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T EREMIC, ME-ZER=ERFEOERRT
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2. 1. Bt

KRR LB R X7 bV 4TIX, Bulker 8
Avance-400S EBEZEA L, IT7 n ok b-d

(CDCly) ZNEMEREXT R T AF LT T E2RAWN

720 TRAOMRIR AR R V43HTH, Bio-Rad B4 FIS-60
ZER L, KBr S8BT & 0 BIE LTz, X
#Tid, Rigaku S AFCTR & 7213 RAXIS- RAPID % Fi\ VT
RIEZITV, 1SRRI, teXsan, CrystalStructure
¥ 7213 SHELXL-97 Z AV =,
2. 2. BRR

NFRNDT2= VAN T 4 IR, VT 2=V R
NWT AR, IVAa(PT7 =) N-2NVT 7
=hIW ), AFNMETTz=N) N2V T 7
=RV, BEROFETER LD,
2. 2. 1. Ph,(HN=)S=CH-(Phy)S=N (2) DEFL

AFMIT 2= W)NAVT 7= R YL 4.0
mmol) D~78 °C, T F T 7 F v (HH) IKRIZY F 7 &
VAYTuEAT I F@ 4mol) 2T L, 30457
e LT, (LE¥1 OTHRER % KGRI 2 12
e, BRECHERLE, RSEI00EHER
BMTEIEL, Y7uaurZ Thit Uk, SR
Et, Hohi(bEMETY ) —N/T—T RS
BCHEMERT DI LIZXY, LAY OoiEEREE
ZOEUDINR TRz, WIC, {ohio@EREES
AE ) —NVIZERRL, BEMEA & RBEIE
(AmberliteIRA-410) CAET 2 Z LIz LY, {LAEH2
ZOUDINER THT=,
2: mp. 155—156 °C; (decomp.); 'H NMR (400 MHz,
CDChy): & 734—742 (m, 12H), 791—801 (m, 8H); IR
(KBr): 3051, 1261, 926 cm; Anal. Caled for CoHpN,S;: C,
7243; H, 535;N,6.76. Found: C, 7236; H, 538; N, 6.77.
2. 2. 2. Ph,(HN=)S=CH-(Ph,) S=N (3) D& R

VT2 NVANVKYA I ROFRY) U AHEG 0
mol) LA 1 & 2P UBRSMT T 12 8
MRS Sz, RIGHETH, BOUERIT, L&



Y3 OBERBIE R BT, EEMA A A
BE (Amberlite IRA-410) TR L, 7 & hi/~F¥
UTHMERTHILIZEY, (LAY 3 & TR
RTHE,

3: mp. 143—144 °C; '"H NMR (400 MHz, CDCl;) &
738—7.46 (m, 12H), 7.99—8.02 (m, 8H); °C (100 MHz,
CDCl) § 1268, 128.8, 1316, 147.0; IR (KBr) 3055, 1287,
1074, 958 cm”; Anal. Caled for CpHyN3Sy: C, 6936; H,
5.09;N,10.11. Found: C,6934,H,5.17,N, 10.12.

2. 2. 3. Ph,S(=N-(Ph,)S=N), (4) DEFK

V7=V ANT 4L R(L0 mol) & 5 HED

b1 &% 1,87 F ey rul6.401v 07
A-T-VIFET, T h=FYNAH, 50°CTI8
BERIRUG S ¥, BUGKT#%, BEEZITW, b
B8 4 ORERBIEE B %, HEMA AL
HiAE (Amberlite TRA-410) THUERTHZ Lizk Y,
{EEW 4 % IMDULR TR,

4: mp. 139—140 °C (decomp. dihydrate); 'H NMR (400
MHz, CDCh) $7.23—7.30 (m, 12H), 736 (t, J =79 Hz,
4H), 749 (t, J = 74 Hz, 4H), 7.86—791 (m, 12H); °C
NMR (100 MHz, CDCL) & 1267, 1284, 1286, 1290,
1306, 1332, 138.7,150.1; IR (KBr) 3373, 1313, 1170, 1157,
1045, 1017, 91 em™; Anal. caled for CaeHzN,O,Ss: C,
66.43;H,527;N, 8.61.Found: C, 6625; H, 524; N, 8.60.

2. 2. 4. {kEM2, 3LV T == VARV
vy FEoRE

1tE%2 72153 (0.50 mol) D20 °C, 7 b

577 MNERIZ) FULAYSA Y a7
I FO.55mol) T L, 30 ML, 20
#%, P7z=nARXYraY F(0.55 mol) D THF
R % SOSYRRIZINZ BIRE THIB Lie, FUGHK
T#, BRABGLELNRELZBERE TS
LI LY REREIT o7z,

5: Yield 89%; m,p. 139—140 °C (decomp.); 'H NMR (400
MHz, CDCL) 84.78 (s, 1H), 7.18—7.23 (m, 6H), 731 (t,J
=7.7Hz, 8H), 742 (t,J= 7.7 Hz, 4H), 7.82 (d,/= 7.7 Hz,
8H), 8.06—8.08 (m, 4H); IR (KBr) 3049, 1200, 1174, 921
em™; Anal. caled for CHy CIN,S:Sn: C, 61.56; H, 4.33; N,
3.88. Found: C, 61.27; H, 443; N, 3.90.

Crystal data of 5: CyHyCIN,S:Sn, with Mo-Ka (A
071069 A) radiation: MW = 72193, monoclinic a
8.953(1), b=11.0992), c = 16.450(2) A, B= 100.785(5)°,

I

<

=1605.8(5) A®, T= 1296 K, space group Pc (no. 7), Z=2,
Mo-Ka)=1038 cm’, 15157 reflections measured, 13493
unique (Rint = 0.049). R = 0.033, Rw = 0.037, GOF =
1.035.
6: Yield 92%; mp. 123—125 °C (deoomp.); "HNMR (400
MHz, CDCl;) 87.16-720 (m, 6H), 7.30 (t, /= 8.0 Hz, 4H),
741 (t,J =74 Hz, 4H), 7.84—7.86 (br, 8H), 8.08 (dd, J; =
7.6 Hz,J; = 2.0 Hz 4H); IR (KBr) 3057, 1443, 1240, 1071,
938,689,520 cm’”.
Crystal data of 6: CyHyCIN;S:Sn, with MoKa (A =
0.71069 A) radiation: MW= 72292, triclinic, a =9.988(1), b
= 17227Q2), ¢ = 9800Q2) A, a = 101.551(1)°, B =
100.785(5)°, y = 95.53(1)°, ¥ = 16249(4) A>, T=2% K,
space group P-1 (no. 2), Z = 2, p{MoKa) = 1027 em’,
9941 reflections measured, 9440 unique (Rint=0015). R=
0.027, Rw=0.040, GOF = 1.03.
2. 2. 5. kB4 L TFAARARXY s m ) ¥
& DRIS

{t&¥ 4 (0.50 mol) & YT FARIYsulY K
(0.50 mol) 27 un A& @20 m)P, =R
T1RERIG ST, BERER, Yraars
XY THEERT S I L THERRE /T
(=g 93%) .,
7: mp. 119 °C (dihydrate); 'H NMR (400 MHz, CDCl)
80.79(t,J="7.6 Hz, 6H), 115 (sex, =76 Hz,4H), 129 (t, ]
=7.6 Hz, 4H), 1.57 (quin, J = 7.6 Hz, 4H), 744—7.50 (m,
12H), 7.54—7.62 (m, 6H), 7.72—7.74 (m, 4H), 7.86—7.88
(m, 8H); IR (KBr) 3060, 2956, 2924, 1577, 1473, 1445,
1282, 984 cm’; Anal. caled for CeHsN,0,S:ChSn: C,
5535;H, 549;N, 5.87. Found: C,5522; H,5.72; N, 5.84.
Crystal data of 7: C4sHs,CLIN,O;S;Sn, with Mo-Ka (A =
0.71069 A) radiation: MW = 103959, triclinic, a = 10.767
(5), b=10841(4), c = 22.124(7) A, &= 100345(13)°, B =
97.966(15)°, y=108.155(15)°, V= 16249(4) A’ T=120K,
space group Po(,1) (no. 2), Z=2, tfMo-Ka) =1027 cm’,
23249 reflections measured, 10666 unique (Rint = 0.032).
R=0028, Rw=0.066, GOF=1.13.
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Figure 1. ORTEP drawing of 5 [50% probability thermal
ellipsoids; all hydrogen atoms are omitted for clarity].

Figure 2. ORTEP drawing of 6 [50% probability thermal
ellipsoids; all hydrogen atoms are omitted for clarity].

Scheme 5
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Figure 3. ORTEP drawing of 7 [S0% probability thermal
ellipsoids; all hydrogen atoms , chloride anion,
dichloromethane, and dihydrate are omitted for clarity].
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