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Development of Petroleum Hydrocarbons Analysis Techniques in soil

samples by Gas Chromatography/Mass Spectrometry

1*
Sumana Pansamut

Abstract

This technical development analysis was of the Total Petroleum Hydrocarbons
contaminated samples soil by Gas Chromatography/Mass Spectrometry . we used the
Headspace Injection method for analysis of hydrocarbons in the Ci-Cis range and also the Liquid
Injection method which analyze the hydrocarbons in the Cy0-Cs5 range to show the quantitative
analysis of the organic substance in all of soil species for distillation. The finding indicated that
the higher accuracy appropriated of analysis the quantitative of Total Petroleum Hydrocarbons
in all samples soil species . In this experiment was conducted by analysis of Total Petroleum
Hydrocarbons in both Technical Headspace Injection and Liquid Injection in the wet clay soils
of the 4 types to see the difference of organic in the soil of the 4 types of% recovery in this
section which opened to spike down some standard Total Petroleum Hydrocarbons on 50 mg
/ kg and both specification for analysis. The results of the analysis Technical Headspace Injection
was used in the Total Petroleum Hydrocarbons Cs-Ci2 and also Liquid Injection in the range Ci3-
Czs. In addition, the both techniques have to take as the sum of Total Petroleum Hydrocarbons

of the measured data was in the range of Cs-Cos.

Keywords : Total Petroleum Hydrocarbons , Gas Chromatography / Mass Spectrometry,

Headspace Injection, Liquid Injection
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Jipsreinstudeutisulufulunsiasiest lalasansueusau(Total Petroleurn Hydrocarbons)
wioi3undeq3n TPHs Feufalasurlnnsafl/uuaaiuninsiund ( Gas Chromatography/Mass
Spectrometry ) wiai3undaqi1 GO/MS FadumadalunisiinsgimetianarUsnmans fldany
fouegrauwnivias Wesmnilumediafildsndzia 2 Ussnishishediu fie Usenisusn Sanuananse
Tunsuenanswandeddnuarnsnanafuleldieliesnifussiusenouidsn fedslasunlnns g
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%’amaumaaLUﬂm”mJaamiﬁmmmiﬂumsﬁmﬁw nénwalanslieaivszansam Jauladiazih
wmAlA Headspace Imectlon method Wag tnAtlia Liquid Injection method mi‘iﬂummm% ¥
TPHs ’LumumLwamnﬁmimaawumummammmmumiuaulmamqls [1,2] FupSesilofianunse
Bradasedt TPHs luiviuiinanesiin ddunudseifladon Goms lunsimszdt uiidositaves
yawmadln GO/MS Ao Wumedafimunzdmsunmsinssiarsiinatedulelding Tneviald a1ss
ausunnndn 1070 ety flavanunsainseileednt arsuszneusiuiuanndislansiitiaa
fulednazanunsnthundiegiei Ine3s Go/Mms dazdesiujisemaniitedsulieglusuves
oyiusAmnzaudafinudulegs 1wu Tuguueseyius Trimethylsiyl ethers lusu nsusnAm
wansnswedleleweiuinmneg Mendnnisuaauninsunsidesitn Weswnd nsuenanuuansig
voslelewesaiinfneg fie Mendnnisuaaninsuniazddodidn iesannisiiuuaaunasy
adnendety wu lunsdveswuaaunniuves oxylene, mxylene waz pxylene udu deiuua
anmsuadeadetuinn Tumsuftienauslulymilensufvanmngnsuenlumalasunlnns
waznsldnodun GC Mumnzan wazansllunsiauasUSnasinieiior nld %uagjﬁ’u lonization
method waz detection mode Fslnevludosnisusinaasdmsunsazasdusenauiisndudmsu
N30 599IAUEUIU 0.1-100 ng mﬂmm@é’aﬁlﬁﬂénmﬂwé{u s vesmailaHeadspace Injection
method way wAlla Liquid Injection method unldfuRuiegeiifiugel Insnsihandudl Uan.
anviieatannisnesiul o.51vaunsede 2.uAs5ENN AR 11.861621 , 99.748331 (Ausiulu
71518) UAN.U3.181U5227U 0.,4109U5¥IUASTUS ANm 11.861621, 99.784331 (Ausiu) Usv. wuiayl
aU9 (V1L01) 8.A351%1 2.98YT Wiin 13.137534, 100.984998 (Aunse) Unn. a1vaiadinis d1in
Uannsensanailug (Ueun ¥1980) NTNNT Wiie 13.68639, 100.60278 (Auwwilyd) [3,4]mmfmifl
fushegaiu thluafngae Sonicate waafin1s spike TPHs anntuwiluinszsigne GO/MS Feazsh
1ns1u1 maila Headspace Injection method wag wiadia Liquid Injection method Y8IGC/MSTH
THlaRtuNIMUTIIaveINIT IRz TPHs AuRuiedeld wazanunsailulfideduuselevilu
mslnseRReiuAuiiinsuudeuidusiold



96 | Ui 12 aufl 1 (Un9IAU-wIY WA 2560) quun Uuayns

MQUILAIAYaINITINY

defimmavesinhavaneildlunsada TPHs lufusieUSinamsduridndeglufuuiasyila
Antun15IW

1. MsaNARIBE1SAY

Tunsinuiiansavaneilélunisada 2 wia 18uA 1: 1 (Hexane: Acetone) uas Methanol
Tngldsunnsiivingu fie 1.5 mL Wiefinwmavesasazanedildlunisataseonisiasieyt TPHs Tufu

1.1 nswiseudaegenu Weldiuwaiia Headspace Injection

viuden fuuks fudesvesusasiuani 4 vinAe Auniiod Ausiu Aunse Au

SuunseNIed danuit MAuFegsiunn tu thludeulduan dmtumsiesied Headspace
InjectionUszanad 2 ASH 91U 3 VInvesfuten Auwr AudosvoniamusawTvLe 4 vila 90 4
gouit 91niu1van 91 3 930 wilaeTidald TPHs $1u3u 50 me/mL daiield 5-10 wt Tneils
$1uau 2 vanvesduden Auwis Audesiomuasiuiu 4 viln van fwde 1 van szl Sample
blank Tngn stiiutin DI Usu1ms 5 mL antuth vam 51 3 vam thadind DI §1uan 5 mL vesiu
Heualuwsazadin wazi YIASIUIU 1 VIR TecuABEAULTING Spike. Standard TPHs asluifu
anududugariiefianududu 50 ppm niuiluhneseisenies GC/MS2].

fad1e NMIAIUINUTUINTNT Spike EAZAIBUINTFIN TPHs adluflaERunAgauy
USUNTN13 Spike @NsasanguInIgIu TPHs = 50 mg\kg
Aud19819 1 Kg * 1,000 ¢ * 1000 mg = 10° mg
1 Kg lg
Tufu 10° mg azdlansazateunsgiu TPHs 50 mg ;
911"AY 2,000 mg Aeilan3119FIU TPHS 2,000 mg/mL* 50 mg = 0.1 mg
10° mg
ANUNTUANTALAIEUINTFIY TPHS 1000 me/mL
TuuSums TPHs 1000 mL fiAaadudu Std. TPHs 1000 mg
alulsuIns TPHs 1 mL 98fiAnuidudusStd. TPHs 1000 mg* 1 mlL = 1 mg
1000 mL

AIINTUYDISED. TPHs 1 mg Tudinms 1 mL
DIANULTNTUVDIStA.TPHs - 0.1 mg agldUsums 0.l mg* 1 mL = 0.1 mL; 100 pL
1 mg
FohuBunesifldlums Spike ansazaeNIPsgIU TPHs adluiethusiazytin 0.1 mL
1.2 mawdeudiegenu wWieldiumada Liquid Injection
vpudon Auwke Augesvausariuui ¢ viinde Aumilen Ausiu fAunse fusiu
Uunsefinag daudtl Miudeganunniy Fild vanUszana 1 n%u $1u9n 3 990 91ntu1vIn
W 3 990 wald TPHs 5 mg/mL Fafiald 5-10 wift $1uau 2 vaevespuTon Auuk Audesavun
4 %iln van finde 1 vinluwdazAuazirluyii Sample blank Tnsnisiinaisazane : 1(Hexane :
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Acetone ) U3uas 5 mL 91niaunhvansia 3 w3 snazanely 1: 1 (Hexane : Acetone ) U3anms 5 mL
vaspunoualuusazadn thlatngiendos Ultrasonic Bath Wunan 30 wiit anntuihlunsesdae
NILATYNTOIVUIA 0.45 um 910U 3 90 W1 VIATIUIU 1 VINUDIUAAZAULIYIINTG Spike. Standard
TPHs asluifunrunduduanyneiianududu 5 ppm thluimsiesgimnendos GO/MS 2.

faad1e N1sALINUINIATAS Spike #1988a°89U193§1U TPHs asludledsfunagau
U311935113 Spike d1382a7°8UMIF U TPHs = 5 mg\kg

AuI9819 1 Kg * 1000 ¢ * 1000 mg = 10° mg
1 Kg lg
Tufu 10° mg veilansazaneannggIu TPHs 5 mg
olufn 2000 mg IeiansazaneuInsgIu TPHs 2000 mg* 5 mg = 0.01 mg

10° mg
ANUTNTUANTALAIEUINTFIY TPHS 1000 me/mL
TuuSums TPHs 1000 mL fAuigudu Std.TPHs 1000 mg

aluUsuIRs TPHs 1 mL 98fiAnaidudusStd. TPHs 1000 mg* 1 mlL = 1 mg
1000 mL
AUTNTUVDY Std.TPHs 1 mg TuuTuias 1 mL
A1ANULTNTUVD Std TPHs 0.1 mg agl9U31195 0.01 mg* 1 mL = 0.01 mL; 10 L
1 mg
Faduusinasilldlums Spike ansavaneanasgiu TPHs adlusothaiuusazeiin
0.01 mL
2. N15M383 Standard Calibration Curve of Headspace Injection
W38 Stock Standard TPHs 11910 Merck (Darmstadt, Germany)d 1w 1000 ppm
LAENITHANAITUINTFIUYBS TPHs 10,000 ppm aga18d38 Methanol 3UATU 1.5 mLLaginTey
Standard Calibration Curve fianandudu 1,5, 10, 20, 30, 50 , 100, 200, 400 ppm U5uUsuAs
1 mL #eth DI ¥hnsieseideinies GC/MS Scion Triple Quard Tneanmzweies GC/MS waila
Headspace Injection fanmesil gungiivesdnasuargumnivesdumesivlaisiy 2500 C° way
2700 C°anudrdu Usunasiidnsiuau 2.5 ml Tufaddoy Wudmlaeddnsnisiva 1ml/min 14
wadawuu Split Taeil Purge time 3 Wil 9asunaasidu 41, 43, 57,71,83 §nsin1sauwnu Ae 17 Uil
way ddLanmseutafinatsleasiviniu-70eV lngaaduil: BR-5 (5%diphenyl/95%dimethyl
polysiloxane )
3. N5M38U Standard Calibration Curve of Liquid Injection
¥n15wsen 1: 1 ( Hexane : Acetone ) wiesilut3unns 250 mL 91nthy w3eu Stock

Standard TPHs 1000 ppm 917 Standard MIX TPHs 10000 ppm azaie678 1: 1 ( Hexane :
Acetone ) 3UASU 1.5 mLiay w3y Standard Calibration Curve Viﬂ’lmﬁwﬁu 1,5,10,20, 50,
100 ppm 910 Standard TPH 1000 ppm U5UU3u105 1 mL A28 1: 1 (Hexane : Acetone ) lagil
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AnzLA3es GC/MS dmsunsinsizdimaila Liquid Injection Tneaaduil: BR-5 (5% diphenyl/95%
dimethyl polysiloxane ) gaungitesdings uazvgnmgiivesdumesivaileniu 2500°C uag 2700 C°
audIy USumsiiansiwan 10 pL Wufasdey W@udmilaedisnsnisina tmUmin Mdwadawuu
Split TnailPurge time 3 UN# Yr9unaavidu 41, 43, 57,71,83 As1ANSaLAY Ap 17 W19 Lay i
Blanasoudafnaneleesiviniu -70eV arsazangldlunisanna 2 vila leun 1: 1 (Hexane: Acetone)
ez Methanol
4. A79819va9AUYiaf199 1 4 Lmdaﬁagﬁnm%uﬁﬂﬁuﬂw.

Fregafudiléunein 4 unasied Unan.awndieatadinisnesdul a.s1vdunuiinssde 4.
UATTIVALN WA 11.861621 , 99.748331 Unv.U2.11U5297U 9.1003UT31UAITUS Aifn 11.861621,
99.784331 Uan. unauavs (1L41) 9.A351%1 2.9aY3 WA 13.137534, 100.984998 Unan. a1
adaniy ddnUdansensenanluy (U1 ¥198n) NFUNNT Wi 13.68639, 100.60278 ot
annuay ATz TPHs TuRu

NaN13IvAaAUIY

1. wanshesent auden Aunis wavAudosvesiune 4 v daemaila Headspace
Injection WuanWaN5IATIZA TPHsluRusIuUms e nUInuduiisels (me/ke) 13 adedl
A% Recoveryfia 44.70,36.59 way 31.97 AuA151971 1 wananan153insnge TPHsuAusuUunse

AN9197 1 LARSKASINNNTIATIEY TPHs TuRusuUung e

Headspace ( Ausiuluvsie ) Headspace ( Ausiulunsiy ) Headspace ( AusuUunse )
AW AW A
Wudhudl Wuduit Wudud
Tolet Yol Tolel
YUARY (mg/kg) % Recovery inmu (mg/kg) % Recovery Yinmu (mg/kg) % Recovery
Sample Sample Sample
blank 0.06 blank 0.03 blank 0.07
fudan 24.78 AU 21.36 fugoy 23.60
fulon+ Aunmie+ fudon+
STD 136.54 44.70 STD 112.85 36.59 STD 103.53 31.97

HANI5ILATIEN TPHSIUAUSINUUNTIY NUIIANILTNTUNIale (mg/kg) Me3mTadian %
Recoveryf 44.70, 36.59 Wag 31.97 LagNaNISLAAINANITIATIZIA TPHs TUAUTIUNUINAITUTY
Miale (mg/kg) N93A39IAT % Recoveryfs 44.94,45.90uay 30.39

2. NaNITAATIZY AUTYn AULAS Lazhugosuesauya 4 sila daewmaila Liquid Injection
WARIHANTTILASIE TPHsIuAUMTET WuIAdudundale (me/ke) 1193 ASelAN % Recoveryfa
130,35.8 WAz 65.5 MIUAITINN 2
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Liquid ( fiuwmden ) Liquid ( Auwntien) Liquid ( fiumden)
AU AN AN
il Wt Wt
Tale % Talst % Talgt
yiaRu | (me/kg) | Recovery | wtimdiu | (mg/kg) | Recovery | wfimdiu | (mg/kg) | % Recovery
Sample Sample Sample
blank 28.13 blank 23.77 blank 49.53
fulen | 30.72 AU 26.77 futoy 54.78
iy
Jan+ AULES+ fugou+
STD 37.23 130 STD 28.56 35.8 STD 58.06 65.6

v
o

LAZNANTSLERIHANTIATIZY TPHslUAUS U wuAadaduitinld (me/ke) a3 adsiian
% Recoveryfio 47.4, 104 way 170 Wanswannansiasze TPHsuRunse nuianadududive
1§ (me/ke) 193 ASafien % Recoveryda 51, 64.6 uay 50 WanIILARIHANTTIASIZH TPHsluAUIIY
Uuns1e wuimnaduduiitald (me/kg) a3 adsiiAn % Recoveryiialss, 158 uay 82.4 waz 5 A
HAWANIN1SIATIZY TPHs Tufusiudunsie a1nn1siibedasieninisiasizd TPHs Tumaila
Headspace wag Liquid Injectionguisalidnna daA19%Recovery AUaIHU Fell 101.56.83.20,46.62
uay 8.40

M54 3 LARINATINNITIATIZR TPHs Tumatla Headspace wag Liquid Injection

NaTIUNIINTIVIA TPHS
Sample Liquid HATI 2
[1 ﬁSpike blank Injection Headspace WwAla

YUARU (mg/kg) (mg/ke) (mg/kg) (mg/kg) (mg/keg) 9%Recovery
Auutlen 50 9.16 51.99 7.95 50.78 101.56

AUTIU 50 12.42 49.13 4.89 41.60 83.20
fiusulu

NIy 50 12.24 25.77 9.78 23.31 46.62
AUNIIY 50 14.17 10.25 8.12 4.20 8.40
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wdniidegeiuiildiunang unds umaaeunvhn1slesied TPHs Tuiu aglédna
mMsneaesriinveslalasnisusuain Standard Marker Aaeinaila Headspace Injection fi® Hexane
(Ce), Heptane (C7), Octane (Cg), Decane (Cio), Dodecane (Ciouag Hexadecane (Cy6) leina Retention
time (min)A 181 FUFad 1.80, 3.10, 5.10, 11.50, 18.000a%23.00 d1UNANISNABDITUAVDI
lalasA3uauain Standard Marker #2eimaila Liquid Injectiontiu azldnan1snaasswiinves
lalasAsuauann Standard Marker smgwmaile Headspace ﬁaHexane(Cé),Heptane (C7), Octane(Cg),
Decane(Cyp), Dodecane (Ciz), Hexadecane(Cys), Heneicosane( Cu; ) Hexacosane ( Cyp )bha g
Pentatriacontane ( Css )lata Retention time (min)mﬂuﬁﬂﬁuﬁdﬂi 1.80, 3.10, 4.90, 9.80, 14.80, 20.50,
25.10, 28.0048%31.00 WaN15ILATIZY Y89Standard (TPHs) Calibration Curve of Headspace vu
WU WAAIAINLUNTUVDY Standard TPHs of Headspacemnuidsituees TPH 1,5, 10,20, 30,
50, 100 ppmil peak area fidrmudusedl 14,13, 63.80 uay 8664 HAnIS Repeat Standard
(TPHs) Calibration Curve of Headspace 7 100 pprmanuau 3 ads dhunutn fien 102,22, 102.04 waz
108.85 MUEFU warnan15IAseY Standard (TPH) Calibration Curve of Liquid Injection 7213
\udu ¥e4 Standard TPHs of Liquid Injection 31na@ns C1Vi =C,V, lagin3euadnuidutuveas TPHs
fie1,5,10,20, 50, waz100 ppmil peak area ffmudsusiedl 80.32, 128.40, 258.40, 650.40,
859.60 uag 1306.74 @IUNANITILATIZRNATINYOS TPHs Tuimada Headspace Injection e Liquid
injection Tutiilévinsnasedluduveshiudonvesiuia 4 «lin ogeuuaniawesasduvisios
Tuirte 4 ¥iln 3uds % Recovery ludauiildvhnis Spike TPHs asluil 50 me/ke 11 2 inallaudarh
MIIATIN NaTildaInn1T3As 29 Headspace Injection 9biluming Co-Co waw Liquid Injection o
Turs CisCos it 2 madatunJunasiuves TPHs 5?3&waiwﬁuawiaﬁ’imlﬁwagiwzm Co-Cas B
annsahtmiessiiveineaeanaia ilmandsslovddmiunsimszinsuuideuhiiu

3.n15LMT3 Standard Calibration Curve 494 Headspace Injection TPHsWag Standard
Calibration Curve ¥84 Liquid Injection

V / MTIATI¥I Headspace
] < Injection aglatutag CsCyy

J SE——]

n ! MMM .,JJL‘{‘LJ_JWM :

[

UM 1 uanswalasunlnsunsunisiSeuiieusening Marker Mix TPHs fiu Standard Mix TPHs
100 ppm é}?aLwﬂﬁﬂHeadspace Injection
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Standard Mix TPHs 10 ppm ¢g
wAtA Liquid Injection

?

sUN
Y
a TIC. MakerMethod TPH SIM_Liq1-11-48 PM7-25-2013 xms; Filtered [B[5]
S E E
200 - E
ca c10 ci2
160-] c16 £ E
cr £38
100 E
c6 :
€ £ E
60 £ E E
8 7 3
A 3
. e
@ TIC, 10 ppmMethod TPH SIM_Liqd-49-03 AM7-26-2013 xms Filtered (B[]
8 .
= 3
30 E
20 3 <
104 &
\ i — ]
o e =
£ 25 30 35
minufes

2 uanNalAsunlnsnsuues Standard Mix TPHs 10 ppm sgtnalla Liquid Injection

N15LATeY Liquid Injection aglugas
Ci13-Cag (Marker Mix TPHSs)

Standard Mix TPH 10 ppm  sagtnadia

Liquid Injection

U 3 uamanalasunlnsunsumsiU3euiisussaring Marker Mix TPHs U Standard Mix TPH 10

ppm fMewalia Liquid Injection

aim_lig10-21-33 am7-30-2013 xms; Filtered 6]

TIC. 10 ppmmethad tph

MCps

£
o) ,JAL Ll jl.“iﬂ .
a TIC, 10 ppm oh sim_liq1-62.28 pm7-30-2013 xms, Filtered [G1:]
& :
ERRPRE E
10.0-
7.6

B

Pt J_ o P k-iugl _":E;E;.J_. LJML,M-,»M- N

26

A15aNAIEIING 1:1 (Hexane: Acetone)
sewaila Liquid Injection

A5@in A Methanol menaia

Liquid Injection

JUN 4 uanwwalasuninsunsunisiieuifieurinansazanefldlunisadnsening 1:1 (Hexane:

Acetone) iU Methanol sewatia Liquid Injection
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a —f TIC; N Spike2Method TPH SIM_Split207-02-40 PM9-23-2013.XMS; Filtered
Q 3 1
E 209 = a s a O 8w oa
E ] Azt TPH Tudu Tnedshmdnauwmilen 2
15 £ %ﬁ Y o -
1 o E’ E E n5U LaATIEiewWAla Headspace
03 s
3 o Q |
05] 5 Jlt ]
uﬁwﬂwﬂ IMJJ_‘F—L I A N
o E TIC; R Spike2Method TPH SIM_Split209-39-58 PM3-23-2013 XMS; Filtered
g 3 ] :
g E Aas1e9i TPH Tuu Tnedaiminfiusiu 2
BE! £ £ E o v v -
103 E : <1 nsu udiiesidhemaiia Headspace
] e ]
0] 3 E E Mathad
0.0 = 1
2 3 TIC: S Spike2Method TPH SIM_Split2012-17-06 AM3-24-2013 XMS; Filtered
g 73 E
263 E Ams1ent TPH Tudu Inededminfunsie
1.5 c 3
716 E < v va . -
o] E E : 2 n5u LaNATIEiemalla Headspace
053 £ 2 ]
5] 2 ]
ool n,.JiJ Ml‘” Lol uJ*L il E
2 B TIC R&S Spike3Method TPH SIM_Split203-33-27 AM9-24-2013 XMS: Fittered [] .
E - . - R
g L4 E AAsz9t TPH Tudu Tnedsimtdniusiulu
15 C c T« 9 2 nfu uaTieseimemaia
109 € E E
E o 8 ] Headspace Method
053 5 2 3
003 2 T ..‘L‘_ e J |t
I 10 1 F) % "

minutes

3U7 5 Tasunlnsunsuvesnsinsient TPH Tudiu Inedadwidndu 2 n$u wariinsievsemaie
Headspace Method

B ool TIC; N Spike2Msthod TPH SIM_Lig2-56-48 Ph9-24-2013 XMS: Fiered [ %]Lﬂi']%ﬁ TPHs Iuﬁu Iﬂﬂ‘ﬁﬂﬁqﬁﬁﬂau
Rt E . witlen 2 n5U uwaesziemada
N _L,Mu.“, I .J}L‘ 3 I.||‘.
= TIC, R Spike2Method TPH SIM_Liqs-36-26 PM-24-2013 XM, Filtered (81
g % E - . - $ ¥ e
153 \ 3 As189 TPHs Tudiu lnedaimtinfusiu 2
= 1o E L o wa 9 -
o] | I j g LL E n5u uddesimemaia
i 2N LN P MLl al B { W E
2 0] TIC, S Sp od TPH SIM_Liqs-14-20 PM9-24-2013 XIS, Fitered 614
o R . A 0% o oa
a k : S« | WA TPHs TuRu Tnedaiwminfune 2
L u sl ﬂLi Boive o . s wddmszsimemada
I3 TIC. R&S Spike2Method TPH SIM_Lig10-63-12 PM9-24-2013 XMS, Filtered IEE
S 204
- 16
0] a a ¢ ¥ ooa
;f“ A9 TPHs Tudu Tnededmdnfusudu
oo V318 2 3N udiAseisemaiia

3U# 6 Tasunlnsunsuvesn1sinaeyt TPHs lufu Tnededimingy 2 nfu uailinseisiemada
Liguid Injection Method

NKANT Repeat Standard 983 TPHs 1111911 Calibration Curve ¥94 Liquid Injection %
10 ppmanuwIU 3 ASSlaALads %RSD WINAU 7.22 daUNan1TIATIZY Ale819AY + Spike Standard
TPHsUUNUINI5 Headspace Injection f1 Cs-Cis NAMUTNTUTIATEU 50 ppmls %Recovery iU



M3aTHeuaziau dlageansal lunssusunyudud anunInemaniuazinalulad | 103

120uazanuuduiisiuu 3 addldAade %RSD Wiy 7.22 daunansinszet dheeheiu + Spike
Standard TPHs %Wu113%5 Headspace Injection i Ce-Cis Farududuiiedey 50 ppmlé %Recovery
WU 120 wavanududuiitnle 49.56 wannan1sIAIIEI % Recovery 784 wnilaHeadspace
Injection vVo4§78819 fiu STD 50 ppm waz fiu 1 + STD 50 ppm flA1Anududuiiiale fe 12.29,
50.21 uag 72.51 ppm MINEIRU fiA1%Recovery 11131100 ms1ann1sTideg1aRukdIspike
Standard TPHs aﬂﬂé’wﬁaﬁﬂﬁﬁh%Recovery #A111nAI1 100 Lagn159i Calibration Curve 9849
Liquid Injection %1 10 ppmuu wﬂwmaaﬂmuumwmau WWuLABIAUN1YIN Calibration Curve 984
Headspace Injection #1 Cs-Cig fianududuiieSon 50 ppm

4. M3eseY Standard Calibration Curve of Liquid Injection

Standard Mix TPHs 100 ppm #e
. E wmAtiA Headspace Injection
@ [E1H
siinansavaneiildlunisadn
a <:—— 13 a
s . Methanol maginauA Liquid Injection
- A« I, AM%lA“EELJALLuL,L. bbb —

UM 7 uansalasunlnsunsumsiuieuiigusilnansazaneildlunsaiasening 1:1 (Hexane:
Acetone) iU/ Methanol gagkyAila Liquid Injection

‘?g T 100 pprmethod tph sim_split203-37-36 pm®-17-2013 xms. Fitered [0
’ Standard Mix TPHs 100 ppm 91¥
a - o
o WAUA Headspace AU Standard Mix
| <] -
o g & TPH 10 ppm mgnAlA Headspace
o h ' U
‘:-5 T 1 am7-30-2013 xms; Filtered (004
@m Standard Mix TPH 10 ppm e
ol k :\ N 3 wialla Liquid Injection
N + RS D ...nl ‘ L e
""" L A ,

31]17'; 8 uansNalATVTLNTUNITUIB U UTZAING Standard Mix TPHs 100 ppm fngLnaia
Headspace Injection fiu Standard Mix TPH 10 ppm gaginaila Liquid Injection
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F933 Liquid Injection 7 C10-Cas Méi%Recovery Wiy 119 wazarududuiiinle 5.186 ppmuaz
WAAIHANITILATIZY % Recovery 94 Liquid Injection U4f18819 At STD 50 ppm Wag Au 1 + STD
50 ppm fimeududuitald fie 18.52, 5.186uas 24.49 ppm AUy

51lngaglananimaassuiinveslalasarsusuainStandard Marker Aewnaila Headspace
Injection A Hexane (Cg), Heptane (C7), Octane (Cg), Decane (Ci0), Dodecane (Ci2) Wag Hexadecane
(Cie) 1@ Retention time (min)Aaid Uil 1.80, 3.10, 5.10, 11.50, 18.004A%23.00 dIUNANTT
A9 Standard (TPHs) Calibration Curve 984 Headspace gy GVi=GVs, RT3
AULUNTUVDS TPHs 1,5, 10,20, 30, 50, 100,200 uaz 400 ppmiliawuad Peak Area mIsa1AU
oK ‘fT 14.13, 63.84, 86.64, 206.80,335.3, 528.3, 954.8, 1,478, 2534 d1UNAN1TNAADIFUAUD
lalasAsusuann Standard Marker aaginadia Liquid Injectionaglananisnaaosvliinves
lalasmsuauann Standard Marker fenailn Headspace Ao Hexane ( Cs ), Heptane (C7), Octane
(Cg), Decane (Cyp), Dodecane (Ci,), Hexadecane (Cy6), Heneicosane (Cp1) Hexacosane (Cos @ e
Pentatriacontane (Cas)léka Retention time (min)a1uddiudail 1.80, 3.10, 4.90, 9.80, 14.80, 20.50,
25.10, 28.004a¥31.00 @21uUnNan193tAT1ZH Standard (TPHs) Calibration Curve 983 Liquid Injection
1ngAT C1Vi=C,V, IAT83 AUINTUYDY TPHs 1,5, 10,20, 30, 50 4ag100 ppmiluavad Peak
Area maddussil 80.32, 128.40, 258.40, 650.40, 859.60 wa 1,306.74dIUHANNT Repeat Standard
TPHs Calibration Curve 983 Headspace fianandudiu 100 ppm LaAINAN1T Repeat Standard TPHs
Calibration Curve 484 Headspace 7 100 ppms1u3u 5 adslgAnmnududunudduded 102.22,
98.59, 96.31, 102.04 uaz 108.85 ppm laedAuadewifu101.602 way A19%RSD WU 4.673

[0)
ANSANUIAT %RSD %RSD
N %2 /90.18468 %RSD =2 x 100
op = VAL 1-02  90.18468 0 ==
- N-1  5-1
4748 _ .
SD = 4.748 = To1e0s X 100 =4.673 %

NeiN13 Repeat Standard (TPHs) Calibration Curve of Liquid Injection 710 PPMAINATTI
71 9 uanwans Repeat Standard (TPHs) Calibration Curve of Liquid Injection 7 10 ppm 31U 5 nds
IgArpududunusidusedl 1009, 11.66 uaz 11.07ppm IneiiAnadswinfu10.94uas A1%RSD
Wiy 7.22

ANSAIUIUAT %RSD 9%RSD
p—— 0 _ 5D
SD _ (Z?zli_x)z A)RSD 5 X 100
N-1
= 22 %100
_ \/m 10.94
371 = 7.22%

SD =0.79
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d3UuazAnInlNan1mMAans

NNANITILASI¥Y TPH TuRun18maila Headspace Wag Liquid Injection Wui1
asduvEdinasion1siseyt TPHs Taglunimguiiud dlufuiislen ansduvdd geaziinnuansa
Tunsgadu TPHs 167 Aiildanmsiieneiaslvinanisiinsigs TPHs Amndndudilid ansdunie Tu
Auniruagdusiuliaidulumaumgul Wefisuiuiunieuaziusiuvunse Judufuid
ansBun3d sdwhlianuanunsalumagedu TPHs Setesasuarorainandunsumsatadldiaan
TunsadeiiuiuludinesfunseuasAusiutunse 39l TPHs finsseweoenluunsdimmselal
il a158un3d lun1sgadu TPHs Tun1siAsiest TPHs Su TPHsAldIn1sAnwilagoideinadea
Headspace Injectionwas Liquid Injection 13z 3neanunduiiuiiléia wazidud1sinves
lalasansuen Tuudazwadaldvhnsvaaeafiensinasurisveslalasasveuluudasvin Ineviinns
59 IRsBLATE GC/MS Fsanunsavanaiinvasaniveu tnsende anasy Aldufieuiudeyaiiog
Tu database v01.A304 Ingo1feimaiia Headspace Injection a Liquid Injection 1Uszgndld 1ng
nslansiegnadng Injector Anwdeulu liner AasviliTPHsnanedule udadhdneduil lnwends
gumniuaziafisailumsuenTPHsLievinsusnuazAsIInde Mass spectrometry wazamngn
vonidurfinvesTPHs1E Ssa1nuanisvaaesinans Standard Marker TPHs ansnsadinseldlugig Co
— Css ludrnwean1svin Headspace Injection @z Liquid Injection 393iAszilaaluga Cs — Cos 3
\Juvesansazats 1: 1 (Hexane: Acetone) wae Methanol suidnsfu Wewfleufiuuds anunsaarials
Faust Cro - Cos wiiinvosansazanetuiinisuatves G iifosanansazareildlunsasaiudy
Hexane fiu Acetone T8 Cs Feldanunsasmuatinves Cs 16 usluvaziirfudldMethanol &
Sentivity 7isn3tluszuuusn Fauanman1sinszilanunn annsaaralddaus oo - Cos atuly
MRz RIslAIdena19azae 1 : 1 (Hexane: Acetone) lun1sitasizsisieg1ssoly dauvadna
Headspace Injection Han153tAs1gog Uy 1-100 ppm wag 200-400 ppm D LIERRILERR
GC/MS annsavnsalutisweseududuiisnauiasydu ppb Fudenldarnududulugag 1-100
ppm AAMududunss R? = 0.995 LU@%Le?juﬁijENmummgm%'!ﬂﬁmﬂmiﬁ’vg’]ﬁ 100 ppm U 5
adarnfildvindy 4.67 Weddus ludiuvesmada Liquid Injection HANTATIZYRgluYe 1-10 ppm
annsataldifissnnudutuiimaanundudunss R = 0.962 Wesiduddsauuinasgudldan
19918771 10 ppm $1uau 3 Ade Aildrinfy 7.22 Wesidud lunisafadisansazarelunaie
Liquid Injection Isdenmadianisadaiuy Ultrasonic bath Taeld 1:1 ( Hexane : Acetone ) Tuns
aftndslinainnianisld Methanol Tunisarn Im@mﬂmmqﬁwmﬁﬂ wedla seaestiu 1uns
Yns1e9t TPHs Tut1e CoCis Fufuniveussnendifinissumoie dwlutimesniveussneudiinig
sewmgenazaglumaila Liquid Injection Tuyae Cio-Cas Tes 2 3’%5@%13’3meﬁﬁ&’aqﬁﬂmuc‘jﬁ’u
TWliaunsausnfuld Wesmnluustasineiiaduiitisosnisinsedt TPHs Aty wazfegreazdos
fnsfuduiianat fsagsilinisiasest fnafidaaunazneuy midesnsmsudeyalddnau
1Ty
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