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Microwave-Assisted Synthesis of Perylene Monoimide Derivatives
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Abstract A fast and efficient method for the synthesis of aromatic amine modified perylene monoimide derivatives based on
microwave-assisted reaction was developed. It is found that the amount of 2,6-diisopropylaniline showed very important in-
fluences on the synthetic yield. N-2',6'-Diisopropylanilino-3,4-perylene monoimide (PMI-1) was obtained with the isolated
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yield of 64.1% under the optimized condition of 7 equiv. of 2,6-diisopropylaniline at 170 ‘C and 80 W for 30 min.
Keywords perylene monoimide; microwave-assisted synthesis; perylene tertracarboxylic dianhydride; organic amine
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Scheme 1 Synthesis route of perylene monoimide derivatives
PMI-1

1 HR5R

1.1 26-“SAEFRREILBHIRZRLEY PMI1 B
BRHAR

e, BT T SN A AN S SR FEE X PMI-1 P20
MR, £E 35 mL BEE T, A 3,4;9,10-FE 1Y R
B (1.00 g, 2.55 mmol), Zn(OAc),*H,0 (1.40 g, 7.65
mmol), H,O (3.0 mL), PKM(10.20 g), 2,6- 3 3R A%
(0.48 mL, 2.55 mmol), 80 W [T e 4% Js oz B ] A
SO BE, S5 R aER 1 FR.

1 IR RIRR X A R PMI- (820

Table 1 Effect of different time and temperature on the synthe-
sis of compound PMI-1

H,0, Zn(OAc),
Imidazole, MW

Entry Time/min Temp./C Yield’/%
1 20 170 15.2
2 30 170 18.0
3 40 170 15.7
4 50 170 21.9
5 60 170 24.5
6 30 160 16.3
7 30 170 18.0
8 30 180 14.7

“Isolated yield. V(CH,Cl,)/V(petroleum ether)=2/1.

Wik 1 7 Entries 1~5 FizR, IS M 20 min £
30 min, PMI-1 FIWCE I 15.2%8 03] 18.0%, ZEK SN
IFIE] 2] 40 min B, WA T FEAK, LR 2 B I [A] 2

Chin. J. Org. Chem. 2021, 41, 702~707

50 A1 60 min, Y HIHEME] 21.9%F1 24.5%. 5 30
min B USCR A L, WCRIGINAS .. 25 58 B Rl (2 2
SN (YA ARG A T 80, B 283 43 30 min AT
() SRS T]. 24 sz S 18] >y 30 min B, 33 % A 160 °C T
= E) 170 CHF, PMI-1 YRG0, k8703 180 CHY,
R FTBRAR, FTLAIESE 170 °C BT I S MR P
BE/S7E 35 mL B E A 3,4:9,10-360Y HEREF
(1.00 g, 2.55 mmol), 2,6- 7 PFH(0.48 mL, 2.55
mmol), 4TjZ )y 80 W M NIIREE N 170 CHf, 5 T
H,0. BKPEAN Zn(OAc),*H,0 FE Xt PMI-1 Y3 R 500,
gE N3 2 Entries 1~9 fizn. 24 H,O AN 3 mL,
KIS 10.2 g, Zn(OAc),*H,0 A 3 equiv.iif, PMI-1 {1
FANE S, AT 15%~ 18%2 1], {EAAREAK.
£2 H0. BEMEF Zn(OAc),*H,O I &3 & i PMI-1 #)5%

]
Table 2 Effect of the amount of H,O, imidazole and Zn(OAc),*
H,O on the synthesis of compound PMI-1

Entry V(H,0)/ m(imidazole)/ m(Zn(OAc).z'HZO)/ Yield“/%
mL g g (equiv.)
1 2 10.2 1.40 (3) 17.6
2 3 10.2 1.40 (3) 18.0
3 4 10.2 1.40 (3) 17.1
4 3 5.1 1.40 (3) 16.5
5 3 10.2 1.40 (3) 18.0
6 3 10.2 0.467 (1) 15.5
7 3 10.2 0.935 (2) 16.9
8 3 10.2 1.40 (3) 18.0
9 3 10.2 1.868 (4) 153
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“Isolated yield. ¥(CH,Cly)/V(petroleum ether)=2/1.

VRGN A M1 STk P RS 2644010 AT R I WL
IR E—HAN 1 equiv.B KT 1 equiv., TMET 1 equiv.
(A HLIE I S SR R AFF 7S, Rk, RATEAERA R AL
i () ) 2 L B R T B R i R AL A R R . /E 35
mL I F, AN 3,4;9,10-FE VY H R (1.00 g, 2.55
mmol), Zn(OAc),*H,0 (1.40 g, 7.65 mmol), H,O (3.0 mL)
FIBRIE(10.20 @)461E T, B2 2,6- SR FE ML &,
80 W fIZhZR A1 170 C F &8 30 min, PMI-1 Y40
Table 3 FT7s.

WZR 3 (Entry 1~10)Fi7, 2,6- R NRERIZ T H =
M 0.5 equiv.Z81L E 7 equiv. i, PMI-1 USRI 13.0% 5
EHAINE) 64.1%. 4REERIN2,6- R NI IR AR T 8
110 equiv.hif, PMI-1 B CRFFE. R, 2,6- 5%
SRR RN 7 equiv. i, PMI-1 R AL $] 64.1%,
T O SR B UK. B8N 2,6- S R SE AL
&, ATLSEN 2,6-— R &R YE 3,4,9,10-3600 R
BF SR (R U, Sk ER38 TN 2,6- — 5 75 3k 6 g (1 FH &k
W e = R I I, BRAR T FE SR BE L 2R ik
Y. DR, A TR R BE R AL S ) PMI-1 (15
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FER M ZAF T N: 78 35 mL S A, A 3,4:9,10-3E
VY FERFT(1.00 g, 2.55 mmol), Zn(OAc),*H,O (1.40 g,
7.65 mmol), H,O (3.0 mL), WKM(10.20 g), 2,6-— 573
ZJH(3.36 mL, 17.85 mmol), 80 W L&A 170 °C RN
T FERS [N 30 min, PMI-1 [SCR AT L 64.1%. A4k, B
ATWEFL T 8 5 TR I SR (RS2 I, 20l B e i
RURBREERS, PMI-1 UEEATIE 60.0%, 1M 448 =5
BRI = S AL ERIT, ZBAS L. BF 5T 45 SR I 4 3
AHRT PMI-1 BT, X5 CERGE 8 B 1l S5
TET OO BR T 355 43 4% A 436 500 L s o 378 1k — 3201,
K3 2,6- S PIEEIRIE I RN PMI-1 YR KI5

Table 3 Equivalent effects of 2,6-diisopropylaniline of synthe-
sis of compound PMI-1

Entry 2,6-diisopropylaniline (mL/equiv.)  Yield"/%
1 0.24/0.5 13.0
2 0.48/1 18.0
3 0.72/1.5 25.7
4 0.96/2 34.6
5 1.20/2.5 353
6 1.44/3 36.0
7 1.92/4 37.9
8 2.4/5 41.2
9 2.88/6 46.4
10 3.36/7 64.1
11 3.84/8 56.3
12 4.8/10 53.1

“Isolated yield. V(CH,Cly)/¥(petroleum ether)=2/1.

BATHE— 20 FH 0% 36 AR A s B2 26 F A A AL
[ SAB MR C RIS Y )& B, W Scheme 2 BT,
SAERTE T 4B T HEA R 2T I 4-S AR
fi. 2-F ARG, 2-2 3 C %, IE+ . IE+ DY,
IE )\ 3,5- (=B I K E%E S 3,4;9,10-4EP0 H
PR I J B2 il 2% & 51 6 B G W R SRk & ) PMI-2 ~
PMI-10.

mE 4 pron, AR DT BRI, SR A
&, AIREIEREL S S YIBER. 1 equiv.H 4-4
TEIERG . 2-BUT IR 2-F IR, JEFREEE
fz At A4 PMI-2 . PMI-3 F1 PMI-5 (U2 514 10.8%-
35.3% 17.0%; HHHENINE] 7 equiv.if, PMI-2.
PMI-3 1 PMI-5 FUUSCE5 3G INE] 23.4%. 46.9%FH
32.0%. ZAT, 24 1 equiv.lf 4-FRAERECAEYINT, JE
FAEY e th S ) PMI-4 [P N 34.0%,; 3900 4-55 P 2%
KR HER] 7 equiv.if, YR IR 11.0%. 1X7]
Re 5 4-SR NI ZR L () 2 A BHRS B N 9%, S8
Ae Wi HE SR 45 2B, 1 equiv. BT ERTAEY) 3-2.% 2
fie. IE+ . IEHPUREATIE+ U, JEEARETE RE 1k
&%) PMI-6. PMI-7. PMI-8 Al PMI-9 [R5 R
26.0%- 12.0%- 12.5%F01 8.0%, M+ in fAg il iz 1) FH &
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Scheme 2 Synthesis of compounds PMI-2~PMI-10
# 7 equiv.if, PMI-6. PMI-7. PMI-8 £l PMI-9 [y %
B E R, 2R IEBE T Z &%) PBI-6An.
PBI-12An. PBI-14An #1 PBI-18An(&l 1). WF5% 45 H ik
BH, G PR3 1 LA 5 e A T T U e SR A S P U
b Y e Rry Y RV KA S AN 1 R A E s
AR T FE L R VISR I B =, T 1 = R
s i T B A A, 3N P P S B4 0 A R B T WP fr
EWE ). Fob, BATDURE 7T HARBE 7MW &F
J¥e 5 FEIT I S 1) 2% FE B B T AR I OB, R
3,5- (TR R IL R HAERT R M. Y 3,5- (=T
I RIE IR 1 equiv.B %A 724, BEINE] 7 equiv. i
FERIE AL AT A PMI-10 FI7= A 2.0%, 1 H AR
HLF IR R AT A P (2- T R i . 3-A 2R R M 4
M 2,4- T REEZEIAN 4-= R RO EA R B, BT
T2 T B R i 3% A W F - e b ™ B PR AR L S B
P, AFIT 2K 5 TERF 1) R L
2 g

KT — i (e g i Puis . = R0 A E I I i
BBV AT, Hrh 2,6- BRI I & R
FECIRTE AR ek &) PMI-1 R, 24 2.6- R
HIARFEMHERN 7 equiv.if, PMI-1 BRI 64.1%.
HET, FRATVE S T s A itk () HeAth A WL S AS 1 T o Ik
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R= :)) PBI-12An
PBI-14An
PBI-6An
PBI-18An

B 1 PBI-6An. PBI-12An. PBI-14An F1 PBI-18An [ 45 #)
Figure 1 Structures of PBI-6An, PBI-12An, PBI-14An and
PBI-18An

R E VIR G R, RN T & R 5 R
A BT IE R R SR S VRO, TR 0 A i R Ak
SRR, EARARTERB L EY), KA
A ONAE R &, T4, R T RSB &
22 S5 L P 71 L R, A TE 4l ROV AE SR e SR A
YOI BLE T JE A

£ 4 RIS A NG A U S S e A A
&

Table 4 Yields of a series of perylene monoimide derivatives
with aromatic amines and fatty amines conjugates

Yield“/% with 1 Yield“/% with 7
Content . . . .
equiv. amine equiv. amine

PMI-2 10.8 23.4
PMI-3 353 46.9
PMI-4 34.2 11.0
PMI-5 17.0 32.0
PMI-6 26.6 0
PMI-7 12.0 0.96
PMI-8 12.5 0
PMI-9 8.1 0
PMI-10 0 2.0

“Yield of isolated product.

3 S
3.1 NBES5RHF

'H NMR Al *C NMR ] Bruker AVANCE 600 MHz
(TMS NWFR)IIE; EorHER s DFT-MALDI MS
(Varian)W . & SACHZEE CEM A H ) Discover
BT A BRAX.
3.2 EMMEIE

K FEET(1.0 g, 2.55 mmol), BEME(10.2 g, 150 mmol),
2,6- SR FIERZ(3.6 mL, 17.85 mmol), EERREY(1.3 g,
7.1 mmol), 7K(3.0 mL, 166 mmol) i A\ % ¥ &
170 ‘C M 30 min, ¥WZER, A 500 mL —& H T
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TEFRFES,, HhIE, BREAEY, B8 1.0 mol/L fERIR
FEVRGE =X (100 mL X 3), F F 7K A0 D G0 BNV 0%
Ve—IR, AN TCKIRIRE T8, ZZHER, HE
I [ R TR e A B (VY =2/1) B B R 45 40t i A
N-2',6'- — 5 A 3k 2 e ik -3 4-JE B 0 i (PMII-1), 77 3
64.1%. m.p. 182.4~184.0 C; 'H NMR (600 MHz,
CDCly) 6: 1.18 (d, J=6.6 Hz, 12H, CH3), 2.75~2.80 (m,
2H, CH), 7.35 (d, J=7.8 Hz, 2H, Ar-H), 7.48 (t, J=7.8
Hz, 1H, Ar-H), 7.62 (t, J=7.8 Hz, 2H, Ar-H), 7.89 (d, J=
7.8 Hz, 2H, Ar-H), 8.41 (m, 4H, Ar-H), 8.63 (d, J=7.8 Hz,
2H, Ar-H); °C NMR (150 MHz, CDCl;) d: 23.00 (CH;),
28.17 (CH), 119.11, 119.99, 122.74, 122.98, 125.98,
126.92, 128.15, 128.40, 129.49, 129.87, 130.11, 130.90,
133.25, 136.42, 144.73, 162.96. HRMS calecd for
C3,HysNO, 482.2120, found 482.2112.

HAEET(1.0 g, 2.55 mmol), BKME(10.2 g, 150 mmol),
AU R (2.66 g, 17.85 mmol), BERREE(1.3 g, 7.1
mmol), 7K(3.0 mL, 166 mmol)II A Btk &, 170 C
S 30 min, A ZEER, M 500 mL 5 AR ARRE
i, S0UE, BREAVEY). JEMA 1.0 mol/L 1) LRI YL
ZIR(100 mL X 3), F KRN SN S5 T — IR,
A VLA KB BRI T 15, ZHER, HEN B[
ST/ RV YV =2/1) A i A AL (A N-4'-L
TRIRREEL -3 A-FE B L (PMI-2), P23 23.4%. m.p.
>250 ‘C; '"H NMR (600 MHz, CDCl3) §: 1.33 (s, 9H,
CH;), 7.23 (d, J=8.4 Hz, 2H), 7.47 (t, J=7.8 Hz, 2H),
7.52 (d, J=8.4 Hz, 2H), 7.76 (d, J=17.8 Hz, 2H), 8.09 (d,
J=8.4 Hz, 2H), 8.15 (d, J=7.2 Hz, 2H), 8.35 (d, J=7.8
Hz, 2H); “C NMR (150 MHz, CDCl3) §: 30.40, 33.76,
119.00, 119.88, 122.57, 125.39, 125.56, 125.92, 126.65,
126.96, 127.94, 128.86, 129.82, 130.48, 131.71, 133.14,
136.08, 150.28, 163.02.

FAERT(1.0 g, 2.55 mmol), BKMBE(10.2 g, 150 mmol),
ARAUT AL (2.66 g, 17.85 mmol), BEFREE(1.3 g, 7.1
mmol), 7K(3.0 mL, 166 mmol)JI N\ FIfH &, 170 C
N30 min, AR, A 500 mL & F i e
a, SHUE, BREAEY), BB 1.0 mol/L )3 RIS ML
= IR(100 mL X 3), KR4 AN E 5 T — IR,
A LA KBBR8, ZZHIER, HEN 2B
B ARV =2/1) B R4S L0 (R N-2'-4
TR -3, 4-JE B W iR (PMI-3), 2% 46.9%. m.p.
>250 ‘C; 'H NMR (600 MHz, CDCLy) d: 1.32 (s, 9H,
CH3), 7.09 (d, J=6.6 Hz, 1H), 7.35 (t, J=7.2 Hz, 1H),
7.44 (t, J=7.2 Hz, 1H), 7.64 (t, J=7.2 Hz, 2H), 7.68 (d,
J=8.4 Hz, 1H), 7.92 (d, J=8.4 Hz, 2H), 8.45 (t, J=9.0

http://sioc-journal.cn/ 705
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Hz, 4H), 8.64 (d, J=8.4 Hz, 2H); “C NMR (150 MHz,
CDCl3) d: 31.73, 35.98, 120.29, 121.25, 123.88, 127.11,
127.32, 128.03, 128.98, 129.17, 129.25, 130.39, 131.01,
131.07, 131.96, 133.61, 134.35, 137.63, 147.16, 164.94.

BAEEF(1.0 g, 2.55 mmol), BKME(10.2 g, 150 mmol),
S HE AR (2.46 mL, 2.55 mmol), BEEREE(1.3 g, 7.1
mmol), 7K(3.0 mL, 166 mmol) A E|f & o, 170 C
B30 min. WERER, A 500 mL & G
an, THUE, BREAED, JEHRA 1.0 mol/L 1 3R BRIV
ZIR(100 mL X 3), T FH /KA R AL BN TS — IR,
AU T KBR R T8, A HER, HENTBE(C
AR LAV ANS A E A N-4- 58K 3E-3,4-9E
LD 2 (PMI-4), 773 34.2%. m.p.>250 C; '"H NMR
(400 MHz, CDCL3) 6: 1.39 (dd, J=1.2, 9.0 Hz, 6H, CH),
3.03~3.11 (m, 1H, CH), 7.33 (2H), 7.48 (d, J=6.8 Hz,
2H), 7.72 (t, J=7.6 Hz, 2H), 7.97 (d, J=8.0 Hz, 2H), 8.49
(t, J=8.8 Hz, 4H), 8.58 (dd, J=1.2, 6.8 Hz, 2H). PMI-4
TR 22, IEANE] BC NMR IR .

BAEEF(1.0 g, 2.55 mmol), BKME(10.2 g, 150 mmol),
2- R FEANL0.47 g, 17.85 mmol), BEEREF(1.3 g, 7.1
mmol), 7K(3.0 mL, 166 mmol)JI N\ EIfHi &, 170 C
B30 min. WERER, A 500 mL & AR
an, THUE, BREAEY. JEMRA 1.0 mol/L 1 Eh BRIV WE
= IR(100 mL X 3), KR AN AL AN S5 T — IR
AU O KBR R 1, A HER, HENTBE(C
AR LAV ANS A A N-2'- 5 T R 3E-3,4-9E
AR 2 (PMI-5), 723 32.0%. m.p.>250 C; '"H NMR
(400 MHz, CDCl3) d: 1.22 (d, J=6.8 Hz, 6H, CH;),
2.80~2.87 (m, 1H, CH), 7.22 (d, J=7.6 Hz, 1H), 7.38 (t,
J=17.6 Hz, 1H), 7.52 (m, 2H), 7.61 (t, J=7.6 Hz, 2H),
7.87 (d, J=8.0 Hz, 2H), 8.33 (d, J=8.0 Hz, 2H), 8.37 (d,
J=17.6 Hz, 2H), 8.58 (d, J=8.0 Hz, 2H); "*C NMR (100
MHz, CDCly) 6: 23.75, 28.64, 29.74, 120.22, 121.01,
123.88, 126.67, 128.60, 131.03, 146.32, 164.14.

BAEEF(1.0 g, 2.55 mmol), BKME(10.2 g, 150 mmol),
2-2, %% 0.41 mL, 2.55 mmol), EEFREE(13 g, 7.1
mmol), 7K(3.0 mL, 166 mmol) A E|f &, 170 C
B30 min. WERER, A 500 mL & G
an, THUE, BREAEY. JEHRA 1.0 mol/L 1 Eh BRIV WL
ZIR(100 mL X 3), T FH /K AR S AL BN TS — IR,
AU KBBR8, A HER, HEN B[
AR/ A BV YV =2/1) RN B A AR N-2-2
B O3 4-TEFA L IV 2 (PMI-6), 773 26.6%. m.p.>
250 °C; 'H NMR (400 MHz, CDCl;) 6: 0.90 (t, J=7.2 Hz,
3H, CH3), 0.96 (t, J=7.8 Hz, CHs, 3H), 1.33~1.43 (8H),

706 http://sioc-journal.cn/
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1.93~1.97 (m, 1H, CH), 4.04~4.13 (m, 2H, CH,), 7.48 (t,
J=17.8 Hz, 2H), 7.77 (d, J=7.8 Hz, 2H), 8.07 (d, J=7.8
Hz, 2H), 8.15 (d, J=7.8 Hz, 2H), 8.32 (d, J=7.8 Hz, 2H);
C NMR (100 MHz, CDCl3) §: 10.69, 14.22, 23.22, 24.11,
28.78, 30.84, 38.08, 44.04, 119.47, 120.27, 122.99, 125.79,
126.50, 127.10, 128.45, 128.94, 130.43, 130.70, 133.77,
136.10, 163.93.

HAEET(1.0 g, 2.55 mmol), BKME(10.2 g, 150 mmol),
+ ZJ#%(0.47 g, 2.55 mmol), BEEREE(1.3 g, 7.1 mmol), 7K
(3.0 mL, 166 mmol) I A\ B fl &, 170 CRM 30
min. WEZE, A 500 mL 5 IAMRRE S, g,
B2 ANiEd, ST 1.0 mol/L fERERVA ML =k (100
mL X 3), F KRR S AR e — Ik, B LA
ToKBRBREA TR, 28R, HEFAE, —& R/ A
BV =11 A, FeatafEgk N-+ fst-3.4-
JEFAFE D B (PMI-T), 772 12.0%. m.p. 175.3~176.3 C;
'H NMR (600 MHz, CDCls) d: 0.88 (t, J=6.6 Hz, 3H),
1.26~1.32 (14H), 1.37~1.42 (m, 2H), 1.43~1.47 (m,
2H), 1.71~1.76 (m, 2H), 4.09 (t, J=7.8 Hz, 2H), 7.38 (t,
J=6.0 Hz, 2H), 7.67 (d, J=7.8 Hz, 2H), 7.84 (d, J=8.4
Hz, 2H), 7.95 (d, J=7.8 Hz, 2H), 8.12 (d, J=7.8 Hz, 2H);
C NMR (150 MHz, CDCl5) d: 14.12, 22.70, 27.28, 28.16,
29.38, 29.45, 29.66, 31.94, 40.43, 119.63, 120.47, 123.15,
126.02, 126.67, 127.29, 128.65, 129.10, 130.55, 130.79,
133.92, 136.35, 163.56.

HAEET(1.0 g, 2.55 mmol), BKME(10.2 g, 150 mmol),
+-PUR%(0.54 g, 2.55 mmol), EEEREE(1.3 g, 7.1 mmol), 7K
(3.0 mL, 166 mmol) I A\ B fl &, 170 CRHM 30
min. WEZE, A 500 mL 5 A MERE S, HhE,
B AN, S 1.0 mol/L fERERVA I IE =k (100
mL X 3), KRR S AR e — Ik, B LA
ToKBRER N T, 2 AR, HEE S &Pk A
BRIV =1/1) e B 1F 2 Gk N-- DU Jie -3 4-
JEFATE D B (PMI-8), 77 12.5%. m.p. 183.1~184.6 C;
'H NMR (600 MHz, CDCLy) 6: 0.87 (t, J=6.6 Hz, 3H,
CH3), 1.25~1.30 (18H), 1.37~1.41 (m, 2H), 1.43~1.47
(m, 2H), 1.72~1.77 (m, 2H), 4.12 (t, J=7.8 Hz, 2H), 7.46
(t, J=7.8 Hz, 2H), 7.75 (d, J=7.8 Hz, 2H), 8.01 (d, J=7.8
Hz, 2H), 8.10 (d, J=6.6 Hz, 2H), 8.26 (d, J=8.4 Hz, 2H);
C NMR (150 MHz, CDCl5) d: 14.10, 22.68, 27.26, 28.16,
29.35, 29.44, 29.66, 29.70, 31.92, 40.45, 119.79, 120.65,
123.30, 126.26, 126.78, 127.50, 128.84, 129.31, 130.63,
130.98, 134.06, 136.58, 163.67.

HAEET(1.0 g, 2.55 mmol), BKME(10.2 g, 150 mmol),
1IE+/)\J#%(0.69 g, 2.55 mmol), E&ER4E(1.3 g, 7.1 mmol),
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/K(3.0 mL, 166 mmo)IIA BT E H, 170 CJ B 30
min. AEER, A 500 mL & T BEA ARG, e,
BrZANVAEYD. T 1.0 mol/L R ERVA R ¥E =k (100
mL X 3), F ARV RN S A ANV T A5 T — Ik, B HLAH
TR N T, 28 HEH, HEENr s =& kA
BV V=21 NPl NS 4 Gk N-+ )\ e 3E-3,4-
JEAWE W (PMI-9), 2% 8.1%. m.p. 173.4~174.6 C;
'"H NMR (400 MHz, CDCl3) 6: 0.87 (t, J=7.2 Hz, 3H,
CH3), 1.24~1.29 (26H), 1.37~1.40 (m, 2H), 1.44~1.47
(m, 2H), 1.72~1.77 (m, 2H), 4.13 (t, J=7.8 Hz, 2H), 7.48
(t, J=7.8 Hz, 2H), 7.77 (d, J=7.8 Hz, 2H), 8.04 (d, J=7.8
Hz, 2H), 8.14 (d, J=7.2 Hz, 2H), 8.30 (d, J=7.8 Hz, 2H).
PMI-9 A fRFERZE, TIEARE] PC NMR MR,

W IERT(1.0 g, 2.55 mmol), BEME(10.2 g, 150 mmol),
3,5- (=R F)FFL(4.09 g, 17.85 mmol), EERREE(.3
g, 7.1 mmol), 7K(3.0 mL, 166 mmol) A F i & v,
170 ‘CM 30 min. #ZER, A 500 mL & H kT
TRARFEN, HhE, BREAEY. JERA 1.0 mol/L IERIR
WD =R (100 mL X 3), FFH 7RI R S AN W %
Pe—k, B YA TCKBR RN T, ZZHER, HENT
S, AR B A MBIV =3/1) T, 154t
& N-3',5"- 2 =950 B DR i k-3, 4- 6 LI T Jie (PMII-10),
5 2.0%. mp. >250 C; 'H NMR (600 MHz,
CF;COOD) §: 7.54 (s, 2H), 7.87 (d, J=6.6 Hz, 2H), 7.92
(s, 2H), 8.10 (d, J=7.2 Hz, 2H), 8.17 (s, 1H), 8.22 (d, J=
6.0 Hz, 2H), 8.38 (d, J=7.2 Hz, 2H). PMI-10 VA i 1%
#, IEANF] PC NMR IR

4 Bh A1 Bl(Supporting Information) {X&4%) PMI-1~
PMI-10 (¥ "H NMR. °C NMR il HRMS. X &5} T L
G %% MASTI 3k (http://sioc-journal.cn/) | R #.
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