optimum precess parameters
were selected by the optimum experiments. The chemical structures of
the products were identified and confirmed by IR, NMR. The total yield

of the solvent yellow X16 is over 60% with the purity of 99.8% by the

analysis of HPLC.
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The intermediate of dyes, S-nitrosalicylic acid, was prepared by
nitration and hydrolysis starting from O-Chlorobenzoic Acid. The total
yield is over 88% and the purity 99.8% by the analysis of HPLC. The
other intermediate of dyes, 2-amino-5-nitrophenol, was prepared by
nitration and hydrolyze starting from benzooxozolenone. The total yield
is over 70% and the purity 98.8% by the analysis of HPLC. Furthermore
the chemical structures of the product and the intermediates were
identified and confirmed by IR, NMR, MS and so on.

The dissertation a theoretical basis and feasible process parameters
for the industrialization of solvent yellow X16, S-nitrosalicylic acid and

2-amino-5-nitrophenol.

Keywords: coumarin fluorescent dyestuff solvent dyestuff
solvent yellow X16 5-nitrosalicylic acid

2-amino-5-nitrophenol



I T AEwI[|LTETEHEILEX

'ir“
-7

28

=
—E

A
2

1.1 5|E

B A IR A VA RS Rk, B BRIl T/KMmE-
BFIEEL. FL7E 100 ZEFIBLARIL T LB Fgeel, 4n 1861 4
1 OCEREHED, 1862 RIN CIEEF4E 8 (FHELE), 1867 £

5 k7

fimn H)

B BEEH RERI R
UILIE ==
57 v 77 Bk Y £

1983

Fepl= 218K 50%.
i 2 a),

B4 2000 M, w12 AT
£, 5331 K, 5L
W, 4, BAZE,

GIE=?

st

E

n

Ul

gLkl 1920

S ¥ SIS 2R NVASE

TAENS

5 -'53-.3:1

7100}

=

ABREXH BT
RATHIR T FH R

— -
- }__.‘
-

=1 x2_
3| FF

7

r y—

q;

= PR ASE

N Ej:*\ &%

%

29ty GeRL B E R 5%,

£

#
T 68 KL .
H—3 . 3

B 5

1A

x|

91~95 oF

g

HERFT
RS HIE Sy e S e

oUE T B A SR R &
& T A R
Sy AT ekl 3 B SR A G R OB R LA
gkl & B BRI R ekt
Mm LR =B A. &
EEFIYR =B K 3088 M, 1993 EF-EHZE 5819 M, 10 LERIEH|

LR B ARERIRM = E—

F R CI ¥

il
FEEARLTE (1G) W ERH get K £h &
RS RBe S YR SEBL T4, L Zapon Fast &5 8™
T4k~

=R K

=

7

EFEHEIT A . EREes

%

WA BN A RALEER 0.8%.

HA T4
BEE IR LR,
FAHEEZ AR, B
BRIREEHRARESL, B

EERIRES

el

<RI CT W]
BT, HIERE). S5 R AIRRAT R &
B B R AR

RS

Y. &7

— R

&

= 3500~4000
N8

(5




#ﬁill_g_t;‘:ﬁzooaﬁﬁj:iﬁi

et Pyl —r—
il S— .

FHUBRREMNEERR & £ M. EEBES~BET T, HEGEH 21S
A, HBRER 51.6%, BEEREE 794, HREK 18.9%. RIF 1992 F (4
BIZS1) givh, AREGHNSEEERIEE S, BEA L 215, BiRE
79 Fh . EFIGEL SR B TR Rl BEME TRl Rk
Bk TS REE. BN EEETFRBEN SR 3E 103
A (REMEEEM R . ZEERIMEFRIBERERH, § -2 EH
BE st e el, Mo ekt

B HLR IRk RS F B 2B 2R, BT H RIEFRR IR
BHAZ RN BN, f8gREE T E?:

(1) FHLILHR 5 REL

(2) RS NG A4 F 7 s gkl

(3) JeEBE A3

(4) BHLNERAEE

(5) KHiv M RB R AR

(6) 2 R b2 R ek eb IR DR OGTR:

(7) RIALZEZHT

(8) Y KEFIRNTER

(9) EHETHIRIGIE.

BEE XA LR B EAR R AR EROAN®D, BHES
MR ENR YRS RN, FNARES IR £, ERRAFFER
B5AREED, AN ESERBRBERIIEM.




MOI T 0 K ¥ 2003 #® X

ol —

1.2 AHLRICHR S M S

AHZOCRERRZON R 5 HAME BTV KRR AR E K
Vs BT R 25 B EE A AR I AE S C L FEHR m B TR AR R MU M £
W=E, HiPtalm 2 RREF R R4 al o7 u i T JL3R:

1.2.1 FEREIEBRAF P

FEHERERTRBHINE, WX, BAERIIXFRNG, BEESH
I N, EAIRFE ISR LN X, mERER B ARG, ML
RN & BRI REIT RN ZBEEFIX YERERA w9, FHXT K
KRR, WTHTIRET . FERPORABRTERRLEKT TN
e, E. ZE, B, BFFEM 0007 ¥E 036, THUFINNESR
021 GEFNIFTHE), ZBFEN 0.18, MIXZBEERF A 0.93, XFPUEX
KA 0.89, HEERZEFAMBBEINTIAN, FTEFERNRAEABRSE K
T R B3 (BIOH), 3 B8nE 7. I 1-FE8E-8-R K (D,
T TR AR RER. X -2 H-3,6,8- =8 (2), Al{EAZR
Yekl, WA RSERN. XEWRBTEREAE, h2FETT R8T,
RN FHAARE .

H03i iHPh

(1) (2)




M T T Ak ok % 2008 L £ X

122 F5E OGS HE LR EY)

775 LIRS 2 ORI MR — R EENBFNTRS . X 24k
EYIH TG RN FAT EFRRAF L. BB T4WHE S, IR
TR T T E &M, WIRATIR LSRRI K, BURENME RSB
RFICIEIRAIICIRBE RIS ERIEIHIR, ZEUEwTHERA
FMEAREF AR, TR R AR R B R A SR,

ZERLKBNEBAATEYW (3), ATRAERAE AR, W DSD BA
FERTMER. 9,10- ZCERE-ZHE)EW (4), a[FTERIETIEY,
RNEER-FEEX, FHEREER.

C= C—Ph

OO‘ HQBFQ—— CH:CHQNHE
C= C—Ph SO;H HO;
(3) (4)

123 WHEFSN _ L HHAKEHY

R AWAETFTRANES _ L ETUEERZBEENER
EHPEEN . BERLEMHT R EERRT —CH=N EHF K& N
RFHIXT T . RENAREREYRE CLER R 101 (5), M.

30

m “Nq
CcC=
S on

(5)




_# T Tk X % 2003 M1 I i X

e hbele—— = S ey
e ————— e —

rr——
E——

ZWEVEFR- AT, BIEAMESENECR, XARTE
B o It PO SERT B R & B P et BUR R KR, A
R FIHER. WHEER. KGRATEDEEESR T H L,
{(BREERE AR, ROUET B ik, A RERT, BEHKILE

BT B AGHS . T 2R3 1- 2RI 0t BR B SR/ IR T 1 v
WEOHERE, BET RS T P U B T R AT AR O S = A

1.2.4 AR EY)
AL A R AR R IR . By . g R EATAER. KA
SRR EERE TREAT L o B F RSN AR R T R0
Fo BARER RAKRBERAM ATRIMEEYEERG, XEEZR N
n AR R A RN, BRI E AR X TLTT AL S P R 9 T B2
BEERER. FOBUER 25-ZXERMEHRBHEETLY, mE
FreRRm IR CELEE R . TR RS SBAEH
HERE, REEFRARSANGE F0RM., ZREY ., RN . EA]
P TR FINTAK IR e << SRR <y . BB B TR AR, U
TR AT, BEARR —XEn N _EF P EERRETT
Z, THTHIENZERAE.

MERE AN TCRIMGE Y, SRR UEDIHELL, REECRIMLRE &
e, MBREN 2-BEMEAREDPHNS RS, ERRE T
BRKAETHSHERHEAS. ERERHREERRIIMENED
o, ERERA BB REIOE . W3-t RAEHE T MR
BFREAFRN, MPHESTFRERE R,

....5_.




W T Tl K #2038 £ X

PrE—
p— — - —— =

RN AL E Y AR A otk e iaaml. mHAR-ZE
KK IS (6) TEENMRPB/RINA .

o

CHaFH(CHz)3N+H(CzH4R)z'

+ NH,
i N

(6)
BRRMTEDRTHA RBRERETHNEY, Ko T8&HEENIK
t, BT TRAENEFESER, REAFICHR. BWRRIELB RN
RETEMNNETTZER, Gl ARl ERENR, B—REFEFW
& A LR LR

2CTI

1.2.5 IWENEY

BRI G YR S BRI AR N BB . EACH) B S M E—
REEMFOCKNE, MEMERATED (7, FRENET ™R, AfF
HHLRIGER . S8 BARF B0 e M W v] LA e gekt, W (8). &
AEFRAEIIFREBMLAEDM (9, FUFERE- AR, FfHTR
HEHKEM, B ELASRIEKBE MR

NN

O NHCOC,H, Ar- "0

(7) (8) (9)



M Lk kK F 2003 F & i X

B ERKATAEY CHEARZ PO NFERRE R, mellfe 74
R ANMEEHEINTURAM B SEHRE, “HEHE-EXRICHEEE. KESH
FE SRR A, WH SO HEERNBBEHE T,
HEFER FREZt. BBRENEFEIZENEY, ©5H 2% B 1B
URHEME AR T =, HIKBRER 7 L EHEE. KE. KR
HARERE. SRIER, & 3 40 LI ARBTFER, BSRERIK
MARSOGERACE T B, £FTRFESGHWTT 3L EFIAFIIK
W ZRFFIEME, SRIFREENME, NRN A ZREE, TR T SR ERIRE,
RIRERA YRR, BN AR SR BUERBO e BB, BB I3
B 3 A B ARE AR M IR, FObiR MBI EEET IR 9030 E &
FIL R FIE X6 iRtk gl

il i

12.6 E_RERNTEY

2R HREHBEATEY, HTENNRAFCERENTZABRZE
e ZRUESYRM T REFOCH AN LR . 22 HER A HRE A S FH
T, RETING B FEAMRBEFRERERIERERES REEX
YeIReS1. 7 4G BEINEREE, BRI RRAIE, XEEEMT
SFRTWEBRT. RETFERZEMBEAEBIER, EizXed,
MR 22 4-BEE _BURAMEY, W CLaEST 11, WHME
PR R & AT 5 BEE G, KBEMZE_BIEEATEY, W Cl
BME 7 M CLENK 33, ATLARE, ERAERERENG. HET
AR BT TFRANEE, ERERAHEBL.

)

ol




AT Tk X F 2003 8 L i X

1.2.7

L |

BRI EF B ERZE Rkl 2 CLaoE 13 (10-a), ZSEHE
mﬁ?&&%%#ﬂﬁﬁﬁﬁ-ﬁ’
A REMS, mAtEE

T

R ERAT Y

—=f-
P

—

5

A5 . BT TR M AT AR B
1-OCH; 5 C=0 KIFEHEXRCRN A 5 S TR & (R

¥

FE AR

[

1.2.8 EEEfTA

- [A) R e T 1
FHHIA

o B—ARME (10-b) ZE-OCH; 5 C=0 2. [A¥&FHiiE,

HEH RN, (10-c) HTH-NH BFE, ATRED
cRER, RmNT7EE, B —RIRFLFFMErRRE X
EFHSIATEEFERTEDRABRFREERE

R,

65

O

%

|
et
i

[10]

R, R,

R,
H

OCH,4

OCH,
H
NH,

(10)

- Aggli2]

REHRBPRRE T, RIRB/HFE, R OBERTEDRA

R RS R, AT UMMM B FreR. (1) B—RA-REAKRICEE
CHEKBERBAERS, HBTFRIX 066, BERMEMATEY (12) 2
AERREERR, HTERAEEBHERURRBE. —SHHH

(13), BAENRAFERNCELR, NAEARELERRFENRR

&

=
<

iR ) 47 6 461
-

2E-

], B — A KRS R RY, AT

JYERFH




# 3L L ok X % 2003 W L+ it X

|
|

O N-X v

N
seeM DO o)
O O
(11) (12)

129 #®FAH Rk RHEATE

p el R B R, BT HOR R O R KA RS R A D T AL
M, M2IEN, ESNERRSRRE. T2 FHFEEFKFE &
ST REE T RN PR, B~ E T RAKNIRE. mutE (14)
5FAEM (15) LRFEEFERAWELER, TEZNATEFEERK

AT
. o Na' Q 0 O
% &

_ (14) (15)
sk, XegtieaREGTEY R BEFF-E R RRMEE, XL

NIES A X AMNM%E, BEEELMERTITAY RPN, N
13 2R &, ERRNBEERREAREET, BYLRAMEE

SEAERBRERNER.

-




#ﬁil.‘tﬂl{:kézoo:ﬁﬁi-'ﬁéi__

o —
-

—ie
P ——

1.3 ALZC R IR EE -

HALBCTE R ARR R % BEHE 1T JLAF Y 7R R4 Th 58 Bkl Hh ol A5 £
. FERHT R LER IR CRET R

Ll

1.3.1 KEERBFYRICEH R 3R

B AT S A U TR R, BRI, AR, R
BBl B =52 = SRR R AR A3, TR
6 I FA T ARLEY, BT 53RAEENT B THLEY. B
R SR — T R . R & NERER, TR OBRET
SR, BIREAIE, LS TEE. FRERRE T RN
e, ORI O AL FT S, A ORI 7 — 52 e B & BN
(T RIF oA B A MR, TOHE bR T 3 T — S T

—y

), HTRERENMRERLMSHH. REREH—RE & TR

(CHy), O O O R " (CH), \‘ 0 O R,
0\ R: e - Rg
O C=0 O COO

TR BAK
Fitn, 3,6-—ZEARKEEBHEHBEIH, EAZREZ—E
e, NMUATRMER, BESHEREEBSE, NiEEsmHE
s R, HER5T . HEREsanT:

S
=




#X T A k % 2003 B £ it 3

HSCEOUOH
N, _ZaCh,A

C=0

” X
COOH

HO\@/ OCsz H5C2 [ g O a OCZHS
- Q\-—
ZHC]2 ) A O C=0

- LOEFE-T-Q-AENEE)REEHIO)), HTEEHPIIARST
RE-FERARRERT, MBI REBANE. A8s, mAfEgRE

I E. K. WNoE. WRYLETISERAE T BERE. KRekisam
R4,

—Q

H OC,H;
QX

= O

O

| e

i
C ( C,H (CH)
@:\ . %S)EN\@/ aHs ) (A)

COOH
H

Cl
QUG+ wop-on — OrmO-on
NH,

(CHs ) 0 CZ:
A + B —» li'l g?n N FH101
H'B-(;ZO
&P ATkl B R RIS Akl — B, 2R FRER 6, HE =
e YL H SR R R . ISR g R B R] Rl X IR, HAdt
B R EREAR., ERETBEIRE Stokes PLBB/D, WX B,
LB ERFXBHEEETIEES, M —H o R pIBURE




#h __I_JLJ’Q—?-ZU{JSﬁﬁiI‘Eﬁi

HRFESTIRE DT AR B TRRNETREE/NT 100%,
FEREBA AR K WP RBAR IR BN, AR
REATHUA S, T ANBEA O RBER M E R R R, 18 UK 58 5T B R (K.
KT BHMIBPBCRAARECNRRE, BEGREAMIRERGHES, XHE
A Stokes {UAE/NFHERBUR BN AMSZH/MALE K, BHBKEST
HRDETEHRBHEIS T 6G MG ER (14), Wt & WATER & FHEH B.
WEFTEA 110, ¥&FHER 123, i&FHER 101 5, H &M T

% FHEH B
C— OH C— 0(:143
. T
H2 O O 0 N+H2 H2 O ‘ N H2
% FHEd 110 BFHER 123

Y& 7HER 101
BIEER BRI RABRE R AR BE/RAN, H—RERE

ot

BRFIE-SREFT”, HOREFERRE L& “R&Er+7. A




LT ok ¥ 2003 + it X

12 T 1 = % 16 B U 5, %#%$4 it “ REEHT7 AT A
PR Y (W
MAABAL, AR TN R IHR BT 5.

I T O — A DA RSB A SRR, RGN BREEAL RN &
B, T RS 101 A HEE.

Q/ o (cHy)s0, OcHy g, OCH,
| 224 = a4 - Q/
NO,

NO, NH,

BrCH,CH,CH,CI . OCH; A
e B4k 3 OCH,

N( CH,CH,CH,Cl ),

il

C\ O e
C/O C— QOH
|

I
O
ZHCszHCIOq_ CIC 4_

1.3.2 1,8-ZX _FERWAER TR BB KRR
1,8- R WHER D e bl R —RIEF EER Thae s, R EPRR -
RIAEEER, M HTVAEEFHERABE R, 2Rk
EEREEE, PIGmAY, Bl ZAERJERB T ERA, iR
TFE&BR TG KHBEEER. B Bt FILESMESEEHBEOR
) >
yalii P )@

AN

1,8- R Bt W3R I BB I R NN F -




L Ll KB 2008 itX

18- B iZ 2 1 1,8 RIREFMEREAE & 5 R . 1,8 ZRETAH 2
— AN RAREEL, EFEAHUET. MR L HARTER, RBR TN
Yopl, (B REBTER, WRBRER. AR GRHSTEHRES
XPEJLAME A PN BERKNEHGER: 9 TFEMT—RAHR
Mg FEE, B—imBHABNREFER, Rt FEuPEEs—
KH “ A T IR, A TSR o (e TR 55 S B M B T
REBKE, WA,
18-S BE ALK SFOL YR A R LB AR, (EFSBIFBEREMN
T
(1) JEEHUAE 4-FHEE, #MEMELHKAER 4-FHE-1,8- 28K .
HSABERN, BEEREE 4-85-1,8- BB ERF LR . HATLl
4-THZE-1,8-FRRETIEIR, B S5HEESHR 4-25-1 8- RMTIERK LR
;lg;jrll&wla
HOOC ~COOH
L) -, Yy e, (Y
0,

NO,




AL ok k% 2003 B Ot it X

R
|

Oy N 20

R
e U — '
Oz 00 O N._-0
NO,
() — — QO
J 1 0w
NG _[H] ‘e RNH, NH,

NH,

FTEMARZ LR, (a) ERLRYT 3-FERE 5H MUK
Bl (b) BB R 48%; (o) TR KB ELSBAERILH,
DA BN ale S ay: RN
(2) TEAEMBE, RESH, BEERRNAR 1,8-ZHEE,

f{l
' O, 0.0 Qg O 20 O, N O
‘e (0] X, Oe R;NHz»
X X
O N -0
Rg“-..NH
W QI
I
/'N\
R, R,

ZHES T RNEBES, BNERR. £RE 1,8-FRE XK X1
Y cw i, BIZEARAR A — MR ABEBRRN T Z .
Bl E PR E AR S R ERGS, EEEE TEEA RN RSN,

X:-NOQ: -SO:;H; R=R,0-, RS-, -NR2R3




TR BT AT 3RAK B T 1 & -NO, F1-SO.H 7E3E B g 7 A B BT 3= 1)
B, Z M NIR ST

1,8-25 MWL SR I Qe bl B —RIRBEE W Thae e rl, dTRBI 2,

H A0 25 DR AATTHIR X8R, ME 7 A B9 SR 3 B X IR 5 et il ) o
AN T 5 W JBE AEORE KR Ik

1.3.3 FHERTEVREINITCER TR R

HEE (Coumarin) ¥ LFR: 2H-1-Benzopyran-2-one. BFEIf a -
PEREEE, BR 1,2-F o -AbME . ORI EERSEENERNAEE.
HERAKNEFERERLSYE 100 B FEEE—KEENHENRNR
kP, B RERTICGR G R R R IR AR, Stokes LK
FBENFERMTED AR, BRES TRITETE R 35 L5
AR R ERACEE B 77 7 H 3G SRS A 2R, AR AT AR 4t )06 v B e
gk FI R FH P 8E

EERHEEENSYIEDFRBRE, wALER. E8. k. %
Bl ZFRES, EEEEDNYEFETEERE. B NERGI#ITA
B, ATFEHIEK. T2 WE&E. EAE. A TRABKREDREHL AN
RARBEFK, BXNEKBRAALEHMELR. 1886 5F Perkin BIREREE
%, RREERNESRTEESREUKGENER, BAMF (Perkin)
RFAZE S (Pechmann) RNEMETE.,

OH AN X
@ + CH,COONa + (CH;C0),0—»
COOH 0 X0




X T A X % 2003 0 £ i X

et
— i

i HAA R A LA AR IR R A R 5 TR e R R S 1 T e T A s
FI= (48 B AR BE AL T R A E &Y.

OH AL B X
+ CH2=CHCDOCH3 £ o
Br o ~0

H 87— B0k 2 LUK EE R h FEER, FH Perkin KM, BB
BAFLE, BREFFEHIEE, HHREUHFRTRRUE, WA
MELSY). BACE. PEG (BB AMEBMELN. Fosmin. &
BEAEALF) . ToAKBRERAERY . 8oy B — BRSO ZIRIRE, B[]
g4, EREFRE. BLERGFEREANTOIH G BUERHEE
T-EEEHAN A,

1.4 WA

ERE X16 ABFEERMEY, FAHRBKAIIOLRE, DI
(e YGRS T E R, A SRS O £ 603 B I & BRI 7 Thl AL
BT, MTFHRATRZP, E4RAEXRTUREPRE. EERRES
MR LR R AR —, B—REBERAENICROE. A0
FREWPEFARTCNIR. BE, WEBHEETOLKEEE. BE X16
EFATREAEREELEOETEN, FAFRIFNBER. FTHEE .
YRR, SR RRERASHA. Fik, FRICLENR X16 1
ERAEE, RAERREAEREX.

B AR IR R R R R A BT R B RIELERN R R — . RIEE L
R P AR RS E R T AR SRS, AWRICUR S5-H

AN

T




—— e e ————— ]

#i LTl A % 2003 F + R X

iy
I —

KGR 2-BE-5-IHERM S KBTI, KB SE T
KYIEFATH L Z %4t




M 5T T b A ¥ 2003 W £ it X

b e— S —
i

— T A T

FE XERGRRR R wILAE

2.1 5=

% 9% (Coumarin) LFZFR: 2H-1-Benzopyran-2-one. Bz a-
R, B 1,2-F53F o -ME. FERUEERSRERNERRAE.
MERIWEERERUEYSE 100 28, AIoAEFEREK (BFERE. &
B, RESHAEFER). WHEILE. HHEEENRTERS. BL
ERAGR—MER, TEHEETEMNE., BEAR., JUNEMERTH,
%E. EFMEEDRAD. BESHN:

2 BEERTENBZ AT AR, 3O6RE, UAATE
RMEE R, BRELESTPHETEEENHR. HRENEFZREN
A — B AT, SRR REERITAR, FREe R TEERN
B, BEIMERARTR, SCRHOGETEREIFEE LR RN H .
76 3-AHD A-GL EFIARRTREE, B BRI S RKET R
. EEDREGH TN 36 EFIAKIFRM, FIFIRME, TN,
RN Z B 5e

2.2 FERFRANIOCRM

ETERE-REENEIRRR A, FERRFOLLRIRIER
AHBRE NI, Stokes MK, HEFREEN pH EER, KIGK




ﬁﬁillﬂkk%zooz_ﬁﬂ:tiﬁi__

KA AT R . V%7 S BT V5 PR TR I, S0k, LA

FRATESEMEREGA . KT EH. Bl

i, THEEES BiANAS, Bl

———
rrrr—h.

HEER. AR, R, fiEm

ot SR BE A X T RN

ekl & BRI HIR ST, A I e S PR BE BB 5T, [RIB AR Y T —

7 R

W E BT — R BT, BRAS TFRIEE S /A
EEIAR R R B R B4 T R IR AR 2R, 2 B A el £ S R 3

BRI R PERE . AW S0P S B EE Y RAUR Y 2 — 8K X1,
ZGREH T RERST ERE SR BB, FEeRFrBER. Fie

e
et
——

[T,

I, WEERER, NERRRBEROFLRE. B TICRBRA T ERW

FERELRL, FUERRRFEHENRERI.

2.3 FERRFCRMEWFES 2

HEERRLERE—MFEIOLEAGE, £BiTREAT R L
2. BERERRIGCRENGHEANMT:
6 > : 3R:2
R; 2
i O 0

MR RPAERES T ESIAKERE, B TIMASBER A 1

g

R, BlARESHIEAIRA. K-

L L e 2 e

AT E. I« B FERENMPHSHE, B ARS %K

Yokl Rk, BEERTEYRRICUFED

RRARZ—. FEENIH

N FEMPAMEEE SRR, WEEFERE, WEMF-EICHE




WL L N kK F 2003 F 4 it X

i

He, ARZBEHEERIOCRER AT, FHEEERG, AFELENEAS
HEZLER, BAEFR FTEFOL BRABNEELZENEY, Hilk
S TRAMER, BB TR, FINEAER 7 BN
B k. PR MR E S SERUEIA, 73 AN 4 A5 AR FEH,
J%Eﬂﬁﬂ&tlﬂﬁnﬂiﬁb‘t KB H RS EE DL RGP 3 615
AFFFORME, RFFIRM ., PN, NENATZRGE, \TNAETE
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2.4 FEERFXEIRCERE R FTHERR

TEEREFNAGH B GHRER, RE T RRUSDENHILION
TR BRI Stokes B RKEMAMRA. FTU, HLEEFE
ETEYRENFCRBI RN E S —. FERRHITRE/LFEER
ERFVRINCRHE R FTH R

(1) 1982 4 Bayer /A ) Seng Folrin 256 B H 45 M9 0y I R 98 Yo 4t =),

R

R.2=Cli Bl‘; CN&N (CHJ.)E
R
J:j%j;‘ R, =B RFE
R} 0" Np R=Cl, Br, CN&{OH

ERITEI T

2 H H N
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v SR, > N 5 '_CuCN =

OH “COOCH; RS 0, “DMF 0
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(2) 1985 5F, Noack Horst SR HIEES T S0 F B3 g4k,

R3R2 O 0

Mt R,=CN, COR, COAr, CONH,, COHR, CONHAr;

Rz: R3=CH3: CEHS
BREE LT

OH

R;RZN—@— OSi(CH;); mpgay  RoRo OSi(CH; )3 kiR N/ij(
CHO R3R, CHO
OH  CH,R,COOC,H; s R ~~R,
S > SO — o KK
R;R, CHO R;R, 0 Ng R3R, 0" g

(3) 1988 4, HHRAL T HEBEEM )15 LLIK HSO B AR Pocm’l%{%m‘fu,
BB 2B ZRMLERS N-BREERES, HIEH=AFEEERN%
YeivpPA, HTZWT:

H Fs
Fy
E' j 'I? f 90~95°C 4~Shr =
+ oy
H— C— C—COO0C,H -
R2R1 2 RZRI O O
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Y@k, FH POCL EMALT, BRIKAMLEREE, MRS, WEIK.
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0, RSN HER (ZFH 18 7 6) FHEBEBUFTIEMTEERER
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(511991 H=HI 7R BCH) Knopachev AV F& M HEMIN IR CHAES

AR

R. R;=CH,, CF;; Ry=H, CN
ZRUEYWABTE, B TLZEANITS, EARERRL.
Knopachev A VIR H T RS R TR WEDSGHESHERZRIRK R,

(6)1992 sEE W21 Tolmacheva VS S-& R T &M TR, & 1,2,3,3

Uz A dPiliOE IR B i A

H,
R—i - CH3
0 I\KCH_:;
R] =H, CN

HERAEREY 123 3-I0FE-6-BEBRMYRRSE EEE )
BARENIBZRZERAL SR E, ANHETY. WE AN 65%~
87%. [FIBTSCHR 36 B TiZEWRILLAN. AN Rzttt .
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I T REZENFRFRNTLZERT A—FHHNEER

(7) 1993 &, #F
He g,




TTU XS N8 ME R X

_ i1

r—
I

H
Mé ol IREE Om _mE 0@\/\/1 H c c COOC,H
H, 5~6hr

E'—F‘: R:CH?,! CF3

-
Q N

SCHR 37 Heg it TN RRRIT R 8T, RO R RS EE LR AE

YAG FUEHREUD A% L RIBU P BE.

LH

{11

R

(8)1998 £
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FEL 7- OB EA-RI3-FEESFTEANEMERT 7
IR FR SRR R R, ARIup B RAMZ . BEDTH n-
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Ef, OH B, POC13 E,

Cl 0 CN
mcm NCCH,COOH |
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Et, 0" 0 HN: >/ CzHSUH Et, 0”0
CH,
CN
1 > CN "
'~ CHO 0 ﬁ 0 O " CHs
- ™
Et, 00
A020 Et2 O 0

b
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(1)

’ HNiNH
CHO 0 0
A DMO . . 1 (M. X=0: V., X=8§)
Et, O ~0 Ac,0
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! CH NG
NC CN
o CHO HN
H, CN N
-
o 00 Acy0 Et O
2
H
Cl
‘. CHO
H
Et, 070 >

ol O

H,SO, / C ZHSOH

\,

CN
CN
CH, (V)
O
(VD)
Et,
AT o
O o
NEt,

(92001 FF HEEFEE T RF 3-4L 4 ZFFERACE

A1

. P ANRBLEIE M E

S 5T RABRNGE. AERSERT AN SRERERNE &
LAY, RS A YRR R R4 T 48 (10nm), H
MR, FHREERETY 1~2 &, BREXER e . BT

10°L * mol™ *cm™,

IR RN T HESVE RSP RERE, EFURE
EE RS REEN P OBARRE X 14.8g/50mLP,
TEREEFEISRRLERAEFREMAE S EMEIFLHE. 1990 F/i7

A

BXH) Ansinov M M %R T 8 REMARIGR ML R A E
R TR 1% ST SRl i rh T3 o kb s At R AL

&

1993 &£

3

paruils
d
i

% [E ManduA B R LA T 7F 500nm &b C485. C498. C500. C503 B
R VLR CIR B E RGN BOCRERNZ W, 151

T C498 U EFEIX L
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PR R R, 1K 30%LA BRI, 1994 SRR KRR

EHFEMAT 4-FE-T-REFCEF _RENR, EETHEANEPAE
WERZOCEESME, RUHEERRESBAEA BRI ATS, B
HeJET AN, 1997 F4R B #i 1) Kurnetsora N A F1 Kaliya O L X[ H S5 &H
PR O SEERE R EBIE R VAR T 2 E PR

2.5 WXHIHR TAE

AW AER R T RCERAIER L, EFERESHEMERE X16 &8
B, FHXTRNFEMRNEMS, FHRELRIIERE. R NVEE AR
HEFE~ 77 MEAT T2 AT BT BRIk, TTRTE
WATF B e ik MR e, ARl EPBHEERRE
R AR . ARYE DM A SERR IR AT T T R

BRI X

Lsmly

TRl EZPIEME S-IEEKGEE A 2-E HE-5- R K E)

HERTERSE. BETRRE, EAFELERBERESOERLT,
ERESHN T ERLZ, el ISRt #T040 GBI B R AR .
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A iE . ZHEEETR . TR T E RS
e B IE AR
(1) BRIHE X16 BIE R

B, B A B R AR S
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D COQOH OH
* ﬁ 5 m N cl
Bl 0" Yo C NH, Et, 0
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3.2 AR ERE

3.2.1 BEFIFE X16 5 LR
REMARE LN FEE, BRE X16 BEL T LRSS RLEE:
Rk 1. N — ZEapgegle™

N/QIOH CH, ( COOC,H; ), .~ COOE! .~ COOH
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( CiHs), OH H;C,0— CH 65°C/24h  Et, 0N

O

Et O * N Cl
2 O Cl NHZ Et2 0 O

R L 2P OAETFREA M _LERELFT TiICL M B,
H TiCl, Tk A EE M, —BAFHILETE.
ek 3. FUE LTSV

CH~ ~~ OC,H; NH
G + HyN (CH, );OCH; —» NC~° CHS oM (e, 5 OCH;

LL j

NC~

OH H—C
v : :NH © p\
2 > c,/@bf" CHZ“E/“HK(CHZ »OCH; D MED

-

0

‘/@ r—C B H,N(CH,);0CH, N

¢ N H N(Et ) > m N cl
0=C_ Et 0N

2
NH

H;C ( CH,s
R EEIEE RN, HINZFHMEAR FEE, -HEE-AET R 2.
AESA, EEREITIE .

FRER 4:

4-HCl HO H-HCI
ﬁl OH 0
CNCHG—OC,Hs * - —> J—CH,;C—OC,H;
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FERIRMIA TR 5, ELEHNAFMH FHERHEEMNS, HARGE
BB 2 & A T 3 X16.

3.2.2 SR

(1) FER-I-RBRHEHRERE

UL 4-Z 2B FE KB NA R _ZEEA R, EREEE-3-RR.
AT ZBmEm T

f"OCsz
O Lo -
+ H5C20_-C'“'CH2'"“C_OC HS —
Et; OH : Et, OH E_—OCZHS

A7k, MREE N/i]\/»ICOOEt mcocm
- —

WX NEHKGESH R - LERAETTEFERITHE G ] R N—
ERED RN, AFERLIER (Knoevenael) RN, Bl A& EHEW F
K& (NN _REE. B -FMRER. MAKE. WHELKE) FEEEH
REBEHIMEAT, 5B, Bl (—FAT 5 T) REBERIZEE, BAKT
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RN RVE RS — R AR MRETE, EHRK. HRHKNE
FIEMLIE . WRIE. —ZRFEIRECNIRRER L, DURE. RS
RELD), RPIRE AR, BREGIBFEEBR K, DU R N5
RN RUFERGE S, ERMEECTFELE TEAN, BT RER R FE
HEFEESBRANFRZMB, ERPREE B RER, REEMK. B
A, ERGa . BAVEMNER. MIERAFERMEL T AR ZERERR IR .
KA F IR ) DMF BTSN T Bede 8 R AL AT IR), FRaEdR &=
FRE . R EREMRA, BRERXNALEHES B TFERWM-CH;, -OH,
-OCH;, -NH,, -NHCHj;, -N(CHy), BRI TFEERRIRKIR,

A S PATK ZEBEE VAR, IROE FIVKEERR(E b LAl EL R RV B
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—
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H+ -~ COOH
__-.-.+
Et, 0" Ng

(2) WA X16 M4

I B R-3-HWBEM S-R-2-RIEFRE A2 El, —HERAER, WA
RIS R E X16. BASHRERNT.

]
COCH .
—-——*
Et, 0" g Ct NH, Et, 0N H, '

o

BEEE-3-RRE 4-R-2-AEFBRESRI, RIS, 2R W02
% UM (Ladenbury) KM, SRS EM KA BATAYEREE R KA
s & e B BB FER Q13- EA8N. RNERAGHES,
BWA— AN EFERMANKLEYY. ZRNLE R 4-F-2-85EK
Mo FHHEFEEERRNERTHEETR3-RRY) THRTEEE
BANBRERRT, AT —PRAKAERER. #E, T LB nEEEam
FETHFZEERK, #RAFZEER/DRRER, FER-EIR
Wi, RMARESTWBKH A RE R,
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3.3.1 HER-3-BREBHE K

SIS LI TK ZB A EEH], WREE. LEBRABIATIAER T HEEER-3- KRR
5. WL KOH AL A, KEBAR T EHELE-3-RRE, BEKE221°C Ok
E% 220C). ERERERWT.

W

R31 FTIHRIRBEHEHRAEZRER

LA
% mol
1 0.015 0.015 0.015 40 0.1 90 3 4.13 95.27
2 0.015 0.015S 0.015 40 0.1 9% 4 4.19 96.65
3 0.015 0,015 0.015 40 0.1 100 4 4.26 98.27
4 0.045 0.045 0.045 110 03 90 4 1245 95,73
5 0.09 0.09 0.09 200 0.6 90 S 2492 95381
K32 BIR-IBREBNASHERER
NO %{é‘ﬁg‘-zf KOH g “H ;35% ) ®EC HBEh HAfg nii
1 0.01 0.9 100 90 K 1.32 49.97
2 0.01 1.3 150 95 3 1.38 51.82
3 0.03 2.8 250 9¢ 5 3.92 49.06
4 0.015 1.5 200 100 6 1.98 49.56
5 0.015 1 200 50 4 2.03 50.81
6 0.015 1 200 90 J 211 52.82

H: R MI98.0% 1 H
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K33 —DHEREISEI-BRBRNLERSRE

4-— HA=

. AK Z .
NO AEAKX B kT 2B KOH (95?) ) & = wE EE M E
KB B mol * % ml C h g mol%
ml ml
mol mol
1 0.015 0.015 0.015 40 0.1 200 1.4 20 7 3.58 90.35
2 0.015 0.015 0.015 40 0.1 200 1.4 95 3 3.67 92.62
3 0.015 0.015 0.015 40 0.1 200 2 0§ 10 3.69 03.12

. Rk 98.8% &

2oL X SRS 2 R i

HAERMENETILR-3-RRE LKEM T X

& HA—B RN, FRIEERE 90%LL b, SWMARIEST, B
98.8% (MRIT—i%). HTMPIELRN, KOH EALHMM, tHATLifE
73 Knoevenage R M HIELF], REHFSRNMKTE, FRBIE KGR
F. FREIKEER, EMRHBEEE, ELARERNMEE, KRNI,

MR RN EE. R LR BEETLURZILLT 4.

(1) BEER3-RRE KA RN EEFER-3-RIRI/KE RN AT & 3K
—H RN, BNTRNEEPRE.

(2) THAE (KOH) TEREIAIFERTH T KE RN

(3) WY pH ELFEFIET, F pH>3, FER--BEITHE AL,
WAL, & pH<2 M NEER-3-REKAWRBIRK.

(4) EHER[RMVEENXNEF, BREARRKSEN~mHEREN
i, LR EEHIE 90~95°CHH.

(5) HEMERBEE, HERKRNAE, RRERNTSERAEZTE-3-
R R, RENETK, Ba@nglky, SEFRREINE. K

Ry B 18] %5 HITE 8~ 10 MBS RHE.
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(6) RMWWEETTHEIT 90% .

3.3.2 BWHIE X16 5%

X16), &S

UEFE B E-3-REMN 4-F-2-F1-Fl 4 Bk, Bt
ALY 7o T A RE K 2H-1-2
TSR

(57 -R-2" -

e

X

I
|

&34 HEAEX16 NEMRERER

ITRIGE&F R 3-
S oF At -2-H (AR

o Sam mmE BR g DMPoDMSO WE MM g owe
mol &y mol mi

1 0.02 0.02 164 / / / 186 4.5 X & B4R /

2 0.02 002 114  / / / 190 45 FAE 6 B4k /

3 0.02 0.02 13 / 25 / 190 4.5 E EF R IR /

4 0.02 0.02 5.7 / / 20 165 4.5 BEFRY /
5¢ 002 0.02 5.7 / / / 185 4.5 1.2g E & B4k /
6%  0.02 0.02 / 5.7 / / 165 4.5 0.5g F4E B4R /

7 0.02 0.02 / 7 20 / 185 5 aAFERMHK /

8 0.02 0.02 40 180 4.5 HFEREEMARS1g 65.73%

9 0.02 0.02 10 185 5 HEREEBK4ISE 61.87%

10 0.02 0.02 24 190 45 FEREEKSOE 64.45%

F: WeHFABMERN; HhBAFTESRKRF. RAHBEISKITE
R H LB M (Ladenburg) SRR, 327855 MR 11 K SE3h
B F 1% RN A 2B BB A AL AIBEIT IR K R R Y, BRI A= &,

2 DMF E

1LE

S fE BRI
HEE, FrmEmL

Ak . T PRREEIT RICXT R IT RAGES

S, FEALRNRIX 65.73% « SER PR R N FHITE I
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WAAERRAHE, BAGEAE. RNEETNELE . BRARPF&RN
RN AR RMREDPBREMKERE, 48R0 EHBER, AR
MgEEFSTRNFEREWEE, FRAMELAN ZnCl. WK, S8R
%, SRR, KHZRERIEREIAN RS E B RSE, XN
B>, BIBL EHIE AT UERILIT &

(1) LI 22N RN TE N (DMF. DMSO %) XRE
%, WRKERSFELE,

(2) LSERAEM, HRA S EBBRIEMEAGH] M= 4 WA BT
BRMZERED, &—FEEsa e,

(3) RIBEEHIE 180~190CAHE, BEEXMENRNAZHT, &
P O e U 7= s BB TN R

(3) RBEEHEEHITE 4.5~5 Db E, REEERKSENER,
S R IR

(4) ZRNWEEIE 65% AR

(5) BHBEEREEAE, NE75%EH, RHRBGERIDER.

iy,

o

3.3.3 7= o Al
(1) F=RiE ot
A6 (IR) 4t
HITACHI 260-511 B4 SMEIEAY (BA SR A R WL I RES
A0 )
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R E X16 H 4 40 6T BIE 1
% 3-5 B X16 B4 4F iSRRI SRR 3R

e I U &R g {E/em™ XHER{E/em™
A B8 JE A 48 R 20 1729.4 1710 ~ 1780
vk IR -C = N-1h 453k 3h 1605.61, 1545.15 1600
F AP —Ar-N- 5K 1355.42 1310 ~ 1360
&R -Ar-Cl %k 3) 937.08 700 ~ 950

#
-~
\
B
S

70

80

Trarsmittance (%]
50 &0

g

8 ;
;
i
* VY ]
i |
: bk i o o y i
| 3 PR e 5 2

4000 3509 3000 2500 2000 1500 1000 00
Wavaenumber cm-1
AOPUS_NTMEASWYORK 411 SoMpo sumpio form 2003028
Page 111
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RAMNR I B 43 B
WL Tl R 2 A PO, BRI 20 451 nm.

1.0

0.8-

0.6

Abs

0.4

0.2

0.0-

300 400 500 600
Wavelerigth {(nm)

& 3-2 IR X16 B SMR el B

H' % 3L 4% B 1 308 4 4
'HNMR 775 R E iS4 (DMSO-ds)

d ¢ fg
c
a b 0@(1]
c

DN
N
CH,CHs>~ N O
/ Q

CH,CH,
a b

a: 6116443 (t, J=10.488, 6H)
b: 83.50709 (d, J=15.53, 4H)
¢: 56.62840 (d, J=1.455, 2H)
d: 87.46928 (s, 1H)

e: 08.14615 (s, 1HD
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f: 58.87352 (s, 1H)

g: ©6.82691 (d, J=1.698, 2H)

S 7 NSV N/

& 3-3 %R X16 7 '"H NMR Hit

(2) R EES:
Waters-600 B S 3iARE Y (EE Waters AF); AV LTI R%¥FE

WAL TEFSCET). HishH FEE: K=04: 0.02 (mL/min). ¥#]: W,

e LMY 2E UV=451nm, C-18 #, & 8=99.88% (HIRIF—%). EIEM

R
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% M 135

X ORI 135-0, 4-0. 02-250E BT (8] 1 2003. 05,13
3 BTE0.4 K002 Bivdic4iSlne
54
my ’
Bh+ -
- &
59.
45
@
33
X
- !_
m |
15+
5
107 ¥
9]
U — L- — —E;_ﬁ P 3 —_— B
BRI EE R L R E E R E N N W R X
A
.5 .. ... WEE zRE  AmR om0
) 0. 115 23.3 1457 00105 19,708 6. 035
2 7,38 6336.2 13963 S0.8901  19.705  287L.543
3 20,082 77.0 5461 0.0894 34 M6  164040.478
4 20 798 1201 504.9 00148  1.407  S40281.211
5 22,383 80. 2841 0.0205 19,867 770889, 485
6 33, 215 29, 4 8.2 0.005% 97.080 1189097 524
t 37, 385 20.5 18L.0  0.0031 28.526 773463, 347
8 50. 082 13.7 719 00167 60.426 63152391
& 63895.9  13B4791.2  100.0000

(3) 1ELE

WRS-T R PRI AL, (B
P %S R3PS
kel

& 3-4 FHH X16 () HPLC i &

ME{E: 220~221C
P2 R X116 B A RIE

U=y

FH: 190~192C

220°C

X ErEMe, 195°C

O RZ B AT D



_ # 3L Lok X % 2008 B o+ iR X .
3.4 BREEER
3.4.1 0] 5 JE A
®3-6 HHHEX16 GRERTIREE—RE
% a1 A TR HH 2l B4
4-Z LR RILKHEE  CyHNO, 194.12 AR
B LB  CHyCOOC;Hs), 160.17 CP LN =)
IR7E CsHN 8515  CP
4- R -2- B AL K& CHGNCIO 14352 AR
FEATBRTE  NCCH,COOC:H; 113.12 AR
st S CeH0C} 129.52
3-WERAHE  CH;O(CH,):NH, 89.04 CP
% R HeP,01; 33795 CP LE&IL4LrT=)
LB (95%) C,HOH 46.07 AR
A YEuak C;H,NO 70.04 AR
= IE R, (C;Hs); 08 78.13
y, a3 CH;COOH 60.05 AR AMLFEXM
K TBEE CH;CH,0H 4607 AR MR E S
8 HCI 3646 AR E 4t 4 B XA
AAACH KOH 56.10 AR AMHALFEHM S
) R C;Hg0 5200 CP E 4t 5 B & A )
3.4.2 HEER-3-ARENE %
ERFRIFFEER 500ml KEDRERD, A 4-ZLEREKY

2.89g(0.015mol), P 8 — Z. &8 2.40g(0.015mol), JKAE 1.27g(0.015mol),
HinA 40ml K ZBEAEBER], BA—RKEER, AEHs, BiRRN 4h,
M ZEE 200ml (95%), FEMWEFEIR

I N BIFEFA, R

SRR BN BEMF

4h, ZRMZEE, [EECETVEN KR

1, O 100ml ZE4EK, In#HE



AT I Tl X % 2003 8] & if X

HEERE, RAAREE, IADEFHE, W53 08, EREUIELE,
Y, KRR G, H36.5%KERIA PHEZE 2~3, A REN
oEE . FE, d TREEEEAEEHRK 3.69g, mp: 220C~
221°C CCHRIE 220°C ). W 93.12%.

3.4.3 BHNHE X16 & AR
£ 100ml 1= OB A 5.22g (0.02mol) HFE E-3- R 2.87¢
(0.02mol) SRHEAEXE AT, BiMA 24ml BEBER, HiH, ZREHE
1.5h & T=165°C, BHEALIZEE. ¥ RNAE 165~170°CHRF 1.5h, B
HBEE. REFHEE 185~190C, RN 1.5h, BB AWIRA. &1L
H, BRAHZE 80~100°C, hi25ml K, AEEZER. N 200ml KFK
EREAERANH, 8, mESE, BEUITE X, #EEiE, Kt
Prpit, BUFTRERRE 5.0g, BN 180~185C, HPLC 4 95.2%,
WA 64.45% CHHabIE 95%1H5H ).

ISR OsEE

2g fHmANA 15ml DMF 1, in#GERR, BIA 3g idHRE G, &R
R IE, #H, HIREMRESTTH. A 20ml K, FERiREE &
Frif. IR TFRARAER 1.5z, Bk 190~192°C, HPLC 4 99.88%
(SCEREMH 195°C).,

3.5 BE/NG

WHE X16 ABFTRETEY, EARBKEFHIICEE, BRR
S e RETTE R, IR ke B0 6 ANHE BE RS BRI 777 T ) DL

—43—



#L T K ¥ 2003 1 + i€ X

— e e e r————
. ooyt el L

. BE, &T#HAWFTZP, E5RNERIWAEFRIE. %4
Bl FREBAEMESOHEABAEE, FERFNEBER. Fries
B WRREE. REERPEREEERE. E-MERANAHS
e e -

AEWA T UTKZEAER, KE. CBABLFERTEER
3-HRERAE, DL KOH AEMR, PibESRMN, KEERT FER-3-
B, UE TR R 4- 8258 FW A ER, #TXAESE
3- (5°-8-2°-FFFEMEL) -7-— ZFEEE-2H-1-FKFFutg-2-8 (AR
X16). LR EFIFE X16 KA RERMA TSI T &

(1) B 4-ZZBEEKGE. W_R_LEN 4-H-2-BE-FhNE
Bk, SWPRIMES RNEREHR X6 MEHme . FEWT
G RLRTAT, BATIRE T HBRENTLTZ24M.

(2) PLTKZEERER, WRIE. ZBAEATIER T FER-3-HRRE.
L\ KOH A fk5], ZBAEH], ERFKRE FEER-3-RBEKEE R
FEEE-I-BRER, BaCh 221°C CURER 2207C), BEIRIRTE 90% L L.
(3) UETR-IBREBA 4-F-2-82-FHARE, HITRHEE 6 R
R X16. RNIEEIEHZE 180~190°C, LLE B AMELAIGEIT K
X RN, BEEEGTR, 2DMF E4REEREECHME.

(4) BT RO R AT RS ERER, PREWIER. 7
FURIL 65% A U 4-ZZEEEKGET, WERNEREEZ 60%
ety T B AEAR IS KA AN R RE S ST F B, KT MY
) IE A

AR

4

Ll
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—

(5) EFER3-BRBEHPRNT, KRHEMKBERLTEHN—PR
B2, WEIFETER F) T K8 K R«

(6) %35 REDBAIZHIZE 00~95CHE, %15 R IHRMEHI%E
180~190°CHE, 1&E KM R NA G AT, 188 K& = fm B e 10K
(7) FB—F R NMEEHIE 8~10 /AT, 5 kN ESIE
4.5~5 NRHE, RN EAKSWMINBIERN, S8~ RGN
(8) TEHE— S RMHIEY pH EAHEE, & pH>3, FOE-3-R
BRITH A, WEME, & pH<2 NIHTHMETE-3-RMETRE D
MR

(9) BB RMH, BRI (DMF. DMSO %) MEHE, I
ZAE AR 5 5 43

(10) ZEBRRE —FMRIFRELR, PRGBS, BRNZ
R

UD BB REELBELRRERR, L 715%EH, Bi—H k.




oI T b X 3 2008 B 4 6 X

= — ———  ——————————— R ———

——— e rE—
S el A,

FEIUE S-BHIEKGB KIS R
41 3|

5-hEZE KB (S-nitrosalicylic acid, amilotic acid), X 2-32%:-5-1F

FIXHRE (2-Hydroxy-5-nitrobenzoic acid), HEE[E{, CA X 5N
2516-96-3, FERA 227~230°C. A= dEE RIS R IET VA
LR S ALy — — DU RRRI E B R EE, thR o BBkl BRSE
M FRPEEPRE, EENNSER -ENNTHITKEITR.

OOH
%mﬁ‘ Né/OH %?ﬁ' C7H5N05 = 183.1
O,

42 ERBESIRE

4.2.1 S-FHEEKRRH G RLEH 2K
BRek 1. IKARERMYAL pe0s

OO0OH OOH
OH H,S0, OH
+ }{NO3 o
0,

IR RITKBHRERRS. SRR WL T BEEERBE T,
IR ERAERE, PR, HdaTEN EREARN, FEHLE 3
M RAES, RNUFESHREE. KREEBaTENER 5-H
HKRR BB, WEN 5% AL, JBXELE"Y, ABERBRKER
AHEET, EERRAEAF, BRI 65%, BELEBIEEANGEBER. T
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Py, AKGBRIHCBKEEIRE, M ERAMELHE, XA E
RERFEZ
ek 2. BAFWEEL .. KEIE:

OOH QOH

Ct H,50, Cl

-+ HNO3 o
O,
Q0OH OOH
Cl OLF OH
v
0, R 0,

SRR AR TRAER, XARRMELAERPEE 2-F-5-HE
KPR, BARKBERETY S-HEKGR. SKDERBEMIL, A
B KRIARRE R RN . ABREREASTETRHL, BTERF L2
B T8, HEFAHEAEERBRE, MEFEEEEEN, R/ ER
N 3P R AR R RED, WEELmRILFERE. H5h, FEE
FERTHILE K BIEER, MERGLE. RREXAARBREEAN 557
KB BRI B RLBR R

[T

Brek 3. IR KGR

COOH COOH
OH Cat ¥R HNO, OH
@ CHOH N,@
0,
AR T AL, ETKZENRT, FHREREGKE,
S-TYEEK A ES I = RIR T 2 80% LA L, (BRIFEFESR 3 MRk S
BRSNS A B WREBAELRENER, BRA T4 HRE.




A L LMk K5 2003 Bl & i XX

4.2.2 SRR

(1) 2-F-5-FEZER TR T & iR
ASRRAFER N Ee, RERAMAR, FEKE T RNER 2-5F-5-F

EXRER. &R T,

OOH OOH OOH
Cl Cl Cl
+ NO, === - @ NO;,
"‘N+02
H

- OOH OOH
—H Cl

Cl H

NO,*H 0,

X T REFEERELTEMELR N, BEE NO, 5 A H
MR RAERE, R n-Za8. BRI n -SSPl B R TA5 34
o &AW, BE o -BEMHRFERBEELEY. XN TREHELRN,
RER IR ERE D RReE, BB SRR IE RS, RIS 4R X6
(ERIAAL) EFEHEK. WNERKAK, # NO, &R NO,-OH,", [FEIE
PEAK, (EUEFRAIESR. FOVEHERBMERAAN T RREESHEZ,
WIUEER ELSHAE. ANRNIRE TF, SBEE P ERIELA KR H
AR, ZF ERERFAL—PREAM A~ REE . BREFIK
ENMN EE, WEMERE BN, HES L EME, BRERBTE
H, HESBNVAERKERBEFZHEEMNTERFMLL, MRERMET
HF, REEFBETZEREM, AMERREL. RRRERENEH
thHIEME B B AR MBI B, WA R TR =R .

e
P

0




L L oAk XK % 2003 B 4 it X

—
S el

X IE R A VR B SR FH AT R R A AEAL Ja A AR AL B S-TE S /K A B8 B0 T TR Py

(2) S-tHEIKGEREE R IE
UL 2-F-5-MHZE R B R 4 R R ZE B e 544 T /KB4 B B AR 5-T
KR . &R T,

OOH
. & COOH COOH
+ OH —— — . QI
O,N

2

EXR— AR ERREEBARR N, F%EAR OH S # IR L
ToEEREHVETEIN. REBT SN2 RN, E—DSRNEEE
PR, BT S-HHESTAXFRAEA LHERBFERAREMEE, H47
ERFINRRTRTEERERRK, AHMTREZAM OH #IBUREREF, [
BT H A FRIERT 8, FELaRE, AR T RN#ET. ERE
S-THEARR A F B AI L@/ — P 3RE, TEmMEKERN, B aexER
RN, BIEKERNNGENRERS. BTRNMA SN2 R, FrRi#
R %A OH™ Bk B A R T R BT .

4.3 ZR5iTRw

4.3.1 2-F-S-HEFEFRK S K

AL R IRIE R Y, R SEE R HES, BAEH R MEREAE 0C.
HALMER R AR NO,', BEESERNEM, BEERT-5CNRH
B ) AN T Ak BAIEAT
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BUHMIE,

'), 2-8-5-f53

AL
HNO; + 2H,S04 <+—» NO,"
L B /D

ArH + H =

AT AE XA TR R B R B -

S

B T Xk K % 2003 W t+ i

TP

ERBR R TE T AL & 4 &N
[HNOs] X [ArH,], [HNO;)H1[ArH,] % B £ R ER AN 2% 42 7
ko B TR H . FER BB, ko1
MAg. FEIRERR

+ H,0"

CRHAL B EEE

b, JBERACELR A

R BB AR
®4-1 2-WS-HEXFRNOTRERER

- 00% I, BEETBIKER, &
A R R RE IR . S4BRBRVK
e, TSR R AL =M R
R,

e

=K AH A

+ 2HSO,;

» ArH,"

9.1 ORMERAWRIER AR

A

AR S,

qiﬁgi NOZ-FE{]?;R}E y A
90 %R = E] 100% K, #EIEIRT

LEh 1% AR R=k, X
P FIR
B/ DREARER B R B AR

A

T +F

- B B # kR N
P R , ‘ ‘
B T oge. o REIE KB BE  HE RE MR T EE
& mol 98% ;g 65%:; g C hr C hr g mol%
1 0.05 24 24 54 0~3 2.5 0~3 2 10.1 95.24
2 0.05 25 24 54 0~3 2 33 2 9.1 85.81
3 0.05 24 15 5.4 0~5 0.5 0~3 9 9.3 87.69
4 0.1 49 49 10.8 4 0.5 -2~2 8 19.9 93.82
5 0.1 49 49 10.8 0 1.5 -2~ 8 20.3 95.71
6 0.1 49 49 10.8 -5~-1 1.5 -3~-1 8 19.7 92.88
R AT 95.0% 3HH




I T X ¥ 20038 £ &£ X

e

M 4-1 FRIBE A AR H A T 458

(D MNAS 1. 2F, RNEERE OCHE, BEIESRMEN,
MR PR, MRBEART-5°C R S LLHEAT

(2) NRE 1. 358, JRREREREBRRRELN 9: 1 B kMK
HAE, BURMCRAE 5% Ll L,

4.3.2 S-THEKGETIE K

2-G-5-TEE K P BRI K AR R BV R R, AR S R B, ey TR
MRENB TR, 5 L SRS NRETFLN R T8 B0
66, (KRR N8 5338 AT o AR S0 RS TE 3 R T RN, RN AT LABEAT
BRERE. TR MERESHRENSR. BTRENFE, RNE
R, £ SRR B R AR R . S-RE BRI & B RE R

£ 42 S-HEMMEETFREEKBLESR
5-FH A SE I ABEHE

T I8 y ) .
E ﬁ%f fi’ﬁ i g (1H::f-r)j ﬁcﬁ) F(Eg;% I(g"cf
1 8 10 40 6 100 5.6 168-189
p 6 17 18 5.5 100 5.0
3 6 30 14 6 96 5.0 218-220
4 6 30 20 10 104 5.8 219-221

Pl R BER B HE R RN, KRBT W K™ i s
MWILIRE, RAFEKBIREEAKE.
THEEKBRNAZRT, AREXKHENERN, M.
RuF:

I

s N AR B 2
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* 43 S-THEASETEFRRINE KL ZE
R AE

S-REEANR _ _ i (8] E Eh = WE 4
i i Kml .,
g AHEE mol hr C mPa g mol% %
7 mol
1 0.06 0.24 150 8 133 0.4 9.2 81.44 97.2
2 0.06 0.24 120 12 133 0.4 9.6 84.95 97.2
3 0.06 0.36 120 12 133 0.4 9.2 81.69 97.5
4 0.06 0.24 120 16 133 0.4 10.4 92.82 98.0
5 0.06 0.24 120 20 133 0.4 10.2 91.78 08.8
6 0.06 0.24 120 8 162 0.9 5 34 / /
7 0.12 0.5 250 10 133 0.4 20.6 91.09 97.1
3 0.12 0.5 90 10 132 0.4 18.6 81.56 96.3

MFE 4-3 FHIBEE T LAEIH BLT 4

(1) A 6 MRABERMEET RS MBI, RMIRELE 133°C,
EH7E 0.4MPa BE, HLRERENRM/LFRERRZNAL.

(2) WRNHIE EE, #nEEER OH ’RERH T RMET. 2%
TS S ERERE Y 4. 1, WA 2 W3 KEEE, £ 4
1 BoFERE - 8 hn A S A A RO BEXT I N R B

(3) R 1. 2. 4. SHEEEE, EXNRENRNER, BRNE
BTE 16 /NI R, BT 16 /N RFIEEI RN 5 BUR NI F{K.

(4) WRE 7. 8 EIEE, BAFYER NP USRS H, KED
RAEDETYESREE. R FRMICERE.
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433 FREHER S
(1 FRAEVEBOE S S E
TCEHT
EAGER-200 JCE I (US EA110 Company; #TIT K% #illl+
0. TTERMER:  CHNOs =183,

£ 44 SHEKBREBMAEMNER —HER

JLH C H N
Bt B (%) 45.91 2.75 7.65
FEESATE (%) 45.81 2.64 7.60

(=45.81/12=3.82, H=2.64/1=2.61, N=7.60/14=0.54,
0=43.95/16=2.74
3.82/0.5477, 2.61/0.54=5 0.54/0.54=1, 2.74/0.54==5
SR RESHBTHER B, HERGERTEE S TN
C/HsNOs, RIFE RS IEH .

aapki (IR) 47
HITACHI 260-511 B140 A 6i4e (H A SEA S, LI XEath

Mﬁtq] A2 );
F45 2-FSEEAFRARMMOABEE TSR AR
RefE e HRAE fom? YRR S om!
BRI XA RIRF 3108 3100
BAAP R IR 1687 1680

FIR M S AEE K 1470~1536 1450~1580




I T KFE20HLEX

g . Ll - y
T TN = / T fi.':“
‘%" 20 i ?”" i I;l
s ol
) / oo s
£ / NI AR
i / i
S OVALR | Tt
| | e
. AN
| L‘LL“LL RIS
4ODD 3500 3000 ZSIDD 20’96 !E.DU 100G 00
Wavemamber cm-1
DNDPLES NTWEASTINDR.T64  sompl  4amHedom 3—&«;—%}&?& (#ﬂp) 20020821
—Banc 141
K41 2-H-5-THEEPER (ZRM) ROt AiEE
Ze CHLORD= 5= HITRODESZOTE AC LD I::"::-I:.Im:-

L
'I|

H. W, 2OL.5T
H.P. l6&=167"C

Eir Waler

B 42 2--S-HERFRIREL S E
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ST KA IR L AP BE R 2047

FAIE I

#4-6 S-THEAKBBRE RS NIRRT AR R

L Jem™

PRHEEE em’
(R) AEIPHE IR 3074 3100
BE (B 195k 3H 1674 1650
IR A AR 1449~1515 1450~1580

S-HEE A BRARE S FIZLSM B I T

Source: TThe Watheron Co.

, Img., E. Rutherford, 3. 3,
S-HITROSALICYLIC ACID

"
| Eruree: Fluka A, Bushs, Fu rLa
|

43 S-THEAGBREIBRESN IR
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43
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|
8 i
| IR TCIY
i 1 A i3
4 ®3 58 & 2ygouy waxny 2
! BJEE F MuESE afmed b
4000 3500 3600 2500 2000 1500 1000 Li|
Wavanumber cm-1
DGPUSNTSEASVIORKZZS  sanpln  wanplefomn | m sl | 20027111
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Bl 44 S-IHEKBR (BRR) ROSEER

P mE PR AR ER R RN ERNENE, F SR
HEENESIRREA—, KRG REAER.

B BRI B AR A AT

'H NMR ##)R& K EE 247 (DMSO-ds)
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R 47 S-WEKBE H NMR 48547

=i PRt B {7 #/ppm B AL AL /ppm
a (1H, t, Ar-H) 7.03 7.14
b (14, t, Ar-H) 8.20 8.31
¢ (1H, t, Ar-H) 8.51 8.56
d (2H, m, COOH; OH) 12.38

I ER=DERILFEME S BIE 7.14, 831, 8.56. AT ERRES
F9#5, -OH,-COOH FHERGEE R, ditE SirvE B T4, s
FEmEEHER, N S-TEEKGE.

a T :
NUET
J‘\\.. i JL‘ !
g
b E 3 1 A T I A ra T

E 45 S-REEABE (SR K'HNMR Big
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S-HITRODSALICYLEC ACID IN 5375 11033

{:-,nsms Hal., we. 181.12 M. F. 228 = I¥°C éﬁ
Searce;  HIB Hamufagourisg Chosistc H.M.A.

Haswbed :
» ie ASSIOHMENTE A
" .03 3
Faiter Sancwndtth Y P — TN
bk RN T o &1 - T
St vt — a T PEL] [ ——
et fhat R —r = R ¢ _LOLDOHMERed, 0
Saacnrem ame . [ | -
rexrs ymp Bl Typec, aop, Ei . — - -
Boven) Mcldé "
= iR L2 ik X e bl

i B i 4 Fram

18340 M

e

B 4-6 S-FEEKGEENRE "H NMR B 1%

(2) HEH
Hilal 4k 2- RS- EF R R S B

Waters-600 B RGO (E Waters A 7); WL T KFEHE
ML TRRAHT). HEhtl Z&: K=30: 70. Hi&: ImL/min, ZIMEH
2 Uv=270nm, & B=99.6% (AHRF—%). EiEWT:



BT T ok X %P 2003 F + i€ XX

HSRBEE TR A WRE
Btz S5 TR TR Arfth42 - 200210035, chr
] 20025 10 BO3H Sy A W B

Y VARIAN ProSear—230 R uy-vIS WA 270nm

i o8
‘EEg. RE BB T ZJk=30+70; i 0. 8ml/min

4 & &8 & %

1194
260y

i [ GE7. 9 .19
2 3 LT HI8I68. o K5
I 02 0 184206 0, 3386

B SBT3 100, ¢HY

B 4-7 2-5H-5-WHEEFREK HPLC EHE

S-THE KRS BT

Waters-600 ZUBERRAT AL (EE Waters AF; WL LI KK
WAL TRERET), ViEhAE 8. KH:PO, :0.025mol/)=60: 40, HLHE:
Iml/min; E4MENE UV=254nm, §B =99.8% (AREA—E). EiEW
T




B X Tk k% 2000 W) L i

S-THEAKERR

iR S-BIAEER ERT:S $# %0
il Waters 515 EHE. Clg ﬁﬁ&:l‘atﬁrs 2487
WEEE: PR AR (0. 0250} /LEYRS) =60:40
™ o (‘S

m i

G

e

20

1504

“l gszEen: s8 %z %

ol 2 oAd bt v w w8 W e

RN L A N N R B R A A B

Min

Y ERE REME LY SR HEE  WART  MEEE R

L 1.0ma 15,8 wha L7 1.0% 50 808 b algn

g 1. 848 143§ 31954 RIeT 0282 1%LA4 0 9154

3 3273 ting w823 16 LAY 4B2. 048 1, 0100

[ b.0ee B OB 2308 L5182 2. 0037

5 2458 3.0 2.7 L8% L2W 33T 289 0 0031

4 4.8 R4 BTG L D) Lo 538568 0.0037

b 4,85 193.5 WAL O .00b 1.210 1852213 0.0117
[ 5. 988 1LY 5684 3992 101l ABDL JES a, Dag?
9 8, 750 143§ e Les 0,984 268,893 0,511y
10 4,048 /7.3 100781 Z2.0M 0.8 201B 358 0, 485
11 % 150 L8 W s ks o4 400,99 0,018
12 .78 41301%4  Z0TMTIT.O Lo 2.998  1396.0M 59, 8458
&t 412328, 5 207608181 106, oL

B 4-8 S-HEKBE (8 B HPLC EE

(3) BRAME
WRS-T Bi¥r 30 s, (W Tk K& R mt S B il 8 )
2-F-5-TEEERE mp: 163.7~164.27C CC#RE™: 166~168°C)
S-RSEAHE  mp: 230.8~2313°C  CCME™: 229.4~230.1°C)

_.60_.
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4.4 ERSELR

fl
|
H

4.4.1 A7) 5 82 R

% 4-8 SHEBRTHISRY —KRE
& W 7R EFE BE 4&F A

SRARFEE  C/HselO; 99.5 B ks AuH AT A R §)

FHEE HNO; 65-68 3 CP ZE T KA
BER H,S0, 98 & AR B.4b2 3] 87 T
A R4 NaOH 96 i AR bR A
KB  CH;CH,OH 99.6 R CP AL KAt )

4.4.2 S-HESEAFFEBES R

7E 250 ZFr OGRS, MALBEEFE 15.6g (0.1mol), 98%fi &
49g, Bk, TKKB AR 0°C T 128 INRER (65%WAHER 10.8g(0.11 mol);
8% IRFRER 49¢), &M 1.5 /Nit. M RIEIHIE RN 6~8 /N, &
NSEEER FHE 2 A 60°C o K X MBI 150mL UK, #rith ik R EE,
g, FIRE 2-R-5-THEF PR 203g. BEREEA 95.71%.

443 S-THEKGER SR

0S5 AREEF, A 2--5-THEFE R 12g (0.06 mol), JOA 8%

S SIS 120mL (0.24 mol), HRHF WS 133°C. 0.4 MPa, R ¥ 16
Wi EBEAH, MHEER~M, SE. BUFRKERETE, B
10%MBRER A PH EZE |, AR BHRFEE AT H . T%E, TRE M 104g

(HEH 98%), RN 92.82%, AR A 229.4'C~230.1°C. A 35mL
ZER 15mL KEVBSERES &K, B81g/™m (8N 9.8%). BE
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= e e

BN 77.88%.
4.5 FRE/PZ

S-THEK B2 E e M & R IG5 9o el st se ByEH d i 5
PR EE TS, W e iR, BRI MR EE T A,
AZTERR T ULAETEFRHBEAER, @BRE 0OCELHITHL, 53
SRYEAREE TR, WLE/RICERL N 95.71% . LR REERHEB K7
Bl R, BAKESEWMLTY. S-HESEFEFRAMMELET, &
FEH 133°C, K104 0.4Mpa ZEA KRR S-FHEK SRR, KR S N AR
KR A H 92.82% . Bisb RV IAREEH BRI BWE A 88.84% . 7= i F
BB EL RS HPLC 8K 99.8% .. &1Ixt 5-THE KGR E & LR
RBE T ik

(1) ZEWARNT, BRELL ORRRSIRHEEREL) XA 9: 1 HR
BiF, RMEERE 0~-5C, ERMNEH, BHRERNBEEMT RN
SEAHAT

(2) FEALETIEL G 9~10 MR AELHE .

(3) TR DB /RCR AT 9596 LA L

(4) KERNEFEETREAZ#HIT, EEEERE. EHTRNER
NEERGEE S, EUSTEER RN, RNGEE 133°C, k77 0.4MPa
HE, EHEENRM/LFEERERNRE.
(5) K RNEEN RNER, ERMFEE 16 /MNTHE, BT 16
i} & 51 R B RN S BUR SR K.
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=

|
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(6) MINF%IAF OH RIIRER R T R NH#HIT. EEEME S 5-FHEAT
A HEREE/REE 2y 4: 1 RZERE B AR IS S AL B RIR BN RV 0 A K
(7) KRR EAYE RN LR H, WRKESARES
Er=PrE B, 7R RV K.

(8) 7K R /RWCZEAE 92% LA b, P20 N BSCR7E 88% LA I, 7=

LB EL RS HPLC 5815 99.8%.
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FEhHE 2-RAIE-5-TEFE KBy B & Ak

5.1 53|35

2-EFE-5-FEE KRy (2-amino-S-nitrophenol i FR ANP) & R4k,
EAMRAFVEESE G, BRI 2. AE a8 R REE M,
AR BRI Rk B, SRR A R RS, G CLERIEAL 38.
FRMESE 12; CLEAIL 8. BHRIE 1; CLOEA 16 RENU39%. AT
B ERREBIRERL ., BRIER L BHRAG I RBHIREEE.
A e RE S B S R M kR, HAT, ERSMUCEDET K
e 2-RE-S-THEFRE, B K YXRANBEEFRRERER, KIMTIE
TEEE, PEREK, WRK ZEREX, WIRESEH & HRBEnE.

H
e AR N/é/NH: AFE: CHgN,0,=154
O,

5.2 GRS RHE

A

5.2.1 2-HE-5-IEEERHSHKE

66,67,68,69
. X R 2 |
N; cr
NaNO;
“hHol N, H
H,80,, H,O NH
H20 - 294 2 - 2
0,
NﬂNOz + NEC03 —'—ﬁ—a—)" HON(N asoj)z—-—- NOz

2
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IZB e AR R, Z2BAWNHERERE, BRI SREK
WY CHILAHER AR ER AN ST IR IR BT 18 RN A=
BHEY, WEEZRRLKE. PHEERIER .

ZERRHEFRE R PR BRI HICRG, DRI
W 36 % £, A2 RE=RELAE, FIAedil vt
[

BRER . SREHEERAERETY

2 2 - NHE al -
é/ Hae ér >= O

| H
I_I_{I?ch“* OZM-@::\FO N;A; . NH,
H 2 O,N~ E
ZBE 2 ISRAHE By A R R, 2T BREEMNEEIR, RGH ZEH

HEBIFRHIRME, HHBRELA 2RV, fREAIFIERET
TERR I 0 T KRB . AREDRITHE R o B IR LN 53%.

e W Bk Y S

NH, H
e O NH
N)=0 + 3NH; + 2H20—1- 2 _(NH,.LC0; NH
H 0
2

LR R DL S-TE AR RS R i b IRl E DD T FH K B KR A R ™
B, ERNE 4~6 NMKEE, RMBETIA 76~86 %.
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BRek . SPE I 'j*ﬁf%?jg—m,?s,?ﬁ]

H
NH;, HNO, O, 0
+ NH CONHZ-——)- @[ =0 > =0
CH,CICH,C! N

H
N32C03 . HEO M&NHZ
-
.. 02

Z B R ST SRR AR 5 R B FAEAN P AP A R S AR , 43
EFFERIEE 1,2-—FAZER P SHBRE LR RNAERR S-IHER
HIEWER, BJE S-THERIFUEMER BRI KE D KR R fh o
A% A E B AR B U R WX 50 Y%.

25 RN AR-

Kzszos
HNO,

NaOl—I)_

C

Qs e O
H O

%2k 2 1EE BASF AR BRI —FE 7% RAEREN BT, £

ST BEE LTI, R G BRI AE BN -(2- R & -4- TR AR R EL) F B B B
W, BEEUTBRBABEREN AT RNERME, MERLFR 2-
RE-5-THEXR. ZFEREREE BHED, BRERNA 81%, i

AP RBAFE B TRAFBEERETRARETELEED

)

OH

o
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WL Tl K FBHERX

P r———
A

MR LA ERgsk, BATKRAEACEME Y R, FVREAHC IS B KA~
D11

i

5.2.2 &R BE
(1) FEEE R S MR 5 R

DLZE HERE I 4 ROk, RERAREALST, E(RE TR AR 5-HH
FIAR IS, A RRE T

0 O,N, 9, ) 0
QL ovor = Ll — o3l

N N N

H H H

HOZ T O ____H+ OZN @)

— \@ =0 > \©: =0
N N
H H

R — A S R B 1, R OB R, SR B B A 4B 3
SR M. %R NO S EFMAFRARMME, B n-BE
. FERRE @ SRS B I B e TAS AR R o - Y. R o A YIBLR
FARMENAY. BTHILRNRE—AFRRRRL, XA LRTFEE
RS RIS RERAT . BT, i T T LT M A B R
ARG HIT. WERR EEMHN EE, BAR-NHR F-OCOR HIENM
ME R, ERENERBNEEEER—HE, -NHR HIELL
¥ H-OCOR (BB % . FrLAZEA RN, % FHEMEIRYIL RGBT

(2) 2-FE-S5-THERBE R
5- A 3 S N s 7 B RN K S VR PP 7K AR A R 2- R B -SRI, R
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WK 6atm, RNEER 10~13h, RNEBEEHR 120~130C. RNE
BT,

O;N 0O O,N O - O,N
OH 2 QO—C O— OH
e < " Cron — > L
i N N

H,

-
NH,

2 R N R — AN SRR R RE IR IR R R TR EUR T B T AL
B[N, BFnFEFBD, RKF LRBTER - —HENFEESR T
BEiE, ST EMET LRRE TR FRERERD, WNnE T EZ
WA N RHAT. o, HT S-HERFEWERFERESE L THER,
ERGEHT, KR TR TZEEER, R ZRR RN ERZ#HT.
MR EE, #EEIR S-FHEFHTEMER R KEa4 | BRI S ALK,
O N e N s ) A o 7K R J N R A F Y

53 &R 51w

5.3.1  5-FHZE IR TS MR ) S Rk

1% RN — A BRI S Y, DA IR Ml 0 ket , TR R 9 AR AL,
RNAFEM. S5 LT, R LIEWERNELG RN RF AN, SEnHER
(FR RN IEE F (NO,") X RNMAF, &, 3Ghn5 iR EnE
K R R R ER R R N A . B R, SN A S SR [ K R
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EINEN R Y. . HOE RS B R RN IR BN R N i 8] @ i SRS R KRBT . 1%
Je N SES 55 R UK 5-1 P

= 5-1 S-THEREFEWERE &S ILBES R

sppmey  RORE B o g me e
NO (88%) (65%)

fld mol C h g mol%

ml ml

1 0.03 11.4 20 5 3 455  80.05
2 0.045 17 20 2 5.5 55  64.51
3 0.03 11.4 20 4 3 47  82.69
4 0.06 22.8 40 7 3 94  82.69
5 0.06 22.4 40 4 2.5 75 6597
6 0074 285 50 4 3 86 6134
7 0.13 46 60 5 3 178 7226

W EFERTHIZIS%IT.

M 5-1 PRBER LGB T 4L
(1) RMBENEREE SCEL, BEREARTHLRMEET, -
P R A
(2) RMBHEESIAE 3 MEAANE, RENERKUE R RNAE,
CEETER Al & 5o i
(3) 4 88% HIKFIER S 65% MIRISERMAIREL R 4. 7 B, THALECR &
i, TEAMCR B

5§32 2-HEE-S-HEEMEIER
RN E—ANEZEARN, NSV -E, RS LR
G F T /KRR N BI3T . ZKBRNESFSATE (COy, HIBMK
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e—— rrrra— —
T A -

R7 R 5t R SR AFIR, B R REE AR, Toik s RIRE . TR IR
R B R HIEN TR . B, 1 B A TR R IR AN R RIE 7 UL & R N i
AR R R KA. 2 IS RIEEBI O SR A R IR 52 B

—

7o
* 52 2-FES-HEEBPSALRER

NO ﬁ%ﬂfﬁ% | NeAC HO BE RS, TR WX
ol ml C Kg/cm g mol%
1 0.03 15 30 130 4 12 1.6 34.22
2 0.03 15 30 120 4 9.5 0.8 17.11
3 0.05 24 50 140 7 16 6.1 78.27
4 0.05 25.8 51.6 140 7 18 6.1 78.27
5 0.05 22 43 160 3 20 6.4 82.12
6 0.06 30 64 140 7 11 6.3 67.36
7 0.09 45 75 160 8 24 12 85.54
8 0.10 45 67 140 5.5 17 13.8 88.54

A MR HIR 988U HH

RIER 52 FIRER RN LUBH LU 408
(1) S-FHEEF FFIEMER N R K& B 2- 8 3-5- T 2R By i S N ¥R P 7
140°CER N E, &T 140°CKER NA BT, BT 140°C A s B AL,
PR KIR
(2) IKfR R R R HI7E 17 AN EL N E, EKRMIERF T xN5E
4, ERERK, WHEESERERNEM, RN REERRER.
(3) T RESFHESE, SRNEIEMX REAF], BERIECH
B NEERER, BERNEDSRRKEE.

.
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(4) FEEIET 4Kg/em®, THEEARNEKT 140 i, RHHAEIE 17 /DA
F, TKEE R W O] @i 88 %%

5.3.3 RS AT IR
(1) 404861 (OIR) 44T
HITACHI 260-511 RYLT A gy (H A S EA T $iL DK ZEa5th

- F-S-AE IR By B 40 A1 il B g o7 1
* 53 2-EE-S-HEEEKOAGISHE —RX

o 41T & R g {E/em™ SCER{E/em”
84 N-H 1% 5 3R 3 3380, 3270 3360, 3250
B2 R0 O-H 94 B 3h 3480 3460
PRI 6019 58 R 3h 1580 1540
e C-N $R e /b 58 4k 30 1270 1250
RIER REHBE) 960, 890 960, 880

------

B 5-1 2-EE-S-HERERRILINEIEE
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(2) ZEDHT

Waters-600 B B0 EIE(  (EE Waters A 5] #VL Tk K25
M THIFET. WashAl F8: /K=03: 0.05 (mL/min). BH: K,
ROMOMEE UV=254nm, C-18 &L, HE=98.8% (MAIH—%).
(3) BEE
WRS-T B F AW s T AR TR 50 e )
2-FEE-S-THE R AIE SR 198~199°C, CEREHR 199°C.

5.4.1 AF5EE
# 5-4 SRERRF G B —HE

& ® TR AR BE & g TR
RHELEF  CyHsNO, 98 ]

FE 8 HNO; 65-68 &  CP 2R TR

FLER H,S0, 98 3 AR E 48] 37 )

fA N, 99 %  CP LR

CP

I

Bt B 4 C;H4NaO; 98

5.4.2  S-THEZEITEMER )& BGRE

7E 250ml = ORI 88 % KIRARER 11.4ml (9826 HI¥RFIHR 10ml
A 1.4ml FIZKIBE), 0~5CHFE T =S ET 4.0g (0.03mol) 1F
CEHE2EERAER), £ 0~5CHin 20ml (65%) HNO;, AR A4y
0.5h. KM 2.5h J&, B 200ml 0k/KH, I8, WOHRAKITHR, BERET
M, duE, Kk, BRTRRBALE™ M. mp233~238C, KEHmE

_..72_
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EEO5E 4.7g, BEH 242~243°C. BRIEN 82.69%.

543 2-FE-S-THEER NGB
7E 100ml [E /1889, A 18g (0.1mol) FHELF FHNEMER, NaAC 20g,
K 4omt, FEWIENE, Nyidk 8Kg, RIFHSHARBEEHSR. AER
130~140C, &M 14~17h. RNIEFRIEEDEEE 4~6 Kg. FiR
Z230CEFRBENZE, &,
JG Ab 3.
JEYFIN/K 50ml, 36%HIEEER 20ml R/ADEFEMER. FHEE 90CTH#E
1h, B2 30°Cid g . —RIEDHBI E HiK Mg . X NI N NaAC10g,
LTI 4g, FHEZE 60CKMN 1h b, BBSIRESE, ARE
60°CRfFEF /DA, AR, JI8, #t+. SHEFEEHREE 13.8g.
Y& 198~199°C. PEE/RULE A 88.54%.

A

5.5 AFE/PG
2-HE-S-THERB R G R EATRANEEPEF. KFE

BFR T LUK IR M h R R, 75 SCTRIBMIE R Y 3 /N A Bl 5-fF2E
KT, SRR 82.60% . S-ESHIEIBUEE 140, 4~
6Kg/em® T, 7E NaAc /KW F KRR 17 MRTAR, £ 2-EE-5-THEXE
B, RMNEERICERIL 88.54% . PAZRIFIEMEEE T, Wi BICERN 73.21%.
2350 2-HE-S-THEEM KNG HRKBITREI M T HiR:

(1) RNBRENZEGIE SCES, BEXNEAFTHELRNE#HTT, H
R -
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(2) RNVEREHITE 3 D ERRE, RNMEHE RN R R A,
5 B WU PR

(3) =5 88 % HIIKARER S 65% HIMKAHERKIIAFREL Y 4. 7 1Y, IHUWHR &
i, FHAWERRS.

(4) S-RHELZR TR 0 R KB & B 2- 8 BE-5- il 2 2R 1) e SV S 1E
140°CEA AE, KT 140°CKMERNAFHHIT, & T 140°CUH BB AL,
BRI

(5) 7KAR S ML BHRIFERIAE 17 DR AEG RNE, TR RN EE FT RN 5E
4, BRRAK, WMESERRIRNEM, RN 6HERZRRE.

(6) BFRNMASF=ESME, BRNEDEIX RNAR, #AeERIELS
R B FEIR, PR R RN R SREKBIRE.

(7)) FEEDETF 6Kg/em®, MEERKT 140 i, RMNERITE 17 N A
el

(8) FHAL L B BE SRR IS 80% LA L, 7KAR IR BRI 88 % LA L, WD R
R BB IR 70% LA F
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BANE GwS5RE

5 KR KEENHHIOCR I, V5B TR EIR R
TR T SRR LR BT R 3, IR ZEALE T b
AREMEA. ET5ERATORR A R TIE, Stokes (15
%, FERATOK T A, . B, . WS, REREE L
WA, FTUHZ RIS WA BT FHER S . BB X16 fi
BA A LIORER, DR RS R TTE AR, 6 s b A
R A IR T ROARERRE . H R, T HAFIZ o, A KA X
T EF=RIRIE . iSRS HBENE X16 AT ERTEDRR
BRI —, S BN, (5 H I 7. = 2L I
H- 1R -2-B. SRR I T RES R A R A,
TN TR | WEER. LA R ORGSR,
Rl AT B TSRS 1, B SRR, B 6 3 0 G FE T A TR B TR AR 28,
B EAR, SEAERM S E AN, B RANAR
MR
Ze B BRI KR E M AR RIE TR |, AL 4-— Z
SR M 2 4-E - MO E R, AT 3- (5
-2 -FHEMRI) J7-Z ZERE-2H-1-F 0 nE-2-F0 (BRE X16),
H— 5 ST AR T BB KIE, BRI 4%,

(1) V4" ZEEHEABE. H-BR_ZEREMN 4-F-2-E2E-EBHAEE
R, 2P XNEERNERBFE X16 MEHRRELIER. FIERHT

_"L

|1m||

L1e

Y
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G SERRRIAT, RAWE T HBEN TS5 M.

(2) LLT/KZEEREHR], WkiE. CBRABUAEKR T TER-3-AERES.
) KOH A6, ZBE R, TERNLEREE T & & 2-3- MMMk AR L 1
FEE-3-RER, Bk 221°C (OUHEN 220°C), BE/RIERTE 90% LA L.

(3) PAFEER-3-ARAM 4-F-2-RAE-EW N IEE, #AT R 55 R
ST K16, R SHREERSHIZ 180~190°C, LIS HBE b AL RHTBUK
* RN, BIERGEH, 2 DMF B4 &G 2REAHIE.

(4) BIXFFREFITRICXTR AW EOCEEWEE, FREHWIER. ™
R 65% Ak . Ul a-ZLEERKGE T, PP RMESBEEIX 60
9% A o Wi BB R MR R RSt TR, BT RS
) IE B

(O EEFEDTEI-RBRABPIRNS, XARNKBHTHEFAN— P RN,
B B 77 A2 T 7K S R

(6) LEBIERR —FREFWOELF, FRIVETRASE, BRI

a6 TRER, FREETRTHNE
FFE KRN 2- B EE-5-THE R .

DIARECE RN ER, REAMAR, ERET (0~-5T) RAHE
TSI RN AR 2-F-5-TEE R AR . 2-F-S-HEXFREBESET,
RMNEER 133°C. 0.4 MPa, RN 16 /N, KRR HARTY) 5-FHE KA
M. TEik R N EERURERTTIA 95% LA L, /KRNI 2% L L, By
R RBBERE 88%LL L, FEREERERES RS HPLC 3218 998

[T

ERBEZ . okl EE —5-

(-4




MIT ¥ AF2208BWERX

%o 1 mn AR N ERA DAL=, FE T —ERLFF s .

VARG MR o [k, VRER ARG, TE(RE ML RV AR 5-TH
FERIFUEMAER . 5-AHEEAS TR P e 12 S B2 S /K B ¥R h /K R A B 2- 3 25
HERM, RNESA 6Kgem®, RNMEEN 17 /DAL, RNBER
KT 140°C. 2-FE-S-THEXMK &R RN FGHENR, BERME, MAxt
AL TR R RIERIA 80% LA L, KRR MIERIE 88% ULk, Wb
e B S WCERIR 70% LA

AR LAE BRBHIHR X16 AXEARE, 2d—RFNRBMR, 7
BT &AL . REETEE AR X16 SRy EAERE IR T K
TR, BNFEVEMIS B FIR e FEE, WLMEZRRTELE, M
MREELZRNRE T RRTEEH.
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