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Abstract

Nine haloacetic acids (HAAS) in drinking water are disinfection by-products. The
method of analyze haloacetic acids are United States Environment Protection Agency
method 552.3 and Taiwan Environment Protection Agency NIEA W533.51B, which
using esterification and analyzing them by gas chromatography. Because
bromocontained trihaloacetic acid esters decompose at high temperature injection port
and the esterification efficiency of bromocqntained trihaloacetic acids are bad, the
analytical methods of haloacetic _ac.:.ids are still .not clear. Therefore, we referred to the
sample preparation methods of USEPA.:i'?Ef-_i:EtIr.l-(I)d 552.3,"and using GC/MS to analyze
haloacetic acids for investigating'-the;s'ens-it-ivit:y»(__)f bromocontained trihaloacetic acid
esters analysis by using cool on columﬁ mbdé injection or analyzing bromocontained
trihaloacetic acids that decomposed bromocontained to methanes at high temperature
injection port.

In splitless mode injection, it would decrease the situation of thermal
decomposition of bromocontained trihaloacetic acid esters when liner did not packed
glass wool. For comparing the analysis of haloacetic acids by the two injection systems,
we used cool on column mode injection to analyze haloacetic acids was better than used

splitless mode injection to do so; however, it was not apparent. Besides, adding 0.6-30
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ng/L concentrations of haloacetic acids into double deionized reagent water, the range
of detection limit of haloacetic acids was 0.12-6.7 pg/L in cool on column mode
injection, and 0.2-5.9 pg/L in splitless mode injection. And we adding 6-200 pg/L
concentrations of haloacetic acids into double deionized reagent water, the range of
mean recovery of haloacetic acids was 92.79-115.629; in cool on column mode
injection, and 100.07-128.809; in splitless mode injection. The range of relative
standard diversion of haloacetic acids was 6.18-17.62% in cool on column mode
injection, and 1.36-19.449% in splitless m_ode ir_ljection.

Due to the high injection p(;rt temperatqre, bromocontained trihaloacetic acids
decomposed to bromocontained methéﬁ%é;sily, thus, analysis of bromocontained
trihaloacetic acids may be interfered with t-h-e bfor_nocontained methanes that existed in
drinking water. For this reason, 50 u.g/L. b.romocontained methanes and 0.1 pg/L
bromocontained trihaloacetic acids added to double deionized reagent water. After
purging bromocontained methanes 15 minutes by nitrogen gas, the range of detection
limit of bromocontained trihaloacetic acids that decomposed bromocontained methanes
was 0.11-0.24 pg/L. And we adding 3 pg/L concentrations of bromocontained
trihaloacetic acids into double deionized reagent water, the range of mean recovery of
bromocontained trihaloacetic acids that decomposed bromocontained methanes was

92.79-115.62 % . The range of relative standard diversion of bromocontained
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trihaloacetic acids that decomposed to bromocontained methanes was 6.18-17.629%.

In conclusion, we recommended that using splitless mode injection without glass
wool or using cool on column mode injection that decreased the thermal decomposition
of bromocontained trihaloacetic acid esters. Besides, directly analyzing bromocontained
trihaloacetic acids that decomposed bromocontained to methanes to avoid the
decomposition of bromocontained trihaloacetic acid esters at a high injection port

temperature and increase the sensitivity of analysis.

Key words: haloacetic acids, bromocontained: trihaloacetic acids, GC/MS, cool on

column, splitless
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AT AREFIIN PP KRS c AP hE B F b2 de fh2 A
Tz e @ fy > BRI RABRIHREDEY » 4oz bt Y ik
HfEs - e e g #3217 REMG = fe ¥ g™ B RehMEL R RS
@’@ﬁ@%gﬁa&?ﬁm%&kéﬁgF%bPiﬁ | § e Pk e R i
T2 kA F R h HER #h £ H&]_z» Pl HOBIL I AT K 4e i & g 6 0 4]
5 k= de peenfrd »o g - 202 % ['1!7]""’5 iz S TR s 3 [18-20]
KRG EIL G e o ﬁruuw ?‘r%~;r5 ;EL i Br]"" ﬁ;t,»’% = &7 *= (trihalomethanes,
THMs) 40 5 6.2 do it 4 2 o 640 g ) 7ikz do et BRI
rHBERESHREZ R /Y % .5 Mo EE % =87 %= (tribromomethane,

Bromoform) » = j&.— % ¢ pa % = = /%-— % 7 *= (dibromochloromethane, DBCM) -

Z & - 5o ¥ & - 87 % (dichlorobromomethane, DCBM) o F]yt 41 # pt 3
Mo 2 ETA AR RS RS e o MWL IR A i A 2
PLF A i R o

e S B ﬁb s 472 Z A RT A A L o 3 i T2 JF

BH AR AR E o W AT S R L A TG YR AL L AOE s (B AL AT R
WA rE)e s REGERFIERERE A P AL - RFF TR
BERBEALGH AR AT RBNEE- B RERDPAIMG A 2

KA MR
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1 - BUL B30 3 & 00 i S (splitless) e g3y chg &7 o B3 e iisfr )
R zERz e BT MEAHARBRAY DE > FH 1 &P T gt o
2. HHZEZHLERTRVREAS AN EOF L P PRI RIS N

(cool on column, COC) 4 47w (74 o 35 Fif & A 47 7 f)¢e fhenfliciF it » &

R T AL SN
3. FMz e M7 EATA RILE AL § BRI E T AR S Bk 2
%17 % o Bl Ut SR 7 RS K0 RE ATV AL e

LRl L LR L 45 o BHA S o St e

p?‘ﬁkﬁzﬁbmm”k’%%wﬁéﬁtmﬁi,m“ hR SR BT o



BAEAS AT 72 #e

Fate £ &~ R

@ R

Bl1l &f%H

FHE L A iRt i e LT A

Bt % SLA FET ALK R

S B i A5 gz de Y i

364 B R

4 W1

7 f8 G R

o~ M pHER

AN by = 1 24
FEYitsm




FRLE LBk A T Sl

2, L B
3 2
P %}ﬁ:ﬁ

$F g

(ml/min)
0.7~1~1.3

W fiAs iR A

()
30~ 35~ 40 ~ 45~ 50

ERGE A s

(sec)
0~3-6~9-12

AR R

(°C/min)
5~10~15~20~25

Bk g R kA
(%)

0.1~0.9~1~2-~9

Bl12 343 st 0 45 S8




ZIRAINS I 7 4E3ﬁ»£’%”fﬁ' AT 0 R RLETRERE ST

7z do piRE R FRUNEN o L L P S
| | | |
FRE | RS | G A | R
i i i i
a3 kR R (C) it 3 kg R (C)

U NSRS A
i
v):",ffl?%“(min)

0~5~10~15~20

Bl 14 7z de s A



2.1 & ki A BAR 4B

1970 & 1 > RoOK % A S Ak ¥ k4 & J A2 EF =57 2504 plA

_s_
\4-

[21] > 5lASARBE 8 & P ¥ 38 2 3 5 B o 3 B 3 BIA S R A S B

W ATIE B A (U5 LB i3 [2,13,22,23] ¢ KEF A 5 Hjireie 8 R B i o

o

PR ABAST GRBLEER S PG HE o G ke § i L b 4
FORRTE I ARE  RE DR LY O R AR P
Booded A onatE iR p RokF G TaR ) HECR X AL H MY 2R
EFETWARAL cHvia i '; iﬁ*~UVEﬁ-%—u AL FR LR o
1970 # " RT 5 o A «ﬂ*wlﬁ#ﬂwww c L HE S e dra) 4

B A B RS 2N 50%%" o Hiu\a x,ﬂ ,?91]-’ B e srfdspeand § 2 &

|z i 4z 309 0§ e f&(l 1%/»1?]-%-- @ J»;cgg-j B A PR &
ﬂé%’%@;ﬁ“%va?é+—ﬁﬂﬁW**°@?F A
SCERLEN P EE Y Py IR L TR B LE

#)2 ph A 2 ag g [16] - F A * Jw AT T e 2 o e R 7 A
CEES S S REE P RS L EE S S SeE R R iy S R
$[324] -6 * AR yd 2L REYIRAFOES > Bl 2. 1[1] - 3 ey
AR R RN RY A RAF TR FERBRL 0 T AR 2 e

45 g A e R AR BT )



[T] %% &4 MOUNY 'V'A BNH 'HO & : =
g e e E A Ld FELBY T2

1 CAT : 7 1
(1/316€) “O1D (1/3156¢) 10/50 (T/8¢grs) Y10



2 5 dje @A

AR ARAY LS L ET fe Banfl o 22

(monobromoacetic acid, MBAA) ; = &z gk (dihaloacetic acid) ¢

(dichloroacetic acid, DCAA) ~
(bromochloroacetic acid, BCAA) ; = &2 pe#g (tribromoacetic acid) & %
(trichloroacetic acid, TCAA) ~ = /&.z f& (tribromoacetic acid, TBAA) ~

(dibromochoroacetic acid, DBCAA) % = z -

2.2 44742 metgili

AL R EE Rk e

AT A Zokage [10] -

H—#—Cfp'
h “OH
MCAA
T0
H—?—C\
i “OH
MBAA
% o
H_?_C\OH
Br
BCAA

= 8.z p& (dibromoacetic acid, DBAA) ~ -

5200 B4t o

B r%‘]b gﬁ;;{g

(monohaloacetic acid) ¢ - % ¢ & (monochloroacetic acid, MCAA) ~ -

TR

4

G R

L R

4

P

v

—

Z - F L

8.z p& (dichloroacetic acid, DCAA) -

PR A

é#]@zﬁﬂw?%@zzﬁ 2.1 %7 o

10



221 g&e Ly

L 4T fin 47
) »3+E pE(C) A (C)  *E(C)
- ¥ ¢ ® (MCAA) 94 61-63 189 130
- e @ (MBAA) 139 50 208 144-145
- § ¢ f (DCAA) 129 10 194 143
- it i (DBAA) 218 39-41 250 182-183
- § - ibc f (BCAA) 173 38 215 155
= ¥ ¢ & (TCAA) 163 57-58 196 152-153
z it @ (TBAA) 297" '-'129-_135_ 245 220-222
= - ke (DCBAA) 3 208 _70.5'-74_.5 215 200-203
S - § o (DBCAA) | . 2&'?2"'7;:?:::’;:3"'-95-98 | 232-234  180-182

T

11



3 g dempd

L EEANET AL AP 4 L2 P ad g &7 e
BEAHM - BHFTR IS BT AAEN RSN KRB 48 -5
Fad? = & ¢ BRGRG  R R RORN  REREFALY R F e REZ F o EAs

w| 7] % Group B2 £ Group C 4~ " -

24 7 &) peE )

FRBRFEFEFII AT fe ik (HAAL) J & * kR o 36— & ¢ ik~ -
e S F e D ho B Ao R - BERAY KA RASF F A2
RAE TR b Echd * kR 7 4248 60 ng/L[28] - o v & T pher = & o EALR
w7 B R 2R e ﬁ‘; (Wi'.l'o) Ny ﬁﬁéjﬁ’ Favoke BRF A 50
ng/L 2 100 pg/L [3] - H 4o ﬁég _Hq ﬁ?_"r— e frfw;,ib e~ = & - bt g~
Zh- F LR AEZE ﬂIﬁinﬂ—%‘?ﬁ: %xgﬁﬁﬂu o By LR 4T

i ERSCE L [2627]@"331%?/»\7}&1 émw:"' SR Bang B g T e
Pom A 4 R A 5] gﬂ’@&%%ﬁﬂiﬁéﬁpf‘Qﬁ%%Aﬁ—m$%
GroRif A BALAYRD 0§ ke BT AT 2 2904 [17.28] 0 2 R
FRCHEEAEEF AR TR O RAAFF I RAPMRE > LM E e

PR LA ki A B A R TR .

7 ®e phens 47
FRCEAFE L AR RE B A2 c TR O fEF M F
10k 4T R A AT JIHE > ok d B RS AT (>99.9%) ~ B A (BT
200°C) ~ 24T 12 FOKHEN 0 A ok ek A B S [10] - Tt F g Wk
AL F P R AN F o RS E F AR RAT RA AT 2w R

12



T Je J2

‘”\

# W% %2 2 method 552 ik 71 5 7 & iR 4 453 72 o method 552 % 7]
HUFED B LW AEIEEB G N ROV AE AH i § oo j£.1990 E B4 5 e
method 552.1 ;7% 4p-i% 48 % B~ » 1992 # method 552.1-1 #r+ 2 3% 4p-F4p 5 B~ > —
® 7] 2003 # method 552.3 i 4p -k 4B Ble 5 B o JiT 2 o B¢ * 3 ALK B § R LD

% ¥ 7 ' (diazomethane) == &+ ? A& (acid methanol) - d ** & + 3 &1 | B
(gas chromatography electron capture detection, GC/ECD) ¥+ &% 4 & 7 L4+ 5
B AR a4 2R R FLALFFRARE [17] - ARP w4477
de e S 5 2 NIEA W53351 B F)4p ga;};ﬁg/% 0K ATIT A S e R

[26] - w AR 7 &) PATRE A7 2 e B @@ K 2 Y M BT 2 RO R

A QT T E o ? <

PR o472 02 method 552 ,,< ;uJ L@ a5 A FF 2RV R K3 2

ENR AR - W ek SR % ﬁ ’ﬁ'i,g@q\g@g/ﬂ\ﬁﬁg;@

I
I%%wﬁ@ﬂﬂwpwq 'Q

:&1

2511 % pJd2-3 B~

7o BRI AR g A Aok Y o F1t method 552.3 3%
A4 LB e kAL 4p (Sodium sulfate) 3 4c-k & i 5i & 0 38 @ § e pRiE
WA SR T bRk ﬁ&ﬁ*‘mﬂ““ BOUEBR R RGA  B e 7 e i
G Boro S o method 552.3 45| B @ % chE B s T AE = 7 AR (Methyl
tert-butyl ether, MTBE) £ ® A % = ~ @ (Tert-amyl methyl ether, TAME) » < }gie
[17] 72§ @ % TAME it 5 § &2 feni B o B Au@ s ot @ 7
MTBE > & & * TAME f dtehd kst @ MTBE & T 2 71 o F|pt — 49 5k 5 B

g R E 00 MEBE 5 4 - 5 8@ % ch3i B2 2 5> 4oz X B (soxhlet

13



extraction) ~ ;% 4p-i% 48 3 P~ (liquid-liquid extraction) » 4= p# % 4 > + B3 &g *
BARBEFA c MEFID FE RPFELEE S BT MBA - B OL T 2
¢ 35 7% 4p #e % P~ (liquid-liquid microextraction) [28] ~ #]4p iz % B~ (solid phase
microextraction) [32] ~ #-% B~ (membrane extraction) [12,30] % o % P~4p i e 8L &

I_E‘l%,:\ %\* 2 2 °

14



qT

S R 2L T

PRI ITER R A A &

I e s
,ﬁz.ﬁyﬁ&%ﬁﬁ@%iq

| 9 _% Sy okt T

# el 4 mw.% G F YT oo
Y D L@*Q:e\ g ghriog)

5 g g PR Y T L o by e e by w

o A v opab &
2 R R S R A g T *;w

(uonoeaxa surigUIBW)
~d % e

(uonoenxaooiw aseyd pijos)
~d E Al

(uonoeanxaosoiw pinbij-pinbiy)
~d A df gll-dy g

(uonoenxa aseyd pijos)
~ 3% df [

(uonoeuixs pinbij-pinbiy)
~d & df 3l-dy g

Femiy e

Fedm w8 e 0T ¥



GFPEARL o M § e NE PR RTE o 4 R A S SR gt T
ST Efn i ATA o T A e B AT Al o F e
R-COOH + R’-OH—> R-COO-R’ + H,0
Bldoi * Belt T FE TR AT RME - F L RITY KA - F 7 fg
CIH3-COOH + CH3-OH—> CIH;-COO-CH;3+ H,0
K,f Gof* et @ ﬁi%ﬁiﬁ; i A R Al o g Pl 5 §_F A3 2 - method
552.1 &2 method 6251B % % @& * & § T v 5 R 573 22 [34] 0 2L LA K
Reeid > 0 F Ao
R-COOH + CH2N2—> R-COO-CHs + N,
g T Jrﬂie"#%* %FI@;*}_E&W& R AR SRR I SO &
$ i R RETE R e %] _F{’_‘_’"f%m A2 R E R 2
$0 ik 2 dye preniT x ‘M%ﬂﬁﬁ”m*ﬁﬁwkbziﬁéﬁomwv
Ff 5 5 AR 2 i * it A ([35] ’:*’u&; BRAP L 0 A PRIl HIRA 7
de Bt B s ek o 4 B 450 d R D TR R SR R I A 470
i method 552.3 %> E R 50CT » A R I > &5 B pF o I AQEERPF
B bz iy e feard ek w2 [17,28] - B 2. 3[17] 54 #7 &2 @
WAREAR DL RS > PR fe REZ AR FIERT ST AT BT R

50% Tt h B UILE G KARE -
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25.1.3 " T -FLHE A B

fa“ FPRP ERBRADIME B HAEG T BEA T o T
&3 phiB A% - method 552.3 4 FLiB AR AT 3k 5 H Tk R G KR R e e
BUFL & 4 RiB R > Mgt nE PR 3 B RIR £355 0 FBOR N enpidg b R

LEBROFIARERT RIS

252 A5k E

AT e ERORELRE N FAAEITRERT S FRARE L TH KR (gas

chromatography mass spectrometric detection, GC/MS) [28] » e i& * § #p k& 47 &k 4 +7

3 T A SE kﬁﬁm4@ﬁﬁ$ 5 £ 7 de RERT RIS (i
RS B S L %ﬂﬁ)éiw—eﬁﬁ_b*%**%°%4%ﬁ%ﬁm

chromatography) ~ gw%ﬁ%@(NmehmmmHmmdmmmmmmmWHPMD
JE P58 & (electrospray: ion masF spﬁgﬁ‘bmetrlc detectlon ESI/IMS) & £ = &
(capillary electrophoresis, CE)  ». {ﬁ!’ﬁgﬁﬁ ) 3. ié . mﬁﬁ? 2.3 5% 2SR

m«f.jf,%h” ﬁ'& o

18
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(30)

[8e'ee TT] Ty ey Lumsy Tay koW W

80 WY [T A G o (a1

e1e'ez] Sqs vor BrowwE b +WH T ¢ B YTy e § ok Il BIEY e W ¥ L T

e W T IR LY - ¢ el v F o Y (SW/Is3)

[6¢] Aﬁﬁ,m&&®%ﬁﬁ@ﬁﬁw%%wm.AMWufﬂﬁww,@?ﬁ@@,w@@m LR R 2N

ﬁ% 1 a7 : | E posigey (AN/D1dH)
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:. .hw&#ﬁw Foowh o B UMW L L
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3.1

W

Ji
s
gt
o+

|
e

AT R B RS L IR F R 7 e iR SE = A R

o i F AT

7 #)2 f (% M Supelco)

(1)
(2)
(3)
(4)

1 87 &2 i (EPA552.2 Acids Calibration Mix, 200-2000 pg/ml)

v

%.¢ & (Tribromoacetic acid ; TBAA, 1000 pg/ml) -
= #%—- % ¢ pa (Dibromochloroacetic acid ; DBCAA, 1000 pg/ml) -

= % - /%t p& (Dichlorobromoacetic acid s: DCBAA, 1000 pg/ml) -

7 ®)¢ f ¥ fy (% MY Supelco) | |

(1)
(2)
(3)

(4)

1z ML R g (EPA 552 2 Ester Callbratlon Mix, 200-2000 pg/ml) -

Z 50 LY fg (Methyl Trlbromoacetlc aC|d Methyl TBAA, 1000 ug/ml) -

= %- % v pa ¥ g (Methyl Dibromochloroacetic acid ; Methyl DBCAA,
1000 pg/ml) -

Z % - % pe® Ay (Methyl Dichlorobromoacetic acid ; Methyl DCBAA,

1000 pg/ml) -

3. tmipiRd m (% P Supelco)

= % - 57 =& 8 (Dichlorobromomethane ; DCBM, 5000 pg/ml) -
= 8- % 7 2z4E % = (Dibromochloromethane ; DBCM, 5000 pg/ml) -

=87 = 4R = (Tribromomethane ; Bromoform, 5000 pg/ml) -

20



4. # v R#& 5 (% > Supelco)
(1) pE#g 12 3-= % 3% [1,2,3-Trichloropropane ; Internal Standard (IS),
1000 pg/ml] -
(2) #5257 f& [2-Bromobutyric acid ; Surrogate Standard (SUR),
1000 pg/ml] -
(3) fai-# %5 2-757 A7 [Methyl 2-Bromobutyrate ; Methyl Surrogate

Standard (Methyl SUR), 1000 pg/ml] -

5. v

E

o
(1) = &% =7 A@ (Methyl tert-butyl ether, 99.8% ; Riedel-de Haén) -
(2) = p& (Methanol, Reagent Residue ; J.°T. Baker) -
(3) #ipi (Sulfuric acid, 95-0796% J. T %a.kef) »
(4) mptd 4 (Sodium bicarbonaté,\__-é_?“.i‘?/.b-: Riedel-de Haén) -

(5) f-kaspass (Sodium Sulfate 899% Riedel-de Haen) -

32 RERAK

W RJE R * R E o R ArEe B kR0 Milli-Q(Millipore) s bk silsd o
A i e ks % 5 WDG-21(Cherng huel) » % B~ig 42 * 12 2 i % Vortex-2 Genie9
(Scientific industies) % B~ > v F 2 G gk T ek B 5 N-EVAP 112
(Organomation Association) o

AT R AT RE 5 F 40k 17 & Agilent 6890(Agilent Technologies) #fe
B+ & Agilent 5973(Agilent Technologies) o B2 7% 1 B B 24838 = 2 a2 ik ch @ +
FEPIE > CFFRT WP APEF AR g P B F S B LR L
BU et o RBFITDLITIEEL LS4 V23R 58 [18] > Fwif it &

SBche™ £ 3.1



4 3.1 GCIMS » 47 %#

A

R B R

B
HA

AR R
R f7 gk

(7 &2 i)

=R At

(B 841458z
S
Bz H T k)

=
=
R

R
(s
gl
mow

R E 4L
350 - DB1

£ & 1 60m
poAE s 0.25 mm
5 0 0.25 um

KLl =8

R 1m
pos r0.25 mm

180°C
40°C
4 r

230°C
4

130°C
2~

70C

15C/» 3%/ 10C/» 25°Cl»

s 72 &
250
200
150
100 -
S0/

2K (C)

1 = i A .

Vi A ij[

o 15
s e ey
)

#

40C

4 5 20C/~

g} @ g

200 . H-flllt 7T:—£ ‘EK
—~ 150 r
— 100 F

]

250°C
He

1 ml/min

CnEL]
=5 E4
R S

LRk iE i [18]
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321 L E &L %5 5 (cool oncolumn) & 4

w

AR RS A LRI RIS TR R ASTEFF R LN A

fRAB TS F oom - B sHcsS [A0n (split) /3 & n (splitless) i ] H A 474k

AEFIBIE ST T N F R BT A o F R BTl SR A AL
FoEdi BAF GV ERERE BT E o B 3 1 EEA TR A
MR R R BT E AL v [39] R 50 R R AHF Rl F
RBirst g & TR0 ) Rk o dolr kA SR T T A [18] A
ik A RAP e o AR LT R iy KA ERE 0 OF
BiAse 2 HEARRAS o FI AT S L N ATE R DT A ) A TR
B TR E T Rk A iR o g R BT A kAT

oo ST RS L SR 0§ e e JT it B R LS T hgl i

B13.1 i sass 455 g 42
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3.2.2 = ¢4 (precolumn) & £

g BRI R BRI AL BT A B R A B K
WEAT A g p e r%%&4}&7u°/1ﬁ5?ﬁkBQMJEni%??#TE
B stk SpE o St T E L s g 4 (pre column) Bk AT R E 4G D
BArgi « RO BEA R R RS TR R 2 AR o 2 g [40] ~ 4y
B R wE L R E Rk T AR TR e A E MRl
FE T ERAFTETZE SN RPOCRT AL s P R e ks

RAFEE YR R Lk SR S

3.2.3 3y (glass wool) # 4

;:ﬁﬁ»ﬁﬁimﬁ@ﬁ%ﬁﬁﬁ;$%m‘ﬁxw?£;% v B
(wmorumﬁ%[w%%(wmmmmnaﬁm,~&ﬁ%ﬁ#§¢{f§ﬁi
#3344 (glass wool) » e # * ﬁﬁﬁﬁ%{f@%:ﬁ‘*#%‘r AT BT F A F RS R
o hFTY S FFHA 'giﬁJéﬁﬁiﬁ' /ump # ’jr‘f ./ = ®C LT faiTig >

UENCER R S ESCR LSS

G
BN FARA S AA o d NEA LT R A T R e
CESHABIHEAY FMATEOMEE R RE MM FREEYE AT

PRI g o FPt R B RS AT e BT fa iR Y 2 ARk
Febaob g o BLF O ELE LS R AT F o aR b § RS dje BT fig e
fz o MERE G Sz e it say- 223 ez ihz fe REAEHA
fReTleeng 2 dT b g e T RJLEART & T AT H I 0 TR AR
AT B AT RS R BRRARTRHEDZ A QTR T ST BT

24



PSR P BRA AR 0 1R R PR nA 500 R B TR R FI R
AP e RIS A N R R A R R B 0 D E R A

PR R R E i A e

331 Fo-F i stv BRZPAP[HF EAIT 782 fe @7 fiy

9

TR R RKRZ L e BT MR SRE SRR 20 ug/ml = e
Fa® fig ~ 10 pg/ml = 8- % 2 pa ¥ g 10 pg/ml = & - B0 B 7 i > T AR &
Ser kR S Spg/mlenp B 1,2,3-2 F % e R EGS R R A f B T E Bt
B e ehy g2 AT 2 R A 160C ~ 180C ~220C# 250°C » w4 10 ul 9
g RERSE LI RER - R N g 12 F‘&gﬁalm’”ﬁiﬁa'“sz/# ke f7 ke iE
ﬁTﬁF@%%ai%{iW&%%nﬂMd%ﬁ3gﬁ6&%§&ﬁﬁ%’%:
Sk 30ml s @i 2B D de g mok NERE AL B R
g ped % fﬁn”ﬁdﬁw%fT’?f#%gﬁﬁﬁﬂmﬂ@A* LB R

Wi EARS Y R4 2R D kR @Tiﬁ Ao PR T Fa LIS T ¢

3.3.2 F &- ? SRR I O BRI SO I ot fg N cpE

EENI MR R T R o LA T AT U R 0 A T R
AL BRFELRGE B ARENT A EARIRDIEA R o TR AL
FTRERL B T SR A T Ay 0 AR BRILER 1/100 R eng fe T iR E S o7
1 pg/ml p &2 g REE Ll RIS RT F R 2 RREF 04 3
69 1247 Fe T e BLE Bt o) o d TR iR R R LR £ )

Bl 5o s i S BRAR g 0T R i e

25



3.3.3 ¢ &%- ?7}1 BRI B R AL LR iR
dF T R E R, T RGBS B TR s ok
B & w2 0.7 ml/min ~ 1 mi/min 2 1.3 ml/min = f&7%:# & > 184k & 1/100 &
F R T s N7 lpg/ml poREEEORES Tpl o B R T
FAdrck &g o P faenil 5Lk o~ 0] o d 30 % a5 508 & AR H

s Al B LR AR g ﬁF."T%“Z e 1 i e s o

334 Fo-F HLE A kS W RERA LR R
W A e B R BB TS T A Yk S BB E AR 0 T R

48 & 30°C ~35°C ~40C ~45C# 50C’«lﬁd’/}af§ 1/100 % ehz e pa ¥ g i

&0 Rz 1pg/ml AR 52 Ay :L ﬁulﬂ.ﬁwlul i bL 3&‘4 i 4B AT 7 #e
fe ¥ fig el rock B H %%{F /'@ J r]lé 4 “”ﬂ"—gﬂ"ﬂ REARE L T B
!?u

G ELZAR e e BT 7 b i e o f

11
s, i 1
- 1

TR ! |

335 F Sh-# L E RIS % B v e gad g A

Arhe R AT T Btk LR AR o A B R e A he R AR5
5C/min ~ 10°C/min ~ 15°C/min ~ 20°C/min ¥ 25°C/min > ;i &4k & 1/100 & 17
o fe® FatRdE s o7 lpgiml poAR &2 A iR IR R L ol o R A e R
AT IR Y Iy ATk EELE ) o T b R R R LR AT

PRI R SR B B AR e 03 I 2 e -

3.3.6 F k-7 %z $)C FR T gt fRIL S K B2 1 R
LA [18] R A AN S BE R AT T RIS T2 P E RN
S Sven ik #4620 pg/ml = %2 FE P g ~10 pg/ml = 8- & 2 pE P fig 2 10 pg/ml
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S E - BT Ao e ERLSugMI PR 12,32 5B A RN
Bwladr gz e 7 fg e BBz L 0 BT g3t 3 il ik B 20

Hiw .

337 F k-7 ML FRT Fa 3t ALk 2 iRk

Lot [18] k2 A A RN S HIE R AT RS T2 P L E i
e g diE 2 4 R H F0E R 1100 B0y de p T k¥ o N 7 1pg/ml
PR A R RE S Ll RS R e T fa B Bk oA

AR SR E AR & ST B RBELRAP P 0t TN e R e e

338 7 H-7 11 Bl Mk B FAS R
%ﬁb&—&ﬁﬁaﬂﬁﬁé aﬁ %%%ﬁi’ﬁﬁﬁﬂ?ﬁﬂ%§¢
| = |
b i E A Rk ﬁmai-@ﬂam_ F g e e -
i?%”%ﬁgk&%,w@%kéﬂmO%mgﬁbmgmﬂ}ﬂ~m'h@m
m%&ﬁ%ﬂﬁw%ﬁ&lm’i@wﬁﬁéwé«wﬁaab«oa/wy~2
98 595 kB ehg hje T Pt SR T AT o @ % AR R SR & AR

s BT W ELRAR B e T2 fe if 2 e sg o

ST e e d Y AILA RS ERR 0 VAR dye i
BEBEBRL 752 [T RDTE o T P odr 3R FHATHFH G 72 K
C B EMEATHEDZ R T FRER A BRI R R



W9 R )RS Btk o

R SRR FRRA D7 %2 H7 =50 pgll (= &7 =3k - AR
WA RBAYFFIRE L A0pg/L) » B T ARE * FF TR KR F M AN
ok % 0+5+10~15 ¥ 20 S4B L REE &) R ARSEE BN AR A 4T 7
Pﬁvﬁz“ffﬁﬁ‘*b’%@’?‘g’ﬁﬂgﬁeg g%.]ﬂ%%’gﬁ?_i%,};a Fihz AT R o b
MR RRE PR 10 A4 (TR R R g e B R (Fel ok IR
¢ ik A 5 pg/ml g2 0.6 pg/ml) > -RAEISE F eR'E 2R R EOEAL 0 H[ET A~ 00

FRF WLz de s 4 o

SSﬂJ?%JwﬁiﬁﬁﬁiﬁﬁﬁwTﬂé iR
AR LT RIS %Fi34*3wu TR RE IR B R

WAk A T odje EReT iR e & F*ﬁhw?mfﬁﬁwa 85 de feanR &R

-"\...n- ".""|

‘%Q@mmuwm’a%%%& %%’I ’éﬁk%mﬁiﬁﬁﬁbﬁﬁi
S IR 4 8 F ke A ;iﬁg ok R T B B SR 6
Oﬂmwwﬂ°Fﬂﬁﬁi%«ﬁﬁfﬁém;ﬁ%:ﬁ¢ﬂ%&ﬁ%&mm@L
(iﬁ?ﬁam%ﬁﬁﬁkﬁ?aﬁﬁﬁwrﬁ W E L E RS R S e Rk
&W@iﬁTﬁ$§ﬁﬁ%ﬁ%i°mﬁﬁﬁwﬁﬁmﬂmm%ﬁ,%%?ﬁﬁ
BRTAFEA AT HER > LHERARE A P AP HRER Lo

Penia o3 FRERDERA B85 E

iz,r

e“ﬂ’.&#ﬂﬁ‘ FEE B 4F o gt eh o
d et it d kiR R D Sk 0 2 R AR & § AL fendiaL o A

Fprew e At § SR B AG BRIk AR TR Ak A

R—/,J S L4 “l{_.t

_(A-B) A=t B > B 7 ek
C B=t £ 43 H k¢ %HER » B=0

CZ‘J,’J? 1D i
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SD RSD=#p 1% % if £
RSD =YX 100% SD=1L& i £

X=23ai

PRl - B e REMENE 12513 B 7 e f> 3= kik
Bl s 0.2-30 pg/l svkdk » iv 54 fE 7 dje e B E R ’Fﬁ;m”r/] SRk R
O o ﬁé KBTS W RHRT o erPﬁ G RRIT - A S RE O RR L
PR REM PR LE R 7T SED LA E A T2 0 o e
BEVHHEERL > A2 BOREHLTLREGRIET . B RB U PR LD
PR B3 E PR E fR R iﬁ_’ fﬂ}nﬂ,l S B B I % B
A2 JRHE~ FPB R 3 1e‘.>~ .3;«$A°\¢§7 " ;;z,_A,\*:thr]g Bl H LR
i’ﬁigﬁﬁﬁ%i*éﬁz@ﬂﬁmoﬂﬁﬁﬂﬁ R o R

II('\
iRl Bk 0 RURITR R “{r S|

il
[ i
I,i ~'1X|—$idxx[;aj,?1 &

n N . % P A TP
— ; 2 |
S = Z(XI ~X)2/n—1 n=l Tk A4 (7 @)
i=1
\ = x 18 P2 =3xSD

LABF He RS e w e S 2k R U B PR A 3 2

IR

29



%32 e pEBEMRGERE SR d 2 gREUER

A A5 e B ke B AL R Joew Yo 8RR LT 4

(ng/L) JERE (ng/ll)  ER (ng/L)
- § ¢ (MCAA) 1.5-60 6 0.6
~ it i (MBAA) 1-40 40 0.4
- & ¢ (DCAA) 1.5-60 60 0.6
- e i (DBAA) 1-60 20 0.5
- %- & ¢t (BCAA) 1-40 40 0.4
- §- e (DCBAA) 4-120 40 4
Z 4- % v ¢ (DBCAA) 10-300 100 10
- § o (TCAA) 10867100 20 0.2
= hc i (TBAA) 100-2.Q9Q" 200 30
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3311 f&%-7 L= e BREFZAPTZRERE S 2 0 RHENT

7 339 & @ F FOGPER Sk R R B0 pgll g = AT %
XRPR 34 E T AL F 0 M E IR A KRN A T R LA
170 R MR LR Aprt BB il se ) R R R 25 0.2 pg/mle & 3.3
AAR &R 8 BT I AR R BA - w8 2 RE TR e L R R

‘aﬁﬁ/,’l‘ﬁml;‘z?h‘ﬁ‘ VER /"R ENBMBEL2 BER -

£33 PREAEAZ QL BRI BERPEE Rk Sk REUER

P kPR Fpew fe 1R R PR 4

% £ 4 (no/l) JE R (ng/L) kR (ug/L)

- & - o (DCBAA) X Q.2’-50 4 3 0.1
- § ek (DBCAA)L 7/ 02550/ =3 ¢ 0.1
zitem (TBAA) LT 02 5"“ 3 0.1
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3.4 % A2 3 (i%#cfi USEPAmethod 552.3)

PR BIL S 2 L %Y £ % %% method 552.3 § e fE R AT AR -

fRE- R A 2 R A i * A B -

341 # KB

1~230ml eki3e » 40 ml 55 d 5k A ¥g o

2~ MALERE TR T 4o o JE A 100 pg/ml s 0248 5 15l o

3~ 4ex LEmIGEFIfE > @k fEhpH &) 22 050 T 4e » 135 Qg chFafiedp » =
ok o R ensRF R H 2INA 12 o

4~ e r ) ZER 05 pg/ml 4R S 3 ml MTBE B/ RE-A RN I

5k HEE 9T MM @ #%ﬁ M] N

3.4.2 Felt ¥ pEpTA '-':

1" AN RBFE P R MTBE 2_.m| i5 ml %%%3 FL oo

2~ 4o r 1090Fe 1 AR 2ml 04k d 55 0 F 4 E 5 30 L MR o

3~ o]k d Fg r B0CH2TC ki 4 a B P o
AT

4~ jrd Bt e g I oRips > FFRAAED L #3115 mla

M
Fd

NN ’_? o
5~4r » B & 150 g/L 59 5.25 ml Frp&dp % % (sodium sulfate solution) =+ i g ¢

REEI > FELE -
6‘%T%ﬁ¢$ﬁﬁ%’%TﬁﬁﬁﬁglﬁﬁOBWo
7~A4ex 075 ml endefrpifl a 3% » HA BRIz > 2 e = o & gk
B BILE  EAfoREL AR RTAL PCO BN -
8B Rz lml Bl p &L Sk BFLA 72 o
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3.5 i t  pIHS

FaReni R > 55 A M B+ Fa et (full scan mode) £73% % H 4 5 1f
i#| (selected ion monitoring) - i * M43 HHp HoN T 0L FT s K EEA AT 4 T A S
FooovUE gAY L RPN AARR o 0 ERPLAS RN SRS R TR
B pe R e TR e P EE MM W P Fa P AR G E Ll o
MR ERTHE SR IR O E B R 2T RN o T o
PEREREI R BRIBRYNE BV 2RI BB TS o AFET Y
B oo s hok? bR I E BT T i o F % A RS
AEFPYS G o ¥ R Ap b 2 gk [9,18,3236] 0 AR HEE T miz 55

Fleswhibox 2 HEEM > Foho T 4,3.4 977 o

234 FRPEHI GRFERLR N O

Al g

PEEL G | | ::“ ' Led = T E
- &2 fiz (Methyl MCAA) ||~ || 64,6677~ 79 77
b T Ay (Methyl MBAAY, i<, 93 . 95 93
- & ¢ v Ay (Methyl DCAAY, — ° 83 -85 83
- %o F P Ay (Methyl DBAA) 171~ 173~ 175 117
- - F o @7 iy (Methyl BCAA) 127 ~ 129 129
Z & ¢ v Ay (Methyl TCAA) 117 ~ 119 117
Z %o F Y fy (Methyl TBAA) 173 ~ 251 ~ 253 173
- & - &c " Ay (Methyl DCBAA) 161 ~ 163 ~ 209 163
- - % ¢ 7 Ay (Methyl DBCAA) 205 ~ 207 ~ 209 207
1,2,3-2 5 5% (IS) 75 ~ 110 75
2-:%.7 A (Methyl SUR) 101 ~ 123 ~ 152 ~ 154 152
=87 2z (Bromoform) 171~ 173 ~ 175 173
- - % 7 % (DBCM) 83~ 85 - 87 83
- -7 % (DCBM) 127 ~ 129 ~ 131 129
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3.6 #dyp A 47

BRI AT BB T AL B 1 ' sk T &2 % 5 Enhanced Data
Analysis(Agilent Technologies) ¥ Bl EL1E » & &3 = 2 F 4% > 11 office excel
2007(Microsoft Corporation) #iAp b #icdp e 2587 £EI2 o F] S e % 9717 F k¥
§FTAR S R ABGTRITEOTRE LR G T AL LRP R Flt e st
2L g g8 SAS 8.2 & SPSS 13.0 4R iE 17 Sezt A 47 0 4r g L $T R BGEH T A o d 3
FrHEASITHE M ok A3 30 0T 5 - HRERE R A BT
B35 Tt o Bk A e T3 2 3B Wilcoxon Ranks test » H v (it T ACH F)F
KA EFE T 0 L ARES A H T ¥R s 47 Kruakal-Wallis
test (¥5 £ v fen= 2> Nl ant R LT ERE LIRS TR
Games-Howell test i* 5 & = B4l %ﬁfr; ﬁ’?%v\#’-’ré% R A R d REt S

~ 23 v .'.' - T
EATH R o 4 "k L
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41 7 %-7 i sfr B RE PRI F AL ITE = FC LT g
ARBRFEFAA LT RERET T PE ARG G B HF IR o e

for 8 B34 2 B33 33 B2 40 o

41170 F BRIIH A4 3R He B fikE S

24 1AM EREARBHY - AR AN ERI RSN L e BT A

lv

ﬁ#m%%ﬁ@”@°;w6&“%*ﬁﬁf”:ﬁbﬁ“mﬂ%ﬁ%”
B st e B R 160°C-250°C A H) s 0.046- 0865 0.018-0.026 ; = - & ¢ T
%ﬁﬂﬂﬂ%—ﬁri'ﬁ&ﬁh&%K@PE* LstT B R 160°C-250C A ul A
0.523-0.462 £ 0.006-0.009 ; = & iw@wmﬁﬁgﬁhf%cﬁﬂma%;@
WA T B B 160°C -250° Q,_A,\ sl 5 0.621-g530-;a 0.003-0.007 -

L4 2 AR TR R R R A R A TS e T ok
PR B 2000 pg/l o H A fRde - o BN st o 8 & 160°C 3] 250°C 0 #r 4t e
ke kR G 29.2-425ug/Lo w2 100 ¥ ez e BV fn A 2 1.5-2 B s k.
LT B s ATd D h- & L BT Faatok Y $IE R 1000 ng/l o H A R4 - g
& o patiiste B & 160°C 3] 250°C 0 “r¥t sk ¢ JER 5 6.8-9.8 pg/L o #2100
Bireh- - F @Y faga 2 068-098 ¥ (== e ¥ fin s Aid - F - b
e T fpctok ¢ $HREA 1000 pg/l o B A jEd - & o ptiistc g R 160°C 3
250°C » #“t4tis vk ¢ R R 5 4.2-10.9 pg/L 0 w12 100 H mehs & - T BT fin 4
A2 042-1.00 8 - § L a7 fin o
B4 1-B4 6572200 a™ Tt § RE AN > B 8417782 fe

fe ¥ Fg b 52 SUBLE o1 250C AT E LR s 3 A E 0 & 160°C ~180°C
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220°C 7 iz d)T Fe T fa U BLE BAEALS T B R ) 2 F g tE o L EREIUELE
FCREMER Y XD P o $H P R LM TR R ) S A U K% -
160C & 250 CiE R 2 et £ £ > = e fe" fin 5 1.09 B » H A fad - 4
LT fins 069 % 5 - F TS LIBR  HAEE - - F BT i
0721 ; = % - he M5 0991 » HAfRY - §F o v iy s 048 % » Ao ii
MR AE F R A BT RS R P RS E ALD o A
TOAMEAEARTY P RANTERH L fo BT fa R R R iR

T2EE (5130 10%) eHEAY LR R -

% 4.1 j%f“%%ﬁfu;ﬁﬁ;fﬁ.ﬂ Poilbfr B Rz §ihz qe [T g2 H ARl e

PSSR AR E

R 5 B - AL b ]

% i

[ 160%¢ || 80T 220°C 250°C

Z R T fiq - 11.38 || o
ety TBAR) 109461 70.917  0.858  0.865
BHizd 1 - ke f Ay
(Methyl DBAA)
S Bl
(Methyl DBCAA)
Hizd @ - i & o f7 f
(Methyl BCAA)
ZF- BT PY A
(Methyl DCBAA)
Hizd 1 - F e pa? fin
(Methyl DCAA)

0.018°0019 0022 0.026
0523 0.493 0486 0.462
0.006 0.007 0008  0.009
0.621 0603 0610 0.630

0.003 0.003 0.005 0.007

st gl P31, 2 3-24 /% (IS 5 pg/ml)~ - & - e @7 Ay (Methyl
DCBAA, 10 pg/ml) ~ = i%— & 2 f& 7 fz (Methyl DBCAA, 10 pg/ml) £ = jhz gt @

fia (Methyl TBAA, 20 pg/ml) -
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2042 FEEE AR AT F A de T B AR R kY R R

PERE =) -) Kzt wp g >k @ gk B (ug/l)
ST k- FeETlm &R

(Methyl DBAA) (Methyl BCAA) (Methyl DCAA)

160°C 29.2 6.5 4.2
180°C 30.9 7.6 4.2
220°C 35.9 8.7 7.5
250C 42.5 9.8 10.9

R4t R Z ke Y A 4R 20 ug/midp B0k R R 2000 pg/L s Rk
Z - F oY g £ 10 ug/ml #m’f%‘ M D& 1000 pg/Ls B ded B - - &
e fe? fin A 472 10 ug/ml #p # k) o )@ -1000 ng/Lee B f% 40 ciodp 4 B T AE F i
He s~ 12T 2 42580 DCAA y=,8:4.|.19x-0.599,BCAA 4 y=114.2x-0.549 ; DBAA

% y=187.0x-0.791 -
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B thfir
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1.00
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w040
—
0.00

® 4. 2

(&)

o o F a5 (Methyl TBAA )

l [y}
] (I

VRU 1.00

I

1607 1807 2200 w0t (CRR)

et FT P BERA S e T AT RLA TR R A HRUR R
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5

o
e
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(h N

€ Oyik

1.00 -

0.80 -

020 -

GO0 -

® 4. 4

Bt Bl (=R

—

—

1607

g e /r,:, x:f‘»{l‘. ‘L'
y ER N3

1807

A5 (Methvl DBCAA)

220°C
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=G 2 P A5 (Methyl DCBAA)

e o 100
[ o 0O AR

#B [RERTY]

1B i e

EF CHH

W45 = - he o

1.0
0.30
N\
=
# )
060

>S4
as)
o

%J_f 040 -
B
—
0.20
.00

160 180 220°C o GRR)
Bl 4.6 =& - ke 7 faz HRF S E e T MR LT A A LY
B (#3551

40



WA A ST R R AT b2 ke Y pr H B R g R B
A BcH 73 %R #ics 17 Kruakal-Wallis test :2 (746 0 %40k 4. 3 = 4o
A R AARAY - L BT R RGN A RN ERT
SRR B B A EMR LR (p<0.05)c Z - F LU MEHAEA - L
— F O T fpensit % op B 0033 22 0019 A7 A LB TR R ATE AR
HFEAE T EFHALRE (p<O05) e - & - e MY MmEd AEAr- F o @Y
A*t % fiibtr BRI E% op B 5 0.147 22 0.031 > &1 A A 5 =
FA? fa*t A Pl sr ER TR G BEFELE (p<0.05) -

Flot o G Mo BT MBEAHBEOHBEAY 00 2 & - e BT I

It

PR AL TR B EONEE o f DG BB U LT TR 5k

SRE AR R FEE U A

% i
\ {

4.3 EiRcsIi 7 ke 4P fin >t e 2T R R 2 e 2

e P& |’ A £3 p &
oy OO g g
(K/Iei;l;l Ejé;E;gAﬁi) 0.022* — (ﬁéh? ;Ei;f % 0.019%
AR piE
oy O
s 0.031*

(Methyl DCAA)

3= 0 Kruakal-Wallis test i® 5 si3t 4 2 > * 5 503 8<005> § S BF L &0 &

SRR LD X AR U N
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# 4. 4 % 5 Kruakal-Wallis test & = {5 > *t 72 piisf o B R T F BHEL E
NP L By %2 de BT fig 0 £ 1 Games-Howell test & {7 ¥ & & € 2 33t %
o ghz e B e A HEARAS N R TR AT A R Z e i
PR 160°Cer 220 C 2t Eid st P EF AR o o p E 5 0017 TS
BERMHE,AITEEILF LR - & ¢ A7 s 160°C £ 180°C ~160C £ 250°C
ZZAMEW EF NPT ALR > B pEAS L 0017 2 00435 B F R ATE A TR R A
AR BRFRFM AR GNP EFLE (p>0.05) 0 Fut A%
FE AP oA AR IA > T ko T g & 160°C 22 180°C 2 LI A iE st
+tEFEFLE (p=0.458 > 0.05) > ,&#ﬁi%é\%‘r,.‘%%i" 2L R Hepwwz pEis |
005 ¥ 22 -2 PASCREARARY T BEL TR o - h- F 2R iy
%7 180T # 220C % 220C & 250<:F'&Fm%aw BALAF I HFLE (pEA Y
% 0.077 2 0.362) > = izﬁ.}im/w\%‘r“L% T8 i-i‘i ’E'f?‘ﬂ Bl op EE 3 0.05 i

FALP S R RY T iﬂo:gﬁég.g 160°C.#7 250°C 2 180°C & 250°C 2

1l Mm
WELIL EF LR 0 H pEAE ﬂ044£0M8r%@%k B SHE A 45

%ﬁiﬂ’ﬂanﬁwzarﬁa;@ﬁwﬁ5gmgaf 1B (p>0.05) » A 45 %
g S0

P EREARITEIHCERAS S ME 2 (160Ce 180C) ¥ 38
(220°C ¢ 250°C) * B Bl enié * & WG bz de BT fp gt B A i A s

[T
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4.4 FTiteTgihz e e AR (RREH)

Z BT T g 160°C  180C 220C  250°C Z 8.0 &7 fig
(Methyl TBAA) (Methyl DBAA)
160°C 0.458 0.003* 0.000* 160°C

180°C 0.125 0.013*  0.001* 180°C
220°C 0.017*  0.050 0.008* 220°C
250°C 0.104 0243  0.989 250°C
S - F oA 160C  180°C  220C  250°C - - & o &7 Ay
(Methyl DBCAA) (Methyl BCAA)
160°C 0.042* 0.010% 0.005* 160°C
180°C 0.017* 0.077  0.032* 180°C
220°C 0.092 0,893 0.362 220°C
250°C 0.043*%10.205 0.361 250°C
S EC YA U ol AT e 220°C 250°C
(Methyl DCAA) - | =3 | '
160°C Wil A
180°C 2\ 0logg. |
220°C 0,240 o 0:278
250°C 0.044* 0.048* 0.195

sk 2L

3¢ Games-Howelly test i 5 F te 4k <> *5 335/ >0 005> 3 3L &0 & 4n

AT R ATEANEELG LA 5o
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412 71 F F BIH AT 7 %2 fe T itk &

245 DATMEEAREY > P AT IERE RSN F IR de T g s
HEfap A B r ot e 2 BT f H A3 - e T AR R
i st R & 160°C-2507C 4+ %) 5 1.180-0.391 ¢ 0.159-0.644 ; = .- % ¢ & ¥ fi
SRR - - F Y LR B B s R R 160°C-250C A ¢ b
0.684-0.323 #7 0.034-0.188 ; = & — e M " g H B jA% - & ¢ fo” Mg W5LF &
WY st T B B 160°C-250°C A ] 4 0.808-0.615 £7 0.014-0.124 o

4.6 L AP TS BHEATH SR JER > AT Z e BT a0k
¢ E R 2000 pg/l o B B f2d - jhe Fet it v B B 160°C ) 250°C 0 ¥ i e
kP ER G 264.1-1072.1 pg/L v #7100 -z e f Y g A 4 13.2-53.6 H
ez e BT iy 3 A 44 2§ g o K R 1000 wglL > % B iF

Joo Ml Ko AL R R 160°€“'J 250°C - Arstm ok P LR 5 37.0-204.7

\rﬂ

ng/L o #7127 100 # fens g gbﬁwﬂgﬁé4iﬂzo4ﬁwn%,$ EN
fig 3 A 474 = & - o B fig ek éjr}%/kti‘. 1000ug/L’ BHEY - §F e RN A
s v g B 160°C 3] 250°C - mﬂ‘&mu A% 20.5.205.8 ng/L > #rr2 100 ¥ i+
S & - Lo YA A S 22-205 H e e fET fig o

B 4.7-B 4.12 2 % A% 2 58T 5 3% xhgia /uin;z,fﬁ P B AT Z R dL
TR R 22 2EEE i o 12 250°C AT AT REL R e s A > & 160°C ~ 180°C -
220C % i%-= dje e ¥ fa LR AR R i A @ K J ] RS Tl T R
Bent 2 a ke o 27582 2 Y faF BRAT R RaER L Lo @Y
foicdax > 2 160C2 250Ciasr B A Moy @£ 8 5 3.02 % 2 Hfzd
ST P 0251 s 2 k- F oMY AR 2126 0 H AR - - o @

Py s 018 e T by - & e YAy 131 R H A RS - F o T iy 5 012

-\

o FMA T - LA EE AR 2RISR ERR A2 e T R

BrlHAREEE -
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%245 A EHEAABHIRLIHCERZL A e BT fRE AR SN

T ELE RARSE

B R )

160°C 180°C 220C 250C

ERTRA Al
(Methyl TBAA)
A 1= e i iy
(Methyl DBAA)
SR & LR g
(Methyl DBCAA)
Mgt - %- 2 ¢ a7 fig
(Methyl BCAA)
& - R pT g
(Methyl DCBAA)
Mt 0 - & L 7
(Methyl DCAA)

1180 1074 0656 0.391
050 0202 0420 0.644
0684 0634 0473 0323
0,034 0046 0107 0.188
08080822 0723 0615

0014| 0020 0058 0.124

orst lul p7 1, 2, 3-;-,@‘-5 & (IS, 5 u_g/ml) Y Z & - %t Y g (Methyl
DCBAA, 10 pg/ml) ~ = i%.— & ¢ f&% f (Methyl DBCAA, 10 pg/ml) 22 = jdz @

fia (Methyl TBAA, 20 pg/ml) -
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246 FAtEEAABEY AT zhz e R REAGE SR RR

PERE =) -) Kzt wp g >k @ gk B (ug/l)

SRS A S A A R Y L

(Methyl DBAA) (Methyl BCAA) (Methyl DCAA)

160°C 264.1 37.0 22.5
180°C 335.7 50.1 32.5
220°C 689.9 116.5 95.8
250C 1072.1 204.7 205.8

R4t R Z ke Y A 4R 20 ug/midp Bk kR 2000 ng/L s R4
Z 8- F LY A 172 10 pg/ml #5@5*‘ U KB 1000 pg/Ls Fdede = e &
L LT fia A4 R 10 pgiml Ap % }\ of ,&@ 1000 ng/lee B j2 47 chip $tE Ay P
RT3 g0 DCAA A y=,8:4.-.19x-0.599,BCAA » y=114.2x-0.549 ; DBAA

% y=187.0x-0.791 -

46
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¥
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250°C QE&)
B (7 #3H)
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1aa -
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—
0.20 -
800

180C 2207 300 (BR)
W 4.8 Zibo iU oL BB S he BT R R ILE TR R AR UL R
(4 )
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¥ 7 (Methyl DBCAA)

21
5

o

7L

—

(/.w_)i)

0.60 - 0.57

W GER)
410 == § e fas AR - e & 0BT 3 Rl e R R4 H
B (5 )
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é

ok O A (Methyl DCBAA)

2

21

%; [N
o

€1 [Nt
¥
7L

—

EE AR -

WALl - §- ke @0 HELBL T R (F )

Iyl DCAA)

1.00
11

fE 040
—
0.20

1607 180 2207 »soc (GRAR)

Bl4 12 - % - Lo @ AfE - §F ¢ i fg» 7 Fiisto 8 B Ap 4 g

Ay

R (7 AT
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KA i st R AITAE 2 R [T fa i H AR hF st i
"R g H TS % R s 1 Kruakal-Wallis test 75 53t = 2 > Bk 4ok 470 &
P BRGNS E 2L BV RMEEABAF D Lo Y i 2%

SRR N ES- R L Sl B A I R o S L R D e &

|
B

LT g0 B op WL 0050 Bor A RLs v R RATEE BB B A

Iy
e

FHALR o
o § iz e T R AR RAR o 55 ke R R

b
2
i
o
o
)\n
=
o

et B 1 AUE LS T TS § k2 dje Y fia i)

=1

=z
2T

R il R AR L AL

B _PE}W R RN Ca p it

Z e Y 0016* S EF BTy
(Methyl TBAA) 4 || ethyl DCBAA)
ERTRA L =N il

(Methyl DBAA) '_.;' "< (Methyl DCAA)

0.024*

0.016*

e p it

Z - F LAY By
(Methyl DBCAA)

- B- F LY Py
(Methyl BCAA)

0.016*

0.016*

(-m\:\«
Sy
(-m\:\«

:x 0  Kruakal-Wallis test 1 5 s34k 20 * 5 #3- 5<0.05 0 § s B ¥ 4

1\&

;}F,,: WU R ERTELITEE o
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#4852 RAMCEREG 23 Z 8572 &2 i ¥ fin 2 Games-Howell
testi8 (T F L2 %o 7 M BRY MEHEHRAMBAF 7 FiLsr B
Bt ™ > 2 he i AP 160CE 180CF gl EAd P ¥ 4
£ (p=0.095 >0.05) » A 47t % & £ B o H vIE R B AU B T F G st
A3 (p<O.05)HvER*HESSF LB -HHf25 - e fa® fiy> 160CE 180°C

2 P e gt B st £ B b (p=0.065>0.05) & &R & e * A i A& en
AR HpERF LA By En L8 (p<O05) 47 FERFTE Y
ARG AR o Dk FLRIMREAARY - - F LT A RN
Feopugi @y s P HFLE (p<0.05) R4 72 FERLT 2478 % 587
LR & - ke T mRlg 0 160 180C 2 160C ¥ 220T 2 50 B

£

“EE LR (p>0.05) 0 A 49, *%ﬁﬁggﬁm% e ﬁffaf%;afﬁ MELL R

oL 5

P LB (p<0.08) o A 7 1 %G o_JJ;u' ,i— § 0T fig LB

RERS - SRR A «uh*ﬁ-ﬁiﬂ (p<005)> ~ 47 %% F M B b o
J‘lj.f‘:é—%—’xi('}?#:&—wrkyfrf |)§JE‘G\|‘£,,_ W (160°C ¥2 180C) & 3§ =
- |

(220°C & 250°C) > # I 3§ amw g ,.ﬁ; WL T g BB R ch 45 5

% o
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%4.8 FTiteTgibz e imr AAGRE (57 ABH)

Zihe Y 160°C  180°C  220C  250°C S b Y
(Methyl TBAA) (Methyl DBAA)
160°C 0.065 0.000% 0.001* 160°C
180°C 0.095 0.001*  0.004* 180°C
220 0.003*  0.002* 0.012* 220°C
250 0.000* 0.000% 0.012* 250°C
- ¥ TRy 160C  180°C  220C  250°C - - & 2 EET P
(Methyl DBCAA) (Methyl BCAA)
160°C 0.005* 0.000% 0.001* 160°C
180°C 0.021* 0.000% 0.001* 180°C
220 0.000*  0,002% 0.002* 220C
250 0.000%1" 0.000* 0:002* 250°C
S E- RO R 160°C/ 180 (220°C"\ “250°C BT
(Methyl DCBAA) & | =3 | ' (Methyl DCAA)
160°C 0.001%1. 0000% :0.002* 160°C
180°C 0.8787% "1 0.000%70,002* 180°C
220°C 0.077:.°0.04* - 0.005* 220°C
250°C 0.004* 0.002%10:023* 250°C

3= : Games-Howell test 1 % F {8 # %> * 5 338/ 0 005> § s & & Lip 7

FAste B RATEAITER LG LA 5o
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4137 1§ B S0 AR 0 A 3% e BiRE S

249 ZATEAE AT > 2 RAM T BRET RJILERS T F 2§
LR B R AR R e e 2 e BT q B B R ke BT it
B it BN R B 160°C-250°C A B & 0.604-0.492 ¥ 0.026-0.0.054; = i
F ORI e A A - - F o BT MR B Bk R R
160°C-250°C 4 %] 5 0.881-0.644 #7 0.009-0.026; = & — bz fe ? Ayt 2 A jat - %
BT Fa A BLF B BT sfv g B 1600C-250C 4 W i 1.163-0.912 £
0.012-0.018 -

% A 10 Hfay gy Wi rH Rk kAR A2 e BT fptok e
kA 2000 pg/l > 2 A 24 = e p&%“,: TR R 160°C ¥ 250°C » #7 4t s ek

¢ kR L 45.5-89.2 g/l 0 i 1005 ey ",,ib FEE Fa A4 22444 § iz b

AN SR T R N 2 ﬁer""‘ H W R 1000 pg/lL > H A ja g - -
o gt g R 160°CH| 250c 1 #%‘H@m}w‘ LB 3 9.8-28.3ug/L » #712 100
Hiehs - § o @Y A4 2 092831*"5!1— PR S LN TP
it R Aaatk Y Stk A 1000 ug/l_- s 3 Al #fu F o ptiiste g B 160°C 1)
250°C » “r¥t vk P B R 5 19.2-29.2 ug/L > 72 100 B e F - 2 i Y fn 4
A4 19298 (=eh- F L fiy o

B4 13-4 18 52 A5n k5T 3 s rif & o T ¥ REABH > 2

= #e iRl S R E AR R S fa AR 2 AP R o 1 250°C 4 AT AT
55 o s A A 1607 ~180°C ~220°C 7 4= 2 FL T gl B BNEIE A
AE a0 @ F Az de MY A AR E R AT A PR - Z e FE Y fiy
160°C £ 250°C 2 FFasivt @ £ B 5 135 2 » H A j2f - e a9 fin & 048 & ;5 =
M- F LTS 13T R HAES - - F TS 037 R e T 2 -
TP A s 128 % AR - # o p s 063 B MEr i 3R G A= e

FL T B iU E BT RAER K 7] AME AR S 411 63 447 5 k2 e
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e i B3 SR O -

4.9 A EAE AP RIS ERL GV I ERL F I e @gT

a2 B AP 2 MRS BARHE

Py ER -

160°C 180°C 220°C 250°C

LN A B
(Methyl TBAA)
Higd + = ke 7 fy
(Methyl DBAA)
- FTRY Ay
(Methyl DBCAA)

HfgEs 1 - - F 07 [y

(Methyl BCAA)

& - LY g

(Methyl DCBAA)
Higp @ = § o | iy

(Methyl DCAA)

0.604 0508 0518 0.492
0.026 0029 0042 0.054
0.881 0.682 0630 0.644
0.009 .0.009 0016 0.026
163 0912 0878 0912

W |lob12| Jo09 0010 0.018

srirst Lyl pF L 2 3-2 £ %50(S, Sugiml) - & - ibe T iy (Methyl
DCBAA, 10 pg/ml) ~ = - & ¢ £ 7 iz (Methyl DBCAA, 10 pg/ml) 22 = iz gt @

fa (Methyl TBAA, 20 pg/ml) -
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2410 FAMFRERRBY > AHTET AILEALOF B2 Fe T i A fE

For sk R

PERE =) -) Bzt wap g >k @ gk B (ug/l)
oL R - I I

(Methyl DBAA) (Methyl BCAA) (Methyl DCAA)

160°C 45.5 9.8 19.2
180°C 475 9.8 14.2
220°C 19.2 17.4 15.9
250°C 892~_~" < 983 29.2

e Tz b @Y s iR 20_{1%9_{51]_{,_'.};1 % Sk & 2000 ng/l s Rdpde B
Zh-FoETRmATE 10 Ltg/ml #T é@kﬂ ;}é)iz__lodo no/Ls dede B - - &
o f ¥ fia A 17 R 10 pg/ml Ap gk ;‘%_:&; 1Qoq ug/Lo Bl fad cdp 4 B S § i
B S~ o e DOAA 5 ye8410x:0599:BCAA 5 y—114.2x-0.549 DBAA

% y=187.0x-0.791 -
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o
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fiow]
e

14

S L o (Methyl TBAA)

o (GRAE)

=ihe @7 g 7 s T R TR BB (P ATE - & 3LR 1)

1607 1807 2200 2507

CGRAE)

Zihe U o A fRE S bt T a0 LT R R AL RO
(¥ AL - & BT H)
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== UL as (Methyl DBCAA)

| Fam
[ 20
| o
o [ 1)
> .
::[[‘ | iy
F

#'El [N
)

s [t

—

i

o GRAE)

_ -ﬁ’»gl (.5‘_‘4J }f@f_‘i’_ A "ﬁm;@

Lo,

B4 15 - ih- 420 f

1)

2 C
‘—JL (.63

?‘J‘ 040 - 0.3 0.35
P
1B
—
(120 -
0.00

1605 180% 2200 BT CGRAR)

B4 16 b § o7 Mz Afad— b § 2 MY A3 bilddr B R4S

B RE (P AT R
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21
5

o

e

B 4. 17

1)

— st or a5 (Methyl DCBAA)

| i 096 1.00

1607 18077 2207 2507

CGER)
S E - Y A M fRYC F o R ARt A R bt T R R AP HE

R (AT - B L)
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WA L bt T R R AT RS e T A B AR R B o 1
£ #cH 75 % B #A 49 Kruakal-Wallis test i& {7 502 A 45 > B % 4ok 4,110 = 5
LT g i R R LR BB R AT P T LR (p=0.814)  dp st
CERGEREF EHEAEE  HARAS - e BT R RS R R
FREAE Y @R szt £ 8 (p=0.024<0.05) B B e B g B AT o - -
FUOBUENA R AS T ERF L BRI BRI L R AR R G 7
FEoties BABRY - - F o BT i PN EARRLF BB
FFPFRLP (p=0.024<0.05) > AT % R TIRER DL - F - Lo
RO mEENBAF - F C R RARPEARARE BRSO ESRF RS 0 p B3

0.053 2 0.016 > = % — .c f P gz F B BLiEm sz £ 8 (p>0.05) » Tt 4 47
%%zhmﬁﬁ$’ﬂﬁﬁé%;§ﬁﬁﬁﬁ%z%&%rﬁ T2 B E R F
By ii (p<0.05): #rrig )im% Faﬁ ﬁ%\ﬁ s RN b o L S N

He T figh § FliL st f gmpx%m%gﬁfg » e BHARAY g RIS R
SRR }ifhr&”ﬁmﬁl:ﬂ<°

FALL RS ik MO AR LA T R 2 R (7 AL

2R i piE 2 i piE
ESLEN S RaRL LN A
(Methyl TBAA) 0.814 (Methyl DCBAA) 0.053
ST fy * ST g *
(Methyl DBAA) 0.024 (Methyl DCAA) 0.016
ik piE

Z - F LT g
(Methyl DBCAA)
L Sl B

(Methyl BCAA)

0.055

0.024*

3= 0 Kruakal-Wallis test i® 5 stz 2 > * 5 503-8<0.05> § st P BEF L & 0

Rigilsfr g B e R g BB %
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% 4.12 % %5 Kruakal-Wallis test # %> @ *v% Fiiddr B B F S L R ang b
e Y A ARy LEFE R AL S5 (Games-Howell test) o 3+ % fr i3 b
CRAEFa R AR R B R A RIS R R P B R A
Penw s 160°CE 220C ~ 160°C ¥ 250°C ~ 180°C & 220°C ~ 180°C# 250C - #
p E4 % % 0.001,0.013,0.001 # 0.013> = 2z a7 %3 PR AR > Hp¥
BRI ENRFLE (p>005) Atk P AR  HfEH - h- F e @A
B3 7 st R R 160°C 2 220°C ~ 160°C £ 250°C -~ 180°C ¥ 220°C 2 180C ¢
250°C H s Bt ik st P B A B (p<O.05) > A5 % F LB > H AR e
B EAESFLE AR IREAR IO ESRELE AP F o BT B
WAL R RZE o 23 160CE 250C ~ 180°C £ 250°C ~ 220C & 250C #
ML E G AL R (p<0.05) 2 BhA T %% 2AR  HvplEsnt LR
(p>0.05) > #ru A7 % & M 9‘&?7};31 pt .

b _.r )

HRIL b et e R R ﬁrf-""&:é\ i % (160°C# 180C) ¥ % &
Il m | s
© (220C# 250C) @ 3 B 7 iR wm“@ﬁ'»a Zdje Y s A

1240 > 45 8 % s S eha Jg;r,nrj
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2412 kTG A @Y @M ABE (RAEH)

Z BT R fiq 160°C 180°C 220°C 250°C - - F L ET P
(Methyl DBAA) (Methyl BCAA)
160°C 0.866 0.003* 0.012* 160°C
180°C 1.000 0.000* 0.018* 180°C
220C 0.001* 0.001* 0.052 220C
250C 0.013* 0.013* 0.051 250C
S S 160°C 180°C 220°C 250°C

(Methyl DCAA)
160°C
180°C 0.165
220°C 0.304 0.335
250°C 0.016* .~ :0.000* 0.001*

31 4 Games-Howell test 1% & %@ » *Hpges B2 *+ 0.05° 7 %3 A & > 4

- . ;s P W Y T
PRiAs T BRAAESATER G LR
i Py
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414 7 i ? ﬂil%"fﬁ' Ew IR iEAE 0 AT F R 'L]Z‘ i A 2 5

2413 3 FHE AR > P RS T R R ST AILEA 17 7 %2 d)2
fa? fa 2 AR aa g s o iR BT i B R 2 e T fail B
F it @it g B 160°C-250°C 4 W & 0.310-0.108 #7 0.082-0.308 ; = ii— #
CRET A A RS - - F O T MW ELE Rt @i R A 160°C-250C
&) 5 0515-0.311 £ 0.044-0.173 5 = & — e P M AR - & ¢ f7

F s @Yt o B B 160°C-250°C A & % 0.701-0.665 £ 0.020-0.114 -

£04.14 3 Hjay g TSk Y R A 2 e Y itk
Pk B 2000 pg/l o H A fRde = o B3 st o R & 160°C 3] 250°C 0 #r E en
k¥ kR 5 135.8-512.3 pg/L 0 #712 100.E = e BT g 9 A 4 6.8-26.1 H =
ho BT T i s A e F L ﬁ&“ ﬁ:;{.%?zk;'v‘ ok B 1000 pg/L > H F f34
~ - F o Etiiste R B 1607 3 12500(3,,-%%7@%“ k& % 47.9-188.4 pg/L >
2710 100 8 s - F &k T pg%ﬁ 188 ¥ inen— ihm & 2 L7 fia ) A
S IRl L SR i«%ff&k&'looo ug/L H éjﬁ’epﬁm Fopetiiste g
160°C ¥] 250°C » #r§t ek ¥ s A5 189.1 ng/L > #7120 100 ¥ i & - 5
T a9 A A 32-189 ¥ meh- F L Y Ay o

B4 19-Bl4 24 52 Ajn k™ o A g E gl 0 72 dje RRE S
G EIE E AL A PR MELE B o 11 250 C AT E L R A > A
160°C ~ 180°C ~220°C # i = #92 i ¥ fin 3 BLF BAEE & ent 2 @ % 15 0 L h
fRf FlAst e B Reh} DA F RMEER b o Z 55z de BT M BiF e #
SARR L Z T fE Y fade S 0 2T Y fiy 160°C ¥ 250°C BB A B L 2.86
B BB Lo YA s 027 s - F oY Ay 1651 0 H A5
M- LT 026  Febo Z - LU T Ars 1068 HAMRS S § o
Fe® fia s 017 % o FFMA 3 » A FHARIH - R F A2 e @Y i3 BL

BroR RAGLF TR OREP A
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A L3A M FHE R A LT RV RJILEARZ F R e T s H

B Rd 2 MRS URE AR

B R )

160°C 180°C 220C 250C

ERTRA Al
(Methyl TBAA)
A 1= e i iy
(Methyl DBAA)
SR & LR g
(Methyl DBCAA)
Mgt - %- 2 ¢ a7 fig
(Methyl BCAA)
& - R pT g
(Methyl DCBAA)
Mt 0 - & L 7
(Methyl DCAA)

0310 0311 0195 0.108
0082 0095 0182 0.308
0515 0548 0471 0311
0,044 0050 0095 0.173

07000779 0746 0.665

0020/ 0026 0052 0.114

]

sogaet lul p3 1 2, 3= Fate (IS, 5 pgimb s = & - e @7 g (Methyl
DCBAA, 10 ug/ml) ~ = j6— § o ® 75 (Methyl DBCAA, 10 pg/ml) & = jhz fi v

fia (Methyl TBAA, 20 pg/ml) -
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2414 FACFHE AR > AT AT AILERSNE L2 d @Y g B A R

THER Y R R

PE Rl B fad fap s 2k kR (ug/l)
N A -~ - F Ty ZEFLET P

(Methyl DBAA) (Methyl BCAA) (Methyl DCAA)

160°C 135.8 47.9 32.5
180°C 157.5 54.4 42.5
220°C 302.4 103.4 85.9
250°C 512.3 4 1884 189.1

S Red I ke g9 gl gt # 20 ug/ml 4750k ® k& 2000 pg/L Rk
:%—gaﬁ@wggﬁilowmﬂ#&%§£6%§1%0mm:@%%§tﬁﬂ—§
o ¥ fig 45 £ 10 pg/ml Ap j;’.x;a.' R 1000 /L'« 4 124+ cvfp ¥t (£ 5530 % i
He ko~ 12T 3 42580 DCAA 9%8;1.-19x:0.5é9'3'BCAA % y=114.2x-0.549;; DBAA

4 y=187.0x-0.791 -
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REL
0.80
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=y
F:IL o
.60

N
0.00 -
4. 20

i)

= O 65 (Methyl TBAA)

1607 180°C 2207 50t (B R)

Afas = %o fe? gt 2 st B RPHEHED KB (TaJL ~ G R)
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21
5

o

e

o
e
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[t}

o
L
]

0.40

B 4. 22

3 )

—p =Lk W e (Methvl DBCAA)

1.GO

e

woc (BR)

S e o 7 e T B SR R (B A §

2L

160% 180 2207 s0c (GRAR)

— - LY Fgt A RLEfT R R APESE B (AU
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A LR WA (Methyl DCBAA )

[ 2
[
[l
— 112
oo
ﬁf“ P
#’B [
‘iij' L.O0
IE_ [
—
[N N |
Lot L e gy, 20 C soc GRR)
Bl 4. 23 - F%-iLep® ﬁa_%“ Pa wfv Mi#ﬂﬁ W&L B (7T~ F ORI
» e »
gl - I E","'J |]
= 5. LA e (| eﬂnlDCAA)
=2 ! L Lo
>
2l
o
jp 060
¥ 0.46
PN
E o040
0.20 - 0.17
0.00 , ] ]
160°C 180° 220°C 1soc (GRR)

B 4 24 Hjas -

B
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B LT R R AT RS e BT i R A RS hF BB B

oA e TS % R Bl 47 Kruakal-Wallis test i 7 ket 247 » B %40k 4,15 3

ez dje Y s BRSO kg 3 RS TR R T F B

P

SN
1=l

v R RaneEa XPE  BRARF > B Az

By P REFALR (p<O.05) o #T Z B2 Fe BT fpinAa it ek M L

#4.15 GhplBi % Ao BT At RS TR R 2 R T (A AJT)

PR E p e At

p iE

- e oA
s 0.024*
S ibe o

(Methyl DBAA) 0'01'6* .

Z & - ST by
(Methyl TBAA) (Methyl DCBAA)
RS 28"
(Methyl DCAA)

0.029*

0.016*

'_.
-

&Y piE ‘

B F P g
(Methyl DBCAA)
L Sl B

(Methyl BCAA)

NV

0:016%

0.016>

72 0 Kruakal-Wallis test 1% & Set 4k 20 * 5 53+ 2<0.05 5

RApidstr @R EHEFTAITRE
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# 4.16 % ¢ Kruakal-Wallis test  [r 2 64 v Jf & 5 $e3t £ B g %= e @& ™
fig > ™ Games-Howell test:& (7 F e T2 %% o 7%= & i ¥ & H {H A2
AP P RERFAVRT > 2L BT a7 3 160°C & 180°C ek gt
FXF HFALE (p=100>005) A1 % E LR HARIEFap Ey G st
A3 (p<O.05) > B R TF eS8 % 7 - o - F R i3 ¥ 160C L
180°Cemu it EA G P HFLE (p= 0133) 0 A MER T EA TS RM AL
PoHBEINC AR ERSAG EEHEFALRE (p<O05) Atk A8 o
I F - S C @Y Rl W 160C & 220C 2 M B G R F LR
(p=0.034<0.05) » & fEE A AT 45 R L B HAE AL EF L8 - &
AN Y ",% T- - F LT gt 160CE 180C 2 B e Bt o st L B Y
(p=0.358) » iz fAif &Tmm&\ﬁ *%'—fuf * ;‘l : ﬁfka‘ﬂ%‘”“% i bt o I R D
BB G s A AR (p<005) B PE' )ig ot d%F AR o

HD g% T LA e R A x»@_@ |(160°C # 180°C) # # 38 = (220C 2
250°C) > Fl B 5 b= do ﬁ&"ﬁq ﬁ%@}ﬁ*#m/}ﬁ*% 1B LS BE R

o
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%2416 TRRITAFERT g fe i x EAGES (5 )

Z o T 160C  180C  220C  250°C - o ET
(Methyl TBAA) (Methyl DBAA)
160°C 0.012* 0.012* 0.005* 160°C
180°C 1.000 0.016* 0.006* 180°C
220°C 0.018* 0.046* 0.004* 220°C
250°C 0.002* 0.011* 0.026* 250°C
S - F e 160C  180°C  220°C  250°C - k- & ¢ T A
(Methyl DBCAA) (Methyl BCAA)
160°C 0.358 0.001* 0.000* 160°C
180°C 0.133 0.003* 0.001* 180°C
220°C 0.041* 0,009% 0.000* 220°C
250°C 0.001%¢ 0.001* 0:000% 250°C
S E- RO R 160°C/ 180 (220°C"\ “250°C BT
(Methyl DCBAA) | =3 | ' (Methyl DBAA)
160°C 0.044%1. 0000% :0.005* 160°C
180°C 0.056:% I 0.000*70,007* 180°C
220°C 0.034% °0.303 . 0.014* 220°C
250°C 0.610  0.089:10:206 250°C

45 21

30 12 Games-Howell test i 5 ¥ 54 70 * 4

M WU g 12N

AT R ATEANEELG LA 5o
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4.2 F Be-F A BB 5 AL LRGN B T F L R

24 1TERA 5368 BFERPMFRFET > 2 HC B REP 5
WELF AP o T8 BT PN 7 b PR e BT g AR L Ap
EREIR G PR M e AP B R c RTEFRF OIS - F R
PR BLAR ¥ E 5 2.06-241 - — L fL T Ay 0.93-1.12 - - & ¢ &Y iy 4.67-5.49
- 4T Y i 074089 - - Foph i 209-25 2 F 2 &7 i 0.93-1.14 = &

e LY fig 4.2-555 - § — hC 7 i 0.99-1.24 % - - & o T iy 2.36-3.00 -
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2407 AMERFTEREPN A RRELZ 2 BT e P RSAELE BIPHE

At g ASHEI SR NS R T )

0% 3% 6fH  9f 124

i I
(Methyl MCAA)
- b Y i
(Methyl MBAA)
S EEmT
(Methyl DCAA)
Sk Y i
(Methyl DBAA)
- - F LR
(Methyl BCAA)
ZE e

(Methyl TCAA) Q-'93. ~—, 019.5 : 0.94 0.97 1.14

= he T i (1= _

(Methyl TBAA) 420 | <&21 4442 46 555
S F - %T Y By
(Methyl DCBAA)
k- F oY g
(Methyl DBCAA)

2.06 2.07 2.00 1.99 2.41
0.93 0.94 0.92 0.94 1.12
4.67 4.96 4.65 4.71 5.49
0.74 0.74 0.74 0.77 0.89

2.09+" "2.13 2.11 2.16 2.5

009!! 402/ %102 106 124

2.36 244 2.50 2.99 3.09

ogrstlpl P 71,2325 7% (IS, 1pg/ml) 2 e fa¥ i - F C T fig
(Methyl MCAA, 6 pg/ml) ~ - ;8.2 i ® Az (Methyl MBAA, 4 png/ml) ~ = # ¢ & ¥ fiq
(Methyl DCAA, 6 pg/ml) ~ - /.- % ¢ p& ¥ iz (Methyl BCAA, 4 pg/ml) ~ = % ¢ p&
v fiz (Methyl TCAA, 2 ug/ml) ~ = 4.2 p& @ fig (Methyl DBAA, 2 pg/ml) ~ = % - 5
¢ Bx ¥ By (Methyl DCBAA, 4 pg/ml) ~ = J%- % ¢ f& 7 fis (Methyl DBCAA, 10
pg/ml) £ = 4.c p ¥ iz (Methyl TBAA, 20 pg/ml) » & * ehz &2 i ° g e 58

L487 He @Y e R B kR - o T ATk R R - T -
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2418 LAk BT E R FER

2+ #icH 75 % 2 s 37 Kruakal-Wallis test i 7 ko2t 4 47 0 Bgor

MWEAP Y BT

~ K e T fy 5 0045 = % Y iy s 0.036 £ - -

Ll R EE R

MEARYEE L &

o we

T BT FPEFL AT D - § 0T fa s 0033 - ik

FORY fins 0027 i

AR (pO.05)c dpizr BT AATE R RIS BT AN RERER

FoRe AR @Y A

R
1y ‘/L'F

A8 (p>0.05) 217853 X B R

%] LL,T&T!H‘]%@”F:’}TFXZPEE%F'&V EFB-F oAy - k- F @Y

fia ~ = e T fy

* 4.18

B G- F LY At 2

RIEE ST

R T B AR EN LA R T A, A R

e
2 %3t E

B AT

Pz e & AP

p i

RFEArs

(Methyl MCAA)
- e 7

(Methyl MBAA)

-

S E e
(Methyl DCAA)
S ke kT g
(Methyl DBAA)
- - 2 LR Py

(Methyl BCAA)

S T
T\ ) (Methyl TCAA)
==\ dnemop
TS 11 (Methyl TBAA)
|| L NN
(Methyl DCBAA)
Z k- &L ERY Py

0.066 (Methyl DBCAA)

0.045*

0.060

0.036*

0.050

0.027*

zx ¢ 11 Kruakal-Wallis test 7 ;

LR R0 KL H2t 5<0.05

AP RTEHP AR ERLT ALY A % o

74
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& Kruakal-Wallis test & (733 A 47 P F L B - F 07 g~ 2 L R

Bfig - - F O fn¥r - % o AT g 0 12 Games-Howell test iE 7 E {5

T B%4rd 4 19 LRk RTE P A RPER ISR ET g A1 2

(P>0.05) « Rrize BH FAITHE S §LAMEBTHHN 2 FPFT A B3P -

% 4.19

PR AR AR T N A R ET L S

- F L m@Y 0f 34 64 94 124 -ib-§e@E"
(Methyl MCAA) (Methyl BCAA)
0 %) 0.751 0959 0.484 0.168 0%

34 0.999 0.945 0873 0.214 34
6 4/ 0584 0171 0.638 0.194 6 7/

9 %) 0559 0.384 0,992 0.241 9 4
12 4 0157 0479 +0.128 0.108 12 #)
Sk-FemTR Of 0 W84 6 9F 124 ke T iy
(Methyl DBCAA) 3 (Methyl TBAA)
0% 0.989 | | 0508 || 067 0.115 0%

34 0.758 . | 0.114 34
6 %) 0.439 0:882 0.163 6 1)

9 %) 0.162  0.350 0.226 9 #)

12 4 0134 0172 0.272 12 )

7L Games-Howell test 17 5 F {846 <> * & su3t @] 20 0050 7 A3 L& 0 &4

PR AN RT R R, PR TIPSR AR
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F14.26 8 1 4.27 5 HOB % ¥ 165 odgiB 50 % 1 1 b dye O i 19 )
WooAuGANERT I Of2 34 o A BT = b @Y AR A A

W] 5 220000 £2 24000000 #7143 S 4+ F 5 4N 3 fyac H 4e 7 M2 L faehk Jio

Abundance

o* e A ELs & 220000
[ ° 4
o 2200001 ¢

aooooo oo
(]
180000
160000
140000
120000
100000
80000
60000
40000
20000

. o
Time > “ -"

B 4.26 jLbtstin g §p 9 P

Abundance
e 00 o
L] O.
° °

[ ]

e 2400000

[ ]

® 2200000] e
.. ..
2800080

1800000

1600000
1400000
1200000
1000000
800000
600000

400000
200000 L\

9.00 10100 11.00 12/00 13100 14.00 15.00 16.00 17.00 18.00 19.00 20.00

Time -->

B4.27 A4 iRF ) 3§47 7 £ L BloH
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43 FEk-FHE BiL b kB MR R

304208 W 4 28 S4EF AU BT 5o BT Fa s N SRR
HiE g FEd F Wi 0.7ml/min 34 3] 1.3 ml/min > — & ¢ B 7 fa i 5Lip $ E
L 247252~ - LT Ea Y iy 1.52-163~ - F ¢ f Y fin 7.56-7.91 - - b RV iy
1.60-231~ - - § 2 o 5 398495~ = § 2 o7 iy 192211~ = b @7 fiy
11.83-17.11 ~ = & — %2 f& 7 fin 240-327 % = i%— & ¢ i 7 fiy 6.61-9.05 » A RYL
PR E A $ R DA E R o T A REF SR e @

Fa A dock X mm AL R -
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%420 2 FFMiEL F oL T a2 P REILF BAHE

P

AT F prats
0.7 ml/min 1 ml/min 1.3 ml/min
- F e R
(Methyl MCAA) 2.47 2.59 2.52
- e @Y il
(Methyl MBAA) 152 1.62 1.63
SR
(Methyl DCAA) 7.56 7.76 7.91
=i
(Methyl DBAA) 1.60 1.96 2.31
- B- F LY Ay
(Methyl BCAA) | 3:90 4.69 4.95
ZECRT ‘
(Methyl TCAA) L P X, 2.11
S o el )L
(Methyl TBAA) 11|83l:“ | 14_-49 17.11
EE LSS A WEAV | A
(Methyl DCBAA) _..2-4_0 2.9 3.27
LR N A =
(Methyl DBCAA) 6.61 7.87 9.05
wogastlul P L,2,3-2 4% (IS, lugml) 2 3 e B Ay i - & LY Py
(Methyl MCAA, 6 pg/ml) ~ — i%.c 7 ® fiy (Methyl MBAA, 4 ug/ml) ~ = & 2 f " fiy
(Methyl DCAA, 6 ug/ml) LU N Sy ﬁ/;E' ﬁ:I (Methyl BCAA, 4 Hg/ml) i ﬁ”;t
® 7 (Methyl TCAA, 2 ug/ml) ~ = iz f ® fiz (Methyl DBAA, 2 ug/ml) ~ = & - 34

© # 7 f; (Methyl DCBAA, 4 pg/ml) ~ = it— % ¢ i 7 Ay (Methyl DBCAA, 10

ugiml) ¢ = jh.e 9 fiy (Methyl TBAA, 20 ug/ml) » @& # ¢hg dje f 7 fin e 5.8

1 ﬁé‘g -L{;T]ZJ ﬁf‘g ﬁaﬁj@'ﬁéﬁaﬁ/%}il - ’fi ’ ﬂﬁbk\-’}’?ﬁj‘%% ol E e - *;”Fr R
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2420 2 HFFMA PRS0 FC B e P RSRRHE T ES K
H F]5 % B A 45 Kruakal-Wallis test 32 7 5u3- A 45 o 4 #8.7 §)2 fe ® fig»t 7 o 46
FFMET O R HERNT HFLAR Y- F BT a s - R R
Tz F oY g (pP0.05) 0 dpinz B AR R G LA F A E R
Fo B P RF LR (p=0.027 <0.05) > #rriipat e Feha 4k % € %
* & MR PR e
A A L C R B R C A AL
AT FE B X H F Mg R HeRs B 7 e B € STF MR aE o 4

E K

%421 § T Y A AR R Y A R 2 M

S o I e p it
creincar) '9-20?; :*’“ | (K/ljmﬁc o 0.061
wemiocan 0027 weniocean 0027
wemioeasy  0027" et opoany 0027

- - F LY g

(Methyl BCAA) 0.027*

51 02 Kruakal-Wallis test 1% 5 $u3 fe %0 * 5 53 ©<0.05 § %3 B¥F L % - &

b F AT R g BT e i A i %
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4

%2422 - F Vgt Vg F - T - F L
PR - - AT B R ET o HASAHENT FinE T 2NN
F AR08 1 Games-Howell test i % % 2 4 ok 7 — - & ¢ 27 fig > 1 ml/min
22 1.3 ml/min 3 5L 4p 4 B & 23t £ B ¢k (p=0.056>0.05) » 7 fo i % 1 = H &
AR BAREAPHE S Findd s 2 8 (p<0.05) - LAp < KA F Wi
EEELS TS o

L P REFLETEY FHARNE P ERE SR 2
LR fia v c F - TRy S k- F LR g - k- F O gz ke

T g e 47 -

%422 FHe BT EBASAMESHEY A I EIIEFZF SR TR

ZFTET A 0.7 A 1 1.3 LN Ll
(Methyl DCAA) ml/min mL/Inln mil/min (Methyl DBAA)
0.7 ml/min 0:008* || 0/001% 0.7 ml/min
1 mi/min o @I 0.001* 1 mi/min
1.3 ml/min 0.001% : 1.3 ml/min
A LN L 0.7 1 1.3 S ibh- F LY
(Methyl DCBAA) ml/min ~ ml/min ~ ml/min (Methyl DBCAA)
0.7 ml/min 0.024* 0.004* 0.7 ml/min
1 ml/min 0.016* 0.005* 1 ml/min
1.3 ml/min 0.003* 0.012* 1.3 ml/min
L Sl B 0.7 1 1.3 Z T Y Ay

(Methyl BCAA) ml/min  ml/min ml/min (Methyl TBAA)
0.7 ml/min 0.010* 0.002* 0.7 ml/min
1 ml/min 0.003* 0.001* 1 ml/min
1.3 ml/min 0.002* 0.058 1.3 ml/min

4L 2] /L $)_L"‘

3T 0 Games-Howell test 2 ¥ S 2 > *5 M3t @ %0 0050 7 23 i &0 &

#ﬁgﬁ]bﬁ’xnﬁq’&%%iﬁ%ﬁ% fe ik 1 iF AV\"]"‘IF"L% —'}giﬂm"
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4.4 F -8 1 E LBk S L RIS HA AR R

#4232 R 429 5B PAAER T Z e BT A8 P RSIELF AP
8 o MEEFRFAA LB R 30CH 4P 50C 0 - & LT A ELE AR E S
1.75-1.79 ~ - &2 f& 9 fi; 0.85-0.85~ = & ¢ f& ¥ fiy 4.04-4.00 - = iz F 7 fiy
0.81-0.92 ~ - jh— % ¢ f? fig % 2.02-2.26 ~ = & ¢ f4 ¥ fiy 0.94-0.93 ~ = iz & ¥
fin 6.77-6.47~ = & — %0 fa ¥ fiy 1.33-1.41 % = j&— % ¢ F4 7 fiy 3.88-3.78 - ¥ ¢} >

PRERAAGERE e B AR T AP LR o
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7 4.23 A BAAERZ Z R fREPM RS BIPHE

PR ERRC R LR R i

30C 35C 40°C 45C 50C

- F e
(Methyl MCAA)
- b Y i
(Methyl MBAA)
S ERT
(Methyl DCAA)
Sk Y i
(Methyl DBAA)
- - F LR
(Methyl BCAA)
ZE e

(Methyl TCAA) 0.94% 092% 093 090 093

e YR g1 _
(Methyl TBAA) 67 <b6l £ 666 654 647

B Y L N ¥ 'f . 4
(Methyl DCBAA) 133 1..33 . A35 1.41 1.41
- &R
(Methyl DBCAA)

1.75 1.72 1.73 1.71 1.79
0.85 0.84 0.85 0.85 0.85
4.04 3.99 4.03 4.00 4.00
0.81 0.82 0.84 0.87 0.92

2.02¢" " 2.07 2.11 2.51 2.26

3.88 3.70 3.57 3.78 3.78

wogrstlul pF1,2,3-2 % /5% (IS, 1pg/ml) 2 5 e B fig - & 2 @Y A
(Methyl MCAA, 6 pg/ml) ~ — 4.z p& ® Az (Methyl MBAA, 4 ug/ml) ~ = % ¢ & ¥ fy
(Methyl DCAA, 6 ng/ml) ~ - .- % ¢ B& ? fig (Methyl BCAA, 4 pug/ml) ~ = % ¢ f&
" fiz (Methyl TCAA, 2 pg/ml) ~ = 8.2 p& ¥ fiy (Methyl DBAA, 2 pg/ml)~ = % - %
2 # 7 Ay (Methyl DCBAA, 4 pg/ml) ~ = .- & ¢ i " Ay (Methyl DBCAA, 10
pg/ml) £ = 4.c p& ¥ iz (Methyl TBAA, 20 pg/ml)> @& * ehg dje fe® e 52

1487 He T e R R bR - o T ATk R LR - T -
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2424 SR FASER F e AT fE P RS ASARHE g il
T3 % B #cA 7 Kruakal-Wallis test i& (7 5225 A 45 o 345 3 fe A= 428 B T #9718 2
BARHE > N F R - - AR - A Y it A
£opEAY L 0012-0011 & 0035 Lo e B R DT B A AT S %

o

AR oo L fBF Mo Y fath 0 S RO T iy - - F O T o -
%0 i ﬁqr‘n/ﬁ\*frﬁ BX AR R %E f,_:s R Ki?f?ﬁ_/iﬁ”jﬁr_ﬁﬁl‘)‘Fig%c , Hoap

A h g e R R

% 4.24 7 do FLY FaUBLARHEONEE A AR B 2 B E

& AT p it A p i
R o AT
- e T i ZSe 7
(Methyl MBAA) 0 766, :;; (Methyl TBAA) 0.411
S I 1 M - memp
(Methyl DCAA) 0204| || (Methyl DCBAA) 0.106
ST T o o S L Y N
(Methyl DBAA) 0012 . = eyl DBCAA) 0.035
TERCECRTES g 01q

(Methyl BCAA)

3 2 Kruakal-Wallis test % 5 st3t# %> * 5 53 8<0.05> 7 S B F L & 0 &

A PA AR R BT R s ik o
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%2425 5 L Vg~ - AR Y- R F LY g 2 ARG
W EE LB g T (5 2 Games-Howell test & 17 4~ 47 o = L2 &Y fiy
FER T AR R B H B A 4 B W 30°C ¢ 50°C (p=0.006<0.05) ~ 35C
¥ 50°C (p=0.005<0.05) ~ 40°C ¥* 50°C (p=0.009<0.05) > = i if B T #7 {8 A 45 & &
A AR BT aRSIHEFAE (p>005) Lo patre s Lg L i o - k-
F o T fig 20 45°C e 50TC sdp s it syt £ & (p=0.019<0.05) 0 A 45 3 %
FAR - - F oY AR 2 30CE 35C ~30C¥ 40C ~35C& 40C g st
AR (p>005) s ENmsr SR RLE AT IR T REF LR
(p<0.05) > # i ujeha {546 % £ B o

AL L BT g @ oA e R BOCHT AT R R E 40C T R e stk
%4 48 - b Fo T ff {am,, (30(:»% 40°C) fenjgrd g e (45C 2
50C) 2 B enmfi i % 5 405 48= & o rrw gqm/\ﬁ*% %4 45C2 50C %

LR@ce o ”T'l%”‘ﬁr/m)imlﬂﬁ—jﬂbﬂﬁﬁ‘m 2
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%425 FRCERT MAGAAHET LRI PALEARZET R TE

Z ST T Py 30C 35C 40°C 45C 50°C Z - F LY g
(Methyl DBAA) (Methyl DBCAA)
30°C 0.280 0.069 0.102 0.613 30°C
35°C 0.937 0.303 0.646 0.615 357C
40°C 0.215  0.284 0.991 0.211 40°C

45°C 0.105 0.145 0.478 0.019* 45°C
50°C 0.006* 0.005* 0.009* 50°C
~ - F oY 30°C 35C 40°C 45°C 50°C
(Methyl BCAA)
30°C
35°C 0.562
40°C 0094 ' 0488
45°C 0.001%4" 0.001%x< 0.008*
50°C 0:004* ~~ 0.018* \'0016*  0.008*
% §2 4k T Games-Howell ftest (i ;?* bl st ]2t 0,05 FRPLE R

.l;_u_

TEAHTREE A G Lo

I g Ee T Fatidi FA el R

87



45 F -8 bk Ao b o e R AR Y

#4.26 2B 4.30 53 A4 BARNT 7 e BT R poAREUELE AR
HiE o MEF A 4o B 258 03 40 5C/min F] 25°C/min > — & ¢ BT il BiAp ¥ E
% 1.40-143 - - e " Ay 061-0.70~ - % ¢ & " Ay 3.31-3.25 - jhe @7 Ay
0.77-0.73~ — i%— § 0 " fiy 5 1.83-1.47~ = § ¢ 47 fiy 0.81-0.75~ = L2 & @
fin 5.77-549~ = § - i8¢ fe ¥ fi; 1.18-1.11 2 - j— & ¢ f ¥ fiy 3.15-2.91 0 ¥ ¢} >

PR BN e B sk T AP AR -
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% 4.26 7 FAheT AR F R T i MR EELE RAPHE

PRE A7 e R AR S

5C/min  10C/min 15C/min 20°C/min 25°C/min

- F e
(Methyl MCAA)
- b Y i
(Methyl MBAA)
S ERT
(Methyl DCAA)
Sk Y i
(Methyl DBAA)
- - F LR
(Methyl BCAA)
ZE e
(Methyl TCAA)

1.40 1.28 1.63 1.45 1.43
0.61 0.60 0.82 0.73 0.70
3.31 3.06 3.82 3.34 3.25
0.77 0.69 0.85 0.75 0.73
1.83+". 1'-.6_4 2.07 2.31 1.47

0.82° 0.72% 089 077  0.75

LN fj’;; Y iy x:_: _ .
(Methyl TBAA) %/ | ;’519 647 564 549

e . LA
(Methyl DCBAA)
S F U
(Methyl DBCAA)

118!l 405/ “430 114 111

3.15 2.79 3.45 2.99 291

moast iyl p71,2,3-2473% (IS, 1pgml) 2 3 e v fig - - & ¢ 7 fig
(Methyl MCAA, 6 pg/ml) ~ - 8.2 g2 ® Ay (Methyl MBAA, 4 pg/ml)~ = % ¢ & ¥ fy
(Methyl DCAA, 6 pg/ml) ~ - 78— % ¢ B& " Az (Methyl BCAA, 4 pg/ml) ~ = § ¢ &

? Ay (Methyl TCAA, 2 pg/ml) ~ = /8.2 p& @ Az (Methyl DBAA, 2 pg/ml)~ = % - 5

Ay

2 ft Ay (Methyl DCBAA, 4 pg/ml) ~ - j%— % ¢ & " fiy (Methyl DBCAA, 10
pg/ml) 22 =8¢ f® Ay (Methyl TBAA, 20 pg/ml)»> i¢ * ch 3 &2 f 7 e 54

17 M T fa el B ER G - R0 B AT R Nt - S o
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2427 53 Pardp 2 AR 3 He BT i p BRSSP B S il
71+ % 2 #ics 47 Kruakal-Wallis test :2 {7 4 47 < o1 14 fd 7 2 peamui 5uip e
W A e D BN P AT P EF LR (p<0.05) -

ST G ET T Bt R A A S AR A T R L LR o

30427 F e T RAARHEN D P RS 2 S

S piE A p i
wecan  0014° wiigircasy, 000"
wempan  0012° wgironsy 0011
VAN 1 AU 1T
S e QOfor A SEE R

(Methyl DBAA) V£ B
- - F T fy |
(Methyl BCAA)

(Methyl DBCAA)

21 02 Kruakal-Walis test 1 5 42 FHHCE B <0050 § AP HT LA L

#F]JL"FFI] k’ﬁ‘”‘&p/ﬂ_}ig _{’:E-K rt']b ﬁg‘“ﬁqmg\*fr _L_a: o
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% 4. 28 4 &7 #¢ per Games-Howell test :& 7 % fé g €2 S3b % % o — &
Z fa® fgt A A4 B AR 5°C/min ¥ 15°C/min ~ 10°C/min ¥ 15°C/min -
15C/min ¥ 20C/min % 15C/min ¥ 25C/min i i 4p ¥t mif st £ B
(p<0.05) > dg A 475 % A5 L B o — e Y it 3 A= 4 iR 4250 5°C/min &
10°C/min & ~ 15°C/min £2 20°C/min ~ 20°C/min £ 25°C/min =30 84p $F & & sozt
£ 3o (p>0.05) RApHepnhp B[22 0.05F St t hL B 7 A4

RN R B T

i

o F oY BRI A AR R AR 5C/min &
15°C/min ~ 10°C/min £ 15°C/min ~ 15°C/min ¥ 20°C/min ~ 15°C/min ¥ 25°C/min -
20°C/min £ 25°C/min 3usiip 4t Eid su3 £ B (p<0.05): 7 ¢ B a1 % - - 4
¢ & gt 10°C/min £ 15°C/min 2~15C/min & 20°C/min~15C/min & 25°C/min
3t p )3 0.05 A@ﬁ*% iﬂ°F%5&“%m%%ﬁﬁm*7FP
b B A2 3¢ 5°C/min & 15 C/mln 5C/m|nxbh’ 25 C/min ~ 10C/min £ 15C/min
15C/min £ 20°C/min ~ 15C/min £ 25-@-1mm- FAaE P EF LR (p<0.05) -

LEAECE R EAE R T ;,Lﬂl i ,ia il A R
10°C/min &7 15°C/min ~ 15 C/mm_ Ei’ 2.(_) C/m!n ~'15 C/min ¥ 25°C/min i %3+ &g
FLR HepewpaAFT AR T ERE TS E 2 F - B BT iR
42 4o 8 4258 5°C/min ¥2 15°C/min ~ 10C/min ¥ 15°C/min ~ 15C/min #2
20°C/min ~15°C/min £ 25°C/min se3t p &} 3+ 0.05 E s £ B > Rdpd- 4o B AR
FERTLNEE D - F T N PA e B AR LA E
15°C/min £2 20°C/min ~ 15°C/min 22 25°C/min #F %3+ £ 8 (p<0.05) » #71L 4= 45
BRNEFELAEE BRI PA A BN EY AR P EF LR
(p>0.05) > % § LEAFT L% o — - F LY 3t 7 A4 R AR5 5 5C/min
£ 10C/min~10°C/min ¥ 25°C/min 523+ p @ <3 0.05° 2 3 X £ 8 - H 47 |2

BARNTAGAAFEF TR LR (p<0.09) g LT % -
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JhSRP SRV FR L A N BAFE R LR PR ELI AT R

#2335 15C/min» 2EEF B L B o

% 4.28 FRCET MAGAHEN T PALT EANTLE R R TE
L 5 10 15 20 25 ~ e Y A
(Methyl MCAA)  C/min ‘C/min "C/min ‘C/min  ‘C/min  (Methyl MBAA)
5C/min 0.942 0.025* 0.013* 0.044* 5C/min
10°C/min 0.069 0.016* 0.022* 0.032* 10°C/min
15°C/min 0.007* 0.008* 0.219  0.090 15°C/min
20°C/min 0.356 0.052 0.001* 0.437 20°C/min
25°C/min 0.686 0.069 0.001* 0.189 25°C/min
B ER 5 10 15 20 25 BT
(Methyl DCAA)  C/min  C/min “C/min. C/min C/min  (Methyl DBAA)
5°C/min 0.07540 0.056 W.0.457. 0.178 5°C/min
10°C/min 0.143 ~0.026* 0190 0.347 10°C/min
15°C/min 0.027* F=2:1] 0.003% 0.000* 15°C /min
20°C/min 0.968  -0.122 | |0.Q¥_)_.O* ; 0.461 20°C/min
25°C /min 0.786 0.243 | 10.000* | | 0/022* 25°C /min
ZEOR®Y A 5 10 15 20 25 BT
(Methyl TCAA)  C/min C/min ‘C/min  ‘C/min  “C/min  (Methyl TBAA)
5C/min 0.123 0.056  0.780 0.324 5C/min
10°C/min 0.054 0.026* 0.215 0.423 10°C/min
15°C/min 0.040* 0.021* 0.002* 0.000* 15°C/min
20°C/min 0.202 0.247  0.000* 0.358 20°C/min
25°C/min 0.066 0570 0.002* 0.154 25°C/min
% - LT T Py 5 10 15 20 25 Z - F LYy
(Methyl DCBAA)  C/min  C/min  ‘C/min  ‘C/min  “C/min  (Methyl DBCAA)
5C/min 0.093 0.075 0.283 0.094 5C/min
10°C/min 0.134 0.035* 0.332 0.674 10°C/min
15°C/min 0.049* 0.031* 0.009* 0.002* 15°C/min
20°C/min 0.680 0.277 0.010* 0.484 20°C/min
25°C/min 0.200 0.575 0.002* 25°C/min
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3 A dsd B AN 2§ ke B ET S (F)

- - F LY Ay 5 10 15 20 25
(Methyl BCAA) C/min C/min C/min C/min C/min
5C/min
10°C/min 0.082
15°C/min 0.036* 0.020*
20°C/min 0.001* 0.001* 0.021*
25°C/min 0.012* 0.124 0.000* 0.001*

3T ¥ {8 ¥k =02 Games-Howell test iT 5 > *5 A3t iE 35 0.050 7 S &0 &

R

rda? FA AR R §RFE L BT @ ir Sk -
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4.6 F -7 %z F|0 fET Fa A Rk B2 R

BN E S F R s g R 3 AR s R R 160°C
SRR LA ) S L 32 07 miin
FU R RT o RE IR de M a3 A RS E AT SE LR E

% 4.29 B A4.31 2 W4A.32 57 s RT g FL KT faF B
ISR RS RIS § - ke [T iU B AR L 5 0558
20704 » H A {5 - F o a7 fy s 0.005 8 0.001 - - & o fE T iyt iR
® 5 0493 0624 > 2 Hjzt - e f ¥ fig 5 0.008 & 0.004 2 = 8.2 FL ¥ figil
BAns® 5 083927 1279 > H A2 - jhe ¥ fig 5 0.017 £2 0.014 - A1 7 4

Z e BT Fa iU E T B L E bk BB T2 AR kA e

£4.29 74z fe Y @B B A Lk B F AP B
s

- ol

A N LV E S5

i - B | f s o4 .
| O FHERAM R
| £y

S EF - hC T g
(Methyl DCBAA)
Hiap 1 - § e @O f
(Methyl DCAA)
Zh- F LT
(Methyl DBCAA)
Mgt @ - - & o " iy
(Methyl BCAA)
ERLE
(Methyl TBAA)
Hird = ihe i iy
(Methyl DBAA)

0.558 0.704
0.005 0.001
0.493 0.624
0.008 0.004
0.839 1.279

0.017 0.014

srrgpst gl pg 1,2 3=2Fa% (IS 5 pgml) s = & - e f& 7 Ay (Methyl
DCBAA, 10 pg/ml)~ = j&— & 2 £ 7 a7 (Methyl DBCAA, 10 ug/ml) # = iz g2 ®

fia (Methyl TBAA, 20 pg/ml) -
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B sphitless Ocoel on column

[RENCE

— (v 4o

(RIS

MethylTBAA (47 )

=
MethvlDCAA Methyl BCAA MethyIDBAA - (47 1)

iy
o]
e
o
e
-

W4.32 Fibzdje 7 ol HEp 03 FiLsdl ek BRLARHE
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J—

1]

% 4. 30 7 & * #H Wilcoxon Ranks test iF 2

/\

/

= e BT fiachE B siAp ¥

A IS ST AT 0 BT PR e MY fq 2 B A RS R RS

PR E T A il bk 30T Y @ B3t £ R (p=0.345>0.05) » & dp 3 Ak sufT i ehg

DR A RN 2 Y 2

% 4.30 Z./—»—\

i

=

;fF] * e A Ef‘]’,f FuAe 2 L=

Lo PR SR ER P I ik s

Bt A AT

B

p it

& - R pT g
(Methyl DCBAA)
Afas © - F oo
(Methyl DCAA)
- F LY fg
(Methyl DBCAA)

LT Y L) "
(Methyl BCAR) [ [\ /)
ERLRA N . FF-:‘-, |}
(Methyl TBAA) 7 || 28
Aips o= ibe o

(Methyl DBAA)

0.345

0.345

0.345
70.345
0.345

0.345

2 Wilcoxon Ranks tes i® 7 suitg 2> *
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AT F Bk-7 ®)C T fig 3t fAIL Sk b2 Wt R
S A /u ,:l“ «ub’:"?’h' [ J}.q., t %’\_‘Eé l,_'_ ]i s A A /n /; vb/lk' v /E 160C
P e T o B R R LS R T L E 3 4 0 iniE 0.7 ml/min

RAEET T O RF Ao T [0S LS AT SF B HE .

471 5 ke BT g R SA T R

% 4.31 2R 4.33 57 fiist kT g e Y gk BASAREE > 3 A
kB E A E R R M- LR I BLApEEA B 5 133 & 177~ - 4
© " fin
-4 F

KIS

50592 083+ & ¢ /7 fi 3.24 87 4.02~ = i &7 fig 5 0.83-0.91

o

M7 fia 1782210 2R ﬁa; 0.76 092~ = it f 7 fiy 5 3.06
5590~:a—,ﬁbmﬁﬁ3p082*122*: - R s 1915 315
i B 00 108 55 0.70 22 0880 % Pﬁxﬁwﬁ # @c,_ﬁw Aot 8 4L 216

: || ==
B ORF LA E o : 1 | _iE_..: '
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% 4.31 7 AL T [0 Lk s E SR HE

AT R ER R
CRRTE FAHE RS
(I\—AeTh;I IZFl\ﬁ)lzc—:Aﬁj;) 133 1.77
SRR LR
(Methy ir/IB,fZ) 0.59 0.83
(K/I(j[hj/l %&Aﬁi) 3.24 4.02
- b B A
(Methy IzEBAﬁ:) 0.83 0.91
—b.— % EY A
(;\)lethil BErAA)ﬁ EI A .-1-7..8_ 2.10
(:/I;h;I%(;AT) V2 A\ < 0.92
E NN (M= L) | _
(KA;fhylﬁirrBAﬁE) W ! 3;:506 : 5.90
TR L) = I\y
—(l\jetm;l‘Dc:f‘sl;,a\,efi)gI ' : 082 ' 1.22
:(Mit—hyT ;BﬁéAAiq 191 3.15
o 0.70 0.88

(Methyl SUR)

mogastlpl pg1,2,3-2 % 3% (IS, 1 pug/ml)~2-57 A (Methyl SUR, 1 ug/ml)
2GR fai - & ¢ F&7 fig (Methyl MCAA, 6 ng/ml)~ - 4.2 5 ? fig (Methyl
MBAA, 4 pg/ml) ~ = % ¢ f& " Az (Methyl DCAA, 6 pg/ml) ~ - - & ¢ f ¥ fiy
(Methyl BCAA, 4 pg/ml) ~ = % ¢z p& ¥ fig (Methyl TCAA, 2 pg/ml) ~ = %2 B2 ¥ fig
(Methyl DBAA, 2 pg/ml) ~ = & - /%2 & ¥ fig (Methyl DCBAA, 4 pg/ml) ~ = .-
% ¢ pa? fig (Methyl DBCAA, 10 pg/ml) & = 8. ¢ & ¥ Ay (Methyl TBAA, 20
pgiml) » @@ * vz dje O iS4 A7 e B il ERR D -

oo F AR R R LR - T
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# 4.32 11 & $ix Wilcoxon Ranks test & {7 7 j&.= &2 fL ¥ fig sk il 5i4p ¥
B A AP o A A e R Y - F LT g - &
SR - - AT ac 2RO R S k- O G Rt A
(=0.028<0.05) » & 4121 fif [ § % 7 I iLoH s skl 57 BAFH A 455 % o <

LR L AR AT R BT AR S

204,32 7 kL BET M Biap s BT A it kM2 MR

FHr T p it BT pic

- F TR Ciomo

ety 008" weryioany 0345

— BT EE Y A ZRT BT B

(Methyl ir;I‘Bf,Z\) 0-345 2 ethyl ﬁ?B AT\) 0.028*

- % T YA | s LRSI

ety DCAR T SN M ocoan 039

- BT BT oA \ -k . a

({\glethzl ?B{Z)g -0 345| *’“ " | (Meg];; EBEA Aﬁ; 0.028*

(;\:eth?/' BEﬁ;ﬁ)ﬁjgI 0028* - '(Me{& SVLqJR) 0.345
3* 1 12 Wilcoxon Ranks tes i % at;wfgi; AR 8<0050 F MPEF LA L

dp L Bing e T AR LG A
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472 R 7 )T BAR S 47 v R

% 4,332 B 4.34 55 fEA s 5 AT hy ko RIS AST R Ly F
EARF BT AR B E R E A kS - F R fal SR E S 035
#2063 - e f? g s 0172 042 - F ¢ v iy 1287 322 - bt fe ¥ iy
%035-072~- 8- F LY 5074162 2 F ¢ ¥ fin s 037077 = i
CFLY fig s 15622332 2 - e T g s 0472 089 - F L Y fip 5
110 22 242 2 iR 5 5 014 22 020°55 8 1 P %7 5 dj2 B it E B

AR ST RB LAY E -
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% 04.33 ¢ e AT AEER L AT R LS A UL

AT R ER R
RIS = FAHE RS
(I\—AeTh;I chz) 0.35 0.63
— T BT A
(Methy ir/IBfZ) 0.17 0.42
(;/I(j[h;l %&Aﬁi) 1.28 3.22
- BT A
(Methy IzEBAﬁ:) 0.35 0.72
—b.— % EY A
(;\)lethil BErAA)ﬁ EI 012 1.62
(:A:chI%(;AT) - 037 0.77
E NN a=a( ) |
A(E/le/zt‘hilﬁirrBAAiAq)g t f:5”6 3.32
—(l\jet—h;;lﬁeDc:ff:,a—\,f)gI N 047 0.89
ot DBCAN 1:10 2.42
s e 0.14 0.20

(Methyl SUR)

drisrlal pog1,2,8-2 4 5 (IS, 1pg/ml) » # 2-i47 & (SUR, 1pg/ml) 2

FEe g EAEE - - & ¢ it (MCAA, 6 pug/ml) ~ - %2 & (MBAA, 4
pug/ml) ~ = % ¢ g& (DCAA, 6 pg/ml) ~ - 7&— 5 ¢ & (BCAA, 4pug/ml) ~ = 7 ¢ &
(TCAA, 2 ug/mi)~ = ;8.2 f& (DBAA, 2 ug/ml)~ = % - 4.z p& (DCBAA, 4 pg/ml) ~
= %- % ¢ pk (DBCAA, 10 ug/ml) ¢ = jh.o p& (TBAA, 20 ug/ml)» @& * 13z &2
B P Rl 4 5 e Y fachRAclRBEER A - ko Tl ATk Rt

B - .
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# 4.34 1 & & Wilcoxon Ranks test £ 5 2 &2 &7 fig ¥ B EAPEH B33
- & o LU fin (p=0.046) 2 z e iV fip i (p=.028) E A EF LR

E J}puie..fé,fﬂ ’Fﬁg*ﬂ k/j-,,k e fBoa _ng_fs"ﬁ/ﬂ\*%_g.t.% o Hp g r\vL]Z; ﬁ’;{g sz‘l

Rl

STABLARF T A L et kALY @A R (p0.05) 0 HTIU R £ kSN e A R

o o

%04.34 F o) AT AIIE R R MR LA kS

mATE piE A5 g o i

—gbﬁﬁgﬁ% :—_gaﬁgaﬁa

0.753 0.345

(Methyl MCAA) TR, (Methyl TCAA)

(l\—/le;yl zsﬁ) 0345 (K/leiyufisﬁ) 0.028*
ety AR 0345| —(Mg;thyT ooy 0046
TS ma oss, et BOE L 03

3 0 2 Wilcoxon Ranks test 17 5 i3tk %0 * 5 53t 8<005° § S HFRL &0 &

AL ke ke T A AR LR
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48 FE-F HE RIS LI VLRI ZRKE
34,350 FA.35FA.40 5 5 dje T RSN Ak 5 KET 2K B
e A AT R - RS 5ok R 0% e F] 5% - & ¢ BT el #
B E L 137-118 — e Y Ay s 0.65-052 - & & &7 fn s 3.12-0.91~ - b
o7 fia s 0.87-0.63~— jh— & ¢ f7 fia 5 2041552 § ¢ &7 iz 3 0.77-0.82 -
ZhT Y An D 460-220 T K - b BT s 1.02-0.60 « = jh— jho AT By %
2.57-1.65 24 004 5 5 0.41-0.25 o SEF § dye [T fa iRk Sp g kB R 4o o

F e BT BB R A TR o

Vi,
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2435 2Rz kE2ZHCEY BF BASAAHE

B E T ik

|

0% 0.1% 0.5% 1% 2% 5%

- Fep
(Methyl MCAA)
- b Y i
(Methyl MBAA)
SRS N
(Methyl DCAA)
Sk T i
(Methyl DBAA)
- - F LY
(Methyl BCAA)
ZEeET R

(Methyl TCAA) 0-77'_.9-7?_ 0.77. 0.77 0.74 0.82

RN N A :
(Methyl TBAA) 4.60 [ 476 355 318 297 2.20

R AT Al 5 | 2o
(Methyl DCBAA) 1'.-0_2_.' 0991094 090 085 0.60
- O
(Methyl DBCAA)
287 fiy
(Methyl SUR)

137 132 135 133 128 118
065 063 061 06 057 0.52
312 3.08 319 319 3.07 091
087 081 0.79 0.76 0.71 0.63

2.040°205%,214 213 203 1.55

257 "7 230 218 205 1.65

041 038 035 032 030 0.25

oistlul p7 1,2,3-2 % A= (IS, 1 pg/ml) ~ 2-5.7 fn (Methyl SUR, 1 ng/ml)
2GR - & ¢ &Y fig (Methyl MCAA, 6 ng/ml) ~ - 5.2 f& ¥ iz (Methyl
MBAA, 4 pg/ml) ~ = % ¢ f&? fig (Methyl DCAA, 6 pg/ml)) ~ — 8- % ¢ f& 7 Ay
(Methyl BCAA, 4 pg/ml) ~ = % ¢ p&® iz (Methyl TCAA, 2 pg/ml) ~ = /5.2 p& ¥ fig
(Methyl DBAA, 2 pg/ml) ~ = % - 4.2 p& ¥ fig (Methyl DCBAA, 4 pg/ml) ~ = 4.—- %
¢ B " fiy (Methyl DBCAA, 10 pg/ml) 2 = 4o & ® Ay (Methyl TBAA, 20
pg/ml) > @& % hg dje T MRS SE 4 A7 e BT fa el R kAR R - o

FIPt A 35 eniE & R e - 3 o
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Abundanc,
e b0,

Time -—

wils— F o @7 Ay (Methyl MCAA)>2~— o 5 ® i (Methyl MBAA) 3+ =
DCAA) 4+1,2,3-2 % 7 % (IS)+5~— -

180000
60000
®o0 ¢
140000
120000
100000
80000
60000

40000

20000

W EL5 & 180000

<

JL&LJM \

900 10()0 11()0 12()0 1%()() 14()() 1500 1600 1700 1800 1900 2000 2100

—

¢ pg (Methyl

F oY iy (Methyl BCAA)-6~= § ¢ it ® iz (Methyl

TCAA)>7~2-i%7 fi; (Methyl SUR)>8+ = %2 ™ fi; (Methyl DBAA) 9= & — i%.o & 7 iz (Methyl

DCBAA)

@l 4.35

')
Abund®nce
°

10 ~

A

¢

150000
£140000
13bdbo
120000
110000
100000
90000
80000
70000
60000
50000
40000
30000
20000
10000

Time -—>

Til- F 2 pa? fg (Methyl MCAA) 2~ - 8.2 i ¥ Ay (Methyl MBAA)-3~= # 2 f& ® iy (Methyl

DCAA) 4+1,2,3-2 & " = (IS)+5~ — -
TCAA)>7-2-1%7 fiz (Methyl SUR)>8~ = iz " fi; (Methyl DBAA)> 9~ - &
- - § o @™ Ay (Methyl DBCAA) » 11~ = jhz @

DCBAA) »

4. 36

10 ~

A

?

0%k

- £ 2 7 Ay (Methyl DBCAA) » 11~ = ih2 £ @ f; (Methyl TBAA)

B2 §dye fE® pa At W

. s A 150000 - 1
: 4 .-_'i:.' i
. }rxﬁﬁ || e > Y Hl l;im:k : 10
.%é.iz !“. . _}_u:;.“ ﬁ.
Jt L L .

J

0.1%-k

900 1000 1100 1200 1300 1400 1500 1600 1700 1800 190020002100“

% ¢ P Ay (Methyl BCAA) 6~ = % ¢ & ¥ iy (Methyl
- 5o f® Ay (Methyl

fs (Methyl TBAA)

22

LN LR R
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Abundance

°
e 90000
°
°
s 80000
®e
78000
60000
50000
40000
30000
20000
10000
Time >

il Fo e

DCAA)-4~1,2,3-=

A ELs & 90000

2 7 8

o L

T T T T T T T T T T T T T
9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00 21.00

fn (Methyl MCAA)>2~ - ;8.2 B ¥ fig (Methyl MBAA)>3~- & ¢ & ¥ fiz (Methyl
F79 (IS)'5~— - & 2 &7 Ay (Methyl BCAA) 6~ = & ¢ f ™ f; (Methyl
TCAA)>7~2-47 f; (Methyl SUR)>8 = iz & fi; (Methyl DBAA) 9~= & — bz it Ay (Methyl

DCBAA) » 10 ~ =

- & L7 fiy (Methyl DBCAR)SAL ~ = ih2 it " iz (Methyl TBAA)

W4.37 5 05% k£ ;de ﬁ‘rﬂgamfh%f
: 3 B
: [ ==

Abundance

e o0
o gﬁOOO

80000
75000
70000
° .65()()0
68000
55000
50000
45000
40000
35000
30000
25000
20000
15000
10000
5000

Time -—=>

il -F e ge

! A 57‘50000 11
. < .
1 5
4|6 9
2
Lo el L
\A\‘{L _ i

9.00 10!00 11.00 1200 13.00 1400 15.00 16.00 17.00 18.00 19.00 20.00 21.00

fa (Methyl MCAA)» 2~ — jhz 2 @ 7 (Methyl MBAA)>3~= & 2 &7 @3 (Methyl
DCAA) 4-1,2,3-2 § " % (IS)+5~~ i~ % ¢ f& " fiy (Methyl BCAA)>6~= & ¢ i " fiy (Methyl
2§27 Az (Methyl DBAA) 9= & — bz 2™ fiz (Methyl

TCAA)» 7~2-i4.7 ﬁa (Methyl SUR) 8+ =

DCBAA) » 10 -

iR 4. 38

A

%

- 2 7 fi; (Methyl DBCAA) » 11~ = iz f2 ¥ fi; (Methyl TBAA)

1967k £ 2 7 42§27 fia k45 W12
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Abundance

80000
° 00
[ ]
© 70000
[ ]

°
o ©0000

L]
'sopqq

40000
30000
20000

10000

11

U855 & 65000
. <
< 5
46 9
2
1 i

Time >

94(‘30 IO}OO 11}00 12}00 13}00 14}00 15}00 16.‘00 17.‘00 18.‘00 19.‘00 20.‘00 21.‘00

ila- § ¢ Y fis (Methyl MCAA) 2+ - e e ® fiy (Methyl MBAA)>3~= & ¢ & ® iy (Methyl

DCAA)-4-1, 2, 3-

9% (IS)>5-- - & ¢ " fiy (Methyl BCAA) 6= % 2 f2? fiz (Methyl

TCAA)>7+2-i%7 fi; (Methyl SUR)>8+ = iz 2 fiy (Methyl DBAA)> 9~ = & — .o i 7 iy (Methyl
DCBAA) > 10~ = if— # ¢ i 7 fiy (MethylDBCAAYs AL ~ = ihe 27 fiy (Methyl TBAA)

4.39 § 296k B2 i 4y gk 2K

Abundance

» 30007

o 50000

® 45000
®, 40000

38000 ?

30000
25000
20000
15000
10000

5000

L}

11

2 2\| = 10
... —%ﬂ‘ %};ugé“% 4'.5606.__'_."-.-.I : N
. < ,: .. =
RO 3
6
4
2
L)
L ]

Time —>

B e B L o R e o WAL e o
9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00 21.00

wils- & o f? fy (Methyl MCAA)» 2~ — ife B ® Ay (Methyl MBAA)» 3~ & ¢ f ™ fy (Methyl
DCAA) 4+1,2,3-2 % " % (IS)>5-~ i~ % ¢ it ™ fiy (Methyl BCAA)>6~= & ¢ " iz (Methyl
TCAA)>7-2-i%:7 fi; (Methyl SUR)>8 = &2 g2 ¥ fiy (Methyl DBAA)>9~= & — if2 & 7 @7 (Methyl

DCBAA) > 10 ~ =

ifam o 7 f; (Methyl DBCAA) » 11

B14.40 7 5% k&2 § dje @ fa k47 BH
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B4 41 L R4 42 2% 50 2 A0k B g e A btk 7 7 dje i

E

ATEAITRIE  ARZBLARY AL GAATERET P EERZ L §Y =

AELF o A §ihZ BT RAELE et 0 F D RIL L SR 2 PR o

Abundance

s
aF

35000001

NS

2500000

a¥

SRL S B

1000000 T

500000
\‘\"\\\‘\\\\\ LI e '\\\‘\\\\ T L
8.00 10.00 12.00 14 00 16 OO 18 OO 20 OO 22. 00 24 OO 26. OO 28 OO 30.00
Time --> 1
N\ % = N\ =
B 4.41 % Ak “f_ﬁ_#&/v #fra r%]b %ﬁﬁw Fﬁh
g If rf b ;
| i |
Abundance - l I 'r\'- LB
2600000 s - | LEL 1 iy
| " ke | ¥y “hFR 4 8 - |2 NN
2400000 . | i e, 8 B =K 7T
2200000 it Al ! i, || il H 4 S 2

2000000 i

1800000 - e " 3 2y =2 I;L v,k ]§]
* L E7 J?" (]

1600000 F ' }

1400000

1200000

1000000

800000

600000

400000

200000 \

L .

Py
T T T T T T T T T T T
10.00 12.00 14.00 16.00 18.00 20.()5.22.00 2:‘)9 26.00 28.00 30.00

LAC I N

Time -—

Bl 4.42 > B E A AE AT F fe Rk 52 Bl
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Bl4.43-B 4.53 Z i % PHLE A AR REASCIFERT A7 242 fe
AR ERL 742 7 =2 BTRE o A8 B R 40C > Z %7 = Ein A
% 1000 ; 2 &f o g & 60°C » =747 =5 & 3000 ; 2&fc g & 80C » =47
T2 EL5E A 7000 5 st o R & 100°C 0 = 4T k2 gia B 16000 ; i3t v R
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i 4

Fihz de U s E A AR R E (R

= e T i S R AN
(Methyl TBAA) (Methyl DBAA)
e =] PG R e Fh RSD (%) B b5 FR RSD (%)
160C 6048712 5719045 1.09 109098 3.02
180C 6189765 5673013 1.41 116613 351
220°C 6139596 5267757 2.24 137146 1.39
250°C 6045838 5225613 3.76 157029 2.30
BT ~ - F o T
(Methyl DBCAA) (Methyl BCAA)
VR -] pEG ff R, RSD(%) B4t Fh RSD (%)
160°C 5572739 29M717 . 132 34626 4.44
180°C 5622866 [ 2769400  0'88 40699 4.22
220°C 5802213 | 2821483\ 1297, | 47203 1.05
250°C 5688953 2626431 < |3.70 49004 451
: = j
R et - F e
(Methyl DCBAA) (Methyl DCAA)
AsfrER NG 4t R4s f | RSD(%)  R4-sff RSD (%)
160°C 6104456 3788609 0.22 20377 14.06
180°C 6567617 3961252 2.18 22685 13.45
220°C 6142656 3740207 5.13 29792 19.53
250°C 5983209 3769308 0.38 41591 15.26
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Filz Ao R B AR R E (F )

Z i T ST T
(Methyl TBAA) (Methyl DBAA)

AsfrE R pEGA BG4 RSD(%)  Rusd A RSD (%)
160°C 5004228 5907227 1.94 796400 7.67
180°C 5002781 5369650 4.08 1008511 0.08
220°C 4665973 3039711 8.54 1957117 1.78
250°C 4506955 1753509 11.26 2896225 4.89
S - F LR — - F O
(Methyl DBCAA) (Methyl BCAA)

AstTER PG Rt RSD(%)  R4seff RSD (%)
160°C 5121538 3504843 0.28 174675 4.06
180°C 5301182  3358070° i 1.43 245820 0.99
220°C 4972202 2352030 0.19 529750 1.68
250°C 4739260 | ‘1507900~ /\2.67: 889434 3.14

: iR YAt S ke

2:(Methyl DCBAAY’ (Methyl DCAA)

ER ] PG AE RbSw 4R RSD(%)  R4ss ff RSD (%)
160°C 4655131 3759152 3.75 66903 3.48
180°C 4568281 3755957 1.86 90806 3.12
220°C 4125220 2984332 1.57 241185 1.17
250°C 4048508 2486612 4.06 503139 4.17
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de i fa 2 B A BSR4 E (BB

Z ke T R ERIRN LN 7

(Methyl TBAA) (Methyl DBAA)
st g R pHRGH RuaA RSD(%)  R4sfi RSD (%)

160°C 7364343 4881677 6.67 190796 6.29
180°C 7661847 3889607 15.09 221226 1.62
220°C 7333695 3799375 4.45 308303 2.18
250°C 7516984 3696419 22.07 406861 6.27
Sh- Ty I
(Methyl DBCAA) (Methyl BCAA)

A ER PR R e Fh RSD (%) B b5 FR RSD (%)
160°C 6870546 6014907 9.76 64624 8.74
180°C 8465558 5772311° 1 2.82 76691 2.91
220°C 8328988 5246176 3.43 134947 2.79
250°C 8081726 5174832~ /\9.45 206464 9.94

S LI R EE RN AN
2:(Methyl DCBAAY’ (Methyl DCAA)

ER ] PG A R4sw 4. RSD(%)  R4sd 4 RSD (%)
160°C 7235569 8354283 11.20 82943 10.11
180°C 8710509 7947467 1.70 80739 5.00
220°C 8291788 7279531 0.87 81921 1.18
250°C 7979001 7219936 2.07 145392 11.45
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IR E R 7R e BT B AR R E (7 B )

Zibe i B r:
(Methyl TBAA) (Methyl DBAA)
ASTER MRS Riee gt RSD(%)  Rm4ca i RSD (%)
160°C 5442574 1686650 2.84 450615 3.10
180°C 5511652 1709914 11.84 526002 251
220°C 5230379 1016145 11.72 949211 7.26
250°C 5656859 607214 17.29 1739984 6.26
k- F LT A — - F LY
(Methyl DBCAA) (Methyl BCAA)
) MEG A R4ce 4k RSD(%)  Riseéff RSD (%)
160°C 6150270 3166353 2.62 271606 10.27
180°C 6081747 3330679 2.59 304031 0.63
220°C 5762614  2711988° 7 1.9% 548797 2.92
250°C 5650833 1758996 1,54 976569 2.78
- i|d Jmagtle g S ECET R
(Methyl DCBAA) (Methyl DCAA)
Asrig R pEGH  AWEAH L RSD(%) ARu#f RSD(%)
160°C 6659931 4671859 .. 108 131469 9.34
180°C 6090428 4742697 3.01 157054 6.24
220C 5983877 4462259 1.70 311054 3.37
250°C 5909671 3917474 6.87 670936 7.79
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BT RETE RN R e @Y B R E

A - S T i
(Methyl MCAA) (Methyl MBAA)
g PR T REE RSD (%) R e AR RSD (%)
04 1043841 2147205 2.57 970240 2.07
34 1031886 2130997 0.87 966467 0.65
6 4 1012803 2028185 1.48 935547 1.75
94 987687 1963530 2.65 928324 1.49
12 869288 2088928 6.47 966273 11.73
& LTy gt RNl
(Methyl DCAA) (Methyl DBAA)
g R moRG fi R Ao RSD (%) R RSD (%)
04 1043841 4867734 2.56 770679 2.56
34 1031886 4840613~ = 0.66 764882 1.29
6 4 1012803 4705252 1.06 752020 1.86
94 987687 4655777 | (T\1.53 755578 2.69
12 4 869288 = .4756458 = | 6.93 768335 8.2
A
Al ¥ ool g Z ke T s
“(Methyl TCAA) (Methyl TBAA)
YRR [ B 4 o A RSD (%) R e A% RSD (%)
04y 1043841 972250 2.74 4379906 3.57
34 1031886 978357 1.30 4408321 6.17
6 4/ 1012803 956855 1.57 4476175 3.77
9 ) 987687 954253 1.83 4542784 3.75
12 ) 869288 991938 7.47 4808869 9.19
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ZF - B YAy

(Methyl DCBAA)

8- F L LY g

(Methyl DBCAA)

BT R MR R R Ao 7 RSD (%) R e AR RSD (%)
0% 1043841 1033373 3.50 2465695 371
3% 1031886 1049668 2.80 2517660 2.84
6% 1012803 1035782 2.69 2529219 3.46
94 987687 1042044 4.13 2560055 3.81
12 # 869288 1075332 9.01 2674138 9.52

- - F YR
(Methyl BCAA)

By@EEF pEGfH Rea s RSD(%)
0# 1043841 2177442 253
3% 1031886 2197141 141
6 %) 1012803 2137085 1.70
9 f) 987687 2130849  /\2.04
12 % 869288 = .2166321 =o: | 7.47

IRl
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R A A S
(Methyl MCAA) (Methyl MBAA)
i MG A R4ed it RSD(%)  R4sd i RSD (%)
0.7 ml/min 1049200 2591568 0.01 1596791 0.01
1 ml/min 894393 2312737 0.02 1445988 0.01
1.3 ml/min 692304 1744822 0.04 1130365 0.01
S ALY S ST T i
(Methyl DCAA) (Methyl DBAA)
i MR A R4m A RSD(%)  R4sw A RSD (%)
0.7 ml/min 1049200 7933516 0.00 1681321 0.04
1 ml/min 894393 6942074 0.00 1753039 0.02
1.3 ml/min 692304 5479294 0.01 1598123 0.02
=& B Z %o T P
“(Methyl TCAA) (Methyl TBAA)
i MG AR LRSS | RSD(%)  R4:e ff RSD (%)
0.7 ml/min 1049200 | 2018110, || ‘0.02 12413666 0.05
1 ml/min 894303 1678755 || /004' 12062454  0.02
1.3 ml/min 692304 1459533 .. 0,01 11845833 0.02
S F - hT Y BN RN
(Methyl DCBAA) (Methyl DBCAA)
i MG ft R4d it RSD(%)  R¥sd it RSD (%)
0.7 ml/min 1049200 2515502 0.05 6937712 0.05
1 ml/min 894393 2592659 0.03 7036977 0.03
1.3 ml/min 692304 2261933 0.02 6267246 0.02
— - F o T
(Methyl BCAA)
i MR A R4ed A RSD (%)
0.7 ml/min 1049200 4178730 0.03
1 ml/min 894393 4195343 0.02
1.3 ml/min 692304 3425160 0.01
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A - S T i
(Methyl MCAA) (Methyl MBAA)

A he iR R T REE RSD (%) R e AR RSD (%)
30C 882656 1547155 1.59 748407 1.15
35C 927182 1598630 1.25 774428 1.77
40°C 925809 1598133 1.85 786482 5.78
45°C 953652 1627263 1.59 777483 5.32
50°C 955364 1709038 2.37 812744 6.13

& LTy gt RNl
(Methyl DCAA) (Methyl DBAA)

A bR B M fA R Ao RSD (%) R RSD (%)
30C 882656 3568900 1.00 714801 2.24
35T 927182 370001L" - 1.26 758213 1.97
40C 925809 3725881 1.56 781578 0.83
45°C 953652 8744125~ /\1.62 831186 2.79
50°C 055364  .3821241 "=k | [2.06 881346 1.40

(A
SR W ERLRAY Ll
“(Methyl TCAA) (Methyl TBAA)

A7 iR R e T e o RSD (%) RES RSD (%)
30C 882656 827637 1.61 5977835 1.75
35C 927182 848849 1.01 6126800 2.12
40°C 925809 864542 0.94 6169937 0.71
45°C 953652 862743 1.84 6236949 2.63
50°C 955364 891312 1.79 6174176 6.00

SE-LCEmT - F oY
(Methyl DCBAA) (Methyl DBCAA)

A de iR R pHo fR e o F RSD (%) B e v fR RSD (%)
30C 882656 1173823 2.62 3424934 2.58
35C 927182 1231019 2.57 3429510 2.26
40°C 925809 1251608 0.97 3300901 1.22
45°C 953652 1287290 2.54 3424031 2.79
50°C 955364 1348285 1.41 3613255 1.23
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- - F @Yy

(Methyl BCAA)

B R PERA Rie A RSD (%)

30°C 882656 1779133 1.70
35C 927182 1915463 2.03
40°C 925809 1956994 0.55
45C 953652 2397241 1.77
50°C 955364 2161190 1.17
(=)
& |
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3l de B2 F ke T iy R

- F R - e T Ay

(Methyl MCAA) (Methyl MBAA)
hA g pfEaff Riea gt RSD(%)  R4ca fF RSD (%)
5C/min 1002414 1407495 2.23 609196 2.89
10C/min 1148011 1465396 3.32 683849 3.81
15C/min 925100 1508685 0.91 754066 5.25
20C/min 1069479 1549963 0.63 782234 0.71
25¢C/min 1107398 1583618 0.49 774183 3.75

& LTy gt RNl

(Methyl DCAA) (Methyl DBAA)
et MEGfE Rica gt RSD(%)  m4e f# RSD (%)
5C/min 1002414 3314281 2.72 1834850 2.78
10°C/min 1148011 3505752 i 3.41 1880649 4.50
15C/min 925100 4 3537889 0.42 1919408 0.98
20°C/min 1069479 | ‘8569656% /\0.48°0 . 2475930 1.72
25:C/min 1107398 © .3596586 s | (0.30 1624456 1.33

| A
NI T

“(Methyl TCAA) (Methyl TBAA)
s MRS R4SGesRSD (%)  R4ss ff RSD (%)
5C/min 1002414 806798 2.21 5786004 3.24
10°C/min 1148011 830957 3.43 5954722 4.50
15C/min 925100 822677 0.35 5088235 0.86
20°C/min 1069479 822756 0.57 6028214 1.63
25:C/min 1107398 829993 1.19 6079607 1.36

S E- e T Sh- Ko T

(Methyl DCBAA) (Methyl DBCAA)
et pEG A Ricm g RSD(%)  m4eff RSD (%)
5C/min 1002414 1180664 3.07 3160589 2.94
10°C/min 1148011 1205897 5.14 3196402 4.90
15C/min 925100 1207263 1.40 3190761 0.91
20C/min 1069479 1221557 2,52 3201749 2.25
25¢C/min 1107398 1225584 2.04 3217178 1.80
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]

e

e
(Methyl BCAA)

FediE PR H R4es A RSD (%)

5C/min 1002414 1834850 2.87

10°C/min 1148011 1880649 4.09

15°C/min 925100 1919408 0.66

20°C/min 1069479 2475930 1.83

25C/min 1107398 1624456 1.24
(= £ (]
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k= Ao

7

|

AN R LRl I I S R el

ZF%- LU PLY Ry

(Methyl DCBAA)

Z %L LY fn
(Methyl DCAA)

BHE &L

mHo ff
1937183
3102535

Bdsm #8 RSD (%)
1081786 1.69
2184197 1.27

Rded #  RSD (%)
8983 8.56
2272 96.62

Z - F LY Ay
(Methyl DBCAA)

- - R
(Methyl BCAA)

Sy 2 %, e
/1—'&’:]— /’AE S
N\ &

—Z‘ AJ in-

HE Rt s

pHo fR
1979040
3175926

Rde® & RSD (%)
975645 1.64
1982789 1.61

Rdsd #  RSD (%)
15321 4.27
13947 2.94

Z8se L Y fin
“(Methyl TBAA)

Z % ET

(Methyl DBAA)

Sy 2 % £

IR g
A
A

BHE L6

S

1975220

3111213

ka5 75 |BRSD (%)
16585217\ 2.00

Rdst 48 RSD (%)
33042 1.16
42866 20.13

TR

3978381 || 258
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o

- &Y fig
(Methyl MCAA)

- ke T

(Methyl MBAA)

R %2, oL

PEIR N
AN

F A

PR R0 5

MR o ff
511270
900764

Rdsd %  RSD (%)
680477 2.04
1595739 11.22

Rdsm 4% RSD (%)
302306 2.07
744325 14.58

o

%L PLY g
(Methyl DCAA)

Z T BLY fg

(Methyl DBAA)

RS %2, L
/3———'&?1— /ﬁ‘ S
N\ o4&

7‘ /47 in-

FALE i

NG FR
511270
900764

Risd & RSD (%)
1659037 1.59
3596900 9.85

Bded 4 RSD (%)
426346 5.17
811449 11.57

S & LY fn

Z kT Y iy

(Methyl TCAA) (Methyl TBAA)
PR PR PiRG AR RER f# RSD (%)  misd fi RSD (%)
P A 511270 /386921 (.| 243 1565447 5.88
F4F 4015 900764 - \819607 - || 1085 | 5283352 1159
- i
SR VTR A S - F Ry
. (Methyl DCBAA) (Methyl DBCAA)
P PG Rien 0 TRSD (%)  Risd 4 RSD (%)
3 A 511270 419697 6.20 976552 5.79
FHE A 000764 1092725 12.29 2819900 12.08
— - F LY R 2-i8.7 fiy
(Methyl BCAA) (Methyl SUR)
TR PG R4sdfF RSD(%) Ried f# RSD (%)
3 A 511270 912319 5.35 357580 3.09
¥HE B 900764 1887797 6.05 790505 10.67
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-EeRoR - e @ i
(Methyl MCAA) (Methyl MBAA)
etk MG R4sd g RSD(%)  R4sdfF RSD (%)
EIAn 1170194 406801 13.11 195905 11.88
BOHE $L 5 719823 448105 9.09 298646 7.49

S F @Y

(Methyl DCAA)

ST T A

(Methyl DBAA)

~ ' %, 4L

PERE o
N\ &
A

FHE i1

M RG iR
1170194
719823

Risd & RSD (%)
1489756 11.2
2307615 6.73

R4sw #%  RSD (%)
407733 12.32
513909 5.33

S & CPL? P
(Methyl TCAA)

LR
(Methyl TBAA)

ER MiRGfEe RAESR it RSD (%)  R4ra i RSD (%)
* A ,m 1170194 425382 9.17 1808330 16.02
FHLE et 719823 55103L- | | 10,30 2385326 5.11
,' | ._E:. 5
& =l — g gy S - F Ry
““(Methyl DCBAA) (Methyl DBCAA)
ER I RHRGfE RS TRSD (%) R4ed it RSD (%)
3 A 1170194 550742 12.54 1280416 13.39
FALE $r et 719823 642139 5.91 1745361 7.87
- - F LT fy 2-%.7 iy
(Methyl BCAA) (Methyl SUR)
R MG A Rise A RSD(%)  Risd i RSD (%)
LI 1170194 853063 13.96 160698 50.61
FHE H01st 719823 1164344 6.38 140830 18.31
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Abundance

700000

650000

600000 L, o
550000 — A5 160C
500000

450000 A BT 180°C
400000

350000 i1 bt 9290°C
300000

250000

200000 pERR G 250°C
150000

100000

50000

19.16  19.18 1920, 19.22 1.9.‘24, 19.‘26. 19.28" 1_9.‘30 1932 1934 1936

Abundance

10500
10000
9500 < v 2 °
9000 ‘.:L-E/d' | 250 C
8500
8000
Y 2 o)
7500 ‘-:L'E/d. T 220 C
7000 .
6500

6000 N L,

5500 ‘/.:‘LE’TF 1800C
5000
4500
4000 P /.:LE’TF 1600C
3500

3000
2500
2000
1500
1000
500

oI

1520 15122 1524  15.26  15.28 1530  15.32
Time --—>

RN N PEER AT CE I NN Ll
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Abundance

360000

340000

320000

300000 \\ ‘/‘q“ *é/T ‘-ﬁ 16OOC

280000

260000

240000

3% 180°C
220000

200000

N2 o,
180000 - /lE/T v 220 C
160000

140000

L jistr 250
120000
100000
0000
60000
40000

20000

LN

(¢] T T T T 7 b TR =TT T T T
17.58 17.59 17.60 17.61 17-621'"\17-63(-1'7-64 17.65717.66 17.67 17.68 17.69
[y ——=A

| ;""’ﬂ

S - F O Y .']iﬁaq
2\ 2 L
Abundance . ¥
1000 : Ny 4 2500
< I BT T
900 ER] C
4—
800 S
i1 it 220°C
700
600 S
3% 180°C
500
400 l‘ﬂ;/jo":' 1600(:
300
200
100

1330 1340 1350  13.60 1370 1380  13.90  14.00
Time —>

-

- AR RmAARY - - F LT Ry
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Abundance

360000
340000
320000
300000
280000
260000
240000
220000
200000
180000
160000
140000
120000
100000

80000

60000

40000

20000

L 3% 250°C

— 15+ 180°C

3% 160°C

i1 5t 220°C

'

-

1550 1552 | 15.54 1556 [ 15158'\15.60 1562 15.64  15.66
Time --> [Nl |
_ & . % - | -

g N S , || M |

Abundance

3000
2800 ‘/‘iE’T‘? 250°C
2600

2400

2200 — ‘/‘i‘é'T‘:ﬂ 2200C

2000

1800 vz o
1600 /E—Bﬂ-t’ 1530 (:
1400 <

1200 — ‘/‘i'é’T‘:ﬂ 1600C

1000 ~

8200

600

400

200

ol T T T T T T T T T T T T T
11.34 11.35 11.36 11.37 11.38 11.39 11.40 11.41 11.42 11.43 11.44 11.45 11.46

S E e BT AfEE S § LR
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Abundance

750000

700000

650000

600000 ] S /3_3/1"7 1600C
5500001

500000/

— s 180°C

450000

400000

3500001

i1 5t 220°C

300000

250000+ N2 o)
1% 250C
200000+

1500001
100000

50000 iy

S 1920 190220, 1924l 1926001928 19130 19332 19334
Time -—> o o'h ) ”~ N i
e et

| 7 \ S

\
ERTRA. Ll : [ =

|
Abundance _ir_:.- " |'

|

320000
300000 o, o
280000 ¢ pER -E/d' r 250 C
260000
240000 S °
220000 ‘-1-'&’1' v 220C
200000
180000

A

3%+ 180°C

160000
140000
120000 l-é’j":' 160°C
100000

80000
60000

A

A

40000
20000

[OF; r——— — — — — — — — T
15.‘18 15.‘20 15.‘22 15.24 15.‘26 15.‘28 15.‘30 15.‘32 15.‘34
Time >

ZAC T f AR B Y
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Abundance

420000

400000

380000

360000

340000

320000

300000

280000

260000

240000

220000

200000

180000

160000

140000

120000

100000

80000

SO000

40000

20000

(R

A

A

.

.

.

.

=R

=R

=R

=R

s 160°C
s 180°C
b 220°C

it T 250°C

Time —=

Zh-F oY

Abundance

48000
46000
44000
42000
40000
38000
36000
34000
32000
30000
28000
26000
24000
22000
20000
18000
16000
14000
12000
10000
8000
6000
4000
2000

[e]

17.65 1766 1767
b

1765

1760 17!70 17.71

Time -—=
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Abundance

340000

L9 a0 il df T

B2 K A7

320000

300000
280000
260000

240000
220000
200000
180000
160000
140000
120000
100000
80000
60000
40000
20000

4y

L—iiﬁfr 160°C

L i str 180°C

L i 220°C

i1 8T 250°C

15,52 15.54  15.56 '15.58
Time —> sun! P

(LA

[
£
|

e i p

Abundance

15.600% "

40000

35000

30000

25000

20000

15000

10000

5000

15.62.  15.64

15.66 ‘

1 5+ 250°C
1 6+ 220°C
1 4+ 180°C

1 5+ 160°C

"15.68

"15.70

0=
11.34
Time -—>

I
B
|

Mo Je7 oz HfREC & oY

165
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PELBIR GHRIL > Z R T fat A R Lst T B R 2 K T B

Abundance

360000
340000

320000
300000
280000
260000
240000
220000
200000
180000
160000
140000
120000
100000

30000

60000

40000

20000

L istr 160°C

1%+ 180°C

38+ 250°C

i1 st 220°C

1025 191300 419335 1940 _ . 1945  19s0  19lss
", ;-

|
Abundance 5 5 I'

20000
19000
18000

A

1 eo00] | it bt v 250°C

15000

14000 s o
13000 [ '/E.E'T‘? 220 C

12000

A

11000

10000 | /LE,T\:" 1800C

9000

A

8000
70004

6000
5000
4000
3000
2000

1000

15}30 15}32 15}34 15}36 15}38 15]40 15]42 15]44 15]46 15]48 1SJSO 15]52 15]54
- g R e A ~g oEr
= /5%t ﬁ’x ﬁjq—’»’;&]ﬁ**".— PN ﬁ’x ﬁjq
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W

Abundance
600000 ER -é'fj"-" 1600C
5500001
500000 | /_1_3,1»1_4 180°C
450000
400000 1 /3_3,1—1_4 250°C
350000
3000001 J_ﬁ"]"? 220°C
250000
200000
150000
100000 1
500001 :
776 195 g Jar7e s | 1is0 | 17ss | 17084
Time —> (=l |
{ !'afi# | |
- F LT .|| o
2 _[. 1)
Abundance
3500 N o
i1 v 250°C
3000

25001 st 220°C

2000 < s o
i1 5t 180°C
1500

1000- > | A 160 C

500/ \

0 —r [ r Tt v [ T 1 1 T [ T T T T [ T T 1 T [ T T T T [ T T T T [ T T T T [ T T T T [ T 1
13.45 13.50 13.55 13.60 13.65 13.70 13.75 13.80 13.85

-

- AR RmAARY - - F LT
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F- Lo R RAK T BERZ AT

N
5
ok
bas
o
=k
=
@
i
[

W

Abundance

6000001 o

5500001

L a2 stT 160°C

5000001

4500001

a1t 180°C

4000001

350000 N o
i 250°C

3000001
250000

N N 2 O
200000 ER E':J_ v 220C
150000 |

1000001

50000 ‘ g <

ot : T P e TR
15.60 15.62 15.64 f&5ﬂ68 115.70 15.72 15.74 15.76 15.78
| :

Time -->

: a1
S F - TR , |i n |

Abundance

10500
10000
©s500
2000 /i _é;j‘ | 2500(:
8500
8000

7500 ‘/i‘é;/d.‘.:. 220°C

7000

6500
6000

5500 /i‘éﬁ. v 1600(:

5000

4500

4000

i1 stv 180°C

3000
2500
2000
1500

1000

500

O T T T T T T T T T T T
11.45 11.46 11.47 11.48 11.49 11.50 11.51 11.52 11.53 11.54 11.55 11.56

Time -——

S E e BT AfEE S § LR
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Abundance

180000
170000

1600001 ‘R

150000 SY B 9
A e 160 C

140000

130000

120000 — E[.-é/‘l'f' 18OOC

110000

100000
90000 [ /E[.-é/‘]":' ZZOOC
80000 |
700001
600001 — _3[‘-&/1'[" 2500C
500001 N
400001
30000
200001 0} ; ;
10000 oy =
()“\““\“-‘..‘.\"ﬁ-\\' rf:‘-..'-"\".-‘:‘-‘\““\““\““\“
19.28 19.30 10532 | 19340} | 19136 19.38 19.40 19.42 19.44
Time > & _ | 2 — ;,,,,}' 3

ERTRN LN _ ':_| 4 \

Abundance U ﬁ}é
130000
120000 N
o000 At 2501
90000
80000 ER 220C
70000
60000 eI 180°C
50000 <
40000 l_é,j'r_" 160°C
30000
20000
10000 ‘\\\\\\\\\\\\M‘\‘

15.28 1530 15.32 15.34 15.36 15.38 15.40 15.42 15.44 15.46 15.48 15.50 15.52

Time >
ZhC T fa MR e T By
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B

Abundance

360000/
340000/
320000/
300000/
280000 .
260000 /3—3’1"—" 18OOC
240000
220000/ ,
200000 /3_3/1"—" 1600C
180000
160000 L o
140000/ }ikfﬂ"? 220 C
120000/
100000/
80000 /3_3/1"7 2500C
600001
40000/
200001
(O B e ] e L FRLEEEEE
17.78  17.80 17.82  17.84
Time --> »

Abundance
30000
28000
26000 «——
S0 i1 54T 250°C
20000
18000 ——————— A& 220°C
16000
oo _ isbr 180°C
10000 N\
8000 < — A& 160°C
6000 \\\
4000
2000

—
13.45 13.50 13.55 13.60 13.65 13.70 13.75 13.80 13.85 13.90 13.95
Time -->

-

- AR RmAARY - - F LT Ry
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B

Abundance

Time -—>

380000
360000
340000
320000
300000
280000
260000
240000
220000
200000
180000
160000
140000
120000
100000

80000

60000

40000

20000

1%+ 180°C

— Jiktr 160°C

i1 st 220°C

38+ 250°C

"1sle2 1564 15.66] 15 68 \1570% 15172 1574 1576 1578
. 1

L

- " ; a-*
ZF- LU Yy N | IE* .',

|

Abundance

Time -->

Iy

%y

55000

50000

45000

40000

35000

30000

25000

20000

15000

10000

5000

‘1‘1.‘4‘5‘ ‘1‘1.‘4‘6‘ ‘1‘1.‘4‘7‘ ‘1‘1.‘4‘8‘ ‘1‘1.‘4‘9‘ ‘1‘1.‘5‘0‘ ‘l ‘l.‘S‘l‘ ‘1‘1.‘5‘2‘ ‘1‘1.‘5‘3‘ ‘1‘1.‘5‘4‘ ‘l‘l.‘S‘S‘ ‘l‘l.‘5‘6‘ ‘l‘l.‘5‘7‘ ‘

IRy SN RN RS AN
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Abundance

45000

40000

35000

30000

25000

20000

15000

10000

5000

]

m/ z-—-=>

Abundance

13000
12000
11000
10000
9000
8000
7000
6000
5000
4000
3000
2000
1000

59
77
108
42
o1 “ : 138 : : 207 ‘ ‘ 281
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