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Al o T AR AN F SCER U . HoA IR R
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1.1

it i 42 R AR AR

R RIS

S Hral, B CHCL 2 F A BE A,
1.2 BEWHEHK

1.2. 1 Z=4BEN B8 ik ng b B BRBE -5

7E Schlenk & il A 1. 2mmol Mt M %t & 7t BR
£, 1.0mmol = P& ¥ E A 1L M 20mL CH.CL,
30°C THEHE 10h, T U8, BB EWRIEZE 3 ~5mL, M
ANEEZESAME, KRS, hhaaBEE, |
FREZERE - ZBES &R 0.56g LA MR,
7 2 87% , m.p.123~125C , 'H NMR(CDClL,
400MHz) 8: 6. 69 ~7.28(12H, m, ArH), 3. 66(4H, t,
J=11.4Hz, NCH:), 2.78(6H, t, Js.u=68.6Hz,
ArCH:Sn), 1.56(4H, t, J=11.4Hz, CH.CH;); IR
(KBr) »: 3048(w, Ph-H), 2988, 2872(m, C-H), 1478
(s, C-N), 1153, 1007 (s, CS2), 554(m, Sn-C), 448 (s,
Sn-S) em™'; JTESIT: # CsHsCLNS:Sn M+ E (H
(% ): C 48.67,H 4.08, N 2.18,59.99, Sn 18. 50; 3£
M8 (% ): C48.91, H4.15, N2.16, $S9.79, Sn
18. 74,

1.2.2 Z=Z4PATEHUE R ERBREN SR

ZE Schlenk & il A 1. 2mmol At ¥ %% & i B
#, 1.0mmol =4PHF & H 1L F1 20mL CH:Cl,
30°C T4+ 10h, iF 3, R BERL E 3 ~5mL, fil
ANERAME, REHE, WEAGEIK, FERs
“EHb - CRRELAE 0.48g TARK, X
81%, m.p. 136 ~137°C, 'H NMR(CDCl;, 400MHz)
8:6.94 ~7.02(12H, m, ArH), 3.90(4H,t, J=11.3
Hz, NCH:), 2.59(6H, t, Js.u=65.4Hz, ArCH,Sn),
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1.57(4H, t, J =11. 1Hz, CH.CH.); IR(KBr) »: 3061
(w, Ph-H), 2087, 2866(m, C-H), 1492(s, C-N),
1148, 1014(s, CS2), 548(m, Sn-C), 451(s, Sn-S)
em™'; TEEH: # CosHasFsNS:Sn I EE (% ): C
52.72, H 4.42, N 2.36, S 10. 83, Sn 20. 04; L3 {4
(% ): C 52.99, H 4. 50, N 2. 38, S 10. 95, Sn 20. 06,
1.3 E&W1i02REHNE

BE4EY 18 0 40mm x0. 35mm x 0. 30mm
¥ 6, 8% & B T Bruker Smart 1000 CCD & X- & £
BEWHMNLE, AABHRALK MoKa 385 (A=
0.071073nm), 7ZEZE R (298 +2K) T, U w/26 i
HRX, FE2.07° < 0 < 26.37°75 B A WEE 7938 58
B EE o H P IR SL AT 5T A 5416 A~ (R =0. 0170),
AMEATE R 4472 401> 20(1)) . RMEEWEE
BEAY, FEREFHAREEUGEHNEREME
Fourier S PR ER, XIS R FHLER
R %% 16 4498 B 3 7 A SHELX-97 BB F LA/ — 35k
BEMERHETHE, BE—BHEFH R-=
0. 0282, wR; = 0. 0617, CCDC: 213679,

BEE4Y 2 8 0.30mm x0. 19mm x 0. 1 1mm JG
€, & 1%, B B 7 Bruker Smart 1000 CCD & X- §f£k 8
BATHNLE, AARREHLK MoKa 85T (A=
0.071073nm), 7E£2.22° < 60 < 25.04°WifE A, LI
w/20 3T, EER (298 +2K) T H sk 5936
MRS, KAy & 4168 A (Ra=
0.0828), Al MEHTH A 1583 N(I> 20(1)), Gtk
EWBHERERL, EEREFHLBEEUEHE
¥ Z1H Fourier & BT EN, XM 2HIESRTF
B AR B & 10 Bt S 8 SHELX-97 BF UK/
X PHETHEE, REA-BMHEEFHI R-=
0. 0467, wR, = 0. 0788, CCDC: 213680,
2 &#RE5TiE
2.1 EEY 1702 B

RAY1M2HBRENASXTFRME GRS
(ve) FXIFREZEIRSD (1) Wlkcsr 51 H HAE 1153
cm™!, 1148cm ™! # 1007cm ', 1014em™', H Av(vz,
-vy) A5 R 146cm™' # 134em™', 5WEY
R:NCS R A, 3 Av BB WD, BLBHE & PPk
BB MAREET —ERENFEYL, BIK

BRBHRETHSHRE T AL TRMAER, dilt
A] AN, -5 ) R kS e T B A R LA Sk TR

REHEFEAL. 18 54 5 FR LR e 88
UK Av HABEK, XK S Y RS
FRERUIESHEH AL SHREFRMA ™, £
BTHERMNHANERESY, %8415 X- HELa d
gt R R —B K,
2.2 EREHIRSH

'H NMR ML BEA, BEW1M2FH L
W1 F7E 6.69 ~7.28 [H 2B £ E i, L g e B ML
Eh5R0FRFHENTERE LR TFIIIE 3. 66
3. 90 b B RIWG 585 R FHIEMPEASRFE
PEFRRS SHAHN 2. 78 f12.59, ¥H—IIF
EHRIEN—X /N EAR, X2HT "Sn-H B
ARER, KBS HE 255 68. 6Hz M 65. 4Hz,
2.3 EEYMHRE&ESEH

REGEHANERY, BEYW 1 A=8RK, =M
BEP1, a=0.9076(4) nm, b=1.0663(5) nm, c=
1.5193(7)nm, a =75.811(6)°, B=89.344(6)°, y=
72.665(6)°, Z=2, V=1.3577(11) nm®, D.=1.569
g cem™3, u=1.406mm"', F(000) =644, B&Y 2
HERBR, BRI P2/c, a=1.355(2) nm, b=
1. 0143(16) nm, c=1.986(3) nm, B=109.94(2)°,
Z=4, V=2.565(7) nm’>, D.=1.539g* cm™, u=
1. 195mm=', F(000) =1200.Bc &% 1 K REER L
A1, FERBTHHTILE 2; BREY 2 Kk
HEHWRE3, STFEMETHHTIILE4, BRED1
M2 oRKMBAINIITER I X2,

ReP1Mm2Y 00kl PLO0BRFH
BAN=ZAIERE, £RAY 18 ETFHRA
B, SRTE53INPEFTENTEFERETR

B1 Rewi1HoFeauE

Fig. 1 Molecular structure of compound 1
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Fig. 2 Projection of the unit cell of compound 1
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Fig. 3 Molecular structure of compound 2

BIBEES 43§28 Sn(1)-C(6) 0.2191(3) nm, Sn(1)-C
(13) 0.2166(3) nm # Sn(1) -C(20) 0.2164(3) nm,

M4 EEW20REHE
Fig. 4 Projection of the unit cell of compound 2

LLECE 4 2 69 Sn-C & [Sn(1) -C(6) 0.2161(8) nm,
Sn(1)-C(13) 0.2182(8) nm, Sn(1)-C(20) 0.2153
(9) nm] B&H, X 7] fE-55 M S o B ST BRAC AR RSB IR T
BfifE, EEYI1FELNPUERETFRHESY 2
HWEEREFAAERNZHHERERATX, BKEP1
M2 Sn(1) 5 S(1) ZEIKEEB 55124 0. 2466(4)
nm 1 0. 2460(4) nm, WEE-S Y = F EBGHE TR
Fig U F1 = B4R R € EOR BREE ' 1Y Sn(1) -S(1) &
[0.2487(2) nm #1 0. 2481(6) nm] B4 4H, XTRET &
RTFEFMER) FEFEA R R8N %
o EAY 1M 2/ Sn(1)-S(2) 435124 0.3079(8)
nm 1 0. 3035(4) nm, A 16 Sn(1)-S(2)8HM
K, SEEY=TESGHI A" M=
g i SRR AR 1 89 Sn(1) -S(2) BAYRK [0.3053
(1) nm #10.3027(6) nm] #HiE, HEETEEY
MesSnS;CNMe,"'%? ) Sn(1) -S(2) (0.316nm), {E H{H
EATXFEMIEFHEEEEEZZM (0. 4nm), i
HERSY1 M2, WEEESTBRERIENH

1 EEVINEIESKNER
Table 1 Selected Bond Distances(nm) and Angles(°) of Complex 1

Sn(1)-C(20) 0.2164(3) C1(2)-C(15) 0.1744(3) N(1)-C(5) 0. 1475(4)

Sn(1)-C(13) 0.2166(3) CI(3)-C(22) 0.1748(3) C(2)-C(3) 0. 1510(4)

Sn(1)-C(6) 0.2191(3) S(1)-C(1) 0. 1752(3) C(7)-C(8) 0.1379(4)

Sn(1)-5(1) 0.2466(4) $(2)-C(1) 0.1683(3) C(6)-C(7) 0. 1485(4)

Sn(1)-S(2) 0.3079(8) N{1)-C(1) 0.1327(3)

C1(1)-C(8) 0.1740(4) N(1)-C(2) 0. 1464(4)
€{(20)-Sn(1)-C(13) 116. 8(1) C(13)-Sn(1)-5(2) 80. 3(3) N(1)-C(1)-8(1) 116.0(2)
C(20)-Sn(1)-C(6) 109. 9(8) C(7)-C(6)-Sn(1) 115.1(8) C(1)-8(1)-Sn(1) 96. 6(9)
C(13)-8n(1)-C(6) 107.7(5) C(7)-C(8)-Ci(1) 119. 5(3) C{1)-8(2)-Sn(1) 77.9(9)
€(20)-8n(1)-S(1) 108. 0(1) C(6)-Sn(1)-S(2) 156. 8(9) C(14)-C(13)-Sn(1) 112.4(2)
C(13)-8n(1)-8(1) 118.1(8) $(1)-Sn(1)-8(2) 64.1(3) C(21)-C(20)-Sn(1) 115.1(3)
€(6)-Sn(1)-8(1) 93.4(6) $(2)-C(1)-8(1) 121.0(1) N(1)-C(2)-C(3) 103.5(3)
€(20)-Sn(1)-5(2) 83.8(5) N{1)-C(1)-8(2) 123.0(2)
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Table 2 Selected Bond Distances(nm) and Angles(°) of Complex 2
Sn(1)-C(6) 0.2161(8) F(2)-C(15) 0.1332(13) N(1)-C(2) 0. 1476(10)
Sn(1)-C(13) 0.2182(8) C(7)-C(8) 0. 1464(11) N(1)-C(5) 0. 1424(10)
Sn(1)-C(20) 0.2153(9) F(3)-C(22) 0.1363(11) C(2)-C(3) 0. 1480(13)
Sn(1)-S(1) 0. 2460(4) S(1)-C(1) 0.1749(10) C(7)-C(8) 0. 1356(12)
Sn(1)-5(2) 0. 3035(4) S(2)-C(1) 0. 1683(9)
F(1)-C(8) 0.1331(12) N(1)-C(1) 0.1318(10)
C(20)-Sn(1)-C(13) 105.7(3) C(13)-Sn(1)-S(2) 158.3(3) N(1)-C(1)-S(1) 116.7(7)
C(20)-Sn(1)-C(6) 119.7(4)) C(7)-C(6)-Sn(1) 114. 8(6) C(1)-S(1)-Sn(1) 96. 8(3)
C(13)-Sn(1)-C(6) 106.8(4) C(9)-C(8)-F(1) 114.8(12) C(1)-5(2)-Sn(1) 79.2(4)
C(20)-Sn(1)-S(1) 114.2(3) C(6)-Sn(1)-5(2) 85.6(3) C(14)-C(13)-Sn(1) 113.5(5)
C(13)-Sn(1)-S(1) 94.1(3) S(1)-Sn(1)-5(2) 64.3(7) C(21)-C(20)-Sn(1) 114. 3(6)
C(6)-Sn(1)-S(1) 112.4(3) S(2)-C(1)-S(1) 119. 6(5) N(1)-C(2)-C(3) 102. 4(9)
C(20)-Sn(1)-5(2) 82.1(3) N(1)-C(1)-5(2) 123.7(8)

MG E5BRFES, LA KA YIS A
Y. WH, EEEY 12 K CS, BEH, KEH
C-SE[S(2)-C(1)¥H 0. 1683nm ] F 4 £ &Y Sn-S &
[Sn(1)-5(2)0.3079(8) nm, 0. 3035(4) nm] AHXF SiL,
X S(2)-C(1)EUXNEEAFE,
EREY1Y, BRFEAEMBAAKER: S
(1), C(20), C(13) & FARBENLE, W S(2) F1 C(6) 4
TRIMALE, R T =ML, B T L 5 E5R
BALRR UG B S8R Flif, (18454 T
= X4 i 1) o7 B A0 AR 3 07 B R B JR T Z B 8
Je A [S(1)-Sn(1)-S(2) 114 64. 1(3)°, 5 90°F
KRB, M-S B R F A 0] REAL T AR = XU
BT SALE, M C(6) -Sn(1) -S(2) HIBMAWILN
156. 8(9)° M AR 180°. H HAL TR EME FLHFE
HFE T EREREFURGBRE FZEIM=1KMH
[C(20)-Sn(1)-C(13)116.8(1)°, C(13)-Sn(1)-S(1)
118.1(8)°, C(20) -Sn(1) -S(1) 108.0(1)°] ZFK
342.9°, 5HUH K 360°H R T 17. 1°, BLEA C(20),
C(13),S(1)# Sn(1) ®AE & F—1 ¥ ko wesh, &
T=MWEMAAIER C(6) HFEATHREME
BIP R E BT B BB R T LA R B R F Z 8] B 3 £
43 H1H: C(20)-Sn(1)-C(6)109.9(8)°, C(13)-Sn(1)
-C(6)107.7(5)°, C(6)-Sn(1)-S(1)93.4(6)°, fif
FAYRTF 90°, ML T=MAEMEMNER S(2) R
TELETABEMENHRNFTENTRERREFUR
BRI 2Z 18] 9 3 £ J0| 25 B 8 /v T 90° [C(20) -Sn(1)
-S(2) 83.8(5)°, C(13) -Sn(1) -S(2) 80.3(3)°, S(1)
-Sn(1)-S(2)64.1(3)°], AMAT A, ZKEEWFEH R
FTRHEEBRTR=MAMELE, W25 R Y

EAJAERSEEY 1 FHRTFOMERRL, @
EEAM=MIENE, EREEEER/DNTES
Y1, XURSFTEEHBURARTFHERFRA
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Synthesis and Crystal Structure of Tri( o-chlorbenzyl)tin Dithiotetrahydropyrrolocarbamate
and Tri( o-fluorbenzyl)tin Dithiotetrahydropyrrolocarbamate

YIN Han-Don* WANG Chuan-Hua MA Chun-Lin
( Department of Chemistry, Liaocheng University, Liaocheng 252059)

Tri ( o-chlorbenzyl ) tin dithiotetrahydropyrrolocarbamate 1 and tri ( o-fluorbenzyl) tin dithiotetrahydropyrrolocar-
bamate 2 were synthesized. Their structures were characterized by elementary analysis, IR and '"H NMR and the
crystal structures were determined by X-ray single crystal diffraction. The crystal 1 belongs to triclinic with space
group PI, a=0.9076(4) nm, b=1.0663(5) nm, ¢=1.5193(7) nm, a=75.811(6)°, B=89.344(6)°, y=
72.665(6)°, Z=2, V=1.3577(11) nm’, D.=1.569¢ * cm~*, w=1.406mm"', F(000) =644, R =0.0282,
wR =0.0617. The crystal 2 belongs to monoclinic with space group P2,/ ¢, a=1.355(2) nm, b=1.0143(16)
nm, c¢=1.986(3) nm, B=109.94(2)°, Z=4, V=2.565(7) nm’, D.=1.539g - cm~?, @=1.195mm"",
F(000) =1200, R=0.0467, wR=0.0788. In the crystals of 1 and 2, the structures consist of discrete
molecules containing five-coordinate tin atom in a distorted trigonal bipyramidal configuration. CCDC: 1, 213679;
2, 213680.

Keywords: tri( o-chlorbenzyl ) tin tri ( o-fluorbenzyl) tin dithiotetrahydropyrrolocarbamate

synthesis crystal structure
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