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A Study on Synthesis and Evaluation of Sb—DTC

Wonoh Cho, Ki-Hun Lee, In-Sik Jeon,
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Abstract - This report describes the results of analysis, synthesis and evaluation of

antimony dithiocarbamates (Sb-DTC).

Sb-DTC were synthesized by reacting antimony

oxide with dithiocarbamates whish were prepared by reaction of dialkylamines and

carbon disulfide.

The chemical structures and properties of synthesized Sb-DTCs in

lab. were discussed. The frictional properties of Sb-DTC were tested with Four-Ball
Wear Scar Tester and Four-Ball Extreme Tester by ASTM method.

Key words - Antimony, dithiocarbamate, friction modifier, extreme pressure,

grease, lubricants, additives
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3 EHZ FSFAINEEA FEHEMATL
da A" o 2533 EA FEE
7+A) o A zinc  dialkyldithiophosphate

(Zn-DTP)E S¢AROE nRAFE ZFA
AN7E Aol F3ng FIYHIMAZ A
£57) Boe shEAgAAR AHEEa e
2] molybdenum  dialkyldithiophosphate
(Mo-DTP)®+ molybdenum dialkyldithio-
carbamate (Mo-DTC)& 9ol ¢+
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gt dol oA geotste] 1 AL =7
Agd=E Yok =3  antimony dialkyl-
dithiocarbamate (Sb-DTC)& FHAEE ¢+
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updets 58L& Zn-DTPRY tid 53
A 2g ddol k. wEkA ol F o
Z79 FYHENAE AIE 2= AR =4
o wet HAH3 My ARHHE 7
Ae YegdeE #8848 £4F + I
A= Sh-DTCE
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2-1. A ¢

Sb-DTCE s =d A}-8-3t
Antimony oxide (Sb:03)E & %3354 3]
Aol Alek£-S, Di-pentylamine® Di-octyl
amine< Aldrich 3]A}e} Alek-&&, carbon
disulfide (CSp)& Aldrich 3AHS] Alek&&
ztzb AA Qo] AME3tA T

AHEE $E87HE 40 °C FRET 29.27
cSt, 100 °C SH =7} 5412 cSt, BE=AF7F
12190 =2AA slfek 40 °C FHE
2267 cSt, 100 °C T3 =7} 3.840 cSt, A=
A7 179 YZRA 71RE 242 ARl
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2-2. 71 71

Ligehls Sb-DTC} Eooe
Hewlett-Packard 5890 Gas Chromatograph,
Jasco Model 601 FT-IR Spectrophotometer,
JEOL JMS-DX 303 Mass Spectrometer,
Perkin-Elmer 240C Elemental Analyzer,
Perkin-Elmer Model 603 Atomic
Absorption Spectrometerg& A3l

dA4E Sb-DTCe EAd+= Koehler
Instrument 3 AFe] Model K-234 Viscosity
Bath®} Cannon Fensky Capillary FEAZ
THEE EAsgoen, WutEAdR SUA
2 Cameron-Plint 3]A}2] Four-Ball Wear
Scar Testerg AM&3H o ASAPAHLS
DuPont 3]AFe] Universal V18M DSC
Instrument& AH&-sFAR .

2-3. Sb-DTC9 A4

2 Ay AE3 Sb-DTCe #A4L
QAL Wigtwe] R, Nomura 58] A+
o] 1987 Polyhedron #Alo] 2 F =
o 28 FAYHE ¥ FRsto FA4
A,

o Mool e

2-4. Sb-DTC9 E4 A ¥

343 Sb-DTCe] vt& w2 E4& 4
Hu7] st vlRAIYL I Cameron
PlintAtel 4-Ball Wear Tester& AM-£3% 2
o AlY 7+ SKFALY AlF22 1/2 inch F
AL 7HA AISI 52100 Alge EEAEE
Holg & ARE3I. A7 Hloig
A H L& hexanel 2 Ag AF AAFFL
o A Agede FEEo|Y JREE A
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AsHt.  UWRtRAIEE ASTM D22669
WS 7|FoE ANFEFey U3tFAd Al
P2 A Sb-DTC7F T4 2@ 3tollA A
ge F9448E  SAHI}E AFe=EH
ASTM D259%69] WS 7IEo2 AP
ot §4 3% Sb-DTCE AtsietAALE A E3t
7] 93] Differential Scanning Calorimeter
(DSC)E AH&3td FHAsAT AEHYS
gA4% Sb-DTCE &87|/ 10 - 30
wt% B7lsld A2 & E8E ¥ o] ARE
2-5 mg DSCeol 7F8lar 2 B 7lolA
50-350 °C 7+A #9 10 °C $-<3HA A
g9 g3 WiE FAHsAY od ASL
2 dAse g3 wgyh 2Adste 2:E
237 HAEE 52 Agoen AI=R

Ae ge 2ok

NEZA : 2-5 mg
A= 150 - 350 °C
227 110 °C/min
AAEEE D AA £ 50 ml/min
AseE Hx AW tges
3.25% 2 &
3-1. Sb-DTC ¥4 AH
Sb-DTCE g AdA HE uisep o
Antimony oxide (Sb:05E #71&W E+&
S&7 Z A 3ol A di-alkylamine ¥

Carbon disulfide (CS2)E& 95-110 °CollA
2-4A 7 ¥rgATIE HFE A EA LAAA
o] Sb-DTC7 A"t
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Chemical Structure 0of Sb-DTC

el wkg-2e wel alkyl”]7} pentyl
group?! di-pentylamine2 AH&-&to
Sb-DTCE tAstgden &A% Sb-DTCH
PAEANES AA3AY. 9284 FAHE 9
9 vludd g E-1d FE3HH
g F-1oA BE o)XY A vdivt
48.40%, F47) 812%, AA7l 513%, +%
o] 23.49%, <HEIEo] 1487%°l9 FAF
Sb-DTCe 7% &&7F 50.19%, 27t
8.82%, A7} 6.77%, 3] 2253%, <H
20] 140%2 FAH A& JYetdla o
ety Sb-DTC7F Y3t ey 7z22 §
AEUSE & F U

¥-1. 34 Sb-DTCH A4v4 2%
%(f/:;g ¥4 Sb-DTC | o]&3
Carbon 48.40 50.19
Hydrogen 8.12 8.82
Nitrogen 513 6.77
Sulfur 23.49 22.53
Antimony 14.87 14.0

x
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£33 343 Sb-DTCE FT-IR2

& AAE g I2¥-1d &3}

A2 9 A7} thete] Ryoki Nomura i
A1ge FT-IR 4723 93t alkyl
group®] n-butyle! ¥ C-N9| conjugated
o)zZA%e A7t 1483 cm oM, C-S9
conjugated °|FZA%e 327} 980 cm A
vetgdd s $¥dged 493 Sb-DTCH
FT-IR 23%& A#E® 3000-2850 cm ol
A C-H2| stretching 337} 1460-1520
cm oAl C-N9| conjugated ©]ZZ2 %9 ¥
=7}, 960-1030 cm oA C-S9] conjugated
o|F A% HAV}t Holx Ut

welA Nomura w9 AFA#SY &
A% Sb-DTC2| FT-IR 247t X3t A
S 2HE Sb-DTC/F d3te 38y Fx=2
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&A% Sb-DTCE 'H-NMRE 24389
ot} HA 48 QA7 tidte] Ryoki Nomura
ATE S 19873 <) Sb-DTC#
H-NMR @7 ZA%2 2x¢ v ded”
I =% 983 alkyl group®] n-butyl?]
amine groupd o X9 gio &

F29| chemical shift7} §3.76914 Y
gxn Bustn gk F44% Sb-DTCE
-NMR&Z &A% 2% oS I¥-204
B¥E uvle} o] chemical shift7} &3.7914
multiplet©. 2 Y Elt}E peak™ amine group
9l ¢ YA gid B Fi29
chemical shifte]®™ Nomura ®LFe] d+ 2
o} & dxFHAey YniA §09-2144
e} E peakE amine groupd UH A &
Aol Eolder #4249 chemical shift ¥&

¢ 4 vk
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aY-2. ¥4 Pentyl Sb-DTC]
'"H-NMR Spectrum

3-2. Sb-DTC &4 2%

48 Alkyl mixture Sb-DTCS} &} A
NEE N2 vustyd agela2y &8/ 5
o] H/HAEA 8T7HE &8 E4S &A%
Jok. EAN A YFozE oo 4F
BEGA A5 ek Fo] I¢AY (ASTM
D259%), Wvt2A (ASTM D2266), 4+3htA
A ANRE AAERey o AFAE g
F &3
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3-2-1. 344 NdE 23

g% Sb-DTCE FetaA ¢ vz
A L@ Fl 40 wtnE BIHAA
Sb-DTC £A& AxF ol9 Zo| AR
g Sb-DTC €4& F¢AMAZ AT
S&7)%, Di-urea Z¥olx %
Li-complex 2@e]xo] d7lFo 2 (Dosage
amount) 1.0, 20 3.0 wt% & 73t AF
I NG ANBE ARSI o] NEE
PN Y wet ofet UntEAYH Abs)
AFAG Nz AHE3HATH

T4 & Alkyl mixture Sb-DTC® <))
ANgg g4 §87% (T 40 °C
29.27 cSt, 100 °C 5412 cSt) Y=®lA &8
71fol (FF=: 40 °C 2267 cSt, 100 °C
3.840 cSt) FAHZE 05, 1.0, 15 20, 25
30 wt%2 A7l A8E WE F o
Aol AF 2EEP wet FUE A
Fe AN Y 2 A g E-20A4 B
£ uie} Zo] Sb-DTC7F A/MHA & &
@71 A §2EF L 40 Kg dH et
of A3 Sb-DTCY ZA$ #H7HZFel 10
wt% ©]d H7IEE &8 F ol 130 Kge2
IetAdel ¥E3 FAHNLH gAA RS
A4oE FF3Fol 130 Kgoz 4%
Sb-DTCS Z& IF¢4e Yeds ¢ =
A =% HAdA4 F87]F4 dZdA
£ 8749 zojo)l mE FA3F o=
A9 gon @A JZRA &87]FE A
83l Hlgo) 05 wt%el F§ F&HAEF
o] 87 Kgog t4 Aol vA YeEw
t}.

Q) =
A



E-2. $87)%9lAM Sb-DTCS ¢4 ¥

ooz s £ IAALE UHede ¢

(¢9: Kg) & UArh
A ¥4
#7+e | Sb-DTC | Sb-DTC oA ¥-3. Di-urea 2|24 Sb-DTCS =
A A&
(wt%) | (FatsA | (G &g Wl
71%) 715) (¢91: Keg)
0.0 40 40 40 By
A7 E (wt%) AN &
05 100 87 130 Sb-DTC
1.0 130 130 133 0.0 100 100
15 133 137 130 05 110 110
2.0 133 130 127 1.0 110 120
3.0 130 133 130 15 140 130
20 160 150
¥4 Sb-DTCH FHAEE FAHH)

A& AA Sb-DTC7F F2 o] ALgHE
agelxe #Hulstd FAAHE FHIAG.
FEE Aol AL aEol2EE AL
264 °C, FE=& 29320 Di-urea L8]o|£E
AH&-3F A k.

¥4 Sb-DTCS 9AAEE A
Di-urea 8]o]2d] FABE 05,
15 20 winZ #7189 A8& UE
X
A

re

13
ERls

.0,

—

o] AYAA AFT AP w}
g8 AEE AAEEY 2 A3 9 ¥
-394 Wi upe} o] Sb-DTC7F A7
] %€ Di-urea 2 ol& #AA Y §&3F
< 100 Kg <1dl w3ty 3443 Sb-DTC7t
05 wt% AE7t8 A$ §&F3tFc°l 110 Kg,
1.0 wt% H7ld A% 110 Kg, 15 wt% 3
718 A$ 140 Kg, 20 wts E7tE A%
160 Kgo2 ¢ FAEHRen 44 A
B7F 05 wt% #H7td A9 110 Kg, 1.0
wt% F7he 239 120 Kg, 15 wt% F7Hd
A% 130 Kg, 20 wt% 7M€ 39 150 Kg
oz JvEidd. wEx ¥4F¢ Sb-DTCrt
15 wt% ©l4d A7I=EE S84l 140 Kg

4 o

95

Di-urea Z1g]o}2o) o]&jo] Fo] A}-&
' aR77ER agel29 dF< Li type
ag o2l Sb-DTCY A& FAsH7]
A&A HHol 205 °C, FEE 3159 Li
type L ol2& AL&3t AlgstATh

g% Sb-DTCS AAANRE oA
AF3 Li type 2elojxd] FAHIZE 05
10, 15 20 wt%Z H7lsle] ANEE ¢E
F 3944 AEE AAsYT 2 A% 98
-4 RBE ule} o] Sb-DTC7F 7t
HA & Li type 8ol A &3
%< 80 Kg <14 wsto 34 ¢ Sb-DTCH
05 wt% IF7td Z$ §FsFol 90 Kg,
10 wt% H7le 2 100 Kg, 15 wi% 3
7tg AS$ 110 Kg, 20 wt% 379 3¢
120 Kgo 2 F4de] =R oH A Al
#7F 05 wt% 79 ZS$ 110 Kg, 1.0
wt% F718 F$ 120 Kg, 15 wt% #H7t€d
7% 110 Kg, 20 wt% 3719 3% 120 Kg
o2 Yy ojed 4¥ ZARERH
Sb-DTC7} Li type Iglo]2dlx x4



Di-urea Zejel2ol §aatZo] © A,
Ig4e Tt o S5 dehge
At et

o]

=
= T
o}
=

=
Py
T

¥-4. Li type 28 o]xdA Sh-DTCY =

&g wla

(E9: Kg)
Wty oo 0 | saae
0.0 80 80
05 90 110
1.0 100 120
15 110 110
2.0 120 120

3-2-2. Wivt2 Qg AN¥ dH

Wrol2Ad Age §A43% Sh-DTC7E vt
F AN ZAodE UniRAE FAsE
Alge2M Four-Ball Wear Tester& Al-§
ko] ASTM D22669] W] wet A1P3ey
o},

48 Sb-DTCE A 2 vz
A E87FA 40 wtnE EIHAA
Sh-DTC £98 AZ3} o8} o) Az
& Sb-DTC &4E& WrtRA/IAZ A&
F Qe &£87]HF, Di-urea 1o)X
Li-complex Zg|ojAo] H7t%#o 2 (Dosage
amount) 05, 1.0, 15, 2.0, 3.0 wt% & A7}
3 HEF SIYAE AN ANEE Az
o] AIZE WwtREARo)| ALEE T

#A4& Sb-DTCS JAAEE A
87179 (FHE: 40 °C 29.27 cSt, 100
°C 5412 c¢St) HZdA F&717d (FH =
40 °C 22.67 cSt, 100 °C 3.840 cSt) FAn]

)
=
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2 05 10, 15, 20, 25 30 wtx= #H7}s}
o ASE TE F UuEAY AES HAS
Aot 2 A3 g E-5A B ulep
o] Sb-DTC7F #H7IHA @& &£&87|% AA
o] ulR A AL 06646 mm oJRow §HAF
Sb-DTC7t s&tgAd &871F 05 wt%
A7ld A9 05098 mm, 1.0 wt% H71€
A% 05299 mm, 15 wt% H7te A$¢
05709 mm, 20 wt% #H7I" Z$ 05605
mm= %zte] WwiRAgo] FFHE ARE
2& 5 AT =3 FAHE Sb-DTC/E Y
ZEA §E7179 05 wtn H/tE AS
06746 mm, 1.0 wt% H7F9 %% 0.7613
mm, 15 wt% F7Fg 23§ 05766 mm, 2.0
wt% H7te A9 05642 mm=zZ A A
EE715 vl& oA Wutr Aol A &%
o 2 YgAAEZ 05 wtx HrtE A
< 05854 mm, 1.0 wt% E7I1g 3% 06143
mm, 15 wt% ¥7Fg A% 06655 mm, 2.0
wt% H7te A% 06595 mm= w27t o
Bo] #AIHEY. wEdA  FAT
Sb-DTC>} mt=tdl &87)%) H7te %
7t v e dnRAE JEd S
F AU

a

2
El

OEL

#-5. Sb-DTC®] Wivt2d vl

(&$: mm)
A 343
A7 Sb-DTC | Sb-DTC
re A A=
(wt%) [(F=t A [ (JZ A
71 %) 7] %)
0.0 0.6646 0.6646 0.6646
05 0.5098 0.6746 05854
1.0 0.5299 0.7613 06143
15 0.5709 0.5766 0.6655
2.0 0.5605 0.5642 0.6595




#4% Sb-DTCH WwtEAP S ZAMEH7
&l AA Sb-DTC7F 2 ®eo] AL&HE
aglolad Hubste FAAHE FAHIAC
WelR A A g ALE3 o222 E AF
264 °C, X+t 2932 Di-urea 13 o]
A&t H T
#4F Sb-DTCF AAANEE HANA
AF3 Di-urea Z8lo)l2d FANMZ 05
10, 15 20 wt%Z #H7tse] ARE UE
T UulrA AlEE AABA

O A g E-6oA BRiE uiel 2o
Sb-DTC7} #7t=A] 92 Di-urea 1o
A9 wlRAZAL 06880 mm oo 3t
A& Sb-DTC7t 05 wt% A7te AS w2
Z 7ol 07974 mm, 1.0 wt% H7tg %
09493 mm, 15 wt% H7t®d AL 0.7019
mm, 20 wt% F7IE F$ 07792 mm=z Y
Elten oA Algrt 05 wt% A7t AS
0.7583 mm, 1.0 wt% 3A7IE A% 08570
mm, 15 wt% H7I€ 7§ 06402 mm, 2.0
wt% H7td A% 05892 mmz YER
wata FA4E Shb-DTCE S¢S 43
Foy WrlEAdLe AA F4HA EF

d
18
%

it rlo

FE-6. Di-urea L2lo]2o]A Sb-DTCE W
o2 A "l

(¢¥: mm)

3] =33 SFA)

oo | o | AN
0.0 0.6880 0.6880
05 0.7974 0.7853
1.0 0.9493 0.8570
15 0.7019 0.6402
20 0.7792 0.5892
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Di-urea Zgjo]l2e] o]8]o] @o] A& T
e aR77ER zgelxe dF<QA Li type
a@ ol 20| Sb-DTCY WutRA < XA
7] sl H Aol 205 °C, =& 3159 Li
type 18 ol2& AT

¥4 Sb-DTCY YAARE HAolA
AFE Li type 2ozl FAHZ 05
1.0, 15, 20 wt%®E H7lsldq A|g5& ©¢&
T WulrAd A8 AN AT 2 2% o
& B-79A BE ule} o] Sb-DTC7 A
AE R &e Li type 2@olA AAY wR
AAL 06924 mm oldem FAE
Sb-DTC7} 05 wt% 714 A5 wzAA
o] 09563 mm, 1.0 wt% 7" ¢ 0.8482
mm, 15 wt% #7t€ 2% 06317 mm, 2.0
wt% H7tE A$ 07044 mmZE URtEA 9
ARt A9 HolA gon 238 WrtRA
o] Yuzle JEAHI vdeth 3 oA
AN g7 05 wt% A7te Z$ 08214 mm,
1.0 wt% 719 7% 08377 mm, 1.5 wt%
A7lY 7AS$ 05546 mm, 20 wt% H7HE
A% 05996 mmZ veERgtth

F-7. Li type 28el2oA Sb-DTCS i
SR wl

(&9 mm)

. bige!
HME (wt%) Sb-DTC YA A&

0.0 0.6924 0.6924

05 0.9563 0.8214

1.0 0.8482 0.8377

15 0.6317 0.5546

2.0 0.7044 0.5996




3-2-3. A3k Aga 3

g4 ¢ Sb-DTCY AsitAAGE Algst
7] 918l Sb-DTCe HAAEE HetAA &
7149 (BFE: 40 °C 29.27 cSt, 100 °C
5412 cSt) Y= el A §&87]Fe (FHZ: 40
°C 2267 cSt, 100 °C 3.840 cSt) FAHZ
1.0, 20, 3.0 wt%2 #HUlsld A8& UE
% DSC (Differential Scanning Calorimeter)
o] &3t AAE BT 50 m¥ FYI}H
A EEE 100 °ColA 300 C7HA %2 10
°C A s23AA A3yt e 2EE
ZA%AY. 1 27 oS E-8A HE vt
¢} o] Sb-DTC7} H7MHA &L 2% I
A S8R9 AsdAd 2:xE 1981
°C, YZdA &£871F9 AL 2:xs
1865 °CEZ dvehd WA A Sb-DTCOF %
P4 &871% 10 wt% F7lE FS
2474 °C, 20 wt% A7td 739$ 2483 °C,
30 wt% F7tg S 2569 °CE 4tst 24
o] ZojAE, & ASItAAol FEHE 2
#E RogFu o JAANEE dHHA
8717 10 wtn H7tE 3§ 2533 °C,
20 wt% H7td A$ 2483 °C, 3.0 wt% #H
7te A9 2540 °C2 §4 Sb-DTCS A9
A @S Jdehdz g =3 4
Sb-DTC7}F Y= dlA &871F° 10 wt%
718 A9 2665 °C, 2.0 wt% H7ME A
2755 °C, 3.0 wt% #H7tg A% 27197 °C
olen JAANEE YUZdA {EU]F
1.0 wt% H7te 3% 2672 °C, 20 wt% H
7t 3% 2643 °C, 30 wt% I PS¢
2688 °C2 UEelhgon AMHoz Yz
&7 Fl A7t getad &8717A B
AP &7t o s 4 F A
At

=2

=

S

oA
& 5§

98

E-8. Sb-DTCH 3t AAd A1y 2%

A3 A 2% (°C)
BN a4 sppTc | 9AAz
(wt%) | =
Sad [ Uzd | serd | dza
A 215 A A A 215 A 71H
00 | 1981 | 1865 | 198.1 | 1865
10 | 2474 | 2665 | 2533 | 2672
20 | 2483 | 2755 | 2483 | 264.3
30 | 2569 | 279.7 | 2540 | 2688
4. 83 £
£8F == agolx Fo IFHAZR F
884 AMRHE SH-DTCE AR eH

43t Sb-DTCO =44, limt=Ag, Absiet
A A4S A¥dgey g 2 2
& ANt

A HAAZ Sb-DTCY Ao @A &
Sb-DTC9] alkyl group< pentyl ©]
S &8V F &3 =™ pentyl ©]3t
e &8 &3 HA e FR )
AT FY A=+

antimony oxide$}
al

Di-alkylamine ¥ carbon disulfideE A}-&3}
9 110 °Ce &x°A 3-4A1ZF ®¥HgAI7|WH

Q3= 833 729 SHb-DTCE #XE +
At FATH Sb-DTCe 33ty Fx B
Ag I YA EAM, FT-IR &4,
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