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Agilent 1120 B AE %1% ; Yanagimoto MFG CO # s & L GBI R £ 1E) s Bruker Avance 400 Bl#%
R PR 1Y ; Elementar Vario EL JTTZE Y ; £ E HP A &) 5890 /5972MSD # T # Y.
1.2 3RE2FEHRB(,»R_E) _EHSH

] RN 8% P4 RIIA 3- B E-2- R SRR R E bR R 4y KA KR, B4 K BN e, 2R R
KREABERE W HIL R W0 AR SRS e k. K E b i, TS BB AR, B M Eskms5 B RR
BENEL S, WE 98 %, K 60% ~ 90%.
1.2.1 3-BE-2FEHRIBE_EBEHER

RALELREBITE BN 3-BE-2-ZAH 10 g (53 mmol) . Z B 1. 65 g (26. 5 mmol) , H 3 55
mL . ZHFHEK 1 mL (£ 10 mmol); BRMEEME 9.2 g A 172~ 175 C,4ifF 98.6 %, % 86 %.

TEM 4 FR CoHisOs, iHEME.CY%: 71.64, HY ; 4.51;LWE:C%: 71.45, HY :4.75. MS
(EI, m/z): 402.41. "H NMR (400 MHz, CDCl;): & (ppm) 10. 30(s, 2H), 8.54 (s, 2H), 7. 82~7. 80
(m, 2H), 7.71~7.69 (m, 2H), 7.54~7.50 (m, 2H), 7.35~7.28 (m, 4H), 4.86 (s, 4H); "C NMR
(100 MHz, CDCL;): & (ppm) 164.2, 157.0, 139.8, 133.8, 129.9, 129.1, 128.2, 126.4, 124.7, 113.8,
111.7, 63.2. }
1.2.2 3-BF-2-ZHEEQ,3-N B _FEHE R

ARFERG. R 3-BE-2-ZHE 10 g (53 mmol).1,3-F§ % 2. 02 g (26.5 mmol) . ¥ 55
mL ZH HBER 1 mL (4 10 mmol) ; BRI EBKK 8.6 g, M4 130~133 C, 4 98. 1%, R 77.8%.

TR A FR Cos Hp O i+ EH:CY%:72.10, HY : 4. 84;5CWME . C%: 72.13, HY% : 4.81. MS
(El, m/2): 416, 44.'H NMR (400 MHz, CDCl;): & (ppm) 10. 30(s, 2H), 8.54 (s, 2H), 7. 82~7. 80
(m, 2H), 7.71-7.69 (m, 2H), 7. 54~7.50 (m, 2H), 7.35~7. 28 (m, 4H), 4. 35~4.21 (m, 4H),
2.41~2.37 (m, 2H); *C NMR (100 MHz, CDCl;): 8 (ppm) 164.2, 157.0, 139.8, 133.8, 129.9, 129.
1, 128.2, 126.4, 124.7, 113.8, 111.7, 61.1, 27.6.
1.2.3 3-BE-2-ZEHBKRA,4-T B _BEHNER

ERFTERG. BREN:-BHE-2-ZHE 10 g (53 mmol) . 1,4-T 8 2.4 g (26. 5 mmol) , 3 55
mL ., ZFF R 1 mL (4 10 mmoD) , BRI HEKEK 7. 4 g, 4 152~154 C, 4% 98.3 %, W HK 64. 7 %.

TEM: B FR Cos Hu O, i EE:C%:72. 54, HY% . 5. 15; LWME.C% . 72.43, HY . 5.11. MS
(EI, m/z): 430.47.'H NMR (400 MHz, CDCL,): § (ppm) 10. 30(s, 2H), 8.54 (s, 2H), 7. 82~7.80
(m, 2H), 7.71~7.69 (m, 2H), 7.54~7.50 (m, 2H), 7.35~7.28 (m, 4H), 4.35~4.21 (m, 4H),
1.86~1.83 (m, 4H); *C NMR (100 MHz, CDCl,): & (ppm) 164. 2, 157.0, 139. 8, 133.8, 129.9, 129,
1, 128.2, 126.4, 124, 7, 113.8, 111.7, 64.5, 25. 1.
1.2.4 3-BE2-EZHRAQ,6-C 8 “HEHER

R FEFR. R ER 3-BE-2-ZH8 10 g (53 mmol) . 1,6-00 — 8 3. 14 g (26.5 mmol) . 55
mL. ZHF R 1 mL (4 10 mmoD) ; IS8 # A KK 8.8 g, 45 160~163 'C, 4l 98.2% , 4% 72.2%.

TLEMH A FR CosHa O o i+ EME:.C%: 73.35, HY% . 5. 71; 5LM{E.C%: 73.43, H % . 5.81. MS
(El, m/z): 458.52.'"H NMR (400 MHz, CDCL): § (ppm) 10. 30(s, 2H), 8.54 (s, 2H), 7.82~7. 80
(m, 2H), 7.71~7.69 (m, 2H), 7.54~7.50 (m, 2H), 7.35~7.28 (m, 4H), 4.35~4.21 (m, 4H),
2.41~2.37 (m, 2H); *C NMR (100 MHz, CDCl,): & (ppm) 164.2, 157.0, 139. 8, 133.8, 129.9, 129.
1, 128.2, 126.4, 124.7, 113.8, 111.7, 61.1, 27.6.
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1, 3-BE-2EPML R 0.13 4.7 1.2 1, 3-BB-2-ERRI B _ R 5.2
- EE-2-ZEBKROL,-F B R 0.14 4.8 1.2 - E-2-ZH M, 3-8 " 2.7
BE--EFRA,4-T B E  0.15 4.9 1.2 B E-2-EHIRLL,A-T B 8 0.7
R E-2-ZEPMA,6-C BB 0.16 4.8 1.2 3-RE-2-ZEPERMO,6-0C ) ZH 0.5
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PR AL TT AR A B B 3- 2 2-2- W R (1, n-be ) . Xy sk B s A, AT AR E T Tl
LT, S RE 3-BE-2-FR R, nm B —EEEAERMAR, TUENERA BT PRESAEM.
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Synthesis and Application of the 3-Hydroxy-2-Naphthoic
Acid (1, n-Alkylene Glycol) Diester

GUO Libing' , ZHOU Hongyan®, ZHOU Qingxiang®, LIU Pengju’

(1. Institute of Chemistry Henan Academy of Sciences, Zhengzhou 450002,China; 2. Jiyuan Vocational and Technical College,
Jiyuan 459000, China; 3. College of Geosciences, China University of Petroleum Beijing, Beijing 102249, China)

Abstract: A novel naphthyl coupling agent, 3-hydroxy-2-naphthoic acid (1, n-Alkylene glycol) diester, has been pre-
pared with 3-hydroxy-2-naphthoic acid and hydroxyl-terminated alkane. The parameters that had effect on the synthesis were
optimized in detail. The optimal conditions for synthesis: using toluene as solvent, three trifluoroacetic acid as a catalyst, molar
ratio of alcohol to acid is 1 ¢ 2, the amount of catalyst is 5% (miolar ratio) of raw material acid, heated to reflux for 5 h. The
structure of target coupling agent was characterized with Element analyzer, NMR and Mass Spectrometry. The photosensitive
property of the product was preliminarily investigated. The results show that 3-hydroxy-2-naphthoic acid glycol diester is an i-
deal coupling agent.

Keywords: coupling agent; diazo film; synthesis; photosensitive property



