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An Efficient Method for the Synthesis of Substituted
5-Aminotetrazoles from Selenoureas
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Abstract The method to synthesize S-aminotetrazoles starting from 1,3-disubtituted selenoureas using ion-supported hyper-
valent iodine(IIT) reagent and sodium azide via electrocyclization has been discovered. The reaction has some advantages, such
as using green and recyclable reagent [dibmim][PF¢] , environmental benign, short reaction time, good selectivity and high
yield. The reaction is in line with the requirements of green chemistry.
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TEMEAL B W, S5-I DU S0 B 28 1 & Bl — A
A IE IR ). DU RRER AT A R SR () A 4
TEHAAR, OB SR A PE K AR 3 15 5 TH
REEER, W) ZHTamETS5FRY 2
VUSSR AT A A 2 R A e, ndid &P, Hiw
FPL HRM. PR ZAENELE R R4
WAL TR M EE R, 40T L0 R i A5 R0 T Ak
TR F OB A R A Rk, HoA AR =S A
G SE R

ITAER, SCHR[8]FRIE {5 FH ey TR 2- Rt 24 FHY R
(IBX)& Wi & i) S-2 &0 %M. 5 IBX fHEk, —
TS PR T A 2 B 5 F ) — P L s e ), E R At
IR PTG S LR GE AR /D, SR, RSO [ N 5 xR
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FREIFEIRICR, A DAY BY5 Y B, B A N —
AT RE R TRt 7, s F G, HIR R T
AR SR B ER I ([dibmim] ' [PFe] ), HAJ5THIX
LR AR, TR IATR T T — 2 DA IR ke 4 R,
BT WA S I R UK [dibmim] T [PFe] R HE 5
B BN I B B L DY UL ) % 2 (Eq. 1).

1 HR5iTR

1.1 SEMNEMEUEINERR R
1.1 R FHkie

EFE T RFR 1,3- 2R FEM IR A A EAT RS A
etk 73R SR B R Pk LR
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PFg

NaN3/H3C\N/\N
{ O 1L
RN MR? I(OAC),
Se
solvent

N—N N—N

R1 T R2 2
N + \N/QN,N 1

Ho Ho

R? R!

FIHEAT T4, S5 R nER 1 iR,

M 1 AT, HVEFRIDN NN-— 5 R (DMF),
SN N 60 min B, —ZRIEAGARELERN 100%,
A% 50% VU . L 45% Z AR =Y S% AR AR, T
SN SN I TE] 4696, TLC BRERAGI, B N A] N 10
min B, IR IR B 0] 58 A i Ak, 43 3 DU A M)
(52%), HEARFAR. AT REFRBCE, 75%
21 NaN; Al[dibmim] " [PF] B EX S 50, K
I NaN; 4 3 equiv.bf, DYZMEISE IR A 90%, AkELHE
B NaN; &, WERMBAFERS. ok, X[dibmim]"
[PFq] OB INA 1.2 equiv.hf, ZERL AR F=238 0,
DU UM B AR 2 S 2T R R, i 5 5
WCR TR, Rt . R T 3RS B AT ) R Bk

1

P, 7R N AA Z b TCHILBRR Hh A Jsg R A 7 A
R, RN 7 HANTCHLIRAT NaNs RIS, 72/
R R AN K. SRR AR W], BN 2 equiv.
NaOH #10.5 mL 7KI, SRk #ERLF, ik e ek
A R DY e, A R I B N-TE R R P A
M, WA RN N 1 equiv. RFEEAIAR, 1 equiv.
[dibmim] [PFe] ", 3 equiv. NaNj, 2 equiv. NaOH, 5 mL
DMF A1 0.5 mL 7K, Z i T M 10 min.
1.1.2  JRApiE BT 5T

WE B RN AR, A T N RS
FVEHE, &8 7 &P SRR 1,3- ZHURA IR 7R
RSB T RV(FE 2).

PN SEEB 25 S AT N, R RRRR i A S 4 H T R A
Ul 0-Et (1b), m-Me (1c), p-Me (1d)f 75 FIHH 57 PU 40 e =
VW R A RIS AR F TR AU p-F (Te),
p-Cl (IO PP 2 W] A 1. 7RSSR b, 1 —2F
- GONFR M BT e AR IR 9 IR D S L, an#A i
PR IET ZEMR . PR IR AR IEAIREE . (FAUK
Dy R AR, FLA 0 TLAN SRR (0 AR F7 R At AR AR e 15
B, X AT HE S M S KT FL A g 107 fr 3 12 ) i
REEA RS 5 S SRS R T AH R R DO U 4, T HL

AL

Table 1 Optimization of reaction conditions

NaNg /HaC— A8
4 3/H3 N@Nm N'N°’,“ YO ’
©/ g \© I(OAc), >\——N . N\n/N
Se solvent QNH @ ©/ 0o \©
1a 2a 3a
Entry NaNj/equiv. [dibmim]‘[PF¢] /equiv. Solvent  Temp./C  Time/min Base (equiv.) Product (2a : 3a) Convert ratio”/%
1 1 1 THF r.t. 60 — 0:100 15
2 1 1 DMSO r.t. 60 — 0: 100 10
3 1 1 MeCN r.t. 60 — 0:100 10
4° 1 1 DMF r.t. 60 — 50 : 45 100
5 1 1 DMF r.t. 10 — 5248 100
6 2 1 DMF r.t. 10 — 65 .35 100
7 3 1 DMF r.t. 10 — 90 : 10 100
8 4 1 DMF r.t. 10 — 90 : 10 100
9 3 1.2 DMF r.t. 10 — 80 : 20 100
10 3 1 DMF 50 10 — 76 .24 100
11 3 1 DMF r.t. 10 NaOH (2) 92:8 100
12 3 1 DMF r.t. 10 NaH (2) 80 - 20 100
13 3 1 DMF r.t. 10 Na,COs (1) 85:15 100
14¢ 3 1 DMF r.t. 10 NaOH (2) 100 : 0 100

“ Conversion (%) of 1,3-diphenylselenourea (1a); % 5% unknown impurity; © 0.5 mL H,O was added.
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BUHE MRILX
K2 JRYERHYER T
Table 2 Substrate scope
PFg
NaN3 / HSC\N@N
H H =/ N-N N-N
N. N I(OAc), R! I R2 I
R1/ \n/ \Rz \N/AN/N + \N/AN’N
Se DMF/NaOH/H,0 Ho Ho T
1a~1I R R
2a~2l 2a'~2I'
Entry R! R’ Product Time/min Yield"/%

1 Ph Ph 2a 10 95, 93¢
2 0-EtCqH, 0-EtCqH, 2b 10 92, 92¢
3 m-MeCgH, m-MeCgH, 2¢ 10 89
4 p-MeC6H4 p-MeC6H4 2d 10 87
5 p-FCeH, p-FCeH, 2e 20 69
6 p-CIC¢H, p-CIC¢H, 2f 20 65
7 Benzyl Benzyl 2g 15 85
8 n-Butyl Ph 2h 15 90
9 Cyclohexyl Ph 2i 15 92
10 Ph 1-Naphthyl 2j 10 85
11 p-MeC¢Hy Ph 2k:2k' 10 86(75 . 25)°
12 H Ph 21 15 71

“The mixture of 1a (0.5 mmol), [dibmim] [PFs]~ (0.5 mmol), NaN; (1.5 mmol) was added in DMF (5 mL) followed by the addition of NaOH (1 mmol) and H,O
(0.5 mL), then stirred at room temperature for 10 min; * Isolated yield based on 1; ¢ Using recycled [dibmim][PF4]; ¢ Using recycled Se powder; ¢ Ratio of regioi-

somers determined by 'H NMR.

% R 1T (85%).

TERRI A T SRR E MG, SR A A
WIRRA R EE DU E e, AR IR 2 5 R B, AFAE—A
DX 4ok 346 P ) I L BRATT U A 2 T AR T T AR R
1,3-  HUAR PR AP iR X 3 43 1k 1 B 2 B AL = ) 1) I
N7, ASKEFRAG IR 0 P9 A BUAREE T A% pK, [ELRT R B iE
PEVEA R KRz, HEM A KRR 1,3- ZHUOAR R
Th~1j F1 11 £ 2 55 DU 20 1 DX I 5 1t 5 i A i
1) pK, (A VIFEC. BT AR pK, (A ZECK, 5
BT B 2h~2j A 21, i C4ERRIIER H-H
COSY HFSE T =454, 2h 1 H-H COSY &, H
CNH Jii 1(6 4.53) 5 CHN Jii 7(6 3.43)M1 %, IEM ™1
2h, 3E 2h". BRI BEERIZI pK, (B S R IAR T, %
FERIEAN R AE B T IRA 2k A2k (B 1).

LGS G, 0B AR AR A AT T R R
FH, S (BT P B 1V A R Ry T DU UM P & i, I
I (R 2).

1.2 REHIBART

X UL SEI gk BT AT B A, SR T B IR IR
AR IR RS R DY MR N- ZBRAL B P ) B R
P (Scheme 1). Wik 78 A U0 2R 8% B AT e, gk —
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AAESE T IZALE.
343N

Bl 1 2h /) H-HCOSY % 2h', 2k, 2K' 45 f =,
Figure 1 H-H COSY of 2h and the structures of 2h', 2k and
2k”

T e AR AR R (1) R AR R 2 X [dibmim] -
[PF¢] T AR ¥, [dibmim] [PFs] Ff)— 1 OAc B %
AR A 6. B EI—2F AcOH i NaOH JE R
NaOAc. #[dibmim] " [PF¢] %44 1 FO AT R it itk A= e ik —
g fafA 7. SR)G B BB T Ny 3E B0 — W e A= p
Wik 8, e B R BT 2] 5-Z H U %= 2a.
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HaCm A
3 N@N

N
N
N
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3a
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N N P -
[dibmim]*[PFg] ©/ Y
©/ \[S];a \© NaOH (H
/Q
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Scheme 1 Proposed mechanism

MBEMRE T Ny BB RR B 0 A ] 4
W, JRFAVER R AELE pK, RS AT ARG —m. 1ET
& (pK,=10.77) 134 2% (pK, = 10.66)I1) pK, {H7t & TR
[l (pK,=4.61), T HWAFH KA IET AR D IHE—
], B LA B — 7= 2h AT 240 X6 F % (pK, = 5.04) Fll
1-ZE & (pKa=4.21) pK, [H#E R IE (pK,=4.61) ¥k,
o} P 3 S FL A iR (1K) 7E [dibmim] [PFe] Al NaN; /276 F
B —ANEEWY 2k £ 2k' (2k : 2K'=75 : 25); {H ;%E

HRIEMNRAG R T 71, X EER I 2 A S
B BRI AR, AR R 1R -5 B DY e 21 W R A
B,

1E R SR RPN NaOH AJ LU AcOH MR %
iK, WMBFME T Ny B W2, KKk
BT N-CBAEIF=PIRI A R i — 5T, RO H AR )
TG K73 AR08 AR A7 28K 1 A T A sz B [ A AR 3 2
(Scheme 2).

R'NCSe

R2NH2(
1/N

N

N—-N N-N
Nafts R’ /Q N o+ Rz\ [N
/@' Ac DMF N7\ NN
/N\) Se H Ho
HsC - |
PFe 1a~1I R2 R
CH;COOOH <:> 2a~2l 2a'~ 2|
—~ N
HsC P :
B2 B 3R R T A AT (4 TR i
Scheme 2 Recycling of ion-supported DIB and Se powder
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BIHE

R

2 Zhig

ASCER T 5P 13- BRI O JER), BT
PRI BRI B R AN S 5 1 s 2 IR
VU UM PR R £k 3K 2% T R B e . T B e O,
SIS RVRE, SREEIELF, FF A SRR EOR. SR s
RRW], ZNA R R R E FIVE. B A
TR AR N ThREAL 0 B TR, B & T A AL
S RSO ORS8RI IR R R B ] T 2 2
VUSRI S5 1, S SEBL 1 8 T S ) —
T TR B K AR PR O 2 fs .

3 S
3.1 UES5HF

Biichi B-540 %A /5.1%; Nicolet Aviatar-370 B 2T 413
Y6 EiF; Varian Mercury Plus (400 MHz)#% #4 LR
Thermo Finnigan LCQ Advantage (ESI)Fii{. #4247
i/ 200~300 HEERR, FrA 55135 & 4 Hr 4t
3.2 ZLWAHE
3.2.1  ERES AR

£ 250 mL = B IN AR (4.7 g, 50 mmol).
ToKHER(3.22 g, 70 mmol). FFZE(50 mL), JHHAZE [\,
TLC BREFRN, fRfefetbse s, 1510, IR 7%
RN EREKFR. RGMA=LA2 g 119
mmol)FIAE (5 g, 63 mmol), VKHFEME T2 A (=
S I B RRER(S g, 17 mmol)f FRAE(10 mL)VAW, T4 hn
SERefE IR 5 h, RETHEEBEVE RN 1 h. N
SElE, L, FHHARTEERIEVIGEYENR 1.4 ¢, [l
FrH), JEMRHRAE J5 i i AR E M alifr, 20A T R A
RUEM, 193282 F M FEIREE 8.2 g (90%).

50 mL B UG Ao N 2R 56 S Al U BR 1R (0.218 g,
1.2 mmol). ZJ%(0.093 g, 1 mmol). — 5 (10 mL), =
B, B A aBE AT, g, B A R 5%,
TR 1,3- R EEAMR 0.25 g (91%). HABMEIRA &
Tk b
322 V9 R GG A AR BB R Ry e B T AR 3 aY sk
EoPld

7E 50 mL 5 R IR 1 (0.5 mmol). BT
AR ) RS R LA (0.282 g, 0.5 mmol) Al S & AL A
(0.098 g, 1.5 mmol), JIA DMF (5 mL), F A NaOH
(0.04 g, 1 mmol)Fl H,O (0.5 mL), F &4 +#E 10 min. TLC
W, LW E, g, WEUFH & e, M,
#3056 0.038 g (96%). K UEVR 5] A\ HIFT NaHCO; /KR
o B RN, T uE, BEUET RS SR A R,
TN & b B A, R, ZmREE, T
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R TR I IS 10 0210 g (94%). JEBIKYE,
FEEMTVCAEE) @ MR LBR)=4 : 1113 A @B
2.

1-(4- Tl 2 58 )-3- F 1ok e O 01 7R 26 (10): 11 £ 3]
4. m.p. 103~105 °C; "H NMR (400 MHz, DMSO-dj) &:
9.13 (s, 1H), 7.78 (d, J=8.0 Hz, 2H), 7.74 (s, 1H), 7.69 (s,
1H), 7.20 (d, J=8.0 Hz, 2H), 5.35 (s, 2H), 3.83 (s, 3H).

N,1-ZOR B H-5- 2 3 DU e (2a): AR, F= 2
95%. m.p. 158~160 C (Lit.'”158~159 °C); '"H NMR
(400 MHz, CDCl;) 8: 7.64~7.58 (m, 3H), 7.53~7.51 (m,
4H), 7.33 (t, J=7.6 Hz, 2H), 7.07 (t, J=7.6 Hz, 1H), 6.42
(s, 1H); °C NMR (100 MHz, CDCl3) &: 151.5, 138.0,
132.7, 130.4, 130.3, 129.2, 124.7, 123.4, 118.2; IR (KBr) v:
3433, 1612, 1571, 1496, 1454, 1090, 746 cm '; ESI-MS
m/z: 260.4 (M+Na)".

N,1- A8 2 ZR -1 H-5-Z FE U S M (2b): 1A €[]
&, P7E 92%. mp. 109~111 C; '"H NMR (400 MHz,
CDCl3) 6: 8.10 (d, J=8.0 Hz, 1H), 7.58 (td, J=7.6, 1.2
Hz, 1H), 7.52 (dd, J=8.0, 1.2 Hz, 1H), 7.44 (td, J=7.6,
1.2 Hz, 1H), 7.31(dd, J=7.6, 1.2 Hz, 1H), 7.27 (td,
J=8.0, 1.6 Hz, 1H), 7.14 (dd, J=7.6, 1.2 Hz, 1H), 7.05
(td, J=7.6, 1.2 Hz, 1H), 5.94 (s, 1H), 2.48 (q, J=7.6 Hz,
2H), 2.37 (q, J=7.6 Hz, 2H), 1.14 (t, J=7.6 Hz, 3H), 1.06
(t, J=7.6 Hz, 3H); °C NMR (100 MHz, CDCl;) J: 152.7,
1423, 135.4, 131.8, 131.7, 130.6, 130.2, 128.5, 127.6,
127.2,127.0, 124.1, 119.6, 24.3, 24.1, 14.8, 13.5; IR (KBr)
v: 3423, 2974, 1608, 1565, 1524, 1494, 1461, 1087, 753
cm '; HRMS caled for Ci7HyNs [M+H]": 294.1713,
found 294.1714.

N, 1- ) B R I -1 -5 8 DU 0k (2¢): 1 £ [
&, P75 89%. m.p. 141~142 ‘C; 'H NMR (400 MHz,
CDCl3) 8: 7.54 (t, J=8.0 Hz, 1H), 7.43 (d, J=8.4 Hz, 2H),
7.37~7.33 (m, 3H), 7.29~7.24 (m, 1H), 6.93 (d, J=7.6
Hz, 1H), 6.40 (s, 1H), 2.52 (s, 3H), 2.40 (s, 3H); *C NMR
(100 MHz, CDCLy) ¢: 151.5, 140.9, 139.2, 137.9, 132.5,
131.1, 130.0, 129.0, 125.3, 124.1, 121.5, 118.7, 115.3,
21.5, 21.4; IR (KBr) v: 3299, 2962, 1625, 1598, 1582,
1538, 1488, 1462, 1087, 784 cm '; HRMS calcd for
CysH N5 [M+H]" 266.1400, found 266.1393.

N,1- 006 B SR JE -1 H-5- 2 2R DY e (2d): (£ [
&, P7E 87%. m.p. 207~208 C (Lit." 206~208 C);
'H NMR (400 MHz, DMSO-dy) d: 9.06 (s, 1H), 7.47~
7.43 (m, 4H), 7.38 (d, J=8.4 Hz, 2H), 7.05 (d, J=8.4 Hz,
2H), 2.41 (s, 3H), 2.23 (s, 3H); °*C NMR (100 MHz,
DMSO-dg) d: 152.2, 139.7, 137.1, 130.8, 130.3, 130.2,

Chin. J. Org. Chem. 2016, 36, 2150~2156
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129.0, 125.3, 118.3, 20.9, 20.4; IR (KBr) v: 2923, 1609,
1562, 1509, 1385, 1232, 1080, 1047, 825, 809, 611 cm "

N,1- R OR B -1 H-5-2 B DU A (2e): H (AL A,
A 69%. mp. 175~178 C; 'H NMR (400 MHz,
DMSO-dy) : 9.31 (s, 1H), 7.76~7.72 (m, 2H), 7.65~
7.62 (m, 2H), 7.52~7.47 (m, 2H), 7.18~7.14 (m, 2H);
C NMR (100 MHz, DMSO-dy) d: 162.3 (d, 'Jer=245
Hz), 157.2 (d, 'Jopr=237 Hz), 152.3, 135.8, 129.0, 128.2
(d, *Jer=8 Hz), 119.9, 116.5 (d, *Jer=23 Hz), 115.0 (d,
ZJer=22 Hz); IR (KBr) v: 3270, 3064, 1618, 1578, 1516,
1240, 823 cmfl; HRMS calced for Ci3H;oF,;Nj5 [M—i—H]+
274.0899, found 274.2730.

N,1- 0 GEUORFE-1H-5-20 FE DU A e (26): B il 4,
A 65%. mp. 194~195 C; 'H NMR (400 MHz,
DMSO-dy) 0: 9.47 (s, 1H), 7.72 (s, 4H), 7.65 (d, J=8.8
Hz, 2H), 7.37 (d, J=9.2 Hz, 2H); *C NMR (100 MHz,
DMSO-dy) d: 151.8, 138.3, 134.5, 131.4, 129.6, 128.3,
128.3, 127.4, 127.4, 125.5, 125.5, 119.5, 119.5; IR (KBr)
v: 3271, 2920, 1610, 1570, 1491, 1410, 1090, 820 cm™';
HRMS calcd for C3HgCIh,Ns [M—H] 304.0162, found
304.0172.

N,1- R - 1H-5- 2 B DY e (2g): A Ak, =%
85%. m.p. 170~171 C (Lit!"® 170~171 “C); '"H NMR
(400 MHz, DMSO-dy) d: 7.60 (s, 1H), 7.33~7.29 (m, 2H),
7.27~721 (m, 5H), 7.19~7.15 (m, 3H), 5.38 (s, 2H),
4.45 (d, J=5.6Hz, 2H); *C NMR (100 MHz, DMSO-d;)
J9: 155.2, 138.6, 134.7, 128.5, 128.0, 127.8, 127.2, 126.9,
126.8, 47.6, 46.7; IR (KBr) v: 3265, 3117, 3030, 2959,
2927, 1617, 1496, 1454, 1413, 1380, 1356, 1336, 1278,
1243, 1108, 1081, 1057, 1029, 757, 732, 700 cm .

N-1E T 25-1-2K -1 H-5-Z FE DU U (2h): ] 44,
F=F 90%. m.p. 96~99 C; 'H NMR (400 MHz, CDCl;)
J9: 7.56~7.43 (m, 5H), 4.53 (s, 1H), 3.48~3.43 (m, 2H),
1.66~1.59 (m, 2H), 1.41~1.32 (m, 2H), 0.92 (t, J=7.6
Hz, 3H); "C NMR (100 MHz, CDCl3) §: 154.7, 133.3,
130.1, 129.6, 123.8, 44.5, 31.8, 20.0, 13.8; IR (KBr) v:
3383, 3218, 2956, 1607, 1499, 1456, 1086, 769 cm .

N-3F 2k 1- R B - L H-5- 2 B DY Z60Me (2i): (]
FAER 92%. mp. 118~119 C (Lit"! 121~122 C); 'H
NMR (400 MHz, CDCl;) d: 7.58~7.50 (m, 3H), 7.47~
7.45 (m, 2H), 4.28 (d, J=7.2 Hz, 1H), 3.78~3.70 (m,
1H), 2.14~2.11 (dd, J=12.4, 3.2 Hz, 2H), 1.76~1.71 (m,
2H), 1.67~1.62 (m, 1H), 1.45~1.34 (m, 2H), 1.27~1.13
(m, 3H); *C NMR (100 MHz, CDCl3) §: 153.8, 133.4,
130.1, 129.5, 123.8, 53.6, 33.4, 25.6, 24.8; IR (KBr) v:
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3232, 2928, 1596, 1512, 1450, 1095, 765 cm ™ ".

N-TRHE-1-Z5 55 -1 H-5- 2 FE VU UM (2): B [T A,
FEE 85%. m.p. 199~120 ‘C; 'H NMR (400 MHz,
DMSO-dg) 6: 9.24 (s, 1H), 8.27 (d, J=8.0 Hz, 1H), 8.15
(d, J=8.0 Hz, 1H), 7.83 (dd, J=7.2, 1.2 Hz, 1H), 7.75 (t,
J=8.0 Hz, 1H), 7.69~7.59 (m, 4H), 7.31~7.26 (m, 3H),
7.00~6.96 (m, 1H); *C NMR (100 MHz, DMSO-d;) o:
153.3, 139.4, 133.7, 131.0, 129.0, 128.5, 128.3, 127.9,
126.9, 126.4, 125.7, 121.9, 121.3, 117.9; IR (KBr) v: 3249,
3117, 3085, 3030, 2920, 2843, 1658, 1613, 1574, 1552,
1530, 1500, 1470, 1415, 1384, 1246, 1083, 771, 755 cm ';
HRMS calcd for C;7H;3NsNa [M—|—H]+: 310.1057, found
310.1063.

N-Xof L e 1 - - | -5 - L DU 5 M/ N- 8 - 1 -
Hof B IR - 1 H-5-F R DU M 2k +2KY): [ 4k, 77
K 86% (75 : 25); '"H NMR (400 MHz, DMSO-d) d: 9.22
(br s, 1H), 9.18 (br s, 1H), 7.65~7.60 (m, 7H), 7.52 (d,
J=8.4 Hz, 2H), 7.49 (d, J=8.8 Hz, 2H), 7.44 (d, J=8.0
Hz, 2H), 7.30 (t, J=8.4 Hz, 2H), 7.11 (d, J=8.0 Hz, 2H),
6.99 (t, J=7.6 Hz, 1H), 2.43 (s, 3H), 2.25 (s, 3H); °C
NMR (100 MHz, DMSO-d;) d: 153.5, 152.0, 139.6, 137.0,
130.8, 130.2, 130.0, 129.7, 129.6, 128.9, 128.5, 125.2,
118.3, 121.8, 118.0, 20.8, 20.3; IR (KBr) v: 3236, 3194,
3074, 3035, 2926, 2860, 1609, 1563, 1533, 1514, 1497,
1456, 1392, 1331, 1232, 1123, 1085, 1069, 1018, 822, 748
cm 'y MS m/z: 252.5 M+1)".

1- 2RI L H-5-F DU 2l): A EE A, 72K 71%.
m.p. 165~166 C; (Lit.'"" 163~165 ‘C); '"H NMR (400
MHz, DMSO-dq) d: 7.62~7.52 (m, 5H), 6.89 (br s, 2H);
BC NMR (100 MHz, DMSO-de) J: 154.6,133.2, 129.6,
129.0,123.8; IR (KBr) v: 3413, 3324, 3162, 1632, 1597,
1571, 1505, 1456, 1327, 1127, 1067, 1017, 772, 756 cm " ';
MS m/z: 162.1 (M+1)".

3.2.3  ELKAY AR BT 1,3- AR T EOR F ARG A &

2% iR 13- TR FEMIR )& O . okl AR
CHEIRNE(2.4 g, 20 mmol). 7K HZ(1.38 g, 30 mmol).
= (6 g, 59 mmol). HEH(2.5 g, 31 mmol)FIXU(= 5 H
F)BRIRER(2.6 g, 9 mmol), SeN45 WA 28 )5 Ab BT 240
LI A E RS 3.7 g (88%). 50 mL HIIEH N
AR 2 F 2K Rl F R 6 (0.253 g, 1.2 mmol). 4l 2L
[f%(0.121 g, 1 mmol). —& I LE(10 mL), =i+, A H
AT, PR, B A R, TR 13-
AR CEEIRFEAI R 0.30 g (90%).

http://sioc-journal.cn/ 2155



Bl HRIEX
3.0.4 EICHY & F ik A A R T [dibmim] - 1.J. Med. Chem. 1976, 19, 1017.

— b A [4] Navidpour, L.; Shadnia, H.; Shafaroodi, H.; Amini, M.;
[PF¢] 649 B A%, Dehpour, A. R.; Shafiee, A. Bioorg. Med. Chem. 2007, 15,

7E 100 mL # DB A NN 2R EF(17 mL), In#E 1976.
45 °C, GEARRM 30%WEUK(7 mL), FFIEELE 40~ g fg;:f’;‘zh/* O Mol I;;O;Sf;”]m A WO 9811093,

3y = bz A Y o em. Abstr. s , .

50 C, WTEEERS N 2 h, WEIRNEBE 0 C, [6] Wang, Y.; Zhao, D. M.; Fei, K. F.; Jin, N. R. J. Zhejiang Univ.

FEAR I T B T S ARATR(1L g, 28 mmol), Technol. 2008, 36, 151 (in Chineso).
(Ef, BEW, "), &7 A, T T L XFFR,

SRBEHEILE, B GBI, g, T R o e

) 5 [dibmim] '[PF¢] 12 g (84%). [7] Zhao, D. M.; Fei, K. F; Wu, C. X.; Jin, N. R. J. Zhejiang
Univ. Technol. 2009, 37, 242 (in Chinese).
.‘ . . N B, A, R4, &T N, T TR KFFIR,
4 Bh#1 B (Supporting Information) X&) A% ik 3= (2009 3)1 jz ) 7, AR, &7 o
AE T P AT R 1. X e Rl AT DA A B A T X 35 (http:// [8] Chaudhari, P. S.; Pathare, S. P.; Akamanchi, K. G. J. Org.
sioc-journal.cn/) | T %%, Chem. 2012, 77, 3716.

[9] Xie, Y. Y.; Pan, H. X. Phosphorus, Sulfur, Silicon Relat. El-

em. 2014, 189, 98.

[10] Stolle, R. Chem. Ber. 1922, 55, 1289.
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