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Synthesis and study of 3-arylbenzofuran-2-ones

Abstract

There were oxidation problems for polymers in stages of synthesis, storage, treatment and the
use of products. Append antioxidants to polymer was the mostly efficient way to prevent
oxidation process. 3-arylbenzofuran-2-ones was a new type of antioxidants for polymers.

A series of 3-arylbenzofuran-2-ones was synthesized using different aromatic reagents. There
were two steps to get the antioxidants.

(1) Synthesis of intermediate 5,7-di-tert-butylbenzofuran-2-one

The reaction between aqueous glyoxylic acid aqueous and 2,4-di-tert-butylphenol resuited
in the intermediate 5,7-di-tert-butylbenzofuran-2-one. Reaction conditions, such as patio of
reactants, reaction temperature (oil-bath temperature), quantity of catalyst etc. were studied. The
problem that glyoxylic acid hung on the surface of the flask, which caused the inaccurate of the
patio, was resolved, 2, 4-di-tert-butylphenol transformation reached c.100 per cent. 400MHz
'H-NMR of the product was analyzed and it confirmed the result. The experiment scale was
also expanded with stable result. So that, as starting material for next step, the intermediate is
qualified.
(2) Synthesis of 3-arylbenzofuran-2-ones

The reaction between the intermediate and substituent benzene, such as o-oxylene,
m-oxylene, p-oxylene, toluene, anisole, resulted in the 3-arylbenzofuranones by Friedel-Crafts
alkylation. A type of acid activated montmorillonite was used as cat. IR, 'H-NMR, MS of the
products were analyzed. According to the experiments, the activity regular of substituent
benzene was got.

Reaction between the intermediate and o-oxylene was studied, such as patio of reactants,
oil-bath temperature, quantity of catalyst etc..The experiment scale was expanded with stable
result, by which referent data was gathered for industry design.

Key Words: 3-arylbenzofuran-2-one; synthesis; structure confirmation; antioxidant
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Figure 1.1 Process of the chain oxidation
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Figure 1.2 Different additives to break the cycle of oxidation
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Table 1.1 The main antioxidants
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Table 1.2 The auxiliary antioxidants
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1. 4. A KR UKRAMA*
AWICHRAZERERS 2, 4R TEEXRMRERFETL, EEAFHERTH
FRMBARERR, B3—FRIEHKE-2-FILTIEN.
RAXMT LR ZERERS 2, 4N TEFBMHCLTWES, A55H R
MREREE, RNARESTEH, REFMHFERARE; LR EHER LU S E L
EYMRERR, BE—RIOREN, N ARERERENRET EMHiLE.
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REE TREM AR

2 LIRS

2.1 RFIR G5
SEIF B2 & RRFF T2 2.1

21 AFKZR

Table 2.1 Reagents used in the experiment

2 A K

2, 4T EFE Tolk4l (99.6%) BEOREEMANT

Xof R AR PATE JeERAEPLI
Tk Sk FET @ THRAR
Tk EALEE SIfTe KeEmigiah THRBAH
A GIRiiEa T HRNEK T ARAL T
HEEWEER GF254 FOERRERTRARAR
BB 4L 7 Fulcat 22B Rockwood Additives Limited
BRPRTHERW sk by iR
LRSI Tolk4E 40% (wi%) RETAEHTHRIVELF
1, 2-ZJ 8 ST KRBT REMFERF
ECk SIHT4E K TR AT
S STl KETTRE AL RAFIFF K PO
&) —ERER VoLiiEL) AR MG R,
Xt — B G4 R RRALZERFITF & O
* I R

GiP:S ST RETEFHEAUTHRAF
P SITER RS TR kAT
ZBLBR SIfTAR AT TR AR
Z® L KIEWTERU R L5
PR Srifret KETEFRALTERAH
=R L REE R ST (46.8-47.8%) JLRKFA4LT)
FoK=FA4E e IR BB T

-17-



3-FE R IR 2- TS Y& AR

2.2 A ER

FRBRAREIE (HPLC) : HP1100, (EEY%

HHEFER ("H-NMR 400MHz) {X: Varian INOVA 400, 0 Varian A 5]
SAEEIE—FEEH{L: HP 6890GC/5973MS, EFHE L/ FE

BRI (UR) A ZF-1BI=FRIAHG  LHeBik s e s
L5153 (IR) = Nicolet360, %H

2. 3 LIRIRIE
2.3.1 5, -“ T E-3-BR-FHKG-2-FI S5

2, 4-ZHTEXEDBP)E ZBMEERRIEN, RERERL. T HIERE
RHIK, AR NHTEIR. RAERRT:

H H COOH
TsOH CICH,CH.CI
+ OHCCOOH NN on * HO
N, Ref
H =0
OOH TsOH O
OH HO g

BABEWNT: EFHFVRSHE. B, 2K FESEFESH 100mL = LA M
A 20.8g (0.1moD) K2, 4-ZTHHKE) (DTBP) , —Z R 40%ZBEEEM . AL
STERERARR, WA 1, 2-ZR Ik, MSTHEEERR KGR, AEEEIEIRE (B
SR ECk=4: D R, BERNAS (RMREET 86-87C) » MEZKHT
ALk, MA—EBMIEDK, AHEAKEEZIR, BEPE. ASREISEEE
A, KERAECRER IR, S3FEHAE, MATKREBETREELFOR,
BEFY. 9% 'HNMR L&, SEARMALE.

2.3.2 3-(2, 5-THREFRE) -5, - TR T E-FHkg-2-Easa X

—C=0
Cat
OH + [ ] —_—
Ref

-18-




KEE TAFMEZART

(1) HESBRAEL

EHANRSRE. B3, SKBEIEFK 100mL ZO0REAMA_E—FB3IK
5, 7T-—AUT E-3-BE3-E-FEHNE-2-F 13.1(0.052mol), MA—EEHX—FX. B
BT, BHSE, WAZERASKEE. HPEEHEAATEEN, RNER.
HRARRAHE 100CH, At =EERELN, A R = PERREL
FIE BT A, 7£0.098Mpa (70-80°C) THEEXN_FX, BELHEHT~Y). EHE
RETHA—CEFTEGE, S h, BERHNERENE, EZESEHH 20, R
[RUKKBVH 1h, I8, BEFY. MEES. BHGE. Rk,

(2) R=5ULM LR

i 100mL = OFAF A 7.3mL =FALH CBEEH, ¥ 5, 7-2 T £3-B%E3-4
IR -2-ERA AT 25 M ZHEA, ER/DEAFEMBI=FMNMIERERA, RNME
WA, B, (REF 35 CALEBH 1h, REFHRE 70°C, Hift 2h. RELH/E
AH, AN 50mL 7K, MAKERERERIL, A 20mL ZREZEEL. 4 HHAHUAE, AK
PeEhi, FAMBRETER. ZHEN, H3oml ZEESR, BEAESY), WEks,
&g, RS- FRE.

2.3.3 3-(3, &-—HEFE) -5 7-— T BE-EHEE-2-HS K

OH

BEERRSN 2329 (1) , BRNHRHES ZFE,
2.3.4 3-(4-BHEER) -5, 7-TH T E-EHRg-2-ERAS R

H
N
+ OHCCOOH + (5 Cat N,
Ref

-19-



3-F5EFIRIE-2- B SV B R

FERTWRSEE. B3, A KEEFE SR 100mL = OFSHA A 20.8g (0.1mol)
B2, 4-ZTEHEXE), —EEM 0% ZBRER, BEARELT, X BERHSK—BR
BHESE, SRR EEAR), BEEEREIEFE, SOCTHIHES R, B%3-¢-B
FIRRE)-5,7- AT R 2-0, WS, AR-EBRRILES 44,

2.3.5 3-(2-BEHEFHR) -5, -TRT E-FHRG-2-FRIS B

FEVRFAET, AR B SR E R 100mL = O8SRFMA 7.3g Tk
ZFAEE, 1218 7.5mL F PR, ERAREARBE 10C. ARHEBEE 3540C, #
0.5h WAIRAIRHE 5, 7- 28T 2-3-F 5 -3- - HF0kmi-2- A0 12.5mL R REA,
RMB=FABER PR, BEkEEhtE 0.5h, BRILEEHR. RAEFHEEZ 80C,
RN 2h. VEHIFMA 50mL K, FREEEICER, MAZKMZEEER. HHE
VU, HAKBERZEDHE, AMBRSETR. ZHEH, B 3ml ZBELS, BIAa6
B4, MEHS. 'H-NMR %,

2.3.6 RERELFIESH 3- G, 4-ZHEFR) -5 - T E-FFHkng-2-1

REZRNTK=8ME. TRELE. =84, SFUTIZREE RS L,
BT 3-(3, 4-"HEFE) -5, T-TRT E-EFHR-2-F, UTK=E4AE. TKE
e, =&AL HIBEFIRERES N 2.3.6. LLEFAT ZBEA BB FIRERES T
2329 () .

2.3.7 EABR L IR E S H A

FEMABRAEAFIEAL 5, 7-— R T 2-3-226-3- A - 2K kg -2- 0 54— R R N 45 3R
J&, 100CRIARIE, BRIRFIRMATSE. BEMEARELTITED, BOREH

-20-



RER T RFERLEARC

WRBRER TG, FiEBETSTIRE—RIE, FIRE, BT F—KELH)
TEMER, BEBLHER.
2.3.8 3~(3, 4" HHIFER) -5, 7-—H T BEHKE-2-ER4& RRIMALE

$%23.1 #1233 WiptE, EWEECK 4 4%, EESYRE. BRIERE. BIFEYE
REEERE.
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KIEBTAFMLEARI

SERSWE

3.1 fEE 5, - T H-3-BE-FHkiE-2-FRA & X

3.1.1 RMiFEE

Lﬁ@%%ﬁi%mﬁﬁﬁ;Em*@%ﬁ%&%imm%gnZ&@%ﬁﬁz
4T EFERE T KRR

0 0 0
HO
nlon 4 H,0 >
HO OH
OH
0 + ©
Ho W HoY o on
e G e ———
HO OH / "OH
HO SREBIA
+ o °
H
OH
-H,0

3.1. 2[RRI

FRAFIE T S 2SR EEA TR, SREVFL. KRR, BUFAHR
STHRE, RITRENRNEMSE. B2, JRKRLRHEN, TREEZERPER
R4 R. B TLC 4341, BIFR LBy ANH R, RN NEEHE KERAYEERRE L.

XERiCE, Tk ZBEERERERNIER L _BAEHE SRR R R
HlEFE. DREFYE I BREE S FERAR. AXRRE: PENER
Xt BRI R B

HTARME KB R LT, BEEKKSH, FTUES, FREENYR
PR E AT IpemEE b, BEE RIAHT, REBIPOREE FRYRERES, BUTmRY
A5, PN IBREASEMELEFR, TEMNERE 50%H ZBEA 6
Byeaidft. HANTMRBTERAESETELDL, AHHNIER, NMERMYGETR
SR, T RNIERE.
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3-FEFHR-2-FL WA R R

B OMBRERAHIZE OC, WLEIRREER. SEHABRRSE, TRE, M
RN 189C, IEHERVRER, &BANCERERN T%. AREERKN ZBRE
BT, BFLEIZE] 100%, B HRHERS, HILE H{EREZBREHR
ZHINLSERR ZE R,

MAERAN CRBRIKTERENAR, WUREXRSNWER. ¥EHZBEE
BRHZEOCEW, SEBRENTBILR. BEMBERANZE-SC, Bk 1-2n, TUE
BESaTH, SR HEEINZEEMERBLARE. NN ZERTUAT RN,
KRR BIRE.

el 2, 4-ZRTEEBABERARRY, FHEAERAMEHHA, HE~E
TMEES R,

3.1. 3 S ERESL

B RMFRR 2, 4ZRNTEEH. ATRERNIRE RUBNSEEWL, #
HEBERI RN ZFFRAEEEBTLC)WAENMN S BHTRI. HiEBERRk
FRBAREIE(HPLC) e, (BREIEENR, REHE, EHEERRN RN,
BAVEAL, ORISR T, R EERER.

(1) RFFFIRIHI

RAANRKEFIR AR RITH, ERRIFMR. —RUK, A—FREXREH
WMZRTEE. FA%, TR/ MOEFIIESSR. EBRK. Fok. ZRHEARNERL
AR R

E—RIMAGERSE, BHU—EPR: Eok=4: 1 HERLT LS5 5
NERLEF, ERERRS, AMADBZBOFEEHERAF HIN. HROEWNE 3 1.

®31 REY. FYMLLBE

Table 3.1 the Rf values of the reactants and products

QAL CEERR YIRHk 4 DBP &4
E#ERE 001 007 030 061 086

REN RIMESBARGIEN R, f HPLC W8 F— RALE IS E A 3.1 Bk
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RIEE T REMEFEAIRL

cupeaiid

28 ks 2

—

v
- ]

%A A =254 5{380nm, FFE¥: 7K=85: 15. C18 kARt
B 3.1 RRAYFF=YIH] HPLC
Fig.3.1 HPLC of reaction
{RSIEFE] 4 1,63 2.33 A AP FME, 4273 /A7), 6.070 44 DBP, 10.026 4%
. BREYHASEEERIERE NI, BEGIESITERS HPLC SR %
-5, RTEPR: Eok=4: 1 BT ZBIEF.
(2) FAAEMEHECEIRE N 20%. 10%. 5%. 3% 2,4- 8T HE" ZEER
a. REREHEHERSE: FIRFREX 50mg #E5, B SmL AEMY, MATKZE
ZZIE, BEVKER 10mg/mL FFERER.

b. MBHERBRMES): FHAFRE 200mg £ 2,4-— T EXE), B 100mL
AEMT, MATKZEEZE, BEREN 2mg/ml i 2,4- T EX5MER. )X
25.0mL ¥ 2mg/mL &9 2,4- = T ZEFBERMAZ] 50mL FEP, KL
BIZIBE, 83 1mg/mL 1 2,4-ZHUT ZEEEAW, FFFEE, 7 LAERCH) 0.5mg/mL.
0.3mg/mL £ 2,4- — T ZEEBBE R

MTTEFIAEST FRESEW 10 mg/mL BIIREH 20%. 10%. 5% 3%H) 2,4- =481
HEEMER.

e, FIRER GF254 FRk 25 76mm MIRERAR, RATEEIS), RIGHEREERE
1 10-15mm &b & LA MEE R BRI R, SHEER—3, ¥RFERiES
BEBEFFNBEFES, £RIH_ LT EIRKE 95%A U, BRI, KA 254nm
THOM, ARIERESPBEIBE A AN Wik ExTRAAALLE, BIRE E R LEE,
FERER SER—SIR LRI, BIRIE HEPEE &R MR RS .

3. 1. 4 PRI E LAY B R

SERRERIES N 2.3.1. X—FHH7Y 5, T- T ZE-3- B E-Z kR -2- NP AE
HF—HRNERNY), FIANERMBREELTSE, BRHAT—ERNF. BT
BoERNEAEEE THIT, MEHFRELAN 24-ZHTEEFMFE EEHIREETHK
RS RASFIRA G, P15 B IR RIR K

-25-



3-F R EFRIN-2- T A Y& B R

AREBHHLE, REROHOKE, MALRN ZBEERT LA E K.
RNMERE, CERATURKBERRE, FHAT RN, Bit, EEHRTSENY
K.

REIEFIIRE S EAM, FEEESARY T T R,

HERRYPT, HAHRE 115°C, RNARI4 /DT,  2,4-Z 5T 258 S 2 BRRE
IRURBEELXS R Y= B 3.2 FiR.

*® 3.2 DBP 5 ZEERLPE/R T P R H

Table 3.2 results of different reactant ratio

T FE 1 2 3 4 5 6 7
DBP/mol 0.1 0.1 0.1 0.1 01 01 0.1
40%ZFmw/g 167 185 204 222 24 259 277
FE/R L 1:09 110 111 112 113 114 115
YRR 235 245 259 261 262 262 262
FERI% - 857 931 990 992 996 996 996
100 r
95
xR
¥ 90 -
e
85
80 1 1
0.5 1 1.5 2
b5 OB L1

Bl 3.2 YpRHEC LR R Y 1 0
Fig.3.2 Influences of different reactant ratio on productivity
M 32 FRTLAE . B nosein zae LRI, PERRWTHE N, 550 ZESR & 10
BInEM TR, 2 noprn aettER) 1: 13 0, PYREHE LG R AT
m, WHEBRNES, CERMEE. BRAPRES 1 111 12
LRPEI, HIERS 0.1molDBP [KIEE/RELY 1:0.9 B, FH TLC BB ANE BT
&, FANZEBRUGOBRRK, RME40JE, EKRNNARAEERNTE, YZER

.26 -



KEE TAFFLEAIR

R ERET 25.9¢(B0 5 0.1mol DBP (1 EE/RELA 1:1.4)8, HRZEYRITH, HEMEE
E, eESRZEBRUR—SHEEYR, BAEEREYRE, MAD>EKEI TR,
M Z BB B 31g (815 0.1mol DBP ) AE/RELR 1:1.6) B, iR L, EE,
£ TLC R LT — & aR S, BMEFRNYRER. REBERERRRE, FLER
YA, AR ST BN R R LR N E:

—~C=0 —~C=0
OH
Ts0 0OCCHO
>‘\§I)> . OHccooH —=°f_ ﬁ;’ + HO (1)

WHREFER TR RN, REEEXBIEHFERYE mFER, YWELS

BRBEERNCERBBRERAT RN, FRUNE 33 75
% 33 KRFH SRR IR R NI
Table3.3 Influence of untreated glyoxylic acid on reaction

REFS 1 2 3 4 5
DBP/mol 01 01 01 0.1 0.1
ZEBAER/g 18 22 24 28 34
Byl 2P, 80 85 92 98 99
YR B/g 20 24 256 260 26.0
FEZE Y%, 85 95 97 985 99
105
100 | -
g o e RRRNZER
ﬁ 85 e RALIRIARERR
80
75
70 1 I 1 | - |
10 15 20 25 30 35

LEHHE/g

&l 3.3 ZESERALE AT E X R
Fig 3.3 Influence of glyoxylic acid treatment on productivity
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3-FFEE R -2- B S YRA B

ME 33 FATUEN, ZERAESTE, MIOELE. YRR Rtk
. REPOETHINE RAEREREE TS5 RN,

WRERBM, ERNAKSKIEFERITY, FAERERRSTUMADSRIK,
REANVERRHEAN R, VIERR N E AT,

3. 1. 5 AT SR B RN

RMEEFENE K, WHERBLGETEIR: 27KRRBRE T R Al K4,
W EKIRRERRAEE, EMRKEMT REA BIRFEAT; 2, 4=/ T
EXMERE, TETK: ZEBBREKEE TETENGERN: XaFIERENTL
BRI, ERIENER, FEMEEEEN. RTXERE, FEEESENEN.

FERPIEA: YRR 1:1.2, FRARREER, EERP FMAERES K. 5
BEERINF 3.4

R 3.4 BRI R LA
Table3.4 Influence of different solvents on reaction

IECHk Hok & 0 ZHk

AFAE/mL 20 20 20 20
437K B [8)/h 8 8 4 5
AR Y% 50 50 35 99

ERRERMECKE. FOHIEDEKR, BT ENNMIBEENE, RNERRE
HERAABER IR, FEENBERN, KKEMAE, &R KRR,
RBISECNHEAT. A 1, 2-TRTEAENER, BUK, SRITFHERERM R, B
BUEA 1, 2-ZH BB MTHMMEELKK (d=1.2351) , TEERAXERN
K. BERIT—NERAMNKE, B34

B34 27k%%
Fig3.4 water separator
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KER TRFREFAR

ZAK BT LA —E AR B B KENBELEY, 2BEEN"8Z
SR LAE RN .

1, 2-—HZRAED, BERMASERYR, MERNESRYNHE, FHEMRER.
MABEHEE, TLRDSEH. B, FEX 1, 2“8 IRHARHTER, £RUOR
3.5.

MFE 3.5 HALLEH, 0.1mol DBP f122g ZEEBER RN, 1, 2-—HIKHEA
30mL B, RAVETE} Sh, T74M &A% SomL B, RMEEFFEAA M. EHR 1, 2-—8
ZHEFAEH 30-40mL A H.

% 3.5 ZR LE BN EBYEAL RN
Table 3.5 Influence of solvent quantity on conversion
ZR LA EmL 0 20 30 40 50

REAR BERI  BEHSMIE  RARE By By
B, kEshE KR #BY R R S, Rl 9, K

-3 M, BiElEE 5, B8 ABRER LB
HidthE  mER ERW
IREA® H5
ERWR
MEEELE %S 5 80 99 100 100

3.1. 6 M3 L R F2 R
B THEY . ZEERAHR. EH). BRIREE, IR K, SERERET
B _—RZGERSEP T IMAZ RS, ZERUBMA T XIMAZISBER — R 5tH
W, RRCBEE S KAWTRAT. Iy A0 R HIEMINER 3.6 Fi7R.
3.6 ey A5 R

Table3.6Influence of ways adding reactant on reaction

Ei'e S yib — Rk YA

ETSE RNAWHK, HKEER, & REAKSK HKEER,
REEBRHN BCHAEEY 88 BWREERFREEER 18C, #
T, FTKo i RIEER MG REFERKIRKES B

BELE % 100 100

SR R/ 4-5 et fa)+4
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3-FEF IR 2-BIL S VIR& RETR

ERAI, —KEE, RETAEIHT, BEGIEHARTUEICINTE, REY
KD . WRENARRTE, ZRMRENBRN. SKRRE, RELSESNE. i
IR R R F AR AN BB RS /KT RN, TR B B0 I 5e B R B A B TEAR
BT XARER RN RNAKHMA R T KB ZEER, FRIET ABLRST. B
b, — KB KR LR N 5 AR T

3.1, 7 HELF R AL A 2 34 R AL B9 220

BRI R R R RRVE A AL SR AR B A B BT T Ll 425 F
£374,
F 3.7 BX RMNEE W

Table 3.7 Influence of acids on reaction

AR TR Xof B KB R

Fi £/mol 0 0.05 (27mL) 0.05

TLRMR. RN##AT, WBRESEW BEHGERERL
BEEK 4

BEEILE Y, 86 94 99

Aneg, RN EKEHEUATS: ARTERMEE S KOBHT, RRTRATSRE
FAAER: RS PRBBRIEA AR, R BRI,
£ 1, 2-"“HZHAEH 30mL, 0.1mol DBP il 229 ZEEEARR N (BE/REL 1.
1.3) , WHERE 115°C, MARERK PEBEEFIN R AZHLE 3.5,
& 3.8 NREIKIXT P ARHRR BT 7 2R 0
Tab3.8 Influences of different TsOH quantities on productivity
X EFEFEREE/g 0 002 005 006 008 016 02 04
FER /Y, 878 92 971 977 977 96 94 92

ME 3.5 PEILEH, WRRERARALTN, RNTRRE, BEESERAE
MEBEHSERMN; DEXFRBMNFEREAEERET R, Y FRERARYE
0.05-0.16g B, F&igE, EHAK, FNEEEIEETMRNAES: *TREHEBRARK
T 02g /5, FETH, BEGIESRAFORAER SPERMBELTRERRN (1) ;
SR 05g B, BEINTWRRLE, =N S0%EL. WPEBROSEAR
BRERRNY) 1g 3T P KTHEL.
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REBTREMT AW

—G=0 R
TSOH 0O0CCHO
- + HO ()

+ OHCCOOH

100

95 t

920

/%

85 |

80 +
0 0.1 0.2 0.3 0.4 0.5

PEURAE/g

B 3.5 A xR R R
Fig. 3.5Influences of different TsOH quantities on productivity

3. 1. 8 RELRE R R HI 7200
B b, SHARMEEAERE. BESKIHT, BEN2CHFAE. 4
A AR RE T AKKERE, thRERMEE. TREAR, REEIRE—SKER
(ENRPURAE) , RMAELEAT, KB ARRIRK. £T I, N 0CHEERmA
BAEXT R LR .
% 3.9 MBREEX RN
Table 3.9Influences of different oil-heating temperatures on reaction

ZEBER/mol DBP/mol  IMWEREE/C RNATIE/M  EYIEAEY%

0.12 0.1 80 15 20
0.12 0.1 90 10 80
0.12 0.1 100 8 96.6
0.12 0.1 110 6 98.5
0.12 0.1 120 5 99

0.12 0.1 130 2-3 50
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3-FERFFRIG-2- L SYRA TR

120
- I P

60 / AN

40 /

20 | #

0 1 ] i . L L
70 8 90 100 110 120 130 140

HBREE/C

ARy,

Bl 3.6 AR
Fig.3.6 Influences of different oil-heating temperatures on reaction
AR 80°C, WRNIRIFFIAEIN, ZEEMERSHEREK, KIN 15h L%
IBIRIE, BHERSKAASRERRN, BREERN: 8RR ARk
HOREE, BRAHMEGMEZIER. MUREAT 130CH, RRENMESEIL. #
K, RERNMHZBIREGHEE, NMYWHLE, mERELEL 115-120C, RIETE
K3 4-5 /M, BEERNZSFRARETM 712CH N 87°C, REBITFIIRPHEE .
3. 1.9 MM RN
BRI GYTE SOCUUEASEMNEL, RNFERAEAMFF. BERRPLATL
EFHRIREBRG, BEERBTUIR. ERRNEH TEETHERRRILRG
R
#3.10 RN R
Table 3.10 Influence of N; on reaction
SIVEIS: S BAAARYP AR
KRR RNBARRAELE. TLC KEBEATRER, TLC
RFER, B EEN BREER, B
HEEARRIFIBLT, FEFRAEYN, BEAEEHAENELTYSE (Rf
=0.86) M, EMHHLETR, BWT—PRM. E£ESFERPT, RS
A3
APESRERIERIIRK. FEit, XAMTHE: AESRHBEMER REH
BRRHARL, REASHELE, FHRRE 4 DRE—VE, XRIFEER
T EAAEFI AL AR 5] B
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KERTRFRLEALI

3. 1. 10 % 5 TR BRI A 2200

REMZHRE, MIFEPPELENCER, FERE, TUSERE LSRN HRE
Y. EZRLRABPYGR, SER_RIHEXER K. ALERE_RIRK, ik
AR AT RS R T VR -

AUZHZRE, HYHAKR, SERRNNZER, AHEEWN, WHIMAES
Ft, BIEMMIRAER HEAR. CRIEHBRMADRIE St n] EURIFHIBE .

ERMANECHRERFYE, MALBKEERRNKNZER. ke, SH0KE
FRERBHIARN 13 £4, JpHEN 6 oA (KAYERZIR) , BIn{E1b3k. B
SURBESH KA, RAFBETREGEYRNEEERE, AKPHBEERK. SERE
T BB R E R IECKEER.

VERRANEERIIRYE, B 10%MBMMERYER, BENYATE-PRN, &
BOLZAR ALY, SEUBHE. X EEH T PRI YRTRIRIE RI&H.

TRY, TRAERIKRE, TRETER, RAERD. TARBREHAEAN
3-4g BIR]. thAIEATKEEERS, BT REERE.

3. 1.11 5, 7-ZRT &-3-BE-FHKE-2-ERE K L1 AMA

ERAVIRIEE HE A/KBEFESRIH 250mL = OFSEA A 104g (0.5mol)
B2, &R TEEE (DBP) , 110g K 40% BB, 0.25g KX HFEER, 150mL
B 1,2-Z8CHt, HBFHEZRE 120CEIRA /K, BRIHEEIAE] 86-87 CHEHE T RN
5, RESERAEEEIERE, BERNES, BAERERERN—RAE, EEEX
Korth. BEERBIMZEIA, A ImL K.

BEZHEF & 258 130mL, fIA 400mL IECkE, “WHJERKBER, EESH.
RAHBR5E EEAEVAE, KEBRAECKRER IR, &HFAV4HE, MA 10g XA
BRETE. TRERHIECK, B3™Y.

KRR, RMEE S N, RABERAMER, YEHEATLA 1 1.1, &Rk
F/NEIKF 97%.

3.1.12 I HIRIE

AHCHRBEETY, RBBAEEEOTERNE 3.7 . WEKBRILRIEEYE
3.8.
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3-F AR IFORI-2- ML B YR& AR

DAD1 E, Sig=280,16 Re=380,100 (51610004.0)

AU
m;‘
1504
ﬂn'r §
® M § 8 g 8
o c 0 Q c
o i ?g + ol sl " e
2 2 A 8 Y 2 14

SHrtE: A =380nm; FEE: 7K=85:15; Cis AL
&l 3.7 5,7- 0T F-3- 3R A AR HE A 2- B AR €
Fig:3.7 HPLC of 5,7-di-tert-butyl-3-hydroxy-benzofuran-2-one
EE 3.7 %, FERBRRENER S.641, EBAN 1%, FYRRER RN 4273,
FERBEITER 1.630, 2333 MEFYIKFNREE. BREAFYRRENEZE 11.795
P E. OREZERMBEERN 13 %?

JL J A | J
s e s e m e B ! B S Am A mn et
4 3 2 ) B -0 ppm

T T

8 ? 6 5
ho v emam et o — —-

1.00 0.45 1.70
0.42 8.41

% DCChL #7; 400MHz 'H-NMR
& 3.8 5,7- T #&-3-FREE AR RM-2-F T 'H-NMR
Fig.3.8 'H-NMRof 5,7-di-tert-butyl-3-hydroxy-benzofuran-2-one
BHERET, 65309 (1H) KN ZRIRREN 3 SERIFEY; SE3 5420
() B2E, ©EAEREMETEE, RIBAE. BHNARESRENALE LI,

572 CH) EARERBRAKEH LRBRANE, §1.3 (18H) EAAFHMNT Z LHEA.
HIGEAFEYME 5, - T E-3-BE-3-F-FFFkmg-2-5.
3. 1. 13 /h\gh

2ibn ZERE R TR R R, EAMANAFERISERRN, B45]
BZBERREERE, FmBRIHEILE.

B S, T- T E-3-RE-RHm-2-F 144 DBP & 0.1mol K, ZEEE
WIRHKI &4 22g(0.12mol), XFFRZBEERAIIHEN 0.05g, ZH 4% 30mL, HBEE 115

«3.03



KEE TRFELEARL

C, BUURSFRS shy BYRLERSE 100%, F%F O%EH, FHRUETFF—£R

3.2 5, T-TRTE-3-BE-FIE-2-ASER LGN

3.2.1 L R AiE

5, T-— AT E-3-RE-FIHkn-2-TARE, ERHFRENLT, TTUESFERL
EYREFEBA, ERGEESK, R Friedel-Crafts FiZEAbidf2. BAEAKEMRH,
EEERAT 1. | BREBNBRSITREAN. RNHEUTK=FENG:

0-C=0 0-C=0
OH - R
+ ~HOAICI,
+ ACl, — - .
* B

0—C=0

A%

KHLIk, H-mRNANEBEFIRTK =88, REGKEEFERBMKE=
A, ERTERERE. REFRHE—SHOEAR, BE “GE” 1TZ, BT
FEMIRIE R, HETHENAE, PO TR, BUEEL. SRS TIBER L%
HRIXFMEALT].

XX EAEATIHFEIRN EEZRE. ELFETF5IAFBERNREH X
(Montmorillonite Clays) f{LHl, XIEMEUFITRIIN A FERARN. MARM. 7§
BRRM., EHERMN. FHRM. ERRMEE. #ARAASEELH K10 0 KSF. BT
L B YRHRNER, XRET EMHEBEFHN. R e ESHMER
BAZTERBECEVRISUIEELT.

BRI RN RN T:
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3-FFRFIH K- 2- T SRS BB

% o—jl+ or,

G 50
R +HO + |/
AR O

3.2.2 3-@, 4&-"HEFHE) -5, T-THR T E-EIHFRi-2-Faa i
ERIEEZN 233,
(1) PEest R IR

REGEFEA Friedel-Crafts SrEMILHR, A TIREREHGHALERFYINEEYE,
BB BRILEY, A RN, EHIH R BT KA 3. 9
Fi7Re

MEFFTLUE H, BEESS— AR BN, RASRBERS M. 2H&AF) 30mL
BY, BUAEREERENEMTEN. ERAE 25ul, ANETE.

R 3. 1B PEAEN KNG
Table 3.11 SInfluences of 0-oxylene quantities on productivity
FlRAHE/mol  ABZHE/MmL /%

0.05 10 40
0. 05 20 62
0. 05 25 68
0.05 30 68
0.05 40 68
0.05 50 68

RIZA: BRE165C, KMETE 2h
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FEE /%

O (! L 1 1 |
0 10 20 30 40 50 60

4B = i K/mL

B 3.9 48 — R A BN RN
Fig. 3.9 Influences of 0-oxylene quantities on productivity
(2) TR R TR

Friedel-Crafts StBALE IR EM B HRRMEN, FHOENFIEIK=FILE.

FULER. KSR, RN . =R ZBREES.
OEGHEATIRT REIE W

SRS N 2.3.8. GRWE 3. 12 Piik:

MRFPEH, UMEGNEESFRELT, BEAREER, X RAELTEIE;
BALTEHIRE A K =R =FHE) K FIE. RTINS PRHER,
BERENED, BESREAE.

{1

% 3. 12 RN FAL R AT

Table3.12 Influence of traditional cat. on conversion

s K FK =SEME  SHEMZM TR IR
=EMAR e
AR /% 42 15 20 30 10

RN B 80°C, RAUAIE 3h, EHFIKMEL: 1.1
OFAL BB T AL TR S Y B
ARNFASN L R EATIRAEN, FHIERT JLAEABRELT:
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2 3.13 S REACTIXT R0 0R
Table 3.13Influence of montmorillonite on conversion
AR RAAL  BUMEL Fucat 22B
(A1)
itk 2g 28 28
HAES O 25 T8
MRFATLUE t Fucat 22B BRI AF. 1#%£4F Fucat 22B fEAEILA]. THMFRINE
3.14 Fi7R.

% 3.14 BALKIZER I Fucat 22B BRI MR
Table 3.14Typical characteristics of acid activated montmorillonite

5h30 EELAR, 7358

SiO, 61.2% FHHBTFEEL 2.5%KK
ALO; 13.9% g

" ) Fe,05 5.9%
BB o0 1.9%

KEHK  Mgo 2.7%
K,0 0.6%

Na20 0.2%

pH=29 Q%K)

B AREEALTF 22B HITALEE.

& AREAFEATEEFERTHGE. 35BN T ERIREENHE,
—RCR AL, LR RIMEA . ABTSUH 22B 7E 100, 120, 150°CHLEE 2h, I
REEPXFERERREM., BT ETAEEE L.

K 3.15 BT AR E
Table 3.15 Influence of activation on conversion
RiEW  100CiELL  120CiEHL 150°CiEHL
BALHEP, T8 78 78 78

RIS PRIEL 1. 4, EBUAFIHEE 2¢, RN 2h

AT AR RN MR & 5, 7-ZRTE-3-BE-EHKE-2-FAEY
0.05mol, $R—FRZKMHE 25mL, SHEAME 165 CRISZMET, MALHIRE BT RN E
3.9 B,
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F 3. 16 EATIA EX R AW
Table 3.16Influence of catalyst quality on conversion

EBUAFIER/g 0 0.5 1.0 1.5 20 25 3.0 3.5
BIAR/% 0 30 62 70 78 78 18 78

100
80
60
40
20
0 & 1
0 1 2 3 4
EUTIE/ g

AR /%

B 3.9 AL X R YA
Fig.3.9 Influence of catalyst quality on conversion

MERTTLE N, MEERATBENEMN, REHEM. BHBXT 2gM, X
BARGEEM. BATIRAE 28 LLREE.

BATHER RS =R m: #RESER 2.3.11. RESRE, JSEELH,
RS FERENRNET YRS, BE. TREHET T —XEM, £R0KR3.17/H
7R

F 3. 17 ENFUER KRBT AL R

Table 3.17Influence of catalyst recycle on conversion
EUFERAKE 1 2 3 4 5 6
AL /% 78 78 65 65 54 30

BT R E, B ERIE, BUARABROEY 1. 5¢

EA, QKB pH R 6, BMEHER.

(3) REHRAER RN |

AT E 2¢, YRILL 10 4, RBY 2h KI5, BRETEEX 5, T-2HT#-3-
BRE-FHRm-2-F LKW, WE 3. 10 Fir.
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& 3. 18 RGBT HAR
Table3.18 Influence of temperature on conversion

PlEE/mol  F=FE/m L REHRE/C A%

0. 05 25 110 21.3
0.05 25 120 38.4
0.05 25 130 56..5
0.05 25 140 69.1
0.05 25 150 72.1
0.05 25 160 76.2
0.05 25 170 78
0.05 25 180 78
100
" 80
¥ 60
§§ 40 {
20
0 P R W S R S S
90 100 110 120 130 140 150 160 170 180 190
TR/ C

B 3. 10 [ R BEXT Fe AL R )
Fig.3.10 Influence of temperature on conversion

ME 3. 10 AT LLE L, BEERIBENIRS, HUERHM, SEEX3 170C,
EREAE, HEARREES 180C, AHRERRN. RIEEEI 165~170C.
(4) RPZET RN B2 B R

TEMBIREA 165°C, 5, T- T Z-3-FE-FFrKm-2-F1 0.05mol, 48_HZ%H
B 25mL, EUFIFE 2g, BT RNERINS 5, T-Z4UT &-3-BE- I3 -2-FisMt
REW, R 3.19 iR
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# 3.19 AR R AR

Table 3.19 Influence of time on the conversion
BfE/min 30 60 90 120 150 180
#E/% 10 65 76 78 18 T8
RICET 1h, SALEAEINIRAR, RAGHIT AL 2h, FEEAEEM. RAERNE 2h.
(5) TEREIBEER

BRELHITIE, BHEORRARNESREMTIES, TEIEXER%E. NE
HGTEY BRI, pH 85E 2, BRVRK. ERELENRESETINES £
BRRMNE 5, 1- 2T &E-3-BE- K -2-F R EEAE, REMHE, HimEm
T—SWELE. Bilt, EEHREZANZAKER. TR RERIERE EH
0.098Mpa, & 70C) .
(6) B4 EBFIXIT=ZERZN

WEFRBHA—FE, BIUGKERY, B8 T KRR S, - R T E-3-Fa4-
EHR-2-B LA R, ARBELRSE, ZERIATNES, TR LBEES .
PEELZMERE R SRR 5, T- ZR T B-3- BRI n-2-EA, & 70°C T RmE
B, IMANE—ECA 25-30mL, MIAEZD, REEAMBMREERBYR, EARNELRK
B, MAEL, XK, A 2onl FRELRKBHAEER 128, 7E 6%.
() P=YEE

B4 EFERERhAGEEE, PSS 130-132°C, BiFE/RAE>9%, WH IR,
RN F

ME 3. 11 ATLLE H, v=1813.37 cm” F7R C=0 #&3)), v=1065. 72 cm” F7x C-0 $3),
01200 cm' FR=C-0 HI3RZ), PRAHBEMIMFLE. v=2965.30 cm', 1475.39 cm FR-CH
¥R, v=896.73 cm' RNEM L C-H Z Hifs).

-41-



3B 2- B S & TS

= .
of l[ i ’q
H ~
1 H
a
2
H
}
R
AT T T T T T S T T S T P f
4000 2500 3000 2500 2000 1500 1000 800

‘Wavenumbers (cm-1)

A 3. 113-(3, &- = FEEH) -5, T- U T -3 H IR -2- BRI S M ]
Fig. 3.11 IR spectra of 3-(3,4-di-methylbenzyl)-S5,7-di-tert-butyl-benzofuran-2-one

AN NK2AY 10

Scan 2572 (12.223 min): 06273830

2400000
2200000
2000000
4800000
1800000

1 400000

400000
200000 2z
. 133 TR
a4 57 == G 3G RGT7 san Se F -
B U2 Sr P .J KA A S A P T ! ) wre

B 3. 12 3-(3, 4-ZHHEKE) -5, - T B IR -2- T it
Fig. 3. 12 MS of 3-(3,4-di-methylbenzyl)-5, 7-di-tert-butyl-benzofuran-2-one
MB 3. 12 FRTLIEH, n/z 5 FEFIEY 350, £ 3-(3, &-ZFHFHKHE) -5, -
TE-FHRG-2-FH ) F&. BLAINENFLET LLUERAERME 3-3, &-ZFx%
&) -5, - T B FIRAG -2
SHEEIEEME LR KR W, £ 5 7-THT E-3-BE- ARG -2-FTEL
PP EHAFNLEF~ENRE, n/z 5 FETFER 350,
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(8) ERHK

ENBRMMER E, SRESTTHR, S&REE. BEREDT:

TEHBENSE. WE. 2KSEAMESEFER 250mL = OESRA A 104g (0.5mol)
B2, 4-ZRTEERE, 102g B 40% BB, 0.25g Xt FRBEEE—KEY, 150mL #)
1, 2-Z8 2%, BARSESHE, mBFREIRS/K, 2RMNEFES 86-87CH, K
R4 4h, 537K4 T0nL. FAEEGESTE AEEK, SERN 1h. BERHBERN_SHZ
Be, [ESCAEF 120mL. A 100mL BIIECHEmg, #AEIE XA 200mL [FSkE, FK
PR =K, YeE pHAE N 6, FIRA/K 100mL. £ EEHEVIAE, /KA 20mL
[ECHFER IR, SFEE, I 10g TAMBRETR. THREZEHIECK, FKESD
£ 330mL, 1824 128g, FEH 97%.

AN, WE. /KB AEKRH 500mL = OFEEAMA_E—SB I
5, 7-THTE3-BE3-E-FH%M-2-5, 300mL 489, 20g FEARREMLT, Hik
Bs)E, MEREAZE 165-170C, RNENRSK 2h. BERIEFEAHZ 100CH, 3
BrEE RN, A 10nL 48 - FRVERMEATIZIEETE. 7E 0. 098MPa FRUEZHE %
R, BIKARZFZK 245mL, FEIZHERMFTY) 163g. 7E 70°CHAFEE 250mL,
(RIFIBRERRE 1h, HEMITH, SkEEBire 2h, . Mg, BRI 240g, 755 69%,
Saia&HERMER

EP TR E IR 3. 20.

& 3.20 HFIEMER
Table 3.20Recycle of solvents
1, 2-Z§ g ECk ABZHE g

AE/mL 150 340 300 250
B /mL 120 320 245 225
B /% 80 94 81.6 90

3.2.3 5, 7-ZRTE--BE-FHRE-2-EWN_FE. B ZRFERMNRZIRE

S, T-TAT B3R E-EHFRE - K, B ZFERNALLERNS, 7-2&
THRI3BE IR -2-F 548 F R R N AR, Rk RNAISURAT B, 8]
TER, PR 3-2,5- T BEIE)-5,7- AT H-IRF-2-HEA 3- (2, 4-ZHEX
) -5, 7-TRTE3-E-K K- 2B, HRES 233
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3-F5HAFRIE-2- A S W) AR

(1) g 3-(2,5- = FEEHFE)-S,7- KU T FE-ZE P -2-Fafts &2 93-95°C, Frf
78%. EIR\ MS. 'H-NMR 1 Ffix:

BI3.13 3-(2,5-ZFZE3E)-5,7- AU T -2 010k -2-FR I 404k
Fig.3.13 IR of 3-(2,5-di-methylbenzyl)-5,7-di-tert-butyl-benzofuran-2-one
B 3. 13 AT LIE H, v=1813.37 cm’ #755 C=0 #Zh, 1v=1065.72 cm F: C-0 #E5h,
V=1200 cm” F7R=C-0 KRS, VLIHEEIAF/E. v=2965. 30 cm’, 1475. 39 cm #5-CH,
&5, v=891.61 cm’, 814.79 cm’ FRAEH b C—H 25 fiiE D

bundance
Scan 1871 (8.323 min) 0414GB.O

: 307
3500000 :

3000000

25600000 |
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2000000 ’
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300000 ; ) :
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20 40 6o 00 1001201 i 16018010022024026025() 3UO320340380380400

i
1000000

Iz

Bl 3. 14 3-(2, 5-ZHIFLAIE) -5, T- A T JE- 2 F k-2 i
Fig.3.14 MS of 3-(2,5-di-methylbenzyl)-5,7-di-tert-butyl-benzofuran-2-one
M 3. 14 FPF Oy TR TR 350, P44y 15k 350,
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7 H
)’/ ’’’’’ - / il i _._/
| .
i |
i b < PEAAN
o T e T p———— - —r—r e ——r—
8 7 6 5 a4 3 2 1
_ 5‘1-0 5.11 ) 9.50
n.%0 1.00

K 3. 15 3-(2, 5-—FFEHIE) -5, T- AU T FE-ZR kg —2- i %
Fig.3.15 NMR of 3-(2,5-di-methylbenzyl)-5,7-di-tert-butyl-benzofuran-2-one
M 3.15 ATLLEH, §5.01 (THD E3MIFHEAMMLAIE, 8225 (6H) B
B ERPA-CHa, 8735 (SH) ABANFEH EHAERE, §1.2-1.4 (18H) A LH)
AT 23 _EIA
SR E RS ENTIE BT A A 3 (2, 5- — BEESEIE) -5, T- AU T FE- g
“Q_EEJ
(2) W48 3- (2, 4-—FFEEF -5, 7-THUT FE-3-F -2 FFRrg-2-fR (16 =00 130-132
T, FrEA5%, PPFH IR, MS B F:

d R R R OR

T

A R R R R &
woberrsdunaberiadanbrena buvecbreaa boarby

&

g..-l.n.h...c.. o

g e 1 e B T N R L e N R £ W L e e N s e R 8
3500 3000 200 2000 1500 1000 500
Wamrurters (om-1)

B 3. 16 3-(2, 4-—BFEAIE) -5, 7- AT B g -2-F 44t
Fig.3.16 IR of 3-(2,4-di-methylbenzyl)-5,7-di-tert-butyl-benzofuran-2-one
ME 3. 16 ATLLE 1, 1v=1803. 13 cm” F7r C=0 &5, v=1070. 84 cm” F7x~ C-0 #&3),
v=1229. 59 cm” F/R=C-0 KIIRSN, LEAHBLMIFEAE. vV=2960.30 cm’, 1475.39 cm’ &R
~CH: 3750, v=891.61 cm”, 814.79 cm’ FRAEH _F C—H I #iiRsh.
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B 3. 17 3-(2, 4~ HI3EIRIE) -5, T- T 26— Fkmt -2~ i
Fig.3.17 MS of 3-(2,4-di-methylbenzyl)-5,7-di-tert-butyl-benzofuran-2-one
MEHFRTLUEH, 7 FE R 350, SilsrFRA 350, AT LUIERI BT & R =42
3- (2, 4-ZHEEZEEL) -5, 7-HUT FE-3-A- AR -2- A .
3. 2. 4 Ht S ER LSRR B EH RGN SIS K
5, 7-ZAUT HE-3-FR5E-3-E- 2R AR -2- kR TR R R NS, AFFURLE T S,
ST BE-3-REE3- A I P2 AR R . R, B SRR R .
(1) 5, 7-ZBUT FE-3-F2 k- 2R IR -2- A F1 21 S Y

RNEEEFER] 2.3.4,

SERRIR, 5, 7-ZAUT H-3-FRAE-3- -2 I 2-A 5 OO R AR RN, e
RAMEGHEATE R AR AL, RNEAE 5T, BEEIE] uz—*é%
BEFEYE R, REIR), FALERR AR . TR RN A A, EEE G
AE=)

XA e ARG R T, S, 7-TAUT JE-3-F0E-3-A- 25 Jrwii - 2- B TR A 1 B A
OFR, AiERAEER R,

(2) 5, T-ZBUT HE-3-F2HE- 2 T2 e F1 P 2500 S

LI HREEFEN 2.3 4.

KH S, 7-ZAUT 2E-3-FA3E-3- -2 RN -2-d 5 B AAE [EUARR I AL T ] LG Bl
Yo WAFF=Y0HE 5 130-133°C, F=3A 40%. AR FIFIE I — IR K i ik
FIFAR 3] T TP AR 4t T RIFERT LAY, 1 ELP= 3 e KK,
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PR E AR ] AR RGOS M AR, SRR, A Ee i A E A BRAL REALTRIE
FRE AR ERN. MR EHEE B BREREERAY.
(3) 5, T-ZRT E-3-RE-FHRME-2- B = F RN RN

5, 7-ZHUT E-3-B5E-3-E- K FFRm-2- B = PR B AR AR T, R
NE&AMER 232, RVABEREBARE, 5, 7-ZHT HE-3-BE-3-8- 2R Fkeg-2-Fi %
IR, KEERMFEANEEAY, EERRARITY.

AR TREFAEAKR, FXREGHEERAR, HHELETRNMET. BA
EHPEGTESERN, ERETRESWERIRN, EHREREEDS.
(4) 5, 7-ZHT E-3-FREE- R FFRAE-2- B F 2R AR R A R S

5, 7-ZH(T &-3-BH-3-E- 2K k- 2- B R PRI AE] 165°C, FEERENR
N RBEDEFY). MARSHBRIK ZEABENEATT UBREY CGERRER
23.6) « YA, 158-160C, FFHE: 15%.

FYRIHGER T
| | B
___.fw{\ﬁ _ lt _[ _
_JJ W J‘ | |

.......

& 3. 18 3-(2-FEEHHE) -5, T-H T E-FIHFIRm-2-F %

Fig.3.18 NMR of 3-(2-methoxybenzyl)-5,7-di-tert-butyl-benzofuran-2-one
B, §49NHERNENR, ESHT.35H066. 97T =F WU 5, 7-2KT
3B 35 PRI 2- BV T 2 P RR AR AL . IR IS ZM A, RN

HRIR F o

B4 S5, 1- 2T 3-BEE R I-2- B 5 RATAED RN LR ER, ALMEER]5,7-
THRTE3-BR- R85 BT E Y RN R PSR N R AR
SE—FHFESPE-KFR-H =P >R, SRRMEF/EMENSY. KEFHRHF LK
RERE TR, BF 5,7- ST 53-8 2RI 2- AR B8 [,
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1. Db S ZEMEHER 2,4- T EEB AR, BdBREARLIEAMR T+
4K 5,7- AN T H&-3-BE- 2 3m-2-8, BRELEREEE 100%, BKEKRRVASE .

2. BRERTHERTUASSSAEEERS 24-— T EXHRN. HRERE,
By, PRSI RIS 2,4- T BRMRHER B

3. NCABEFEBREEALR], 5,7-ZHTE-3-RE-ZFFHA-2- B S Z PER YA K
3~(3, 4-— B HR) -5, T- TR T E-FH-2- B KT T IRL, KRG TR

4. SR 3-(3, 4~ BREFERE) -5, T- TR T - Ik -2- B LR BT
K, BEBT—EHEXNIESE, HTWBKSERRE TR HE.

5. B 5,7-RT E-3-BE-FIFRE-2- o R 5E PR, MIRE, X,
X, EEBMRNAHRT —RIBHREF, B IR H-NR I MS FFBRIF=IERIHT
THRIE, HbS5EFMRNARIMEY 3- Q-FEREFRE) -5, 7-ZRTE3-E- K4
gt -2- B S U SCRRIRIE

6. 57-— T E-3-BE-FHR-2-HSHFEMTEVREHEIF . N _RHR>8-

P> Z - FERSRFR-H=FFFK, SEARNEFHEIEN~Y.
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Data File C:\HPCHEM\1\DATA\SIG10004.D

Injection Date
Samvle Name

: 6/3/2005 4:13:39 PX
Acq. Operator :

Location : Vial 1

Acu. Instrument
Aca. Method
Last chanoged

Instrument 1
C:\HPCHEM\ 1\METHODS\DEFOLDLC. ¥
6/3/2005 3:25:21 PN
{modified after loadina)
C:\HPCHEM\ 1\METHODS\DEFOLDLC. ¥
6/3/2005 4:44:58 PM

difjed after loading)

Analvsis Method
Last changed

DAD1 A, Sig=254,4 Ret=360,100 (S1610004.D)
mAU
120
100
80 4
80
7 §
204 g 8 g o
01 VAN i AN
T R T T U T T T
1] 2 4 -] g 10 12 14 em:
DAD1 E. 519=280.16 Ret=380,100 (SI¢10004.D)
mAU
200
150 1
100 g
50 4 A =
N P :
~ 0 o - hnd v
0
T T T T T v T T
o} 2 4 8 8 10 12 14 18mi
EEasEEasEETITIEEmmEEEISETISS .
Area Percent Rewvort
—szscszszssmmsssEssssssessz=s=ss=szz=zass ====z=z
Sorted By : Simal
Hultiplierx H 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, S1g=254,4 Ref=360,100
Peak RetTime Type Uidth Area Height Area
[ frinl fmin? wAU*s) Imaul %

—emm oo ae T P fommmmenma- Jmmmmmmmman Jmmmmmne [
1 1.630 BV 0.4134 359.65915 14,99093 13.2635
2 2.333 W 0.3040 123.35178 6.50408  4,5490
3 4.273 BV 0.1999 1962.72205 145.68231 72.3810
4 6.070 VB 0.2354 65.00533 4.08256 2.3973
5 10.026 BB 0.2719 200.91362 11.41784  7.4093

Totals : 2711.65192 182.67829

Results obtained with standard integrator!

Instrument 1 6/3/2005 4:45:03 PN Page L o€ 2




Data File C:\HPCHEM\1\DATA\SIG10004.D

Signal 2: DAD1 E, Sig=280,16 Ref=360,100

Peak RetTime Type Uidth

’ fxini

10.038 BB
11,795 BV
15.890 BBA

fminl

0.3026
0.3126
0.2088
0.2281
0.2411
0.2867
0.2848
0.4589

Area Height
miU*s1 maU1

1
1068.36792  53,42503
88.92481 4.48617
3183.81787 230.30492
79.89768 5.15737
72.07152 4.40698
48.97830 2.57868
15.13004 8.72813e-1
31.47478 1.01603

4568.56292 302.24800

Results obtained with standerd inteqrator!

*** End of Report ***

Instrument 1 6/3/2005 4:45:03 PM

23,2833
1.9358
69.3859
1.7412
1.5707
1.0674
0.3297
0.6859

Page 2 of 2
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Abundance

TIC: 0527GB-1.D

1179
3e+07

2.5e+07{ 1:64

2e+07

1.5e+07

1es07| |72

5000000{ [I:83

AN

L

LI L B L B N A L LB B B T L R e T

ARARRLN
200 300 4.00 5.00 6.00 7.00 8.00 900100011 .0012.0013.0014.00
Time-->

Abundance
Scan 2473 (11.793 min): 0527GB-1.D
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Abundance

TIC: 0527GB-2.D

11,99
2.5e+07] 1:64

2e+07
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1e+07 173
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T T L B O IR N I AL LA IR AL AR AL BRI T YT T T T
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