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GUNSHOT RESIDUE/ PROPELLANT
NIPAPHAN JANTAMA : DETERMINATION OF DPA IN PROPELLANTS AND
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HPLC TECHNIQUE. THESIS ADVISORS : SIRIRAT CHOOSAKULKRIENG Ph.D., SUPACHAI
SUPALUKNARI, Ph.D. AND POL .MAJ. AKKARAWAT CHINAWARNSAWAD. 76pp.

The technique of SEM/EDX has been widely used to analyse samples of gunshot
residue (GSR). However, there may be a limitation of the technique, because of the small
content of lead in the sample or the use of lead-free ammunition. In this study, the technique of
High Performance Liquid Chromatography(HPLC) was developed for the determination of
organic compounds present in the ammunition and in GSR. The compound chooser in this work
was Diphenylamine (DPA). The DPA is used as a stabilizer in the propellant. Four automatic
bullets of different calibres and their GSR were investigated.

The sample was ultrasonicated for 75 min using methanol as a solvent. The extract
was then analysed by the HPLC. The Chromatographic column was a RP-18 column. The
mobile phase was methanol:DI water(75:25) and the flow rate was 10 mL/min. The UV detector
was used at the wavelength of 214 nm.

The chromatograms of all samples displayed a well separated peak of the DPA.
The LOD and LOQ are 0.033 and 0.11 mg/L respectively. The linearity of the calibration curve
was found in the concentration range of 5-100 mg/L with the value of R® = 1.0

The method of DPA analysis by HPLC developed in this work can be applied to
the analysis of GSR in forensic investigations

Program of Forensic Science Graduate School, Silpakorn University Academic Year 2008
Student's signature ........cccccoeeiveeiienniene s
Thesis Advisors' signature 1. .......ccceevivvinnnnnn. 2. B
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v
adaA 1

i lulaswagladuSqniniidiilszney  vealulasiou 12.60 x 0.10 % azae

a A

1 J o o & a a Y
ludrunauaes Bises waziesiuea udrwahmniuiwduiiyfor vionateg Auwiiaiiga

U

Y ) ¥ v
anuru ladeuaziieiinmyssrs e Iainguiudnvazn il sz asquan 1an 14

'
v AaAa 1

ndJuaJm'igmimﬂixmmummzqwﬁﬂ FNH( Flashless Nonhygroscopic ) 48 NH

(Nonhygroscopic) 1415 unas I 1UUNY



18

a aa I a 1 A 1A £ Y
12 Aud & (E.C powder iluaudenszguinaunsianiialsznoudie
- TuTasirag Taa
=}
- S ey lumsn
- Tduaandeonluasn
-uilyeosu
as =\
- lantiaanniu

1 a dyd 1 2 a2 zj’ Y
11!TC’Nﬂ'i3ﬁu%uﬂMiJﬂ"JHJUl'N]’E)LLi\‘]ﬂi&L‘VIf‘ILwaﬂﬁlﬂﬂﬂﬁllﬁ$ﬂﬂﬂ31u%u‘lﬂ\ﬂﬂ

a U

)

Tdvssylunszqudensvvua3o nszquilugnaewasldussylugnszibaviaummid

ms1elionsimsgn Indgauazisunimssziianen fnuiagsziiauseges uenmilonnd
' ] iAq Y 1 A
nanuwad luiildedonlussmsniiig
1.3 auﬂiuﬁﬂﬂlmztﬂa’;ﬁﬂﬂ(FlaShless & Smokeless)
a ~ 1 a a dy ‘3/ 9 1A
@ui3end1 FNH uaz NH  Auwidafigaanududesniaulnlswaglad
[y @ a 1 o [ <] 1A @
thyudududinssguinasgudmivnszguiludnuasnszgquilulvg ularIvluazaiu
MeINMseetivanNAUdINTEqUIY 9 Audenszguria M 1 1y Uus.75 uu. Udsingiuia
1 @ Qy 1 7 a 1 a @
narlildes ualdivu duss iy lildwarslszasanag Inaudenszquinanlal lideeny
a T ] a a dy o
o1snnwia uadaudulll Ideue 1l Auriaiilianuioutes 3k Inaamsdnuseuns
dndesilu
2. augmfj (Double-base)
1< a 1 { ll Qg: < ll
Wuaudenszguilimsldedrenteunmanszquilwan ulvg as/auag

'
a aAYy o

a 1 < 'dy 4 1 [

9599 JATO audenszgquilwangugi  @uiddniuludedn BALLISTITE vo49ngy
' @ Aaa <
¥o"cordites" Tavii luTasiag Taduaz lulasndwes wiluarsvdnuaz i laidaantiuilu

o v A o a e ' a 2| ¢ qQIY A = ' Y
STABILIZER dwisvau taadlad  davduaes lad 19ullTasideuumuaei 1aiing
o @ 1 o o o J a
Ysulie Tasaadasidauves lulasndweiulddesasiilindsnudndnisiduisvos

1A v A

4 = a2 1 o Yo 9 =2 Y v = Y '
anauaaa lan uatanuaanuan mlidindesdnnsetesniaziinalvdesnin
3 a @ < Qsll o Y o 1 1 U~ Y o Y~
Waautuaravinaangiuim ld lasiaulszaevaeg Iiiiuesazarendnindadlu
9 < A o I 9 [ I~{ 1 1 9 o 9 I 1 a Y o I 9
Wudaauvuiala qindudesdalunrunouuditihundiwduune auduesiaduiudes

= (=} I Y = Y I o &2 o = v Y A v
hifisesuanuen litisealug vazezdeadilaseafududunisdwderdumiianyus
a a o Y a a o Y @ A Y & a 3 3
Aalnfe1n M lminamsszdiatazi lddudumadousstauanld iwaauvuaan ey

¥ Yy 3 a Y ¥ s A Js A
mnmﬂmﬂm"lﬂ Lllﬂﬂuslju1ﬂiﬂ €] ISABIANTIVAIYLDNELIEY uazﬂamgﬂmaﬂ%uﬂ



19
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Case

Case l
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- |
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* | | .
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|
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Trudr Il ludldaudanszquilugailuduniurios (Smokeless Powder) NusTygnelu
2 a B Y & (a ' < v o @ A
daonnszgquilu  mamsgn lwduez ldusadsnaannedesai lunmdudu  unah
a dg‘ 3 @ o Y a o A d‘d 1 a o Y A
mavuiuszveed i ldinannuauge viensennimsgaszida shldnszquiluansnia

[ Y

¥ Y
pon lanhadindeatluiensenudh’ld wonnusIsziannavuIzNdnau 1t 1o

v v v
pymAvesasal q Ngnanuieuwn luiiunszaennmeluensiiueenmgaunadon
a 1 1 1 = = L Aa a Ay dy v 9
AWUTNUFEIIAN 9 ¥89015U Fuviinasnmsdaiuliaunsouisesnldiily 2

Uszinn
1A =) 1 A a a 9 .
7.1 iy A aIulszneuNNAIINMIYAFUIUVTNIUIUMENIZAY (Primer
1 (] a A do o
cap) dulvgiiluasisznevetiuniddmanlangwiin
A A A 1 d‘Q 9 [} o a A
7.2 wihauilu Ae drudszneunannmawn Ind luauysoivesauilu

(propellant) du v uasseneusunsd
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a AdA d a 1
8. mtimm‘mmﬂumﬂﬂsznmﬂuﬂummzqu

oA

a | J a ] [~ a 9 A o
Z’ﬂﬁE)u'l/lﬁﬂﬂlﬂu@ﬂﬂﬂﬁzﬂ@ﬂluﬂuﬁﬁﬂigqu uvatly 7 AWMU

[

F4
=1
JU

[ 1 ' Y '
8.1 Energetics (Huasiliussivlunszqu dsensiiluasiuguildasly

E4
[

A A o A . o & Ao A
mewuuiwﬂuﬂizqma nitrocellulose (NC) aduesiszian polymer UBNIINUYINY

a Ad a A A T A A o =) ' . . . .1
’msaumﬂﬂvuﬂauﬂmwmwmwwumzquan 1¥U nitroglycerin (NG) Ll nitroguanidine

=).

< d‘ o ya 1 2 = A a 1
8.2 Stabilizers Lﬂuﬁﬁi‘l’mﬂﬂﬂMﬁ\‘]ﬂiﬁfl«!llﬂ’.ﬂmﬁﬂﬂﬁ HNAUTINTS YU

D.

a . <3| 1 a Y a A a aaa A @
1 Nitrocellulose (TuaIUme UAMANHAUSWIAYAD i]$l,ﬂﬂﬂQﬂiﬂ%ﬂmﬁﬁ]uﬁﬂ1wcluﬁﬂ‘ﬂfu$%

)}

9 v
azauawiou auhldinaduasieninmsgadnes wazljnsouaiiiunerdesiugungi

U

]
AaA o

< aaa @ i { @ Qg:
Nitrocellulose (Huasniininlgnsonaarsdnotegnasanar Tasnlumsaaisdniv szag
9 a o 4 & 2 ] 1 Aaaa zi
anudouoenun  uaziama lulasnuesnled  dududnswfisomsidendaioves
v
Nitrocellulose 1H189828 MINAAAUAINTZEU Smokeless powder suiludesiimsduasnil
a { a 4 o A J . o o o
vsiiaas lluileduiesmihnduasIdanuades  (Stabilizer)  Taoimhndune

v F4 !
Tulaswueen lyaimavu T 1x lissl§fsomadovaasdin uaudiziduanslinnuias

@ 1

aaa 4 S o o A A a <
aanardy  Ugnsemaidevaaendsnsduiinliuaz s Tanuadesidu 1innua 'l

1 ' 4 1
Foo aunsziias Ianuadeniumas luieawenazsuma lulasnueen lud 1dae 1

aaa g

o . I a 4 1 < {
NIAA18AIVDN Nitrocellulose ﬂ%%tﬂﬂaﬁu@ﬂmﬁﬁﬂﬁ"] Iﬂﬂﬁﬂgﬂﬁﬂ?ﬂ15ﬁﬁ18@nﬁ

a a g 4

[ [} =1 o Aaaa A o A a @ A ~ Ao A
ﬁﬂ‘l&lﬂ!gl"]fumﬂ?ﬂﬂﬂgﬂﬁﬂ?lﬂu‘ﬂ’ﬂﬂ A9 WLNATINGUNYUGN LUASITINATINGUNNNUAT LUD
3

Nitrocellulose  TuaudnszguAalfsoaatsdimennuiousonin  mnANNoUTZLY
(Y a a [l I~ A dgl o Y (aaa a dgl < Y
pon 1) Ly guvgiivesdudinszquivzmugau sl gaseunatiuiwazanuiou

=2 a

< d? = 1w dgl A a A dgl <] ya '
DONITIVUDN lﬁ\?@'ﬂ’ﬂ\ill?ﬂ‘l]u"lﬂlﬁ@ﬂc] %uqmwgmwquumﬂqmzm Lﬂuwaiﬂﬂum
a 9 A 9 dy a dg’ <
nszgunamsgn ludluiiga msazauanuiouil orvnavwiunaiuiu
a adda Y . a1 K . .
arsounIontonlmilu stabilizers luAUAINIZGYU AD diphenylamine (DPA),
methyl centralite (MC) 418 ethyl centralite (EC)
. . 1< Aq Y 1 Y dy a [l &£
8.3 Plasticizers L‘}Ju’dﬁ1/1114ﬂamaaumuazaﬂmm%uiuﬂumﬂiz’qu BN
a A A A <3| .. . . . I
asounsdntienlfu plasticizers Ao nitroglycerin (NG), dibutyl phthalate, dinitrotoluene
(DNT), ethyl centralite (EC) ta1& triacetin
<3| =~ Y a aaa ' . =~
8.4 Flash suppressants Lﬂu’dﬁ%‘ﬂmﬂumimﬂﬂaﬂifﬂgﬂi“]ﬂlﬁ)ﬂ free radical W

a ¥ o a 4 y 1
navuludindetu arsounsdilszianil 18un ndsveslans alkaline ¥30 alkaline carth
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a

I § g a a ]
8.5 Deterrents (Hueshaamsenluiiniuiivesaudinszquuazanguugil

U

a

a a =) d’ ! ® . . .
‘gﬂﬁﬂuh/‘l asounsdnilonliu deterrents 1AUA Herkote , dibutyl phthalate, dinitrotoluene
(DNT), ethyl centralite (EC), methyl centralite (MC) sta1¢ dioctyl phthalate

. 3 A A o Yg Yo a1 ) 9
8.6 Opacifiers 1fudisiindasimawn Indldnuaudnszqu uaziionld
< 1 1
carbon black Lﬂuaauiwig
I 9 = a I A ] a =4 o P
8.7 Dyes Lﬂuﬁ1iﬂawﬁ1uﬂumﬂszqu LW@LL‘]JQLLEJﬂﬁ'Ii@HTIiﬂﬂ?u’)@i}ﬂ§$ﬁ\1ﬂ1ﬂ

Taaalll

wAa = a = dd' a U
9. qmaumﬂNmmmmiaumwwumnaluﬂumnszqu
a AdA o a 1 =) . . .
mﬁaumawuﬂwﬂuﬂumnizqu A9 nitrocellulose (NC), nitroglycerin (NG),
ethyl centralite (EC) t4a¢ diphenylamine (DPA)

9.1 paNTAMIATVDY nitrocellulose (NC)

Formula Structure

Properties
Molar mass Variable
Appearance Yellowish white cotton-like filaments
Melting point 160-170 °C (ignites)
Flash point 4.4°C
Hazard

LD,, 10 mg/kg (mouse, IV)
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9.2 QUANDAMIANVDI nitroglycerin (NG)

Formula Structure o Ow‘-cN:.
o’/'\ﬁ‘“o"\[{5
?
0”Nf“o
Properties
Molecular formula C,HN,O,
Molar mass 227.09 g mol '
Appearance Clear yellow/colorless oily liquid
Density 1.6 g/cm3 at 15 °C
Melting point 13.2°C, 286 K, 56 °F
Boiling point Decomposes at 50-60 °C (122-140 °F)

9.3 QUaNDAMIUANVDI ethyl centralite (EC)

Formula Structure

'\.

\ .-' \_,-f;
'Lgl‘k. CHs

Properties

Molar mass

268.3535 gmol |

Appearance White to light grey crystalline powder
Density 0.8 g/cm3
Solubility in water Insoluble

Solubility

Acetone, ethanol and benzene

Hazard

LD

50

420 mg/kg (Oral-Rat)
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9.4 QIENTAMIANVDI diphenylamine (DPA)

Formula Structure

Properties

Molecular formula

CIZHIIN

Molar mass 169.23 g/mol
Appearance White crystal
Density 1.2 g/em?
Melting point 53°C (326 K)
Boiling point 302 °C (575 K)
Solubility in water Slightly

Flash point 152°C

Main hazard

Toxic. Possible mutagen. Possible teratogen.
Harmful in contact with skin, and if swallowed

or inhaled. Irritant.

(wikipedia 2009)

aw dy Y o =2 v & a | £
1ui1u3%ﬂuqﬂﬂ1ﬂﬁﬁﬂ‘ﬂ1ﬁﬁ DPA dauiluans stabilizers Eluﬂumﬂigqu EINRY

o I 2 A A o A J A 1A A a A
aﬂymglﬂumBQleQﬁm13ﬁiﬂu1\1?’15\3’01%“?“1’]'] HIma ﬁiﬂ‘lllllﬂ lla$@1ﬂlﬂaﬂuﬁluﬂgﬂ

¥ A A % 7 s 7 o 9 A
LLETLLAA azmﬂ"lﬂclumwlm RISIGE] ﬂTﬁ‘]J@ullﬂ’E]@ﬂ"lclfﬂ LAy uoanoaoa Iﬂﬂ DPA 3gMUUIMN

@ 1

IS e 4 I { o ] { [}
11 Stabilizer 1194917 smokeless powder iJuashaatedllaieluaniizililidus e 3943

msau DPA 1 lihieriiuanunany #9030189%81% smokeless powder Liigaedauasiali

931 IAAIAIT1a




26

10. ﬁﬁﬂmiﬁu@uﬂlﬂd!ﬂﬂﬁﬂ High Performance Liquid Chromatography (HPLC)

L[

b e

MNA 10 1n50gile High Performance Liquid Chromatography

A < A A 9 o o ~ A 1 @ 1
11309 HPLC huaseslelsdmsvuenaisiseneuianlannanedludiodin

v
=

v Y
Tagnszurumsuenaisisznouinaulaziavussunarla 2 wa fe wlasddun (column)

b7

o A4 _ o 4 d 1q w0
nuWaAdoun (mobile phase) vzgRuENEENIIUANANAY FaasHauiagludIe1
v F4 Y
aunsagnuenesnnniu ldiuduegiuanuannsalumsdiiuldduesasiui  mobile
@ A @ A ug/’ ]
phase 1130 stationary phase 1515znoud1 lrunaninsoniuldany mobile phase a1517un
' ' A Y o R . A Y o P Y .
vzgueneeninoudIua TN 1A 1AM mobile phase WIoMAUIAANY  stationary
< Ao d' v v o Y o
phase  nazgnueneenmiinas  lasasignuensenunldiiazgnasiaiadyanaaieds
@ @ Ao = 9y @ @ =Y ) A A ~ '
asia dyapantiuinldnndiasniassldnvaziluiindwzGonnlasmlaunsy Tag
Y
HPLC ensonaaenldanudmunm  uaznadoudilsina  TaemafSeufeunums
[ J ] 1 a o
wasg Tasamnsaldnuaudiuan 9 egenierie wulumsinggineens o
[} @ ' a a d a [ @
geiNas  Mednauadey qad @nsaasnunsznlinaluszaululaniy (ue)

Tunsaisig linSeaziBeadeailansy (pg) WedenvtlensInianmNzay
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Injector
Il
| E
E 1
E = %
P a ;
v I
= |
|
oo o N
Detector

ﬂ]W‘ﬁ 11 mﬁﬂizﬂeuﬁﬁaﬂmm?m High Performance Liquid Chromatography
ﬁm : Column Chromatography [Online], accessed 29 April 2009. Available from
http://mis.sc.chula.ac.th/Chemll13.ppt
alszneudagluszuumsuen
1. Mobile phase reservoiri%ﬂiii;!ﬁlf\lmﬂéﬂuﬁ (mobile phase) Mo Inso
stainless steel ThA30INTOIW/Aaanin

@

2. Pump Msuena1slu HPLC o1foms Inaveurmadeuimudegnunid

]
o

s o Y A Y P 9 = 0
yinaeymadnun i ldimaanudumums lva ssuiluddianudrwgnnlumsiegii
ThiRannuauguiveaziowuzus ihumu Juildaasiliinannudu ldgealszuna 6000
psi (Ibs/in2) ezl flow rate agﬂuswdw 0.1-10 mL/min

2
3. Sample injection system U 2 52UV A9l manual (16195} microsyring) Hag

automatic sampler injector
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4. Column
4.1. Analytical column
AMUEN 10-30 w0, (@uruguUina1s 4-10 uu. Jaghldhmruzussy
19U stainless steel ,polyethylene , Ui , PEEK , U €] Packing material ﬁagjmﬂu 14un silica
based , resins , gels L1 bonded phases
4.2. Guard column
a Y 1 9 . z§ 1 A 9
douldeonoudn  Analytical  column  IWOFIBTADIYNS 1HIIUVDY
v v ' 9
Analytical column wihmrnnseseymanseasandiniduileoumniudiazae
du1lszneuvesiaquIT)IzAA1enaNny  Analytical column u@liviuiaeymalugniuag
571 it auniin
A o o @ Aa Y a S Y 1
5. Detector 1150905393 W51 HPLC Nilou ]y lumsinsizsd 1aun
5.1 Ultraviolet-Visible detector : 91/8N59ANAULTIV0IA1TAIDE N 197U
Diode array detector
5.2 Fluorescence detector : 1AUa15NE1N13D fluorescence 19
[ a <3 ~ 1
5.3 Refractive index detectors (RI detector) : 153015 naenslan 1dniian
A55%1 Hinmarnnmlanaoun
o = v ad A
5.4 Electrochemical detectors : Gl%’mm‘jqmutﬁ’ﬂﬂéﬂllﬁiﬂﬂlﬁﬂﬂi@uﬂlﬂﬁﬁﬁ%
an¥LoININIINADAN
5.5 Conductivity detectors : 1¥3an1uansalumsthnszualvlih
1 R A =~ . | < A =~
6. muwagﬂuwmﬂ‘lmﬂaauw (Stationary phase) 01T UVDAVIHT DU UM AN
v
PRV Supporting media (AIR11)
DA A4 g U &
7. @IuNAAdUN (Mobile phase) WHvauvaNay Feaziminnssenaiseon
C v A4 A 2 - 4 4 , 2
nind lumaeui nTeangairudulUauianismsndonufives Mobile phase 111
31 : 1AT89 HPLC (High Performance Liquid Chromatography [Online], accessed 29 April 2009.

Available from

http://www.sec.psu.ac.th/webboard/?pid=view_replies&thread id=212&forum_id=7
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v Y

11. eNNeIVe9

141l a.7. 2001 Michelle R. Reardon, M.S.F.S ilag William A. MacCrehan, Ph.D.

Y o = Ay A o a v a A A a
I@msanuideienauunaiamsanaauily  (Smokeless  powder)  tien1UTum

E4
awv

assunid Taomaiiniiiins35odis 2 madin Ao Supercritical Fluid Extractions (SFE) LAy
Ultrasonic Solvent Extractions (USE) 910N NAAOINLIN AHA SFE Fumaiiadiliaunse
afamssunidluauiluld iilewin Nitocellulose azanel@dioomniinlifanelunso
SFE 10amM3sgadu  dmsumadamsanauuy USE Humadaimmezaudmsumsada
arsounigluauily Teelidairazanedy 2-butanol:methanol (1:3) ymsadaiunal 15
RET ﬁqmwgﬁﬁ’m c'?mm%ﬁmﬁagtgmsumumm Nitrocellulose meﬁm‘fﬂgtyjm
o 1581;14‘%5‘”3514«] Ao Nitroglycerin, Diphenylamine L& Ethyl centralite

141 a.¢. 2002 William A. MacCrehan, Ph.D 1i8¢ Michelle R. Reardon, M.S.F.S
"1@91’ﬁwmiﬁﬂm%’ﬂymmmmﬁu NIST (National Institue of Standards and Technology) 1143
2000 Himinagetininngludealfiams Taslmindmszriou 19 au $ushms
naTeUITMINATIEHMYTINaaIouN3d1uAuTIY (Smokeless powder) Taal¥iindinszy

QL{I a A

o a Ia A a A ) a S Y a F
mmsanszvaudy 2 via LL@%UJ’E)MWWE]’JL?‘I?W‘VW]%]ZJWW%T?QH "lmmu UBUAN 1

fd)}

=1

SIGEVRL! Nitroglycerin, Diphenylamine 6% Ethylcentralite duautluriian 2 H15ua

. a 9 1 v Aa u’z yaa & dy
Ethylcentralite 1uUSu1aitioond1 0.1 mg/g (0.01%) lasiinasizrnaiualdiunsizviasi
GC/MS, CE uag LC

143 f1.¢1. 2006 William A.MacCrehan 118 Mary Bedner 1@msanu3Idenedny
MINAUIATT smokeless powder MTDMIAATIZHAUAINTZUIAZ TAgsziTa FednyIensh
a A 1A a 1 A v A A 1< EL A an
wunsoldmuasl)luaudanszquuiotagszidaniulse Tenilumsduaiunsia
Iemaas lasfiaatiy NIST (US National Institue of Standards and Technology) 1@
agau RM 8107 Fuiluasildaslylududenszquitldiuenysilu rifle Tasldismsada
Aediiazaenaziinimg sonicate 1M1 lTnszidlanTeq Capillary Electrophoresis
(CE) 18 Liquid Chromatography (LC) wamsnaaesi lawunenssunidnieglu RM 8107
1dun Nitroglycerin, Diphenylamine, N-nitrosodiphenylamine (t¢ Ethylcentralite AN

1 9

St . . ' < & . v v
A relative uncertainty 1108131 5% Tagh RM 8107 Hgmi Tl 14 lumsnageuanugndes

Y99IDAATITHIMAUATANTIEH 1Ay nadeuTesiionsnniingsziia
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141 f.¢1. 2007 Désiré Laza, Ph.D.; Bart Nys, Ph.D.; Jan De Kinder, Ph.D.; Andrée
Kirsch-De Mesmaeker, Ph.D; iag Cécile Moucheron, Ph.D. 1@imsanuiamnIsms
a d a AcA & J a 1 = o dy 1 A
Ansznmmslsznovdunisnituedlsznonluaudinszgu Feasswaniildasliive
WluasI¥anuados(Stabilizer) TaolHinailn Liquid Chromatography f2ug lilfumaila
Mass spectrometry (LC-MS/MS) uazl¥ Standard mixtures NUTENOUAIY akardite 11,
ethylcentralite, diphenylamine, methylcentralite, N-nitrosodiphenylamine, 2-nitrodiphenylamine

4

1A% 4-nitrodiphenylamine MNAITNIATFIUNG 7 ¥HAT AWTOLENAT 5 ¥HADONIIN 2 FiiA

Y g a

v A yd'a A :JI o [
%aummmmmmg‘nmﬂu NOUUUINTNA

a

1deg1adany  drearavinauifunldluau’
A 1 ~ ) a 4 a ' . . .
A18737F solid phase extraction Aaunazii Az idlemaiin LC-MS/MS A1 Detection limit
I ~ a o :JI [ a
Wy 5-115 pg wamsnaaeai ldnaminaassdeatiudiunaisnsa nuiunaiia LC-MS/MS
g a A o w a e . o ' VA Ay Y A A
HlumatiaNmungdmsumsnnTIzHyes stabilizers Tudegrawiinilunlaanmssariy
VYHIA 9 mm
N1al A.f. 2007 Dan Muller tazame ldiIMsITeAnEUNEINUITMINATIEH
1 A 1A EX a d‘ 1 1<) o 1
aymavouvitud lumamswn ludlumssadunszezszning 0.75-3.00 u. Taanudied
a Y o 9 SAA . . @ 3w 1 k4 o o
NNAINTNIAnA109UNT0i %07 adhesive  lifter  wasmmNUAI0d190A i i
Y ]
hydrolysis 1a813 alkaline 31niudoaeroymaiiiesonlael¥ndosganssend a13ounsd
v Y
MwaegnInIIzH Aall Nitroglycerin (NG) 11ag 2,4-Dinitrotoluene (2,4-DNT) 31n312 Iag
maNa gas chromatography/thermal energy analysis (GC/TEA) @IV Dinitrotoluene
(DNT), NG 1aza13 stabilizers UNFUA sz lasmaiin gas chromatography/mass

Qddyd ana A o oA Ao .. < J
spectrometry (GC/MS) 5T NaIs0duduNUIYeIe1sNY nitrite 1Wuesndsenaulu

avalu'ld
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1. gunsaivazinIesilehlilumsnaaes

¢ A A
gUnsainsesiie

1A
UHaINN

1509 High-Performance Liquid Chromatography (HPLC)
Column Ascentis C-18(5 um), 15 cm x 16 mm
Syringes exmire microsyringe
Measuring pipette Y419 1.00 mL
Vial Y114 1.00 mL
137ud1a cotton 14 100%

A £ o va a A
91750 uNNAwn Tuild (eazidea luaised 1)

4 a = =
nyzguiluea Tawan (1eazdealuaisem 2)
2 Y v

nasINa@AnYLIA N1196 17 9178 17 94 117

UHY Teflon YUIA 6 U x 6 17

NITTOUNINY

Water 600

SUPELCO

ITO Corporation Fuji, Japan
KIMAX USA

Hewlett Packard

NTT Marketing

MM Iva 15 (unslgu)
MeIMIUa 15 (uaslgy)
TESCO LOTUS

ST TG ERE RN

MM Ia 15 (unslgu)

A = A Aq Yo
ATTNN 1 513ﬂ$£ﬂﬂﬂﬂlﬂ\1@1g‘ﬁﬂu‘ﬂ1“])"1/]17“51’]9]@@\3

A o ANuEMEINdea (i7)
38 Super LLAMA 4
9 mm para TAURUS 4
45 ACP LES BAER Custom 4
7.65 mm LLAMA 3

31
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(a) (b)

(©)

(d)

A 12 91758 unnneda Tudan 19iimsnaaes (a) ¥u1a.38 SUPER

(b) YUIN9 mm para (c) YUIA.45 ACP (d) YU1A7.65 mm

A = Hq 9o
MITNN 2 5'IEJﬂ%L'E]ﬂﬂﬂlﬂﬁﬂﬁgquﬂu‘l’li‘]ﬁ‘l’nﬂ?i‘l’]ﬂaﬂﬁ

VA fvte
.38 Super R-P

9 mm Luger S&B
45 Auto WINCHESTER
7.65 mm S&B
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amd 13 nszquiluee TawdAnilfhinsnaass (a) Y1 45 auto (b) YUIA .38 super

(¢) Y119 9 mm Luger (d) YU1A 7.65 mm

(a) (b)

M 14 naoawanadnnlnuinauily (a) Audenase (b) Jamenasdiomny Teflon



2. asanlslumsnaaes

Fomsind uvaaiian
Diphenylamine Fluka Chemie (chemika)
Methanol Fluka (Riedel-delHaén)
DI water HPLC grade
Nitrogen gas Masser Specially Gas Co.Ltd.

3. 5msnaassrnfSana DPA ludvilusazvanfvilulagmatia HPLC

34

dyo = a A a a A
MinaaealinimsAnyivilsua DPA lunsezquilu 4 wila Tuauiuuazlu

wiaualy

3.1 MImseualeg1aauly

Faautlu 2.0 mg

A 4

aza1911 methanol 2.00

mL

A 4

Sonicate 75 Y19

A 4

15991 membrane filtered 0.45 pm

A 4

a o
ALY Iag HPLC
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32 msmseuatedaviiauily
o = o @ Y ~ a 9
32.1 fimsostiusiunu 20 daludomaassnduszuuilavuianiig 6 m. o1
8 m. Nladavavaz litauia Nszezvennnasanaradniszuna 1.5 m. Tasseld lau
v
LMY Teflon 114 20 1A

o [}

9N Y o 2 <3 A Aa ld' 1 a 3 9
322 1§ 1iiud1dyy methanol WamiintluAnegindoana1d@niia 4 a1 ag
< a ] 9y ] A 1 Ao A [
iFauSEy Teflon 1dvua (limdeasuihddiaaeg)
o o dd’ < ] [ Aa
3.3.3 idangansiumu laiaTagdy methanol 2.00 mL
334 HIM3 sonicate tHurat 75 il uazii11ner 11U membrane filtered
Y ¥
1R 0.45 pm 9105151 115 3e3 1 Iagin3eq HPLC
33 MIMIBUAIT0ZANIAIFIU DPA 11 methanol
IATONEITAZANIATTIU DPA 19U 500 ppm 1AF3 Stock DPA 5 mg azatolu

methanol 10.00 mL

M13199 3 MINTOUAITAZIWNIATYIU DPA

waoadi 31105 DPA 131105 methanol | anududu | Usnasqnd
(mL) (mL) (ppm) (mL)
1 DPA 500 ppm 2.00 mL 8.00 100 10
2 DPA 100 ppm 3.00 mL 2.00 60 5
3 DPA 100 ppm 1.00 mL 4.00 20 5
4 | DPA 500 ppm 1.00 mL 9.00 10 10
5 DPA 10 ppm 5.00 mL 5.00 5 10




36

3.4 MIANAITVIAI I DPA adludieganends

n'; a A
F3AUU 5.0 mg

\ 4

aza1911 methanol 5.00 mL

IANEITVIATFIU DPA 10 ppm 1.00 mL

\4

a o
ALY Iag HPLC

Aq Y ° o A
3.5 annznl¥luminaaesdvsunied HPLC

Column Ascentis C-18(5 um), 15 cm x 16 mm
Mobile phase methanol:DI water (75:25)

Flow rate 1.0 mL/min

Detector wavelength 214 nm

Injection volume 10 uL

Temperature 25°C

4. 35M3NAA¥IA1 LOD tag LOQ
9 @ 1 < a Y = @
4.1 1% methanol:DI water 851831 75:25 WU Blank 1Ag3AT1ZHAWANIZIASINUMT
31A312HM DPA M9 10 AFS
o d‘ U o 1 o dy d' YA d' a .
42 e 1d ldwamunia1 LoD uaz LOQ TawihiiuildiiaNisingusna retention
v 2 [
time 5.500-6.000 U1 YBIMINAADING 10 AT ud i llmanlisauuinasgIu (SD)
43 9n1uia1 3SD uaz 10SD M unuadluns WuIATgIUYes DPA Woti1A1 LOD
1az LOQ



a L4 a a @ {
1MNMIAATIZHYTU DPA Tasmatia HPLC A32930028 UV detector 1A
#1A2Y 214 nm 18 Chromatogram NNEATAIVGIUAAIAININD 17 910 Chromatogram WuNN
. . A R G A A A ~
retention time 5.710 U0 cdﬁm,ﬂuwmm DPA Lla$Wﬂ1/IVl@#ﬁnﬂﬁﬂuﬂﬂ@@ﬂiﬂﬂWﬂ

A o A A A Y g ¥
Llﬁglﬂﬂu1ﬁ13ﬂ1ﬂi;§1u DPA NATIUNANUUYNUUA NG 1@Nﬂﬂ15ﬂﬂﬁﬂﬂﬂ1u@ﬂﬁﬁ

WHan1INaag

]
A

U

]
=

AU

ALEn

12.432

0.00

12.0

T T
10.00
Minutes

(=]

A7 15 Chromatogram YB4A15@2981ANMYNYY 1 mg/mL

37

n4



38

d' A= d' = [
910 Chromatogram Tunnd 15 ’L’fij]ll‘lﬂ'JTWﬂﬂﬂi?ﬂa51ﬂa$lﬂﬂﬂﬂ\1@151\1

=~ 1 . . a = J a
A3 1N 4 A1 Retention time GlJENﬁTiE)u‘V]‘jEJGhmuﬂu

ﬁﬂﬁ Retention time 13
1 2.650 Nitroglycerin
2 4.360 N-nitrosodiphenylamine (Nn-DPA)
3 5.710 Diphenylamine (DPA)
4 8.467 Ethyl centralite
5 12.432 Nitrocellulose

Yo K Y Y

{ { 1< { o av
doyanuaaslumsnd 4 idudoyadldandivedsdimsdneive1Auda

U U

v '
o A =

(MacCrehan 2005) #4asanunanmsveamsuenais lasldmaiialasunInsns il Tuaeensn
a < 3 =] o g ddy Y] saq ¥ I
uaNuiluTINNNIINIEgNrzeanIINARANUNBY  TuNIdilABANIN MY Reverse phase
4 4
E’ﬁlﬂ’iﬂGﬂﬂﬁ1ﬁ‘umiJﬂ’JmﬁalT’J"UENﬁﬁﬁN“] Aall Nitroglycerin (NG) > N-nitrosodiphenylamine
(Nn-DPA) > Diphenylamine (DPA) > Ethyl centralite (EC) > Nitrocellulose (NC)
a d A a
1. mauanzrivUsina pra Tuduily
a 4 a a A Ay ug}l Y
1AM ANIIzHITm DPA  Tuautluninnssguiluiavue 4 vine Tagly

a = o 9
matia HPLC l¥namsnaaeuiy Chromatogram #ail

_ -
Cpd
0050 i =]
-1 L
O 0 O

Al

MNN 16 Chromatogram fed1eautiuamduiv 1 mg/mL mﬂﬂizquﬂmum 45
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<3 Yo 1 a A A 1A
91N Chromatogram 321U laNdegeauunInnszguiu 4 v wuniiaves
1 . . I o {
15DPA 1A Retention time 118% Peak area 1T UAIAITI9N 5

A13190 5 Peak area Y09813 DPAuauiIu

Peak area Y93 DPA
vnanszguilu A v SD
AsIn 1 A3 2
7.65 mm 973547 573387 282956
45 Auto 742225 93961 458392
9 mm Luger 608709 149314 324841
.38 Super 27673 501757 335228

a d 2 ' a
2. maannznmdSinm DPA1H!°IJN1W1-!T]‘L!
a s a 1A Ay d' 9 a o o
NMIAATIZHYITU DPA “lmaumﬂuﬂum”lﬂmﬂmiﬂﬁlummu 20 UA N

a g o 4
nszguilu 4 vina Taelfinaiia HPLC T¥nanisnaasuily Chromatogram fail

N -
w] 25—_. LE
i i
0O 20—
0.1 5
—] ]
=
o1 o—
] =
0.057] E =N
i Fa e B e Le
4 53 3
. =1= g rE E r.::%
=1 vl T =
OO0 o L s oo
—— T —— 7 v
o.oo S5.00 10.00

AN 17 Chromatogram A29819111UINATEqUIUYIA 45 Auto
<3 FI Y ] TAa Ay A 1A
91N Chromatogram azt#iu laNdredawinantiuainnszguilu 4 vina wuniia

V99815 DPA Tf1 Retention time 11a% Peak area Lﬂuﬁamsn
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A113199 6 Peak area Y0313 DPA Tuinaualu

Peak area Y93 DPA
vinanszgquiy ra A SD
3N 1 33N 2
7.65 mm 267928 25324 171547
A5 Auto 55957 56770 574.9
9 mm Luger 51589 201799 106215
.38 Super 11330 - -

o 1% A m 9 o cas»l d' d' =
wemg - dmsunszguiluauia 38 super lii'lasinmsnaasenssi 2 esnn lifinszqu
A A Ay a o Aq Y g A
Punvuanazso@edInun 15 luminaaesnsan 1
nanamsnaaesam sy DPA  ludauily vazluminawily Tasiaisan
9 v ] I
AUNTANAN retention time FIITLHIN 5.500 -5.900 WA Fuilufinvod DPA wudnlSua
a " Aa 1 [ ~ o 9 [ :&y a a
DPA Tudutunazinaviluuanaisduis ssmudiauanuin lidesdsil 1U5ua DrA Tuau
= VA Ay Y A
Yunazivintlui ldangnnszguiluasuia 7.65 mm > .45 Auto > 9 mm Luger > .38 Super
3. uevestulunnnszguiluni 4 vina
a 4 a a A q’/‘ 1
1MIMINeaInTzin1lsuim DPA Tuduiluainnszguilung 4 vua wun

:l 3 3 3 a A A 1 J @ Y L]:_(I a & A
NITNAADIFING 2 ATIUU @mﬂumlmﬂuazgﬂﬁmmmmﬂuummm UAUYUNUNZIN

S 9

IS = (2 2 %
ﬂszquﬂuwammnmmzmummmnu

(a) (b)

v v
AN 18 AudenszguIINnIzauilume 4 vina

(a) 9 mm Luger ATIN 1 (b) 9 mm Luger AT 2 (c) .45 auto ATIN 1 (d) .45 auto ATIN 2
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(© (d)

(2

A 18 Audenszguannszgquiluns 4 vuia (ao)
(a) 9 mm Luger ATIN 1 (b) 9 mm Luger AT 2 (c) .45 auto ASIN 1 (d) .45 auto AFIN 2

(e) 7.65 mm ASIN 1 (f) 7.65 mm ATIN 2 (g) .38 super
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v v Y

A o '

~ <3 Y1 a 1 o (Y v A A
NNINN 18 ‘U$!,'Viu“lﬂ'JTQHﬁQﬂﬁunﬂquﬂﬂWﬂTEVlﬂaﬂ\ﬂ/N2 ﬂﬁﬂllgﬂﬁ?ﬁ“l/]

UANANNY BFUIIAINITIN 7

=

M319N 7 vnanazglinvesaudinszguildinmnaaes

vnanszguilu

\ a 1
mmmngﬂsnmmﬂummzqu

9 mm Luger A5IN 1

A o I 1 9 [
a1 sUnsenszuemunoueUszuial 1 mm. VUIAEUATY

L)

4
Auna1lszu 1 mm.

Y
v A

9 mm Luger 774N 2

= o < % 1< ] 9 1 J
aar \uiiuam EﬂmiQLﬂutLWUﬂaNU1\151]1!1ﬂlﬁuw']uﬂuﬂﬂﬂ1\1

15238 1 mm.

a A dyQJ 3 ' 9 1
v, FweHvin Unsanszuenuneuelszina 1 mm. iurIU
45 auto ATIN 1 y
Auanaa1lszanas 0.5 mm.
Qs/l A A o o g Il 1 < 1
45 auto A3IN 2 ddudugiuan gunsalinivewiuuduing

I
v A

7.65 mm AN 1

o

£
M gunsanan naaliinla

)
Do
-

Y
v A

7.65 mm TN 2

FZ

81311 3UNnTInszveniunousUszana 1 mm. iduru

U

20

udnaszuas 0.5 mm.

.38 super AN 1

QD [eR D

Do

I~ ] 9 ]
1 gUnsenszuenuneuesza I mm. ViNATUHIY

Y
UINA19LIZINal 1 mm. NURIMEI

e
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4. MIALNAINANTFIU DPA 114 methanol
a 4 { 1
VNMSIATIEHAITNATFIU DPA 1 methanol  AANMTNTUAA

£4
14 Chromatogram UB4@1TNIATTIU ail

0357
030
0.25]

020

AU

1.405

0.05]

Peak? -

EPeakl -1.085
7Peak3— 2.821

H
= |
H
= |

0.007

L e e L B e ey B B B T
2.00 4.00 6.00 3.00 10.00
Minutes

M 19 Chromatogram Y9IA13U1ATFIU DPAANMTNAY 100 mg/mL
d’ o a 4 091’ & [
TagniimMInaaes AT Iz AT MIATTIURIHA 6 ANuRuTY 59 lAnadinnTg

A v o @ ' ' A4 A dqua o Y 9
AT NN 8 ﬂ'J"IiJﬂ'iJ‘WMTJi%‘H'JNﬂHﬂﬁfJWM‘V]1@]Wﬂﬂﬂﬂ?1m"lm"llu"llﬂ\1 DPA (mg/L)

ANMYNUY (mg/L) Aundenadldin SD
5 298692 21542
10 577687 52145
20 1157752 28443
60 3419604 170997
100 5653321 521771

zi A 1 d‘ 1 d' dy d' Y
e SD ﬂﬂﬁ’JML‘UENL‘]J‘Hiﬂ@]iﬁﬂ!mﬂﬂnﬂﬂﬂmﬂ\‘lwM%lﬁWﬂﬂJﬂQ Standard DPA 910

Y
NMSNINTNAADI 3 51
A o v v v & ' ' A4 & dqyua o Y v
werhveyalumsnanuduiusseniaunasiunlafiaduanuduiuyes

J Y o

1 Y v W < = o J A
DPA (mg/L) uwaeani W’U”ﬂhlﬂﬂ’fl‘hﬁﬂwumﬂulﬁuﬁﬁﬂ UTUMITUTPIANUTUNUT AD

]
=t

y = 56405x +21629 tazA1 R’ =1 dauaaalugii 20



7000000 -
6000000 -
5000000 -
4000000 -
3000000 -

Peak area

2000000 -
1000000 -

0
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y = 56405x + 21629
R? =1

20 40 60 80 100 120
Concentration of DPA (mg/L)

Y
A

A v o ' Yy v S = o Aq ¥a
NINN 20 ﬂi"l?\lﬂ'J"IiJﬁiJ‘W'11!‘5531431\1?’1313JL5U$J"11‘H"U'E)\1 DPA @34 5 93 100 mg/L ﬂUW‘L!‘V]GlG]‘Wﬂ

5. MIANAIINNIFIM DPA asludedanauds

o . Y 1 1 a d' A [ 1A d' d'
N1N17 spike standard DPA Tuesaedanonss LWE)fJ’LJEJ’LJ’ﬂWﬂ'VIﬂ’ﬂﬂQ‘VI

Y
retention time 1714¢) (FUAAVDIANT DPA

AU

D.ED—:
0.40—:
0.2[1—: ‘
D.1D—:

0.00+

w o
L ar BTSN | —
T e =]
=8 3 | B S
a = ~ \ . oG
‘N 5 | | R~ :
;mﬁ e | ! o [} e
o] ] | L D ]
aﬁ_ug 2 [ o o @
J \ ™, o

b = —.EZ r-y P i
— — T —

2.00 4.00 5.00 8.00 10.00

Minutes

AN 21 Chromatogram ¥o3AUTUNNTZFUTUYLIA 9 mm Luger
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0.504 $
0.40+ %
0.304
= ]
) ‘
0.207
M~ = =)
| B88 S g &
u T I od
A IR PCRNEN | S .
— =t
o w = |H o = 2
TOHD @ | | & @ i
] S—_D_%Q_I \ ~ (T a
0.00q—=% o oy = x i
T T T L
2.00 4.00 .00 8.00 10.00
Minutes

A a Ay A AY Y a
NN 22 Chromatogram mmﬂuﬂumﬂﬂﬁzquﬂuﬂmm 9 mm Luger m'lﬂmumimmj;m

DPA  ANUWNYY 2 mg/L

v 2
910 Chromatogram UMW 20 1A 21 WUITNURN

Faamnsoagllademsiei o

v
=1

Y A 4
ANAUDINTIT DPA WU

A4 & dqya o 1 Aa . . o
15197 9 WuN1ANAYDIAI9819NY retention time ATINVAIT DPA

- AN TINNTFIY PR
Auiuninnszqu Wuhldiia
DPA
- 573387
7.65 mm
2 ppm 667032
- 501757
.38 Super
2 ppm 519160
- 149314
9 mm Luger
2 ppm 246009
- 93961
45 Auto
2 ppm 452182
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6. M3¥1A1 LOD taz LOQ
1 a s a 9 . I
A1311A1 LOD ag LOQ ¥84msias1evnlsuna DPA Taeld mobile phase 111

E4
methanol:DI water 8A3184 75:25 11J1 Blank ‘I8 Chromatogram il

0014+

0012 %

0010

AU

T
10.00
Minutes

NN 23 Chromatogram¥® Blank (methanol:DI water 75:25)

A4 o & dgya 4 = . . !
910 chromatogram LiJ?]lﬂWlWﬂG]Wﬂ‘V]ﬂﬂﬂg]w retention time 3EWIN 5.500-6.000

S R g . . =~ = A o :l 3 o
U FUUUF retention time T]‘]J‘ﬂﬂgWﬂ"UﬁlQ DPA TagiimMInaaeddn 10 A59 INAIUIBN

9

A1 SD 91n1TUIIMIAT LOD F9A11984910 3SD tag LOQ $4A114924910 10SD WLIA1 LOD

Do

N1ATA NI 0.033 mg/L tag LOQ N IANAMMIA 0.11 mg/L



ayuazinsainanisnaaes

a 4 a o [ a Ay 1T a A v Y
NN AATEHSa DPA Tudledsduiuuazmiinauiu Tasmsanaaie
methanol 113905096 membrane filtered 0.45 pm UANIINIAT IR emMATIn HPLC Tad
~Aq Y o o v A A P v
gz lFlumsnaaeaiiming 19318 UV detector N1ANE1IAAY 214 nm Iaglyneanl
¥ Y
Reverse phase C,, (RP-18) Fuiluaodurisiialuii (non-polar)
910 Calibration curve ¥84e3MATTIH DPA Idanuduiusidudunsaay
AU y = 56405x +21629 1im1 R’ = 1.0 uazamnuiluduasioglurie 5-100 mg/L Fasn
Correlation coefficient (R*) Mtiluaiansdaninumiuduass daiuilonasanaina R 114
Y
naMInaassinuNNaNuiuduase uazA1 LOD tag LOQ HAee(LOD = 0.033 mg/L
18z LOQ = 0.11 mg/L) Fauaaaiunaiia HPLC duilumatianainsainsizy DPA lu
o VoA A " a Y ] Y
fegeantuazvinautu ldnanududusedy ppm
a d A a
1. msanzrivnUsina pra Tuduily

v

a 4 a a A @ Y
MAMIAAIIZHTe DPA luauiuaingnnszquiarue 4 vie Tagls

9
v A

mAlA HPLC Wu3131a DPA nuluganssguilnnuuanaenu @ail

d' a a A A
M3°199 10 15w DPA Tudutlunnnszguilu 4 vune

US1nae DPA ludindu (mg/L)
vanszgully v vz SD
A 1 Asan 2
7.65 mm 16.88 9.78 5.02
45 Auto 12.78 1.28 8.13
9 mm Luger 10.41 2.26 5.76
38 Super 0.12 8.51 5.93

a a { o a J :Il :Il ' o 4
15119 DPA Gluﬂu'ﬂuﬁmmmmﬁwm 2 A9 ﬁﬂ’NMMﬂGINﬂHMWﬂLﬁENGNf]

Aq ¥ Y1 @ Ay 2 @ 1 1 @
ansegunlFlunisnaaes uddnezidudveuazyuia@edrny ualsUsvansasve

a U

) e

] A @ I Y a 1 v Y
UHAINTSGUNAIIDU ®1mﬂuwa1wﬂsmm DPA ANNINUNIY

47
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a d' a Ay [ d' A’ o a
nnsua DPA Anuluaududuaasluaisiei 10 efuaa Ysum DPA Tu
W18 mg/g vosauilu 9z 1d15ua pPA Tuautludemsiei 11

= a a A 4
319 11 U5ua DPA Tudutluainnszguilu 4 vine

USanas DPA ludnily (mg/e)
vinanszguilu r T SD
aan 1 asai 2
7.65 mm 8.44 4.89 2.51
45 Auto 6.39 0.64 4.066
9 mm Luger 5.21 1.13 2.88
.38 Super 0.06 4.26 2.97

T EZ
av = Y

NANaMINAaodnyNUsuIa DPA Nnuluauiulunuddsiianuasandes

] ]
AR

@ a av A o v l <
fuwaminaaoimsnilsm DA lunuisedusldmsazareniimsanadiediuiy
Y o . a sy a [ = o Ay YA
2-butanol  AIWAIBNITN sonicate 1A IUATIZHAIBMATA HPLC 1uidedny wah lane
WU DPA aglueI9 5.00-5.50 mg/g (Michelle Reardon 2001)
2. mydnnzrmnSina DPA luah@uilu
a J a 1Ta A A os/‘
nAMIIAeHTNe DPA luwihdutunnnszquiunaue 4 vina lae

lématia HPLC wulTuna DPA anuluvihauihuiianuuanaiaiu @il

A a A A A
M13199 12 U511a DPA Tuwanavuainnseguily 4 vinae

USanas DPA luvainu (mg/L)
vinanszguilu v v SD
asai 1 Asan 2
7.65 mm 437 0.07 3.041
45 Auto 0.61 0.62 0.007
9 mm Luger 0.54 2.26 1.22
.38 Super Tsiww - -

Fl 1 N
winemg : dmsunszquiluvua 38 super i 1diimsnaaensah 2 iesnin lulinszqu
& A4y A o g Y & 4
Yuvnanazaiomernunlyluninaasnian 1
a 1T a A g a 09)1 09/’ 1 @ 4
Y5 DA Tuahautuiny Ideinmssans 2 ase Tanusananiuiiesn

9
aurigasao I
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a ' :1’ = a a ' A ' a
miﬂﬂugmazﬂﬁqmwmmwﬂwmﬂmﬂmiﬂa"lﬂﬂmﬂwmﬂuuwu Teflon UTIU
] ' A o ¥ A Aqud VA A 3 o v P a A Ad
AUNADINATAN wﬂﬂﬂamwmﬁmﬂmsl%mmwmuﬂuuﬂﬂ mmﬂuwawﬂmmmﬂuﬂumﬂu
Y 9
lavieoas
a 1 A o a (qg: qszl = 1 1 [ Aa 1
AUTINTZAUNUINUATIZHNN 2 AT mumuazgﬂsmmmwﬂu NITNAUN
= 1 J v A 1w 9 v & a 1 A
nszguilvinauazjUsnaniuiinaaeonsimaw Induazusaiulunsgqu saudainszgui

= ' A S Ao 9! A A o Yy A '
HgUsruudesnseainaaiionsimsmn luil lhigasazuuunaniisasinmsw nddnige wu

=1

minaaeelugnnizgqu 7.65 mm  wunnszgquiluildiiminaaoensin 1 audainszgqull
9 H
JUs DAY LAMINAABIASIN 2 Audenszgquiizdsiuunsanszuen JuildlTuw
DPA NNUNAIUUANA1IAY
3. MANATINA3FIY DPA adluedanouas
o 1 a A P a A A A Y o
91N Chromatogram ve4fogWALUtazvihauuniiluiinves DPA lakims
4 [ o . @ 1 1 a
naasuieifims Identify WAUDY DPA 3931M3 spike standard DPA luansded1anenss

% =

A a 4 4 2 & A & duy
MREUGUINNANYIINGN retention time Wue) 1WUNAVOIAT DPA FIHAMINAADIN lanuN

& dqya A A LA . a A2 A A
Wu‘ﬂi@]WﬂﬂJﬂﬂﬁﬁ‘nﬂﬁﬂgﬂ retention time NOYFINTLHIN 5.500 -6.000 UIN (WUVUINOUMT

. o 1A ' A A A A
spike  @1501sgu DPA  adlludrednsduily  uaz hisingfinduiivenmileninms
a Ja A 1 = . v g A o Y1 A =~
3Lﬂ§1$ﬁﬂuﬂuﬂ®u3\lﬂ15 spike TITUINITIIU uuﬂl‘ﬂuﬂ’ﬁfJUfJullﬂ'ﬂWﬂﬂJ@\‘]ﬁ']ﬁﬂﬂ§1ﬂ§]°ﬂ
retention time 19§¥243211314 5.500 -6.000 W17 1lufinves DPA
Y
4. Udlauauuy

@ am < 1 a A Y =~ o g} o 14 o A
4.1 WGMHTJ‘EﬂﬁLﬂ‘]JHJlﬂﬂH‘]JHGlﬁiﬂﬂWEI‘Vli]%‘IN‘LHW‘L!ﬂqﬂ 21992911 lagn sty

v
=

o o A Y o A A o = = a a a
Swamiavesnszguiunldimsnaasunezii liuSeudiendSina DPA 1Fel5im
vosauutazvihauily
= o d' d'd 1 a d' T a 1 o Y
42 dnmdnnlsounimanelsuia DPA Awulwmanauilu wu 1uuiaves
Ay A a
nszquilu Hieszezes

= a d' A Y A ] d’t! Ya ,3’ A d‘
43 fAnymilsuna DPA wwﬂuﬁmmaamm U NUBREY WU MIND1)D
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Chromatogram ¥83a15as2183193551U4 DPA Iﬂﬂﬂ?ﬁ%!ﬂ‘ﬂ%ﬁﬁ;ﬁﬂ!ﬂﬂﬁﬂ HPLC

0018
0016
0.0147

0012

Peak1 - 1.082

Al
Peak2 - 1.404

0.010
0.008

0.006

0.004

0.002-

g 0 g ; T
200 4.00 6.00 8.00
IMinutes

A7 24 Chromatogram Y89 DPA ANMANYY 5 mg/L

0035
0.030

0025

Peak1 - 1.080
Peak3 - 2.831

00201

Al

0015

Peak2 - 1.399

0010

0005

0.000- n =
—
2.00 4.00 6.00 8.00
Minutes

I
10.00

MWA 25 Chromatogram U84 DPA NAMMTUYY 10 mg/L



Al

= = = =
=1 =1 =1 =1
i o @ =1

':I.Jlll.'?l||.I':I.I.I|L$Jlll'-_rlI.I.I?llll'-_rl.l.||?lll

0.02

=
=1

0.00

Pegkt

Peak3 - 2.830

Peak2 - 1.407

Peak1 - 1.087

| | '
8.00 10.00

Minutes

A 26 Chromatogram Y94 DPA AANUTNTY 20 mg/L

Al

gkt

Peak1 - 1.098

=
=
=
b
B
=

. 7Peak3- 2.835

| > Peak2 - 1.405

|
8.00
Minutes

(3%
(=]
(=]

7N 27 Chromatogram Y94 DPA AANUTNTY 60 mg/L
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Al

-
o

Pregkdt

2]
=

i Fpeaxs- 2.821
I

1
2.00 4.00 6.00 8.00
Minutes

ANA 28 Chromatogram U84 DPA NAMMYNTU 100 mg/L
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Chromatogram ve3feehaauilu lasmsImszridemaiia HPLC v4h 2 asa

O .03 0
1 &=
1 <=
0.0OZ2 5 —
] =]
. 25
] =
0. OZ20 I i

o000 5.00 1000

9 v
v A

AN 30 Chromatogram ¥0IAE AUV UNNNTZFUITUVUINA 45 Auto (AFIN 1)
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1106
2064

002 00—

Al

0
o
o

nD.005—

o
w}
o
| |IIII|||I||III

Y
v A

MU 31 Chromatogram Gumﬁaaeiwﬁuﬂmmﬂizqu'ﬂummﬂ 9 mm Luger (5349 1)

o

b

o

Lidid
it

3 b=
0. =5
u3n£ [

Al

o o
NN
?JIIILPI.III
113

v
i

v
0
0

o
o
.IIIII.II.IIIII.I.I.IJ.II.I

v
0

0 9
]

£ 1
v A
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