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Synthesis and Structure Characterization of Mo[S,CN('Pr).].PFs and
Ags[S:CN("Pr),]s Containing Dialyldithiocarbamate Ligands

ZHANG Caixia, FANG Duowen, QIAN Bingfeng, JIA Aiquan, ZHANG Qianfeng
(School of Chemistry and Chemical Engineering, Anhui University of Technology, Maanshan 243002, China)

Abstract: Treatment of dialkl dithiocarbamate ligands with molybdenum trioxide and silver nitrate in different
reaction conditions afford two complexes Mo[S,CN("Pr),].PFs (1) and AgS.CN("Pr).]s (2), respectively. The
structures of two complexes were characterized by UV—visible absorption spectrum and single-crystal X ray
crystallography. The results show that the maximum absorption peaks of complexes 1 and 2 are assigned to the LMCT
(ligand-to-metal charge transfer) transition. Complex 1 is a dodecahedral structure formed by connecting 8 sulfur
atoms around the center molybdenum atom, and complex 2 is a six nuclear structure containing two Ag;S; rings.
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Mo[S.CN(Pr).].PFs (1)F1 Ag[S:CN("Pr)s]e (2), | F 58 Fh—n] WM IOG 1S X SR B T S RAE R S 1 A2 1Y
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1.1 iRXFI 5N EE

ZEALAH HERER SRR IA [ Alfa Aesar {2 iR 4 R &, Hoftianl i 19 v 1 9 [ 25 A4
BN F A TR 2R AR 7 AR AT 2k FE < . Na(Pr—DTC) M1 Na("Pr—DTC)R H 3Ci#ik[10]
Hr AR Y T 4 o

SEES YA M Perkin—Elmer 2400 CHN JC 2 /341X . Bruker SMART APEX 2000 CCD [ 44 A7 S | &
UV-2600 AT WL B EETT .

1.2 BREYHEK
1.2.1 E2 & Mo[S.CN(Pr).].PF,

RSN KN (4.86 g,0.05 mol) I Z, (8 mL)'E T 100 mL (¥ B EEHEH , VKoK is |, 26 )5 8 b 2%
PEHIACS: (3.8 g,0.05 mol)FIEL #1471 NaOH (2 g, 0.05 mol)/KIAW . [ I 7E 0 CHit bl 4 h 515 3R 5 (4 15
W, S 20 mL E e 7053783 . A HEATIENT ), i 18 T4 E115 Na(Pr-DTC)., HUE # Na(Pr-DTC)
(0.16 g, 0.8 mmol)/E At 14 5 HPF, (0.17 g, 1.5 mmol) A MoO; (30 mg, 0.2 mmol)7£ it & Z.Hi5 (20 mL)H i A=
W5 he WHIREIR, B ZE A CR G R BUAR TR E 2 mL, Z Bk 25 S 22Tk (A, 108, H 2 Bk
A 3 U, T4 76 CNEICTE IBOAEY BI85 & T HR AT S A 21 R A HObR A /8 Mo[S.CN('Pr).].PF, (1),

FEHR 65 mg, PR 35%, 23 TN Mo[S.CN(Pr).].PFe, TG & 23 Hr BE (H (T 70 8%, %) b C 35.51,H 0.16,
N 0.14; STME R #5340, %) 4 € 35.24,H0.18,N 0.12,,

1.2.2 EEEH AgS.CN("Pr).]s

FH F 3R )5 24146 Na("Pr-DTC),  Hiti& £ 1Y Na("Pr-DTC)(0.20 g, 1.0 mmol)¥ T4 £ M5 (15 mL), i hE 5%
T2 IMA AgNO4(0.17 g, 1.0 mmol) (1) FH BEV R, 2 IR B 30 min, U IR B (R . FHIE 728 & AUk 4
WA 2 2 mL, FH Bt EE 45 A9 2R B o B4 1 8 SRR A 3 R M, 78 S ot/ I O BE AR
PEUR R PR RE A T 50 AT ST BOIR B AU R Ag[S.CN("Pr).]s (2)-

FehE 89 mg, PR 32%, TN Ag[S:CN('Pr). o, TG Z T B (E (i 2050, %) M C 28.64,H 0.15,N
0.22; SEMME (B 43481, %) C 28.21,H 0.18,N 0.25.

1.3 FEYEHRNE

K FH Bruker SMART APEX 2000 CCD [ #IIATT S-S 22 BL &4 1R 2 1) AR5 48 o SO 38 HLg
JEHE R A TC RS I A, SR FH A5 1 LIRS BRIk 0 £ R HE ot 1R 181 5 A 6 B 384 T I FH FL Mkt 11, Mo~
Ko 2B (L = 0.071 073 nm), H1 5 5280 13800 25 WCEE AT 56 850 , il B (296+2) Ko A2
ARSI P SR FH B B o VR A WSO 1 B R T S SRR R SAINT #2738 Ji , P SADABS 87 i
T2 WSS TF , SR LT FP B 40 M /N — e i ) SHELX TL 4K A A AB 1B, AR SR T 2844 1) Sk
EIE , S Aok S In &5 21,

FEFBCA ) 1R 2 BE I AL 107 mol/L Y ZIE R, >R F 5 HE UV-2600 28 51T UL 235001 BE I 2 Tl 45 7 1) 5%
Hh—T WG

2 #RE51HE
11 g ek AR U Y R Mg SRR IC 5 )
A L%k . DTCAE A ECAR 5 i U8 4 Ja 4R A AR 7
ANTF ST A AR B Y C5 9, HoHh Na(Pr-DTC)
5 =EACH UL NG 9850, el 5 hs Az UsH
Bi &4 Mo[S:CN(Pr),].PF, (1), 75 ZFE R A& = Ak B EAWI1F2HE R
SRTE N BT N OB R U 4T BT AR AL B . T Fig. 1 Synthetic route of complexes 1, 2
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Na(”Pr—DTC)ﬂ] ﬁ% @Z{%E’Yf ZJHEIHE ':F' %ﬁ%’fﬂi@ 30 min ?fﬁﬂﬁ% @J %E%‘%%% Agﬁ[SzCN("Pr)z]s (2) o

2.1 EEYIRREEIE

R NEAY VR 2 AL, B 1A RGP UR TR R, K8 1.690 nm, 5274 0.769 nm, i

7 1.905 nm, FaAAR BB M 1.271 g-om™, 45 5 AE P2/n 25
B FE LB AN O 2, e — B T AL &, A7 Mo

x1 BEEW 1 M2MREEE
Tab.1 Crystallographic data of complexes 1, 2

[S:CN(Pr).]s" FHES FFl— 7S B AR T 25+ Bl & kS il 541 T A4 2
P12 )8 T AHHF KM 1138 nm, 584 1.237 nm, 5 At Mo[S.CN(PD).LPF,  Ag[S.CN(Pr).]
1,292 nm, G KB 1.713 g-om ™, 45 S 76 P-1 23 ST 946.15 1676.03
Y FLH 00 1, S TR 4. o _ o
22 BEYHREEN fe/nmA 1.69n0 1.138

E 2 B AT 454 . 2 TTAEH %5 /nm 0.769 1.237
A Z LR T ARG 8 /™ S 5T Mo Jé 12 Fi/nm 1.905 1292
Wb, T T Mo R Ad'SS sp A S TEBU Han Lo
RO 84S TR Mo R it 0T o o
o T2 4 BU B A AL 3 S(1), S(2), B 2060 29602

S(1A), SQ2A) it R FC AR A T [F]—F- T (b o I 22
0.005 nm), 5 5 4PN ECAR AL 7% S(3), S(4), S(3A),
S(4A) 5T (bR 22 , 0.004 nm) & X - i 2 i 3
T(89.3°), X W™V THI 22 1] 1 I A #2230 1F -+ A A
1y AR A (90°) , 5 L & ¥ [Mo(S.CNMe,).] ™,
[Ta(S:CNMe.),]'"™, [Re(S;CN(CHS,),) ] [C1]" 145 25 F4 4
. HF2 A Mo—S FJ 8K £90.251 nm, —
S EHE AR IRAR Hh—XT S TR S(1)5 S(6) 2
() A BE 2 5 T AR A 8 1] S Mo —S S AH
VERC ; S—C 848K 0.171 nm, fIR T 1EH1{H
0.182 nm, Jiz Wt S— C i *h 75 I 40 U A 43 s Mo —
S—C #1198 g 91.4°, W] S 5+ L4l i
p HLIE S5HHAR R IE A5 C— N I K
90.132 nm, ik T 1E 5 {8 0.148 nm, ILEEA T HLOUEZ [H], AN LRI -2 5HEAR ;Mo —S PP
HH240.251 nm, X5 SR THHREEZL
xR2 BEW 1M 2HTEHEKIITBSERA
Tab. 2 Average bond lengths and partial angles of complex 1,2

B2 BEYI1HSFEN

Fig. 2 Molecular structure of complex 1

[iGEERZ i P /nm &Y i BEEAR/(°)
Mo—S 0.251 Mo(1)—S(2)—C(1) 91.4
1 Cc—S 0.171 1 S(2)—Mo(1)—S(1A) 137.4
C—N 0.132 S(3)—Mo(1)—S(4) 67.6
Ag—S 0.251 Ag(2)—S(2)—Ag@3) 105.9
2 C—N 0.132 2 Ag(1A)y—S(4)—Ag((2) 98.9
Ag—Ag 0.297 Ag(2)—Ag(1)—Ag(3) 82.0

K3 AR AW 20T 454, mIE3 AT BCE Y 2 A BRAR) = SRR , 3 AU Xkl )
BT A, BT 20 S EA Y 2 NI OB AgsSs IR AL, #5707 T — - il i)
JNIR TS, BRI 345 9 i AU H R R B ) 3 M IR RO . S IR AR 2T - [S(1),
S(3),S(5),S(1A), S(3A), S(SA)], TE AN 5 — MR JEF BT 5 [S(2), S(4), S(6), S(2A), S(4A), S(6A)], TEFI 4™
Ag R FZ RN REN . MER2 T8 : Ag—S 8K 7 0.251 nm; A~ 3 H 31> Ag 34~ S TR TR )
ANICHIE T 61 Ag—Ag BEEREAE—E , 48K 8 0.297 nm, [ Ag (194 @ 5(0.289 nm) K, (HATS L FIAS Ag
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JET AR AR AR Z (0,344 nm) " X IR E B
MIZ A BEAE RS . 5 — v, B A kY
Je ¥ P 7S T 5 LA A R - S(1), SB)FITS
) (B H ARG Y 25 A e — 7, XA A7 T
RS S Al B R
2.3 BLEYIRIEESM AT W KIE

4 L& W1 R 2 1958 40— 0] L6 (U V-
vis), [E4FH, BEA4 178 300 F1 450 nm &b A WL
U | A0 2 1HE 300 nm AL IR0 . Bl A 1 2
£ 300 nm A 114 F5 A IR AT I Sy B A 28] 3o U 4 U 1)
fIEWE(LMCT BRAE), B A 4 1 78 450 nm &b 1) 1 Wi i
A& T Mo— S #HL FERAT 945 5, Jyad U 42 Jg 3
BCAAR B FRIE I (MLCT BRIE) , FRAE XLV 1 1) 4 4% 3
BB 7 5 V4 SR B 2 Ao

3 BAYI2HNFEN

Fig. 3 Molecular structure of complex 2
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W = A AL RN RS PR AR 5390 5 DTC ZEAR ] S5
KR, A R A ¥ Mo[S.CN(Pr),].PF, (1) Al
AgS:CN("Pr)s]6 (2), 31 X ST £k s S AT 5 AL sh—nT
DL ST R BC S8 10 2 OS5 R R T AR, AR
FEERUT .

HDEGEMIE-FEFHEARSY. 08
MOo[S:CN(Pr),]s" FHE T Fl— 7S S TR AR BH 5 1,

JE& TRRN 2R L 45 S TE P2/n 23 [R)RE B ANEOR 25 i B4 AW 12 ESES AT RSt
G2 MR A, BT =R R 45 TE Fig. 4 UV-vis absorption spectra of complex 1, 2
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