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. . 4 g o Aa
Chromatography/Mass Spectrometry - Selected lon Monitoring (SIM) mode autlimatiani
' ° L.j// = a o =N o as 4
AU NTINR ANz HEAE N oNAN YAl
2 W Yoo ~ @ P & ,
Collin R. nagam ldihminaassmilsmamiveuneuenloa lniielamuay
,,1/ .S = , L yaw o ey a oo @
Wionlan mahi-mahi Iagmatin GC-MS-full scan mode 498198 1A 1¥nsadaiaaniilud
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Aamlansna 1 70 oemamided wznemstantassmamisueusousn lagoonin udane

o

g A Y g oA d . 4 ' & ) & . )
mainiod GC A laTuatf5ines 100 uL samuihodiedaigunazional mahi-mahi
4 pem o oif 1 o @ lé’{j Vet %4
aa nilTmamiueuneuen laaminy 150 wag 100 ng/g MuSIGY warielauifpuna
o W o5 Sy : Pty W 0 !
MIUDUUOUON lyA 11 vacuum-packed N 1AWIINMAILKAL WYHAT InAReanTenInn
o A4 . L AR 4 S e o e s
I ne'e luvazifiodan mahi-mahi MEUMwAITUULOUER lwatiuidSuamsueunouen

r o ' i P, ' a o 4 ,3’ =y
Tangluyae 500 ng/g Fannuuanagvaslsinansueuneuen lyavouiioladanagh

' oy o o’o"j < v
N'HlﬂWiﬂﬁUOU‘JJ@M@ﬂl]ﬂf@uilﬂjul‘ﬂ?@?

33 mAday

I, Sodium dithionite (Na,S,0,), analytical grade : Sigma — Aldrich

2. Potassium hexacyanoferrate (I11) |, analytical grade: Merck

3. Phosphate buffer pH 7 . analytical grade, deoxygenated: Merck

4. Cone. Sulfurie acid (11,50,). analar grade : Merck

5. M reversed osmosis (R.O.) 1 Millipore system

Aouiteuazeilnsalild

1. UV wvasible absorption spectrophotometer @ Hewlett Packard iq'u HP-8453
20 Gas chromatograph @ Agilent ”1:1,! 6890 N

3. Mass selective detector @ Agilent ‘;;H 5973

4. Headspace sampler @ Agilent 71 7694

L

Sohid Phase Extraction (SPE) Manifolds @ Supelco



10

34 DEenaand
340 PISUATIZHAIWINATIA headspace gas chromatography-mass spectrometry
3411 MIASENaIazMY

a1iazang Potassium hexacyanoferrate (1), K, [Fe(CN),] Y 20 % wiv

o ; J a (e o w = 4 yy
19K Fe(CN), ) 10 g agaelini R.0. auiilsuias v 50 mLluvaaiadsunas iny'ld

o
g P’ o vy o
Toanandnazdusdiiu alszmm 18 °0)
U A A i YooY
Misazaeravlian, H,S0, ANMANUN 5 M
i = ;u Y =2 o a 9 :j )
A4 Cone. 1,80, 88 mL idinnalutin R.0. 200 mL uaaval5udsimasaaeii R.0. auil
= = = g Y= =
Wimantiu 300 mL wu luwaudantlaaiin
3.4.1.2 MIATANAIDE
ol = Qs 1 d‘l =y d =N
IBEMIIATUNG IV UTIDINT 1ZHAINANUA headspace GC-MS
o 1 [ Qj.’ q Y ' [ s o = =] 3}
Lodnlapiwsaannddazats lasnwegluussgnuwaraanauegiiiaeaoenin
B2
o o = 1 q 1g _ IS Y o
> mindeadaimiin 2.00 mL a1y headspace vial ¥119 20 mL Yarh 1daiin
o g = @ ; W o o P @
3. l)gaameluvineon Taveide SPE Manifolds 9a91nsaiaagii 3 auanuduy
= 2 g a
Aanatiu 15 dalsen wnanlszina 10-15 w9
o = . = a . = Y = d
481 5 M ILSO, UTwes 3 ml aalu headspace vial Taon159ad e 195 uak1U septum

D171 vortex mix VUHENAUA

o U o o = V= |
5. i Anzidmatin headspace GC-MS Hu#

¥
v 9
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3.4.1.3 5N IATIZH

1 o
YA A

00132V headspace sampler N NAaa
e LY '
Equilibration time: 15 min WIDWLVE
Injection (purging) time: 5 min
Temperature: 70 °C
s ! Y A cql’
anIZved GC NI Hagil
Carrier gas, flow rate: helium gas, 1.5 mL/min
Oven temperature: 40 °C
Column: HP PLOT MOLSIEVE capillary column 30 m X 0.322 mm i.d. X 12 pum
(J&W Scientific)
Detector: Single quadrupoles mass spectrometer
Cdayao &
annZued MS Nl Haai
Detector mode: SIM (selected 1on monitoring),ﬁ m/z 32 (0-5 min). m/z 28 (5.01-10 min)
Dwell time: 150 msec
Llectron tonization {(E1) mode: 70 ¢V

Solventdelay: 1 min
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% CO

Sulfuric acid

Potassium hexacyanoferrate(111)
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74.74

P 63.52 74.31

B 66.32 76.34
WG % CO fp fuiifinves co X100
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PIFENMA AILNANA headspace GC-MS

Blﬁlﬂﬁ?ﬂﬁhd Retention time Peak area % of total
| [,h%m, | 1170 35297 23.72
6.430 113514 76.28
T 2 1.i77(> 35668 24.22
- 6.430 111595 75.78
ATl 170 34560 24.12
- 6.430 108726 75.88
Ty %47t 4 1.170 35379 25.07
B 6.430 105738 74.92
T n%afi 5 1.169 39449 29.18
6.430 95763 70.82
[P s | 1.169 40047 28.34
6.430 101273 71.66
P A 2 1.169 30508 23.95
o 6.430 96886 76.05
P A%aft 3 1.170 30855 24,78
6.430 93667 75.22
At 1170 28640 23,69
6.430 92230 76.31
B s 2 1170 29155 23.54
| 6.430 94693 76.46
B Adaf 3 1170 29733 23.75
6.430 95441 76.25
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3.4.2 MIUATITHAENATA Visible absorption spectrophotometry
3420 MISENTITAZAIE
@1982818 Sodium dithionite, Na,S,0, U 20 mg/mL
o i . 9 I =t ' oAy o
W1 NwLS,0, 0.4002 g azate il R.O. 20 mLupzndon Inunnas e iodeanis e
3.4.2.2 MSATENAIDEN
EY= % 1 d’ = J o . . .
TEMTASNA 1081 1D UATIZHAWNALA Visible absorption spectrophotometry
1 ahduAeatlagitiagaeoeni 200 pL laluvaoanaass
T MNENTAZANE Na,S,0, 10 ul
~ = = ] . A Y g &
3. 49 phosphate buffer pH 7 Y311035 3.00 mLUAD vortex mix e Il uasazaieile
1AE)
i q 9 o U = ¢ 4‘4 L.
4 esazatelaadlu covere nafi1 3z al0iATee UV-Visible
spectrophotometer
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3.4.2.3 35 UAT 121

O = ¢ Y : . . q
I haedranes e 13w 31en o309 UV-visible absorption spectrophotometer 14

~ e s = < 1q 9/
IMAUAANATIZHWIUY double wavelengths 91 420 nm 118% 431 nm A8 blank 7 l%he
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4

- 1 1 9 o d:l 1 GV =Y
phosphate buffer pH 7.0 i svugaemalu Insny e lamesoendauoen

[

’T@ﬂ"mﬁ@@ﬂﬁuuﬂaﬁmnmﬂﬂSM 420 nm Uag 431 nm
[A(420) X 078] - [A(43 I) X 067]
X('() (%) = X(‘o X100
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3 P - Yt 2 9 = i o o 3
deaxy myoulobin Faganavuad 19an 431 nm Tumananoald lm@enla InTo Tudiudu 20
- Y . = 5 PN Y o
me ml 50109 10,20, 30 L @oriunoa 200 pL uaznfSoufiounanms iaszin e naaeds

AT 1N 4
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- A yd’ Y os Alay
maan gy, Mz ldiieliiniasaSmnamag

iudina I GH Tydoulalnle | mimaganfunag Yoo
(nl) (ul) Tug (L) 420 nm 431 nm (%)
2()(5 3 10 0.99800 0.89947 21.59
200 3 20 1.01420 0.91497 21.51
200 3 30 1.32300 1.22240 19.43

Y 3 1 = 4 J g 1
pamasnanoaas imun Usmavesmsueusouonlaa () 1ilduanag
1 w0 W Y @ N =t o = 1 =
odinfoday ol SnFmavesmaazaie sy la lnTo ludnld Saagil 1@ 150

argazateTadon'laInla lud (20 mg/mL) 13385 10 uL. Frswofiagiaadiingonldesag

< e

o =) = =Y =q 9 =3 L
i SodendudS el 9ums e sereae 'l

1]

MFUNTIZHAWNANA Visible absorption spectrophotometry
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dhila i dinnataWae 1 Thalmindoadldur 200 ul ldlunaeananoaseuiauiig
= =2 " ay
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ﬁ/:erm 14 Absorbance Koo (%) Leo mﬁlﬁj(‘,’x()) U RSD
420 nm 431 nm
FT 1.34260 0.95809 42.37 39.97 5.98
o 1.78090 1.34720 37.59 (N=3)
61620 | 18460 39.95
TT 3.97540 2.20250 65.43 5655 589
3.89390 2.45760 53.53 (N=5)
3.45610 2.17890 53.63
3.77230 233060 55.48
325140 2.02600 54.70
Fp 0.36480 0.20907 62.34
TP | 4083%107 | 7.9780%10" 137.62
B 147150 0.72187 76.52 |
B 1.86080 0.77661 91.05
r 2.27480 2.15220 17.39
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