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1-J3 A7)5E(1-bromopropane, 1-BP)AJ 7 # A B RY i P2 il 5 A= IR R B2 3 A feiE
e - BEURERSE SRS 1-BP 53 RSH 2 26 - ACGIH ZE#EZ 1-
BP ZFEF#FE R (TLV-TWA) Ky 0.1 ppm > IREIZSENEHYRE] 106 4F 12 H 26 HAESS
TAESERBZE AT Z 1R AT R ey 0.5 ppm » iy T4 1-BP {ESES TR
REAE  FETEAEEEEZER T 1-BP R - HIN 1-BP A[# I > QIR
LA - RS REse BTG R EE 57 T 2 (R R be - AWTFEsepizzsh T 1-BP SRELIIHT
S5 757555 T 1-BP R T VISR AT A -

T 7A G DEREIRSE /4 F US OSHA PV2061 J57% » 5EZER S 1-BP
BT A iR ENE > AEPRE M EAHEAE (loading capacity ) &l - I
as T BR(T ~ TEAEREE - DMERGRAELEEREESE - AVREEE

(Biological Expsoure Index, BEI) AI2% TREZEMIRA T H0E 25651 ) ZEk
BE 1-RPGERIR T EY) N-ZBA-S-IENAE-L-FE &l (AcPrCys) AV aREa 61T
LB E T e LR  EAERR - [BUCR R R iR e
rg o IFTRCR Al SN CR E B Rl N E =258 > (F RSO IESy T 1-BP
75 TP BV B BRSPS -

Gt ¢ 1-RPIbE ~ BSEEREEREAL - EVIRNTERR



Abstract

1-Bromopropane (1-BP) is harmful to the human health through occupational exposure
via inhalation or dermal contact. Occupational diseases due to the 1-BP exposure have been
reported. The ACGIH TLV-TWA of 1-BP is 0.1 ppm. The Ministry of Labor enacted the PEL
of 1-BP is 0.5 ppm on December 26, 2017. It is important to assess the workers’ exposure and
health risk by measuring the 1-BP concentration of the workplaces. Therefore, this objectives
of'this study are to establish the air sampling and analytical method of 1-BP and the quantitation
method of the Biological Exposure Index (BEI) of the 1-BP metabolite in urine.

The US OSHA Method PV2061 is the major reference of this study. The verification of
the sampling and analysis method of 1-BP in the air by evaluating the loading capacity of the
sorbent, establishing the parameters of the analytical instrument, defining of the lowest
quantitative level, and the coefficients of variation and the storage stability of the samples in
the laboratory were completed. Limited studies recommends the BEI of 1-BP. The 1-BP
metabolite, N-acetyl-S-(n-propyl)-L-cysteine (AcPrCys) was selected as the BEI based on the
OSHA Occupational Bromopropane Poisoning Identification Reference Guide. The analytical
method, including the quantitative calibration curve, detection limit, recovery rate, precision
and sample storage stability are validated. The results of this research can be used as a reference
for laboratories to assess occupational hazards and as an important technology to support the

1-BP exposure prevention and management policies in our country.

Keywords: 1-bromopropane, occupational exposure assessment, biological exposure index
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F—8 ATE

AP fE(Bromopropan, BP) &y 1-JRPAKE(1-BP) ke 2-/RAJ5E(2-BP) AR - FH 157
PIYGE B Ry s fialys ~ SEEsile 2 AT - BUREEY) - ke - s EYEEE SR
FEGRR - GEEN RS - RN EER(EY) 1R R PR EaEE  4Y
Ky 10 K BEECA BRI ¥R g AR - 2007 4 7 H 30 HEBERIRE R 17k
%1k CFC-13 K =8 /)5 (methyl chloroform)Z#E 5.4 #)/& (Ozone Depleting Substance,
ODS)” a2 i - TERNSEER - ETEMELERIEEFE - 1ENERE
REVEZMRAERYRAE - HIERDBERE - AT ERHA R A T AE PR AR R A S B BRER AL

J8%4(Global warming potential, GWP) (B, - EL4Ea> fEF] Ryiig eia [ 1-4] A5 T 218
BB~ HZH ~ DR RN IR P Al s LS, 6]

152 2 ABE2 75+ F BrCH2CH2CH3 » {BE2 S Hi 118 50 55705 (Chemical Abstracts
Service Registry Number, CAS No) & 106-94-5 » JAE B N EIRMAE R e - (HE RS
&2 R A - BRUER/K  BaivaROaRIF - 40 NEE - 28 - 28 - - &
A &bkt - 208 NEHEREeRILEYIHERA S8 - aliE R fREE
YA o JERER-110°C - RSy 71°C » ZERBAEy 143 mmHg - B EATFOAR] -
FAVIER(LESEIRER 1 -

* 1 AR EESE

{bEYTE gt nTFE EE i
[CAS 58] (g/mol)  (°C) (°C)  (gmL@20°C)
1B AN

[106-94-5] BrCH,CH,CH3 122.99 -110 71 1.353
FHEY ZE AR R BRI AR aidic
(atm-m*/mol@25°C) (mmHg @20°C) & logKow (g/mL@20°C)
0.0073 143 4.25 2.10 2,450




FEEESFRNIEEERGE—HE E—TEMERI[6] - Sk aLE b
BT e e st - BN 18N GERY R ES — T/ \E 2 - 155
FeER A RE(E A o B e EE Tias ~ "HZRIREE ~ JEJHAE - "R e HE AR
ELIESGMZ T -

B E G REUR AN B RSENE - EERE S [#WEN - fFEt - &
VE A RENE - HERERIER (% - 2RI 257512 (National Toxicity Program, NTP)
ST 1R PR A TR BRI K BB S NERAETT Ryl 2 FEHTBASE » SERBUR R B KRG
B RZ R FEAIME M )N B BT R e 2 AR AR E D - EEERIRBHRILIIFTSAER - R 1-3
il T A ERATEN B AJE SRR (reasonably anticipated to be human carcinogens) |
ACGIH fH NTP fUEHFE4E R 1-RAEEY Ry A3 > BWEERYEIIETEY) © TARC R
HAH Ry Group 2B » ¢ A gE¥ A SHE 2 M (possibly carcinogenic to humans) ©

5L 1SRN REEZEBIRE T - 3SR 23 M R tihalps 2 i o i ffia o
FHIR - EIRE S B - BEL ~ FRRZENIA i E R R YR S S i R PR EAR » 3
BN 2013 4 5 HEAE G 18N GEARDE PRGN B MR EZED] - (FS
RBRERELE N E M AT » (EERFN T PR Z M FEBR A 1R GEARNE
= R RERAREE - RS REEUH R REE - SRR - £ - BHERE - &
TR AR SRR ~ DARSRPRFOERR SRR - &2l at Sfens Ry 25 3 M a7, 8] -

SHEHEEH 1R TRy 24 20 A e 13 BB ERE S - REE%A
R ~ SRR MRS TE - HLAFRE TR R S LG I SR » S 22 L B B P8 PR iR
S G E  (HIRR T 1RGO B BT R EE Y ZE R 1R N heRE 2 BRI ME[9]-
IR EC B I IR SR B - 23 2400 1R Ge s TR TIRRVZCE 8 b AHER
FR¥ IR AR T R (A ST i & PR (Time-weighted average, TWA)ZEZ
1.1 ppm A8 5 R A ML RS RO 2 A LR RO - e [ F A 2 4Py i Ui VS
(distal latency)$# & » {H R ER B A EE I FE HYIRIL[10] -

Li & NHYRAGAEHRF T - 56 60 MM G K 26 L AMRE - SURFHE - 1+
BRI e A RIHRFE T EURE(0.07-3.35 ppm) ~ HHfEfREE(3.39-14.13 ppm) »
1S5 (15.28-106.4 ppm) =Fe 7p4H R 2 IR NG RAG T » FER4HAV TR E L E 5%
B RS S e © R4 Tt R RN B B ~ Ak R AR 52 B VY
SR AEMEAEIR » 2o MERE BRI PR AL RS SUBE(LDH) ~ HRBRRIHER (TSHFI{(E

2



R R (FSH)PE I R AL I BRI B R D - 28 A SIS AR H 4 Bl B2 AL M BRE
o= R RIS o [T as /3 1-BP 1Y lowest-observed-effect level (LOAEL) £ 1.28
ppm ¥R T2 S M i R Ry Ba 20 0 AN A R HR B0 IR B2 D8 2R S AT BSR4 A 2
& - 388 RNV R IR B R 2 G E SE B R E - ER (R[] -

BHET R SRS SR - BERSREN 1-RARZART - AJEE
Er B R AT - B R S T E I R ATRE  EINEL R R AT
EERE TR 55 ~ MR DABA TR RS ~ ALl &SRB~ DU ~ SR - &
B KIRMGCRDBCERE AR TEE - BRETEREAEES - NMmHaEER
FefHARSRH o 1RAPGEth S EEUE TR R > A FEANEIIRE RIS KN o b e e 2
FeE  HEEFEEATRIRHVE S-S ESE -

1R PAE ] BB A\ B R IR O A RIEES - BEURERE S

55 TINMCEREE 1570 (3 EEm < &0 > H ACGIH I8 ME 18Pl 2 i Sa T
TR (TLV-TWA) » IEZSEIEHYRE] 106 £F 12 H 26 HAES TAEERIEZZ AT

Z RN T REERAE By 0.5 ppm > HE 55 TIEFIRERAIZ R Rl FRFEER - I
(EMHRA (S5 LI ERIIE 2R e S e - WERF TR ER e - LT 18R
Wiz FEEH R B B E R - FEENERER 1-RAREREEE - e
NEHATTRESLE > MENFEEREER T Z DERRERE - ILG/ARNRE
1B TIF SRR B R s > BRI TR ZEETIF -



—F HWY

By T a5 TR IR AR R A N RS B R EREAAB RIS » 5
SRR ERMZE A 1RGO f H ARG 1% 2 (Y - A RE IR B A YR Ae Y
ARG RER 1R EES L RN © WA ZAEEREH 1-RANRE R
TEPCAHE  BALFREIRIE AR R 1R AR A % - R 2 B R
AR N - SRR R B AT

1. ZZR AR IR 278 J7 AR L -

2. B IRNERTEIR T AYHERERH T AL -

3. TR TAR SRR EN 3 MK -

E=81 TIEEHE
FyEERRT B » AWFE TAERELT ¢
— ~ BT 2 AL

(—) BEEF WL 24 2 (Occupational Safety and Health Administration, OSHA)
A/ 4522 OSHA Method No. PV2061 [12] ~ OSHA Method No. 1017 [13] » &3
B Bk 22 2 T 2B W2 FT(The National Institute for Occupational Safety and Health,
NIOSH) A2 Z NIOSH No. 1025 [14]5 =1&E 777k - {5 ENEN S5 B SR 2 221
AIRFEFT(DL N © LA AE L TEEREA EVIBRE 25 75
PGB, EFRE " JTAS I [15] ) BT EESEEE -

(=) BREERCERR=ATHEL > B8 BRER/E B#AE (loading capacity) ~ [B[IT3

(ERHIRER ) ~ B ARHEE ~ ] EbREE R SR EUHE -

(=) KRR Ae gl R L ER = 8  BeR (BHReR) -
T SRR R AT SRR -

(M) BEESRE T2 I E30 -



= R AR E TR T T AL
(—) 2N ZGRHEL 2REMTRRT TR T EERE A EY S TREAYEN
T T ERREERE S ) [16] 0 BEETEAEVIRAY) o EIT AR
(=) ElEath AR 2 TEFHEEEE - s irERER - ESR -~ TTAH
HRRIR ~ [BIR ~ ZERERE ~ % R iR ek
(=) BERAEVENSH R I7E3C: -
=~ S LEEEREEEN
(—) B2 3 o TR R R Bl s -

(=) ETHRGHRE - EREEAIT R -



F_E BHITARTER

F—8 RIS HE AR

KiHZEEEE OSHA Method No. PV2061 ~ OSHA Method No. 1017 52 NIOSH Method
1025 =FEEREE DI TT05 - MRt ~ oifrieds ~ BRER/MVE ~ SRR - BEATREM:
B IR IR R EE TR 2 [12-14] - =FETJTANVERGE VB & RS VERE - R ERER B
{THRER + OSHA J57A LRt EhR(CS2)/ — FHE:HIEHZ (Dimethylformamide, DMF)JE &7
TRHETTHRIT > NIOSH BI[DA CS2 Fsfiiffi#] 5 OSHA Method No. PV2061 #{1 NIOSH Method
1025 DK EEETfefles (FID) RiEE 1R (HHIES - OSHA Method No. 1017
PRAIIE RS B2 T2 M0HI 23 (ECD ) s OSHA Method No. PV2061 k7 1017 ff Reliable
quantitation limit (RQL)%7 55 0.44 pg / sample & 0.0702 ug/ sample » NIOSH Method
1025 Y Estimted LOD £ 1.0 pug/ sample °

f#fE#8 OSHA Method No. 1017 Y RQL Z5AKHY - {5 & & S BE A Ehna
R rEgasiVEL » ECD N2 F(EAEs - Sk DURAH AT GREC i K a B il 85

(GC/FID) RyoiffrE 82 fes - HOAEE A]REfR A B/bR R E AR - #thik OSHA
Method No. PV2061 Kz NIOSH Method 1025 —{f 5L FID J5 (s AISsiy i /774 » i
HiEZ{K 2 RQL K Detection limit of the overall procedure (DLOP)> OSHA Method No.
PV2061 By AR E iR T AN EHREE -

& TR A EYRE T2 E RS (B, ZERR - AHFETTE
5 [H#EAHE OSHA Method No. PV2061 £-A2 54T 572 - BER - BRER B R EFED > B
PREREESE ~ rATREs ~ BRI RO R R - SRRSO H S A e B SRR
3 FHl) > HERE R B R e o I 2 TR E[15] -



7 2 OSHA K NIOSH SR Wbkt 73 5 7A[12-14]

SR OSHA OSHA NIOSH
’ Method No. PV2061 Method No. 1017 Method 1025
N LU A N LU A Pk Eﬁ%’:’
o JEMEIRE SEMERE i
R Z?if o 100/50-mg) Z?if o 100/50-mg) ~ (Anasorb CSC, 100 mg/50 me)
o o (Anasorb CMS, 150 mg/75 mg)
. 158 e DY)
T 185 . .
BER% 0.1 L/min 50 mL/min 0.01 to 0.2 L/min
Ry 120L 120L /N 0.1L~fk 121
ok BT BT BT
FEmtgEME 15 R@ 0°C 18 K@ 4°C 30 R@s°C
s RMHERE GC MHETE GC THEHT# GC
HZ K e RaoH 2 CEf il KT RaoHl
Talles KOG ROlIES(FID) Bl lIZs(ECD)  KIEHE i85 (FID)
1 mL i~ 1 v/ e
. 1 mL /Y 99/1 (v/iv)Z mL £ 99\/5/(;]{1)2 ) 1 mL CS, > JAE 30 s35E i 1E
FRIT AR €S/ DME SEL& CS./ DMF JE&TR » #
2 V=i 60 574 S|
Rtx-volatiles fused silica gglilﬁgt Jfﬁgf%%%fn . Capillary, fused silica, 30-m x
g capillary column 60-m x prilary ¢ i 0.32-mm ID; 1.8-um film
TIEEEE 0.32-mm i.d.; film ,
0.32-mm i.d.; film tﬁickness 1 é’ m or phenyl/methyl polysiloxane,
thickness 1.5 pm equivalent SR Rtx-502.2 or equivalent
1-BP: 0.617 to 12.33 ng ~ 1-BP: 3.0 to 406.0 ug per
e per sample sample
PRRGRHEE  30.16106032pg/ml ) pp 050716 11,94 ng  2-BP:4.51t0 393.0 g per
per sample sample
Reliable quantitation I;_%II; 0.0702 .
limit (RQL): 0.444 pg sample HE Pe
B8k per sample: 2-BP: 0.1102pg per Estimated LOD
wEE Detection limit of the sample: ;EE 18 Hg pet samp }e
overall procedure ) ~BE: 1.U g per sampie
(DLOP): 0.13 pg per DLOP:
sample U HED 1-BP: 22.1 ng per sample
p 2-BP: 33.1 ng per sample
NfE ACGIH 3% M2 . - i
T gty Tove Tw | VEAPISHRE R
i) eREElE (';5 | 4‘X}“ 3) B 0.1 pom B B > IR 1R P R okt
e P Z AT,
BT




% 3 5 H R HIERAE[15]

HE FIE I

— R

L PRE/ RS E  {DRME30=3°C - HEDER(RH) 80+ 5%  RME2(EPELLUR

(Loading Capacity)  AHREEVIIEFT 4 EELRERP(S - BEIMCIGIAIE > 5% AT
TRERESE FYBE RS o (ASREHS > 415 » HILIAN
13

BRI = BORPRER TR B LR ]
AP AG TR = 0.67{E R T AGTR

2. [EUCREHRITRCR S ECREHRHTRER) > 75%

3. A EREN BASHIE [EREAE SRS 1 ZCHHERY 90 ~110% » H AP [E| R fE

> 75%

ot

1. W 4RHEiE HHRBE (%8 r > 0.995

2. ME(LREE EAPCBUE 72 <20% > SEAEAE <7%
IHTEEFRAE(CVL) 125 ~ 1 4% ~ 2 {% PEL AU FLAE < 7%

— ~ BRI AR
(—) A Rt
(1) 1-2NZE(1-Bromopropane, 99%) : Alfa Aesar, England
(2) —#i{EhR(Ccarbon Disulfide, CS2,> 99.9%) : Honeywell, United Kingdom

(3) —HE:HEfERZ(Dimethylformamide, DMF, 99.8%) : J. T. Baker, USA

* 7

0
iflT
pl

4 7ig T ER - &
2. A

(1) HHEEELHE © JEMERRES (100 mg/50 mg) > Lot2000 SKC

(2) EABREE i3 10~200 mL/min

(3) irHEss ¢+ FAHENTH(Gas Chromatography, GC) - K J&#f+-{= 25 (Flame
Ionization Detector, FID) (Agilent, Series 7890A, CA, USA) - Boff H &3 5188

(Part No. 7683B, Agilent, CA, USA)



(4) JE@HTEHRE © DB-WAX 60 m x 0.53 mm (ID) » £ AfEE 1.00 pm (Part No. 125-
7062, Agilent, CA, USA)

(5) 2.0 mL BEEE/INf(vial) @ FA VU LG (Polytetrafluoroethylene, PTFE) A
Bz ET

(6) /Y 25 uL ~ 100 pL ~ 500 pL 2 1 mL 2 @R 58t
(7) 10mL E=jH

(—) GC-FID 73t

= S
(1) 254 * 200 mL/min
(2) &5 ° 33 mL/min
(3) ECREUATARS) © 9.0 mL/min - 53ftEE 0.5:1

I EEE
(1) JF AL :230°C
(2) FID {=2HI85 © 250°C
(3) FRRMBRIF © AR Ky 60°C 4ERF 3.5 /1% » LA 40°C/min Z BARTIR 2
200°C » 4Ef5F 1 77
3. A E AfefE(injection volume) : 1
(=) wmELR

1. PRERAGTRAE(S

(1) Fe/NEREERSRE © 3 L (3155 T PEL-STEL %48 » DUR A/ %K 200 mL/min
PR 15 st ERREIGTE Ry 3L - )

(2) Er AEREERETE © 36 L (3525 1 PEL-TWA 7 #/EE » DL R f#E 100 mL/min
PR 360 st REREEASTE 36 L <)
2. TR AR HEEA
& SRR A YRR 25 ERBEFCGEUMR) ) k- 208
BB RARRAE(0.5 % PEL< SRy NREE AT VARG S = R & (2 £ PELx
R A PRI RS TR A RIRSE)[15] » BRI AS LRI (3. 1) Z e/ N K



PRIERGTR © W27 OSHA FEAE /A2 f B AREEE 30.16 to 603.2 pg/mL > HEf
W AREIE (0.1 % PELEHiR MRS AR » DIRHDAREERE 1
mL (99/1 (v/v) : CS2/DMF JE&R)ETE » #E(is = 4R HiE & 0.756 ug/mL ~ 181.4
ng/mL > FEEERFE 4 Frs -

x4 TR ERGVEEERES

S s ey
RN | EEEA (g/mL) (ng/mL)
PR | SRR
@) (L) | N AR
PPM | MM | o |XPEL)SATIBERR | x(2.0<PEL) AT
3 36 0.5 2.52 0.756 181.4

3. MR A S Y
B (G L T PR AT 200 25 > DRI R (0K o i e e s i

MR RARLET > 5y FINC B ey > st S0

(1) 2,000 ppm (2.70 mg/mL)E&HER © B 18P0 20 uL (49 27.0 mg) % 10-mL
TR DR S s -

(2) 200 ppm (0.270 mg/mL )& : Y 2,000 ppm 673 1,000 uL % 10-mL
TR > DR S R -

(3) 20 ppm (0.027 mg/mLYEEFEZI © HL 2,000 ppm EEFZI 100 uL % 10-mL
TR DR S s -

(4) EREEIE AR AR ol PL 2-mL 2 BEEE N (via) BUEDRE S ppm
10 ppm ~ 20 ppm ~ 50 ppm ~ 100 ppm Jz 200 ppm 7 fZAE L > £ 200 ppm 2
fbtRARMRE - J70AaER 5 Frdl -

(5) BB E[E 2 AR fL AR - 73 A1 DA 2-mL 27 353/ N (vial) BC L2 0.5 ppm-
1 ppm ~ 2 ppm ~ 5 ppm Jz 10 ppm ZAEAES T - H 20 ppm GBS EHRE > 5
AR 5 A .

(6) A AR B B a0 AT -



% 5 EEERICE A

L R A
PRI [ TR B B
ppm png/mL 200 ppm (270 pg/mL)  INIIESFE
5 6.75 25 uL 975 uL
10 13.5 50 uL 950 pL
20 27.0 100 uL. 900 uL
50 67.5 250 uL 750 uL
100 135 500 uL 500 pL
200 270 1000 pL 0 uL
RRE iR E4R
PR AR ey Aoyl
ppm png/mL 20 ppm (27 pg/mL) NI
0.5 0.675 25 ul 975 uL
1.0 1.35 50 uL 950 puL
2.0 2.70 100 pL 900 puL
5.0 6.70 250 uL 750 uL
10 13.5 500 pL 500 pL

4. tmE TS
DU IR 1R PR E 2R 48 SRR S #iE(0.675 ug/mL — 13.5
ng/mL) K SR EEHEE(6.75 pg/mL — 270 pg/mL)fgE LR - HAHRIAER) SHEA
/INR(2)0.995 - TG T ARSI -

5. mnPRELELE
HAE4E R L. EXCEL $RAGRR I - Ryl E M BRIV ATSENE - lH—fr ot Bl
BIUEfpEfmER D (1 EEQSEREL 2 EkEFPRIBEELERS
L EERE S EEA  REFREA bl R R RN - DIREE IR 2 47
BEANRBERER ARG ) | iRl - Bh— o BE ST E
mn B R A T B IR i & 10 (B R AR A T — R EE i B R ol
wiE— IR SRS AR 10 (BT — B R S E Rl -

ﬁ?ﬁﬁ{

oy

11



Y REENEE DR VES )t

iz T ERIRIEAEYRE 2% 07 52 r GEVURR) | 8% - DURT
TE GRS B (SRR T RER) » DA 8 b RE /2S5 E  BEE— N E A
e/ NRERRG TR 2 B E PR RS 0.5 f% PEL ~ 1 f% PEL 712 % PEL Fif5 2 E &
RyNiNg » REE ERIIRERER A - BERE H BB ERTER)[15] - 275
OSHA Method 7 28 » BEEERERE M 12 L # 18R ZININE &9 5 F
0.01512 mg (0.5 { PEL) ~ 0.03024 mg (1 & PEL) ~ 0.06048 mg (2 {2 PEL) » 2
BEAIRR6 -

7% 6 [E|UCR(EFR MR 2 1R E(1-BP)N = &E
PELfZ#) 0.5 1 2

INIEHERS
PEL=2.52 mg/m® 1/2x2.52x0.012  1x2.52x0.012  2x2.52x0.012
R =120=0012m°

HEGE 0.01512 0.03024 0.06048
FEE 0.0135 0.027 0.054

I-BPIAIIE (mg)

L. HBS AL
FFYES T2 RS - 8 BIER BRIV LSV Z BRI $ 4]
Eoee—E0 NbFRERHT Z IR B BERME E RS - A& L3R 6 A5l
ZERE - BT

(1) ReEtEbRE R - BIHRENE - BEZ -

(2) DI S st HUE R Y EREE ARIERRIE E - SRS 2/ DN
TE 6 fEfEA K 1 EZEEHEA > MEUREEAZBCRIRE R

A. Fit# 10,000 ppm (13.5 mg/mL)EAEZR © HL 1-JAPLE 100 uL (49 135 mg)
£ 10 mL E & > DU HEIRRE 2 15247 -

B. 0.5xPEL £ /&(1-BP = 13.5 pg) : HI 1 uL 10,000 ppm FEAEAIR - £ AFTEL

B L e

C. IxPEL A (1-BP =27.0 pg) : H{ 2 uL 10,000 ppm AR > JF AFTEES T
R
=l
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D. 2xPEL £ A4%(1-BP = 54.0 pg) * HI 4 pL 10,000 ppm FEAEIFR - JFEARIES
B

(3) DB RN » UM IR SR AT o AR - A
B » LU 21 [EREA -
@) AR IR IS > LL GC/FID 4347 -
FRMECHIE 6 (BHEA R — R AR Ik 3 (B2 Ok Tk
> SEEIRETSY% 5 L 3 R SR AIME<TY% (LR E >
R SEE<T% » DUR R > 2 -

(1) T EAB(CVa)biss
AL " 4. (BRI RS ) Z45F - 3 UARIE.5 & PEL »
1 f% PEL J¢ 2 & PEL) Z [BSR &5 — A B (a3 IL 3 (EE B ARE(CV1n
wpeL ~ CVigreL ~» CVaupel) U GET RS Z SRR - N AATTEZ
IR RE -

_ 2 2 2
(nq 1)xCV? PEL+(n2 1)><CV1 PEL+(n3 1)xcv; SPEL
cV, =

ni+np,+nz—3

KX o Bihg e nYiE PEL i 4 A $
n:: BfgAE TR 14E PEL fe 4 R 2
ns: Ao E48E R 2 4% PEL e 4k R Bt

Fif5 2 CVaZH< 7% » JIFTaisa i -

(3) ATE{bREE
RIE T R A EYREE 2% 7 ARSI P GBI | e e
SRMEHE 2 SRR AR IR VIR PR E o > B 3 (A - SR oy
> AL T EICERERAR )R ) FTe Z [ECSERIEIELS] © B RIES Y
ZPE PRI 5z [BEERTE 100% - 5358 E A B SR {BURE T AT 188 Y 3 R e s 1T Bt
fiti - BEAR AR T

13



L REMERE IR UIBE - BB VE » EFEZ -

2. HU1 pL 500 ppm BEAEIER - EREEARIERHY/IE(0.675 pg) °
3. HU 1 pL 550 ppm AR - ERET ARTELHYSE(0.743 pg) -
4. HI 3 uL 200 ppm BEAAR » EREE ARTELH TS 1ME(0.810 pg) ©

DUBIEZEEE A DESINIES » ST ELBE - RS T - 2 L)
ARIERIBENT - A2 30 52804 » LA GO/FID (TSI - ALIATIE 4. BUCR
(SR B ) P78 2 [EMORIETE » BTSSR SR GBARST% - BURR A
ZHEB0% ALK EEITE AR T B AT 2 P LS -

() £*EE7 B B 87 & (loading capacity) Bt

RETE 2 E ML T B AR R (breakthrough volume) | ZRFHAL > {k T E
EREAEYBRER 2SR (B UAR) ) &3 B4R EEEIN S
RIERRF (L0 R R (R E A A R S A A IR - AR — 251 2 Bt
IVE (B SZERGREE N EIRIR B LIANE Z BRI R 2cER B - 0 a0 i
TERERIEERIVEE - RH&EE BNIRTEYE B0 ELE AR T R E FlE -
ERENERYE & HRTBCIE Y E & 10%05 > JIlE 2 i H[15] - A% &
— AR ERE AU A N 1R TRE(1-BP) - SR A B S ERE PR E AN AR
%% HEEs I A ME R BV E & > $T/EMEIRE ¥ 1-BP Z RaiA &Y
fili o HEAPRAFEATT -

1. JREEHEERE(RH) © 30 +3°C & RH 80 + 5% ;
2. WEURM - 1 ppm (2 {5 PEL) ;
3. AR+ DUBERSRE el 2 VR VR E B RBRER AR 200 mL/min 52
& ECE BRI S ELEAE RN E(EE - SRENEEER
AIECAEAYTE & 10%H5 - AIER S "B ) T B ) DUNAERY 60 738 R
Il RIS 4 /N > RITEL 4 /NIRRT B EE R o B R AR DR AR 2 Sl Ry
TR HAERE 0 6 ERREE AR TS AR EL 0.67 Ky T i

st NPRERRETA | [15]
(V) BEAEEEFRRE A
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1]

AWFEIR T FRBRIE A BRI 28 J7 AR e (R | ek 2
e MRS TIEAL15] - DL 1.0 f% PEL BAEGRE REREEISTEM RS
Z B8 275 {H(0.0891mg) - (AR E AR 53 Bl o0 M R B E IR 7 R el PR 2 B
A QAT R 30 EIBAS - EURAE RRFREIAO T -

L. i 30 SZERBE/ B CETERRE ) Wim DI - B EHTTE > X8 -
2. HU 1 uL 66,000 ppm HEAERIK - EREE AR E(0.0891mg)

3. FEBSER(E 1 K 1 100 48 07 H 06 H)SHT 6 S2hE B EAT S ET
P > FLdh 24 SORESL » 12 SEARHOR 4°C JKAE + 12 LSBT -

4, {RFFFYE 7 K109 4E 07 H 13 H)~45 14 F(109 4£ 07 H 20 H)~ 45 21 K(109
07 H 27 H)RES 28 K(109 4 08 H 03 H) » 3t A G707 22 i
%3 % WETHEEUE -

STRERAEFERITHE 3 S mZ R IEt RSP EAEERE 1
RZMEEZ A ECE - 5 7 RORAEGERIEIEETSE 1 KA
{HHY 90~110% > AR HES > AG0L EECHES H At ATRE T RE > 45 28
RABFETE > AL 28 K AR W ETRE A e 4°C =0 -

- B

MEEE K TAF slaS 2 e AT R - (IR I E R R P T
WK ~ i ECREEE R T B BRI 3 THbesE - B fR T ARE] 2 ek th
A ERY AT > HsE A E e 2 a i Bl - B et (A e J BT 7A IS T
—E MR SG R ES MR 7 F T A OB R Y 3R EE [ 15] -

- BRI SE A

2% ERBIRASYRE 2SRRGB o ZIE 1Ty
x5 )75 8820 2L GC/FID Ryopiiiias Z &A[15] - SR ANTFTATE L
VR Z BRI 2 E 575
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FE PR EYIR BRI T AEIL

— ~ BEEEEEHY

H AT 1R TR EE IR (E(PEL) {24 NIOSH J? 2014 £/32:.Z Method 8324 >
PL GC/MS-SIM fg fIPRK R 3-bomompropionic acid (3-BPA) » {H757AF thie KARRANT 7T
HHPOREREE T SZHES 3-BPA AU&ER[17] -

Mthias BI[% 2 b FEai SR ELET 1-/R Pl =fERR PRI N-acetyl-S-(n-propyl)-L-
cysteine (45% © AcPrCys) ~ 3-bomompropionic acid (3-BPA) 5z Bromide ion (Br") » ¥52
Mz FEALR T BT R 30 U TETA 1SRRG RE B T2 ks - H
T B ETLETEREA DARRNESER > EXhSREE - 55017 LT
HAS/RE R GBI TAE - ERAIEREE - Fra Lol a BHUERF L T F 48 /N
1% ~ FER TR ~ FORRIEHIIRR  SIRHEINIERTEE - JEEEKKT AcPrCys
K BrifyE & BT o {BAE 50 {315 AcPrCys & EHIFIR Il ik 3-BPA 5435 - fELL BT
SR MER o PRIBTHY AcPrCys DUK Bral{E Ry A P e R A ISR - 1T 3-BPA ik
TERTEIE[18] - (HAWFEHLL BriE HAYHEIRENR RIEGE - FEEN AR -
Rl B g E BA BRI SRS HE -

BN 1R FEE s AT a8IR - JEEE MULAIARR T AcPrCys JRfE By
&2 1EWNPORESIEMREAN9] - SZEE e 2l EE NG 2 T BEEMEN T
P ESHETES | ) WKL AcPrCys K Br A ReE2af il T IRIR Y Kz Bz ssig h A
HAIHI2%(7, 20] -

=~ BT OTA

(—) BHIBLE
1. A
(1) Zfi%(Acetonitrile, ACN) >99.9% : Sigma-Aldrich °

(2) Hl&(Formic acid, FA) > 98% : Sigma-Aldrich °
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(3) FiEf&37(Ammonium acetate, AA) > 98% : Sigma-Aldrich °
(4) IEEE(Acetic acid, HOAc) 96% : Merck °

(5) Hfi#(Methanol, MeOH) 99.9% : J.T. Baker °

(6) EEET-7K(D.1. water, 18.2 MQ) : Milli-Q Plus °

(7) N-Acetyl-S-propyl-L-cysteine (CsHi1sNO3S, AcPrCys-PrMA) : Toronto

Research Chemicals °

(8) N-Acetyl-S-(propyl-d7)-L-cysteine (CsHsD7NO3S, AcPrCys-PrMA-d7) -

Toronto Research Chemicals °
2. i
(1) fRAGPREEA RS © 1S mL BE0VE -
(2) B/ LM% : Universal 320R (Hettich) °
() HEEFEZzs + CPX3800 (Branson) °
(4) VORTEX-MIXER : VM2000 (Scientific Industries) °

(5) B * Agilent 1260 VL Series ~ Binary Pump G1312C ~ Agilent 1200 Series -
Binary Pump G1312A (Agilent) °

(6) JEfHETEE © Agilent 1200 series  (Agilent) e

(7) BFFEERE © API3000 (Applied Biosystems) ©

(8) EfT-J5 : ESI (Applied Biosystems) °

(9) ZEHVEHE ¢ Inertsil ODS-3 (33 mm x 4.6 mm, 5 um) column °
(10) 7M1 FE © Inertsil ODS-80A (150 mm x 4.6 mm , 5 um) column ©
(11) HEEEAEE © Agilent 1200 series G1329A (Agilent) °

(12) Analyst® QS software : Version 2.0 (Applied Biosystems) °

(=) RAHETE R E R R LC-MS/MS) AR+
L RAHRENTER(LC) 285t

(1) R © 40 pL

17



(2) ZEHUARIT) * Solvent A @ 100% H20 ; Solvent B : 90% ACN (v/v) with 0.1%
FA

(3) ZZHUAHII) © Solvent A : 5% ACN (v/v) with 0.1% FA ; Solvent B : 95%
ACN (v/v) with 20 mM AA

AR T R (LC) BB R R IAFEESIN R 7

2. RBFEEMS/MS) 24t
RS ERE T2 ERERE 5N 2 LSBT RIEEI N R 8 Je 3=
9 o AJ53% 2 5 MEMET-(confirming ion) £ 204.0/84.0 > i B T-(quantitative ion)
F5 204.0/75.0

18



R T BB ERLOBET SRR

Eluent I?# Eluent II°
Time Flow rate (trap column) Time  Flow rate (analytical column) Time Valve
(min)  (mL/min) (min)  (mL/min) (min) osition Remarks
Solvent A Solvent B Solvent A Solvent B p
0 1.0 100 0 0.0 1.0 100 0 0 A Injection and washing of sample
30 1.0 100 0 30 1.0 100 0 15 B Start of elution of analyte to the analytical
column
90 1.0 0 100 31 10 90 10 3.0 A End ow.o._c:.osw trap column cleanup and
reconditioning
9.1 1.0 100 0 5.0 1.0 90 10 11.0 A
11.0 1.0 100 0 8.5 1.0 0 100
8.6 1.0 100 0
11.0 1.0 100 0

2Eluent I : Solvent A : 100 % H,O ; Solvent B : 90% ACN (v/v) with 0.1% FA
> Eluent IT : Solvent A : 5% ACN (v/v) with 0.1% FA ; Solvent B : 95% ACN (v/v) with 20 mM AA

19



% 8 LC-MS/MS g1 JRS 8

MS/MS System ESI [M-H] £84
#LFAS(NEB) 15 psi

hlfi 2 A AS(CUR) 15 psi
B {LEEBRIS) -4200 psi

i fE(TEM) 550°C

il & LA#EEE(CAD) 6 psi

RO BT ZENER TR REE2E

Analyte MW? Structure Q1/Q3 DP® FP¢ CE¢ CXPe
AcPrCys- Me\/\s CO,H 204.0/75.0 -19  -130  -24 -10

205.27
PrMA NHAc 204.0/84.0 -19  -130  -19 -10
AcPrC Dp
cPrCys-

212.32 DSC%S COH sirog0 23 175 26 -10
PrMA-d;

DD NHAc

aMW : Molecular weight, ®DP : Declustering potential, °FP : Focusing otential, ¢ CE : Collision
energy, *CXP : Collision cell exit potential

(=) fER

1.

T BRI

BBl =R Fy 1,000 mg/L GE772-20°C JKFEH > ML 5 % ACN (v/v)
+ 10 mM AA {RIFATER O UEDRE RSB E M - B RS #IE 0.1
ng/mL £ 50.0 ng/mL » HEPFEAE OB 2 10.0 ng/mL 2 AcPrCys-PrMA-

a7 S -

T B 4REREE

YLEG L R ESHIYE > AcPrCys-PrMA SHSEIS EifE i DL A
i AcPrCys-PrMA-d7 7 sHERIE ARV EL (B R FREsaHaE » DL Excel #{T4R
M [2EF (least-square linear regression) > f@ & 4% 7 MHER (HE(0) FE A7 0.995

G HIERERE -
20



3. A AR
DA R i (R H GG (Signal, S)EL#EEH(Noise, N)EL{E » & S/N =
3 SRR R MIEFR (Limit of detection, LOD) > LL S/N =10 5t HEE SR
(Limit of quantitation, LOQ) [21] °

() FranAimE

1. PRIBAR A E-20°C4 HHBAL L » B EIRTPIRIK -

2. Vortex 4 » SERBRBELE T » BL4°C ~ 12,000 rpm Bl 10 53506 E I
PRI 40 pL -

3. A 10 uL 20% Acetic acid (v/v){EHFLAE -

4. FEAOA 350 uL BYFEFREZE 5% ACN (v/v) + 10 mM AA 7% > Vortex ifh{d
ERM

5. HU25 pL YRR 25 pL By PRy, -

(1) (B

BRI IT A TE BB PRIRE L HVZEHGRAE - DURIIR BB R -
6 58 Ik 53 17 07 52 AE TR [E) R 1 T 2 [6] U 2R (recovery rate, R) Bt A% % [
(precision) ~ B8 4 (repeability) B3 FF 3R 14 (reproducibility) » FHESLEES 75
ATGEME ©

REHFE(RABRENRK BRI GRT /TED  PRIREE G+
{EIARNOPIREEAE > BRPRIRERR S0 73 AN REAR [ 0.5 ng/mL ~ 1.0 ng/mL ~
5.0 ng/mL~10.0 ng/mL AYREAE S LR PR b &CRiTR AP BR 1% BRI ATT»
A S R(n=5) » RARBGERGHIERE - 5HEAFEREZ[EeR
R4y H 88 FLE (Coefficient of Variation, CV) » 2E{h k52515 - DS H fif(intra-
day) 8152 H [ (inter-day) Y [EIUL %S B B MR BB ME « B B RS PROBES
AHFFEEID S R AcPrCys PAFRREAIR Fe N LIR i (artificial urine)H
Z B o N TREZ AR 10 Fis -

KBRS IE P AR R4 I OISR E LT 75%~125% 2 [H] > T s Al ]

WCRIHZEIELE 40% 2 ¢ Ffl 2 2k [E] (pooled) S EARE(C V) M HA KR
25%

21



# 10 NTFRIRZE T

Yo G =¥ JRIE (g/L)
FALEY CaCl 0.49
e NaCl 4.60
VAV S=5K (w7~ MgCl2-6H20 1.01
ZALEF KCl 1.60
it I 21 Na2SOs4 2.30
TR — & S KH2PO4 2.80
TSI B NazCsHs507:2H20 0.65
A w7 NH:Cl 1.00
FRZ& CH4N20 25.00
LR T C4H/N30 1.10

et o i B e s B F-7K % DL 0.22 um PVDF filter 75 )&

(3 BEmiEE

1. REEEFIEEE

et ViR E R E Y RILR B FRE PR 5 5 ALEE Y © 1
TR FRB R i FUR IS i+ BEPRORRR SR IR [ERE 0.5
ng/mL ~ 1.0 ng/mL ~ 5.0 ng/mL ~ 10.0 ng/mL AYFZEAE S DL Rz OFEAE G » 4%
BanpEIEP BRE - FERT R0 =5) 2RI LU © (DEEFIR-
20°C —flil 5 QB EE 36 /NEE 5 B)EE(FHY-20°C EEMH =R =
{EIRAET - FHAEEEERME(CV%) - MHEIRYD B SORE thElF DL E R 5
Bl e N LIRARECEL - [E20 AR E A E A 5 -

2. NBEOREAFREENE
SRIFRBEETEEY S LRELEVMEMN I T ERSREF
(IOSH89-T-029)3#4 1T

(1) R EZEFREE NZRRG T LI ERE 78 3 HoBELUE
AR R EMEEYE ZE BT ~ 5 ng/mL & 10 ng/mL % 30 {[ -

2 Tknn{uﬁﬁﬂu%ﬁf“ A3 (Ebeh e &8 > RHE B —K - HEE
FUK ~ FERKIRER— LHS(%»;F“ 3 {EfR At AL BICR - 5t
BEIONE R i AR EEHE ZER(E > IR R e -

22



(3) B2 HEIT T - AT BRINE—RE S | EGED - 1F
BRI B2 R - DRSS — U 55 3 B FR G & AT 2
o R T2 ELE e K B SR K2 AR Btk —OFE
A mmoHTE o

PLERR LIRS TEAE 2 RIEEEERFE Y 75%8L 125% 2 [H] -

» ERAEYENSE TR

208 EERE TR AEEY S TR2E LY 17 )7 7558127 (IOSHS9-T-
029) | Z FBIEEA TR e 1R AE 2 V)= EHEIE | R N-acetyl-S-propyl-
L-cysteine /=R H & SRR EEHER(LC-MS/MS)/E | 2 304 -
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F=0 5 LIFREREEN

— B 3 U TGRSR R RS R
LT TR SRR ROABIG e < R 1Y B E (et R A & R E
HARE R PIE(E RIS e Bl i - I Ben B2 B8 2 BE » 15
TEERAEAERAT (Y WO~ TR A s (HED ~ RrdbiiiE T
NE (N FE=FRBEETRER G RRE - ZHME ZAEREAE
K TARRIRSRE A | fek 11

(—) HAERAFY )

Ry T AEERIRERE 1C « BfEs ~ AFElETit - B - &
SRR - BGRERE R - R e RS 2
fe A E] - HNRWGEAHIR BB IR (ESEERAE > MR EERLIEH
BBV TZUETE ~ (FFEEATREIER © BERURARE SRR - (ESR R &z
FEEDRAGE - (B R AR R R 8 > B thias TEE TR
(LB IR 20 57i%) > HAFE BAERIEMRIEA GEFE RS ER > g5
HAMBEITHITA AR © 5% B—(# 7R E4Y 200 kg -

(=) FRHAEH ]

RyE SRR Z R EARGE - DU S U ANTEE ~ BUE M MEE 2 FHY
ONE] o HORPBERIR Ry B R A - (ESEARREY 30 rgE—K > H—{F%
BUAEHE TN FREIERE R (EREPTA B PR > A
SR B RFANGEAYE S - 2% IR P84T 90 kg ©

(=) HEETAFEN ]

o EE RS/ R it 25 (Diodes/Rectifiers) K € R HI A2 (TVS) Z B T4
F] - HORWEE B EAEF R RIBR GRS > — K& 30 08 - itk
EARIUESE © (SRR > —RFR B e CRIHR DR 2R B HE
AORERE | (ERGATE R PR SRR R R AR - EfFE R A &
RFfEI R e SR B FOR e i - 54 R E4Y 1,170 kg
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% 11 B E R REH AT

AR A AR AT .
% | mi | B | e | | mm | TPORR | ey | SERIRIE
53() 4 o Hle 2o
seve | w2 g | 9309 | (HEERIE
o | | | e | s R
= || g s | BAEERR #1005 | PN,
W wmE | o e
B )
e | 1 ;if/i,gﬁ
:%E:SE \‘%33516 %1‘% ?gl g ﬁ%‘%ﬁﬁlﬁﬁ
H| T2 |21/ 1 REEGS o — RIS
E\ER g @g (B30 5 | 5-10 oy | mi=
o %%ﬁﬂk— x
)
o | G2KEE | G13057 | -RAGHTE
sev | s 4 AR =] S £
N },’2% fEs | 3 S EEHER
= i 10 5358 | o —FEEmEEE
x e

= SRR - BERERAST RS

(—) BRI R PR A ol

PRERRISCE o 2 B B B (e B s e A H T A BB » A8
BEh ~ BT E AR E R R - EREREERMZFIRG 1R HIE R
R TAENBRCE o MBI 8-9 ARHKSERHIRIGEREE » S MR SRuE A

=12
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R 12 EREREIHE AE AR

PRIK

A

PRAE TR

BAE

8 H

SHEHER BINRARER T ESRAETT 8 /N
Rp PR (TWA) Z (B ABRES - $HE1E

Stk e B BIE IR B | G

CIEA YD) fe i 12 T Mt & - 27T 8 /N
RFHF 2 9 (TWA) Z @SR iR » DAEFAE
EEEBREBY KT RGIRIEEIER
BRSE o PREERAAREE 1 -
SR EHADAN I EEIRERMHEHE
BRI B Y 0.5 ppm » #URABRAG R 215
TE Fy 80-90 mL/min °

(1

4

FE A
D ERIEEEA)

9 A

STEHEE BINE G RN I EE T
5] 282 2 (8] ABRFE(STEL) » A& KB
TR ESEHE T 8 /NI IR 2RSS
(TWA) Z (B ABE ROE e e EEEE &
TEFERFIEILI B FOR N IE » TR
B R R - DARHETE
FEEREBRBE N TR GREER R
BRIY o BRI EIE 2 -

o BSOS AR ﬁﬁﬂ%ﬂﬁﬁ'ﬁﬁ
PR URES I A 100 mL/mm NS =,
SRS (TWA)ERER R 2R E Ky 30-50

mL/min -

5
(1 {EABA)
(4 IR Horpr
U B R 15 itk

)

9H

ﬁ%ﬁf’ﬁ%;ﬁ\/f BEE A ESRHETT 8 /NEF
RIS (TWA) 2B PREE SRtk

é?F:ﬁ [EE2E BfF R A B (AR
HURH) S 1% 77 » #ET 8 /NI &1
PR (TWA) Z @I ER A - DLaHb R &
FIXREHEY ;T EEISRIEERRER
[§ o PRERRH RS ZHE 3
* FEREBANANGIEERIR RS NSR S
B RS B 0.5 ppm HRE 8 /N
iﬂ?iﬁﬁ?ﬁ (TWA)%K k/}lL ;ﬁfﬁﬁb 100
mL/min o

4
(1 + B ABEA)
(3 @A)
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s nE
B -] ]
-
77N\

(omenarn)
/ N \_/
-
A3
. a0 OeCO = s Deco

A2
- a0 DSCO = <] Daco

-
e

=

=
w oF I
= E|

R ik 3% 5€ (80-90mL/min)

lasmia I o
leandr ﬂﬂffiﬁﬁfﬁﬁﬁ@
EE Al
SEG.A & 4525 4
Al(A H B2 H) T _ -
A2 T B HIR ) HiR g 28
3( & 3% Ik A @ oo _

ASCREFTEEAR) SMPC46U O SMPC46U O IS
AA(HR 7 # A & SR AR) Die bond#3 X Die bond#g & D
WARBEFR(6-8 h0F) [ L — T T c

DBS#04

|
|
- n =" r—l Q <= r—1

SEGB-1 #£# 851
BI(A B &#)
AL (15 4 #8)

4 ik % 4 (100mL/min)

SEGB-2 ##.5 {2 % RGPS AR B
B2(A B &#)

B3(1f ¥ ML E SR )
B4(1F ¥ R E RIFH)
B3({fi & E i)

2 H bRk R A
27

= B [ SMPC46U =5 ~[SMPC4 6U

O [Pie bondiy Q Pie bond#G
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.

C4.

—

HITTEI

|k
|

—
-

|

~ JARERETRRRRN TR

I S R |
I"‘— [

C2+‘

C3«‘

SEG.C #5354 «
CI(A B B #0)~
C2(cH# o B3 3 AR)
C3(at o [ 3 3EAR)
CA(# 8 5 7 B3GR
ﬁsﬁiﬁ' F2(6-8 /I 35‘)*‘
3% 2% & (100mL/min)«
T I

~ i

(Z) =t

Cle

HEMICAI

=IIFK]

QO

HELICAT
101

Il

3N PR (L AR 1

FITER{S Z BEAMRAHT 72 TAEIH H A58 iidBgas 2 J7 78507 -

(=) WmEEEH

i 3 B PRARSER IR R

28
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F=F HHE

F—8 REOTSE A

B REEE
(—) B
i GC-FID Z3 (i Arts Z JE T ElRE el 4 B o 1R P ler Y ek
14 Ry 3.258 7 o (g MTEEmET R Retention Facotr £y 1.22 (& F#i[E]
5 1~10) > Selectivity Factor /5 1.9 & Column Resolution £ 6.0 (ZEF{E &
>1.5) > BURILAF & fafflREE[26] -

FIDT A, Front Signal (2020-07-03 10-075T0T7F1701.0)
Norm. ]
450
] © -
400 X
] —A g‘;
350 it | o %
: 15 5 2 i
300 % 3 I@ i3
1 e
4 "
250 | |'|
200 ‘ ‘|
150 ‘ ‘
1004 ‘ | |
50 | \ |
1 | | |
0 : ,—‘—',% - , e ——
0 1 2 5 5 7 min

[l 4 1-2P9 ke GC/FID [Tl

(Z) feELR
R TR Joy HEE SR B (Y) I B B (X) - IR P e R e (mg/mL) > DAAY
N AR SR RE 13 o (SRREFEE(0.000675 mg/mL
— 0.0135 mg/mL) fz =2 Ei[E (0.00675 mg/mL — 0.27 mg/mL)fg = 4% > fH
BAGRENR)ERH 0.995 - & AR REI(RE 13) -
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% 13 10k R

RREEARAE MRS

ppm 0.5 1 2 5 10 GEE |

/mL  0.000675 0.00135  0.0027  0.00675  0.0135 B
mg/m . . . . . (20.995)

(AR EL Y = 5426.62X +0.03 0.999

e AT R -

5
5 10 20 50 100 200 |,

PP 8
mg/mL  0.00675 0.0135  0.027  0.0675  0.135 027 | (20.995)

SRR Y =5268.27X +0.23 1.000

(2) mfREE

BEBENEZ QA/QC PIfTIEZ Ei=ER - BRI
T - B EERESR ZERAER > W ERE Z TwE -

AN

anbRAR A2

TE BTG R BRI 14 Frdl] > AHEERE B /NG 10% » fFeatad
L

2 14 SRR TE B g BB SR
- et EHIE  AHEERE
E et T

K HH

(mg/mL)  (mg/mL) (%)
QC2-2 0.0027 0.0026 2%
QC3-2 0.0027 0.0028 4%
QC4-5 0.00675 0.0070 3%
QC2-2 0.0027 0.0027 2%

QC2-20 0.0270 0.0269 0.36%
QC3-20 0.0270 0.0268 0.64%
QC4-50 0.0675 0.0674 0.20%
QC2-20 0.0270 0.0278 2.80%
QC3-20 0.0270 0.0270 0.03%
QCs5-20 0.0270 0.0268 0.66%
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(T8 [EeR (bR )

— RN NIRE AT Z [RICER (SRR eR) 2 SRR 15 Frdll - &k
F& 2 [EUREHRITRER) /7Y 90 ~ 110% 2 » B AR 75% » BAE—R0
FRTE RV AR <T7% - (L 2 (R Z BRIV E <% » fTEHIEE
AE o St PN S S A B RSB AR — PR B PR O A R S s BRI
SERBE RN INEEE (0.0135mg ~0.054 mg) fHIEEHFR 15 ZoF(haths -
HFr AR IR AL PO ENE 96.4% » BEELAEIE 2.97% - BIR M RIHIFEEE
EAAE B E T EHTRER -

15 [ BCREH RS

INIE & B = IEILI%%j I 5 5 el
(mg) (mg) (R B 250%) (A7) 8
0.0123 90.9%
0.0123 90.9%
0.0135 0.0121 89.6% 90.3% .
(0.5f%5PEL) 0.0123 91.1% (0.0058) 0.64%
0.0123 90.9%
0.0122 90.3%
0.0253 93.6%
0.0254 94.2%
0.027 0.0256 94.6% 94.4%
(1f%PEL) 0.0246 91.0% (0.0201) 213%
0.0260 96.2%
0.0261 96.6%
0.0514 95.2%
0.0496 91.8%
0.054 0.0517 95.8% 94.9%
(2{%PEL) 0.0507 93.9% (0.0192) 220%
0.0526 97.5%
0.0514 95.2%
Fra Rk A e E 93.3% 1.76%
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(1) ﬁ?l‘ﬁ%&{%%zmnalysis Coefficiendt of Variation, CVa)
R (56 5 B ATYI 2 i 8 B E 2 ARG ES Z i
SEFURE(CVa) [y 1.76% (<7%) » FrEiaseiias -
) FIE(bEE
HETE 2 3 BN 73 Bl 7 Bl A EI R (B TR )R IR » 51
B/ NATEA LR 45 R A0FR 16 Pl BERGEI M 2.94%~4.65% E<7%
B EUME ~ 2 R E<20% - B e iE AT A ELLREER
0.000675 mg (0.675 pg)

# 16 Al E bR (RERH

NIE KRR IEE = P A A SR
0.000675mg (mg) (%)
| 0.00064 5.28%
T 2 0.00065 4.09%
i 3 0.00059 12.09%
S 0.00063
I EARE 4.65%
NINEE KO IEE & EfiC s {E A= 5L
0.000743mg (mg) (%)
| 0.00083 11.85%
B o 0.00077 4.13%
S 0.00077 4.04%
Sty 0.00079
AP EAR B 4.16%
NINE 2 KRR IEE = P A 2 SR
0.00081mg (mg) (%)
i 1 0.00086 5.64%
i 2 0.00083 2.05%
T 3 0.00081 -0.35%
iy 0.00083
I AL 2.94%

() BB A& A FE(Loading Capacity)
AEaSEE S Fos o SEHEREE 4 /NEHZ /M E BRI R SUH IR
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tH o SORFRE N FETE By 4 /NEF - Bz HIRSRE Ky 48 L (200 mL/min x 4 /]NE) -
LA 6 (e mfE 4 /N 2 S5RGBT 17 SHR B BLRi B 2 ER{E B /N
172 10% - HESORY RS Ry 481 » (OAERAESR » AT752 T s RERIRRS
75 B 32 L (H1 48 L x 0.67) -

14.0%
12.0%

10.0%

8.0%

(Back/Front)%

o
o
X

4.0%

2.0% °
HIEARFE] (1N
0.0%

0 1 2 3 4 5

5 PRERS ARSI

= 17 R ER SRS
SR M HE BREAEEE RREREEE REYATE

Wi R (mp) (mg) (%)
0.244 0.023 9.2
0.245 0.017 7.0
200 0.245 0.022 9.2
mL/min 70 L 1ppm 0.247 0.021 8.4
0.247 0.021 8.5
0.245 0.021 8.6

() BEAEEEREE M
ETREERAEFERTTHE 3 TR ECER TR EHE
TSR 1 RZMEE 2 A AR » S5 5R8TH I 2 A IR
AR A 92.9% ~107.3% » B KT 75% 5 HELE 1 ZORHEMEL 7
92.1% ~106.4% » FF&EREERE - BURRITEGEF T XN R fE e M B ml
28 K v S ATEEIRAIER 18 FrF o
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18 BRER/ M E SRR AL

SHE ] EADN FIK F14K 21K 28K
AES HEH
109.07.06  109.07.13  109.07.20  109.07.27  109.08.03
4°C
A% 100,850 101.1% 107.3% 106.5% 104.6%
[E[fess o =R
97.3% 100.0% 98.4% 92.9%
M A 4°C
1Tt 100.3% 106.4% 105.6% 103.7%
{H 7 fH% E=9) sy
Eifhes 96.5% 99.2% 97.5% 92.1%

ZEMx ER=ELL GC/FID #ETAER - SER= 2 RFERFRER
i s B B EE AT AR - (EEEREURILERE - WoRF BTSSR i
B2 SR B E I ERSIE R 2 HE o ek BHBRER i 07 7A 2 AT 2
RS E R IEIIEREIHE » BEARUEE DR Z 2R - %
BB P ) Z a3 (GC/FID KJEATERE) ~ 3t ieit: ~ [BUeR - e
SRR GREFEGRINER 19 -

RETSH IR
PREEII T 278 T3 AU AR 25 Bh Bl 55 8 R RSk e = e AEwt oe i T 1Sk
BRI BRI 25 05 ERSIE Y | w57 ES b E— -
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* 19 5 TAF BlasEinaR

Elinz= TAF $Rok 2448 3184
GC/FID Shimadzu 2010P Shimadzu 1100 Plus
n Zebron ZB-WAX DB-WAX (Agilent J&W)
Gl (Phenomencx) 30 m x 0.53 mm (ID) » fE[E
Column 60 m x 0.32 mm (ID) > & ’ VT
I um
0.5 pm
IR BR(E
E(CC)
FAL 230°C 230°C
(=i 250°C 250°C
B YR 45°CHERF 4 771% » DL | #E4A 60°C4ERF 3.5 431% »

40°C/ 57 2 200°CHERF

LL 40°C/73 71 2 200°CH4E

3 7riE FF 1 o7
pEi o=t (19 1 uL 2uL
(Split Ratio 1:5) (Splitless)
SAHASIT A (mL/min)
ZE R, 200 mL/min 330 mL/min
TR 33 mL/min 33 mL/min
2R 4 mL/min 10 mL/min

B8R & T2 AE(CV.)

0.5xPEL 103.3% (CV = 1.86%) 98.66% (CV = 2.06%)
1.0xPEL 103.9% (CV = 1.44%) 98.87% (CV =1.83%)
2.0xPEL 104.1% (CV = 1.06%) 97.21% (CV = 5.35%)
SEA[E % 103.8% 98.25%
CVa 1.49% 3.08%
4R
{RREmELR Y=989.01X+ 64.70 Y =90854.9X-29084.8
THRA(REL 1.0 1.0
S i a4 Y=1058.49X-162.58 Y = 89528.2X-44065.2
THREA (B 1.0 1.0
— T ‘
- L
GC [El3E - |
"""" FE & I
1-BP Ji7 e I3 ] 4.113 min 2.514 min
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FE PRRTEYRBIEEITITA

— RERK
(—) T
KITESHAIETAE 6 Frr - £ AcPrCys-PrMA 2 JBHE 1 (m/z
204/75) » 1E 835 532 (L EAT Bk » FEPIERERTH AcPrCys-PIMA-
47 (miz 211/82)EIEl— 5 8.35 SH PR - DLl I e s 53
R R R &) - FE SRR P SEERR A APRCys-PrMA 5
FIEPERET AT F R A S ERI RV  HL 8 Py ATl i
AT BRSPS IR - BT HE - )
BUPIELIEIRINLL IS4 & - EEEIH T B -

(A) 8.35 (B) 100 8.5
1009 PrMA
PrMA 2 p
m/z 204/75 m/'z 204/75
- 835 100
80 -] 1 P, 80 pema-a,
i 20424 s
P - 3
g 4 £ = 604 3
A s
- ~
= B i
5 404 o 40
= £ b
. = I} ° ”
o
20 20 4
0 T T T T 1 1 0
0 2 4 [ 8 10 12 0 2 4 [ 8 10
Timan fomin) 3 =
Time (min)
e 8.35
(C) PrMA
m/z 204/75
804 A -d,
20407
F 804 £
=S
Z
5 404
2
=
=
T mny
20
SN
0 T T T T T
0 2 a 6 8 10 12
Time (min)

6 A A2 JETEEE(A) 10 ng/mL AcPrCys-PrMA Kz AcPrCys-PrMA-d;
in 5% CAN + 10 mM AA; (B) 10 ng/mL AcPrCys-PrMA k; AcPrCys-PrMA-
d7 in A TPRE; (C) 10 ng/mL AcPrCys-PrMA 2 AcPrCys-PrMA-d7 in FRI&]
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() s aREss KR ANRIR
KA B4R HEIE A 0.1-50ng/mL - HFA 3 fEEVE oh 2 MR A8 S
7 0.999 DL _E -t 4R DU 2 4R B (RO S HEH SR (Signal, S)Bi4#EEH(Noise, N)
EE{E » & S/N =3 sHE (SRR (Limit of detection, LOD) » L S/N =10

ST EE =R (Limit of quantitation, LOQ) » 45 52-41F% 20 iR »

7 20 A[EEVE P 2 im B8 R AR

Calibration

. o rrelation LOD? LOQP

Analyte Matrix ( ;;?Hgli ) Calibration curves Co (iz) N (ng(/)mL) (ng(/)n?L)
Neat solvent 0.1-50 y =0.0556x + 0.0151 0.9993 0.011 0.036
PrMA Attificial urine  0.1-50 y=0.0558x - 0.0133 0.9992 0.017 0.056
Pool urine 0.1-50 y=0.0793x + 0.0152 0.9997 0.111 0.371

3 LOD : Limit of detection,® LOQ : Limit of quantification

B 51

) AcPrCys oA [FlRE (Matrix) o [] [H fif B 52 H R R eR s
WiF 21 A5 > RIEDREAR EEAE Z EWERE M 75% - 125% 2 [ » fs
5 109.12% > g ff Ry 87.59% » ZFE Ry 21.53% » /NA 40% » Fr&Buseie s
R -

IKEmEe TR oA [ bass DURFFE & 2 R E H ERHE - R EDR
J& Z P[RR By 99.18% » H[E] (pooled) S S AE(CVp) £y 10.40% - £
T 2 [ THA 75% - 125% 2 [6] > i Ay 105.14% > f ks 95.61% »
FEIE B 9.53% » /N 40% » RS ERESTET R -
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2 21 [A] H [ 8ERE H R PRI R R Y IR

Matrix Spike Level Recolvr:rr;/l s Cv Recoitir =) Cv
(ng/mL) (%) SD (%) (%) SD (%)
0.5 94.65 0.08 8.83 94.01 022 2294

Neat 1.0 93.64 0.12  12.40 87.83 0.08 8.91
solvent 5.0 94.41 0.09 9.08 87.59 0.07 8.22
10.0 104.75  0.03 2.77 89.38 0.16 17.95
0.5 10426  0.08 8.02 108.99  0.18 16.79

Artificial 1.0 98.61 0.06 6.50 93.81 0.05 5.20
urine 5.0 104.50  0.09 8.46 94.78 0.09 9.06
10.0 96.65 0.11 11.79 93.40 0.09 9.49

0.5 105.14  0.19 18.04 109.12  0.10 9.03

Pool 1.0 98.42 0.05 4.82 100.21  0.11 11.09
urine 5.0 97.58 0.08 7.73 103.97 0.10 9.73
10.0 95.61 0.05 491 96.91 0.10 10.52

=~ HEmiReEhk

(—) AEEETHIREN

R AR LU R - (DEEFIR-20°C —EH ~ QI E =R =
AN~ B)REEIR-20°C EAEREAR = E =8RG T - SR RS EAE
(CV%) » BFEAEP) ZFREM: - G5RA1FR 22 Frdll > Frls CV B/ 25%
EERAEER A TLPRRFEE T - EIRE0.5 ng/mL)j#EFH-20°C —1{[
AT ZEERET 125% @ EREERIFEEARINRE 1.0 ng/mL B =00
= 7VNEHEEE T B [ECRIRTY 75%MARE o HEMS RIS S 125%
Z AT REIRIA Ry N PRI b 2 B ARC L T pl > 2 FAE F R ERCRA
WFER > HAERURIRER TR ah T R O - DA BRI -
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* 22 AEEEPHREE

Spiked Long-term (n =5) Short-term (n = 5) Freeze-thaw (n =5)
Matrix Level (1 month, -20°C) (36 hrs, room temp.) (Three cycles)
(ng/mL) | Recovery (%) | CV (%) | Recovery (%) | CV (%) | Recovery (%) | CV (%)
0.5 120.79 12.99 116.78 31.00 94.65 8.83
Neat 1.0 113.53 1.53 86.80 22.34 93.64 12.40
solvent 5.0 105.37 12.11 76.96 17.83 94.41 9.08
10.0 122.46 5.70 94.68 9.79 104.75 2.77
0.5 127.07 21.46 118.73 16.16 104.26 8.02
Artificial 1.0 111.49 9.20 111.32 12.26 98.61 6.50
urine 5.0 118.71 13.08 112.26 11.84 104.50 8.46
10.0 116.97 9.53 92.77 9.43 96.65 11.79
0.5 112.31 8.89 96.38 10.41 105.14 18.04
Pool 1.0 102.81 14.04 72.79 18.55 98.42 4.82
urine 5.0 100.90 15.86 113.61 14.79 97.58 7.73
10.0 98.90 16.95 91.85 24.04 95.61 491
(5 BRHHOUBE)YERREEFEZIREM

PREEH N2 YIRSl T DI AR E » o R =55y P DU SR I
AHFAEZE G 5 ng/mL ~ 10 ng/mL & 30 {# - {REgEEHE P AHL >
PR » ST R TR E AR S B A R R AR R E 2 LB - G S R i -
GEAEANER 23 K@ 7 A FrEREERET Y 75%EE 125% 2 - (FE
RRPRIRER S MECRIR G N - AT E/DUERF 8 BHVRRE M - AN » S 2
R R AR E RN > SRR 24 ATl R EREILER T
75%8 125% 7 R4 -
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* 23 RiRb A Z e

Spiked Level 5 ppb 10 ppb
(ng/mL) (n=3) (n=3)
Day Recovery (%) | CV (%) | Recovery (%) | CV (%)
1 97.58 7.73 95.61 491
106.32 0.57 107.24 7.73
7 108.48 3.23 109.91 5.03
14 108.39 1.55 102.85 1.16
21 108.48 3.23 107.63 2.31
28 110.20 3.34 105.00 1.87
35 100.88 2.15 98.95 3.23
42 105.06 4.94 101.60 2.56
49 109.28 1.93 102.54 1.49
56 105.07 3.05 101.32 2.85

120 -

’i§i7i\i\ i/i\i

100 4 . - e

80 1

S
= 60
[
>
Q
[
2 a0-
20 —s—5Sppb |
—e— 100 ppb |
0 ] i 1 i | 5 ] b I ' ) ' I
0 10 20 30 40 50 60

Day

& 7 PR T BT
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R 24 FRRR A B A R 2 AR E N

i Rec(‘;vf-‘g)(%) i Recglvfg)(%) I\E{,Za)n SD  CV (%)
#1 107.18 #6 112.45
# 100.22 47 104.59

5ppb | #3 102.98 48 104.37 10462 0.035 334
#4 102.39 49 104.87
#5 101.07 #10 106.04
#1 102.08 #6 99.51
# 99.02 #7 100.21

10 ppb | #3 95.82 48 101.43 99.82 0018 1.85
44 100.54 #9 99.03
#5 101.77 #10 98.78

I~ EYHERISE A
AVNEHSE T AR S B 8 R RS e A oot T (FRIRIRA
FEY5 LRV T AR, 8% | FRT N-acetyl-S-propyl-L-

cysteine = RERAR ML | J3A SOOI — -
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F=0 5 LIFREREEN

— Y BRZEHGER
PREE RIS 21 E 3R B PR GEE Sl F AR T R E P R B RE(TWA)
Zﬂk%ﬁ&ﬁ%%AﬁIW%EW%ﬁ%ﬁmﬁﬂﬁwltHMﬁ&&A
®RITHTEE - TR HE I RERE Z BB - DIEHE R B EIRREE
B R T R R E IR R - 18] 8 RERIRIEARE (L & - SRR T
GEERANFR 25 -

Ad(E S R L B D)

BY R E SRR B IR 1 [
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R 25 Y PR AT EE R

= £ 3 e
Pl mmmn |FRTRIE PR g | SRR
Al NS = 0.31 0.5 | Frefes 0.62

A2 AR 0.84 0.5 | M 1.68
A3 skt 1.02 0.5 | Mg 2.04
Ad | EERTTEEE 0.47 0.5 | HBHiifsE 0.94
A5 BK - 0.5 -

A6 BK - 0.5 -

PRERGEIR SR N BECH TIF (L E 2 AR SR SR SUR i iE 5 T
TESEGPTA R TR BRI (B A PR AR S 12 T T I B (R 55 TAESR G T
R - (HEH 172 FEFFREEIRE o RSB R TS TGS
fiti > (EFY L R TE SR\ B ZF R MR 5 B B e R e (5658 TRE=
Rl B BRI RE - WRFEETHG AR R R -

TARRHER o7 5 ] 5 R A s & AR B et i B R E A I 4
SRR WA REE - S5 R a 1R Tt i sHEERRE S 1/2
5 TIESRG s TR IeE - HABIRZE > NIt 1T RS & 5 tHE 2P
ELRENM A SR P E B Z AT Re M s At AT AE R N (A0 & 18 7 sk i A o
SRICRRE JHGE ) » MR A RN AR ~ BRI B R S 18 7 BRIk F e
TTTRSERR N 2 PR - DIHESTRZ & AT R JR R RS (R SRR SR
S AR B 1R

HHYRZ (A A SR EE RS ElE 8 1/2 BT RE R4 > BRI A T
Phakatss > ST B RGEEN 3k IR S TR = A E P E, - iR
25 BRI RFEREBHREIE 1.68~2.04 (&% > BFEAEMANEGEGRES
100 7 - Aeis U a8 B MAEHC & 2EHY i S B SOR B = Z (E A
WfEE > DUEEIORES T2 HAY - AHRHFR st S T 2R A e E Hhs 2
Faat{h ~ PrsE H 285 » e ~ AR ~ R 2 E R B
SRR TR e ARGEARA ) 5 277-1 > AR TRt E
PRATRBEAES ) 0T -

(EFFEE Y - 27 TEFERZ R E S REFE R L > HEERER
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BERRETHIE (R 8 WARIR TSR EERETER - RS TRAA I ZAR

R B S BB b AR TIPS (R R A 55 TR Bk
SRR -
=~ HgR Z BEHIGER

H R R B (et R SR B & 0R PIE S A SRR A 1T R R e = R 2
Fa Z (B A\ PRER(STEL) » A1 E R P TIHER S E SR T R AP R R (TWA)
ZAE PR ROF Stk & R B RS R AR SR LA IO B ORI BT IR » #E1 TR
IR EERE 2 IR - DISHE (R R EIRRE R K T BRI HIR AR
RIS o S BIGA AR R AN & IR SO R ) PRBOMEEE &y 100
mL/min > REFRIPREM R E Ky 30-50 mL/min » $REEIHTEE R 26 -

7% 26 H PR s 2

BT -~ ZZE S | PEL . 72 S
| R | ;F‘m’f’f? oo | g |
*B1 ke 2201 | (o) | HHEEE | 14860
*B2 EAEE 1 122.93 0.5 A | 245.86
B3 TEEE 2 100.99 0.5 FEHAEERE | 201.98
B4 EEE 3 66.26 0.5 i AR AR 132.52
B5 et 15.76 0.5 e A AR 31.52
B6 BK ] 0.5 -
B7 BK - 0.5 -

* Bl & B2 JFUeE B N BERkEE - (BFEE DEEBHPSUR SRR -

B PR TSR SRR e/ SR I
e KR ERE BB T 2 TIRRG A
B FETLEVEEI 3RS TAE SR - (5 N B RO 8 2 M5
BURAIEIERES LirnE SRR (e R TR

B0 o

TAREHEE

A H

i e R IR ]

S

ASZ o=

=
%/7%

AP B R E SR e AR ]
TREEENREZ RERT - EEEE
A TE S
PElESEEREE

TS R E R SR B i R

FAZE I B AR E R AR B PR AR R kst LB B A P A Z S B R
SRak i > AHELHE AT A RSy TREERE - HARA Z R PErak f e A

R E R R EEE

B

AT EX
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4 ZSREE  MNGR R E R -

FHYSs TREERE TN 1/2 FaTR it - SRR I NI TR 5
aTEE O S AR IREE TR E R S TEGEE S A(E AR RER - B3R 26
B2 THERETHREAE 31.52~245.80 (% > BE A BEANEGEGRER
500 Z =GR TEE B, - WA HC & H R FEHE ST R e M A IR 5
Ho DIERIRES T2 By MR 5 s T S T IR G e h B a A
P H 2 B ~ e M ~ AR - D R 2 g R EEE - HE2 R
ISR 2 e A s AR A SE 277-1 ok 0RAT " PRGBS PR THE AR S |
LT -

(EFEEE Y 7 LR FEERZR G EMEIF R L - hRERE SR
BEERATAE R 8 WHdR RS R TER RS TRAA 2 AR

(R 2 B e S R T b - M RPN TIR G AN e M SR R B MRS 55 TR FaiIR
A EGE

=~ NBRZEN&ER

N R (R A S 5 B O SEA T IF (T BRIV R
SR (TWA) 2 BB B ot R 3 B (P S i (i B A B )
Fletate )T » HE(T BISA TR IR Y AR - DT (s (F B BRI
B T AR B IR - SRR 27 -

2 27 N ERE e R

o = gy e | PEL- P
fol wme | FRPRE) e | oy | SRERR
(ppm)

Cl (EPNES = 0.08 0.5 | TFEiEAE 0.16
C2 HEHCT 0.23 0.5 | TFafEdE 0.46
C3 AR 0.27 0.5 | TFafEAE 0.54
C4 =Xt 0.61 0.5 | HBHfE%E 1.22
C5 BK - 0.5 -

C6 BK - 0.5 -
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WIEPRE I ITSESR - (AR TTH - BRARNGH R (E A RERE KR 12
BT R IR LRI R TR IE i B A — e SR RSy TARER A =10
FEBERE > B TEERET 255 TR (R SRR RO - S EEA
SR TESERFEA R A R R s B INEAE S TR SR R EE 2 1R
N ABESHEENRRERENT G LIFRG A R B AR BhEE
SRR T ESEIR R - WSRO TREINIIA I - IR e Z R
LTI R R A > MESUEMERE 2 A - TSR T FE AN B E B2
Fralfe SRR IER IR R > mRCERE SR SR e R 4 AR 4k
SERMEITEE > RS TRAAN A RIEREE A EL -

GIEREEEN 77 Y AN BB LRI B 2 AR B R BARE IR R i
&Y 0.5 ppm (B 1/2 55 TAFEG AR T R B EME 2 = - B9 TE A
Fa (RS 12 S5 TAE SRS A T R e itE - HFEERA SRR FRA
SEEMNIREERE  BUEER ] S B IIRE e AU B R 0 2 R PR
SUHE © TR E R ITE - ATGHEEIRE NS TIFRS AT AT R - NIt
AT S 1% 7 HER 2 P E SR D 00 A SR Y E R RO Z AT RE M Bt AT
REFR N (AT 5 18 T BRI A DR R SRAE TTRGE) - TR 1] H BRI S 18 T Rtk
FIOETTF BRI N Z bRk - DABERE L B nIRE R RS 1F Ry IR SRR IR
PEMHI SRES AR B Z A -

\
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FUE SaniEsR

— ~ &
(—) AHHFES [HEFAEMEZ 2 4 F US OSHAPV2061 2 7574 - SERZER

o 1R AR T 7% o 1R LUE MR E (100/50-mg) PRtk > £%
FR11HE & # % & (loading capacity) HIEt 2 A R PRESAGIR Ry 321 5 i
Fortfr&ds K GC/FID > nlE (bR (K& Ry 0.675 pg/sample » S3A75 Fik
(CVa)fy 1.76% : Frinfiam LLE0R 2L 4°C /2hibres & Al 4ERF 270 28
RZIGIE » PHEUCRE R 75% » FeiEte T [FERF e 2 2¢ TAF 5%
re < IR A B R s HIECR ~ i EAREE S i B A BE T A

i o SERETTE AR -

(=) BININAR PG 2 V)3 Fa 1517 (Biological Expsoure Index, BEDY

(=)

AR - A5 e® DARNGHEES TRBAFEE AT RESE
BRI ) 19 RS T RN sl E 2551 (2012
EEEREEE 1R PR AR N-ZBEE-S-(IERED) -L-Eit &k
(N-acetyl-S-(n-propyl)-L-cysteine, AcPrCys) fy A= V) R BEFEIY) » L H
S 7705 SRR ESY  EURIRRRR - B - RBEE R T
TREEERE - RIREARREEI-20CT » RREMER/D4ER 8 1 - &R
FE S [AUERA Y 95.6%~105% 2 [ » 43 MEHIE 5 0.1 ~50 ng/mL -

AIAFEEIFR AL G 3 SR 1R R B R 2 T - ST SR
HEITEREERE - NEEEBNEL > W3 MEREITHEIEES T A
SRR BN B(Y W 4 i ~ HRE 1ALk N 3 fin) » (HEFE 2 R
2 EMIEE R G 38 PEL RN - Bt 3 MERAVEIMERERAE S - e
BEERER A 0T A Z B IE IRV AT T » REA RGN 25 LRBRN -
(HEREECLA PEL ZHUE - (HI55 TREIRA S IEGE1I 2= -

ZEE

(—)

KW E R F IR ZE R TP A EY) ARG 25 A2 51
B - JEESHN 3 RIS A T = EE - K T (PRSI
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Bt 2% R ) 2RISRy A 0575 » SeRZ HIEVEE
Je H e AR Y S oh > B R M Z SR i Rt
BB 2 oS - e BEeE R A MR R IR K - 18
FEFREEINEAT > (RN EE L 2 (A -

(=) EYEHTTHE - 85 1-RAERVR e A A S TR EHE AN - At
FLsEkZ 1R EPR T {CE#Y) N-acetyl-S-propyl-L-cysteine [S3UAER
MRS > AR 2R SRR RO A 2 - SRftse BT 55 1

TERCEGTRT A BRMEASFEM > R R A E R
WEAIE 1R TREE 4 0.5 ppm 1 BEI 81{H » SR &E55 T
RS R E S

(=) HREEBEYANTE 3 A ERRAETRE L - 3830 1-RARGER
IR NGRS EE IR T AR TR - BURSEREIHNS TR
B 1A B E - VB ENREAE - EREE M 18
AERENI B E > B TR sl BAY (e I F 8 - EfRST
THREA BB TREIAE - (RIESS TAYERE -
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FomF e 2 REL 2ELF L TREAS LY D2
> % B (%% )
T A TN it £4®~ % 1-Bromopropane % & p #y :
FEER H ?"} : US OSHA Method No. PV2061
¥ #6381 0.5 ppm US NIOSH Method No. 1025
OSHA  NA 4+ ;% 1 CH3CH2CH2Br > # ;¢ : CsH7Br
NIOSH : NA

ACGIH : 0.1 ppm

(1 ppm = 5.030 mg/m?)

PR

e fs t %A 1.3537 g/mL @25°C

# 8k 1 71°C

% EL 1 -110°C

7 # & 1 19.5 kPa(146 mmHg) @20°C
B F R 3.4~9.1% (v/v in air)

3 122,99

L] ¢ ¢ n-Propyl Bromide

CAS No. : 106-94-5

RTECS No. : TX4110000

&7

B AR FMEECE (100 mg/50 mg)
s %1 10~200 mL/min
FEHRWA B 3L
B+ 32L
AEE LR
wAFE N 28 % 4°C
T o A D EF PR ABE10%
2072 Bt

&% % : GC/FID
/> +5# ¢ 1-bromopropane
it s ImL WA > 2R 30 A 0 i ki
#de oo
AsE D 1ul
B R— A~ 1230°C
— B E 250°C

, <8 40°C/ A ,
45 60°C(3.5 #) — % 200°C(1 ~)

i [*]
RS
B AEE

BB GE(CY): AR
# gz & (Overall Accuracy) @ A 3i%fz

TorF 4 F F 0 9.0mL/min

# 4L : DB-WAX

(Part No. 125-7062, Agilent)

60 m x 0.53 mm (ID) » ¢ p %5 1.00 pm
TR R LT P % 35 (99/1) CS2/DMF #
£ 34§ 1 0.000675~0.27 mg/mL
VRt EME 0.000675 mg/tk &
1% R RER(CV,) F 1.76%

R TR N 1A R AR R 0 1R SRR A B g
=K
S I
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FrWAALREIE LS AR B RERY FFI R E 2 pELE 2
®E5Y L ER2 SDS e

L# %
1.1 %) @ ImL 99/1(v/v)2. = Frit g/= @ A 9 Favie(A 45 %)
1.2 A g 0 18 (4 H15%)
13 5§ °
14 &5 -
1.5 5Bk 3 F o
2K A
2.1 3 B H A FE (100 mg/50 mg) -
22 BAFEHER D RF X 10 ~ 200 mL/min -
FARE TR &G VasS - e B(FID)
24 20mL g3 ¥ & 3 Ke 4 ¢ FPTFE)p enE + -
2.5 25uL ~ 100pL ~ 50 OpL ~ 1 mL 2_ #c 8 i3 844+ o
26 10mL #37g -
3.5k
301 BARERGSHERE  EFRFRE -
32 M FER C an SR ET F o HFEHRASF 5 10~200 mL/min > B E oo
ZFMAEY3~32L -
33 MM EIE 0 X ME e 3t o
4558 ¥ v R R R A R
4.1 oS opl &
411 A TiT¥%B T THHEEAITEY 2 2 REAR D 3, 2Rk
* oo
412 BEHRA o B N SR E R TR e
413 MR A s P B s 1T 0 BRI mERIEEAR L o R E S
0.0135 ~ 0.054 mg -
414 R ESE > TR HWE A LRFEER -
4.1.5 MR ARIBR S 0 B T AT o
42 # kg
421 FREPRELDE RgroBR o RBCrEEER S BAmgz g
BT RN DR EMRE > 2mL I ELP o BN AR T SR 2 A
PR > B2 E R ¥ - B 2mL g3y ] AL e

422 & — g3 | FLY o b 2 NPAR| ImL 0 2 T E FALE o
423 ¥ 30 & > B EHIED o
zﬁﬁ\llgr}ar
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50 sy

5011 L TiEEmB 3 TP HEHRAITEY S 2%FAR 2 3, 2kEAY
-

512 4ce R iR ot gy oA 10mL £ 0 LRI AR o A
E22 tk EHERFFE S 0.000675 ~ 0.0135 mg/mL £ 0.00675~
027mg/mL « & i@l 5 7% PRARDERERR  NZ2HRER -

513 #tpd ~HERRET O RARP- A0 o

5.1.4 v A drd i g (R B RS ER > BHKRESR

52 &g

521 8 TIvEBRF TFHEHEAT LT 2 2RBALRS 2 3, 2kEIRY

6. % B A 47
6.1 & BA 7 iE i

E o
xR B GC/FID
F 1 DB-WAX (Part No. 125-7062, Agilent)

60 m x 0.53 mm (ID) » ¢ p %5 1.00 um

7 & (mL/min)
£ 200 mL/min
i F 33 mL/min
¥ F 9.0 mL/min
8 & (°C)
i (°C) 230 °C
T E (°C) 250°C
F 5 60°C(3.5 A ) —Z2TCE 4w 2000C(1 A)

?‘;j_’_: ll}@‘i’.fﬁi‘]%fuﬁ f}|J » PR B O# _‘,Fl_ ’f}}a}ilfﬁ e & 2_ |i‘3g » e A,\ﬂltﬁ-p_,. |;"‘«;F’ _E"T7 o

6.2 7§ PR (retention time)

- FEREE(A)
58 73] (CS2) 2.416
1-Bromopropane 3.258
5% 73| (DMF) 7.169
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6.3 % rprr

FYER BEHERMA AR EEmapid 2B G
“EF O (ppm) L (mgfER) (%) (%)
1-4p = 05 12L 0.027 94.4% 2.13%

*3 4 4 F 5 SKC (Lot2000) ©

6.4 Lotk A FAPR TR o
6.5 MG FHF(NFR) pHRERLIER TR AMHETE TN 47
2 FE o

> g
TR

(W — Bf + W, — Bp) x 103
4
C:z§¢ 73 3%+ kA (mg/m3)
VoS AL
WE @ BB R 97§ 2 2 1748 2 (mg)
Wb @ 18 BB MR E AT E 2 A 1T 4 T £ (mg)
Bf: 75 6 k&% ol ied 395 £ (mg)
Bb ! % 0 A (S ehE AT 90 £ (mg)
L de Wh>(WE/I0) T & g » A7 i 44 » B3 dR 2 ¥ 32 o

C =

8.7 % Hsk
Bler 1 BlE 2
%= GC/FID (Shiumadzu 2010P) GC/FID (Shiumadzu 1100 plus)
A4 hE iR
B R
ERRR (®) 230°C 230°C
il # % (°C) 250°C 250°C
? *l : o N 40°C/~ 42 o N °C/ A
45 45°C(4 2) ——> 1 200°C 3 #) | e 6000(3.5 4 )Mm 200°C(1 &)
i
7 # (mL/min) 200 mL/min 330 mL/min
@ ;1: (mL/min) 33 mL/min 33 mL/min
¥ ;T: (mL/min ) 4 mL/min 10 mL/min
S =LA i
103.8° 98.259
(%) % "
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AR i

o 0
V(%) 1.49% 3.08%

O REE(A) 4.134 min 2.511 min

0.8 BIRB T LD PIFE R AR 3 AR R
LV I R MR I PR R %iﬁfﬁ‘%ﬁ » %% 30+ 3°C > 80+ 5%RH
BOREBTEF O BHRAZANPREE LLAPRPEFEER S L ppm o R
Z % 200 mL/min » & 240 » ﬁ@#\ PRI A 4 o B R B R RMA S
32L
FH 30 BHARE 28 AHRAEFRTULRZ WAFTEO)2 3
BRI A2 A AP H T CF S 92.1%~106.4% 0 4 kT R H T 4°CH

FHET28% o

10.~ g%
¥
[11 US OSHA Sampling and Analytical Methods, Method Number PV2061,
OSHA Technical Center., Salt Lake City, UT.

[2] NIOSH Manual of Analytical Method, 4th Ed., NIOSH, Cincinnati, Ohio,
Method No. 1025

[B] # 1 (e¥ 893w h BRE > ¥ AF 107 & 3 7
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L

E2RER

A A7 AL B

2 A4

i K

y

PR ESUE LS
% 10~200

A 4

AL (100
mg/50 mg)#

A 4

e @R iR

(% 0.000675 ~0.27

ks
PR ESUE LS

y

y

LR A b AR B AR

z
=L

10 mL £ 5 > 1A

i

A 4

GC/FID ~ 17

LSEIRL S € R
(i 15 A B & 47)

He 0 i

A 4

7 MR 4

ok IR

A

A 4

%ot (1 mL)

%t 30 min

l

GC/FID A 4%
(L4 3 6.1)

A 4

A

v

PE R RS

(%3 7)
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i s

1.
2.

\\\Xr

H AT 2 A& By

A 453 2 % OSHA PV2061 A 452 2@ = o

REA TR
= 2 : GC/FID
% 4 1 1 mL 99/1(v/v)CS2/DMF » # % 30 4
i 6tE 1l
B R—1 ~ T 1 200°C
— i E 1 275°C

—? 11 1 45°C for 4 min, 10°C/min to 200°C, hold for 8 min at 200°C.
# H ¢ 60-meter Rtx-volatiles fused silica capillary column with a 1.5-um film

thickness and 0.32-mm 1i.d.

R L L7535 99/1(v/V)CS2/DMF
RIFEH ¢ 0.032 ~0.603 mg/tk

o3t P42 1 0.13 mg/mL

7% R % H(CVa) : 2.24%

N
JPES AT
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Pk # N-acetyl-S-propyl-L-cysteine § >t i 4p & 4772

>0 Ykt

LIS RN 3 T &< LF ¢ 1-Bromopropane
ZHFPFFLABEER 0.5ppm LB A E e5U5 1 26446-77-5
A3 5% 1 C3HyBr A3 112299 grmol !

fheenis @ v LfE D N-¢ fp-S-p Ah-L-= % g i
& ihpr &~ L 4L : N-acetyl-S-propyl-L-cysteine (AcPrCys)

FAdpthiE D R L LB 2 JALE e BAE ¢ 14402-54-1
& 3+ 3% 1 CsHisNOsS A+ £ 1205.28 grmol ™!
e L ES 22 A e
AR A i & 47 ik B HPLC-MS/MS
FEFE T B AR AR K AT B BN R
BEE350mL R At e #Bl¥ * N-acetyl-S-propyl-L-cysteine
d & A & 15SmL g g p (AcPrCys-PrMA)
FEE 50~100m P %% 5 N-acetyl-S-(propyl-d7)-L-cysteine
AR 156 % (8 iF) -20°C (AcPrCys-PrMA-dy)

i (v 3] T 20%8
Wl oo 0 RO I 3 AR A
R A 5%e 10 mM 4
i r £ 140l
3P~ ¥ 1 ¢ Inertsil ODS-3 column (33 mm X
4.6 mm, 5 pm)
A 47 ¢ 4 ¢ Inertsil ODS-80A column (150 mm
X 4.6 mm, Sum )
oA (D
A 1 100%-Kk
B :90%¢ % (v/v)z 0.1%% &
#ddp (D) :
A 5%e ¥ (viv)z 0.1%° f&
B 1 95%2 % (v/v)z 20 mM fiy k4%
ik 0 1 mL/min
e T TETE

it * f T H5" (Negative mode)

PEF TR K LE(T SR /A
EAR- R )

AcPrCys-PrMA @ m/z 204/75
AcPrCys-PrMA-d7 : m/z 211/82
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RS EmE el
#l3E 4 B 1 0.5~ 10 ng/mL BEAERE 2 10 B
#F A 10.40% 2 A4 F 1 0.1~50ng/mL
# T F 1 99.18% P& 2 0.011 ng/mL
BrEER D ATR KM AR BE 48t > 0.995
1 #A

1.1  N-acetyl-S-(propyl)-L-cysteine &% &- o

1.2 N-acetyl-S-(propyl-d;)-L-cysteine & & &- o

1.3 " @ (99.9%) -

1.4 2% (>99.9%) -

1.5 7@ (>98%) -

1.6 «ﬁfﬁzﬁz— (> 98%) -

L7 pppe (96%) °

1.8 & 3 -k > 1 T e (Specific resistance) >18 MQ-cm e

2 KA
2.1 # s (Centrifuge) °
22 &5 A RFE (Ultrasonic oscillator) °
23 #FE AT H (Vortex mixer)
24 ¥ (Binary Pump) (% %) o
25 pHiEiEE (Autosampler) ©
2.6 %tk 4p k47 & (High performance liquid chromatography) e
2.7 %z HF R (Electrospray ion source) °
2.8 =3t 3R (Switching valve) o
29 ¢ F ¥ & (Tandem mass spectrometer) °
2.10 Analyst® QS software

3 WM
31 RRFFFFIHTIRIREFEE S F R E 350-mL F E
oo d MBHEE AR A K IS mL e F R o e b3 E SRR
S o BT s S0mL -
32 FRFKF o ANEF SN KARE - B AT BRSRE AT
R ® oo F g ook BT BRI AN A L KN EIRR S P BRE L
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O kA IR EFRI RS R Mok AT s B
JRRBL e NI R AR 4 - R aooka BEBE Ik o
B d BAGEREI TR LD REICAPE BEH T
EE ML G o]

33 itk k33120004 1R o R SR 56 % (M)

WE RS EE ES
41 ®EAGSE EEEEZEAR S 1000mg/L 53 20°C kP > 1
" 5%ACN (v/v) + 10 MM AA ix B A+ 10 Bk R R & R85
BHERFBZ 0.1ng/mL T 50.0ng/mL> # p 52 20k & 3 10.0ng/mL
AcPrCys-PrMA-d7 -
42 RAEH&
421 # 1 10 BHRE - PlF- ZREAEES > g b RESRRLT
R
422 & 10 B & 0 T URlE- X 7 ¢ # &-(spiked sample) > 11 ¥ & * iz

o

i}:

T gL

5.1 FRik R &i20°C4 ke B o Bt R ¢ i3k e

52 Vortex & » ¥ g s g @ 0 124 °C~ 12,000 rpm Fes 10 A 455~
K 7 i it 40 pL

5.3  4e» 10 pL 20 % Acetic acid (v/v) i@ H e i o

54 F4cx 350 pL g iz i 5 % ACN (v/iv) + 10 mM AA 1 > Vortex #cf)
(ZSER:E P

5.5 B~ 25 uL i Ak b~ 25 L Hp RIE 5 o

®E A
6.1 AdfiEi
6.1.1 i HAEH 1 40 uL
6.12 #4p

% P~ % 4L : Inertsil ODS-3 (33 mm x 4.6 mm, 5 pm) column
~ 47 4 Inertsil ODS-80A (150 mm x 4.6 mm, 5pm) column

6.1.3 #4p
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w75 4 (1)© SolventA : 100 % H20

Solvent B : 90 % ACN (v/v) with 0.1% FA
*H A A (1D : Solvent A 5 % ACN (v/v) with 0.1% FA
Solvent B : 95 % ACN (v/v) with 20 mM AA
6.1.4 2 Ap R 47 5 L2 B R S8k 240 £ 6.14.1 1 £ 6.1.43 #7or e

% 6.14.1 LC-MS/MS @5 ik % #

MS/MS System

ESI [M-H| ™ %#

7% 1" % ®(NEB)
Fi3g § W(CUR)
gt TRCIS)

B B (TEM)

ALgE S 23 CAD)

- 4200 psi

£ 6142 f 3T 5 £ 5 paT TRl Boit v

9

Analyte  MW? structure DP®>  FP¢ CE! CXP¢

AcPrCys- Me COH  204.0/75.0 -19  -130  -24 -10
Z 205.27 Rl -

PrtM NHAC 204.0/34.0 -19 -130  -19  -10

DD

AcPrCys -

PMAyd 212.32 030%3 COH  211.0/820 -23  -175  -26 -10

rviA-d7 D D NHAcC

MW : Molecular weight, ® DP : Declustering potential, © FP : Focusing potential,
4 CE : Collision energy, ¢ CXP : Collision cell exit potential
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62 AAHTEE
k2 K45 BlEAcR] 6.2.1 4

2

it o % AcPrCys-PrMA z_ & 7 Bl ¢ (m/z 204/75) »
35 pz ¥ g - MELE > AP RS RS 5 AcPrCys -PrMA-d7 (m/z 211/82)

8.
k- PR 835 A i 4 LB o

(A) 833 (B) w
1909 7 Prva
PrMA )\ )
m/z 204/75 m/z 204/75
504 Y s, Lo 80 "7 pemiaca,
i 20474 o
- W im
s 1 z —~ 4 =
& eq S 60
- ~— £
= - = I
2 h)
g z |
= 401 S 40 I
= £ N
’ : L= o I} o 1
“Time (min} Time (min)
20 20 4
0 T T T T 1 1 0 T Ll T T U
] 2 4 6 8 10 12 0 2 4 6 8 10
(C) Time (min) Time (min)
100 4 LY
PrMA
m/z 204/75
535
80 -| A,
e 0407
= £
£ i
Z
5 40
&
=
=
T (mioy
20
N~
0 T T T T T 1
0 2 q [} 8 10 12
Time (min)

B 6.2.1 ~ 44773 22 K 15 R
(A) 10 ng/mL AcPrCys-PrMA %2 AcPrCys-PrMA-d; in 5 % ACN + 10 mM AA
(B) 10 ng/mL AcPrCys-PrMA % AcPrCys-PrMA-d; in % 1 JRif
(©) 10 ng/mL AcPrCys- PrMA %2 AcPrCys-PrMA-d; in fj it

21 5
Cai N

71 HRAEREIE D #* MRM #;\ F 28 AcPrCys-PrMA £ AcPrCys-
PrMA-d7> #-p] 18 2. AcPrCys-PrMA 5% 6 ## ‘,% 12 AcPrCys-PrMA-dy
ZAFEGF2Z BRI TREAEE LY 2 RERFTIER o

PrMA 3t 55% & # -
Pr1vr1A dii%ﬂé iﬁ & A e
Y _ - FUYLE R
» PrMA KRR = o B
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8§ kit
SRILA ik 02 R i
E R RERT R
%s@ﬁamaéz%e

-

i

A om

[

\‘J 4
3‘ ~—=\ :iq

Brem 2 L LM o
DR AR S A ) R 2 A B R e e AR

Fﬁﬁﬁﬁﬁiwwﬁﬁ%kﬁéﬁﬁﬁ

 FEZRI A 4

& & 0.5 ng/mL ~ 1.0 ng/mL ~ 5.0 ng/mL ~ 10.0 ng/mL &% 5.2 2 p R & 2. »

‘;«t ’}f@wﬁ:/. IQF%}&A\’H / 192?/
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Spike Intra-day (n=5) Inter-day (n=3)
Analyte | Matrix Level Recovery Cv Recovery Cv
+ SD = SD

(ng/mL) (%) (%) (%) (%)
0.5 94.65 + 0.08 8383 94.01 = 022 22.94

Neat 1.0 93.64 + 0.12  12.40 87.83 += 0.08 891

solvent 5.0 94.41 + 0.09 9.08 87.59 = 0.07 8.22
10.0 104.75 + 003 277 89.38 = 0.16 17.95
0.5 104.26 + 0.08  8.02 108.99 = 0.18 16.79

Artificial 1.0 98.61 + 0.06 6.50 93.81 = 0.05 5.20

PrMA

urine 5.0 104.50 + 0.09 846 94.78 = 0.09 9.06

10.0 96.65 + 0.11 11.79 93.40 = 0.09 9.49

0.5 105.14 + 0.19 18.04 109.12 + 0.10 9.03
Pool 1.0 98.42 + 0.05 482 100.21 + 0.11 11.09

urine 5.0 97.58 + 008 7.73 103.97 + 0.10 9.73
10.0 95.61 + 005 491 96.91 = 0.10 10.52
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Spiked Level 5 ppb 10 ppb
(ng/mL) (n=3) (n=3)
Day Recovery (%) CV (%) Recovery (%) CV (%)
1 97.58 7.73 95.61 491
106.32 0.57 107.24 7.73
7 108.48 3.23 109.91 5.03
14 108.39 1.55 102.85 1.16
21 108.48 3.23 107.63 2.31
28 110.20 3.34 105.00 1.87
35 100.88 2.15 98.95 3.23
42 105.06 4.94 101.60 2.56
49 109.28 1.93 102.54 1.49
56 105.07 3.05 101.32 2.85
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Js Recovery (%) Js Recovery (%) Mean of D CvV
(n=3) (n=3) Recovery (%) (%)
#1 107.18 #6 112.45
#2 100.22 #7 104.59
Sppb | #3 102.98 #8 104.37 104.62 0.035 3.34
#4 102.39 #9 104.87
#5 101.07 #10 106.04
#1 102.08 #6 99.51
#2 99.02 #7 100.21
10 ppb| #3 95.82 #8 101.43 99.82 0.018 1.85
#4 100.54 #9 99.03
#5 101.77 #10 98.78
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