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From:

Re:

G.

h CALVERT CITY PLANT
INTEROFFICE MEMORANDUM

R. C. Lietzau Date: 18 February 1982

Copies: ” 52—
B. D. Helms 25/{2
Personnel Monitoring - léf _4*10/ { ;] .
Vinyl Chloride 6 2 /Z (%p“‘* f%?«
&“M S;/} A o

N. Boyd has completed the field comparison of Reiszner badges versus the pump

method for determining employee exposure to VC]. The results (attached).show
excellent agreement.

I recommend we change to the badge method of monitoring for VCl. The accuracy

wil
wit

You

1 be rechecked in tnree months with standard gas. Also area field comparisons
h the pump method should be made every three months.

r approval is requested.
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From:

Re:

7K Ao Podicts ant Clogicals

ESCAMBIA PLANT
INTEROFFICE MEMORANDUM

C. A. Pendergrass Date: 26 August 1983

: Copies: R. H. Sroufe S. Prescott
D. E. Hoffman 7 ﬁiglff L R ten
Prepressurizer for | g?mRzgl]Cszbuvﬂt- J. Spata
VC1 Headspace Analysis B. Helms
SUMMARY

A recent change in the Federal Register method 107 reguires pre-
pressurizing sample vials with nitrogen prior to analysis on the VC]
headspace analyzer, The Escambia QC Lab has fabricated a pre-
pressurizer in accordance with the required drawings. Initial testing
has shown a minimal change in results. If no comments to the contrary

are received by 15 September, the pressurizer will be put into service
on that date,

Discussion -

The September 7, 1982 Federal Register included a method for pre~
pressurization of vials with nitrogen. These changes are underlined in
Attachment I. Drawings of the required apparatus were secured, and the
Escambia Instrument Department was assigned the task of building it.
This proved to be a lengthly job because most of the parts used by B. F,
Goodrich to build the prototype are no longer commercially available.
APCI attorneys determined equivalent parts were acceptable and in some
cases had to be fabricated at Escambia.

The prepressurizer has now been completed, installed, and piped in to
the nitrogen supply. Senior Lab Technician R. E. Zeiger has done the
necessary cross checking of control samples to determine the effect of
the vial prepressurization,

Preliminary analyses showed double peaks appearing at pressures above 19
psig. Method 107 calls for the highest pressure possible without double
peaks, so 19 psig was chosen as the prepressure level. Several vials
were pressured up, put in the hot bath, and allowed to sit overnight to
be certain there was no leakage through the septum or cap.

Finally, several samples of different concentrations were run both with
and without prepressurization. The data is tabled below.

AP00040028
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C. A. Pendergrass -2- 26 August 19
PrePressurizer for
VC1 Headspace Analysis

FINISHED PRODUCT
DRY RESIN - PPM

PROCESS SAMPLE
SLURRIES - PPM

83

S

Atmospheric Prepressurized Atmospheric¢ Prepressurized
5 2 436 308
3 2 187 176
4 4 106 93
5 3 154 135
5 4 287 294
5 4 81 86
4 3 79 72
8 5 167 168
2 1 68 63
4 3 69 65

174 187
1 1 180 190
456 470
1 1 247 224
527 486
124 127
326 336
189 180

These initial tests indicate a mean drop of 1 ppm at the norma

operating range of below 10 ppm for dried resin and a mean drop of 7 ppm
at the higher levels. As expected, there is apparently no significant

difference when adding the prepressurizer.

CONCLUSION

The nitrogen prepressurizer is installed in the Escambia QC La

Initial results indicate it is operating correctly and will be put in

service on September 15, 1983.

ZQ gj[q%—o«_,

D. E. Hoffman
DEH: bg

1

b.




N AT'TA cume/vT'

tc:‘l'.:rr 7.

PRI

Ne LT TRAMIYY T

Riies ana llegulations £31a%

- TR AN % L0, o SV MK SR AT

)

. . PRECIENY are: s to .
' wermiantion of
o column
~nded le-n_‘ ot
' 16 pie.cie a maethod for
s samplo -aiulysis.

—y

T2 S yamber 7, 1762,
nucitl | [n, cf the Clzan
ia! reviave of this
:iix7 . available only by the .

Hing of a cetition for review in the US.
Taurt oi Appeals for tha Distrist ©
Columbia <.rquit w i’hin €0 days of
giay's put.catian i this rule. Under
secticn 397(L3(2) of the Claan Alr ¢t
the requiramants that are the subject of
today's notice may nat be chellenzed
.ater in civii or criminal proceedings
| brought bv EPA to enforce these.
.L"]U'I‘C'T"‘P!S. ,' L. -
LDDRESZ2ES: bumma“y of Commerts and
: ?espuz.ses The summary of ccmments
{  ndresponses for tas proposed tast

etk uds oy be guisiaed from the U. 5.
i ibrary IMD-33;, Research Triangle
Aurk, Nort Carolins 27711, telephone
number 131§ 5411777, Please refer to
“Revised ‘I'cst Metrnuds 108 and 107~
1 3ummury of Comm.e...s and Respanses,
'§  EPA 4350/3-8:-002." Taa documem
1 -sontains (1) 8 summery of the changes
aade Lo the test mothads slnce pregosal
Z*  and (2) a waramary of ail the public
cammen:s made on the proposed
ravised methods and the
1 Adminisirator's rasponses to the
asmmments.

Docker A docket. number A-£0-50,
containic. .xformation considered by
EPA in the cevelopment of the test
.eihogs end docket number OAQPS 75~
3 Part 2 thet contains background
.1foma.' . pertaining to Appendix C

2 aveiiable for puhlic inspection
belwmc"t £:50 a.m. £ 4:00 p.m., Monday
through Friday, at EPA's Cantrai Cocket
Seeiien (A~150), West Tower Loooy.
Gallery 1. 431 M Street, S.W.,
“Washington, D.C. 20460, A reasonadie
Ize may be charged for copying.
|  FOR FURTIIT INFOZMATION CONTACT:
Roger T. Shigehara. En.ission
Measurer:nt Branch, Emission
Standards an:d Engineering Division
iMD-1Y), U. S. Environmental Protection
Agency, Pusearch Triangle Park. North
Carotira 27711, telephona (919) 51.-

237,
Publie Pz

The revised test mithods were
nropused and publis.._d in the Fedaral
Register on Novemu.: 18, 1880 (45 ¥R
< 74340}, Public commuaits were sulicited
at the time of propusal. The public
comment period was from November 18,

si.cipation

Wy~

sada

e e
LN

=

1030, W January 19, (o1, with ¢
exicnsion to ¥ “bl‘d ary 19, 1061,

Five commeant lav ez were received
concerning issues ru
orovosud lr_>t meatheds. Tie comiments
kerve boun careful'v considered: and

vivora determined 9 se apureuriate Ly
the s .umirmisiratar. chznges have been
mada in the propesed revisions to the
lest methods,

Procedcures T and 2 of Appendix C
ware proposed and pub‘tished in the
Fotizral Penister April 18, 1980 (45 FR
28650), Public comments were soligited
at the tima of proposal. The public
comment period was from April 18, 1980.
to August 21,1880,

No comment letlers wers race

tvad.

Sivy .ificant Commeints and Changes to
ihe Propcsed Tost Matheds

*Cumments on the propased revisions
{o the test methecs were received irom
industry, industry counsal, engizeering
firms, and equipment manufaciurers. A
delailed dxscuss.o*. :i these comments
and rasponges can te found in the
summary of comments and responses
which is referred t= in the ACDRESSES

.procedurs cifforeat §

cumment has identiified the need for
instruction in the method as {o the use of
iibration curves in data
.terpretation, and Section 7.2.2 has
venn revised to provide that instruction.
One cemmentar queationed the use af
Tinura 105-2 beczuse {t appeared to
Musteate & swindards preparatian
rom the one
uescribed in the method. Figura 103-2
did iilustrate « diffarent sample
nreparation procedure and has been
deleted from the method.

Sample Collection and Analysis
Procedure—Yvieinod 107

Qne commeantir ougstioned the noed,
Or ihe sambla nrapressurization

procecure tnat g included ia

he revised

teat met LAg A ‘
DrEPFesEUniZatic.s 1rocedur ig vaiid as
TUCDIGSTUTIZAIICR OF SOMDi® vials Prior (.,e'
T TTiTEs nas ocon snown to produce

T
Xora WYals NCOTEIILA iv' (‘G

alLwB, J

CLTEE Wi
KR HiB S udy O

{FT8 T6Crai0ua Nag USRI 33 geen adoed
DLAIQATAPAV Sectian o x.tz"! mgthgﬁ S L0

aid in'tnz use ot this DLOGaUUre.

saction of this prezinbie. The summary
of caraments and rasponses serves as
the basis for the revisions which have
been mada to tha oyt methods between
proposal and promuigation. The major
comments and raspunses are
summarized in this preamble. Most of
the comment letters contained multiple
comments. The comments have baen
divided into the following areas:
Progosal of Revised Tcst Methods 105
ana [07

Cne commenters i:it that EPA sbould
publish a notice in the Federal Register
to clarify the November 18, 1980, notice
on Test Methods =23 and 107 («53 FR
78348) as ta whether tne changes in the
methods were propesed or final
amendments. The EPA considzred the
suggestion o be reasonable: and a
n.otice was publiskad in the Fedaral
Register on January 8, 1981 (48 FR 1318)
to clarify that the ..zanges in Methods
106 and 107 puhblished on November 18,
1980, were IJrODOSr.‘.. -..'13!1"93.

Sample Analysis Jrocedure—-Meathod
100

One commenter sugrested that
Seauen 7.2.2, Prosacation of
Chroinatograph C....bratien Curva, be
changed to require calibration at lecst
once every 8 hours of continuous
operation of tha c::omatogtap...
whareas the methaa roqujres diily
cahb.anon. The EDA l..xs drcu...d it
would be an unneuessury ..at.‘u..n to
.l.b. rarily set 8 buurs as a cwin™ r.oint
for valid calibratie.a. Howeever, the

Quality Assurance—Method 108

One commantor requested that .
Section 5.2.4, Audit Cylinder Standards,
further describe commercial gas
manufacturers as an altarnative source
of these standards. Tho Agency
sonsiderad ! . resuesi to o2 reasonable,
and Secticn c.-.i was teen revised to
deiine tha acceptability of audit
cylindors abtainea from commercial gas
manulucturers.

Doacket

The docket is an organized and
complete file of il the information
conaidered by £rA ia the dovelopment
of this rulemeking. The docketis a
dynamic file. since material is added
mruughou! the ruiemaking development.
The docketing system ls intended to
allow members of the public and
industries inveived to readily identify
and locate docuraunts go that they can
inetijgently and elfectively particlpa te
in the rulemaking process. Along witt.
thr, statement of besis and purpose of
the proposcd und promulgsted test
uethods and EPA responses to
sionificant comments, the contents of
the docket will s2rve ag the record in
cuse of judicial reviaw {Secton -
SR AN
Miscellancous

This rulema:.ing does not impose any
addciiiunal emission measasument
requirements an Jucilities a{fected by

this rulemaking. Rather, this rulemzking
revises the tect raethods ta shich the

- AP00040030
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Inirocduction

Perfarmanie of ik raettvwd shoanld
alterspled Gy persois uniendiag s
operation A 1 gas chromuitograph (GCYL e
by thase who wre uafnmiliar with sonrae
sampitng, beciuse xnneledne heyaned the
scape of lhis presenialion is required. Care
must be exergisad to preven! exposure of
gampling personnel ta vinyl chloride, a
carcinogen.

. 1. Applicebility wnd Priacipie.

1.1 Appiicability. This method appiies 1o
the measurenmunt of the viay| chloride
monamar {VCM] cantentt al inprocess
wastewater samaies. and the residual vinyl
chlonde manomer (RVCM] contanl of
polyvinv| chlonde [FVC) resins, wet cake.
slurry, and lalex sampirs. It connot be used
for polymer in {used turms, such as sheet or
cybes, This methord is not acreptable where
mathods from Seation #i[h] of the Ciean
Water Act 33 US.C. 1231 il seq. {the Faderal
Water Pollution Control Amearinyenta «f 3y

mundod by e Coran Water Act o 1
-,

Clocmncili The Basis for O omethod
fe.anhes 1o the vapnhr eawillbrisia that is
ostublished berweea RVCM, PVC resin.
water, and air in a closed sysiem. Tha RVCM
inn PVC resia will equilibrate rapidly in a
closed veasel, provided thut e temperature
at e PV fesin i maintained above the

&'use transition temperalure of that spectfic
¥ rum

2, Range and Sensitivily. Thelower limit of
detection of vinyi chioride wil} vary
acearding to the chromatograph used. Values
reported include 1 x 10" mg and 4 x 1077 mg.
Wilh proper caliitation. \he upper limit may
be exiended os necded.

3. Interferencos. The chromatagraph
coiumns and the corresponding oprerating
paramelers nerewn describad normally
provide an adequate resoiulian of vinyl
chlaride: however. resolntion interfrrences
way be encounizred on some sources.
Thertelore, the chromalograph aparater shall
sclect the coiumn and operaling parameters
best suiled to his particular analysis
requircments. subject to the approval of the

" Adminisirator. Approval is sutomatic
provided thut (he tester produces confirming
datu thraugh an adequate supplemental
analyticsl technique, such 38 analysis with a
different column or CC/mass spectroscapy.
and brs Lhe datla available for review by the
Administrator,

9. Procssion and Heproducihility. An
inlurlcborulnry cumpanson belwaen seven
Iabarataorics of thrae resin samples, e#ach gpdil
into three parts, vielded a standard doviation

- of 2.03 percent [or a sample with o mean of

2.09 pprm, 4.16 pereent for a sample with a
mean of 1.G6 ppm, #nd 5.29 percent for &
sample with a mean of 62.66 ppm.

5. Safety. Do nut release vingl chloride to
the luboratory almasphers dusing proparation
of standarda. Venting or purying with VCM/{
air mixlures must he held (o 4 minigum.
When they are required, the vapor must be

e

1orer

R o o
CHA

ist never b voalad inside

ve ey

wled nroe o

' vial tronn the insironent

teralihis, Wik mvsl e ventbsd through o

Evprdermic neediz conneeied to an sctivated i
ol 2ebn y prevent release of vinyd

wide itk fnborninry atmospbiers, T he '

charcosl raust be replaced prior o viayl

chiloride I.smulclhrou;;h.

[+ ,-ipp:.-mlzls.

6.1 Sampling. The {ailowing equipment is
required:

6.1 Glass bottles. 80-mi (2-02) cwﬂacil}'.
with wax.lineyd serew-on lops, for PVC
sampies. DL

6.1.2 Glass Vials, 8D-ml cupurllvlhpo-
vial, sealed with Tetlon faced Tul-Bond discs.
for waler sumplns,

6.1.3 Adnhaesive Tape. To provent
lposeniny of botlle ops.

0.2 Sample Recovery. The following
equipment is required:

421 Giass Vials. Wilh buty| rublier scplq

. Perkin-Elmer Corparation Nos. D105-0133 ;-

{stass vials}, BoO1=720 (pray butel rubber -
seplum. plug stylel. 01050131 {butyl rubber,
seita), or reivatents, The senls most be

waite from batyd rubber. Silicone rubber seals
are nat geeeplabie.

622 Anaivural Balince. Cdpable of
wrighing to = 0.0001 gram.

6.2.3 Vial Sealer, Peckin-Elmer No. 105~
0106, or equivalan?,

6.2.4 Syringe. 100-u1 copacily, precmtm
serios A" Na. 010025, or rquivalent.

63 Analysis. The follawing cquipment is
required:

8.3.1 Gus Chromatogrnph. Perkin-Elmer
Cerparation Madel F—40, F-12, or F~45 {1ead-
Spare Apaiyzer, or equivalenl. Equipped with
backAush sccessory.

8132 Cnrnms!cgrupmc Columns. Stainlass

slael It m by 3.2 mm and 2 m by 3.2 mm, hq!h n

containing 50/80-mesh Porapak Q. The ¢ »
analyst may use nther columns provided that
the precision and accuracy af the anulysis of
viny] chlorido standards are nut impaired and
e has availubie for review infurmation
confirming that there is adequale resoiution
of tha vinyl chloride peak. (Adequate
reselution is delned as an area overlap of
nol mora thun 10 percent of the vinyl chloride
peak by an interferent peak. Calaulalion of
area overtap is explained in Appendix €.
Prucedure 1: “Determinatinn of Adequate
Chiromatographie Peak Resolation,] Twa

1.83 m calumins, euch conlaining 1 percant
Carboswax 1500 on Carbopak B. have been
suggested for samples containing
scelaldehyde.

833 Thermomelcr. 0 In 104° C, accurale
lo £0.1° C. Purkin-Elmer Neo. 1050109, or
equivalent.

6.3.4 Samnie Tray Thormastay Systom,
Peexin-Elmer No. 105-0103, or equivalunt.

8.3.5 Sepia. Sandwich type, Tor avtiomatic
dosing, 13 inm. Perkin-Elmer No. 105-1008, or
squivalent.

6,3.6 [ategculogr-Recarder. Hawielt-
Packard AMudei 3386A, or eyuivalent,

6.3.7  Filter Drisr Assembiy {3}, Poarkin-
Eliner Na. 2230117, o5 equivalent.

6.3.05  Soap Film Flowmeter, Hewlett _L*,_z,
Packard Nu. ¢101-0i13, or uqunalmx

,,\p ‘=

8 T

‘"“E
s 'ﬁ"r?f.ﬁ v

Repulators. For required gas

weisnamt Vinl Pre-Pressurizer.
wnufined cypodermic nocale

v[\]p praieeliva shield. (Blueprint availab
irom rest Support Seclion, Emission
Nivasurement ranch. Office of Air Quality
Saunind aad Staandarcds, Enviconmenat
"rutechion Agency, Mail Drap 19, Rescarch
Trianan Mok, NC, 27791,

7.5 nts. Use only reagents that are o
chromatagraphic grade.

7.1 Analyals. The following items are
reauired for analysis: -

7.1.1 ldydragen. Zero grade.
7.1.2 Nilrugen. Zera grade.
71,3 Al Zero grade. T :

7.2 Calibration. The l'nllowlng ftema are
required for calibration: |
7.21 Cyhinder Slandards (4). Cas mlxty;

sinndaras (50-. 5004, 2000- and 4000-ppm vir

chlaride in nilregen cylinders). The tester

riay uso cylinrder siendards to directly

prepuie @ chrumaiograph calibration curve

drsaribed in Section 9.2, if the following
* reconditinnr are met; fa} The manufacturer
certifies the gas romposition with an
accuracy of =3 percent or betler [ses Sacti
7.2.L1). 1) The manvfacturer recommends .
maximum shclf life gver which the gax
concentrition doas nol change by greater -
than =5 percent from the certificd value. (c
The manuiaciurer affixes the date of gas
eytinder preparation, certified vinyl chlarid:
soncentration, and recommended maximurc
shelf life to the cylinder before shipment 1o
the buyer.

7.21.1 Cylinder Standards Certiflcation.
‘The manufnaturer shall certify the
canceatention of vinyl chioride in nitrogen L
e twhaer hy Lag aitaclly ansiyzing esch
cylinaer nag (b} calibrating his analytical
proceidure pii the dey of eylinder anulysis. T
calibrute lls unalylical procadure, the
! manufacturat shall use, 83 & minimum. a 3
point ¢alibrution eurva, [ is recommended
that the manulacturer maintain (1) 8 high-
concentration calibration standard {betwer
4000 und 8000 ppin) o prepare his calibrat.
cutve by sn appropriate dilution technique
and (2] a low-conaentration calibration
standard (belween 50 and 300 ppm) to veri
the dilution techniqus used. If the differenc
betweea the apparent concentration read
from the calibration curve and the true .
concentrution assigned to the low. ™
concenlration calibration slandard exceeds
percent of the \ruc concentration, the
munuflacturer shgll determine the source of
wrror 2nd Gosrect it, then repeal thl J-polnl
calibration. e

7.x1.2 Vverification of Manulactuur 3
Calibratien Standirds. Bofore ﬁy
manufacturer shull verify eac ntratmn
siandard by [a} comparing it 10 gas l\wtluna
prepared (with 99 mole percen I
chinride) in accordance wilh the pmudm
descrbed in Section 7.1 of' Method 108 or by
tb) calibrating it agains! vinyl chloride
cylinder Standard Reference Muterials
(SRAUa} preparcd by the National Bureau of
Standards, if such SRM's sre aviilable. The
agreemant hetween the initlally determined
concentration vaiue aad the nrmi.-.uu

cnncmtrallon valua muu be ai
- v""-‘

AP00040031
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6. Procedure.

8.1 Sumpiing.

8.0 PVC Sampiinz. Allw tha rewin or
siurry to flosw fram a lup or thn taas or siio
until Ine tep line has bcen'wwl! puread.
Extend anu {ul 8 GB-ml samipie \Jc‘llt. wnder
the lap, and immediately tighten i cip om the
hottle. Wrap achesive tape nround Jm cop
aad bottle to prevent the cap froimn joasenimu.
Place an identifying label on cach bottle. and
record Lhe date. time, and sampie issation
bath on the botlies and in alvg boovk.

8.1.2 Water Sampling. Prior to naa, the 50-
mi vials (withoul the discs) must be cauped”
with aluminum {oil and healed in s muille
furnace al 400° C [or at least 1 hour o deslroy
of remuve any organic matter thal coutd
interfare with analysis, At the sampling
location fill the vials bubble-iree ta
overflowing so IRnt a convex Menscus lorms
at the top. The excess walar is dieplaced as
ihe sealinz disc is carefuily placed, with the
‘Tefion si-ie down, on the cpening of Lhe vial.

Place Lhe sluminum seal over Lhe disc and
the neck of the vial, and crimp inlo piace.
Affix an idenlifying labe! un the botue, and
record the date. lime. any sample localion
Dath en the vials and in a lag book. All
samples must be kept reivigerated untl
unatvzed,

8.2 Sample Recovery. Sumples must be
run wilhin 24 hours,

8.2.1 Resin Samples. Tho weight «{1he
resin used mus! be between 3.5 nnd 4.5
srams. An exact weight must ve olylained
{£0.0001 g} for each sample. In the case of
suspension resins, a volumetrie cup can be
yrepared for holding the required amount of
sample. When the cup is used, upen the
sample botlle. and add the cup voluine of
renin to the tared samplr visl [1arecl.
inchuding septum and asuminum c2pl. Obiain
the exacl sample weight. add 102l or about
lvzo equal drops of distilled water. und
immediately seal the vial. Repor! this value
nn the data sheat: it is required ine
caleulation of RVCM. In the vase of
Jispersion resing, the ¢up cannot be used.
Waigh the sample in an aluminum dish,
transfer the sample to the tared visl, and
accurately weigh it in the vinl. Afier,

lag, conditlon

them jor @ minimam o
bath. Do not exceed 5 hnurs

Natp.—Same aleminum viai caps have a
center seclion that must be retnoved prior to
placing inlo sample teay. If tha cap i not
removed, the injection needls will be
damaged.

B.2.2 Suspensinng Resin Slurry and Wat
Cake Samples. Dacant the witer from a wet
cake sampig, and turn 1e sampie bottia
upside down onlo a paper towal. Wait Inr the
waler to drain, ptace approximately 0.2 lo 4.0
urams of the wet cake sumple in o tared vial
{tared. including seplum and aluminum cap}
and seal immediatelv. Then dolermine the
1ample weight { =00001 g). All s.onples st
be prepressurized and then cand:tioned far 1
hour a1 W' C. A sample of wet cake 15 usad lo

fur r'\lcul.llanr' tha &

sty o tired vial Hared, inciouina sep
mlli atnininun cap) add a.]s'l'vtln veiy prehit
arema (L85 1o 055 WY af A urry of latex uming a
medicing dropper. This samld be dope
Immedialely ufter raixing, Suidd thn wial an
sann as possible. Determine sampi; weiyht
{=0.0n01 gl. After prepre=surization,
candition the vial for 1 hour a1 60° G in the
Hl‘-alj.'zcl‘ bath, Determine Lhe TS on the slurry
sanipla (Sectlon 8.3.5).

024 Inprocess Wasiewater Samples.
Using & lared vial {tared. including septum
and aluminum cap) quickly aded
.quroxtmalel} 1 cc of walrr using a medicine
divpper. Seal the vini as snon as pessibie.
D.:termineg ssmpie weaight [=0.0001 o).
Prepressurize 1ae visl, and then condition for
1 tu 2 hours as raquired at 20" Cinah
analyzer bath.

8.3  Anolysis.

8.3.1 Preparation of Equipmaent. Install tha
chromatograpitic column and condition
overnight at 160° C. In the first operation.

. Parapak columns must be purged for 1 hour
L2 G,

Do not cennact tha oxil ead of The calimn
to the catector while conditioning. i fvdrogen
and air to the delector mual be terned off
while tha calumn is disconnaectad.

813.1.1 tlow Rate Adjustments. Adjust
flow rates as follows:

a. Nitrogen Cuarricr Gas. Sct regulator on
cylinder to read 50 psig. Set reaulator on
chromatograph to produce a Mow rite of 30.0
ce/min. Accurately measare tho flow rate at
the axit end of the column using thn soap film
Rowmetor and a stapwatch. wilh the oven
and columi at the analysis tempuratura.
After the instrument progsam advancas \o taog
8" (backflush) mode. adjusl the nitrogen
pressura regutator to exacily balunce the
nitrogen Mow rate at the detector as was
obwined inthe “A™ mode.

b, Vial Propressurizer Niteosen. After the
nitragen carrier is scl, soive tne loilowing
equation and adjust the pressure cn the vial |
prepressurizer scoordingty,

e

Whares
T = Ambieat temperature. *K.
T:=Conditioning bath tauiperailura, *K.
- Pyv=Gas chromalograph absaiule Josing
prassure (analysis mode}, k .
a1 = Watcr vapor pressure G0 00" C {525.2
min gl .
P Waler vapor pressure (0 22° C(19.8
i Hg).
7.50=mm }g per k Pu.
1¢ k Pa=Factor to adjust the
prepressurized pressure to alighily loss
thon the dosing pressure,

Derause of gawge errore. the appurittis may
avar-pressurize the vial I the vigl proasure is
L or pigher thai the dusing pressure, an
audible double injection will occur. tf the vial

e w TLoLun2 S Rudes and Reaviolions 10178
-~ - - - AL S L, 3y
sercent. Tha manciauiurar must envenby ail astemmae lotal !---h=' coossure 18 ton lnw, errors witl seeur on resin

nawplea Lecanee of inadeguate lime for head-
saace sus equilibricn. This condition can be
wvauand by running ceversi standard gas '
5 08 At virinus pressaies aravnd the
fotidled bmsutice, nid then selecling the
Lighest pressure that dors not produce a .
tdeubie imecticn. Al samples and standards
s viusl e pressunzed for 60 sacoads using the |
vial yreprassuriner, The vial o lhen placed -
into tie BO® C condilioning bain and tesled -+,
fur leakage by placing a drop of waler on the -
sepium at the needie hole. A claan, burr-free
neecie is mandatory.
T Ll Ournet ol SUEPly. oot ceguiator o
cylinder io read 50 psig, Sal reguisloron o4
chromatograph to supply air to burner ata ™, -
rate betwean 250 and 300 cc/min. Check wuh
bubble flowmeter. a
d. Hydrozen Suppiy. Set reculamr CLEEER R
cylinder lo read 30 paig. Sel regulaloren -
chromatagraph ta supply approximaltely 35 3
$ co/min. Optimize nydrogen flow to yieid the
rosl senslliva celnctar response without
rxtinginshing the Mame. Check flow with
Labble meter and record this fow. Sk
8.3.1.2 Tempeeature An]u:tmmu. Set -
tempeasaiures as [nllows:
a. Oven [chromatograph column) 340°C.
b, Dosing Line, 150° C T
c.'izleclion Block, 170° C. .
d. Sample Chambor, Water Temperature. o
41°' C +10'C.
2.3.1.3 Ianilion of Flame Iomzalxon
Detector. Ignite the detector according to the ' -
manufaciurer's instructions.
8.3.1.4 Amplifler Bulance. Balanca the |, .
amplifier according to the :nanufactuesr's |, *
instructions.

1

e

-

v
: » the Chromatezraghs
Prugram b n..xru:v...ug:an.. a3 follows:

a i——Dus.s.g or Injection Tims. The normal
seliing is 2 scconds,

b. A—"Analy sis Time." Tie normal seiting
ia approximately 70 percent of the VCM
rotention time. When this timer terminates,
liwe programme initiates backilushing of the
first column. RO

G B—Hucknushmg vime. The normal - .
solling is double the “"analysis ime.”

d. W—Stahilization Titae. The normal
setting is 0.5 min 0 1.0 min. *

e. X«=Number of Analyses Per Sampis. Thc
nurmal setling ls one.

8.3.3 Preparation of Sample Tumntable.
Before placing any sample inla turntable, be -
certain that (he center scction of the ‘-
sluminum cap has been removed. All samples
and standards must be prassurized for &0
scconds by using the vial prepressurizer. The
numhered sample vials should be placed in '
the corresponding numbered positions in lhn
turntable. insert samples in the follnwinl !
ordnm

Pasition 1 and 2—-0ld 2000-ppm standards
for conditionlng. These are necessary only -« -
alter the analyzer has not been used for 24 -
hours ar longer.

Positinn 3—50-ppm standard, {reshly
prepared.

Pasitlon 4—$00-ppm standard, freshly
prepared.

i e o

-&rucm TR B

- AP00040032



To

)

—

——
-

l'osition 7—=55mpa: Na. 7 This i the fivst
saruple of Ihe oy, Datis aiven az 7 1o be
zonsistent with the luentable and the
inlpgriinr pranton)

Alter ali sumples have been posainne:d,
insert the second set af 50-, 300k, 2000, ana
AN0-ppm standards. Smnples. inelochng
standards. musi be conditionad in the bathk of
90* C for 1 hour {nnt 1o axeend § hours).

434 Swuart Cheamutageaph ragram, When
all saniples. including standards. have bean
conditioned at 40° C for 1 haur. start the
atalysis program according to the
manufacluerer’s inttruclions. Thnse
Instructions must be carefully follnwed when
starting and sloppusg a pragram lo prevent
dumage to the dosing assembiy.

533 Daterminalion of T8, ar wal rake,
slurry, resin soiution. ind BVC Lalex samples,
delermine TS for rach sample by accuralely
weighing apyproximitiely 3 1o 4 uratns ol
sample it o alumicum paa Lefves and afler
placing in a dralt aven 1105 10 110° C),

Satnpic s must & aried W cansiant waight,
After firsl weighing, ratern the pan to the
oven for a sitort period of time. and then
rowverigh 1o veniy compiele dryness, The TS
are then calculated as the final sasple .
weight divided by initial snmple weight.

8, Calibration. Calibratinn is tn be
petformed each 8-hour period whea the
instrument is used, Each ay, priar 1o running

samples, the calumn should be conditionnd
by running two 2000-ppnt slandards jrom |he
previous day.

9.1 Draperation of Standards. Calibealian
standards are prepared as follows: Piace
1004l or aiyout two cquatl draps of d|s||upd
water in the samptle vial, then fill tha
with tha YCM/niirogen sinndared, rmmll\-
seal the seplum, and seal with the aluminum
cap, Use a &-in. stainless steel line from the
cylindas to the vial, Do not use rubber or
tygon lubing. The sample line from tha
cylinder muat be purged {into u properly
vanted hood) for saveral minutes prior in
filling the vials. Altee purging, retiuce the
flew rate 10 900 ta 1060 co/min. Place end of
tubing into vial {near botiom}. Position a
soptum on lop of tha vial, pressing it against
the %-in. filling tube to minimize the siza of
the vent opening. Thix is neeessaury 1o
mimimize mixing alr with the stamdard in the
vial. Fach vial is to be purped with staniam
for 90 seconds. during which time the filling
tube is gradually slid 1o the p of the vial.
Alter the 90 socands, the tulie is remioved
wilh the septum. simultanconsly seullng the
vial, Praclice will be necessnry tu develop
guod techpigue, Rubber gloves shotld e
worn turing the abave opuralions L}
must then be pr
aing the vinlprepn ssurizers, fodl tha vial for
lenkage by placm 21 ceap “of waler on the
septum a: the aevic hole,

9.2 Preparation of Chromulograph
Calibration Cueve,

(he seigled
ssurized for ) m'(_l,l_,u...

Lonnds [ar e sered saingrle, v
“he enaserazanan of viayl ehleride s each
stamdnrd semaie. Draw i slraivit line tirough
ihe aoiats derlved by the least squaces
inethad,

in. Calcsictorns.

101 Hespunae Factor, if the calibration
curve described in Section 8.2 paxsos thruugh
zera, a response [aclor Ry, may be used to
compule viny! chloride concentrations. To
corpula a responce factar, divide any
particular A, by the corresponding C,

AS
Rg = T £q. 107-1

Where:
A, = Chromatograph area counts of vinyl

AS P. :‘.V V.
c:r'vc .P.f T1 R ¥ kp (Ts)
~—

Resuits calculaled using these cqualions
reprexeet concralration based on the tofal
sunipin. To oinatn risuits based on dey PVC
conient, divide by TS. .

11. Referenres.

1. 8.F. Goodrich, Residual Vinyl Chioride
Maonomer Contant af Polyviny] Chloride
Resina, Latex, Wel Cake. Slurry and Water
Samples. B.F. Goodrich Chemicul Croup
Stardard Test Procedure No, 1005-£. D.F.

Goodrich Technical Cenler, Avon Lake, Chia,
Ositober 8, 1974,

2. Berenx, A.R. The Diffusion of Vinyl
Chloride in Palyvinyl Chiloride, ACS-—
Divinion of Polymar Chemistry, Polymer
Preprinls 15 (2):197. ta74.

3. Bereas, A.R. The Diffusion of Vinyl
Chlaride in Pelyvinyl Chiaride, ACS—
Division of Polymer Chemistry, Polymer

1133
: l 750 ss; ‘1.3- ;}l :_’_3-1
cl’V’C

Gas Chromatagraphy. Journal of Applicd
Polymer Scinnge. 223169-2172. 1975,

5. Mansficld, R.AL The Evaluation of
Ilenry's Law Constant [Rp} and Water
Fohaneement in the Parkin-Elawer Maltifrace
F30 Gas Chrumatograpn, B.F. Guadrich,
Avon Lake, Ohiu. February 10, 1071, ‘

40 CIFR Part 61 is umended by adding
Appendix C as {ollows:

Appendix G—Quality Assurancs Mrocedures
> - - . *

I P L% o . H ) : Lyyae = T ol RS
B Federar laaisier [ Vol an Moo 173 T sdavs Sepisabes T Ditnles sad Regulations B
- : 2 -
)
Positng Ge=Clindehom standard. fresily chioride For the sample, W
prepared. saiand ¢ U= Anibient atmasplicric pressure, mm FHa»
Position Be—ai0Tanonm standurd. treshly worunles in iponse faztar in area counts por p
praparnd. ryrndar sinpbos

antnend jisboratory temperature. K.
Muotezuiee weighl E VOM, 825 ¢/
o i

v, = Yetunn of the vopor phase, em?
- Gus coastanl. {52480 cey) (mm Hgf
aole) ('N. N
= Sample weighl, g.
Ne=ienry's Law Constant for VCM in
PVC @ 80° C, 552X 10°¢ g/g/mm Hg.

IMhe calibratinn curve does not pass:
laronisth rero, the calibration curve must be |
rmployed to calculate each sample 5
conceatration unless the error introduced by
using ¢ parll(.ulnr R¢ Is known. -

10.2  Kesidual Viayl uhlurldc-&{onnmer
Goncentrztiaa, (Cp,) of Vinyl Chlundc
Monomer Coacenltration. Calculale Cug it
ppM or mg /g oy follows:

- “
t

, * X, (1 -T8) T,

Proprinls 25 [23:203, 1874, o
4. ierens. AR, LD, Cridae, C.J, Tomanck,

anrd LA Whilnsy. Aralysis for Vinyl

Chluside in PYC Powders by Head—Space

TS=Tolal sclids expressed ax a dacimal
raction,
I.-lqullzhr!um temperature, *X, t
Ko =Henm sw Caartint Far VOM in '
waler dwrt o G707 yigimia g »
Assuntiing tho followins canditions are met.
ilise vBluss can ve substitulud into Eq.ntkm
7=2:
Pee750 mm iIg. R
V= Vial volume——sample' volume (Fishar
“vials are 22,0 em?®and Perkin-Elmar vials
are 21.4 cm").
Te=23" Cor 266" K.
Tv=40* C or 383° K.

v 6.25 x 10°5(7s)(363) + 7.0 x 10'7 (1-15)(!!3]

f'rocedure 1==Dotermination of Adequole
Chromatugrephic Peak Resolution '

In this inethod of dealing with resolution,
the extent ta which one chromatographic
peak overlips another ia determined. )

For convenience, consider the range of the
elution curve of cach compound &8 running
from =207 bo +2¢. This rangals used in -~
other resalutlon criteria. and it contains 95.45
percent of the area of 8 normal curva. If two

N

Miwm -
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REISZINER EMVIRONMENTAL & ARALYTICAL LABS, INC.

! The standards for calibration of the gas chromatograph should be

i prepared by injecting 40 ul of vapor into the headspace above 5 mlL

7 of carbon disulfide. A teflon lined silicone septum (Cat. No. 0-26)

is recormended for sealing the vials and for preparation of standards. 1

REAGENTS

l

!

Only activated charcocal Cat. No. 0-21 (or 0-22 im vials) or equivalent

should be vsed. Carbon disulfide (reagent or spectroscopic grade)

snould be as pure as possible to speed analysis time. I
I
I
i

CALIBRATION OF THE MONITOR

The monitor should be calibrated before use if not purchased calibrated.

Expose the device to a known conecentration (10 ppm) of vinyl chloride

for a given period of time (2 hr). This can be done conveniently by

piscing the moniror in an aluminum or glass chamber (Cac. Wo. 0-253)

with the calibration gas moving through the chaaber at about 1 L per

minute per moniror being exposed. Permeation tubes are probably the most

accurate source of vinvl chloride while coxpressed gas srandards are

wora convenient to use. The recommended procedures above should be used
! Zor charging the device and enalyzing the charcoal. The calibration
constanr can be calculated from the egquatrion:

** The same sampling and desorption procedures can be used for Freon-12,

i
]

: |
POST OFFICE BOX 3341 - BATON ROQUGE. LOUISIANA 70B21 - TELEPHONE 504 . 387-0672
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REISZNER ENVIROXMENTAL & ANALYTICAL LARS, INC.

- -
-

MINIMONITOR

FOR MEASURING VINYL CHLORIDE IN AIR

r
l RECOMMENDED OPERATING PROCEDURE
|

{ Also Freon 12#%%

1. Pour* 1.35 g of activated charceoal (Cat. No. 0-21 or 0-22) into the
MiniMonitor and attach the monitor te an individual as close to the
breathing zone as is practical. ‘ :

vial.* Seal the vial with a teflon faced silicone septum (Cat. No. 0-26)
and refrigerate the sameple at -20°C if ir is te be stored for more than 8 hrs.

ANALYSIS

i
%
|
l 2. After exposure, normally 1 to § hr, pour the charcoal into a 7 mL glass
!
I

1. Cool the sample to ~20°C (in a freezer) and add 5 mL of cold (dry ice)
, carbon disulfide. The desorption apparatus (Cat. No. 0-24) in figure 1
! is particularly conmvenient for this purpose because it allows the carbon
disulfide to be measured at room temperature.

| 2. Recap the vial immediately after adding the carbon disulfide and allow to
j stand 30 minutes.

3. Staxe the vials at 10 and 20 minures afrer solvent additicn.

4. Inject 5 ul into a gas chromatograph equipped with a flame ionization .
detector. The column used should be chosen to separate possible interfering ]
species thar occur in the envirsnment being sampled; however, a 6 fr 1/8 im. '

) Chromesord 102 (Johms Mansville) or a 20 fr. 1/8 in, FFAP column are
i commonly used. An internzl stangard that is not removed from sclutiom
by the charcoal is recommendec.

5. Calculate the concentration from the equation:

c=kw
t

= constant

= concentration of vinyl chloride, ppmr
= time of exposure, hr

= volume of vinyl chloride, uL @ 25°C

where

L o00ox®

* To facilitate rapid addition and removal of charcoal a vibrator (engraveé)
may be touched to the badge ¢lip or the MiniMonitor may be thumped
during the process.

!
;
|

POST QFFICE 80X 3341 - BATON ROUGE. LOUISIANA 70827 « TELEPHONE 504 - 3B7-0687%
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SINER ERVIROLISENTAL & ANALYTICAL LABS, MC.

CERTIFICATE OF CALIBRATION

The MinZMonitor has been calibrated at least two times to
assure a guaranteed maximum error of 5%. The charcoal used
in calibration was PCB 20-40 mesh and was reactivated at 350° -
under a streazm of nitrogen. To calculate the concentration of

vinyl chloride use the equation:

w k
¢ t
where C = concentration
w = amount of gaseous pollutant in sample (u? at 25°C)
t = time, (hr)
k = constant (EE%iEE)
MiniMonitor }io. k¥
641 0.84
642 0.88
647 0.71

e 7%
Certifying Agent < oNCAG

Kenneth D. Reiszne?
Ph.D., President
12/10/81

* The charge of PCB should be 1.35 g.

POST OFFICE BOX 3341 .« BATON ROUGE, LOUISIANA 70821 = TELEPHONE 504 - 387-067D
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SZKER EKVIROKIGENTAL & AKALYTICAL LASS, €,

CERTIFICATE OF CALIBRATION

The MiniMonitor has been calibrated at least two times to
assure a guaranteed maximum error of S5%. The charcoal used
in calibration was PCB 20-40 mesh and was reactivated at 350°
under a stream of nitrogen. To calculate the concentration of
vinyl chloride use the equation:

w k
¢ t
where C = concentration
w = amount of gaseous pollutant in sample (uf at 25°C)
t = time, (hr)
k = constant (EEEiEE)
MiniMonitor No. k*
622 0.72
638 . 0.79
639 0.76

Certifying Ageq;x“<;;;~v—e :

Kenneth D. Reiszner«~
Ph.D., President

10/19/81

* The charge of PCB should be 1.35 g.

POST OFFICE BOX 3341 - BATON ROUGE, LOUISIANA 70821 + TELEPHONE 504 - 387-0679
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TSINZA ENVIACKMEKTAL & AKALYTICAL LABS. (MC.

CERTIFICATE OF CALIBRATION !

The MiniMonivor has been calibrated at least two times to
assure a3 guaranteed maximum error of 3%. The charcoal used
{ in calibration was PCB 20-40 mesh and was reactivated at 350°
under a8 stream of nitrogen. To calculate the concentration of
l vinyl chloride use the equation: -
|

€
-

, C = _.-t—-
where C = concentration
w = amount of gaseous pollutant in sample (p2 at 25°C)
t = time, (bhr) ok
k = constant (EEEi——)
MiniMonitor No. ' k*
! 552 0.82
546 0.85

3353 0.84

Certifying Agen

Yy
Kenneth D. Reiszner;§5744b-7
Ph.D., Praesident
7/13/81
* The charge of PCB should be 1.35 g.

POST OQFFICE BOX 3341 . BATON ROUGE., LOUISIANA 70829 « TELEPHONE 504 - 2387-0679
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TEET LS - . T ENTAL & AKALYTICAL LA2S, 1IC,

CEXTIFICATE OF CALILRALION

The MiniY¥onitor has been calibrated at least two times to
assure a3 guarantced maximum error of 3%. The charccal used
in calibration was PCB 20-40 mesh and was reactivated at 350°
under a stream of nitrogen., To calculate the concentration of
vinyl chloride use the equation:

where C = concentration

w = ampount of gaseous pollutant in sample (u& at 25°C)
t = time, (hr) hr
k = constant (EE%i——)
MiniMonitor No. k*
648 0.67
649 ’ 0.77
650 0.78

-~ )

Certifying Agm/@,ﬁ%

Kenneth D. Reiszner
Ph.D., President
12/18/81 e

* The charge of PCB should be 1.35 g.

POST OFFICE BOX 334t + BATON ROUGE. LOUISIANA 70821 . TELEPHONE 504 - 387.0679
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SCOPE:

ANALYSES OF VINYL CHLORIDE MOMQIER BY HETHOD 107
USING THE SIGMA 2000 WITH HS 100 HEADSPACE SAMPLER

The Sigma 2000 and HS 100 Headspace Sampler are used to analyze the vinyl
chloride monomer concentration in polyvinyl chloride resins, slurries, and
water samples according to Method 107 of the Federal Register, Subpart F-
National Emission Standard for Vinyl Chloride, 7/30/80, pages 121:0504 -

121:6506. HMethod 107, Section 6.3.1 allows the use of a GC equivalent to
the Perkin Elmer F-40, F-42, or F-45 Headspace Analyzers.

PRINCIPLE:

The vinyl chloride monomer, as a gas, in equilibrium with resin, slurry or
water in & heated sealed vial is measured and this amount measured in the

headspace is mathematically related to the amount present in the solid or
1iquid samples.

APPARATUS:

1.

Sigma 2000 gas chromatograph, Perkin Eimer

2. HS-100 headspace sampier, Perkin Elmer
3. Glass vials with butyl rubber septa, Perkin tlmer
4. Vial sealer, Perkin Elmer, part #105-0106
5. Stainless steel GC columns, 6' x 1/8", 3' x 1/8" bath containing 0.2%
carhowax 1500 on Carbopak C.
6. Analytical balance: capable of weighing to .0001 gms.
REAGENTS:
1. Hydrogen, zero grade
2. Nitrogen, zero grade
3. Air, zero grade
4, Calibration standard of 50, 500, 2000 and 4000 ppm of VCM in Nitrogen,

Matheson Scientific

INSTRUMENT CONDITIONS:

1.

Set hydrogen and air flow at rates to optimize detector sensitivity
as specified in the Sigma 2000 manual.

Oven temperature: 70°C
Analyses time: 6 minutes
Range: 1

Attenuation: X 8

AP00040041



6. Sample Temp.: 90C°C

7. Transfer Temp.: 140°C

8. Thermostatting Time: 60 minutes

9. Pressurization Time: 0.5 minutes

10. Injection Time: 0.04 minutes

11. Withdrawal Time: 0.2 minutes

12, Precut Off Time: 0.00

13. Backflush on/off: 1.00 2.00

14, Vent 1 = YES/-1 = NO: -]
PROCEDURE:

1. Prepare sampies and calibration standards for analyses.

a. Weigh 3.5 to 4.5 gms of resin into tared sample vial. Record exact
weight to .0001 gms.

b. Filter slurry samples and place 0.2 to 4 gms of the wet slurry into
a tared sampie vial. Determine solids on wet slurry by placing
3 to 4 grams of filtered sample in a tared aluminum weighing pan
and determining initial and final weight after drying to a constant
weight at 105-110°C.

c. Place approximately 1 cc of water in tared sample vial and record
exact weight to 0.0001 gms.

d. Place 100 ul of water into each of 8 sample vials and crimp septa
on tops. Purge sample line from calibration gas cylinder and place
needle thru septum of sample vial., Purge vial at 500-1000cc/min.
for 90 seconds. By this procedure fi1l 2 sample vials with each of
the 4 calibration gas. mixtures.

2. Load Magazine

a. Position 1 and 2 should contain old 2000 ppm standards for conditioning
if the instrument has not been used for 24 hours or longer.

b. Position 3 - 50 ppm standard, freshly prepared.

c. Position &

t

500 ppm standard, freshly prepared.

t

d. Position 5 - 2000 ppm s*andard, freshly prepared.

Oy
]

g. Position 4000 ppm standard, freshly prepared.

f. Position 7 thru 95 (as many spaces as required) should contain the
samples to be aralyzed.

g. A second set of standards, 50, 500, 2000, and 4000 ppm should be
inserted immediately following the last sample.

AP00040042



3.

GC and HS-100 Conditions

a.

c.

Get a list of chromatographic functions.
Press SECTION and ENTER
Display should read:

CHROMATOGRAPHY FUNCTIONS
SECTION 1 INSTR STATUS
SECTION 2 ACTIVE METHOD
SECTION 3 METHOD CONTROL
SECTION 4 HS-1G0

List the present GC status.
Press #1 and ENTER
Display should read:

METH #1 {Active Method)
CHAN: A FID B (Channel Designation)
RANGE: 1
ATTN: 8 X2
(If the cursor is positioned next to the X2 pressing
or  Kkeys change the attenuation values.)
B

ZERO: A

EQUTIME: 0.5 ACT (Status Displayed)
OVEN: SET ACT

Temp 1 70 {Status Displayed)
Time 1 6.00

Rate 1 0

HS-100 (Status Displayed)

List the active method.
Press #2 and ENTER
Display should read:

METH #{normally 1)

OVEN
TEMP: 70
‘TIME:  6.00
RATE: 0
FLOWS SET ACT 7ZONES SET ACT
Al 0 INS A 140 140
A2 2 DET A 160 160
INJ B 140 140
AUX 1 45

RUNTIME: 6.0 ACT: ({status displayed)
OVEN ACT: 70.1 STATUS: ({status displayed)

Press ADVANCE & ENTER
Should display:

OVEN MAX TEMP: 150
EQUILIBRATION TIME: 0.50
CHAN: A FID RANGE 1
{won't use RUN TIMED EVENTS)
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List the number of the currently set up method.
Press SECTION and ENTER. Press #3 and ENTER.
The display should read:

EMTER
SET UP/YQID i
GENERATE/EDIT
DELETE
copy
STORE SET UP
TRANSFER
PRINT

SN Y

Press No. 1 and ENTER.
Display should show:

THE FOLLOWING METHODS EXIST:
1 {current method set up to run)

THE SET UP METHOD 1S: 1 (Must agree with method number in
section 1 and 2.)

ENTER METHCD NUMBER:
Use if setting up a new method.

Dispiay conditions Set Up for HS-100

Press SECTION and ENTER.

Press No. 4 and ENTER.

Press No. 3 and ENTER.

Press method no. to be used and ENTER.

Press 1 (constant mode) and ENTER.

The H=-100 conditions for the method specified should be displayed.

Compare with the values listed for instrument conditions in this
method (assuming only one method exists). This same procedure may

be used to create new HS5-100 methods.

Actually start analyses by specifying 1st and last vial to be analyzed.
Press SECTION and ENTER.

Press No. 4 and ENTER.

Press No. 2 and ENTER.

The display shouTd read:

FIRST VIAL LAST HS-PROGRAM #
1

START AT VIAL # 00
STATUS HS-100 (status displayed)

Enter the number of the first vial to be analyzed. The cursor will

move below the word LAST. Enter the no. of the last vial to be analyzed.
The cursor will move below HS-PROGRAM #. Enter the number of the

HS program being used. Normally will be no. 1. The cursor will

move to a position below the first vial entered so that a second

sequence of vial number may be entered if desired (nine sequences

may be entered). Press ENTER to move the cursor to the right of

START AT VIAL #. Enter the first vial in the first sequence from

top of screen, The display will change to read STOP AT VIAL #.

Enter the last vial which will be analyzed.

When this is entered the sample positions in the magazine of the
HS-100 will shift to position the vial # listed as first to be analyzed
below the carousel.
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The current vial rotating past the sampling position of the carousel
will automatically be displayed on the screen.

The STATUS of the HS-100 will be displayed on the screen.

The sequence will automatically start after entering the first and
lest vials to be analyzed.

g. Setting up a new GC Method.
I[f it is necessary to generate new GC conditions, a new GC method
must be generated by pressing SECTION and ENTER.
Press No. 3 and ENTER.
Press No. 2 and ENTER.
Enter method numger: Enter the number of the method you are creating.
A menu will appear with zhe method number you specify. Enter the
values you desire for GC control.

Delete old sequence and prepare new sequence.
The sequence can be prepared while the samples are thermostating in KS-100.

a. Get into LAS by typing BYE if the terminal says BASIC >. If the
terminal reads PLEASE LOG ON when RETURN is hit, type in JK.JK and
RETURN followed by PASSWORD? JK. The terminal will be in file
manager: Type in LAS to get into LAS which is designated by a
READY*,

b. Type: C1,2 and hit RETURN.

c. Type: DE,S,SEQ2 and hit RETURN.

d. Type: PR,5,5EQ2 and hit RETURN.

e. In response to channel #? Type in 2 and hit RETURN.

f. The program will ask for method? Type in ZEROZ2. This method has
been previously prepared for channel 2 and is simply an area percent
methad.

g. In response to the next 3 questions the program asks simply hit
RETURN and don't answer.

h. The next input required is for SAMPLES. The appearance will ba:

SAMPLES

SAMPLE-NAME BLT# PROC-FILE RAW-FILE %DIL-F STD-AMT SMP-AMT
'[*

The st response should be to tyge in the 1st sample name which should
be the cOND SAMPLE. Type in COND1.Then type in 2 commas, , to bypass
BTL#. Type in PROC-FILE name (ex: Pl1) and a comma. - Type in RAW-FILE
name (ex: R1) and a comma. Type in 100.00 and a comma for % DIL-F,
Type in 1.00 and a2 comma for STD-AMT. Type in 1.00 for SMP-AMT.

The last three responses for %DIL-F, STD-AMT, and SMP-AMT only have
to be typed in on the first 1ine. They will automatically be copied
for subsequent lines. Example of 1st 1ine:

COND1, , P, R1, 100.00, 1.00, 1.00
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Examp1e-of 2nd line:
COND 21 1 pz! Rz!
Example of 3rd Tine:

S61, , P3, R3,

etc. until all samples and standards have been entered. The names
entered should be descriptive of the sample or std. A different
process and raw file name must be associated with each name so that
each chromatogram may be stored in different raw and process files.
If the raw and process file names were the same for 2 different
sample names the data from the second caromatogram would simply
over-write the first and the data from the 1st chromatogram would

be lost.

After the last sample name is entered, (should be the 4000 ppm std.)

type /E and hit RETURN to end the sequence.

It will respond with SUBSEQUENCE 2?

Type in NO, hit RETURN.

It will respond with DONE. Hit RETURN to get READY*.

Associate sequence with a channel.

Turn on the Perkin Elmer
elute.

Type in CH, 2, SEQ2 and hit RETURN.
In response to DONE, hit RETURN.

The sequence 1s now ready to start putting all area siices from
each chromatogram into the RAW files specified in the sequence

to integrate the area slices into peaks and store this data in the
specified process files. The contents of the process files will
automatically appear on the t880 printer as each sample is analyzed.

Calculation of VCHM results.

a.

recorder so the peaks may be observed as they

Obtain areas of VCM peak at RT of 1.35min. on each printout for

the 8 calibration standards.
Type BA on tha 588C keyboard.
Type RU, P2088

Answer questions as follows:

NUMBER QF DATA PAIRS? 8

TYPE IN DATA PAIRS. (X, Y - RETURN)
Enter each AKEA, then the conc (ppm)
ex: 42,000, 51

Do Not Enter the Conc First.

Modifications (Y/N}? Type N if all data was entered correctly.

ouTDVC? T2
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DETAILS FOR CURVE TYPE? O

Take values of A and B from equation 1 Y = A + (B*X)
A = Y intercept

B = slope

Type RU, HS.

Program will ask for value of A determined above.

Type in value for A,

Program will ask for value of B determined above.

Type in value for B.

Program will ask for area of peak for first sample to be calculated.
Type in area determined in step 6.a.

Program will ask for weight of sample used. Type in value obtained

in step 1, a, b, or ¢ depending upon the type sample. Use uncorrected
sglids weight for siurry samples. Program will ask which type sample
is being analyzed {1) slurry, (2) resin, {3) water. Type ina 1, 2,
or 3. If the sampie is a slurry the program will ask for the percent
sol{ds expressed as a adecimal and it will correct for solids.
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