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IR H Zeiss-T5 UM E, KCLE K. NMR i EM-360L (60 MHz) #1 Varian-200(200
MHz) B4 J5E, "H NMR ) TMS Jgohsx, °F NMR Bl TFA Sp5hiz, 8 #.40% ppm, J #4
JoHz, BERCRBERERMTL) GFusys BEREETEBN S 92:8 G MEt- 28 28,

N-LL3-=ZSLFREME_FBTR(R)  92.5g PE_WELRE & 2 f1 50mL
DMF BT =% A, M3 140°C, i 26.9g 1a™, FE ¥ 2h, & A 100mL 7k 7K &, 38 ¥
Kk, 8 9.8g2, P HK75.8%. FZE-ZEE &, m. p. 129~131°C, CuH,FNO, ##
. C, 50.54; H, 2.70; F, 29.10; N, 5.36, scjift, C, 50.50; H, 2.79; F, 29.02; N,
5.08, vpar: 1780(CO—N—CO)em™, 8y, 4.25(2H, t, J =14, CH,CF,), 5.88 (1H, t-t,
J =84, 4, HCF,), 7.79, 7.89(4H, m, CH,). 85, 43.6(2F, s, CH,CF,), 56.4(2F, 4, J
=53, HCFy),

N-1L1L6-ZE2 R BPE_BHTRRb)  FEHE. T 4g ME WL S
25.5g 1b™ #£ 50 mL DMF 1% 37, 18 10.6 g 2b, 7=#K 73.6%, m. p.85~87°C, OpH:FNO,
HHEME, C, 43.28; H, 1.95; F, 42.08; N, 3.88, s:ilifl. C, 43.14; H, 2.18; ¥, 41.52; N,
3.99, Yuar: 1730(CO—N—CO)om™, &g, 4.36(2H, t, J =16, CH,CF,), 6.05(1H, t, J =
52, HCF,), 7.8, 7.9(4H, m, CeH,), 08p.43(2F, s, CH,CF,), 52.2(2F, s, CH,CF,CE,),
56.6(2F, s, HCF,CF,), 64(2F, 4, J =52, HCF,),

1,3-=8£H/ Ak (4a)  91.3g2ajp 200mL 1:1 FRR-REMK, ¥ 6] 3 40h (F£
Bl 8h %z 24 b JG4y HiFh 0 100 mL FRRE), N EEEFEENT I, 2R, BEHT, 5
Ek ) R -ZEE S A, 18 44¢ 1, 1, S-ZE 2 E IR, 2K T75.2%. A 100mL20%
KOH ¥, WriimeiRy, ZEEI, JHK NaSO, FREKR: 2R, #1815 4a, b p. 80~
81°C. C.HGFCli-&44. C, 21.51; H, 3.61; F, 45.36; N, 8.36, sz ij{4. C, 21.44; H,
3.70, F, 45.64; N, 7.92, 8y. 1.55(2H, s, NH,), 2.99 (2H, t, J=16.2, CH,CF,), 5.96
(1H, t-t, J=56.2, 6, HOF,), &5 49.5(2F, t, J=16.9, CH,CF,), 63.2 (2T, d, J =
56.4, HCF,),

1L16-=82m%kKE@b) ¥, 90g2bf200mL1:1 $hFER-FE AR W I i 31h, 18
420 4b £ EEEh, FAER63%. MMALFE /S 4b, b. p. 120~122°C, 84, 6.00 (1H, t-t, J =
52.6, 6, HCF,), 3.06(2H, t, J=16.2, CH,CF,), 1.36 (2H, s, NH.). 5. 42.4 (2F,
s, OF,CH,NH,), 46.4(2F, s, CF,CF,CH,), 50.9(2F, s, HCF,OF,), 58.8(2F, d, J =
56.4, HCF,), m/z, 232(F:ME, O;FsHeNCL*—-Cl),

N-1, 1, 3= 2FAE_ERER (Ba) RELBMN

Fi 1 ¥ 11.4g LiAlH, 71 100 mL FEK G4k E T 500mL =Fifih, EB T & H
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TN 26.1g % YUK EIAME, BB 22h, F% 100mL WA FR R E|], Hn
500 mL Z.% ZEF 200mL 6 N HC1, Jinse e e f5 K #5740, &#E 95°0, M, mMA
100mL 40% NaOH %W, KRR RBEERMRY. MRy BERM, 18 10g3a, 7=
B 42%, b. p. 91~92°C/6mm, ¥ Ba A 20mL 6 M HOL %, REBHE SRS 3a 2
ERih, m. p. 202~204°C, OpH.  F,NC1 3-#44,C, 48.99; H, 4.99;F, 28.18; N, 5.20,
Sy, O, 49.13, H, 4.66; I', 28.00; N, 5.13, g, 2.65(2H, t, J =14.4, NCH,CFy),
3.41(4H, s, CH,NCH,), 5.37(1H, t~t, J=52.2, 6, HCF,), 6.61 (4H, s, CeHy), s
43 .8(2F, s, CH,CFy), 61.1(2F, d, J =50.8, HCF,),

542 Bgda, 10g4F-— (B F H)E" f 60mL CH.CLE TS HIE W, =B MM
50mL 4 8.6g = Z Bk CH.OL R & W, 4R IFIR80~90°C, HiH14h, Mk KE
CH.Ol, R E A1, 13 52 8a, 7 8£60.2%, b. p. 90°C/6 mm, H LI IKITELS#7, "H NMR
1 POF NMR #4 5 ERT7 i 1 85 R A4

N1 1L 5 =82FXE_EREIR GO R HEE ,

Fi#1 REHPEL 11.4g LiAIH, #136.1g2b K, 1% 20g 8b, =2 60.8%, b. p.
109~112°C/Bmm, HIhEREh m. p. 197°C, 8x. 2.67 (2H, t, J = 16.2, NCH.CF,), 3.4
(4H, s, CH,NCH,), 5.4(1H, t-t, J=52.2, 6, HCF,), 6.56 (4H, s, CsH,). 05 39.4
(2F, s, OH,CF,), 48.7(2F, s, CH,OF,CF,), 53.7(2F, s, HCF,CF,), 60.7 (2F, 4, J =
50.8, HCF,), m/z 334(Fti, Oy HyFgNCI* —Cl),

Fik2 FENPE2, 6.9g4b, Sg4F-—(RHR)EM6.06g = 2 50mL = Z —H
CHBRRR, 8 6.2¢3b, 72K 62%, b. p. 109~111°C/bmm, Hih Bk m. p. 55814
A,

N-BE-€REB®R FRAgl 11.4gLIAIH, f16.1g N-BHEHE HETED K
IV, B5.5g 7Y, PEHK42%, b p. 76°C/9mm (I R {E ., b. p. 81~82°C/13mm), g,
1.88(3H, s, NCH;), 3.18 (4H, s, OH,NCH,), 6.45 (4H, s, CoH,). 7= ¥ £k B £t m. p.
202~ 204°C,

N-ZzHE-_EREBK FAE: 1, 11.4g LiATH, F117.5g N-Z 543 — B B T i ©
RN, 18 8g =y, f2 8 54.4%, b. p. 80°C/7Tmm (SCER{E™, b. p. 219~220°C). &g, 0.73
(3H, t, J=7.8, NCH,CH,), 2.25(2H, q, J=7.8, NOH,CH;), 3.40(4H, s, CH,NCH,),
6.74(4H, s, CoH,).

N-EREZSHHR Rk 2 26.4g 45-"(IRBE)XK . 5.9g EWkfi1lg KOH
7£ 40mL ZEi R, 7288 54.4%, b, p. 80°C/Tmm (3L #R ™, b. p. 230~240°0), 8.
0.62(3H, t, J =7.2, NCH,OH,CH,), 1.1(2H, h, J =7.2, NCH,0H,CH,), 2.18 (2H, t,
J=7.2, NCH,CH,CH,;), 3.43 (4H, s, OH,NCH,), 6.8 (4H, s, CeH,). mP¥iLs i
m. p. 168~170°C,

Ra 54 M-BEEBRE  26.1g 2 f1 400 mL EERRINEE] 60°C 5 A 32.5¢ frky, Bk
InBE R 4b, FePod ik, MR S0mL BIRRME =k, WARIEM B /MARL A BT L, A
300mL #1 NaHCO; ¥, R, AR YHh, B 100mL &5 ] = k., #EEH
NaHCOs /KR PEH, Tk NaSO, FIRSEHFEN, BEKW, B7.02 PR B &, b.p.
107~120°C/6mm, F1 4.2g LA, b. p. 122~136°C/5 mm, ¥ 31 J5 i 15 € B4k, It Ek 2
REEESE, BERPEXFRAE®G), m.p. IAESTFEXRMEY; IR
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Sadtler-TR13929(P)#F. RIKE N-1, 1, 3-S5 FHEXD THBE (Ba), m. p. 66~
68°C, 8g, 4.03(2H, t, J=15.2, NCH,CF,), 4.40 (2H, s, CH,NCO), 5.78 (1H, 1,
J =54, HCF,), 7.33(3H, s, 38, 4, 5-0H;C0), 7.67(1H, m, 2-ArH), 5y, 41.5 (2F, t,
J=54.2, CH,CF,), 59.1(2F, q, J=54.2, HOF,), m/z 247, (i, CyHFNO*),

N-BE-SE—PBRERSHN-BMER  43.3g N-FE-SEX_FBEKS 97.5¢
Bk e 400mL BEBR A R BY, Tk R L, 4834 .5 g Wik, b. p. 126~140°C/2.6 mm, ¥& 415 i
k., ZEGEERERTAE, BOMN-HE-EHTABK /& m p 108~110°C,
du: 3.0(3H, s, NCH;), 4.2(2H, s, CH,NCO), 7.4(8H, s, 8, 4, 5-C;H;C0), 7.7 (1H,
8, 2-ArH),
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SYNTHESIS OF N-FLUOROALKYL ISOINDOLINE

Huang WEI-Yuan* Du Xue-Mer GE WEN-ZHENG YANG Bine-Hua
(Shanghai Institute of Organic Chemistry, dcademia Sinica,)

ABSTRACT

N-Alkyl isoindolines 3 [R=H(OF,),CH,, n =2, 4] were synthesized from two
routes, namely, LiAl1H, reduction of N-alkyl phthalimide[R =CHj, C;H;, H(CF,).CH,,
n=2, 4] and the reaction of o-di (bromomethyl) benzene with primary amine,
[R=H(CF,),CH,, n=2, 4]. Reduction of 2(R=HCF,CF,CH,, CH,) with zinc¢ dust in
acetic acid gave N-alkyl phthalimidine ag well as a small amount of phthalide 6.

All the new compounds are identified by spectral and elemental analyses.
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