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Abstract

This paper mainly described the synthesis of (4-([1,1'-binaphthalen]-4-yl)phenyl)(3,5-diamino-
phenyl)methanone. All the compounds and related intermediates were confirmed by *H NMR, 13C
NMR, IR spectrography and element analysis. This method is simple, with a high yield and envi-
ronmental-friendly.
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1. 5|18
WA A E A WU R i N BB 4 52—, EBANE N 36 LR & . S5 pR
EE YRR NS Rk, TSk & R B . BB . BIR. RERSES T, fE

2. GRIE. BIBhA. RAEG . REVEMER. BER. GigiBhml. BB LA KA i 7 S Ak &R A
FHAEHE)ZIMNH

FEMENENRITERZ, FHNTTEAFEHENERCR . <R RS i 5RIE B2 2 i 4
TRl E BRI E, RIEEEGRRAE, 2 SRAIL Rk . CO I FIA[1] [2] (3] &/@ikIFEA4].
EAINEIE G KEPHE LS. KRR 2R A SR fA, 3 2 HEEE A A BL /R
f W Rl A A A8 SAB BG S B (Buchwald-Hartwing cross coupling reaction) [5] [6]F1 4 14 1 2 /R 2 W
(Ullmann reaction) [7] [8]. R XL vE 2 N FAC A, (HEl 2 B/ DA AR & . R T2t
e\ TG YIRS R .

ASCHLL 3,5- RS L AU ERE, RGBT F-C BEEAE . I8 R N A R R AR 3,5- k-4
IRZRH, FRIEIE Suzuki RN LI E BB AR o ZITEAGRIERIH, P23 80w, 1 H A LR
FAAS R 1 75 0 R S B 6 5 b R A4 I8 0 Suzuki B IE I B — RFUHT I 05 & %, wT DAHES B H A5 & —
JE (P 2 2

2. SCLRERSY
2.1. RS

S A BT B0V . FRORAEAE AT 4 TR T B Rt — P alifh, A2y f R AL . LS
% H Bruker Avance 400 #% IR 2 (CDCly, DMSO-ds AVER; TMS NHNFR): ZLAM 341K H Nicolet
NEXUS-470 £LAMEHESGI 78 (KBr Fif7): TG 40 HT R F Perkin-Elmer 240C 7T 2 73BT 3G 7€
2.2. Pd(PPh,), B9S RX

ZIOCHR[9]: 72 Ny RE7 R, 18] 100 mL = VB I PACL, (0.22g, 1.25 mmol), PPhs(1.63 g, 6.25
mmol)5 DMSO (20 mL), JI#EFETHEZE 145°C, FRMEAREIEM, RMEZREG, MEBmiGEE,
FEEREE B0 F VA S 3% PR i N NLH, HLO (80 wt%, 0.33 g, 5 mmol), {51 HAHNESRR, AREEG
ERR AN H, Pudihag, BEDF A TCK ZEERTE K kRS 2 - 3 IR, IR 28T AR B 5 (S Ak
130 g, %: 90%. Mp: 106°C~109°C.
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2.3.3,5-—fHE-4-R_FKHAHENES R

ZHSCHR[10]: 75 Np fR9 . 1) 250 mL = FRER AN 3,5- - fif 52K B 50(8.07 g, 35.00 mmol)Fl
IRZE (160 mL) HiEAEFE 15 min, SRJE0HLK (3:2:1) IIATIK AICI (5.92 g, 44.40 mmol), 30 min P3N
56, JHEZ 65°C/X M. 12 h, TLC #RER, HZE 3,5- MR HFERRMNEE, FIbnAAHNE=E. FZ
BERET, B RN NS 200 mL HCL + 200 mL vK/KERBAR A, A KEF A A h, o, 3§
W FH R 2 28 TRK Bk o R UEI W, IREBEHLZ . A HLZ AL 300 mL 1E ke, A K& A E AT H .
E, UEURHIE bR B PRIRIIEDEE LT, AR 1031 go K A SBEAE 80°CEIAR 1 h,
HUEHET, S AEE 9.27 g, FUE 75%.

Mp.: 179°C. FT-IR (KBr, cm'): 1785(C=0), 1547, 1346(-NO,), 1069(C-Br); '"H NMR (400 MHz,
DMSO-d;, d, ppm): 9.05 (t, J = 2.1 Hz, 1H, Ar H), 8.79 (d, J = 2.1 Hz, 2H, Ar H), 7.82 (q, J = 8.6 Hz, 4H, Ar
H).”C NMR (101 MHz, DMSO-dj, 6, ppm): 191.7, 148.6, 139.9, 134.8, 132.5, 132.5, 129.8, 128.7, 121.9.

24.3,5-—8E- - R-_EFRFNER

TE N, PRI R, ) 500 mL = FHRHEH I 3,5 Zfi2E-4-31 K Hii(9.27 g, 26.40 mmol) . Sn (18.81
g, 158.45 mmol) . VKZH (160 mL) F1 HCI (40 mL) , 90°CHi #E ZE [E A 5¢ 47, #Mil HCI (40 mL), 4%
SRV 12 hy AFIEMAAH R R 712 L REMAH A 160 ¢ NaOH F1 600 mL 7515 K FC RO, K
Pt B TUOKBH, S RN EIN G, A, B Rk R R . IINEEE S,
VKK AR 15 min, F WA NaOH AT PH = 13, A KEEOE AN, i, BEKukE
Hr TR JEDFBRNFL S TEFEY 60°C T8 24 h, THR5E 5K IEDHEIN 200 mL £ 78 ZB&+ 4+ 30 min,
g, WEUFH QR CERIEYE 2~3 IR, REUEWR, ARVAFITS R GE A 4.87 ¢ HESE (ECh: R
ZlE =1:1), B EAMEAK4.23 g0 25 55%.

Mp.: 136°C - 138°C. FT-IR (KBr, cm '): 3466, 3346(-NH,), 1609(C=0), 1069(C-Br); 'H NMR (400 MHz,
CDCls, J, ppm): 7.68 (d, J = 8.5 Hz, 2H, Ar H), 7.60 (d, J = 8.5 Hz, 2H, Ar H), 6.45 (d, J = 2.1 Hz, 2H, Ar H),
6.22 (t, J = 2.0 Hz, 1H, Ar H), 3.71 (s, 4H, NH,). °*C NMR (101 MHz, CDCl, 6, ppm): 196.1, 147.5, 139.4,
136.6, 131.6, 131.5, 127.3, 107.4, 105.3. Anal. calcd. For C3H;;BrN,O: C, 53.63; H, 3.81;N, 9.62. Found: C,
53.87; H, 3.56;N, 9.49.

25.35-“8E-4- (- ZRE)EE_FXARNER

TE N, R4 R, 50 mL fI = FRH NN 3,5 & -4 -3 2K H (0.50 g, 1.72 mmol). 4-(a-ZE3E)

ZERLMER (0.51 g, 2.06 mmol). Pd(PPhs), (0.0198 g, 0.017 mmol). Na,COj; (0.73 g, 6.87 mmol). F 2K (15 mL)
MIZEWAK (7.5 mL). 110°C R 6 h, RMIEFEFHH RKESN ™4, TLC MIRERER, FRPTERREHZE
e YRR IIERR AN, EIUR R S AKE R R AR 1~2 R, AIFENLUZ, FEK MgSo,
TREE R R RE, UEDERH B AR 2~3 IR, A ORS R G A E O 0.73 g M AR E A
B (ECk: ROl =2:1), fFEAaEEk0.68g. 3 85%.
Mp.:144°C - 146°C. FT-IR (KBr, cm '): 3446, 3371(-NH,), 1603(C=0); '"H NMR (400 MHz, ,DMSO-dq, 4,
ppm): 8.09 (t, J = 8.0 Hz, 2H, Ar H), 7.93 (dd, J = 21.0, 8.4 Hz, 3H, Ar H), 7.77 (d, J = 8.2 Hz, 2H, Ar H), 7.73
-7.50 (m, 6H, Ar H), 7.44 - 7.37 (m, 2H, Ar H), 7.31 (t, J= 8.8 Hz, 2H, Ar H), 6.28 (d, J = 2.0 Hz, 2H, Ar H),
6.10 (t, J = 1.9 Hz, 1H, Ar H), 5.10 (s, 4H, NH,). *C NMR (101 MHz, DMSO-dq, 6, ppm): 197.0, 149.8, 144.1,
139.1, 138.8, 138.4, 138.0, 137.7, 133.6, 133.0, 132.6, 131.2, 130.2, 128.8, 128.6, 128.2, 127.8, 127.0, 126.5,
126.1, 104.9, 103.8. Anal. calcd. For C33H,4N,O: C, 85.32; H, 5.21; N, 6.03. Found: C, 85.19; H, 5.34; N, 6.11.
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Scheme 1. Synthesis of (4-([1,1'-binaphthalen]-4-yl)phenyl)(3,5-diaminophenyl)methanone
KR 1.35-“RE-4-(-FREE_FFWNEHK

NO,

3. ZRE5WiR

3,5- -4 YR TR B S T SRR A R, SRR ORI IR AR — . {H e A
PR, B R SR BN HCL FIUKK VR A v, AT A A R IR 2 o BURE SO I, BRR P IEH
KERHARF=PEANT . AT EE, WA H bR =7 BRI R s, T sl NS T 71
7735, BARP=PILEIRIR R PR, BUS TIRGF IR .

&Y 3,5- K4 -] 2K FT-IR $dE, 3466 F1 3346 cm™ /& N-H B FRAG FR A8 45 4R
1, 1609 cm™' J& C = O [ 4EIRS) . hAh, 1547 cm™' Ab I < M SR T NO, B4 4538 59 NH, .
7E "H NMR H, ZEIR5 F 06 HBLAE 7.69~6.22 ppm, AHEL T4 &4 3,5- Al FE-4-78 2K AT 'H NMR
K, FTLAE BPRIA LT 70 W] 2 5] S U7 A5 s, USRI BT R RN, T HAE 3.71 ppm Ab
Pl—AN 5 (B, ARFERL 2 AT AR VRS 0% 7E PC NMR i, g HBLE 193.2~59.6 ppm, H
B, 193.2 ppm AN ERIE C HIRFIENL IS, 59.6 ppm Ab N SEIE C URFIENR IS, HE b 5450 e 4
—5, AR EEEY.

LAY 3,5- B k-4 (0-2538) 255 — KWK FT-IR EEh, WA 3300~3500 cm™ i B A0
& N-H (B0 FRFIA S FRAAIR SN AR, 1603 cm ™' B C = O HIMHZEiREIE. MEIFE LA H
1100~1000 cm™" 3 F A& 359315 25 7, AT B 7] LASERH C-Br &4 T Suzuki fBEE S . £ 'H NMR i,
IR T A 8.09~6.10 ppm, S8 7 FUEFE 5.10 ppm; 1 °C NMR ik, BRisH ILAE 197.0~103.8
ppm JEFE, HA, BRI C FIRHERIRIESE 197.0 ppm 4.

TR TR RN SR S S BUE AT, SO 4 i, LA OCR A HTINSE B, nT DR e TS &
ViS5 AR o

4. B4

ASCIEE Suzuki MBI R B DE R 3,5- T a4 (a- 55 3E) 25 0E TR . 12T7VE G OV BRI A
PR, AR S, AT DA R AR T A T AR S

B W

TLI5AE AR 2 B B TR .
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