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ABSTRACT

The crystal structures of three silver(I) halide (AgX; X= Cl, Br ) complexes
containing thioacetamide (TAA) and triphenylphosphine (PPh,) as ligand are described.
[Ag(PPh,),(TAA)CI](1), [Ag(PPh,),(TAA)Br](2) and {[Ag(PPh,),(TAA)CI]
[Ag(PPh,),Cl]}+0.5CH,OH(3) have been studied by single crystal X-ray diffraction methods.
Complexes (1) and (2) are isomorphous and crystallize in triclinic system, space group P1 with
cell parameters a = 11.9140(5), b =13.20[8(D)| ¢ =13.5971(DJA, a=84.854(1), f= [1.333(1),
7 =13.517(1)°, Z=2 and a = 11.9203(1)| b=13.4552(D)| ¢ =13.5[51(DIA, a=83.9[90(10), 5
= 5.9220(10), y = @.9750(10)0, Z = 2 respectively. Complex (3) crystallizes in monoclenic
system, space group Cc with cell parameters a = 18.58 @(7), b =19.5999(7), ¢ = 23.4557(@A,
a=90, f=101.128(1), y = 90°, Z = 4.The geometry of silver atom in complexes (1), (2) and
[Ag(PPh,),(TAA)CI] molecule in (3) is distorted tetrahedral coordinated to two phosphorus
atoms from two triphenylphosphine molecules, one sulfur atom of thioacetamide molecule and
one halogen atom while [Ag(PPh,),Cl] in complex (3) is distorted tetrahedral coordinated to
three phosphorus atoms from three triphenylphosphine molecules and one chloride atom. In
addition, all complexes have been characterized by elemental analysis, X-ray fluorescence
spectrometry, Fourier transform infrared spectroscopy and Fourier transform nuclear magnetic

resonance spectroscopy.
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4 £ a 9 a 4 v A 4 1 dyw 3 A
p9n1lsEney ¥ea151seneuFaFeusanes () nuatnuaraisal uaislseneunviaule
09/’ [ a 1 4 a 4
nanudugliezginsusvnadia  Taetiglsreuy T Tuwes (monomers)  Tod Tnwos

(oligomers) LLaﬂwﬁmai’ (polymers) (Wu, et al., 2003) nnmMsan Insaaieaslsznon



2

a a 4 ' v W a 4 1A
L%Q%@Uﬂ]ﬂﬂ%ﬁﬂ@i(l) NUINTIAAIVDIDLADUHALIDT(I) Traeuuuuadnuung 2 uuy

A A 9 = .
ADNIITAN U (tetrahedral) LASTINNAYULUUIIUY (trigonal) A

a @ v a o 1
AT 1.1 LLﬁﬂQ@@ﬂ%Lﬂ‘BUﬁmﬂlmzﬂﬁi]ﬂ@]?]ell’E)Q%ﬁl’.l’f)ii‘l!ﬁ”liﬂi%ﬂﬂﬂ@ﬂﬂﬂ

Oxidation | Coordination | Geometry Examples
state number
Ag,d’ |2 Linear [Ag(CN),] , [Ag(NH,),]’, AgSCN
3 Trigonal [Ag(PCy,Ph),]|BF,
4 Tetrahedral [Ag(SCN),I" [AgI(PR))],,
[Ag(py),]', [Ag(PPh,),ICIO,
5 Distorted pentagonal [Ag(L)]H’
plane
5 Pentagonal pyramidal [Ag(L)]22+ ’
6 Octahedral AgF, AgCl, AgBr (NaCl structure)
Ag',d’ 4 Planar [Ag(py),]
6 Distorted Octahedral Ag(2,6-pyridinedicarboxylate), H,O
Agm, d 4 Planar AgF_4, [Ag(ebbg)z]3+C
6 Octahedral [Ag(106)2]7_, Cs,KAgF,

“Most common states 'L is an N; macrocycle  ‘ebbg, = ethylenebis(biguanide)
111 : Cotton and Wilkinson, 1998 : 940
1500z lua (thioacetamide) waz lasidaleaily (triphenylphosphine)

o . £ 9 [ A o w
et soft donor ligand GlNllTﬂNﬁiNﬂQgﬂ‘ﬂ 1.1uag 1.2 auaau

CHs

/

S=—=C
NH,

51 11 Tassadevedls Toaziam lud (TAA)



1 1.2 Taseadrveslasidaoaiiu (pph,)
{ < 1 Aa o J
103U L1 uag 1.2 azmiu ldnaunua 15 Teozan luduaz lasiflanoaflud
09/’ @ 4 @ { a o @ a 4
niozaeudames(s) Tulasnum) uasvoawesa(P) Aawnsananusz i laneFanos
Yy g a s
18 Suiludunuamiaul
awv Qy dy Y o @ d X 9y = A =
TuaAdeguilldimsdunsizd dnwlaseadne wasnuiguaviianuail
a a 4 s v a J
uaznMenmvesasilszneudideuvesFanes(ielan (AgX ; X = ClL, B fuaunua
@ aa J a J
Uszinnduaaauaa 15 Tegise fo 15 Tooziam lud uaz dunuadeailu Ae lasiliiavoailu
@ a s @ a 4
Tudnyazdunuanau (mixed ligand) nuTanzFaneos(D) uaz lddnyIaseaiunanvono
¢ ¢ v a 7o A g a
nos(mTuslud (CuBr) Auaunuansdessunalua1slsenoudidou [M(PPh,),(TAA)X]

Tag M = Ag(I), Cu(l) uag X = Cl, Br

NIANIIONAT

o 4 a
1l 1996 Long ttazAe (Long ef al., 1996) ladunsizviarslsenou¥adon

U [ a o 1 a u';
52319 Ag(PPh,),NO, fU aunua (KMo(CN),) wunasiszneudidouligasnilifoe
[Ag(PPh,),|,M0,0,,-3CH,CL nagfnuianymz Inseds19vesasisznoudidouds3snis
dy [ 4 =2 A B = =R o dy = v . A Aa
AonVUVeITIFONFUUNANALY Felidoyananasil anrnanegluszul cubic WyUsqi

Fm3m ,a=24.5003) A uaz Z=4 Iaolilnseadasgli 1.3



319 1.3 Tnsea$1aves [Ag(PPh,),]’

113) 1997 Aslanidis tazAIe (Aslanidis et al., 1997) ladunsiznaslsznow
IFIH DU aL’Ji’J{(I) Tumsa Fuaunus heterocyclic thiones (pytH = pyridine-2-thione, pymtH =
pyrimidine-2-thione) e g triphenylphosphine nudunaa1sUszneutFadou
[Ag(PPh,),(pytH),INO,(1) ttag [Ag(PPh,),(pymtH),INO,(2) AnvidnyayInsaadiaves

Y
9y =< o

Aa 9 Y ag dy [T= 4 = = & A
#15U52 N0 UIFIFOUAIEATNITLAGNVUUDISITLONFUUNANIAYY FINVouananaaHl

U

a151lszneuBidou(l) ankaneglusz Uy monoclinic WiUSll P2 /c, a = 12.588(3), b =

2

18.234(1), ¢=18.527(5) A, B =96.29(2)° oz Z=4 Iaseainawanalugiln 1.4

17 1.4 Taseerd19909 [Ag(PPh,),(pytH),INO,



5

asilszneuFadou(2) anwanegluszuy triclinic NSl P1 a = 10.084(2),
b=1350803), c=143263) A, «a =7743Q), B=7877Q), y=79.142)° , Z =2,

Taseasredaaaslugili 1.5

Y

51U 1.5 Tn39a519903 [Ag(PPh,),(pymtH),INO,

113) 1997 Attilio tazAme (Attilio e al., 1997) lddunsizarssznouiFadou
' a J [ . . a S a 9
5¢1319 Fanes() w1 lwan AU triphenylphosphine  tAuiuasiszneviFedon'la

dunaey [Ag,(pz),(PPh,),] (1) uag [Ag,(pz),(PPh,),] (2) (Hpz = pyrazole) I RGRECGIR

a [} d a Y [
TassadvosaslsznouFidoundunsizy laaie3s ~'P NMR 1ag MSaenuuuedsaa

< =2 A 2L~y o o A a g = 1 L. 1
ONFUUAANIAYI FINVDYANANAIU ﬁﬁﬂizﬂ@m%ﬂ%ﬂu(l) @ﬂwaﬂagiuiwu triclinic L(EY
U3ail Pl, a =9.567(2), b=11.4402), c = 10.073(2) A, « =93.59(4), B=101.32(4),

G

7=90.104)", Z=4, R=0.0662 Taseasnadasluzili 1.6

517 1.6 Tseer319904 [Ag,(p2),(PPh,), ]



6

a151sznenBdou(2) anwanegluszu triclinic NSl P1, « =9.752(2),
b=14.136(2), c¢=20.450(2) A, « =101.84(1), B=99.83(2), y=100.682)°, Z=2, R=

0.0225 Taseadredaaaalugzln 1.7

510 1.71Tn59a519049 [Ag,(p2),(PPh,),]

111 1998 Nomiya azAmz (Nomiya ef al., 1998) laduasieraslszney
WadouTwames [Ag(l, 2, 3-L(PPh,),]. (1) uaz [Ag(l, 2, 4-L(PPh,),]. (2)(HL = triazole) 910
UQn3e13219[Ag(l, 2, 3-L)], N triphenylphosphine tiag [Ag(l, 2, 4-L)], A1
triphenylphosphine #n®1 Tasead1avesarsiszneudadouiidunsiz 1481033 TG/DTA,

&

= 9 =

y ] 4 { [ y
FT-IR, NMR (@ag mM3@aguuuvadsIdmnsuunanae) saveyananaadl a15ilsznou

k)

1FaFoU(1) AnWANoY1usZUY monoclinic WyUTN Ce, a = 23,792 (4), b= 15.651(6), c =

9.119(5) A, = 100.063)°, Z=4, R=0.052 Taseaiweawanaslugli 1.8

517 1.8 Taseerdr9ve [Ag(l, 2, 3-L(PPh,),].



a a

a 9 = ' . . !
a51szneuFarou(2) annanadluszuU monoclinic WyUsQl P2/, a =

14.59(5), b=9.526(6), ¢ =24.617(3) A, B= 93.01(2)°, Z=4, R=0.055 Tnseas1ens

weraelugli 1.9

517 1.9 Taseerdr9ve9 [Ag(l, 2, 4-L(PPh,),]

T3] 1998 Nomiya HazAME (Nomiya e al., 1998) lddunsiziarsdszney
1B U[Ag(Htsa)(PPh,),] (H,tsa = o-HS(C,H,)CO,H) 9n1fn36155 1319 [AgCI(PPh,),], HJ
H tsa Anyn InseafevesansdsynowFadouidunsizy 18a1035 TG/DTA, FT-IR, NMR

d” v A 4 = = A Ay =2 o dy a 9
HaE NISIAYNVUVDISITONSUUNANAYY  FINVONANANAYH d15U5enouIFIsou

U
a A

[Ag(Htsa)(PPh,),] anwanedluszuy monoclinic W5l P2/n, a = 10.74(1), b =

u

24.993(3), c=19.864(3) A, f=10530(4), Z=4, R=0.086 Iaseasnaaaasluzili 1.10

517 1.10 Taseerd199049 [Ag(Htsa)(PPh,),]
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111 2000 Nomiya lazAmz (Nomiya ef al., 2000) laduas1easlszney
a a v a Y a o
meﬁ'aumawana{(l) lumsn AUAUAUANENUDA tetrazole MY triphenylphosphine ety

a151sznouBIdou [Ag(tetz)(PPh,),] Antn Taseadnvesasdsyneudouidunsig i 14
4

v A

Y  an e o A P = A 4 Ay =
A835 TG/DTA, NMR ae NTIAIUVUUIDITIALDNFUUNANIAYI FINUDUANANAIU

RY

a1515znouFadoulAg(tetz)(PPh,),]. Anwanoglusz U monoclinic W15l P2/, a

1

14.587(2), b=9.471(3), c=24.6532) A, f= 92.10409)°, Z=4, R=0.044 Ta59831963

waraelugli 1.11

5U7 1.1 Taseerd19909 [Ag(tetz)(PPh,),]

1143) 2000 Lettko ttazaae (Lettko ef al., 2000) l1ddunsizvassznouFadon
[(PPh,),Ag(I)(SO,CF,)] 91n1§n58152%919 [Ag()(SO,CF,)] N1 triphenylphosphine fAnH1
Tassadavedmsdsenoumadounduniizy 1aat833 *'P NMR tag Msagnuuvedsaa

i =2 A £ Ay 2 o A a g = ' . '
NFUUHANRGY Falldeyananaell a15lszneuBidouannaneglusz Uy monoclinic 1y
USQU PL, a =12368(5), b=12.707(7), ¢ =13.3093) A,a =71.933), B=62.57(3), y=

70.59(4)°, Z=1, R=0.05 Tassadrawaasluzdi 1.12



519 1.12 Tasear$19904 [(PPh,),Ag(1)(SO,CF,)]

1udl 2000 Sampanthar LQzAe (Sampanthar et al, 2000) laduns1er
mslsznouFidou [{Ph,PAg},(u-bpy)]CIO, (1), [{Ph,PAg},(ubpy)],(2)  udg
[{Ph,PAg(NO,)}, (-bpy)] (3) TaedanT1e 1A AgX (AgX = CIO,, T, NO, ) fuaunus 4, 4'-
bipyridine (bpy) 4a¢ triphenylphosphine ﬁﬂ‘ﬁﬂﬂ‘iﬁﬁ%jNGU’tNﬁﬁﬂixﬂ’e)‘iJL“TS\‘lci’ij’e]uﬁﬁ’\‘llﬂiwﬁ'
1481635 FFnsdenunvesisdenduunanae) Fuldeyandndall aslszneuididon
(1) ankanegluszuy monoclinic MUY P2 /c, a = 12.1423(2), b = 9.9180(1), ¢ =

18.9714(2) A, B=100.713(1), Z=2, R=0.0904 Taseadreauaaslugili 1.13

02A p2

03A. N
@\%om
04
01Aé§101
- c5

'
i ()
!

= 01AA
ClA

1.13 Tassad19ues [{Ph,PAg} (u-bpy)]CIO,

Qan
=
=)
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assznouFidou2) annanegluszu triclinic vijUsqu P1,a = 9.2630(2),
b=9.7394(1), c=132724(2) A, = 104.76(1), S=108.86(1), ¥ = 93.092(4)°, Z=1, R=

0.0431 Taseardeaauanslugii 1.14

31 1.14Tn59a519909 [{Ph,PAg} (u-bpy)],

as1lszneuFdou(3) annaneglusz Uy triclinic nyUsgy Pl,a = 9.2402(3),
b=10.1426(3), c=12.6894(4) A, =75.462(1), B=75.020(1), y=83.260(1)°, Z=1, R=

0.0571 Tassaswawaaslugld 1.15

517 1.15 Taseard19909 [{Ph,PAg(NO,)},(u-bpy)],
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13) 2000 Cox HazAME (Cox ef al., 2000) lddunsizvaslszneuTadou
Ag()Br fuaaua pyrimidine-2-thione (pymtH) t18¢ triphenylphosphine adhiaslsznou
1F o U[Ag(PPh,)(pymtH)Br], An¥1lassaivesanslsznemFedoundunsiz laaie
ad dy v A 4 =< A £ = 2K o dy a 9 = 1
A msenUuvesIdondUURaNAe) Falideyananaail asisznouBidouannaneglu
5211 monoclinic MY1N C2/c, a = 27.284(3), b = 9.219(2), ¢ = 18.465(2) A, f=
108.44(2)°, Z=4, R=0.033 Taseaiwawandlugl 1.16

%
M2

b oong ' '
CTa e Ii) “}:J'i"m
L H'.t-,'*:':“{i':ﬁn a1
czon | lf}‘é?m
ca |

517 1.16TA59e519909 [Ag(PPh,)(pymtH)Br],

T 2002 Ngo uazamz (Ngo ef al., 2002) lddunnerensdsenouFadon
Ag(DNO, Juaunus 2,2,6,6-tetramethyl-3,5-heptanedione  (tmhdH), 5,mercapto-2,2,6,6-
tetramethyl-4-hepten-3-one (S-tmhdH)4ae triphenylphosphine AaluenslszaouFadon
[Ag(tmhd)(PPh)](1) 118z [Ag(S-tmhd)(PPh)I2) fAnynlassadrevesssdsznouiFadoud
Funne 1803 nsAInuIessadenduuNAnAe) cha'i%'mgawﬁﬂﬁﬁ: msdsznou
1Fadou(l) anwanegluszl monoclinic Wijil5gu P2,/c, a = 13.253(6), b=11.756(3), ¢ =

17.722(5) A, f=102.4003)°, Z=4, R=0.0422 Taseaswawaaslugii 1.17
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M5UsznouFdou(2) annanagluszuy ticlinic WyUSqu P1, a = 11.194(3),
b= 13.6393), ¢ =20431(5) A, =7532Q), B=7837Q2), y=72372) °, Z=2, R=

0.0817 Taseardedauanslugiin 1.18

517 1.18 TAs9er319909 [Ag(S-tmhd)(PPh,)]

13 2003 Wu tazae (Wu e al, 2003) ldduniizdarslszneudadon
[Ag,(1-bim),(PPh,),] 910U nTen1321319 [Ag(bim)], /1 triphenylphosphine ANH1TATIE3 g

a 9 A o N YY as d” [T= 4
maqmsﬂizﬂ'emmwaummm*iwwllﬂmmﬁ IR, UV/VIS g MIaguUUUDITIFDNYUY

=< A £ Ay =2 o dy IS =2 ' e . A Aa B
AANLAYIFTINVDUANANANU ﬁ"liﬂi%ﬂ’f)ﬂl“]ﬁ"]ﬂﬂl!@]ﬂWﬂﬂﬂgGLLli%lIll triclinic ‘Viiqu‘ﬂiﬂvﬂ Pl, a

RU

=19.325(2), b=23.416(7), ¢ =25.724(3) A, =66.197(2), B=76.557(2), y =75.323(2)°,

Z=4, R=0.0536 Taseadeqaaaslugii 1.19
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17 1.19 TA59e319909 [Ag,(u-bim),(PPh,).]

1143) 2004 Attilio uazAN (Attilio ef al., 2004) ladunsrzassznouFatou
[Ag,(im),(PPh,),] (1) 1@z [Ag(im)(PPh,),] (2) NlYnIeserg [Agbim)], A
triphenylphosphine An¥1IasearavesansiszneuFadoundunsizi laare3smsaenuu

o s =2 A £ Ay P A v = '
youSsdonduunanfed  dilidoyananaeil  asdszneudadou(l) anwanegluszuuy
monoclinic W3 P2/ c, a =10.678(1), b =39.858(2), ¢ =13.3102) A, B=91.31(1),

Z=4, R=0.0433 Taseadreqaaaslugalii 1.20

17 1.20 TAsead 19904 [Ag,(im),(PPh,),].
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a1slsznouBedou2) anwanegluszu monoclinic ijUsal P2/n, o =
14.561(1), b=9.674(2), ¢ =24.463(2) A, S=91.56(2)°, Z=4, R=0.0263 ln59a319A4

waraelugiin 1.21

51U 1.21 Tasead19909 [Ag(im)(PPh,),]

113] 2004 Gassemzadeh uazAME (Gassemzadeh et al., 2004) Vlﬁ}ﬁ’%ﬂiwﬁ'
151052 noUITIFoU[Ag(TAMTTO)(PPh,),INO,(1) 1182 [Ag(FAMTTO)(PPh,),INO,(2) 910
ﬂﬁﬂ’%mszw’m [Ag(PPh,),NO,] fuaunue 6-methyl-4-[thiophene-2-yl-methylene-amino]-3-
thioxo-[1,2,4]-triazin-3,4-dihydro(2H)-5-one(TAMTTO) ttag 4-[furan-2-yl-methylene-amino]-
6-methyl-3-thioxo-[1,2,4]-triazin-3,4-dihydro(2H)-5-one(FAMTTO) AnuTassadaves
aslsznoudidouiidunsizilddeTsmsiaoinvesidionduunanden  daiideya
wandad asilszneuiFadeu() aAnHanegsT UL triclinic yjUSQR P1, @ = 1151.1(1), b=
1225.1(2), c=1887.4(3) A, a =78.04(1), B=186.20(1), y=76.03(1)°, Z=2 Iasaairanq

weraelugilin 1.22

17 1.22 TAs9e319909 [Ag(TAMTTO)(PPh,),INO,
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mM51UsznouFIdou(2) annanegluszuy triclinic WyUSQl P1, a = 1189.7(2),
b = 1387.8Q2), ¢ = 1410.9Q2) A, a =94.74(2), B=951202), y=112412)°, Z =2

Taseadedananalugali 1.23

51U 1.23 Tasead19vee [Ag(FAMTTO)(PPh,),INO,

N3] 2005 Wei tazaaie (Wei et al., 2005) laduniizrdansilsznoudaton
[Ag(PPh,),(NMP)]  91n1n38138M319  [Ag(PPh,),NO,] Auaunug 2-(4-
Dimethylaminophenyl)imidazo(4,5-f)(1,10)phenantroline) ~ (NMP) AnvIngaasiaved
aslsznouFideunidunsizi1dd109% clemental analysis, TR 1Az MBI I3

Y =2

J =L A &£~ Y dy IS = [l o ]
BAFUUAANIAYTY  FIWVDUAWANAIY ﬁﬁ‘ﬂi%ﬂ’t]‘UL“N“])’fJuﬂﬂwaﬂ@gGluiz‘U‘U triclinic

U

USRI PL, a =10.971(4), b=14.472(5), ¢ =20.053(1) A, a =96.475(3), B=97.895(2),
y=111252(5, z=2 Tassadnawaalugii 1.24

5UN 1.24 Taseadrave9 [Ag(PPh,),(NMP)]

13l 2005 Han uazAlE (Han ef al., 2005) laduniizrvansisznoudaton

! . [ . . a I
J¥HIN silver o, B - unsaturated carboxylate NU triphenylphosphine natluasdsznou
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1HaFou [Ag,(0,CCH=C(CH,),(PPh,),] An¥1Inseainvesasisznousidoundunsizd 14
Y as | 13 31 & o A s =2 A L Ay

@183% 'H NMR, "C NMR, *'P NMR 11az msiaenuuvesssdenduunaniae dalidoya
KX o d” a 9 =2 ' .. 1a_ a

Hangail d13UsznouFidouankaneog1uszu monoclinic Wil P2(1)e, a = 16.766(2),

b=7.1793(13), ¢=21.026(3) A, f=107.89(2)°, Z=4 Taseasnuaanaasluzili 125

517 1.25 Tasead19909 [Ag,(0,CCH=C(CH,),(PPh,),]

13) 2006 Li tazame (Li e al., 2006) ladunsizrasilsznoudatousanss
mMsvema Taeldaunuauuy mixed ligand Ao sulfonate ( p-toluenesulfonate = LI,
1-naphthalenesulfonate = L2, 3-carboxylate-4-hydroxybenzenesulfonate = L13) uay
triphenylphosphine AauiluaslsznomBedou [Ag(L1)(PPh,),] (1), [Ag(L2)(PPh,)](2),
[Ag,(L3)(PPh,),(H,0)].1.5CH,CN.0.5H,0(3), [Ag,(L3)(PPh,),].8H,0 (4) AnunInseadeves
assznouFidouiidunsizilddeTsmsasnnvesidionduunanden  daiideya
wandell msUszneuiBedouc) anndnedluszuy monoclinic wyUSgir2e . o =
15.619(5), b=12.921(5), c=19.429(5) A, B=108.572(5), Z=4 Tasaadreawaaslugil
‘ﬁ 1.26
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317 1.26 Tased3 19909 [Ag(L1)(PPh,),]

m5UsznouFidou2) annanegluszuy monoclinic WUSNIP2/Mm , a

13.020(2), b=24.695(4), c=16.4253) A, B=95.623(4)°, Z=4 Tassadruawmaaslugil

]
~

N

1.27

317 1.27 Tasead 19909 [Ag(L2)(PPh,),]

asilszneuddou(3) annanegluszu wiclinic w159l P1 , a =12.602

(5), b=13.376(5), c=26.011(5) A, a =76.466(5), B=76.910(5), y=61.914(5)°, Z=2

Tassasredanaaslugili 1.28
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51 1.28 Tnsead19we4 [Ag,(L3)(PPh,),(H,0)].1.5CH,CN.0.5H,0

assznouFidou) annanegluszuy triclinic Nyl P1 , ¢ =
13.3518(6), b=19.6573(8), ¢=20.0069(1) A, & =60.943(1), B=85.559(1), y=80.269(1)°

, Z=1 faaadluziin 1.29

517 1.29 Tnsea$1aweq [Ag,(L3)(PPh,), ].8H,0
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(Y] d
1.3 Jagilszasn
= as [ 4 a 9 a 4 v A o
1. AnIIMsduaTziaslsenoudidouvessaos(l) nuaunua
¢ a o o : : - ,
IsTeoziymlud  waz lasilidaeaily Taslddiazareimingay e liinananiaed
2. Anpravtiamaniinezguaunianiimeninvesasisznouidadoud
o N ¥
dunsiedla
= 4 a 9 A o S ¥ 9 a
3. #Anpiesndsznevvesansdseneurigoudunsiz ba lagldmaianieg
a 4 a i g J
nn InsaIndluagimazivnlsuudosazvessgniiluesdilsznou
9 =2 a 9 A a Y as dy
4. mlassaananvesasdseneudedouimsonld Taedsmsdenvuves
[ 4 { o
Sadend (X-ray diffraction) DUNANIAYT azMuIMY Inssaienanvesansseney Tagly
A 7 g . @
TsunsunouianesseUONTNoa (Xtal version 3.7) taszuUsaan® (Shelxtl NT

version 6.12)



2.1 qﬂn‘m‘iuazmémﬁa
2.2.1 maﬂuﬁmai Gallenkamp, England 0-360 °C
2.2.2 viaeamilaais VA UAIgUINE13 0.1-0.2 Tadawas
2.2.3 Capillary melting point apparatus, Thomas Hoover, Unimelt 0-360 °C
2.2.4 Hot plate stirrer with magnetic bar
2.2.5 X-ray fluorescence spectrometer model PW 2400, Philips
2.2.6 Fourier transfrom infrared spectrometer, model 783, Perkin - Elmer
2.2.7 Fourier transfrom NMR spectrometer 500 MHz, Model UNITY INOVA, Varian
2.2.8 Bruker SMART APEX CCD diffractometer
2.2.9 CHNS-O Analyzer, model Flash 112 Series EA, Thermo finningan
2.2.10 Fiber glass, 0.1-0.4 mm. (in diameter)
2.2.11 ﬂéjﬂﬂﬂaﬂiiﬁﬁ Bin Steriom VT II, Olympus
2.2.12 fmiii

2.2.13 NIAAKAN

2.2 i
2.1.1 llﬂaazmmllnﬁ , C,H,NS, purum Fluka Chemical, Buchs, Switzerland
2.1.2 lasil ﬁaﬂﬁlﬁﬂu, C,;H P, purum Fluka Chemical, Buchs, Switzerland
2.1.3 Faos ) Aao liq , CuCl, L.R. grade Fluka Chemical, Buchs, Switzerland
2.14 GQ]fal,?]@‘f(l) Iuillllﬁl, CuBr, L.R. grade Fluka Chemical, Buchs, Switzerland
2.1.5 temuoa, C,H,OH, A.R. grade 911 Lab-Scan Analytical Science
2.1.6 63@1@11&1@155, CH,CN, A R. grade 911 Lab-Scan Analytical Science

2.1.7 ’E]%GQBIG]L!, CH,COCH,, A.R. grade 910 Lab-Scan Analytical Science

20
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2.3 mIsvannriasdszneudatou
2.3.1 m3duniziaslsznoumFadon [Ag(PPh,),(TAA)CI]
dadduluaved AgCl : PPh, : TAA WAV 1:3:3

azae PPh, 0.55 51 (2.10 Had lua) acldludihezaeezasTau Usinas 30 Hadans
ms Sildndauazarovua 1 ldmsazarelaluiid vy AgCl 0.10 n5U (0.69 Had
Twa) aslumsazais PPh, 18 l@msazmediFesen mmssidnddengmugiszanm
65 C unan 1.5 ¥1Tua 32 18ansazarvduiu iy TAA 0.15 niu (2.05 Gadlua) ae'l
lumsazane dvesesazasvzasunlaaiulalifia smsidndaodiuna s $2Tus

w2 ldmsazanelalifid whasezaeninsesez lamsazarelabifid 1nealingang

E]

IS

i

A A o = 9 ad [ { Yy
1 au ezlinanglmideniinmanseuennaneonindieltaanuay  wand laiga
Waoumad 193-195 'C

[ 4 a 9
232 myduasiznansilsznousadoulAg(PPh,),(TAA)Br]
dad 1 Tuavod AgBr : PPh, : TAA 1WAU 1:3:3
[y Aa A o o I'4 a

aza1e PPh, 042 niu (1.60 Hadlwa) avldludrhazawezdlalulasa Usuas 30
A Aaa o = v 7 9 (==} oazl a @
Hadans shimssdangavazaerne v ldasazarelalulid aniu@n AgBr 0.10 3N

a

a a ' o v d {
(0.53 {adTua) aalumsazate PPh, vz lamsazaediionsou hinmssnandrongungil

Y

Uszana 70° € Wunan 1.5 $21ue s ldasazarvdvniu ity TAA 0.12 n5y (1.64 Jad

Twa) sl lumsazare dvesansazawazlasuuilaadulaliid fimsidndaeiu

]

nan 5 $2Tue 12 ldmsazarelalifid shasazasmnnsesz Idasazarelaliid 1l
figangiifes 1 Au sxlindngdimdsuiimsnseasnnaneonindisitaannudu wand
latiganasuman 185-187 °C

2.3.3 m3dunsiziansdsenouFedou {[Ag(PPh,),(TAA)CI[Ag(PPh,),Cl]} -0.5CH,OH

dadduluaved AgCl : PPh, : TAA tM1AU1:3:2.5

aza1e PPh, 0.55 n3u (2.10 Haalwa) adldludiihazawesdlalulasa 1Usuas 20

3

A Aaa o =~ [ 4 9 aa 09)1 a Y]

Nadans Kimsivlandavazaterua 3 laansazanelaluiid vindway AgCl 0.10 ASY
Aa A 9 A A 1 o = [ PR a

(0.69 Hiaa ua) asluaisazare PPh, a2 laasazateddliensou shimssdandaogungil

3 o 1 a
Uszana 70° ¢ flunan 1.5 $11ue e ldasazatedanau iua1sazais TAA ( TAA 0.13
A5y (1.78 Uad lua) azaeludiihazaismmivea Usuas 10 Jadans aellluasazae

Fuosmsazarvazdoundaadulalund  dmssddndaeduna 5 $alue ezld
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=

msazatela lulld Whasazaeunseses ldmsazanela'luiid e lAngungiives 1 Au

Q

IS

A o = 9 ax [ =2 A e
ﬁ]gllWaﬂg‘ﬂmﬁlel‘VHﬂ”ISﬂi@\mﬂﬂt}mﬂ@@ﬂiJ”Iﬂ?fJ’J‘ﬁﬁﬂﬂ’JﬁJﬂu Nﬁﬂ“l’lulﬂllﬂﬂﬁaﬂmmﬁi

q

177-179 °C

2.4 M3fpantAMImemnvesasuseneusaton
wa AN Yo = Y 1 o =
autanmen i IdimsAnu 1dund dnuuzedn ganasumal wazms
azagluaIMazaesian1ee
= o R o Jyy '
2.4.1 Auazanyuznanduna laalenan
2.4.2 yaviaauiad 1 11 3ade1n 04 capillary melting point
243 Myazane  lagazareasdsznouradeuludiiazateyiinaia

o o A Aa 2
Nnnuudunamslasumlasnmnavy

2.5 mydnshmSinasigiifuesalsznevlumsilszneus adou
wilSunaessgmsueu(c), lelasnu), Famles(s) uazTulasum) u
asilszneudadoulaelfinsoe CHN-O Analyzer, Ce Flash 1112 Series EA U9agud

I30910NA1 NHIINRIAIUATUATUNT

= d‘ A
2.6 ﬂ1’iﬂﬂ‘l&l1ﬂ'l’i!ﬂﬁﬂu!!ﬂﬁﬁﬂl@@!!ﬂﬂﬂ]ﬁ@lﬂﬂ'm»! FT-IR
= A A ] do Ao o 0911 a s
ﬁﬂ‘]&ﬂﬂWiL‘]JafJ“L!LL‘]JaQGUfNL!ﬂ‘UﬂWiﬂﬂﬂauﬂJ@\‘]ﬁH’Wf]ﬂ UNAIN uwﬂuauﬂuﬂ
9 9 ]
v A A

wazasdsenoumador  laeld¥  KBr  dises  mMIANEIATIN 1A MHATEY  Infrared

a a o a J
Spectrophotometer, Perkin-Elmer 783 VOINMAIFUAN UHINNAIFIVAIUATUNS

d a
2.7 mydnszririavessglumslszneuissdeoulaaldimatia XRF
o =R Ao N ¥ TR Ay Y = a v
iwanidunsizd lwuasieaeunwani laiunanvesasdseneuiFatou
: o A s o o s 7
gz ldalnasuuesig Fanes(ag) Wearesa(®) , Fames(s) uazia'lad(Cl uaz Br)
. L4
TagldinTeq X-ray fluorescence, Phillips PW 2400 spectrometer mﬂﬂﬁuﬂtﬂ?@ﬂﬁ@ﬂmﬂ

UHINOEUEIUAIUATUNS

2.8 M3ANY1 'H NMR taz "C NMR

An1n31asunlasnn chemical shift ¥99 'H NMR ailnasuiay C NMR
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o a Ia = = o a 9 = Yo o
ailnasuvesaunuaoassiSeumeunuasdsenowsigou Anw lagl¥ariiazare

dimethylsulfoxide-d, (DMSO-d,) tta¢ deuterium chloroform (CDCI,)

=

=< Y a v an = v A Jd =
2.9 m‘;ﬂnyﬂmaaﬂwmmsﬂizneuwwau‘[ﬂmaﬁmsmmmumeasamenmuuwamﬂm
=2 Y a g 3 9 dy o
ﬁﬂ‘]el11?15\1?(5']\151]6\1?(']5‘]]58ﬂ’ﬂ‘]Jl,"]NG]fE]uIﬂEJﬂﬁLﬂ‘]J"lJE]ﬂaljaﬂﬁme’JmusllﬁNiﬂﬁ
o =2 Ay A sa A s Yy v
L’ﬂﬂclf‘]JuF\Iﬁﬂmﬂ’m’)EJLﬂiE]\iL@ﬂGIfLiEJﬂV\ILL‘I/\IiﬂI‘I/]lJm@ilmgﬂ1Iﬂiﬂﬁ'51ﬂﬂ’lﬂjﬂiuﬂim
ADUN

119352V Xtal version 3.7 1ta8% SHELXTL version 6.12 Tum3sansn Inssa19anandes

9
v A

v A o k) 09/’ Ao w
NINIIADNY ﬂizﬂ@ﬂﬂ’)ﬂﬂmﬁ@uﬂﬁiﬂﬂgmu
A = Y 7 =K
1) NITLADNHNANLASDITININHAN
A g 9 = ) Ay g o o ' )
2) m’i’ﬂﬂafN!,WE]Lﬂ‘UGU’E)iJ“amiLaEJ%L‘Uu “Umluaﬂ"l,ﬂil‘mml,mudlmw]ﬂm‘llZJGUEN

v A

oA a =
$aFenNENNTLINIDIANININHAN
1 v 9
3) msany e laseadeed1aainng udr 4 lnssadan ldtismuiamany
9 9 v A o A = = o Y Ao Y3 kY
[WuveamsazouvessedendianlSeuieunuanuduniald ne1nld
] ! = v o q Y Y £
Taseadeninasaazdeailiinnugndeanniu
o A -4 I 0911
4 manszi i IassadedlinnugnAeanngadiu (refinement) 1uduaouunInis
FananlnssasunielSulgalnseadeldiianugndewunniiga
= 9 2K 9 an v A L) 3 Y
Taglumsany 1nsaa s 1IHaNA8ITNIFensNTUaoUITAIAagl 2.1
A = .
2.9.1 MstadnWan (Crystal selection)

Y
Y @

A = I :/l Ao w 9 a v A =] 1
msdenkanituduaeuidaginmwizdoyaavudsndun ldazduegiu

=< Y A = P 9 A v 3 9~ ~ ' W Y
AUNINYDINAN owdenmanlaa  doyaarudsnFunaziansonezrimiderad 14
o lw Iddoyadaruvsndung Ndsdnghdosiilane 2 og1ene
9 J = A
2.9.1.1 deailuwanife)
A = Y A 9 A a A Ao
A WanvzAvIl Iasadsumeluvesluana ¥io000U 1T00LADNNIA
@ ' S o RS . ' ]
detrudusediovadivave liflundnauda (twinned crystal) 1y liifisesuani1n  use
I = ]
WUNANUNNT DY
=2 9 =\ [
2.9.1.2 wandedlvianazJU Iz
A =< 9 [l 1 a o w A s 9 [ oaj = 1 =
Ao wanvzded lilvainudssdongidiun luguivazlivwdiuveawan
1 = 4 = [ Y 9 Y= oA 9
lignsedendannsznuias vavednan ludnauldanuduessidondnaz nou

a1 o‘ a = d‘ a QBJJ Y a
aaﬂummmmu"lﬂ Iﬂﬂ‘*llu']ﬂ"’ll’f)\‘lWﬁﬂ“ﬂmumfmﬁ]iﬁ‘]uuﬁ'lulﬂ%TﬂﬂTiwmiﬂﬂﬂ’NiJ
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q

ANUFLITUS IneasanumMsganausdens vuiavesnaninnued luinu 0.4 Tadwas

nanly

YN/ T4

¥ 199U

1wl

UIN/F T4

I. LﬁﬂﬂWﬁﬂ!ﬂﬂ’JﬂmNWuﬁM

uae ‘I/HﬂﬁLlIW]Wﬁﬂ

"

4

2. Lﬂ‘Ui’J‘Ui’JiJ‘U@iJa

|

3.1 ﬂﬂ’NiJL‘UiJ

|

|
|
|
|

4. ﬂﬁaﬂ’ﬂ@u"ll’i]llﬁ

|

Ve

5. M 1AT9a5 9

|

Ve

6.1 Tnsardanauysol

K—

7. dananInsaadng

|

8. ulawadoya

Y

a,b,c,a, B,y

a A

= ]
sTUVHANIAE YT il

U

hkl10()

hk1F O (F) 50
hklF O (F)

AN UIVDIDLADY
1 A 0911 t:'
PNFIUNTONIHUAN

1118 Tas191

AUNUYBINNBEADN

AUNUIVDIBLADULAY

! =
NULUNUN

JUNITIMAUTNINAAVD

Tuana

2.1 usufadunenlunsAninTasaadunan (Clegg, 1998)
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(optimum thickness) voInanlussdendnianuenaauaeg wazl



25

Y ¢ =X .
2.9.2 MIWINNAN (crystal mounting)
Yy ¢ =R A o q ¥ =K To A A 9 = Y
Mamean e M lvwnanegnun e lvansalsunanlvedluuug
9 19 o . ¢ Y v & A A g v
Wuasaazegluduviisgudnanveandesoienimenssd lddiotiu  iefaginudoya
Y A, o { Y a o 9 9 Y
msaeauy laeidsmsne Wwaniden 3 lUAanulaedranilavesloud (fiber glass
A A Yy s < = =) Y AqyY A
%30 quartz fiber) NUVINAEUEIUgUIna@INIIWaNENIey  Taglouninldaziinauy
a 9 a ~Nq VY ] = a Y
o lalszinm 1.5 wuamas laeldnmaa nilddesluazatonan uazdalAuunye

A . A A a o A
NOUVADY (brass p1n) WiJﬂ'J']iJEJ'I'JﬂiZ?J'Im 10-15 yaauag @NE‘]J‘VI 2.2

__prinrnibl st vam
Foan

U 2.2 mafhiinan

o % a = z dgl (Y 1 = = d'sl a
dmSumsAarantiuiuegiuzUs 9B IRANIEZINUUDIHANNADINITIZAN
a ° 4 1 I <
msanaznszi1 laemsldndssganssminuy 2 a1 wudwanduuuugihdy (needle) 151
% a <3 . : [ ' Y [ 1
unvzdaaluamuunudiy (needle axis) Fawnuasnanio nduunuvyuveswanaell 81
3 =2 Ao ] ) a Y A A 3 Y
Wuwanwaniiivaten v (polygon) 1invzdaliamminengaiudu
A = o o | ¥ A =2 A A 9 ' s
MIdanamiunszila lagisuannmsnawaninmene Basuuurualadnig
1 1 9 P % @ I~ =< Ao 0911 a3
pgUUINUNIZINYDINADIgans ANl Ty TWATvRuRAnAFaIY niuiuazlatesues
loudrnesou1Aun1  (adhesive) tdni uazdunan lagliunuasaloudiineuunu
o = d‘Q} a oaj S (v = Y A Ay A o ]
Tfunnuveswdanidesmszaa  antundsuwanldeglunaindesmsvagiinigala
D} A Yy =2 g a Vo 9 S de = Aa < % W v -
uia wazenuianannazfauuusuloudy miumhwannaaasauda a3t

Tﬂﬁiaﬁma% (goniometer head) &gfﬂgﬂﬁ 2.3
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BEAM direct beam X-ray beam
C= ! SOURCE

—
DETECTOR arc AL _-screw to tighten
adjustment ) height adjustment

crystal
adhesive . :
. glass arc adjustment
fibre
brrass pin

ateral adjustment
lateral

adjustment

d‘ a ;, =2 o a a J
77 2.3 uaaamsAadawanuuiilniilediwes

< 9 a ] ] 4
2.9.3 manuveyaarlusnFuLarmMImngLan

9
[ [

a s 9 = v o 9 A
ﬂ?i?kﬂﬁ?gﬁﬁ'liﬂi\‘lﬁi'lﬂW'ﬂﬂ'ﬂﬁ%ﬂ’ﬂ‘ﬂﬂ’)ﬂ 3UYUADUAINUAIUAD

o

' v
9 a =

A g v 9 Y @ o 1 )
1. miﬂﬂamLW@LﬂUﬂlﬂuaﬂWuWiﬂ‘vu 61]@33!@VlulﬂllﬂQﬁ1llﬁuula3ﬂ’nmlmum@q

U

[ =

ad oA a
INALDNENNTSLAIDDNUIIINNGAN

1 ] 2
2. msanyiiern Iasaadeedaninng udaldlaseadren latimuiamanudy
9 v aa ¢ A =\ =} o 9 Ao 9 oa/' A
yaamsazNonvessiddndinenlssuisuiuanuduinia ldavinminaassluduneun 1

o w ==K

§ o 3 I~ 4 ] ] <3
Tassaan1Flumsdnnuanuduiniulasadwwanidddnoeed  od1elsnaw
Y
9 %

) ~ Sldyd 9 1 1 qaj v A 9 1 9 [
I‘ﬂ3\1ﬁ'ﬁ']ﬂﬂllﬂulﬂuiﬂiﬂi’fﬁT\?ﬂﬁW?‘]WI']HH AUNITUYNADIUDY ﬂluﬁﬂu@l’a"lﬂﬂwmﬂlﬂ

mamselSulialdldTassadigndos

0 q ¥ v v 4 < o y A
3. M1 Tasead19gnAvanngsdu (refinement) HuTUADUYBINITTAINAINTD
[ 1 9 [ [
Ysudgaie i Iaseaduasnginunldnndun 2 Hlassednlninldanuduvesns
Y v A o Y Ayy 24 !
azioudeandounniiganuanudun lannmsneass F4n250¢4 TUVOUIUAYDINTS

] 4
ﬂa1ﬂ!ﬂﬁ®u%1ﬂﬂ15ﬂﬂﬂﬂﬂlﬂ1ﬁu
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A, <3 Y .
2.9.435M3 NUUDYQA (Data collection methods)

A Ya s v a v 2 o @ ' =& '
ﬂﬁmﬁ]ﬂi‘lﬂ’)‘ﬁﬂﬁiuﬂﬁlﬂﬂﬂlﬁlyjaﬂWLL‘N?T‘I‘HH 6lJ‘L!'ﬂ‘]J‘ﬂfl]fl]lﬂ"riﬁﬂﬁl’filfﬂil SHALLR S

anA gy FTY = = 3 [ J @ d'dy
’J‘ﬁ3JSUE)]lﬂL‘]J5EJ‘]JLﬁ'fJL“]JiEJ‘]Ji’JiJ‘I/Nﬂ’NlIMiﬂ%’L’fiJﬂ‘]JEIﬂymgﬂulmﬂﬁNﬂuﬂﬁlﬂqﬂ SL“L!‘V]L!%%

J =2 ad A a Y o 4 v ad ' dy Y a A Y 2
NA1INNITNIT ﬂuﬂllslﬁlﬁ/]’JIIﬂ “]N’OW%%@]’J‘EG]Nﬂl‘l’iﬁ11ﬂ1’iﬁ]§iﬂl‘ﬂﬂﬂﬂﬂGI'Nﬂu 2 LU A%
a A [ dgl "o o = = a A v 9 [ = A a
MAUANANNUVUDYNVANHUSVBDINAD AD madaanunsnFud T uRanae) Lazmaia
Qy dy Gls) a A

anulsnFudrsune SmsunuIdesuiiaglamatiaarusasudsunan@en

2.9.5 manaauNs AU IMTUNANAE? (Single-crystal diffraction techniques)

=KX A

A Y a vy IS =2 A =2 A = 3 &
ﬂ’]ﬁla@ﬂisﬁlﬂﬂuﬂu NanN %@@Qlﬂuwaﬂ!ﬂﬂj WNANIAYTY NUTYDY UBDILLUIB

De

=) 4 =

= [ L] = A A g’ 9 1 4' 1Y
moluiinsdasesaiedilisziloyveoznon Tmaqamaa@au mm@uﬁammﬂu“lﬂ

v
9 =

A an v W 2K 1g =2 A A 1 =

Fooq luawila  dniudesiinsnadeunanintuwan@eavioll  TasmsfAnying
dy v A o 1 =3 1 3 9 dy va
@PVUVBITIABNG AN YoIWwaNNOWAUTBYE  HazUoNIINUANIANIING
J e o o {2 ¢ a @

Aonvwvanil  duiludeyailuilse Teminomsinsizd lnseaiwondre  Taglu

= Y S 9 a & o o = Aag

MIANE AT 1999913152 NBVIFIFO UAIBNALAM TDENUUT M TUNANALINITNT

9
Y

=
JU

Qe

a

qs;l = Y kY] a a o . d'
mumuuiﬂwaﬂ%zgﬂmm"lmumiﬂuiamma (goniometer) NA5IUAY

' Y
=2 9 A A Aa Y

Taoldangoald msnewdn ldwandwuddnunannniullddmnssdannszny U5

Y [
HaN (aligned) TULUIAY (vertical) taztuIuoH (horizontal) Irimanzay TasmslSunans

U

4

o o <3 9 g 9 A Ja A
X, Y uag 72 i]1ﬂuu11l’lllﬂLﬂﬂiﬂﬂﬁjum@gaﬂ'ﬁlaﬂjlﬂuﬂjﬂlﬂiﬂﬂmﬂ%!ﬁﬂﬂ?\ll&ﬂﬁﬂicﬂllm@ﬁ'

=

(3U7 2.4) TaelFSedondan Ko voaluavuasiy delinnueaau 0.71073 A
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1 2.4 w3euenamsdanuvlsnIndines ju SMART APEX

Y ¢ g A

[ cf: o = A 9 a o a a o [V [ = 9
nasnnduhwaniuhmuanaadinii Intledwes  dSudwrusnanlv
) a v Ay A o 1 v v 7 9
mngay TagrayaanusnFuNApINIIABAMUNUIAZANUTNVDIVDITIADNTNAL DU
a 1 [ [ Y A o I . d!
e luNANIag U Tumsdannudnmsnduaz 1935 rotation FIAIVANNMTHYU
= @ [ 9 a s A [ A= 4 A
VOINANUAZAINGIVTIA (detector) A8 TUTUATUADUNAADS HONIYTITONTANUSIIAAY
) [ = a o A Y [ d‘ =< 1 [NV
0.7107 A (Mo - Ko) Mdmanizinasedaziouswiesnnozaonlunanniulyiadia
[ ~ v A o @ A ~ 0 A o o= 1 9y ~
a5193a vaiziin1e5ed dansrntavzinasui liluag 0 - 28° erfuinAanuduvess Il
o a wa I a ' o
sndu Taglumalfiidezinudeyavesaniialuszurudunay (reciprocal lattice plane)
{ { gy a 1w ' o 4
Tuvazinanvyull 3 unuidludaszaeiuuazeglunuiidend deyu @, ¢ waz ¥
$ $ Aana o 3 o 1
(U7 2.5) Foyai Ideuudeyanin 3 @ grifuin Aidlumlsy 9 (frame) Tasaindumia
= o A Y £ o Y Y ' 4 .
yossurlsnduimeonun ldganiteszgmiiwnldlumsadanitemad (unit cell) luszuu
A 2 vy Ay = v o '
Mmunzan ez ladoyailiosduuewan U ANNEMAUNITW (0, b, c), YNTZHIN
4
% a ] 4
auneaw (@, £, szvunan wazlsuasvesniomad
9 9
1INYoyaNITIAoNUWL0IAY ATIIFOUTTUUNANLAZIFAANITINADS YDINY
Ay A a Y ! % Yy Yy A < o <
adn e WenvnsuudImilurasdenndednuIaseasenaem niInsNUTIVI I
v < o S 2 o Yy 9y v Ay e ¢
YoyamI@eVUNINLA niniuduhdeyannudundoudumian 1d lamazim

Taseadrananao 1
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51041 2.5 ununyuveunTosarluvlsn Iniwes

2.9.6 My Inseas1alasldla)sunsuneununesszuy SHELXTL NT version 6.12
annsni ldTasmathdoyai Idninmaaeuuuvesssdendlunanun
Auaa Tl 11sunsudu531 SHELXTL NT version 6.12 (Sheldrick, 2008) Tagfiduaoi

naaalugin 2.6



Data Collection
SAINT - # name_LS and
Data Reduction
name, pp
v name, RAW
Data Reduction,
XPREP  [—---- > xmz-gg? Space Group
' Determination, and
name,|NS Absorption Correction
v rgmez, HEL
Generate Trial
XS r---—-% namelST  Sglutions
Cycle unti|
qood trial nama RES
: 3
solution found Analysis of
XSHELL Trial Solutions
name, M5
3
Structure
. XL - # namelST Refinement
Cycle until the name,C|F
refined solution ae name FCF
goas to v name.res
convergence Analysis of
XSHELL Refined Saolutions
nama,HES
¥ _
Final Solution R— rFln:;I I:,||pts|_'
XSHELL name:(}HT or Fublication
name.CIF Final Tables
name.FGF  —» XCIF - » name. TBL for Publication
nama,PCF nama, SFT

A @ Y 9 a 4 .
519 2.6 upuAamsvin Iasaas e Iaele Tsunsunoun 1M05 5211 SHELXTL NT version

U

6.12 (Sheldrick, 2008)
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v d IS4
3.1 mamsganzrasdseneusavou
a { o 3 Y [ 4 o Aaaa
mslsyneuFadeuidunnziidluasell  duanzdldninmshl§nse
1 a 4 4 v a 4
Tagnsasennunasvesdanas () 1a'lad (AgX ; X = Cl, Br) nuaunud 15 Toozwsn lua

(TAA) uag astlilaeaiiu (PPh,) meldannzimuzaudwaasluas 3.1

{ 2 4 a
AT 3.1 ﬁm’gzﬁmmzfcm“lumsmmswwmsﬂizﬂaum%’au

g.’/ Y Y] \ W o a d' 4
a1 anaiu aImasaly Qamgu ﬁ15‘].|5$ﬂf’)1|‘ﬂ“lﬂ
Tua (mL) Co)
AgCl :PPh, 1:3:3 Acetone (30) 65 [Ag(PPh,),(TAA)CI]
‘TAA
AgBr
1:3:3 Acetonitrile(30) 70 [Ag(PPh,),(TAA)Br]
:PPh,;:TAA
AgCl :PPh, 1:3:2.5 | Acetonitrile(20) 70 {[Ag(PPh,),(TAA)CI]
TAA Methanol(10) [Ag(PPh,),Cl]}-0.5CH,0H

3.2.4amMsAnIaNTANINEMNVBIIs U N MITINO U

mﬂmsﬁﬂymmfcmﬁﬁmamﬂm‘wuazmmmmsaiumiazawmm
a 9 A o Y v o a 1 [ A
E‘T”Iiﬂ3$ﬂ@ﬂl%ﬂ%@u‘ﬂﬁﬂm51314&1@11!@3%163618%1!@1@1\1“] UHEANANAT 1NN 3.2 Lag 3.3

AWAINLY
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AN 3.2 AuiAMIMEMNUBIALNUALIaZ 1T U T NO LTI U

aNUAMINYNN
asilsznen = - -
anyaZNan a ATiadNIiad

[Ag(PPh,),(TAA)CI] JUmasu lund 193-195°C
[Ag(PPh,),(TAA)B] JUmaeu lund 185-187 °C
{[Ag(PPh,),(TAA)CI] p o .

sUmden luid 177-179 °C
[Ag(PPh,),C1]}-0.5CH,OH

a9

M3 3.3 HamsazarwuesdslsznouFedouludriazatoas q igurgiives

U

asiliznou | [Ag(PPh,)(TAA)CI] | [Ag(PPh)(TAA)Br] |  {[Ag(PPh,) (TAA)CI]
Aiazay [Ag(PPh,),C1]}-0.5CH,0H
H,0 liiazane liiazane liiazano
CH,0H liazane liiazane liazane
C,H,OH liiazane liazane liazane
CH,CN Tiazane Tuazaw liazae
CH,COCH, Tiazane Tiazane liazae
CH,COOC,H, Tuazaw luazane liazae
CHC, azany azany azany
CH,CI, liiazano liiazae liiazane
n-C.H,, liiazao liiazae liiazano
DMSO azany azany azany

¢ ! ¢
3.3 waminszimifSinasigiiluesalszneulumsiszneuadou
a 4 [ oL
vinmsmlSunasamsvey  Telasau  lulaseu  wezdawleslu
A ¥ Ao v ' Ay Y o ya o Ay g
asszneuFidouidunsigila  wudwanldnnnsnaassiiarlndifeatuwaiildnn

MsMuINNNgas Tuana awuaadlumsan 3.4
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a131lsznouFadou snasaiiiuesdsznon %)
(qa3 luana) C H N S

[Ag(PPh,),(TAA)CI] Aow | 61.38 4.74 1.88 4.38
NAaBY | 61.40 475 1.90 4.41

[Ag(PPh,),(TAA)Br] UM | 57.92 4.48 1.78 4.14
IBLRN 57.90 4.46 1.77 4.13

{[Ag(PPh,),(TAA)CI] AU 65.59 4.85 0.82 1.91
[Ag(PPh,),CI]}0.5CH,OH | n@aaod | 65.57 4.62 0.81 1.89

= d‘ A
34 Nﬁfﬂiﬂﬂ‘ﬂ]fﬂilﬂﬁﬂullﬂﬁﬂ‘ui’)\i!!ﬂ‘ﬂﬂ1Sﬂﬂﬂau FT-IR

FT-IR ianasuvesaunua 15 Teoziasm lua lasiidaneatluas

a 9 (% d'
as1lszneurIeu uaaiaeziln 3.1-3.5
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3.5 wamnsizimriavessigluaslsznoudsdoulaaliimatia XRF

XRF 1e1lnasuvessigane luasiszneudadou naasaegii 3.6 -3.12

Energy (keV)

AgKB
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517 3.6 XRF anlna

[Ag(PPh,)(TAA)CI]
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Aromatic proton
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H,0

517 3.17 'H NMR alnasuvesansilsznoufedon

{[Ag(PPh,),(TAA)CI][Ag(PPh,),CI]}-0.5CH,OH 11 CDCI,



Bc NMR il nasuvosdunua 15 loozan lua lasiianeatunazasdsenou

1Fadou uaaenagii 3.18-3.22
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719 3.22 "C NMR aulnasuvesasilsznouigadou

{[Ag(PPh,),(TAA)CI][Ag(PPh,),CI]}-0.5CH,OH 1u CDCI,



= k3 a v A 2 v J = A
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M54 3.5 YoyananvesmslsznouBadou [Ag(PPh,),(TAA)CI]

Empirical formula
Formula weight
Temperature
Wavelength

Crystal system

Space group

Unit cell dimensions

Volume

Z
Density (calculated)

Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections

Completeness to theta = 25.00

Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F2

Final R indices [I>20o(])]

Css Hys AgCIN P, S
742.99

293(2) K

0.71073 A

Triclinic

Pl

a=11.9140(5) A o= 84.854(1)°
b =13.2068(6) A B=67.333(1)°
c=13.5971(6) A y=65.517(1)°
1790.43(14) A 3

2

1.378 Mg/m3

0.812 mm-!
760

0.287 x 0.121 x 0.094 mm3

1.63 to 25.00°

-12<=h<=14, -15<=k<=15, O<=I<=16
6318

6318 [R(int) = 0.0000]

100.0 %

Semi-empirical from equivalents

0.930 and 0.738

Full-matrix least-squares on F° 2
6318 /2 /404

1.016

R1=0.0328, wR2 =0.0784



R indices (all data) R1=0.0382, wR2 =0.0811
Largest diff. peak and hole 0.344 and -0.229 e. A-3

A1319 3.6 ANWE1INUSE TuTuana [Ag(PPh,),(TAA)CI]

NUTY ANNININUTE [A]
Ag(1)-P(1) 2.4544(7)
Ag(1)-P(2) 2.4875(7)
Ag(1)-S(1) 2.6099(8)
Ag(1)-CI(1) 2.6411(7)
S(1)-C(1) 1.672(3)
P(1)-C(11) 1.824(3)
P(1)-C(31) 1.825(3)
P(1)-C(21) 1.828(3)
P(2)-C(51) 1.823(3)
P(2)-C(41) 1.823(3)
P(2)-C(61) 1.829(2)
N(D-C(1) 1.291(4)

M1379 3.7 YWY TuanalAg(PPh,),(TAA)CI]

NUHY YURUTE [°]
P(1)-Ag(1)-P(2) 126.25(2)
P(1)-Ag(1)-S(1) 106.84(3)
P(2)-Ag(1)-S(1) 101.55(3)
P(1)-Ag(1)-CI(1) 111.242)
P(2)-Ag(1)-CI(1) 101.47(3)

S(1)-Ag(1)-CI(1) 108.20(2)




58

M3 3.8 Wuse lalaswuvesaslszneuFadou[Ag(PPh,),(TAA)CI]

D-H..A d(D-H) [A] d(H...A) [A] d(D...A) [A] <(DHA)

[°]
N(1)-H(2)...CI(1)#1 0.883(18) 2.46(2) 3.311(3) 162(3)
3.326(3) 167(3)

N(1)-H(1)...C1(1) 0.889(18) 2.45(2)

Symmetry transformations used to generate equivalent atoms: #1 -x+2,-y+1,-z

Iya
Donor atom (amamiwamﬂmau)

HNYLYR D =

v ad
Acceptor atom (82919UTUDLANATOU)

ISy’ c2a

ci c23

51 3.23 Tnssad e TuanavesaslsznouFedoulAg(PPh,),(TAA)CI]



71/ 3.25 TaseafavesansseneuFadou [Ag(PPh,),(TAA)CH ] uniioiwad

<
WADAATUUNU a
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511 326 TnssasavesansilsznouiFadou [Ag(PPh,) (TAA)C] luwihosas

Rl

<
NADAMUUNU b

51/41 3.27 TaseafavesasdszneuBadou [Ag(PPh,),(TAA)C] lumiioimad

<
WADAATULUNU ¢
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M3 3.9 YoyananvesesilsznouITdEou [Ag(PPh,),(TAA)BI]

Empirical formula
Formula weight
Temperature
Wavelength
Crystal system

Space group

Unit cell dimensions

Volume

Zz
Density (calculated)

Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 28.03°
Absorption correction

Max. and min. transmission

Refinement method

Data / restraints / parameters
Goodness-of-fit on F2

Final R indices [I>20(1)]

R indices (all data)

Largest diff. peak and hole

C38H35AgBI'NPZS

787.45
293(2) K
0.71073 A
Triclinic

Pl
a=11.9203(6) A
b =13.4552(6) A
c=13.5651(6) A
1807.05(15) A3
2

1.447 Mg/m3

1.836 mm-1
796

o= 83.9690(10)°
B=67.9220(10)°
7= 63.9750(10)°

0.208 x 0.167 x 0.12 mm3

1.62 to 28.03°

-15<=h<=15, -17<=k<=17, -17<=I<=17

21773

8719 [R(int) = 0.0236]

99.6 %

Semi-empirical from equivalents

0.800 and 0.706

Full-matrix least-squares on F 2

8719727404
1.030

R1=0.0314, wR2 = 0.0736
R1=0.0447, wR2 = 0.0792

0.707 and -0.512 e. A-3




M137149 3.10 ANe1IUEe Tu TuanalAg(PPh,),(TAA)Br]

62

NUs ANNENINUTE [A]
Ag(1)-P(1) 2.4585(6)
Ag(1)-P(2) 2.4887(6)
Ag(1)-S(1) 2.6072(7)
Ag(1)-Br(1) 2.7455(3)
S(1)-C(1) 1.664(3)
P(1)-C(31) 1.823(2)
P(1)-C(21) 1.824(2)
P(1)-C(11) 1.826(2)
P(2)-C(51) 1.817(2)
P(2)-C(41) 1.822(2)
P(2)-C(61) 1.826(2)
N(1)-C(1) 1.297(3)

M1379 3.11 YUWUsEve9 luanalAg(PPh,),(TAA)Br]

YURUTE [°]

P(1)-Ag(1)-P(2)
P(1)-Ag(1)-S(1)
P(2)-Ag(1)-S(1)
P(1)-Ag(1)-Br(1)
P(2)-Ag(1)-Br(1)
S(1)-Ag(1)-Br(1)

126.66(2)
107.92(2)
100.90(2)
109.906(16)
99.939(16)
110.755(17)
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M58 3.12 Wuse lalasiouvesasilsenouiFadou[Ag(PPh,),(TAA)BI]

D-H..A d(D-H) [A] d(H...A) [A] d(D...A) [A] <(DHA)
[°]
N(1)-H(2)...Br(1)#1 0.885(17) 2.68(2) 3.461(2) 147(3)
N(1)-H(1)...Br(1) 0.881(18) 2.615(19) 3.477(2) 166(3)

Symmetry transformations used to generate equivalent atoms: #1 -x+2,-y+1,-z

a3
HNLYR D = Donor atom (ﬂgﬁﬂmiﬁlﬂmﬂﬁiﬂu)

v ad
A = Acceptor atom (9EHDNUTUDIANATOU)

31l 3.28 Tnssad TuanavesasdsznouFedou[Ag(PPh,),(TAA)Br]



17 3.30 TaseardavesmsdsznouBadou [Ag(PPh,),(TAA)B) Tuwiiie

<
msaﬁwaa@mmmu a
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517 3.31 TnseadwwesmsisznouFadou [Ag(PPh,),(TAA)Br] Tumiing

s
IFAANADAATULUNY b

517 3.32 TnseadwvesmsiszneuFadou [Ag(PPh,),(TAA)B) Tumiing

s g
EFAANADAATULUNU ¢
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M1319 3.13 GUBEQJJE]NQﬂﬂl@\‘lﬁ”l'iﬂi%ﬂ@ﬂﬂﬁ%”ﬂu

{[Ag(PPh,),(TAA)CI][Ag(PPh,),C1]}-0.5CH,OH

Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume

Z
Density (calculated)

Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 25.00°
Absorption correction

Max. and min. transmission
Refinement method
Data / restraints / parameters

Goodness-of-fit on F2
Final R indices [I>20(1)]
R indices (all data)

Largest diff. peak and hole

C93 ng Agz C12 NO P5 S

1703.15
293(2) K
0.71073 A
Monoclinic

Cc
a=18.5869(7) A
b =19.5999(7) A
c=23.4557(8) A
8384.3(5)A3

4

1.349 Mg/m3

0.698 mm-!
3496

a= 90°
B=101.128(1)°
y=90°

0.253 x 0.184 x 0.114 mm3

1.53 to 25.00°

-22<=h<=22, -23<=k<=23, -27<=1<=27

39292

14597 [R(int) = 0.0291]

100.0 %

Semi-empirical from equivalents

1.000 and 0.877

Full-matrix least-squares on F* 2

14597 /41957
1.006

R1=0.0311,wR2=0.0711
R1=0.0348, wR2 = 0.0731

0.404 and -0.195 e. A-3




A1514 3.14 ANVENUTLUBY {[Ag(PPh,),(TAA)CI][Ag(PPh,),CI]}+0.5CH,OH

WUBe ANUININUTE [A]
Ag(1)-P(2) 2.4452(9)
Ag(1)-P(1) 2.4851(9)
Ag(1)-S(1) 2.5987(12)
Ag(1)-CI(1) 2.6312(11)
S(1)-C(1) 1.693(4)
P(1)-C(15) 1.815(3)
P(1)-C(9) 1.823(4)
P(1)-C(3) 1.826(4)
P(2)-C(33) 1.814(4)
P(2)-C(21) 1.822(4)
P(2)-C(27) 1.834(4)
N(1)-C(1) 1.275(5)
Ag(2)-P(4) 2.5364(9)
Ag(2)-P(3) 2.5506(8)
Ag(2)-P(5) 2.5738(8)
Ag(2)-C1(2) 2.6163(9)
P(3)-C(45) 1.825(3)
P(3)-C(51) 1.827(3)
P(3)-C(39) 1.830(3)
P(4)-C(63) 1.825(4)
P(4)-C(69) 1.826(4)
P(4)-C(57) 1.829(4)
P(5)-C(75) 1.820(4)
P(5)-C(87) 1.833(3)

P(5)-C(81) 1.843(4)




M 3.15 yuiuszvesmslsznouidou

{[Ag(PPh,),(TAA)CI][Ag(PPh,),Cl]}0.5CH,OH

Y Y

NUFE YUNUTE [°]
P(2)-Ag(1)-P(1) 125.43(3)
P(2)-Ag(1)-S(1) 115.76(4)
P(1)-Ag(1)-S(1) 98.77(4)
P(2)-Ag(1)-CI(1) 103.49(3)
P(1)-Ag(1)-CI(1) 105.28(4)
S(1)-Ag(1)-ClI(1) 106.68(4)
P(4)-Ag(2)-P(3) 114.37(3)
P(4)-Ag(2)-P(5) 115.42(3)
P(3)-Ag(2)-P(5) 112.27(3)
P(4)-Ag(2)-CI(2) 103.66(3)
P(3)-Ag(2)-CI(2) 104.16(3)
P(5)-Ag(2)-CI(2) 105.42(3)

1IN 3.16 ﬁu‘ﬁ%Vlﬁjﬂi!ﬁ]“L!"’ll’é)\iﬁﬁﬂi%ﬂﬂﬂl%\‘lc]?@u

{[Ag(PPh,),(TAA)CII[Ag(PPh,),CI]}+0.5CH,OH

D-H..A d(D-H) [A] d(H...A) [A] d(D...A) [A] <(DHA)
[°]
N(1)-H(1B)...CI(1) 0.86 2.37 3.218(4) 168.5
N(1)-H(1A)...CI(2)#1 0.86 2.39 3.241(3) 173.7

Symmetry transformations used to generate equivalent atoms: #1 -x+2,-y+1,-z

a3
HNELYR D = Donor atom (Bmﬂmiﬁ}amﬂmau)

v ad
A = Acceptor atom (9HDNUITUDANNTOU)
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17 3.33 Tassade Tuanavesmsdsgnousadou

{[Ag(PPh,),(TAA)CI][Ag(PPh,),CI]}-0.5CH,OH
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{[Ag(PPh,),(TAA)CI][Ag(PPh,),CI]}-0.5CH,OH
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719 3.35 TaseadwvesansisznouFedou

{[Ag(PPh,),(TAA)CII[Ag(PPh,),C1]}-0.5CH,0H lunioadnasanuinu a
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517 3.36 uaaslassadnvesmslsznouiFadou

{[Ag(PPh,)(TAA)CII[Ag(PPh,),C1]}-0.5CH,0H Tuniiiosadnaenmuuny b

517 3.37 naasIassadwvesmslsznouiFadou

{[Ag(PPh,),(TAA)CII[Ag(PPh,),C1]}-0.5CH,0H Tuniiiosadnaeamuuni c
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IVIUNANTIINAADN

4.1 msFaanzivazmsanmnauiimamemnvesansiszneuFadou
a 9 a 4 d'o; 4 S)dosj}
msisznouBidouvesdanes (1) Aduanzdldinmua 3 @13 lag
[ N Y o Aaaan 1 = a 4 4
duasizn lannmsinljnsen laeaseszrnundovssdanos() 'lag (AgX ; X = CI, Br)
Auaunug 15 Teazism lud (TAA) uaglasifianeailu (PpPh,) meldanneiininzeaw iia
dlumsilsznouFadou[Ag(PPh,) (TTA)CI], [Ag(PPh,),(TTA)Br] tag
Y
{[Ag(PPh,)(TAA)CI] [Ag(PPh,),C1]}-0.5CH,0H Taoasisznousigounsauiianyuy
=2 g = 12 = [l [l 0 0
panilugimaen Lilid vezliganasumaneglusig 193-195 °C, 185-187 'C uag 177-179

‘C audiau

d a Y ¢
4.2 mynaszrnfSinasiaiduesnlsznevlumsisznouiadon
a 4 o J
nn1svidsuiusigaisvou lelasou lulasiou uazdainos lu
a 9 Ao v ' Ay v A Yy o Ay 9
aslsznouFidouidunsizd 14 nuiwain ldnnmsnaassiis lndifesiunai laanns

Annunngas luana awaadluniga 3.4

= d‘ A
4.3 maanmmanlasunlasveaaumsganau FT-IR
a [ [
TumsAnymedudusaan)n Insalnthidumsfny o umganaunaau
[l v 1 a 9 A = = v A Ja 1A ’q Y
yoangilandua luasilsgneuradowienlsoumeunuaunuadasenaunua 1y
pzaoulalumananusenulany TagldimsAnyuoumsganauvesasliznoy
a 9 a o 1 A o @ 4 A A
iWedounazaunualungu s loe ludndiAn Tasunua 1 Asuaumsganauves v (C-
J J
N+ O(N-H) uuud 11 Apuaumsganauue V(C=N)+ V (C-N)+ V(C=S) HUUA
A A 4 A A
Il ABUAUMIRANAUVBY V(C=S) + V(C-N) uazuiud IV Aouaun1sganauyed V(C=s)

AINITN 4.1
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A A A g
AT NN 4.1 LLﬂUﬂWﬁ@jﬂﬂau%ﬁ’l

1Rl

o

peastsznouFdounazaunudlungulslow lud

s
1320 (Luua 1)

J
1000 (LUU@ II0)

References Aumnisfiganau (cm') HOUMIRANAY
Karagiannidis et al., 1989 2900 V (N-H)
1510 (UUUA 1) O(NH,)

V(C=N)+ V (C-N)+ V(C=S)
V(C=S) + V(C-N)

s
1330-1250 (LUUA 1I0)

s
1030-990 (LLUUA IV)

s
900 tuua V)

4
750 (LU IvV) V(C=S)
Lecomte ef al., 1989 3180-3130 (MUUAT) | V (N-H)
1505-1515 (WUUA I) | S(NH,)

V(C=N)+ V (C-N)+ V(C=S)
V(C=S) + V(C-N)
V(C=S)

Hadjikakou et al ., 1991

3060

1525 (LUUA 1)
4

1300 (LUUS II)
J

1020 (LUUS II)

655  (LUUA 11)

V (N-H)

V (C-N)+ O(N-H)

V{(C-N) + O (N-H)V(C=S)
V(C=S) + V(C-N)

V(C=S)

Singh et al., 1995

o
1500 (LLUA T)

4
1300 (LLLUA 1)
1000 (LLLUF TIT)

s
800 (LLUUAIV)

V (C-N)+ O(N-H)
V(C=N) + V(C=S) + V(C-
H)

V, (C-N +(C-S)

s
1537-1493 (LuuUa I)
s
1276-1292 (1uua II)
s
1027 (Luua II0)

s
779 (MUUA IV)

V,(C-S)
Saithong et al., 2008 3334-3184 V (N-H)
1630 O(NH,)

O(N-H) V (C-N)
V (C=N) +V(C=S)
V(C-S) + V(C-N)
V(C=S)




a 9 a o 1
iﬂﬂfﬂiﬁﬂ‘]&lHmﬂfﬂi@,ﬂﬂﬁuﬁllﬂx‘lﬁﬁﬂ53ﬂﬂﬂl%ﬁ%ﬁ]ul!ﬁgmlﬂuﬂiuﬂﬁqh

15 Tote luaannsnagduoumsganaundinaas

HAUNISANAY wuud v‘iumﬁa%ﬂnﬁu
V (N-H) 3334-2900 cm’'
O(NH,) 1630- 1505 cm’”"
V (C-N)+ O(N-H) HUUA T 1537-1500 cm’'
V(C=N)+ V (C-N)}+ V(C=S9) HUUA 1T 1330-1250 cm’”
V(C=S) + V(C-N) LUUS T 1292-990 cm’'
V(C=S) HUUR TV 900- 750 cm’’

o A~ I~ 1
Taguuud I waz 11 vod 15 Tew lud iutoumsganauves V(C-N) idudiu
[} I~ [ 1
Tnaj daunnud 11 wag Iv (i unaunsgANaUYee V(C=S) uauuus 11 i V(C-N) 321479
<3 9
1antioey
Y Y
drvsuaudIteruilddnviauiianisudusaalnInsalnilvos

asdsenouFadounazaunua 15 Teozim lua uaz lasiiaeadudasz lurrandsau

[
A o o [ %

400-4000 cm” Fawavinmsanysnguaumsgananvesnyilsndundingydaaaaly
a31942  Tasdunud 15 Toozimn luat Inseadald 2 j1fie thione M thiol uanasIn
surlisaanlnasuamisavenldnaunud 15 Teazimn ludeglugiuea thione 1iosainli
4
Usinguonnmsganauves V(S-H) lugimundearu 2600-2500 cm” sisludunuasdaszias
a 9 A 1
asszneurIre Uzl INgUauNMIgANauYeY V (N-H) 1az S(NHz) Tugu 3300-3158
cm’ 118 1649-1632 cm AINAIAY

[

a J a a
aludunua TAA aﬁﬁzuaxmﬁﬂixﬂ@mm%u

o

t:' A t:' )
ANTWN 4.2 LDUNMTAANAUNEGN
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ﬂixlﬂﬂﬂiﬁﬁu/!,aﬂlﬂﬁu (Cl’n-l)
asilsznell
V (N-H) 6(NH2) BandI | BandII | Band III | Band IV

Suﬂuﬁ TAA 3300 1649 1396 1304 1028 708
[Ag(PPh,),(TTA)CI] 3268 1643 1434 1366 996 -
[Ag(PPh,),(TTA)Br] 3290 1632 1433 1366 997 -
{[Ag(PPh,) (TAA)CI]

3158 1619 1434 1368 996 -
[Ag(PPh,),CI]}-0.5CH,0H




Y
Lm‘umiaﬂﬂﬁu V (N-H) uag 5(NH2)ﬂjmmiﬂizﬂamc‘fmffauﬁmmwuﬂ
[l o o 4 v A Ia 4 a @
Usngludumasnudauionseuisuduaunuasase iesnninanuse lalasiou
moluTuanasgninegaon N-H—X (X = Cl uag Br) i ldanunuiniuves
ad a @ ad % 1
DINATEULTNWRUSE N-H 110ga391nn159naidanasousInesaoy Cl LagBr Faiia
1 Y o 1 [ 1 [ t:; 9 u'/ [

EN g9 dewaldiuszaznin lulasnunylelasnusouas wasnuildlumsduiusy
Sarteensmulidae

1 < a

dauuoumsganauues V(C-N) Tunuud 1 uaz 11 vesdslsznousadon
3 a 1 [ 4? A ~ v Aa Ia 1 A
maurialsng ludmdanuguulemsuiuaunuasdss  @IuuauNIgANaNYa

s a 9 3 a 1 o ° A
V(=) Tunuua 1 vesmsiseneusidounsamsialing ludundsnudiauie
= v a Ia IS A a d a Ia v a o ]
Meufuaunuaoasy Humaiiewnnnlaredanosinans lnoosauanUaLNUA lABH1Y

o 7R o q Yo = 3w = £ & a ya
pzapudamles i lniusy c=s TanuiliuszRennniugunaanmsldaanasou
1 = a o o Y dyd 1 Y c]4:-] o ] [
druninlumsinanusyiulare  tazaromgiasdimalianuiuiusegszning C-N
A 421 1 14 a 9 qg.;l a qs;l [} 7~
WY daunuus 1V luasdszneudidounsamyiatiu liaunsosgyuuudn v
voelslowludld ifesninmanamsgouiuiuiuuaumsganauveslasiliaveaiiv
Fea0ANAINUIIUITIVD Karagiannidis (Karagiannidis et al., 1990) AR IMIAREMAUMS
L a % 1
qanauved 15 lowe lud luansdsgnouBadou  [Cu(PPh,) (meimtH)Br] ¥ luamninszy
I I 4 o A
uuuaued I Towe lud ldnuaiiissnnmsdounvues lasiliaveaiiu
=2 = a J A = =
MINMsANEaUMIgAnAUYoIaLNUA lnsHTanoaTudsaznunaums

[

= d‘ o 3 a Ia S Aa ~ a 9 [
qanauiidingneludunuasase lasiiaroau uazasisznouFidouainisng 4.3

9

[

{ { o a -4 a a
M15199 4.3 unumsganaufidinny ludunua PPh, ddszuazaslsznoudidou
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Uszinnmsduiavnau (cm’)
a5dsznou V (=C-H) V (C=C) O(=C-H) O(=C-H)
Tuszuu UONIZUI
aunUS PPh, 3064 1580, 1474 1088 741, 692
[Ag(PPh,),(TTA)CI] 3052 1584, 1478 1094 742, 693
[Ag(PPh,),(TTA)Br] 3051 1584,1478 1094 742, 693
{[Ag(PPh,) (TAA)CI]

3049 1584, 1478 1093 742, 693

[Ag(PPh,),C1]}-0.5CH,OH




d‘ =l = A 1 J o A:; o W csj a 2 Aa
TmmanJ3fmmﬂmm‘umiaﬂﬂaumewyﬂqnwmmﬂﬂmﬂuaLmu@“lmwua

[

= a a 9 uazl a 1 [ =Y A:; A:; )
WoaudaszuazasdsznouFigounsamatia wud hinamsndsunlasidnn
d a
4.4 MyANzHITHavasslumsszneuissdeulaaldimatia XRF
a 4 4 ~ A A 9 a 4
madaensdigeasawuganln Insumidhumaianlslumsinaizim
a 1 a 9 [y [ d'l d' Y LY L]
FUAVOIT AN ) Tuasdszneuradou  TaserdonannianinlenizqualsaIes
' { o % 3 ad o
(sample e[ ditation) Taemstldoseyninrie Ilaountindsnuge seorniudianasou 59
P A o A VA v ad o '
wng nIesedunua Mnuvasou llnsgnunudanasouluszaonvessialuasdiedis
a 1 [ ) a g o Iya 3 =1 [ ~
inansolenaanasauliunsanaseu Mmldoianaseulndsnugunnwenziga
I ad a o Ya A ad ~ ] 3 ~ " g ~
ponitludianasey dase mlvnandn dranasouned ludungannnanasumui uag
o ' £ v A o v o Ay a P
menasnudIurieoninluglssmend (@uius, 2535) Taes19NAeaNIsANIIEHIN
a 4 [ 4 [
Ysznev11dre Fanes(ag) Famles(s) Wearlesa(P) aasu(Cl waz Tusiu)
[ a 9 d' 9 [ d'
10 XRF anlnasuvesansilszneudadoun laninnmsnaaesdsgii 3.1-3.8
Y
1 a Y] a [ [} [} 4
Wy NasUszneuFidouns 3 stiaudawnunasnu vessgeanesa®) damles(s)
= = a I'4 (% d! =l [ c?j d'
AavIu (Cl) Tusliu (Br) tag $aros(Ag) MnTN 4.4 FIUAINTINY Ky U09519N9HuATN
' Ay Y= A o ] A Y A o = A
A nRai lassainsaduiuldnlumslsznouFadeuidunsier 1atisamari
GEREN

[

AN 4.4 LOUNSINUVRIR I Nd AT sEnoUITIdoU

o

{[Ag(PPh,),(TAA)CI]
[Ag(PPh,),(TTA)CI] [Ag(PPh,),(TTA)Br]
[Ag(PPh,),C1]}-0.5CH,0OH
519) OUNDINY | 519 UOUWINU (keV) | 519 HOUWINY
(keV) (keV)
P 2.01 P 2.01 P 2.01
S 231 S 231 S 231
Cl 2.62 Br 11.92 Cl 2.62
Ag 22.20 Ag 22.20 Ag 22.20
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4.5 M3An¥1 'H NMR #az C NMR
4.5.1 'HNMR ailnasy

[

9
911 'H NMR ﬁlfﬂﬂ@%ﬂﬂlﬂx‘lﬁﬁﬂi&iﬂﬂﬂl%i‘%@uﬁﬂ 3 FUA WUFUUIUUDY

9 9

Tilsaeunnaunudsiuau 2 ngu Ae lilsaouvesaunud lasiianeafluguilulsnou

a a 4 4 §
VUM Ismanuudy uazldsaouvesaunud 15 loozan lud Failsznouladqe
Tisaouain (-NH,) uaz 11/5@oua1n (-CH,)
d‘ =~ =~ 1 q./ s a
enlFeuney 'H NMR dulnasuvesdayanu ldsaounuiumiues Tsunan
= a S a ~ a @ a 9 T . . 1
wuFuvesaunus lasiianeadludassiuaslsznouBIFoUnUIAT chemical shift 133
{ @ 1A [ a o
mylasuulasunnmin uadien/Sewiey 'H NMR ailnasuvesaunus 15 loazisn lud
dersziueslsznouBadou Wui1A1 chemical shift ¥o91lsaoulu -NH, vosesilsznoy
a Y A =~ ° o ~ & &
WFagouunslasuulasuuauindl (down field) aauaaalumsan 4.5 sadlumaniain
o an o Aa 4 a 9
duasnseveiuse lalasnuimaiunielu TuanavesaslsznouFadou
(Satyanarayana et al., 2004)

o

£ = =
FanannnInnudyauved-(NH)  Tlseouluvazh

g 9

o

o mves  S-H
] [ 1 o’osj a J
Tsaoulidsing ansotudulanlsTeozam luanslugluesdunuduazarsilsznou
1Fedouoglugiued thione (Skoulika ef al, 1991)
452 "C NMR anlnasy
Y
1n C NMR  aulnasuvesansdsznouFedounsauatia  nudana
o a <o 1 A A o S Aa ~ £ o 4
AMTVOUVRIALNUATINAY 2 nqu Aeaunua lasTliavealuguiudyaumsveuluia
A ~ s A o s =& v
Y oz I5INANIUUTY tazasveuvesaunua 15 leaziam lua Felsznovlide
4 4
ATVOU C=S LiazA15 VDU —CH,
= = 13 o o 4
nnmsnfsewiion”c NMR  anlaasuvesdyanamsveulurumiues Is

manwusy  luesdszneuFideusuaunua lasiiareaiudasy  wun'luiins

v
A o W )

= @ J . . a 9 A ~ v a

SIGIGIGH 1Aty G411 IUAT chemical shift Y93 C=S °lum'5ﬂizﬂaumwaumamamua
J Ia A = ' . . A
LUAUA IsToozm ludoasy wunlimsnlasunlasn chemical shift Nauuga
3 dyt:s' o @ adg A d%l & a 91

( upfield) MU UNANI9INMIALIUIDLEaNATOUNLINTY "IN?H?JW‘E]E]‘ETJWEJllﬂ’ﬂ C=S
= > A = Ja = = ]
4 bond order m@mmmmﬂumﬂﬂaaimm IﬂElllﬂﬁlﬂaEJ‘L!LL']JE]HJBQ?‘I’JT?JWUHLUH"’IJ@Q
ad A 9 1) ] 4 d’l ) Y
21aNATOUIIN N—>C INDFITNWUTSHIUDLADNUDIANTUDU (C=S) wamﬂmmmﬂw C-N
= @ ' d? 4 Al W 9 4 o w
iJﬂ’J'IlJL‘fIUWuﬁ%ﬂi]']ﬂﬂluuﬁ%@gﬂﬂllﬂlﬂﬂﬂﬁ‘UfJu‘ﬂ@]fJﬂﬂﬂgﬁﬁuﬂlﬂiﬁﬁﬁm@igﬂﬂTUQ‘iﬂﬂ

adg A 4 1 . . ° @ §
maﬂm@umumﬂﬁu f1 chemical shift aAA1A9 LAAIAIAITINN 4.5
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A13°199 4.5 A1 chemical shift Y94 —(NH,) ttag C=S

d15dsznou O NH, (ppm) O C=S (ppm)
TAA 9.25 247
[Ag(PPh,),(TTA)CI] 8.50, 10.40 239
[Ag(PPh,) (TTA)Br] 7.98,9.70 240
{[Ag(PPh,),(TAA)CI]
8.45, 10.50 239
[Ag(PPh,),CI]}-CH,0H

= Y IS4 Y a ng v A J
4.6 msanplassaisvesmsiszneouBsdoulaaldimatinms@enuvesTsdons Uy
-
waniag?
4.6.1 Tnsaar$avesastsznoidadou [Ag(PPh,),(TAA)CI] 1@z [Ag(PPh,),(TAA)Br]
= Y = a 9 '
MIMIANYI IATIAT1IINANYRIAT T NOUIF IO U[Ag(PPh,),(TAA)CI] WU
= 1 aa = T a Aa - Ao 1 d 1w =
anwanogluszunlasaain Imjigluuy piddwanTuanalumilesadmiio 2 1
¢ A so A o
IFaANIINBS A9l @ = 11.9140(5), b= 13.2068(6), ¢ = 13.5971(6) A, a = 84.854(1), B =
67.333(1), y = 65.517(1)° uaza1315znoUIFdoU [Ag(PPh,),(TAA)Br] annanegluszuy
Aaa " a a - Ao ] S 1w =\ 4 a J o dal
lasadtin w5l pi s wanTuanaluniiemsadiminy 2 Tisadawslnes aetl a =
11.9203(6), b = 13.4552(6), ¢ = 13.5651(6) A, a = 83.9690(10), B = 67.9220(10), y =
o ~ a 9 z 3 . v A 9 A o
63.9750(10)" Tagfassenouyadounaae i isomorphous AUNIATIATIUNIDUAY
a 9 z = 9 = A [ . Y]
nazaslsznouFIFounIa0ll Insaa 3 1ananMoUAY (isomorphous) AUa131/5END1
) s ¢ v a 7 @ A &
1FaFouv0InoUlos 1us 1 (CuBn) AUALNUATIETBIADEIS [Cu(PPh,),(TAA)BI] &3
Y = 9 '
Yoyananiaz IaseaieglunanuIn
A a Y a 9 z '
wennsanlasedinvesmsiszneuisidounsaoanudn  aeluluanaves
aslsyneuFedourlsyneudlsaunud lnsilidaveatlu 2 Tuana aunud Inleoziame
lug 1 Twana uwazielad 1 ezaow FudannWusysyniezaeuFanoiNUsLAL
o s X o a s s X o a s
Famosrtlaiuse  ezaouFanesnyloosuvousladnileiuse  uazezaoNFanosiy

o o o a a 4 {
szaoutloaesadnaeniusy Juhldlijinsusvnndasovezaousanesuuunsunaoy

1 4
= a =)

Fvihiaiien
HOMTUINNNENNUTY Ag-S, Ag-P(1), Ag-P(2) 1ag Ag-X (X = C, Br) 501

prADNTaN0TY0Ia1TLTENOUITIHOU [Ag(PPh,),(TAA)CT]  118Y [Ag(PPh,),(TAA)BI]

78



79

Fwaadlumsnd 46 Sanulndifvatuanueiuszsevesaouvesdaeslu
a1315znouFadou [AgCl(7'-S-Hpytsc (Ph,P),]«CH,CN (Ag-S = 2.6284(7), Ag-P(1) =
2.4879(7), Ag-P(2) = 2.4409(7), Ag-Cl = 2.6448A) uag [AgBr(7'-S-Hpytsc
(Ph,P),]*CH,CN (Ag-S = 2.6405(19), Ag-P(1) = 2.4605(19), Ag-P(2) = 2.4926(19), Ag-Br =
2.7332(A) (Lobana et al., 2008)

Wefi1smiyusey q eznenvesFanes luaisUsznouiFaden
[Ag(PPh,),(TAA)CI] 1@z [Ag(PPh,),(TAA)Br] WU108114%I9 100.04(9)-120.03(2) ° nay
102.4(2)-122.13(7)° muddy daaaalunisad 4.6 «?qﬁﬁﬂymzﬁgﬁmmu”lﬂﬂWﬂuumq?}
wihnd (109.4°) Taafunamainanunznzvesdunud lasilfaloailuiiivinalua ¥
Aeandoafunanmsdnmfountil [AgCI(n'-S-Hpytsc (Ph,P),]*CH,CN (P(2)-Ag-P(1)
= 120.03(2), P(1)-Ag-S = 102.97(2), P(2)-Ag-Cl = 109.26(2), S-Ag-Cl = 102.72(2) °) uag
[AgBr(771 -S-Hpytsc (Ph,P),]*CH,CN (P(2)-Ag-P(1) = 122.13(7), P(1)-Ag-S = 112.88(6), P(2)-
Ag-Br=105.50(6), S-Ag-Br = 10430(5)°) (Lobana e al., 2008)

4.6.2 Tnsaadravesansisznouidadou {Ag(PPh,),(TAA)CI] [Ag(PPh,),Cl]}-0.5CH,0H
nnmsane Taslfmatinnisdaenuuye s donsUUNaNAe) WU
msUsgnouFadou {[Ag(PPh,),(TAA)CII[Ag(PPh,),CI]}-0.5CH,0H anwanagluszuuly

Tudiin mjSgd ce Timnulwanalumiromadniiy 4 Twadwniines §il
a=18.5869(7), b=19.5999(7), c = 23.4557(6) A, =90, B=101.128(1), ¥ = 90°, Z = 4 lag
miﬂizﬂ@UL%Q%’auf:ﬂixﬂeuﬁaﬂimaqaﬁmzﬁqﬁy [Ag(PPh),(TAA)CI] (Tuana  A),
[Ag(PPh).Cl] (TwianaB) uaz CH,OH FuiluTmanadihazarelulaswin

s aAIMEIRUTE Ag-S, Ag-P(1), Ag-P(2) 18z Ag-Cl sUBZABNTA
nesvesaslszneuFadou {Ag(PPh,) (TAA)CI(A [Ag(PPh,),CII(B} -CH,OH fanaaslu
m3nid.6 TanulndiRssiuanueiuszsevezaouvesdanes luaslsznoudaden
[AgCI(n'-S-Hpytsc (Ph,P),]s~CH,CN (Ag-S = 2.6284(7), Ag-P(1) = 2.4879(7), Ag-P(2)
=2.4409(7), Ag-Cl = 2.6448A) (Lobana et al., 2008)

ilofinsanyusen q ezaeuvesdaneslulmana A wudieglusig

102.4(2)-122.13(7)° a9y aanaasluaineid.e Falianvaziaaanaou llanyunsa

=

a o I a a { ]
anthilnd (109.4 °) Taofluwauininanuinznzvesannus lasidaneafuniivuialvg)

FIdoANRoINUHAMIANEINOUNTIT [AgCl(n'-S-Hpytse (Ph,P),]*CH,CN (P(2)-Ag-P(1)

.



= 120.03(2), P(1)-Ag-S = 102.97(2), P(2)-Ag-Cl = 109.26(2), S-Ag-Cl = 102.72(2) ) (Lobana
et al., 2008)

A31N 4.6 ANVINNUTLUALYNRUTL TOUDLADNUDIFAIOT

Sy
P1_/\Ag1 X
P2
msilsznoy [Ag(PPh,)(TTA)CI(1) | [Ag(PPh,)(TTA)BrI(2) {[Ag(PPh,),(TAA)CI]
St [Ag(PPh,),CI]}-0.5CH,OH(3)
Agl-S1 2.6099(8) 2.6072(7) 2.5987(12)"
Ag2-P3 2.5506(8)"
Agl-P1 2.4544(7) 2.4585(6) 2.4851(9)"
Ag2-P4 2.5364(9)"
Agl-P2 2.4875(7) 2.4887(6) 2.4452(9)"
Ag2-P5 2.5738(8)"
Agl-X 2.6411(7) 2.7455(3) 2.6312(11)"
Ag2-X 2.6163(9)°
P1-Agl-P2 126.25(2) 126.66(2) 125.43(3)"
P3-Ag2-P4 114.37(3)°
P1-Agl-S1 106.84(3) 107.92(2) 98.77(4)"
P4-Ag2-P5 115.42(3)°
P2-Agl-S1 101.55(3) 100.90(2) 115.76(4)"
Pl-Agl-X 111.24(2) 109.906(16) 105.28(4)"
P5-Ag2-CI2 105.42(3)"
P2-Agl-X 101.47(3) 99.939(16) 103.49(3)"
P3-Ag-CI2 104.16(3)"
S1-Agl-X 108.20(2) 110.755(17) 106.68(4)"




81

Aunuluana A
B unuluana B
dy a 9 09/' a a [y 1
uenndiluasiszneuFadouns 3 siamaiuse lalasinusgning N-H-—-
k4
X (X=Cl, B 9ndoyanuselalaswuvesmsiszneudedouns 3 stanuiniuse
laTasnulumsdsznouddou (3) > (1) > (2) TaeNTUININANNENINUTZUDI H--A

@ 1 1w <
Glum’i”lﬁ 4.7 fs])']ﬂ'l']uﬂﬁl')wuaﬁgsll@q H---A ﬁﬂ]ﬂ@ﬂllﬁﬂ\j31wu°ﬁ$ﬁﬂ31ullm\1lli\1u1ﬂ

M350 4.7 duasnsenveaiuse lalasnuveiaslsznousitou

3152 noUIBITOU D-H--A ANUENTUTE (A) L)
D-H H---A D---A D-H---A
[Ag(PPh,),(TAA)CI] N(1)-H@2)---CI(1) #1 | 0.883(18) | 2.46(2) 3.3113) | 162(3)

N(1)-H(1)---CI(1) 0.889(18) | 2.45(2) 3.326(3) 167(3)

[Ag(PPh,),(TAA)Br] N(1)-HQ)—Br(1)#1 | 0.885(17) | 2.68(2) 3.4612) | 147(3)
N(D)-H(1)—Br(1) | 0.881(18) | 2.615(19) | 3.4772) | 166(3)

{[Ag(PPh,),(TAA)CI] N(1)-H(1B)...CI(1) 0.86 2.37 3.218(4) 168.5

[Ag(PPh,),CI]}-0.5CH,0H | N(DHUA)...CIQ)#1 | 0.86 239 32413) | 1737

Symmetry transformations used to generate equivalent atoms: #1 -x+2,-y+1,-z

A d
HNLHA D = Donor atom (ezﬂ@uiﬁataﬂﬂiau)

v adgd
A = Acceptor atom (BLADNTUDLANATON)
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miAieiinSaglszaadiiterimsdunnesiasdsznoudidouvesdanes
wlad(AgX, X = Cl, Br) Auaunudlasiidaveatlu (PPh,) uazdunudlslooziynlua
(TAA) laastsznoudadou 3 @15 1dun [Ag(PPh,)(TAA)CI], [Ag(PPh,),(TAA)Br] lag
{[Ag(PPh,),(TAA)CI][Ag(PPh,),Cl]} -CH,0H woutsamnsafnu Tnsaatramani Taold
mafiamsAenuuvessidenduuranFe wuh a151Us5znoUIFIFou[Ag(PPh,),(TAA)CI]
uaz [Ag(PPh,),(TAA)Br] filassa$ramilounu (isomorphous) Ao anwanegluszunlas
adiin Smjusgiuuy i Dadmniined §afl o = 11.914065), b = 13.2068(6), ¢ =
13.5971(6) A, a = 84.854(1), = 67.333(1), = 65.517(1)°, Z =2 uag a = 11.9203(6), b =
13.4552(6), ¢=13.5651(6) A, a=83.9690(10), B=67.9220(10), y=63.9750(10)°, Z =
2 Tﬂaﬁgﬂmmmﬂﬁmau'e)s:@1auc‘fmna:‘ﬁm‘umq?}wﬁf”uﬁmﬁymc?uﬁﬂmﬂmsa%’nﬁuﬁzﬁu
Woelesaaosezaey indunud PPh, dedlumna Fanlesuiliezaon 1ndunud TAA
nilaTuanauazezaonveusladsnniiesaey nazaslsznouiidou

= 1

{[Ag(PPh,),(TAA)CI] [Ag(PPh,),Cl]}+0.5CH,0H anwanegluszuy szuuluTuadin dny
Usgiiuwy e Tivadwinilned §ail a = 18.5869(7), b = 19.5999(7), ¢ = 23.4557(6) A, a =
90, B = 101.128(1), ¥ = 90°, Z = 4 Tasm1slsznouBedou {[Ag(PPh,),(TAA)CI]
[Ag(PPh,),CI]}-0.5CH,0H Tuana A fgUnsusvindlauuunssdnihdader inannms

Y o @ o a s o s & a I
adrwiusziunoaoiaaesozaon aunua PPh, dodluana daloivilsozaon aunua
TAA wilsTuana tazezaouveus lasonniltezaon diuluana B IjUnsusunadauuy

1 E4
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ﬂlagawaﬂ (Crystallographic data)

M319 1 Yoyananvesa1sliznouBadou [Cu(PPh,),(TTA)Br]

90

Empirical formula
Formula weight
Temperature
Wavelength
Crystal system

Space group

Unit cell dimensions

Volume

Z
Density (calculated)

Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Absorption correction
Refinement method

Final R indices [F>40 (F)]

C3g H35 CuBrN P2 S

707.84
293(2) K
0.71073 A
Triclinic

Pl
a=11.5838(5) A
b=13.3267(6) A
¢ =13.6874(6) A
1807.05(15) A3
2

1.406 Mg/m3

1.937 mm-!
760

0.208 x 0.167 x 0.12 mm3

1.62 to 28.28°

o= 83.2950(10)°
B=67.3950(10)°
7= 64.3970(10)°

-15<=h<=15, -17<=k<=17, -17<=I<=17

24305

8679 [R(int) = 0.0236]

Semi-empirical from equivalents

Full-matrix least-squares on F

R1=0.048, wR2 = 0.076




U1 1 TnssadwuesaslsenouiFadou[Cu(PPh,),(TAA)BI]
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M3199 2 Ninavesezaou(eniuleTasou)luTuana [Ag(PPh,),(TAA)CI]

2TNOU X y z U(eq)A**2
Ag(1) 8573(1) 2991(1) 2226(1) 51(1)
CI(1) 9076(1) 3378(1) 195(1) 66(1)
S(1) 8074(1) 4793(1) 3269(1) 72(1)
P(1) 6571(1) 2609(1) 3024(1) 44(1)
P(2) 10845(1) 1747(1) 2161(1) 44(1)
N(1) 8829(3) 5584(2) 1406(2) 75(1)
Cc() 8601(3) 5643(2) 2412(2) 57(1)
CQ) 8836(4) 6521(3) 2809(3) 89(1)
c@an 6744(3) 1316(2) 2478(2) 45(1)
c(2) 7941(3) 385(2) 2293(2) 53(1)
c(13) 8149(3) -621(2) 1887(2) 61(1)
c(14) 7165(3) -721(3) 1654(2) 65(1)
c(@5) 5990(3) 188(3) 1829(3) 68(1)
Cc(6) 5775(3) 1209(3) 2236(2) 59(1)
C(21) 5078(3) 3681(2) 2877(2) 48(1)
C(22) 5238(3) 4155(2) 1906(2) 61(1)
C(23) 4131(4) 4962(3) 1759(3) 77(1)
Cc(24) 2906(4) 5321(3) 2552(3) 86(1)
C(25) 2740(3) 4880(3) 3526(3) 88(1)
C(26) 3829(3) 4064(3) 3692(3) 69(1)
C(31) 6032(3) 2466(2) 4460(2) 48(1)
C(32) 5953(3) 3257(3) 5113(2) 67(1)
C(33) 5514(4) 3200(3) 6205(3) 83(1)
C(34) 5169(4) 2360(4) 6656(3) 87(1)
C(@35) 5241(4) 1571(4) 6026(3) 97(1)

C(36) 5676(4) 1616(3) 4929(2) 75(1)



A1319N 2 (919)
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2TNOU X y z U(eq)A**2
C41) 11455(2) 281(2) 1734(2) 42(1)
C42) 11226(3) 44(2) 872(2) 51(1)
C(43) 11603(3) -1039(2) 530(2) 58(1)
C44) 12193(3) -1906(2) 1049(2) 57(1)
C(45) 12440(3) -1693(2) 1895(2) 58(1)
C(46) 12080(3) -607(2) 2239(2) 50(1)
C(51) 10994(3) 1702(2) 3450(2) 55(1)
C(52) 9996(5) 1587(4) 4318(3) 104(1)
C(53) 10076(7) 1506(5) 5313(3) 146(2)
C(54) 11124(7) 1563(4) 5438(4) 126(2)
C(55) 12096(6) 1702(5) 4595(4) 133(2)
C(56) 12036(4) 1765(4) 3596(3) 99(1)
C(61) 12153(2) 2163(2) 1261(2) 43(1)
C(62) 13399(3) 1444(2) 634(2) 62(1)
C(63) 14326(3) 1825(3) -25(3) 79(1)
C(64) 13999(3) 2936(3) -88(2) 66(1)
C(65) 12751(4) 3671(3) 520(3) 90(1)
C(66) 11832(3) 3289(3) 1191(3) 89(1)




M350 3 Wnavesezaon lalasiouluTuana [Ag(PPh,),(TAA)CI]
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2NN X y z U(eq)A**2
H(1) 8750(40) 5060(20) 1110(30) 90
H(2) 9220(30) 5980(30) 970(20) 90
H(Q2A) 9420 6752 2219 133
H(2B) 9241 6227 3320 133
H(2C) 8000 7150 3143 133
H(12) 8609 445 2446 64
H(13) 8954 -1236 1768 74
H(14) 7304 -1403 1381 77
H(15) 5326 123 1675 82
H(16) 4972 1824 2346 71
H(22) 6080 3932 1361 73
H(23) 4234 5262 1101 93
H(24) 2175 5867 2439 103
H(25) 1897 5129 4074 106
H(26) 3718 3773 4355 83
H(32) 6199 3832 4813 80
H(33) 5453 3743 6637 100
H(53) 9405 1413 5900 175
H(54) 11170 1506 6109 152
H(55) 12807 1754 4684 159
H(56) 12717 1853 3012 119
H(62) 13633 680 649 75
H(63) 15184 1317 -432 94
H(64) 14625 3190 -542 79
H(65) 12515 4434 483 109
H(66) 10978 3801 1605 106




A s a s
AT NN 4 L“I/l’f)ﬁil'[’)aW'lﬁ'llJL@]@ﬁﬂlﬂﬂ@gﬁﬂﬂGLUTNmQa [Ag(PPh3)2(TAA)C1]

[RIAIIRRY] Un Uz Uss Uz Uiz Uiz

Ag(1) 42(1) 48(1) 59(1) 7(1) -10(1) -24(1)
CI(1) 95(1) 63(1) 49(1) 9(1) -20(1) -54(1)
S(1) 89(1) 58(1) 53(1) -5(1) 1(1) -40(1)
P(1) 40(1) 48(1) 42(1) 8(1) -11(1) -23(1)
P(2) 39(1) 47(1) 43(1) 2(1) -9(1) -20(1)
N(1) 111(2) 65(2) 61(2) 9(1) -24(2) -56(2)
C(1) 57(2) 40(2) 62(2) -2(1) -13(1) -19(1)
C(2) 127(3) 67(2) 89(3) 3(2) -39(2) -56(2)
C(11) 45(1) 53(2) 39(1) 11(1) -11(1) -29(1)
C(12) 53(2) 52(2) 57(2) 13(1) -22(1) -27(1)
C(13) 66(2) 48(2) 63(2) 13(1) -20(2) -22(1)
C(14) 89(2) 57(2) 58(2) 10(1) -25(2) -43(2)
C(15) 73(2) 78(2) 74(2) 8(2) -34(2) -45(2)
C(16) 51(2) 64(2) 63(2) 5(1) -20(1) -27(1)
C(21) 45(2) 47(2) 51(2) 7(1) -16(1) -21(1)
C(22) 60(2) 66(2) 51(2) 12(1) -19(1) -26(2)
C(23) 81(2) 81(2) 75(2) 25(2) -42(2) -31(2)
C(24) 69(2) 80(2) 112(3) 28(2) -51(2) -23(2)
C(25) 48(2) 92(3) 95(3) 15(2) -16(2) -14(2)
C(26) 52(2) 79(2) 64(2) 19(2) -17(2) -22(2)
C@31) 41(1) 58(2) 43(1) 7(1) -14(1) -21(1)
C(32) 73(2) 77(2) 56(2) 3(2) -20(2) -39(2)
C(33) 90(3) 104(3) 53(2) -7(2) -26(2) -38(2)
C(34) 88(3) 117(3) 45(2) 18(2) -22(2) -36(2)
C(35) 132(4) 104(3) 55(2) 29(2) -22(2) -66(3)

C(36) 103(3) 78(2) 49(2) 15(2) -18(2) -53(2)



131N 4 (99)

96

[REAIIRRY] Un Uz Uss Uz Uiz Uiz

C(41) 38(1) 48(1) 37(1) 5(1) -7(1) -22(1)
C(42) 52(2) 57(2) 41(1) 7(1) -16(1) -23(1)
C(43) 63(2) 66(2) 46(2) -4(1) -18(1) -30(2)
C(44) 59(2) 49(2) 57(2) -4(1) -9(1) -26(1)
C(45) 61(2) 48(2) 59(2) 11(1) -21(1) -21(1)
C(46) 52(2) 57(2) 45(1) 6(1) -20(1) -25(1)
C(51) 64(2) 54(2) 44(1) -2(1) -12(1) -29(1)
C(52) 123(3) 161(4) 53(2) 15(2) -16(2) -100(3)
C(53) 249(7) 194(6) 46(2) 28(3) -30(3) -166(6)
C(54) 244(7) 119(4) 65(3) 22(2) -78(4) -104(4)
C(55) 171(5) 194(6) 80(3) 12(3) -70(3) -98(5)
C(56) 95(3) 165(4) 62(2) 3(2) -31(2) -74(3)
C(61) 39(1) 47(1) 45(1) 5(1) -13(1) -21(1)
C(62) 52(2) 46(2) 70(2) 3(1) -2(1) -22(1)
C(63) 57(2) 66(2) 81(2) -7(2) 13(2) -28(2)
C(64) 60(2) 73(2) 63(2) 13(2) -11(2) -44(2)
C(65) 67(2) 51(2) 143(3) 21(2) -24(2) -33(2)
C(66) 47(2) 50(2) 135(3) 3(2) -1(2) -20(2)




M3199 5 inavesezaou(eniulalasou)luluana [Ag(PPh,),(TAA)Br]

2TNOU X y z U(eq)A**2
Ag(1) 8541(1) 3007(1) 2273(1) 48(1)
Br(1) 9077(1) 3328(1) 142(1) 62(1)
S(1) 8071(1) 4764(1) 3304(1) 66(1)
P(1) 6538(1) 2653(1) 3043(1) 40(1)
P(2) 10844(1) 1743(1) 2210(1) 41(1)
N(1) 8753(3) 5582(2) 1452(2) 75(1)
Cc(1) 8534(3) 5626(2) 2461(2) 55(1)
CQ) 8723(4) 6514(3) 2857(3) 84(1)
c(1) 6723(2) 1383(2) 2494(2) 42(1)
C(12) 7925(2) 449(2) 2322(2) 49(1)
C(13) 8138(3) -548(2) 1924(2) 57(1)
C(14) 7150(3) -617(2) 1687(2) 62(1)
C(15) 5960(3) 300(2) 1840(2) 65(1)
C(16) 5743(3) 1302(2) 2239(2) 56(1)
C(21) 5034(2) 3743(2) 2884(2) 45(1)
C(22) 5173(3) 4217(2) 1912(2) 58(1)
C(23) 4073(3) 5044(3) 1748(2) 73(1)
C(24) 2836(3) 5420(3) 2540(3) 80(1)
C(25) 2682(3) 4982(3) 3510(3) 83(1)
C(26) 3776(3) 4144(2) 3688(2) 65(1)
C(31) 6006(2) 2499(2) 4475(2) 46(1)
C(32) 5924(3) 3270(2) 5125(2) 63(1)
C(33) 5486(3) 3218(3) 6217(2) 76(1)
C(34) 5138(3) 2388(3) 6667(2) 81(1)
C(@35) 5234(4) 1601(3) 6039(2) 87(1)

C(36) 5658(3) 1654(2) 4936(2) 63(1)



A3 19N 5 (919)

2TNOU X y z U(eq)A**2
Cc41) 11465(2) 299(2) 1775(2) 40(1)
C(42) 11222(2) 102(2) 907(2) 48(1)
C(43) 11615(3) -966(2) 549(2) 54(1)
C44) 12234(3) -1850(2) 1060(2) 56(1)
C(45) 12486(3) -1665(2) 1913(2) 57(1)
C(46) 12111(2) -601(2) 2273(2) 50(1)
C(51) 11035(3) 1675(2) 3486(2) 52(1)
C(52) 10054(4) 1581(4) 4368(2) 103(1)
C(53) 10167(6) 1495(5) 5358(3) 146(2)
C(54) 11233(6) 1535(4) 5459(3) 121(2)
C(55) 12193(5) 1646(4) 4607(3) 127(2)
C(56) 12098(4) 1712(3) 3621(3) 94(1)
C(61) 12128(2) 2150(2) 1303(2) 42(1)
C(62) 13325(2) 1438(2) 585(2) 57(1)
C(63) 14234(3) 1821(2) -90(2) 72(1)
C(64) 13933(3) 2921(2) -60(2) 65(1)
C(65) 12742(3) 3640(2) 641(3) 84(1)
C(66) 11839(3) 3263(2) 1325(3) 78(1)

98



M350 6 Nnavosezaon lalasiouluTuana [Ag(PPh,),(TAA)BI]

99

[REAGIRRY X y z Ul(eq)A**2
H(Q2A) 9280 6757 2269 126
H(2B) 9145 6228 3369 126
H(2C) 7865 7129 3186 126
H(12) 8598 494 2478 59
H(13) 8948 -1170 1817 68
H(14) 7290 -1289 1422 75
H(15) 5295 250 1676 78
H(16) 4935 1923 2336 67
H(22) 6015 3975 1367 70
H(23) 4175 5349 1090 87
H(24) 2097 5974 2420 95
H(25) 1839 5247 4053 100
H(26) 3663 3850 4352 78
H(32) 6167 3834 4822 75
H(33) 5428 3747 6647 91
H(34) 4834 2358 7405 98
H(35) 5015 1028 6350 104
H(36) 5707 1126 4511 81
H(42) 10788 697 563 58
H(43) 11460 -1087 -41 65
H(44) 12481 -2569 829 67
H(45) 12915 -2265 2255 69
H(46) 12292 -490 2851 59
H(52) 9306 1575 4305 123
H(53) 9509 1409 5954 175
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A v
ATNN 6 (MD)

2TNOU X y z U(eq)A**2
H(54) 11298 1485 6126 145
H(55) 12920 1679 4681 152
H(56) 12774 1782 3031 112
H(62) 13534 687 546 68
H(63) 15056 1324 -567 87
H(64) 14542 3175 -518 78
H(65) 12530 4392 662 100
H(66) 11026 3765 1807 94
H(1) 8680(30) 5060(20) 1170(20) 94
H(2) 8980(30) 6050(20) 1010(20) 94

M13197 7 mesueamimesvesezaonluTuana [Ag(PPh,),(TAA)Br]

321NV Un U2 Uss Uz U Ui
Ag(1) 41(1) 45(1) 56(1) 5(1) -10(1) -23(1)
Br(1) 88(1) 63(1) 47(1) 7(1) -19(1) -49(1)
S(1) 80(1) 54(1) 52(1) -7(1) 1(1) -37(1)
P(1) 38(1) 43(1) 40(1) 5(1) -10(1) -21(1)
P(2) 37(1) 43(1) 41(1) 0(1) -9(1) -19(1)
N(1) 113(2) 67(2) 61(2) 9(1) -25(1) -59(2)
C(1) 56(2) 41(1) 61(2) -4(1) -12(1) -22(1)
C(2) 114(3) 67(2) 85(2) -5(2) -29(2) -56(2)
C(11) 42(1) 45(1) 38(1) 7(1) -10(1) -24(1)
C(12) 51(1) 49(1) 49(1) 6(1) -18(1) -24(1)

C(13) 65(2) 44(1) 56(1) 8(1) -21(1) -22(1)
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A1319N 7 (919)

[REAIIRRY] Un Uz Uss Uz Uiz Uiz

C(14) 86(2) 55(2) 55(2) 4(1) -22(1) -41(2)

C(15) 71(2) 73(2) 73(2) 5(1) -33(2) -43(2)

C(16) 49(1) 58(2) 64(2) 2(1) -21(1) -26(1)

C(21) 42(1) 44(1) 48(1) 4(1) -15(1) -19(1)

C(22) 57(2) 62(2) 48(1) 10(1) -17(1) -22(1)
C(23) 76(2) 72(2) 69(2) 23(2) -38(2) -26(2)
C(24) 62(2) 70(2) 102(2) 18(2) -43(2) -17(2)
C(25) 45(2) 84(2) 88(2) 7(2) -13(2) -10(2)
C(26) 46(1) 71(2) 60(2) 14(1) -11(1) -19(1)
C(31) 40(1) 55(1) 42(1) 7(1) -13(1) -22(1)
C(32) 69(2) 69(2) 52(2) 1(1) -21(1) -33(2)
C(33) 81(2) 96(2) 52(2) -7(2) -25(2) -36(2)
C(34) 76(2) 112(3) 41(2) 13(2) -19(1) -32(2)
C(35) 109(3) 97(2) 54(2) 27(2) -22(2) -57(2)
C(36) 85(2) 75(2) 49(1) 14(1) -18(1) -48(2)
C(41) 35(1) 43(1) 39(1) 3(1) -9(1) -20(1)
C(42) 52(1) 50(1) 42(1) 6(1) -17(1) -22(1)
C(43) 64(2) 57(2) 45(1) -1(1) -20(1) -28(1)
C(44) 58(2) 47(1) 60(2) -3(1) -13(1) -25(1)
C(45) 62(2) 47(1) 62(2) 12(1) -27(1) -22(1)
C(46) 53(1) 52(1) 49(1) 6(1) -23(1) -24(1)
C(51) 61(2) 52(1) 43(1) -2(1) -16(1) -26(1)
C(52) 132(3) 159(4) 50(2) 14(2) -16(2) -108(3)
C(53) 243(7) 195(5) 49(2) 27(3) -31(3) -160(5)
C(54) 228(6) 113(3) 64(2) 22(2) -76(3) -96(4)

C(55) 160(4) 175(5) 90(3) 9(3) -78(3) -85(4)
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A1319N 7 (919)

[REAIIRRY] Un Uz Uss Uz Uiz Uiz

C(56) 89(2) 152(4) 58(2) -3(2) -30(2) -64(3)
c(61) 38(1) 45(1) 44(1) 2(1) -13(1) -20(1)
C(62) 53(1) 46(1) 58(1) 1(1) -3(1) -23(1)
C(63) 57(2) 66(2) 70(2) -5(1) 10(1) -32(1)
C(64) 59(2) 69(2) 71(2) 11(1) -11(1) -42(2)
C(65) 63(2) 49(2) 126(3) 8(2) -17(2) -34(2)
C(66) 51(2) 48(2) 110(2) -7(2) 3(2) -23(1)

M350 8 Nnavesezaeu(eninlaTasou)luluana

{{Ag(PPh,),(TAA)CI][Ag(PPh,),C1]}-CH,[ H

TN X y z U(eq)A**2
Ag(1) -391(1) 5179(1) 2685(1) 51(1)
CI(1) -1232(1) 6262(1) 2663(1) 89(1)
S(1) -988(1) 4415(1) 1816(1) 69(1)
P(1) -663(1) 4463(1) 3492(1) 43(1)
P(2) 808(1) 5659(1) 2629(1) 47(1)
N(1) -2182(2) 5062(2) 1943(2) 61(1)
C(1) -1901(2) 4527(2) 1767(2) 56(1)
C(Q) -2418(3) 3986(3) 1524(3) 102(2)
C(@3) -574(2) 4857(2) 4207(2) 46(1)
C4) -971(2) 4664(2) 4612(2) 60(1)
C(5) -868(3) 4981(3) 5151(2) 71(1)

C(6) -355(3) 5483(2) 5286(2) 74(1)



A v
AT NN 8 (D)
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2TNOU X y z U(eq)A**2
C(7) 46(3) 5686(2) 4889(2) 76(1)
C() -59(2) 5378(2) 4348(2) 60(1)
Cc) -1582(2) 4098(2) 3364(1) 47(1)
C(10) -1738(2) 3413(2) 3354(2) 64(1)
Cc(1) -2459(3) 3192(3) 3225(2) 87(2)
C(12) -3013(3) 3641(4) 3104(2) 91(2)
C(13) -2878(3) 4316(4) 3101(2) 89(2)
C(14) -2161(2) 4558(2) 3237(2) 68(1)
C(15) -48(2) 3735(2) 3616(2) 47(1)
C(16) -20(2) 3298(2) 3149(2) 61(1)
c(7) 486(2) 2770(2) 3210(2) 73(1)
C(13) 981(3) 2687(3) 3727(3) 90(2)
C(19) 962(3) 3118(3) 4178(2) 82(1)
C(20) 448(2) 3637(2) 4122(2) 64(1)
C(21) 1142(2) 6236(2) 3231(2) 54(1)
C(22) 633(3) 6697(3) 3378(2) 77(1)
C(23) 815(4) 7118(3) 3844(3) 100(2)
C(24) 1490(4) 7090(3) 4185(3) 105(2)
C(25) 2009(4) 6638(3) 4048(3) 103(2)
C(26) 1835(3) 6207(2) 3573(2) 80(1)
C@7) 784(2) 6183(2) 1978(2) 51(1)
C(28) 1194(2) 6766(2) 1967(2) 69(1)
C(29) 1116(3) 7143(3) 1450(2) 83(2)
C(@30) 630(3) 6944(3) 969(2) 86(2)
C(@31) 233(3) 6369(3) 983(2) 89(2)
C(32) 304(2) 5989(2) 1482(2) 71(1)



A v
AT NN 8 (D)
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2TNOU X y z U(eq)A**2
C(33) 1561(2) 5067(2) 2639(2) 50(1)
C(34) 2187(3) 5208(3) 2424(2) 81(2)
C(@35) 2741(3) 4722(3) 2462(3) 101(2)
C(36) 2684(3) 4106(3) 2710(2) 83(1)
Cc@37) 2069(2) 3954(2) 2914(2) 76(1)
C(38) 1516(2) 4431(2) 2886(2) 62(1)
Ag(2) 10212(1) 472(1) 730(1) 42(1)
Cl(2) 11052(1) 235(1) 1741(1) 60(1)
P(3) 9766(1) 1693(1) 811(1) 40(1)
P(4) 11066(1) 320(1) 17(1) 42(1)
P(5) 9163(1) -402(1) 641(1) 41(1)
C(39) 10405(2) 2406(2) 997(2) 45(1)
C(40) 10288(2) 2939(2) 1351(2) 58(1)
C41) 10782(3) 3469(2) 1471(2) 71(1)
C42) 11391(2) 3474(2) 1223(2) 77(1)
C(43) 11513(2) 2957(2) 866(2) 79(1)
C44) 11027(2) 2426(2) 757(2) 61(1)
C(45) 9222(2) 1737(2) 1380(2) 45(1)
C(46) 9482(2) 1363(2) 1879(2) 61(1)
C@7) 9115(3) 1382(3) 2342(2) 82(1)
C(48) 8484(3) 1750(3) 2303(2) 81(1)
C49) 8225(3) 2117(3) 1812(2) 84(1)
C(50) 8590(2) 2118(2) 1347(2) 66(1)
C(51) 9161(2) 1982(2) 147(1) 44(1)
C(52) 8591(2) 1547(2) -106(2) 62(1)
C(53) 8161(3) 1707(3) -635(2) 77(1)



A v
AT NN 8 (D)
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2TNOU X y z U(eq)A**2
C(54) 8294(3) 2283(3) -932(2) 76(1)
C(55) 8854(3) 2700(2) -696(2) 70(1)
C(56) 9288(2) 2559(2) -156(2) 57(1)
C(57) 11841(2) 912(2) 150(2) 42(1)
C(58) 12197(2) 993(2) 721(2) 57(1)
C(59) 12815(2) 1387(2) 860(2) 69(1)
C(60) 13077(2) 1738(2) 433(2) 67(1)
C(61) 12726(2) 1671(2) -127(2) 61(1)
C(62) 12113(2) 1256(2) -278(2) 51(1)
C(63) 11539(2) -496(2) 16(2) 49(1)
C(64) 12211(3) -546(2) -157(3) 90(2)
C(65) 12538(3) -1177(2) -169(3) 101(2)
C(66) 12228(3) -1746(2) -8(2) 77(1)
C(67) 11573(3) -1701(2) 153(2) 78(1)
C(68) 11230(2) -1074(2) 166(2) 59(1)
C(69) 10633(2) 447(2) -743(2) 51(1)
C(70) 10732(2) 9(3) -1191(2) 68(1)
C(71) 10351(3) 121(3) -1754(2) 83(2)
C(72) 9872(3) 656(4) -1871(2) 97(2)
C(73) 9773(3) 1078(3) -1445(2) 94(2)
C(74) 10148(2) 981(3) -881(2) 73(1)
C(75) 9189(2) -1041(2) 1208(2) 45(1)
C(76) 8568(2) -1398(2) 1284(2) 67(1)
C(77) 8620(3) -1923(2) 1679(2) 84(1)
C(78) 9277(4) -2099(2) 2002(2) 84(2)
C(79) 9886(3) -1744(2) 1942(2) 85(2)



106

A v
ATNN 8 (MD)

2TNOU X y z U(eq)A**2
C(80) 9854(2) -1215(2) 1547(2) 61(1)
C(81) 8209(2) -95(2) 526(2) 46(1)
C(82) 7692(2) -234(3) 41(2) 82(2)
C(83) 6980(3) 11(4) -13(3) 113(2)
C(84) 6792(3) 408(3) 412(3) 95(2)
C(85) 7301(3) 563(2) 882(2) 77(1)
C(86) 8010(2) 315(2) 947(2) 59(1)
C(87) 9166(2) -928(2) -5(2) 46(1)
C(88) 9138(2) -594(2) -528(2) 62(1)
C(89) 9165(3) -962(3) -1025(2) 83(1)
C(90) 9243(3) -1664(3) -997(2) 88(2)
CcO1) 9283(2) -1994(2) -481(2) 74(1)
C(92) 9236(2) -1633(2) 15(2) 57(1)
C(93) 6909(4) 6919(5) 2308(3) 133(3)
RIA) 7427(8) 7143(9) 2778(7) 152(11)
L (1B) 6805(8) 6486(6) 2869(6) 301(10)

M15199 9 Ninavesezaow lalasouluTuana {{Ag(PPh,),(TAA)CII[Ag(PPh,),CI]}-CH,H

LADY X y z U(eq)A**2
H(1A) -2650 5090 1915 74
H(1B) -1905 5394 2089 74
H(Q2A) -2379 3613 1793 153
H(2B) -2303 3828 1164 153

H(2C) -2909 4162 1454 153



A v
AT NN 9 (MD)
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2TNOU X y z U(eq)A**2
H(4) -1314 4316 4526 72
H(5) -1150 4851 5420 85
H(6) -279 5686 5651 89
H(7) 391 6032 4980 91
H(8) 215 5520 4077 72
H(10) -1360 3096 3435 77
H(11) -2560 2728 3221 104
H(12) -3494 3485 3022 109
H(13) -3265 4621 3007 107
H(14) -2070 5025 3244 82
H(16) -342 3362 2797 73
H(17) 493 2472 2902 87
H(18) 1325 2337 3766 108
H(19) 1296 3065 4526 99
H(20) 440 3926 4435 76
H(22) 163 6715 3153 93
H(23) 472 7427 3930 120
H(24) 1606 7371 4509 125
H(25) 2477 6626 4277 124
H(26) 2181 5901 3485 96
H(28) 1517 6909 2299 82
H(29) 1400 7532 1437 105
H(30) 571 7203 631 103
H(31) -92 6229 650 107
H(32) 25 5596 1485 86
H(34) 2238 5629 2254 98



A v
AT NN 9 (MD)
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2TNOU X y z U(eq)A**2
H(35) 3158 4824 2314 121
H(36) 3063 3790 2740 100
H(37) 2019 3527 3074 91
H(38) 1103 4322 3038 75
H(40) 9868 2941 1512 70
H(41) 10702 3821 1718 85
H(42) 11723 3833 1299 93
H(43) 11926 2964 696 94
H(44) 11118 2072 516 74
H(46) 9902 1099 1904 74
H(47) 9301 1142 2681 98
H(48) 8232 1751 2610 98
H(49) 7798 2371 1788 101
H(50) 8409 2373 1016 80
H(52) 8503 1148 84 75
H(53) 7775 1421 =794 93
H(54) 8003 2385 -1291 91
H(55) 8950 3087 -898 84
H(56) 9665 2855 1 68
H(58) 12014 776 1015 69
H(59) 13059 1419 1245 83
H(60) 13488 2016 527 80
H(61) 12900 1908 -416 73
H(62) 11885 1211 -665 61
H(64) 12439 -156 -263 108
H(65) 12984 -1209 -292 121



A v
AT NN 9 (MD)
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2TNOU X y z U(eq)A**2
H(66) 12462 -2165 -8 92
H(67) 11348 -2093 257 94
H(68) 10778 -1052 280 71
H(70) 11052 -359 -1113 82
H(71) 10423 -168 -2052 105
H(72) 9614 725 -2247 117
H(73) 9448 1442 -1529 113
H(74) 10071 1280 -591 87
H(76) 8112 -1281 1066 81
H(77) 8200 -2158 1725 101
H(78) 9312 -2460 2263 100
H(79) 10335 -1859 2172 102
H(80) 10277 -978 1512 73
H(82) 7818 -496 -255 98
H(83) 6631 -96 -342 136
H(84) 6315 569 377 114
H(85) 7176 842 1169 93
H(86) 8354 426 1277 71
H(88) 9102 -121 -544 74
H(89) 9131 =739 -1379 99
H(90) 9268 -1911 -1331 106
H(O1) 9343 -2465 -463 89
H(92) 9251 -1862 364 69
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M1599 10 mesueamimesvesezaoululuana

{{Ag(PPh,),(TAA)CI][Ag(PPh,),CI]}-CH,[ H

DAY Ui Un Uss Uss Uss Un
TuanaA
Ag(1) 41(1) 55(1) 59(1) 14(1) 11(1) 0(1)
CI(1) 55(1) 49(1) 155(1) 2(1) 3(1) 7(1)
S(1) 63(1) 88(1) 56(1) -8(1) 12(1) 10(1)
P(1) 42(1) 44(1) 44(1) 7(1) 10(1) 3(1)
P(2) 39(1) 51(1) 50(1) 7(1) 10(1) -1(1)
N(1) 47(2) 66(2) 67(2) 3(2) 2(2) -4(2)
(1) 64(2) 65(2) 36(2) 5(2) -12) 12)
C(2) 81(4) 101(4) 113(4) -32(3) -10(3) -10(3)
C(3) 47(2) 43(2) 49(2) 4(2) 7(2) 6(2)
C4) 61(2) 66(2) 54(2) 2(2) 14(2) -7(2)
C(5) 80(3) 89(3) 48(2) -6(2) 20(2) -2(3)
C(6) 86(3) 69(3) 66(3) -16(2) 11(3) 10(2)
C(7) 84(3) 58(2) 83(3) -21(2) 8(3) -9(2)
C(8) 61(2) 55(2) 66(3) 1(2) 19(2) -6(2)
C) 45(2) 62(2) 35(2) 7(2) 7(2) 0(2)
C(10) 61(3) 64(3) 67(3) -7(2) 12(2) -12(2)
Cc(11) 76(3) 112(4) 76(3) -18(3) 25(3) -38(3)
C(12) 49(3) 168(6) 54(3) 13) 6(2) -30(4)
C(13) 49(3) 147(5) 74(3) 33(3) 19(2) 173)
C(14) 50(2) 86(3) 71(3) 22(2) 2002) 13(2)
C(15) 44(2) 46(2) 51(2) 10(2) 10(2) 0(2)
C(16) 59(2) 62(2) 63(3) -3(2) 14(2) 5(2)
C(17) 71(3) 58(2) 94(4) -5(2) 26(3) 13(2)

C(18) 74(3) 72(3) 124(5) 20(3) 20(3) 30(3)
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DAY Ui Un Uss Uss Uss Un
C(19) 79(3) 82(3) 78(3) 14(3) -4(2) 27(3)
C(20) 63(2) 62(2) 60(2) 9(2) -1Q2) 13(2)
c(21) 54(2) 54(2) 57(2) 6(2) 15(2) -12(2)
C(22) 60(3) 78(3) 96(4) -22(3) 22(2) -12(2)
C(23) 108(4) 78(3) 125(5) -43(3) 47(4) -32(3)
C(24) 162(6) 76(4) 79(4) -26(3) 32(4) -46(4)
C(25) 122(5) 72(3) 92(4) 13) -38(3) -26(3)
C(26) 77(3) 69(3) 82(3) -12) -12(2) -1(2)
C(27) 43(2) 57(2) 55(2) 10(2) 16(2) 1(2)

C(28) 60(3) 77(3) 67(3) 18(2) 9(2) -14(2)
C(29) 74(3) 86(3) 107(4) 37(3) 29(3) -9(3)
C@30) 73(3) 112(4) 73(3) 40(3) 18(3) 12(3)
C(@31) 82(3) 117(4) 65(3) 20(3) 7(2) -20(3)
C(32) 72(3) 85(3) 55(3) 13(2) 3(2) -19(2)
C(33) 40(2) 62(2) 47(2) 2(2) 6(2) 4(2)

C(34) 64(3) 89(3) 101(4) 35(3) 37(3) 14(2)
C(@35) 70(3) 137(5) 107(4) 35(4) 46(3) 30(3)
C(36) 69(3) 99(4) 82(3) 8(3) 16(2) 35(3)
Cc@37) 68(3) 65(3) 91(3) 10(2) 2(3) 10(2)
C(38) 48(2) 63(3) 74(3) 5(2) 8(2) -12)

TuanaB

Ag(2) 39(1) 45(1) 41(1) -2(1) 9(1) 0(1)

Cl(2) 45(1) 80(1) 50(1) 10(1) -3(1) -1(1)
P(3) 42(1) 38(1) 40(1) 0(1) 7(1) 2(1)

P(4) 39(1) 46(1) 44(1) 0(1) 15(1) 0(1)

P(5) 38(1) 41(1) 44(1) -3(1) 10(1) -7(1)
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[REAIIRRY] Un Uz Uss Uz Uiz Uiz
C(39) 44(2) 43(2) 46(2) 2(2) 3(2) 1(2)
C(40) 61(2) 50(2) 62(2) -12(2) 8(2) -1(2)
C(41) 74(3) 58(2) 76(3) -21(2) 4(2) -5(2)
C(42) 60(3) 64(3) 102(4) -4(3) 2(3) -18(2)
C(43) 57(3) 81(3) 102(4) -13(3) 24(2) -14(2)
C(44) 49(2) 65(2) 72(3) -14(2) 15(2) -5(2)
C(45) 47(2) 43(2) 46(2) -4(2) 11(2) -2(2)
C(46) 64(2) 76(3) 47(2) 2(2) 16(2) 13(2)
C(47) 99(4) 102(4) 51(2) 7(2) 29(2) 12(3)
C(48) 77(3) 102(4) 75(3) -4(3) 40(3) -3(3)
C(49) 66(3) 100(4) 95(4) -8(3) 39(3) 16(3)
C(50) 61(2) 63(2) 79(3) 14(2) 22(2) 14(2)
C(51) 47(2) 44(2) 42(2) 3(2) 9(2) 7(2)
C(52) 71(3) 57(2) 53(2) 5(2) -4(2) -14(2)
C(53) 71(3) 83(3) 63(3) 0(2) -14(2) -6(2)
C(54) 75(3) 86(3) 57(3) 3(2) -9(2) 21(3)
C(55) 73(3) 63(3) 67(3) 23(2) 8(2) 17(2)
C(56) 53(2) 49(2) 66(2) 11(2) 5(2) 2(2)
C(57) 37(2) 41(2) 50(2) 4(2) 15(2) 6(1)
C(58) 52(2) 70(2) 50(2) 9(2) 9(2) -10(2)
C(59) 59(2) 82(3) 61(3) 4(2) 0(2) -13(2)
C(60) 50(2) 59(2) 89(3) 3(2) 8(2) -12(2)
C(61) 61(2) 55(2) 71(3) 7(2) 27(2) -6(2)
C(62) 56(2) 48(2) 53(2) 2(2) 20(2) -1(2)
C(63) 42(2) 45(2) 61(2) -3(2) 15(2) -2(2)

C(64) 64(3) 51(2) 171(6) 1(3) 60(3) 0(2)
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[REAIIRRY] Un Uz Uss Uz Uiz Uiz
C(65) 72(3) 60(3) 184(6) -20(3) 59(4) 7(2)

C(66) 80(3) 46(2) 102(4) -13(2) 13(3) 10(2)

C(67) 95(4) 48(2) 93(3) -2(2) 23(3) -21(2)
C(68) 57(2) 49(2) 75(3) -7(2) 24(2) -9(2)

C(69) 47(2) 64(2) 45(2) 1(2) 17(2) -12(2)
C(70) 65(3) 89(3) 54(3) -12(2) 22(2) -16(2)
C(71) 85(4) 130(5) 53(3) -27(3) 25(3) -46(4)
C(72) 80(4) 150(6) 56(3) 18(4) -1(3) -31(4)
C(73) 81(3) 121(5) 75(4) 23(3) -1(3) 12(3)

C(74) 63(3) 87(3) 60(3) 3(2) 6(2) 15(2)

C(75) 58(2) 38(2) 42(2) -3(2) 15(2) -6(2)

C(76) 69(3) 63(3) 75(3) 9(2) 25(2) -11(2)
C(77) 110(4) 67(3) 85(3) 6(3) 43(3) -23(3)
C(78) 130(5) 53(3) 69(3) 15(2) 23(3) -13(3)
C(79) 112(4) 65(3) 69(3) 4(2) -7(3) 16(3)
C(80) 67(2) 51(2) 61(2) 2(2) 6(2) -4(2)
C(81) 40(2) 49(2) 52(2) -2(2) 13(2) -6(2)
C(82) 54(3) 104(4) 82(3) -42(3) -1(2) 10(2)
C(83) 55(3) 180(6) 94(4) -39(4) -12(3) 21(3)
C(84) 51(3) 123(4) 107(4) -13(4) 9(3) 31(3)
C(85) 72(3) 81(3) 84(3) -12(3) 28(3) 14(2)
C(86) 50(2) 64(2) 65(3) -11(2) 14(2) -2(2)
C(87) 36(2) 53(2) 53(2) -10(2) 16(2) -14(2)
C(88) 74(3) 62(2) 53(2) -3(2) 20(2) -25(2)
C(89) 103(4) 97(4) 55(3) -18(3) 34(2) -38(3)

C(90) 102(4) 99(4) 74(3) -44(3) 41(3) -31(3)
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[REAIIRRY]

Un Uz Uss Uz U U
C91) 75(3) 67(3) 82(3) -30(3) 21(2) -8(2)
C(92) 58(2) 48(2) 67(2) -11(2) 15(2) -4(2)
C(93) 122(6) 155(7) 118(6) 13(5) 12(5) 36(5)
L(1A) 104(11) 142(16) 170(15) -122(12) -75(10) 72(11)
_(1B) 265(15) 224(14) 380(20) -193(14) -10(13) 112(13)
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